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HiG (B4 LEC 7 B AR it SR AR B U e AR R AR )

Wi (EMEEHE G, AR AT R Sl € AR R ERR T ) .
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TG R RS I LRS54 B TR T DU R VAR HE R AR AT B ) o

TSI HEBRIERE ) .

i GB 5009.97.2023 & it A ARG B IR L I e B VRN k.

i GB 5009.140-2023 £ i H Z Al B A A 5E
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T TEERZ e 12
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T BRI E B ARHEEEVEREIT s 24
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DU, A BRIIE BIFRUEEETEREIE oottt 37
Fiv BT EGR B BIFREEETEFLIT oo 43
ANy BT E IFRAEERTEFEIT (oo 49
B BRI E BIFRAEERTEFEIT (oo 54
I\ BTNV E IR AEERE RS (HPLC-ICPIMS ) oo, 63
Fov B RPN E BIFRAEERAVEFRE R (HPLC-AFS) .o 74
+o A H I RIE FIARHEBRVE R (HPLC-ICP/MS) . 84
0 A ISR E AR UEREAEFEE (HPLC-AFS) oo, 91
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T BT AR SRR IE WARMERERE R (AR HPLC-MS V) ..., 111
=L BRI ER R AL ORISR E RN LA I E AR HERRIERE . (HPLC-

IMIS 725D e 121
VO, g7 T-2 3 A HT-2 HRGE KPR ERIEREF (HPLC-MS X)) e, 127
Fiv B AFOREE R R U E FRUEEREFRIT (HPLC-MS 25D e 132
N~ WSR2 DS PR AR (B AHZE B HPLC-MS) s 138
FEVUTT ARZGIR B oottt sttt 144
— . AEPPURTERE A b 104 FhoR 255k B B IE AR ERAERE T GC-MS ¥ 145
T TEYDIETERE A 79 PR 255k B R I E FREERERE T LC-MS e 165
AT B2 B ZEZIM oo 177
— BNUETE L B2 R B U E PR AEEREFE T GCIMS 75 e 178
T BIEE A b B2 ARl R B D E AR HERRVEREFE LCIMSIMS Vs 184
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BEATHN, S VRRAE . BN B SOA BT SO = (AR HERR AR 7 B AR L 4
S5,
2 AR BK
2.1 AN ARV A E 8 AT 7 B A LR REFR AR 2 T IR IR Bk
2.2 SMAZE RAEM LR A . IR OIS . R A SR RO A2 B (E U
R,
3.3 T T A RN I T 8 LIS AY) RS 45 5 A Re A
3 A0 I TR
3.1 BEAEIR

A% R 7 i R RUE R I P AT R SG, WSEIR P A 2 AR R (P,
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3.2 ALARI 2 S At
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AR B S BT AR RS, (R BESUB 775 ARG 56 3
3.3 BRI 2
3.3.1 WO B A BUE R GBI ZRMEIEHED 1, SRl siiEfs, Jrmlim
AR R R T E R
3.3.2 ST PARIEMbRAE LR . SERUCECARME M 2R, JEFbRbRAE I ZE, 7ERE M
IR P 7 A RGN W] ELAERR BRI i, FR AR AR S P H AR 4y
Wik B BT bRtk 2R, B HA I .
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3.4.1 BiEAEHITE AR EAR T
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3.5 S RIHH H H X E K

RN 3R SR 25 5, Rr g 4t SR LA AR P AT R A%
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B 5 AR A E E 2= XU N TAEF A

FE-H mwEHE

F5 | HiEAFR YN
a2 TR I AR EERIEREF (ICP-

1 XU R . X
MS )
GB 5009.268-2016 (&L EHZEirdE Mt ZIuRNE) 5 ik

2
LR 5 55 B TR R 6L (ICP-OESTE)

3 RN E AR HE R E R BB, JRAHAR . TS

4 PRI E AR HE R E R EXEE L MERAT. %

5 iR BRI R AR R E R WA, EXEE, 2%

6 £ PR R BRI E AR R R BESG . SEM

7 i R SR R PR AR R E AR Thk BRI

8 i PRSI R AR R E R FHRE G, ZCAEL BRI

. 5 T LRI A8 R BRvE R VR AR P (HPLC- | XINNSE. BRAE . XV
ICP/MS)

0 5 T LRI A8 R BRvE R VR AR P (HPLC- | XINNSE. BRAE . XV
AFS)

" £ b B SR 8 B FRAE R AR (HPLC- | FHEESG. TOEM . BB 7F
ICP/MS) FEIH

. A SRR S8 AR R VE R (HPLC- | HBEDG . JEEEM . MRl
AFS) FFREIH
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—  BRPERRITISERERF
1 EREH

AHFERLIE T HEUBAE & 55 5 A I i R I B S L (A BRE S,
KRB (DL BHE (T35, WAaES) . BV LSS K8
s CHRGG . SRS TIRE ., B TR, 88RE (FRID. EE. 8
B RIEEF (B4 26 FOTERM T

ARG T B S (HE BRED, KR EHSE CO. T/
(TR WA EEE) . W) B« AP B B il CHR G BRI 221
DO, WTH BAERE (BRI, EE. . REEHE (FE) F4.
LI D 1IN SN == N - N T I N R 1T S R I I = =L I
BHLOBEL BR. ERL BHL Bh. M.

ok B (A SR AKREHSN CO. aHE (178, Bk
HAE) WP KPP E ) B L (G BREEILAZHEL. 8D, &8
HOCHENIE SRR HIR: SRR 0.5 ¢ EAAM 25 mL i, #IoRK
HHBR 5351 9 -

Bf: 0.5, #4: 0.5, £5: 0.5, :: 0.5, £k: 0.4, 45: 0.2, £E: 0.1, £: 0.02,
M. 0.02. £8: 0.01. 4 0.03. #i: 0.01. #: 0.01. £H: 0.005. 4f: 0.002. #:
0.004. #l: 0.05. %%: 0.003. #': 0.004. fi: 0.005. #f: 0.005. #: 0.01. #5:
0.005. fH#: 0.004. 7K: 0.003. #i: 0.01 CHAN mgkg)

TR R UFRRE R 0.25 g, EARAR 25 mL B, &G AR HEBR 43
A

B: 104 #9: 1.0. 45: 1.0. 85 1.04 Bk: 0.8, #5: 0.4, & 0.2, £ 0.04.
. 0.04. £5: 0.02. %i: 0.06. #i: 0.02. &: 0.02. £H: 0.01. %i: 0.004. #:
0.008. #f: 0.1. #%: 0.006. %i: 0.008. ffi: 0.01. #: 0.01. #: 0.02. #: 0.01.

B

>

fifl: 0.008. 7K: 0.006. #0: 0.02 (AN mg/kg).

P R AR EARENR R SRR 0.4 g, E AT 25 mL i,
HICR IR H R 3

P 0.6+ 44: 0.6 #5: 0.6. #5: 0.6 Bk: 0.5, 43: 0.3, £F: 0.1, #: 0.01,
1. 0.01. £8: 0.01. : 0.04. Hi: 0.01. £%: 0.01. £H: 0.006. %i: 0.003. #:

13
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0.003. fll: 0.03. %%: 0.003. #%: 0.005. fifi: 0.006. %: 0.006. #2: 0.01. #5:
0.006. fH#: 0.005. 7K: 0.004. Hu: 0.01 (HA7N mgkg)
2 R

FEMAHEBAIRE, 2FWHBRENEGEFREE T, 28K, BE. 4
THHE TSR, BN IERA R T, 28 FRERFHNITEL, i
WSO R fer LLEAT 20 B8, RN . AR C R (S 5 5 Wb e R RIS
7 R S RN TG 3R OV B A EE R AT e B 0T

3 &
BrAE RSBV, ATk R NI g 4l, AKONFFE GB/T 6682 K it —
27K

3.1 fHEE: MOS B H TAigh .
3.2 LA
3.3 AHL.
3.4 EA: mAES (399.99%) B .
3.5 TR (2+98): HX 20 mL iR, ZZ12NA 980 mL /KH1, VBA],
3.6 FRiEVER
3.6.1 JLRAE&W: HY B WL B, BB EL. HO. B L. AL AL R 8. EL
B BE. BRL BN BS. BE. R BEL B Eh. B (1000 BE 100 B g/mL), 7K (0.10
ng/mL), BIRHAEHRITRBE TR UEARHEY .
3.6.2 WARTGERMERT: MEEAST. . W B 0 ZARME A T 1 R & Y
%W, WA (Scv Rh. In. Bi: 10 uwg/mL).
3.7 AXESIAEW (Liv Y. Ce. Tl. Co) ¥KJE N 10 ng/mL.
3.8 AR TR il
3.8.1 VA b A FH VA R EDOE £ (1 AR B B bR v 4 PRI VR (2+98)
BEFRER LA T ZEAUEIATRORE, A B0, B H. BE. T B B EY. Tl
Bh AL BH. B BN HL. B UL EEL B HN[p=1.0 ng/mL], . 8. .
BEL BRoN[p=100.0 ng/mL]f

PRUEME AW B: 7K A[p=0.10 1 g/mL].
3.8.2 Hritk 2k TAEW MR WRHOE & T R ARAEAE A R ENE o 3R A A ik

14
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VU, FITHBRVE (2+98) 1B MR i G S AnE TAF RS, S IeER A
WPE W 1o FeAoRARHE R AR5 7 DL DUEC o AR S B o i o ok 2 3 24 1R B b
HER BT B

R 1 ZICEARMERRAR S FEIR L

lig e o i PriE 51 o7 B
g ) S1 [s2 [s3 [s4 [s5 [se [s7
p oK Nav Mg Cas om0 0.50 | 1.00]5.00 | 10.0 |30.0 | 50.0

Fe

Li. B\ Al. Mn. Cu.
2 | Zn. Sr. Ba. Sn. |[ng/mL |0 5.00 [ 10.0 | 50.0 | 100.0 | 300.0 | 500.0
Rb

V. Cr. Co. Ni. As.
3 | Se. Mo. Cd. Sb. [ng/mL |0 0.50 | 1.00 | 5.00 | 10.0 | 50.0 | 100.0
Pb
4 | Hg ng/mL | 0 0.10 | 0.50 | 1.00 | 1.50 | 3.00

3.8.3 WML : SR IR G NARER, BT (2+98) Moke 10 £, Wk
FEN Scv Rhy In. Bi: 1 b g/mL (HR¥E & S22 AN A E R IE 2 B N RIKEED
3.8.4 AR (1 ng/mL): WIGE EACERIER, FHEBRIEE (2+98)
MikE 10 155, RN 1 ng/mL CRRAEE &S50 % A0 BORIE 1 R BB IR EDD

4 R

4.1 RS TRBUE (ICP-MS).

42 R EEHN 0.1 mg M 1 mg.

4.3 S REAHE R RS, A SR GR LM I i .

4.4 THIRTHR .

4.5 miEmTENL. L.

4.6 BIIRIVKFE (-80 C)

47 M. 12 AA20 H.

5 TR

5.1 FFHI %

S.L1FREE: BIORE 0K, BEK. MR, X80, BRBS. BYLE
Fhghad. TEHE (SUHMERESE. W TE B8 Ta6% Zk
A FUB A BRI ST BORE A, A TR R TR BRI, RS ARID, TS i g
FESORTE 6 N ORI H
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[H]

FAREE, VIB/N, TRANE 348 d, B T-80 CUKM A% 24h, JyilE
Gttt HCH S I R] Y BOK BAL AR BEATRITES , BF S A7 T 1 1 SR T AR B R
i, I ARIL, T-18 CukH T R77 & H .

WG RS TR R, G HRARIA S 0.85 mm AR (A% 20 H
PAED, Tl R S ebd, T =05 T HRrF &

S22 8 (B WP B (B, BES. DRES). KR, HaRE, L%
AT, BT Ay, Ve, F SIS, il T I SR s SRR
HAEIFARIE, T-18 Cukfm% M.

WRGh: WRGh %k, RI24b5E, BRI &4y, FHSIRHURIRAI K, i T
SRR, FEER R, F-18 CUKRE R IRIE &

URGELA R iRah 23k, RI24h52, RhivhlR, BCATissy, FHAIRMLH
I, TR RN, JREFARIE, T-18 CUKF IR

DB KPEE, HFEKRIRIE 2h A4, HAKER, Bitax5E, B
A G U, S ULRBRWIE), FASIRNLEI RS, 17 T e RN
WERHI R, IHE RS, T-18 CUKF TR %

BERAE: PR FERL R SR BN, BTEE, H SR
S, AR TREFRERBE S, JRELFARID, T-18 CUKF T RIS H

BEANEYE: B B R XS ISR IE; GOAUTFIE 2R B 2 b
R, B S KR 2k SR BT, WEIRTE, BB, A
SIHNLEI RSN, A7 T3t SRR SR, FRAELFbRIE, F-18 CukAE+
TRAE# o
513 BERWURE: SR RE. OO, MR SRR BB RS, T EIINE S
WHWEDR T, TR T TR R . UkBE ., Z0pEd . SRS N B
JEIATRRE, YIS, TR SRR, TSR B TR A AR
4% H o
5.1.4 WRRERRERRFUSHATIE, SRAEHRACES] 1.7mm LN 4T
12 HUAE) BCRASHIDHESORTE . R EBHPE, BIE TR Om%
EUR R, T 200 T BT R A B R R SR AR A4
5.2 AR AR

16
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[H]

5.2.1 T MAE: I AR T R O D, S ERER R 2
Bk, N 6 mL fEIR, WAL 1h~2h, I I mL EME (GBI E L)
JLA B RTINS FED, ORISR WK 3, AWK (AN &
A RELER IR OB AR T WK 4, TEMRE A S, FAKHKTE A 7%
SEARRE 25mL, WAFH, FEEH2 MlREa.

K2 RFEEEFRE SRR =

(EREATIY PRFE
AT RN, B PEETT L SRAE. S B
S TG, B B RS e
NEF B ENEE S LY iR 1~15g
PEIIS KOES PELLA S 7K o 7K SRR 3 3~4¢
B B 0.4~0.6¢
£ F A 15¢g
FEHW CGET R F A 03~05¢
WMl CEER G ALY ZH 2D 03~05g¢g
T A A 05g
fief A 1~15¢
ES 03~05g¢g
it & 08~1g
TEHE 0.4~0.6¢g
BENZE (HGHID 03~05g
IR 5k 03~04g
L 0.4~05g
b 0.4~0.6¢g

522 HEEEMBNEM: FENE (GHRIE KRR SRR KA &
OB, PRI — € B T R, SERRRERIER 2 For, A6
mL ffE, AAF 1 h~2 h, SO 1 mL %L, BRI AR W3 S,
HiRsE a5, KBRS C RS 25 mL, IRAI&H, R 2 MXF= A,
5.2.3 T AN FRE0.25 ¢ CRERAE] 0.001 g) FET SR IUSR £ 0 i i o

17
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[H]

H, N 6 mL AHER, JE 2h, FNA 1 mL SR 0.5 mL SRR, e K
T, ORISR 3, WREAE, 90 CHERR 1h, FHACKH ML
ERZE 25mL, WA, FEH 2 M A
5.3 e
5.3.1 (W SH %N

WS AWK 6.

SR FH A 52 7t B AR AN P 1E 7 R T B P RE AR AE (RS0 408, 5 4R
. il RETETIRENER 7.
5.3.2 MEZH KM

AU H A AR ER S, RO A B S TR bR, (128 REUE . A
WA BT PR SR R ARE B e R, gmiB e Jr i, RS T
AR WhRoER, FFICERMNPR TR miz & 8.
5.3.3 FifE 2k 2 ) B RE S

R R DTy 3 Y 7N AR PRIV e e RN T e S ek 1L e
PR TGRS S RAE, DARRINCER VR B A AR, Rl C R S5 BT AR e &R
M A5 5B P LU AR N A b, il BRI 28 o 4 2 VA TR R VAV 40 I N H
Vg RE e NG T e S =g S 2 DT S L v i ERaL ) VA (= R (R 7y i
L1932V AR A I TG 3R IR

6 75
AR TR S EIE IR (D .
B (c—Co)xV x f
Mx1000 v (D
A

X —RBER R A R, BRI T (mgke):

¢ BN ME R, BRI T (ng/mL);
o —IRBESE EMUT AR R M, WA (ng/mL)s
v o —RREELRE AL RENEETE (ml):

Fo R R

m —RBERIUR R, RN (@)

18
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[H]

HKEmMBEEREITFE 0

1000 —ERfr e i 25

HREREHE =AHHEE.
7 RBEE

ASHRAE R ARG 3% 2 2 1 45 3 52 2010 1 SRAF IR 19 0O S U 5 45 S P AR G AR
7, FERPARTC RS ERT 1.0 mgkg I, HIXHEZEAHT 10%; /N T &%
T 1.0 mg/kg HRT 0.1 mg/kg I, MXTAMHZEABL 15%; DT85 T 0.1 mg/kg

I, FEXTAEZE A 20%.

8 [

8.1 TS 5 AT

)

£33 HHEBRSERERF (—)
IR R/ C i S [B] /min JEE ) 18] /min
1 120 5 5
2 160 5 10
3 190 5 25
4 FHERSERERF ()
IR PR/ C FHI B} 1] /min IR B 1] /min
1 120 5 5
2 160 5 10
3 200 5 25
*£S5 HEEMBEERSERT
IR BEHIEEZ/C FHER E/min - K J1/psi R ]
/min
1 120 8 800 5
2 160 5 800 10
3 200 5 800 20
8.2 IUESH KAt
F o6 HIBHASEE FIRFIEN S %M
ZH LR Z%1H SR ZE1E
I mIp 1550 W E K E b/ EOE AR
SRS E | 15 L/min K REHE /A0 E A L/

19
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H
bl
o
=l

WAME 0.80 L/min RFFRE 8 mm~10 mm
B E 0.3 L/min AR, Bk
AR E 4 mL/min ~ 5 | #0757 Sk
mlL/min
ZENHEERE 2 C RRUED € R 2 3
FE it il 2 0.3 1/s HE R 3

X2 R T AN B SRR T, F R TR IR TR I 58 45 R AT L
kB, Bl B AR BHL R WL IR TR TIURIE TR SR 7,
RT LR TIKIET R

kA HEFE IR IE T 2

Sty ['V]=[51]+0.353 X[52] —3.127 X [53]

5 As [*As]=[75]—3.127 X [77]+2.549 X [82]

78 Se [7*Se]=[78]—0.1869 X [76]

82Se [32Se]=[82] - 1.0078 X [83]

%8 mg [#™m0]=[98]—0.146 X[99]

' cd ["Cd]=[111]—1.073 X[108]40.764 X[106]
5 In ['In]=[115]—0.016 X[118]

208 pp [2°°Pb]=[206]+[207]+[208]

VE 1 (XU R X AL RS 5 om - T AT EUE (CPS).
T2 BRAERET, DAET I R TR
AR, WERA Sey PIn K 2%Pb T LTI RE

R 8 AR HTICER R L AR

JLER Mass bR JLHR Mass LD
Li 7 #Sc B 11 #Sc
Na 23 Sc Mg 24 Sc
Al 27 #Sc K 39 #Sc
Ca 43, 44 Sc A% 51 Sc
Cr 53 5S¢ Mn 55 5S¢
Fe |56, 57 #Sc Co 59 #Sc

20
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TLE Mass N b JLER Mass W%

Ni 60 $Sc Cu 63 13Rh/"5In

Zn 66 103Rh/"5In As 75 13Rh/"5In

Se |78, 82 103Rh/!"3In Rb 85 13Rh/"5In

Sr 88 103Rh/"5In Mo 95 13Rh/"5In

Cd 111 103Rh/!"3In Sn 118, 120 103Rh/!"3In

Sb | 121. 123 103Rh/"5In Ba 137 13Rh/"5In
Hg 202 2094 Pb 208 20984

VE 1. filtde/ RN TR, Caik$43. 44 7], Crik#e 52, 53 $70], Fe ik

P56, 57 0], Se kFF 78. 82 1], Sn kFE 118, 120 ¥yJ;

VE 2: bRUEREIT, Caik$k 43, Crik#t 53, Fe &#E 57, Se ikt 82, Snik

# 120,

9 B

9.1 AN 3 A 3

HLIBORE & 55 B TR0 DR REBUE R R BRAG . ZRVEVE R 98 . Lehdr
LA, RARTITER I R TTIEZ o ASF] LR A RRE 5 55 B AR BTE A
i AT F AT DGR, PRS- ORISR b & 2K )G, T b T se8e, iR

bz WK 9.

RO ARSI TR bR

IiH Ju RSD
R Li >30 5%
L
w 9y 100 5%
B

(KCPS) 205T1 >60 5%
HAW <2%
XU FE frf <3%
Jii Li (7): 740.1 amu

21
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=3 Y (89): 89+40.1 amu

i Tl (205): 205+0.1 amu

e AR 1 ng/mL

9.2 RAEGT L Bt it B ABA IR S 0 12 5K

ATTENS FT SR A L AT 56 7™ R X 23R, S8 BT AN 7K S AR L S
SRR L RAELEE , WA 022l Jz BL B2l kR o 526 FH 7K 13U
182 MQ scm 2K, AHEL I KERTEAHIR (extra pure), 4L A] I SK[H
2GR A GRS R vT T SEER T S SR (Suprapur) o 556 H1 A i ik
FIR T I E A5 B o BnvE ah 2 OB SR [ SOME TR FAEB M bs e i, Of
UEHIIRE

9.3 SR E A I AR H R O A

B2 0 R NE 2 NIRRT, BT LR S E 2 AT R I 4% R 5 e
PR e L S SR DU 96 £ 0 T AP E AR BRIV (1+4) 1R 24 h BL B, F/K BB 2K
BT . IRVEE ML AR A R K S A, e s . LM i th 22
ORUE VR 952, 38E 5015 S5O e 52 )R B
0.4 it ] 2 AR i Ab FLI R v A1) v A

T it ) % R AL R TR R R BT AR 28 18 XU D B A S = PR B 1 v
o T IRE RIS A], &I BRI S Y
9.5 43 AT i s ok A o ) v

RICE NS, T HMEERAER R RS, a5 AT REERH, Hix
22 0 i IR FE AR I E 3.0 ng/mL PAR,  DABD RAE T BE BRI G, At R
FUBL RS . 20 R & B IR VAR, B BCRA 0.2% B IR BRI
W SYREER BB 4 IR BB B, DL BRIR M2 808 o

5T 143 AT T ASE FH PR fEY 26 R R % R B8 =0.999 0 I B A ot VA R UK JEE 20
TEPRE T ZR IR BEVE R Y, AFE VA e R il i, RS SRR S F i
AT IHTIE, W ORI SE AR I -

FRULLERE S 1 WU s W S SR FH K SRR (R A U RR ) T 25 SR AR

22
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A, WERAKEUR . H#. 8. 8. S5 8IR G hrME (GSBZ-5009-88) H 442, |
R BT R FIHERRTE, CRUERE S IR IRAS T o R AH [ 5 A4 B
AFER A UEARAEPD LA 9 2 J0 2 WU € 1 o B4 e, Kok (NIST1568b), 3
S ONIST1570) « A5 M C GBWI0016 )« K K By B 43 4 #7 b HE 4 i
( GBW(E)080684 ) . K U} 2E W) B 43 43 #r As #E# BT C GBW10050 ) 4
(NIST1566b). 4t#5 (GBW10068). i Il (GBWO08571). i I (GBW10024).
A RSy Oy M AR HE W R ( GBWO08552 )« A I W K 2 4y H A v W R
(GBW(E)100197) X& AR 53 73 HrbrEYI BT (GBW10018) L8 2Ry Hh 4
B HYRS TR EY) R (GBW10182. GBW10183. GBW10184). feEH s
SrHTFRUEDD I (GBW(E)100718), LA 49 F ot 3 B 43 3 At A W)
(GBW10239). 38 &b il s Hrbr e i (GBW10190) S5 IEARAEAI ST, Hrifk
W5 40 AL LA 6 5K o ARV T L 1) A UE AR HEA) DT I R Re N [ Wik
B EAT FE AR, BUINFR ICRAE 80%~ 120%E il A .
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[H]

N BRTREENE AR ERERER
1 EHJEH

AHURRIE T8 i A S B 1A SR R OB VR E
HIBFEEN 0.5g (B 2mbL), BRIy 10mL I, AJ7EERH R 0.02
mg/kg (B8 0.005 mg/L), E&EFRA 0.04 mgkg (57 0.01 mg/L).

2 R

WRERAL RS, 2080 H 51k, 7£ 283.3nm AIEROGE . £ EikE
U FE AT EOIROG EEE S AR S B R L, BhrME R LS &

3 RAAAAE

BAE AU, A7 2 I AR 4L, FKIGBIT 6682715 ) — K
3.1 A
3.1.1 fHER (HNO3).

3.1.2 H&EM (HCIO4),
3.1.3 MR & %% (NH4H2PO4),

3.1.4 FHFR4E[PA(NO3).].
3.2 7RI R
3.2.1 FHERIEWR (5+95): =HL 50 mL fHfR, 2212 A% 950 mL /K, WA,
3.2.2 FHRRIEW (149): B 50 mL i8R, 2212 F] 450 mL /K, B2,
3.2.3 MR A -THER A AT FREX 0.02 g AHEREE, INRHERIAW (1+9) & @ )G,
PN 2 ¢ BEIR — S 4%, TSRS ARG (54+95) &% 100 mL, TR,
3.3 Friftdn

THEZE[PO(NO3)2, CAS 5: 10099-74-8]: 4EF>99.99%, wkZ: H K INUEH-#%
TARAED TR S — 8 R BE B AR AR T o
3.4 AREE R
3.4.1 HibRAEME AR (1000 mg/L): ERAFRIL 1.5985 g G5 22 0.0001 g) FHERHT,
/D BRI (1+9) ¥, #1000 mL 2K EZIE, ’BE. WiE
AT 5T B N 1000 mg/L.

24
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[EH]

3.4.2 FYAREFREIE (1000 wg/L): HERIREUEARER AR (1 000 mg/L) 1.00
mL T 10mL &M T, MWERER (5+495) ZZIRE, 8. FHEFRIRE
7 1.00 mL - 100 mL &M, IIAEBRIER (5+95) ZEZIE, TR . AR
PR EIRE N 1000 vg/L,
3.4.3 HVhRAE RV 3 I HERBCET AR Tl O mL.y 0.500 mL. 1.00 mL.
2.00 mL. 3.00 mL
A14.00 mL - 100 mL &M, IIAEIRIER (5+95) ZEZIE, R, WRINE
TSI BRI E BN 0 ng/L. 500 ng/L. 100 ng/L. 200 ng/L. 30.0 u
g/L #140.0 uvg/L. mFHIE.

Vi AR S IR R BB BORE it o % (10 S B B 1 58 B v R VAT T R 1
JREHRE

4 fUBAEE
Vi T B A 0L A SR VU S LM T A N ERS) TR AR BRVA TR (1+5) RIS AR,
B R RE e, Bm Rk e T
4.1 JEFIRWBO G BCA S0 54 38, BT 25 0 B AR T
4.2 SHrRF: & 0.1 mg A1 1 mg.
4.3 AR EB .
4.4 AT R IR .
4.5 TOBCTHEIR R G0 O IR VYT 20 I A N R
4.6 1HIRLT1RAE
4.7 JEJJIAARE O SR U R 20 A P o

5 PR

5.1 FEI#
5.1.1 [BIZHE 5
5.1.1.1 T4
TR AW, EWRL L TR, SRS E K ERE S, BT
, BN S O A UR R A s T AR FLE L R ER . RS R ISR
IR IREE G, RS

25



[H]

HKEmMBEEREITFE 0 2024 fFEIZR B s MG E EE XK N TIEF

5.1.1.2 feEft

R KA KPR S K AR S B, BT, BT A1
5 TS, EEERRITEH SR,
5.1.1.3 VR ML i

CoRRUR TR R B SESR R AT B SIS A
5.1.2 AT &

BCRE, R S SERE R S
5.1.3 [ A4

PFEIE]
5.2 JRERRE A
52.1 AFERTALEE
52.1.1 WAL

B RAREEFREL 0.2 g~3 g CREFAZ 0.001 g), VR BRE A2 HUEUFKEL 0.500
mL (g) ~5.00mL (g) THZIEEE T, & Sl sl BRI R S e G n
AER L OmEE AR, DI 10 mL AR AN 0.5 mL m5aK, 7E AT R B
R (3% %A: 120 “C/0.5h~1h, F+Z 180 C/2h~4h. F+Z 200 C~220 CT).
EER R, WHE, B EER, WEEEAM, HRE T EEY
ERGAT R, HERE 0.5mL i FHGHIHALE, S H/KERZE 10mL B 25
mL, V8. R 55, R AR, Tl m iR b, 4 ik
BT R AT I A o
5.2.1.2 T ME

B RRFEFREL 0.2 g~0.5 g CREFIZ 0.001 g, /K735 (R b T 38 2438
R 1 g), MRS B EFRE 0.500 mL (g) ~3.00 mL (g) Tk
THRRRET, & QBB AR PR S S AR I FABR 25 B AR, I S
mL~10 mL A5ER, 4% MEOBH IO BRAE P BRI ARE, RIS HER 1. BE
I, FEANBR S N a5 808 1 h BSOS P 4% OB T A 1 B AR D SR A iR . V4D
JEBUH A AREE, T 140 C~160 CHEIRE | mL it WRATERGA G, FiHHR
A% 10mL 80 25 mL A=, /D SE/KBERIEMEE 2 IX~3 K, &I
THRERFHFAKEREZZIE, RAEH. FRH [l .

0
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5.2.1.3  JEJIREW ML

[F AR BEFRE 0.2 g~1g CREFIZ 0.001 g, A /K385 (RIRE T 38 24389 i BY
FEEAE 2 @), WK EEHERIFL B EFREL 0.500 mL (g) ~5.00 mL (g) TIHfEN
HErh, o SR B AR R SRR I AR 2 SR SRR, N 5 mL~10
mL fHfR. fRlf N, IREANFENINE, MANERTRM, T 140 C~160 CF
TR¥FE 4 h~5 he DER, EMREMERE 1 h SO )5 FIRENENIE, )
B TR T AR A 25 SR e A NSRS, B VE AR N E, T 140 C~
160 CHIKEAE 1 mL Aifi. AHEHENEEH 2 10mL 825 mL A2+, H
RPN TERI A 55 2~3 IR, SPGB T BRI KE R ZZIRE, R
514 . [FRH i e
53 S E KA

W BAERMS R 1. £ 2. FOEATHRET R 1, A8 E R
TCWHEA R S AT AR 2.

R 1 PBOHAETHERE Y

WE IR E FHIR ) TE] (EN T
i

C min min
1 120 5 5
2 160 5 10
3 180 5 10

X2 AP TR OE SR S S5 54
o WK | PReE | JTHIR T KA i1k
X nm nm mA Cls Cls Cls

By 12833 | 05 8~12 | 85~120/40~50 750/20~30 | 2300/4~5

54 bR E
Fi Jon B FE ER IR = O 43 10 » LERAHE RANEW . 5 v LR 4%

TRV CRTARYE A I ACR  Fe i b e D, IR E AN S5, TR )5
HROCRAE, LASTRIRBEOAR AR, OGNSR, LRk ih k.

5.5 BRI E
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[H]

FEMTE b e 2R A R SEAR 26 1F R, TR0 n LS IO AL L, 5
LR — A - PR AR VAV CRIARTE (i A A e e i R AR D, IR AT 28
B TR IO AR . AR A i 215 2RI R B B IR . A
g AR E I ZeVE ], RIRIRIE T (5+95) MR JE e -

6 AHERIIRR

AP S R A (D) 5

X= PO X XY et eeeaeeassessessennsnnsansanns (D
mx1000

e

X — A FEPHENSE, BANZE ST W E T (mg/kg X mg/L);

p —— BRI R IR, M ALAREETE (ng/L);

0 —— IR BRI, ARG TE (ug/L);

V. —— B CE RA, AT (mLD;

£ ——FRAEAL

m —— R R R, AT AT (gt mL);

1000 — 5 RHL

T R B A T
7 REE

WA & B> 1 mg/kg B mg/L B, 7E B GV T PAT AP OMSL I E 45
L2850 2 (8 A B AF I 10%: 0.1 mg/kg B m/L<itAE i o i <
1 mg/kg 8% me/L I, 76T PSR SRAS 0 O ST 1 45 S 4 25 RS
B AR T 15%. TRREH A5 <0.1 mg/kg B8 mg/L I, 728 E M &4
A TG M ST 5 5 SR 248 % 2 A S A B 1 20%

8 ViBH

8.1 V5 L4zl

o TR AR e 2 T, SRR A5 R T AL B AR AR SRy G A 43 B A
15 1 R, TE i 2R3 AN F A5 Gl 8 o P RE I i G AR S 22
DRl B GR 2 AR R S50 2 AR . 25 o 8 KU DA S R B 103 1 o S0 AT B2 2 Al
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S0 DL T AR S AR A S R A . o W R LA A R TR A L5 & R TR =
e B VAL LN T g R DU 3R L 0> 58 LI S>> R o e, A
CHER VY SR L R LI A A7 A5 DUTE BRI o b T B 4 0 v 22 < 10098 e
R, RUE D BSR4 SO0 S A0 £ it 22 A R el v, DLSR DU 96 207
HETH A TR VYR 27 At A7 TR DA K — UM A 3R LG SR 58 2 R T HYR B 404
PRAEVE VRO L e k0] 0 TC B AN A7 0 R 2R B AR R AR S o dn, i
FHBFS 28 MLAE T AR AR I, 42 EE — R AE 2 ng/L-5 pg/L, A RN 20
MEHAVE T R 2T, H2 AE—MRAE 0.1 pg/L-1 pg/L.

8.2 TFEHT AL BE S LRI E B AT AL,

8.2.1 MRILIH A

R85 35 18 Vi AR IRV AR D A OB RS 1 B3 U (6 45 W A 2 #A 21
ARG @BRKIRE LA SRAEER, RRELD; OFZIE, Hikxs
JE W HARER, W URITG Gy @EAPRAEIAR, AINAREE, Tk UK
(14 8 S A MUIRE TR . ©X T RICERE MR, 2o se i fase
PEAN 2 VRS LIRS . SR s WOFTH A, ST R DR S0 = 138 U 10 3
By LE R RE 51 LTS Gk

KH 20+1 B¢ 40+1 [AHER A SR LU B TR S BRA BN 4 SEHAT 2%
FRIVH FR AR o T v U e LU B R &R (1 4+1), AN B b vt BT By
KL Z T PANFEN , i e ) v SR B B AN T OGS A A R 44 . A 24 b
11785 R B RE ORFF I AR R s U e 0, L mTd e s SR 20 i BB R s e i
HRsEar, RVBIEL .

BTH R OB REMA TSR, BB R R TR RS DL K
Ay QU RTT IR AN ZE ARHT R T RN EE s OFE LU St NI FAsh 2 R s BT, i
b, SR B B Bl H AR AR e G R R . (DN I £
FESh, GRS WSRAAKERRRE i, FRINBE IR RIS, FEINANRR I fif,
TS Ty R AERNZLSORE ; A FE it A HLRRAE SR AR5 R 56 4 S SIS, 2y Rk
FEEAR 1~2 mL, AEHAET, CABIRIE.

2o SIS W FUAN S 5 R DIEVEVE AR 10 mL ASER+0.5 mL rm SR ARG
THIRIR IR RS GG o I & PR SR FE R G OB AT b RIS s ey (kB
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N 20 pg/L), WAL FRERNTIE S5 R, KIEMIRIREETE S% LT, @
FRIREEAE 0.5%LA T, WlE S5 B kA SRR AR FEM B, #5
I 4 BRI, [RISCR R . DRI IR R TR D B I 5 1Y
AR, HERFGTRAE & AR
8.2.2 TR

TR AR AR A OFE SRR E), SRR R T RS, T RIEE
Bod, JHRBEREINTL, OFERRED, WG T AT RERIRANG Y, $EE T4
BT VB RERORGE 2 52, OFRMIR T 553058, o8 T AR, R Mt =
OAH = RIR MR : QR ERN, ERKBEE 1~2 ST EEAR A
i, JFSHEMBET RS TR R R OIGERE; OBERTRNER, R
AR BE AT 52 40
8.2.3 & JJHETH M

T S Y1 AR R T AR RV AR I Bt R B e, RIS, 7E%
P P07 AARRE P 7 A el e s SRz 380 RSV VA 0 0 1 LD, B RIS L A
FFERMETCR IR, RIS T H5 9. ZONEMR AU FEM A fRRE T
S R GIER TR AR, BHERIGS: BRHERD.
8.3 i Eh i A T

%o e B it R RV R R 5 SR 45 SR BT SR R A SR v ) v A 1 e
SEEE BRI SRR (3D ASEE o il GEF
Yoo, SEEGEIERIE T A E . RSO FHRREFRRIET N, 4R
KU MAHMEORERE A BB, @A 8P R 7, RAMRE-EER
TSR A AR AR R, R R INNESE 283.3 nm AbMIE, 45 R
/& GB/T 27404-2008 {SE46 = o S 4% 4 LG & S BAGA D) IBOREKR, %07
BB J2 R0 7 e R £ i R ARG I R
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[EH]

1

=, BRPEN RN ERERER
1 EHJEH

AHFEE T 0 AR B A SR 0 R TR IR B VR s
AR T AR (LOD): MR 1g, A 25 mL i, K HFR N
0.001 mg/kg.

2 R

BRI AR B A 5, TENJR TR YO BT S eh s R R
W 228.8nm FEAREL, £ EIKEEVE ], U S & RUELE, ShaiE R
ER SR

3 WFIAASE

S8 7K GB/T 6682 [—20K, BT I AR A s tR 2 PA b, HAR
AR AEAR IR o
3.1 fHER (HNO3).
3.2 AR (HCIO4).
3.3 W & (NH4H2PO4),
3.4 fHIR-m AR EEH (9+1): B9 MRS | e ARES
3.5 fHIRYAW (0.5 mol/L): EHL 31.5 mL RN 500 mL /K, FkEE] 1000
mL, V&%,
3.6 WEIR AW (20 g/L): FREUBEIR &% 2.0 g, FHERRIEW (0.5 mol/L)
BRI E 253 100 mL, YR,
3.7 bRk R

2 B FAE A2 T AR TR 10— @ IR EE AR bR VR, T-UKAE T 4°CIR
7, A5 RIS R AR F R R A
3.8 FatnET M (100 ng/mL)

LB I DU A o 25 T, PR PRVS R (0.5 mol/L) B AR ik E 9 100
ng/mL FIARFRUESE . T 4°CUKRE TP R4, TR 1 M H.
3.9 FRitk R GV ]
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[EH]

53 SR R R UEAE T OmL. 0.5mL. 1.0mL. 2.0mL. 3.0mL. 4.0mL T
100 mL &I+, FRERIE (0.5mol/L) FiBeE %R, 841, EARIKIE N
0Ong/mL. 0.50ng/mL. 1.0ng/mL. 2.0ng/mL. 3.0ng/mL. 4.0 ng/mL 4 R 7]
VW, ATARHERE S A R AR R R . A R S AT ILAC .

4 fBWAEE

FITFH A8 0L 1 A P9 S 7 AR IRV (1+4) B, FH ARk R &
e, BBE 2B KT
4.1 JRFWRIAS S RETE: oA SR R TR, RO lIRT .
42 TR EEHN 1 mg.
4.3 7] 2 AT A S TC BT AR
4.4 TR I ik F2 40 B CIC B 1D 2R DY R 045 T AR o
5 fEIRT1RAE
4.6 JEJJIA ARG O SR DU R 20 A P O

5 DT

5.1 BURETAL 2
5.1.1 T#f

SR AW B A TR THIKR . RS S KE R,
AT &Sy, SR EA], i 40 BIE, T REARILES . RER.
T 5 2 30 SR BOARAE i, 9850
5.1.2 {BFE

BT RIE KPR R K AR S BN, B, BT A1
5 WK R B RAMBURIEGR B M SR BT & SN
5.1.3 VBUAAHE A [ AR

R EE e S
5.2 FE M CAT R S50 28 25 AF ik F DA M AR AR — RO VR fid)
5.2.1 M= gk

FREL 0.3 g~5 g BI51RFE ORFIAZE 0.001 ) ARAEAE RIS, &R EbrdE
M€ . HWTFAI 0.3 g~1g. @FF 1g~2g. WHHER 2g~5g. HAREME
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fRFE 0.3 2~0.5g) FIHMH, BRI ER . & TR 1030 AR IR ORHURE
Ja SRR N A2 b R B AR . IR - SRR A VSR 10 mL,  InEE R
WM. BT AP E B, SR 1 h~2h, IR . &
ML CEERERE) 3, BALRIECE, HAMIE MR, 49Hm, E2E
EUH, THAGR TG (B s 3 . R SRR IR IR, I sk ks,
HEE AWM, HBRBARMEEMY . AHEHREEHERAETEAN 10 mL 5%
25 mL A, RKDEZ RIETREMR, RS EREMP I E S22
B, IRAIEM . R A AR .
5.2.2 BB M

FREL 0.2 g~3 g BI21RFE CREFAIZE 0.001 @) GHRAERE T RIS, & PR EdrdE
ME. EWTFFFE 0.2 g~0.5 g« A 0.3 g~1.0 g BAKFE 1.0 g~3.0 g. ¥
BV AR ARE 0.2 2~0.5g), B TIHMA TS, SRS AR R IR DORHBR:
JE AT AR ik 25 Bk Ll ek A ARRR, ISR S mL~8 mL, HnaiicE
1 h 8O, TR, TR MR R D BRI e, RS IR, BAIE
Filh, SIS HET, SR NS, K R P B4R AR b
140°C~160°CMMEIR S 1 mL ity Rl 2 10mL A8+, HKD
BEEZUOIPTRIHEMBAGE, TRREITEEMP IR RZIE, RA&EH . i
R
5.2.3 s 7 AR i

FREL 0.2 g~3 g ¥I51aRE ORSTE 0.001 @) CIRIERE AN, £ Fh IR E bRk
5. BWCTHAREL 0.2 g~0.5 g« WBFE 0.3 g~1 g, MHAREE 1.0 g~3.0 g. TSl
AV ARIRE 0.22~0.5g), BT THMATET . S R R FTRRIR DORHBUR: f5
WABUSEAE AR b A 2s R OB B SRR, TN S mL~8 mL HAR, INnas/scE
1 h 8, IREAHWINE, HONERTIEE, 140 'C~160 CTF{REF 4 h~5
he WHIZER, ZRIRMAHNINE, KIEMATEDRH, /Db KNS,
o 31 1At P B TCAE 42 R P AR B 140°C ~ 160°CINPGEE R E 1 mL A2 A7, KA i
B 10mL A, FHKAEZ DO seiE i A GE, Pekils It T ARSI e
HEZE, RA&M. FRGR7 A A%,

5.3 W&
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5.3.1 AUERSH KA

AT RS, BAERRE R ERE. SH K40

a) PW: 2288 nm

b) k%%: 0.4nm~1.3 nm

¢) JTHLL: 5mA~7mA

& FREEEE: 120°C, 20s~30s

e) KAEE: 300°C~500C, 155~20s

£ JRTFAEE: 1700°C~2000C, 4s~5s

g) EKIE: TS RN
5.3.2 hrHfE HZR 22 ) SRR i
5.3.2.1 brifEhZE2:

FUR 5 A B 3 IR W R AR HE RIS 20 v L, ARITENA N,
SR E G REAE,  xhilbr i 2k
5.3.2.2 FEaE

Or IR RS 20 L yE N SBR, MEWOCE(E, 15
B E R, e 45 S AR RG], 0.5 mol/L RS ERVE
B J5 AT E o

TENE I R, EUURIIE 10~20 ANEE S FH AR AR v VA Vi Blobs P o R 24
IR E .
5.3.3 BLARCSE I A

SPAFHARE, W 2 & B R SO ) (20 g/L) R — SR
WS wL) YRR a5 4R bR v 2 Bt 2 I N5 SR g B 45 2 1
BRI

6 SRR
WA R (1) BT

_ (c—co)xVx1000
T mx1000X1000

A
X— ik mr &, PAONZRE T (ngke);
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c——MERR T RREREE, AN EZT (ng/mL);
cor— T BRI, AN EZT (ng/mL);
V——FEM AR E SRR, B =T (mL);
m——IEREE R, AN (g);

SRR

1000—— #5240

TR BB = B

7 RBEE

76 B VESA N IRAS 10 P R LI 58 45 R 1 A 5 ZEE A BRI
%1 20% .

8 UiH

8.1 AR A% F) e A A 15 1A

JEATIRGE B A F 0D w0 RBUSE m IR mg/kg 2%,
AERIPE AT b g/kg 2O WIS RYEHE, ETHESTER A ERETH)
SCEAN I 7 2 I & B AR AR A, AR RS RO R T R Ik 22, Reonl 2 f
SAPVE, — B AT E G Gy, A ROSR R LS RE A TN E G 20 B T LAY
JRIEERD) o SR TR G BT B S ANR], A I A AR W B AT, BT
PRI VR A2 A R B AT IE R . A SR SR IRSOE HERE R, &
PREERI/E AT B AR OGS, ERE—E TR IR, R D BT . FHEAR T A
FEOGHE S AR
8.2 BTN AR Sl KRR I S5 ) 1 SR

Fr b TR I E JE TR BT, 2 EHE R RN S HRE MR AR KREEE b2y
VERCIAS H PRI AERA B2, T DA SROBEAS S0 2% 1 BARAIG, VA7) B L i AT K
LR RESRAA R B EAK, BT AR oo L e DL 2B, 40 SRS AT 1 6 40 22
SRIRA, PIdHATHR4l, (FAESRAT R, BV Rl G 0 — ks BT etk .
TKRLAT FH 28V /K 28 B3 120 e IR AR BRI /K, B2 FH A B 28 T B 2808 3
TS IILAT e A RE IR, At 12 2% L B M R PR 45 o Ao il 0 5] WU O
UEARHEI T o
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8.3 S A 5 B R 1 O AT

FR ARSI B R IR v, 8 SO0 AR R PR BRI B R I LR 2 . IR
AR L IR R PR VA VAN e K S S A R, s ST 46 o 3¢ 48 0L VS e 7Y B 35) 75 A
THIRIEVR (1+4) 23 24h L b, A ESRAKR E 0Pk, f)a 28 1K1
ARG DR A e B B A BE . BRI BB VS AN B SR T
PRSI B R 22 4, RREGASIAK P IEARW R, UIid A KA B .
8.4 3 it o] 5% RV T Ack BB S R G R R O

Pt 1) A IR IS B ARER M L S50 RITET5 Yy, HURE B 2 o HEURS DU PRUFD T2 A=
TEARLR G I o B IPRG RURE R B ORI A T 22 500 2 B L AN — S A B TN R
R 0 VA AR T S AP AT AR B R B AR AL AR ) o WV T AR I R
e HH I A 325 PSRRI 2R o IR T AR B ] — bk T A P R S ST AR AT, 3 S IR
e JFUAH 78 K KIS AR RSN I8 50, BRI E IR o TH AR B R AT RE A IR, R
R IR P A 5 T30
8.5 AN ARSI 3 2 v R B R I OB

FITASE FH PR b T 28 R ' B AL 5 TR B A O R R = 0.995 0 R A o it 20
SERERRIRBEIRT, FF A< B DA ZBUE bRt Y 26 (R0 V B S TR P 5 U ZE R R, AN s
HEHTZRAT R AME o 58 I EIEBE A 1A UEARAEY) AT 4% ], e R R
o R IR B AU (Y, R 2D T 1 ARSI S, bR
S B SEAEARAEDD T UE 45 52 1N B P9 o 3R AN BI3E A (0 TR PR B AT b [T Uik
3o bR ENSCRES : RIS RS AH F AR, I — 8 IR AR bR, R
JE B S RE S R ABEAT I T, THEIAR R . B 10 AMFERIIE 1 AN IAR
mlE, FREREDT 104y, ZWGE 1 ASIFREE, Agnts R g 2%
{EAE 85%~115%2 [f],

8.6 HoAth 75 LV 5 ) o)

W DR ICE, TR P R E IR AR B 300°C I A2 HE A
SReo LEERRAE SRR, AN TR SOEE R AT R T B SRR E B, TR
BATHR LRI E, iR A AHRRAL . BRERH T R R 1 A AL B A 9
TEF . AN 10 /L BEER — S R AR iU I AR i A AL B 32 1, NaCl 73 THER
IR BEREAR,  PRIUE AT R NaCl 20 H) T PR Somiie,  ORIUEDIE 25 SR IR HEf .
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[H]

. AR ERNE R ERERF
1 EHJEH

AFRERNE T & 5 b RR B R T 28 e 61 o Brik
AR T AR (LOD): MFRFEEE 0.5g, @AM 25 mL i, K HR
4 0.001 mg/kg.

2 JRHE
BRELTH RS, ERRYEN B, RE R 1R O S AL B I s 1Ak,
AN T T, AR S DT MO, AR TR &
&, AEEFRBEEER, SRRSO, HUOtm R 5ok & EIE
bt SbsiE RS HBOE &

2p
Ae

3 &5

DA S0 380 SR AR ) 10 BA A M5 R gal, S5 FH /K GBYT 6682 i— 424K
3.1 fHER (HNO3).
3.2 A (KOHD.,
3.3 BEALET (KBHs), Z3Hrad.
3.4 HEMER (5 g/L): FREVESAALET 5.0 g T 1000 mL 7K, B2,
3.5 MIEERAER (SgL): HRIIEME 5.0 g, BT 5 g/L AR 1000
mL 1, B, G IAD .
3.6 THRRVAW (149): =HURR 100 mL, ZE18{8 A 900 mL /K, B4,
3.7 FHIRVER (5+95): HHL 50 mL AME, 2212 950 mL 7K+, WA,
3.8 FRARHENG 5T
2 B FAUE A2 T AR BIE S 10— 8 IR BE ORI . T VKA 4°C IR
17, A FH I B2 A 4 e F SR A
3.9 KbrAEAE A (50 ng/mL)
FITEIRI R (5+95) B RAFHERE # MO ATIE 7 Re,  BCHI A 50 ng/mL 5K
PRAEAE P I B
3.10 FRbR#ERINE
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43 I EL 50 ng/mL FRFRHEAE I 0 mL. 0.20 mL+ 0.50 mL+ 1.0 mL. 2.0 mL.
3.0mL T 50 mL BFEMH, FMRER (1+9) MikeEZIE, B SEMEST
RIEEN 0ng/mL. 0.20 ng/mL. 0.50ng/mL. 1.0ng/mL. 2.0 ng/mL. 3.0 ng/mL.
Pt 2R VR B m AR S PR i (35 B R R . A AR A I AT B
4 X5 FEH
4.1 JET P SRk D IARAT
42 TRBEARAX, BCA SRV G S T R
43 RIS, BOA SR DY SN TH R RE
4.4 (HIRTHAE.

4.5 IR H AR

4.6 KB

47 HWTRF: EKEN1mg.
48 SN

4.9 EEBHENL

T BRI i A A RE X 7R DA IR R (1+4) IR0 24h, FH B RZK e e,
o 258 5 KT

5 BRIEDE
5.1 kAL 2
5.1.1 T#f
SR AW R e THRIERSE. TR R R SIS KRR A
W] &Ry, SmdmmU ey, o 40 B, X EAILHS . EAB.

TR 55 R SRR EE i, #8250
5.1.2 JRFE

R KH KPR A K A S B, BT, BT 21
5 R HRL WL RAMRURIE R B SR IOT B SR II A
5.1.3 JRARKE R [E AR

TSI 5T
5.2 EEHME CATHR A S50 25 5% AF ik HY DA M AR ] — MO VA AR
5.2.1 BB M
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FREL 0.2 g~3 g HEJAFE GRERAZE 0.001 @) GRIEFESRFIIE. &R EFxHE
ME. EWTFFE 0.2 g~0.5 g« WA 0.3 g~1.0 g« WK 1.0 g~3.0 g, ¥
HAEXEVH AR 0.2~0.5g), B TIHMEAEES o &0k I BRI BRI TORHBURE
JE L AAEAHIT 70°C 2 AF T (il AR B P /KD 5Bk L BBl — A0k
N SmL SRR, MNaEiE 1h BUSR . BERHERS, Mk v AR I VE AR 2 P 3EAT
HiR. THIREHR, AHEER, KMHEMNTERSH, ST SEHES, AP EK
PR R, R R N BERCCE B R R AR _E 70°C i, kR KIS R R, R
CREMY . AR 25 mL AERT, HKDEZ RGN, RRE
HTHBMTHFEERZIRE, WA FREs il
5.2.2 JEJIwETH ML

FREL 0.2 g~3 g HEJAFE CRERAZE 0.001 @) CRIEFESFIZE. &R EFRHE
ME. FWTFFFREL 0.2 g~0.5 g+ #BFF 0.3 g~1.0 g BAAIFE 1.0 g~3.0 g«
B VA AR IR 0.2 2~0.5g), B TVEMRATET B PRE AR A R ORI
FEJE AR EEARS 70C &M T (PR AR KA 2Bk LI AL
o DI\ SmL MR, Inai/sE 1h 8Ud . REAFNINE, BNEIR T,
140°C ~160°C N REF 4h~5h. WELR, WHE=IR, FRIRMABWINE, ¥
TR R, FH ADoK e N 56, T AR Y AR 2 iR R AR B 70°C ik, B
A KB, EREREREY . KRN 25 mL A8 T, HKkDE
Z RGN, RERRE I T AR IFE A 2218, RAEH. RN A
5.

5.3 e
5.3.1 AUERSH KA
YT RS, AR e R ERE. SHFX4uT:
a) JGHEHE TS L 240V
b) FRALIHRIT HR: 30 mA
c) T 300C
d) #HAWME: 400 mL/min
e) BFMAIE : 900 mL/min
5.3.2 hrifE 2R 22 ) F R i
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BUEAX AR, BRI (1+9) B4, e )m, BA
PRAE RV &, ZeflbriEdi 2. IR R N REEDN &, S FIARIRTE T (1+9)
BERE, AETREEEARRIE, F 23 0 B 2 B AR s, 152
I WP R IR - o

FENELRE T, EERIE 10~20 /M b IR b e T bR HE it i B4
AR E T

6 &
WEEP EOR S E% (1) HHTIHEL

_ (c—co)xVx1000
~ mx1000x1000

A

X — RN EE, BAOAZERE T (mgke);

¢ ——RAENE IR ORI EE, BAC A REZETE (ng/mL);
co — T EBRHPRIIKE, BACANEHZT (ng/mL);

V — PR e AR, A Z=TE (mb);

m —— IR, PACAR ()

| R

1000 —#HeH R

TS RAOR B =0 B

7 RBEE

76 B M S5 A TR FRAS B T R ST 5 5 TR A A 6 2 E AR I R T A
11 20% »
8 TiBH
8.1 AN[FAX 28 B3 F 4 1 BH

JR T2 6 R AN IR BRI E 2 M7 v, R e oe . 15 ST 0K,
REBZE - KRR 2R Va5 2500 5. T2 e EN e 7R, 52 m 1
FERZATHER. AEE. 8. DUMEAEKRE .. TR, s s MR
TE R REBE RIS LT — A HERE A8 B = OB B o AN R ol B i1~ 2% e e a4
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RS ANTE], A P I 5 B R AR U A EAT P P 28 210Vt 2 A3 2R 8%
BATE 2R
8.2 RAGUG L FntE il SAEAT I i 4 2K

Bt RN E JE IR T, S A RN SRR YRR AR KRR 5 mi 75 2
A HE R AT AERR EE, AN E (41750 2 1 SRy oy S M o 25K S8 B T AR 7K TR
I JEF L AR UEA & B> 5 Rk TR o A8 ARG al X DA _EalGR) . 7K i
ZK P28 T A IR AL BRI K, b B 4= B2 IR B 25 1

PIHE iy NI SE 28 B SR I TP AR HEYD o, A RIUR I o R britEf
P s FH LA o

DN TRE G 35 i LT 23 PO BB » - B -5 P 2R It ) 25 s A A7 R B HEVR T ik
PRV A RS0 S A — IR PR R A 25
8.3 SEENHY 7 ZE RS A

FERAORIT BT A as . XU DL SRS SR 06 S A AV 4, BT LA R AR
DI H)T5 Ge RAR R o SR8 P FH 4% T B Y At PR E 22 7 AR IR T (1+4) 1R
24h Pk, FKRE MY, e & B TKMEE T Hoph i 2Rl e i
o FHIRIW (1+4) ARERKWIREMEM, ZE . Bl RS N ZEE %
Eo
8.4 FF il i) % M T b P o R 5 S R ) S A

1o it ) 5 ATEBURE A AR L S 5I AN TE TS s BORE B AR A Al PR 1 A= 45
PRERG G . AR . IR UCR R i IURE SR b A e 5 FR Ol . ALK
P it IR i 5 e TRCEL T R0 PV A o A PRI [ — St VR A28 0 e 2 B AT
8t A A i oA 72 KK 3 AR RS AN YT 505 G AR O 0 XS o 5 st TS A2 i Vi R T
R IR EEE AR EAE ST 70°C, MABIRIHE R IR K.
8.5 A A AL A 5 BRI DR HE A

AT IS OCRE 7R 1 738 SR R 28I, 5 A A I % 7 ik L
ARFAE T B SAC AR B AR o B AL AR B> 1 Yol il i RBUE AN 2 W B 32 1,
T A0 R 2, (RIS Lk e sh A K, AR AE 22, RIR EE oK RO R 52 g
Ko WIEACHIFEBN DL BLAC . B O A BT B e OV TR LI SRR o, 38
8 B 2 L
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ASCR A5 I R S0 H P P8 L 258 P R T P8 S W PR R, KB A I a8 B 3, S0
AR TN AE A AT PR v . W BEHRI5 4%, "I Smg/LEDTA %
W 5 mg/L &S HNOs (5+95) WK IKIELE.

ASCRR I 5 B 0T H PR K 28V R R IE R 6 iR 2R, R AL AR IR AE
200 ‘C~400 CHEA ROH R AT

SE B M T A PR B i 2 PR A 96 R AU = 0.999, 3 B I AR i UK A 207
it 2R B FEVE L P, e AR i 2RV, TR AR R S RS T
Mg, AFFRERRE R ZAT AN E o D58 B FT R Ik A 1T BE 5 1A EAR M) ot A
TR HIRE A, A R I E A A AR HE ) E 525 58 (VG P o AR

OIMT U AN T B IRE A o VAT A 38 PR A v 0 5 I PR R e [T A 3 4 A 7 ok
AR o DIAR USRS  FRECAS FE i 2 (5] BRE &, N — TE IR BE BRI
R4 L5 R B Y RS AT, TSR EICR . A 10 MEERIE 1A
PSR, ERER R T 10 4, FAWE 1 ASIAREICER, b (=i nT 4
TGN 85%~115%2 [A].
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. BWPEREENENRERERR
1 EHVEE

ARFEFHE T &2 b Bk & e I B e ik

ARERFEH T &R ORI S ElE, JHERE 0.1g, KR 7y: 0.0001
mg/kg, €& FRA 0.0003 mg/kg-.
2 JRHE

B E T RECA A A, BT TR A SsiR R, SREETFNE S
£, FEE 258 RS R RIS B R K 55, RZE ALt WRISOR KT &
B EIE 2, KRS ESUOCEZ IR R RS HH R ER, DML ER.
3 WFIAFE

BRAESSAE, ATTIER AR IR SE, Koy GBIT 6682 #i7E i — 2%

Ko
3.1 R
3.1.1 fHfR (HNO3) .
3.1.2 HEMRH (KCr07)
3.2 AGFIBC
3.2.1 TWHERIAWR (5+95) : HU 50 mL flER, ¥ T 950 mL /KA, JEZT.
3.2.2 WHERIAW (1+9) : HX 10 mL fER, ¥ T 90 mL K+, RZ].
3.2.3 HERIREFEW (0.50g/L) : FRHX 0.5g EARERHH, HAHBRIAW (5+95) WAf#
JE FiBE A 1000 mL.
3.3 fbrdEs
HEZ 7K (Hg(NO3)2, CAS 5: 127026-24-8) : #1i[F>09.99 %, miZ[E FKAIE
HAZ T AR UED) TUE TS FIFRTE 1 o
3.4  FRAEERIECH]
3.4.1 FRFrMERGE I (1000 ng/mL) : FE%FREL 0.1708 g iSfR7K, H 10 mL fi
MRV (1+9) ¥R, MokE R £ 100 mL.
3.4.2 FKAREFAE (100 pug/mL) : HEFFEZEL 10.0 mL SRirEM&E (3.4 ,
B BRAVAM (3.2.3) FikeE 454 100 mL.
3.4.3 FRARHEM AW (10.0 wg/mbL) : #ERIFZEL 10.0 mL SRbsAEHE (3.4.2) ,
FEAR BRIV (3.2.3) MR E A A 100 mL.
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3.4.5 FKiniERFIER
3.4.5.1 ARIKJEARMERIIIEIR: TEFRIDORIREMI M (3.4.3) , FHEARBRH I
FR VAR (3.2.3) BB AR E A 0 ng/mL. 25.0 ng/mL. 50.0 ng/mL. 100 ng/mL.
150 ng/mL. 200 ng/mL. 300 ng/mL 15 FIMK K b i 2R 517K
3.4.5.2 mIRFERERVIEM: HEFBIBUR PR (3.4.3) , I EEARBREH (1A
FRVER (3.2.3) B A BRI 4 0.500 1w g/mL. 0.750 wg/mL. 1.00 ug/mL.
1.50 ng/mL. 2.00 ng/mL 7533 5K B bRdE R I -

T ATARAE A . ERE EURE R R SRR B B T AR U R PR SR I R &
W FESE
4 B EERE
4.1 HEHEGRNEA
42 TR BEEHN0.1mg.
4.3 BFES PR SR SR A

4.4  Thape,
45 FERMTER S SN, mEEm L.
5 BiESHE

5.1 UM i 4
5.1.1 [AZSFE
51.1.1 T#H
LB, WL R THIKE. B SIS K ERES, BT
gy, WAL 8 mrd A AU AF S 5] CRIARIA 425 um BUF, AT 40 HEL B
XF T EAZLEI . R TR A S S RIEIREE b, 850,
5.1.1.2
BRI KR KPR S A K A S BN R, BT, BT & A1
5 TR, ERAERE BT RS SR
5.1.1.3 B LML b
SRR P TR B S RESR AR, T 30 SR A
5.1.2 WS T
BUORE VR SRR S
5.1.3 ARG
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SRR SHP
5.2 e
5.2.1 ZHTHREFF

TAEIEE: 120 °C, THERFIA]: 120 s; FAMEIEE: 300 C, Fio gt (al:
120's; Zrf@imRE: 650 °C, Jrf@ifla): 180s; SRIFFHMEN [A]: 125, AZKIFAEE
K 2 HORE IR 20 BT A, SRR A R A i 22 . U & A P A 38 1 i
WS HRBE T4 20 A RS P50 B Pl P2 AR BT T DUASE I8 21 B R K 70 A 28R
AFERBFE MR ASEFHRRRF R E N 8.1 K 1.
5.2.2 FEmAHEL

F R o T B FRDRE S AR PR AL B34 5, T3 AN B A A 1 B A
EIRKIBE (600 "C~800 C) 20 min LAk, HEBRKIKE.
5.2.3 frifk il 2k (1 il

I3 AR 0.1 mL IR FEARHE RINEIR (3.4.5.1) FIEIKEEARAE R PVE
(3.45.2) BETF M, RKEARERYIKFEEN 0ng. 2.5ng. 5.0ng. 10.0
ng. 20.0 ng. 30.0 ng, fERFEFRHERSISKETE N 50.0 ng. 75.0 ng. 100 ng. 150
ng~ 200 ng, #AXEE 75 S AR BE A 38 B e RS, 442 EOR & B R 3 m R
RKIATHRIE R IV AINE , 1CFAF T WIRE . LA R FIR I R ) &
(ng) JgREAERR, LA HAE 5 M A A ARAR, 43 5ol 2 UG AR P8 B vk P 2R
NS
5.3 FEalE

BUREEDE I HIE 1K 0.1 g GERIZ 0.0mg) LU, Wik 0.15mL (R £
0.001 mL) PAF, [FIRCRMGEMELE 10ng LR, FERERESFH, KodEar
P i 0V FH A DR i fE
6 FITERKRR

BRI e 2 4% T k5

— 4
mx1000

e
X —— R A, mo/kg B mg/L;
m —— BB, g s mLs
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p —— R ARIEE, ng.
THERLSE AR =0 BT

7 RBEE

76 5 M S5 TR SR A T AN ST 5 A5 TR IR 46 6 KE 25 AR I SR T A
1] 10%.
8 ¥ifg

8.1 JHRAZ P E

SR S AT P ¥ B L DR AE A b E 20 AR T TR 58 4, CEDE BT 40 o8 4z, DA
PRI E I R I R e . BARTHERFE PR E 2 LK 1.
8.1.1 WA M

T[] L R CRAIEFE it o R4 AT RN FE A T 28K 564, RIS AR 2
850°C LA b2 K /K 43 iok s FRE i o A RN, R A, S i R 2 v B £ A
B, ] BRI IR B S AU I A T s SRR AT, [ B A AR
R R RS FE 5 o BT CATE 23 T VMR i HE A58 PR A 5 1 T A T A 1 D o
o
8.1.2 F IR SR HAE it

SRR it R R R [ T A 4 22 i ELAE IR R s AN AR A, T R
HK B AR AT P05 T Re it B A B A 5 58 4 K o« BT IEFE A PR
FHR % 650°C DA I AR S BRI, 8 7O B I TR H
8.1.3 LAWEZEJy T A [ A RE i

PR BTG RERAKAY, 1ERG RIS FE T2 7= A 7K 28032 R OR I I
A R ) IR TR 5 2 AT 5 B, B ASE T A5 e 20 56 A B 254 it o
17K, IR I8 33 1) MR T T £ BT AT R o P e 1
8.1.4 LR 5t My F I [ A i

HEARSFRRER, S5 WERE, SR, Nz H R
P4 AL FEE RS I AR 8] s AR P A PO T AR R BN AL B v, ARG
BMERA TEAS, BEE S A0 BRI 196453 B s 14 2 I P32 AR B K P B 1]

R L AFEREFESFRETRESESH
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X S RN R [ A
FEARTRIR | WUREEA | — T
FE i WEONE | EAFRAE| WENE
T+ ¥ IR 100-120
100-120 100-120 100-120 100-120
B C 60-80*
T E],s | 120-180 240 120 60 60
Tl 41 fidt I
/ / 300 300 300
B, C
Tl 43 fi#t B
\ / / 200 120 120
[],s
7 IR
650 650-700 650 700 750
B, °C
i@t al,s | 60 120-180 120 180 240

TE: 8 LS A I

8.1.5 fEl AL
SRIR . TSRO FAL PRSP SEAE S AN ER AR E Bk, AT RR L R AEE
DUNE P S TEN 5
8.2 MUFf&E
8.2.1 HUFFE MmN 2

AR RN FEEHRSE. FaMIRAE I € . ILAE AT I
GB2762-2022 FiiE ()£ i R BREFR PRV R/ IR K 0.001 mg/L, #isk. 7K
R L. E20.01 mokg, B4LEER IR RE 0.02mgkg, KW, ER
(£7%) 0.05 mg/kg. HT&FKFEGH PR ARVFREMEMRAC BEHEKNEL
A Wl 58 8 R B v R i K 2 3 O™ B LM LATE BRI A5 Y, 2 A 8 i ok
IS EIL L, DRSS & 24 10 ng LU EE, Dl aE A,
& B TR ZE
8.2.2 HUFfHE H)iL

TEATL A [ A i EBURE B B KTk 0.3 g, B ISR & iR i B KN 0.20
mL; Bt 2 AN, AR S EAE . A0 SR 4 FE ik
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K. N B HLEAARE BB NN T 0.1 g, N FEIRIARER N8R &
BE S HURE R RN T 0.0 mLs DABEZE N E RE EURE R AT 7E 0.05-0.1 g 2 1]; LU
FUUN R U TE 0.05 g A4 LA 32 AORE S BURE &2 R7E 0.03 g LA
Ny AR E AR R B RIAE S U R A S8 0.03 g0 X T R &
AR BT TS EG, BB R HITE 0.03 g LR BT 6 i il
S, FERERAIR, W IS HOPATRE U R 2 5 SR AR A T S0
8.3 WMt & HFHRE?

FH T it 3 SV AS JE B it 7R B i A1 56 T R 5 G DK HURE I, ML
N2 5 BRI R 2SS R AR NI (I TR A B D, BRIRL P AR [ KR
AR TR 25 5 e A 55 2 T R B WA A 20 M 285 AR o TR G 75 250 4 PRI T
WSHE AR RO TR AT ], DAERTIEAEA A AN R AR R
8.4 Jii E 5

SRR FH A [ B A BIRE BL 4G T A v SO AE Dy e ZR U P S 42 o o
TERESIE AT W W J5 I I 4 A3 IRES
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N~ BRI E R ERERF
1 EFJEH

ATUREIE H & 5 b R B S R T8 e 0 FE VR E
AR TR IR (LOD): MR 1g, A 25 mL i, K HFR N
0.01 mg/kg.

2 R

RS, INNER ARANTUR ML RV A k0] (6 T A 004 S D9 =it 7
IR AV AL 8 S5 A A S, sl RN e i A as th o oy IR 525
fifl, LEARF A L BIART AR RSB e 1 P 2R IR 79 0, FLadotam BEAE [ e 2 AF
TSR R R FE BB L, SR AR R 2R MR e

3 &5

S50 /KA GB/T 6682 —2K, RIS AR R A s th g aivA I, Hif
A JRAB AR
3.1 g (HNO3).
3.2 ## (HCD.
3.3 HAMR (HCIO) .
3.4 il (H2SO04)
3.5 M (KOHD.
3.6 TIEALET (KBH4), 43#r4li.
3.7 iR (CHaN20.8), 4r#rélis

3.8 PUIAIMER (CsHsOe)o

3.9 HAMHEH (5g/L): FRIEEM 5.0 g T 1000 mL 4k, R,
3.10 BIEALERVE (20 g/L): FREPREALER 20.0 g, & T 5 gL SEMER
1000 mL #1, JR5). I I .
3.1 BRMR-HUIR MR AR BB IR 10.0 g ¥ T 100 mL ZKH, Yl HRam IR ik %
FRTTIE A, BRI E AT, K BRIRE RO S BN 10.0 g FIHTIR IR,
WHRRS] . s FHELRC .
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3.12 RERIAWR (3+97): EEZRIR 30 mL, /NOMEIN 970 mL /KH, JRZELS
3.13 FHIRVATR (2+98): EHUANER 20 mL, /NCMBN 980 mL 7K+, YR,
3.14 Tbr e A

2 [ GANEFAZ T ARV TS (00— e W B R RR I, TOKFE  4°C IR
7 A I B2 A 4R F R A
3.15 ApbRHERE A (0.10 B g/mL)

YA R B R A i 4%V, RS PR TV (2498 IB R Wi B Rk F 9 0.10 1 g/mL
tdbr e . T 4 COKFE R ERAE, mTfasE 1 A H.

3.16 FRitE FR A VA e )

B 25 mL w5 6 3¢, 70U AR AE S I 0 mL. 0.25 mL. 0.5 mL.
1.0mL. 1.5mL. 20mL. 2.5mL, fIA (1+1) BRERIEWR 2.5 mL, FINBRAR+HT
N MLBRVE R 2.0 mL, II/KE R EZIE, & HAHS TR 0ng/mL. 1.0 ng/mL.
2.0 ng/mL. 4.0 ng/mL. 6.0 ng/mL. 8.0 ng/mL. 10.0 ng/mL, JRZJAE 30 min J5
W5E o ATARAE AR S B B RN UE RYIWRE . FrvtE R S P T IR .

4 BB EFEH

FIT FH B 3 8% L34 75 AR BRVA T (1+4) R, SRR B bk, e
F 28 F K 4
4.1 JEFRICTCE T BAh A O IR
42 |F R EEHN 1 mg.

4.3 ¥l AR .

5 BIEDE

5.1 kAL 2R
5.1.1 TFF

S /) R AR TR THIKE . R SR B K E R,
WAy, Smidmm i iE s, o 40 B, X EARLSE B,
TR 55 I SRR FE i, #8250
5.1.2 JEFE

Biok KA IKFE AR A KR A N e, BT, BT S K
5y R HEL WL RAMRURIE R B SR IOT B S I
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5.1.3 VBUAACHRE i A [ AR o
RESIEEPE I o

5.2 kM

FREX 1.0 g~10.0 g 2 kFE CGRERIZE 0.001 g) GRIEFESFIZE. &5 IR EAR
AEM g o A BCFFEPREL 1.0 g~2.5 g BFF 2.5 g~5.0 g TBAKFE 5.0 g~10.0 g,
T HE ST AR 0.5 ¢~1.0 ), BT 150 mL MHEEIEH, OOk ek, &
VRS PR URE R BRI R HEDURE S5 40 00 SG 7E AR B i 25 B £ Bl — LAk 5k . I
i 20 mL, &K 1~2 mL, R 1.25 mL, #E5)EMELK. BT AR B
TEAR . VAR P B B R AL, WA R AR RSL R, AR SeE), ik
ORI . BOA TEAMINE RIHIR, H4SENAENMBELE, BREERER
SR FUHEBOUL, BRI FEITEE B . B EE K 10mL, HELKEERERA
M. A, FHKKEAFYESEBEE 25mL FRMF, IIAGIRPIR i8R 7R
2mL, *MIIKEZIEE. W& B Bl .
5.3 e
5.3.1 (RS %M

a) MAWTHAER AL S, AKX ERERE . SHEZMFWT: G5

HL: 270 Vi

b) fif 7 B AT HGi: 80 mA;

¢) A EE: 8~9 mm;

d) #FHS A E: 300 mL/min;

i

e) BRIt E: 600 mL/min;

f) BT A
5.3.2 A 2 ) JpE il
5.3.2.1 ArdE 22z

TR E JG , Baim 2 A R RIIVE IR RGNS #EAT 12O
JERJIE o DA P2 IR N AR, B FE A A b 222 FRl A 1T 25
5322 FEmE

FARI AR, RS 5 NAXES, D8 TR 5 enm s, 153 e i+
TRV T
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FENELRE T, EBERIE 10~20 /M b RS AR T bR HE ot i A
IR E T

6 &
B A e (1) AT
(C_CO)XV
I Y Lo
mx1000 v

A X — b & s, AN ZERE T (mgke);
¢ ——MERER P IRIIREE, AT (ng/mL);
co ——F AW PRIIREE, BACNAEEZA (ng/mL)
V ——FERTE AR & AR, AN E=S (mLD;

m —— R RE, AN ()
SRR HL

1000 —H#HeH R4

VLS AR = A 8T

7T RBEE

TE 8 5 PEZRAE T AT W RS 0 g 28 SR 1) 4 6 22 B AN T BRSP4 48
11 20% .

8 Uiy
8.1 AN[EMSCES H)ad FH 1 e S 0 $E 10 B

SR TR e vk (HG-AFS ) I 52 R A, 43 2% 9 2 31 R 4
A5 FH 25 AN [R) SR8 ) o A2 A U6 B TR R4 T, BT FH Ao o4 28 209 At 2 3 A 4 R A
FEHEATE A, AR AR T ORI AGE A E IR E R, OIS = aE
e FIRE S RIRR RS B KM G iR 22 , A A C A2 R SR 52 e PLE R S R 5E o
8.2 JSHEAT L ARvEE b SREAA A U TSR

JRF sk R T IRE N 7, Il SRR CRFEFESE. AFET
K AFERCKD IR FRFEE S A AR e ER . NS AT RE I At ot )2 DL 48
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FERIRT o A dit I SR [ SOAE 42 AR bR ED 5T, B i
8.3 SUGHI R EEVE R A R A

Pt B0 25 LY =5 2 AR IR (1+4)RIEE R, H BRI Bt m & &1
KIFVETE, Plis e, ROTRERRARGURI S AR, DARI3R il e i HERf 1 -

TR S 0 P A T8 Ko e ) 00 5 A5 A RS ), 7 e SEL T 7 A P o T o A A
TR B S A AT VE T K, SR BRI SRR VA T S S EA TR, N
115 P EREC o 5 TECI AL B P 25 28 NN SR A SRR TR 1), 38 4 o FH B3 8 100
I G FH YGRS, DASR IR S o il r= AR A 22 IS, 52l 5 G
8.4 FF it 1] £ AL R A TR A o L A A S

-0 58 B PR A E 2 WS AsHs BO724E, e A T30, TEe e G
JURTBE AR BRAE R « Y FAERE i LB G i AR kAL, KA R S E R, JE
BCLE T R R A T AV B AR R 3T G A NI PR
8.5 (S AAST I o vp 7R B R SR

T 5 S N TR o VR S P T VR PR P S — 5L

FREAE AR RE F AR AR+ MR VE 500K As(V)TIEJR 2 As(ITD), 38 R
BILA 15 4380 DA oM E . HISFEEE 2R ER MR, WERAKT 15CrF, Wit
KA E ] AR IR+ PR MR IAEAE, 30 AR 3L 7 0 AL W 1K) & 20 F N
YIA 2% AsHs A =4 T3 .

I SRR3R R 5 A o 3 5 A () sl A AUL B4 B v A S 3 A0 5 A A2 5 4 0
SEAE N AEFREY) AR T 45 e VB N o« BEHEFE T 20007 1 AN EFEHIFE . %
A IE RS S s ] R AR g0 347 R a4 )

bR EA: FREX 2 4 FATFE S, Hrp— 0N — @ iRk i bR e va W, 5 —
UIAE NI E, THENFRIECE . BRI E 1 AN I0AR ISR, ks [E R
Al RS2 BIVE N 80%~120%2 1] .
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. AP EENERRERERF
1 EHJEH

AHURRTE T8 i R S B A SR R OB FE R E

HEEEN0S5 g (52 mL), ERAEFIN10 mLiy, AT79% K PR J90.01
mg/kg (5£0.003 mg/L), &R 50.03 mg/kg (££0.008 mg/L).
2 JRE

REH MRS, 2080 R 71k, £ 357.9 nm AL EWROG K « 1E— & IR
YU FE AR RGP S8 S B RUEEE, ShrdE RV LB & .

3 KSR
AR A VR, AT7vR AT RS N 22, 7K AGBIT 668201 5E ) — 2K .
3.1 &

3.1.1 fiffk (HNO3).
3.1.2 FEAMR (HCIOW.
3.1.3 WM & (NH4H2PO4),
3.2 ASFIBC
3.2.1 FHRRVEW (5+95): =HX 50 mL fidfR, Zi8 A Z] 950 mL K+, VRS,
3.2.2 FHIRW (1+1): =EL 50 mL fiffR, 2218 i A% 50 mL KH, JRE.
3.2.3 WEMR ST (209/L): FREX 2 g WEMR k%, In/bERERIAM (5+95)
WA, ARG BRI (5+95) EAZE 100 mL, HZ.
3.3 fbrdEs

HHERET (KoCr,07, CAS 5: 7778-50-9): 41i/F>99.99 %, k4 [H K INIEI
T2 F AR AEDD JFIE T3 B AR UE i o
3.4 FRAEERECH]
3.4.1 #5hRUERE VA (1000 mg/L): PRI EESEREN (110 °C, 4t 2h) 0.282
9g, W T/KH, BN 100mL A&, HERIER (5+95) Wik R %I, 1RA.
I VR 1 5T B E 9 1 000 mg/L.
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3.4.2 EAREFRIANR (1000 wg/L): JHERGRENES PRIEGE & (1000 mg/L) 1.00
mL T 10mL ZEH+, IIRRRIER (5+495) HZIFF, RS . MR kg
7 1.00 mL - 100 mL &5 H, INREERIER (5+95) HZIRE, TR . MIEHRE
[FIREHE N 1000 1 g/l
3.4.3 BEARMERFIEWR: 7 AIERRIR B AR AL 1 1] O mL. 0.150 mL. 0.400 mL.
0.800 mL. 1.20 mL A1 1.60 mL F 100 mL &M, MAERAER (5+95) £Z|
&, R RIS RRERE SN 0 ng/ly 1.50 ng/L. 400 ng/L.
8.00 ng/L. 12.0 ng/L f116.0 ng/L. I,

T PR A I R R B ot P ) S B B B A b R A TR P AR 1
JRESE .
4 XBEE

T BT BRI SR VY 9 £ 05V A A SRERS) TR AR I (1+5) IR,
H B RIK R e, B fa KP4t
4.1 JEFRCEIEA: oA S TR, S A0 AR AT
42 HWRF: EEHN0.1mghll mg.
4.3 AT H AR E T R A
4.4 TRBHERERSG: BOERDUR O TE R .
4.5 JTEJJVHMRE: TSR VYRR LT R A
4.6 THIRTHEA.
47 L.
4.8 FEMKIEERA: RN SR L.

5 PR

5.1 FEHI%
5.1.1 [AIZHE 5
51.1.1 T

SR /Y. WAL R TR R SIS KR A, BT R
gy, WEIN G EER VU S 5 0 T REARALS G AR A R 5PIR
PR i, RS
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5.1.1.2 et

RS KR KPS S A KRR L B e, BT, BT S A1
5 XTI, ERERE BT &S SR
5.1.1.3 VK ML B i

AR IRH R i S SRR, BT BB A S A
5.1.2 WA

BCRE, R S SERE R S
5.1.3 [l A4

PFEIE]
5.2 JPiknase skt
5.2.1 iAFERTALEE
52.1.1 B IH ML

[ AREEFREL 0.2 9g~3 g CFERAZE 0.0019), RAARAEEHERA A2 B ELFREX 0.500
mL (g) ~5.00mL (g) THZIEEHEME T, & LB A IR & e
bR E Al AR, NN 10 mL fiEERAN 0.5 mL =aR, £ A X H e B
R (3% %AF: 120 "C/0.5h~1h, F+ % 180 C/2h~4h, F+% 200 C~220 C).
EER R, WHE, BDEHER, WEEEAM, HRE TS
B, EIRE 0.5 mL A G BUHEHALE, WA K ER £ 10 mL 5 25
mL, JR5I& M. RN . T8RRI, Tl b, 42 B
BT R AT I A o
5.2.1.2 ML

[ A BREFREL 0.2 g~0.5 g CRERAZE 0.001 g, & 7K 2080 2 FRRE B Tl 3d 24 189
BREEZE 1), MR BEFRE 0.500 mL (g0 ~3.00 mL (g) Tk
TERRTETD, & ZBEE A BRI SR AR I # sk 2 B el — 0Bk, I 5
mL~10 mL fiSER, &M T MR R D BRI A IR, R RSB R 1. %
I, FEANBR 5 N a5 808 1 h B A5 P 4% OB T A 1 B AR D SR AR aCRE . VA 4D
JEBUH A AREE, T 140 C~160 CHIRE 1mL £t WRATERGA G, FiHH
A% 10mL 8 25 mL A, F/DSEKBRRRTEARTE 2 IK~3 K, & IR
THRERFHFAKEREZZIE, RAEH. FRH [l .

=
I
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5.2.1.3  F W A

[F AR BEFREX 0.2 9~1g CHEBIZ 0.001 g, /K782 (HIRE T 38 24389 i BY
FEEZE 2 @), WU EEHERGFL PR EL 0.500 mL (g) ~5.00 mL (g) FiHfEN
BRSO B AR R SRR I AR & SR SRR, N 5 mL~10
mL 2. fEiF NG, EEAEBNINE, MONEIRTEAE, T 140 CT~160 CF
fR¥F 4 h~5ho DER, ENRRENERE 1 h S0 %5 Fi BB E, )
ONE IR A T AARURE o VA 1) J5 AR e AA AR AN A E, G T R A B, T 140 C~
160 CHERZE 1mL /iti. W EERHREF 2 10 mL 8¢ 25 mL &R, H
DR NTERI A 35 2~3 IR, SPGB T AR IR KE R ZZIRE, R
514 . [FRH i e
5.2.1.4 +xUHME

A AR 0.5 g~5 g CREHIE 0.001 ), AR IFEHERAF2 EX AR B 2.00
mL (g) ~10.0 mL (g) T, AJom#h, RGBT, HBED B,
F 550 CHKAL 3h~4h, A1, B, XFFRUAMIRKEE, MEHEE, /)
KB, 0T, HE S50 CH bk, k8K 1h~2h, BFEREAK
W AH, B, FEEMRER (1+D BE5HEE 10mL 5% 25 mL 52|
i, FHADBK BRI 2~3 IR, SRR T AR IR ERELE, |’
514 . AR R
5.3 &S HE KM

W BAE RS IR 1 £ 2. FEATHRET WER 1, A8 5 FRIos
WNEN RS % 56 W 2,

R 1 PBOHAETHERE Y

BE IR SaR LN L] R RN ALE]
2
C min min
1 120 5 5
2 160 5 10
3 180 5 10

R 2 AP RO A AR S K A
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R ¥ | OH ;

ook || T 3 BTk
2 |

= nm Cls Cls Cls
nm | mA

85~ 120/30 ~ | 800~ 1200/15~ | 2500~
% 13579(02 |5~7

50 30 2750/4~5

5.4 il 28 i i AE
P R R AR S R4 B E L0 v LARYE RAIATR . 5w LEEES — S 4%

VA CRTAREE 3 A S i B i AR AR D, RIS, 1Ak 5 I LR,
FEAE,  DASUR IR BEAMAAAR, O EEE A AR, il brite il 2k .

Vi BERR SRR A COEE AR, TR S AN B i AR B PR
I
5.5 IRXFEER IV E

FEMTE bl M RO R SEER 26 1F R, 10 n L3S BV AL L, 5
LR — SR CRTARR A OO B N =), IR EAN A2, BT
P DU FC IR PR o AR b o it 215 38 R 00 VAR 8 00 o B P 4 0 e 45 e

PR 2o, HERRE (5+95) Mok fEllE .

6 SIERNRR
AEPENEEZ AR (2) 1H5H:
R .
A

X —— R, R SR T SR8 5 AT (gl B mg/L)s
p —— BB R, SRR (ngiL);

PO —— IR RISE, SAAMGTET (uglL);

Vo R B, T (ML)

PR

m —— R RSB, SRR (g B mL):

1000 —— 57 RE.
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T2 AR = A BT
7 BEE

BURE S 2 BE>1 mo/kgalimg/ LI, 7E 25 52 P A A T 3RS (0 PR OO L 5 45 21
FH 246 o 22 8 AN 154 5 5 RSP BB 910%; - 0.1 mg/kgEmg/L<ik A 4% & R <1
mg/KgEmg/LI, 7E H 5 14 55 AR SRAF PR OB i 45 R 40 72 (E AR T
ARSI 115% . BRE T 5 8 <<0.1 mo/kgEmo/LIN, 78 55 P 461 T 3153
PRSI 5 45 SR (1 26 %) ZE A A A I SR T3 1B 14120%
8 UiHH
8.1 Joi EFz il
8.1.LHT 75 25 A= 22 20% [ A R IR0 1R o ¥ 85 ML 1) M RV VA R K T S S A
F, P3RS R e U T P B BB R v, AR5 DU & B R Al sl AL A
BEIKIE AN, SO R R R, Hr RS R B KRR . AN R B B R 1Y
eI e AR 1L
8.1.27C R AP MTTE LI Eh 25 5 2 BI85 . BRI S B3 LAy g, BRI PE S R R
A R R AR, G AR L, SO R R EME AT A, TR R
R WARFAE: >
8.1.3 Ff SR FT RIS A e R IARHE I 2k, A IS HOA AR TEK, WA
L FERE AT o P ASE FE (R0 v o 2B B A 5 R 0 e 3 R B TR AL 0% R =
0.995. R Ak il 3 78 BT, A0 AR P8 A0 ZBUTE A 4 T 22 PR P2 S Bl Py, 5 ) 222
Wik, ¥ hrdE 2T = AME .
8.1.4 JRUTReAH A UEARUES B W AR N TR HIRE &, R a5 R T AR
vl A BL R AR e S5 ) AR N T, e 45 SR REAEIE 1545 8 S HETE E Y,
BAREE S 2D TINRES B . UE RS IES B AE N R
T DR A AR BSOS AT B A, R il 220 M LA s [ e
8.2 TAAE AT AL F S AR AN AL
8.2.1 MWLM

KBRS EER (2041, VIV) BRG A B M. R8I HE AR,
REREORFF I MRAA R INSEAGRE ), JERT R m &R /i B U s T A e 42
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SN BIR 2 R o T3 v R e LU AR & (441D, X EALIA AT By R 2 (1)
THRAGEM, ek I e SR TR B AR TR i A A4 g

W AR B R TR AR AN S AT N 2 H T RO EE, B R T A 5 A
TG BB AR 0 R A s SRS T W Bk 2 B R S, 2T Evd,
S 5 B ECHE 1 ) P AT 2 T G T AR T R s IR B R,
W ANV EEBARE S, T2 AR IR EES, FIMARER, SNES K
FETRIZUSRE s A iy P A LA S A BT R 56 4 SROREIS Ry R ORIV A 1
mL~2mL, AZIEET, CAPTELE.
8.2.2 T IH

e 1 2 PATAROBE T AR CRT L FAE £ S S BRI . B R AN S 25 U,
7S G, FERR /D, B 1 AR TGRS e, R0 T 40T AU P RORS 2
Tk R A SRR IOE AR FERE AR, ERKIE B 2~3 IS
FEREAR ) A 75, IF ST ARRE TR G IR B R IR IRV . BRI REIHE
B2, PREFRUC IR BE AR 52 T4
8.2.3 i JJuETH M

ie L T AR T AR AE S TR TV A YR O s R s e, R AR, 7E%5
P DS R P 7 A il v s SRk 81 R T e i YA B 1 L 1 5 8 B DI L i A s )
FFERMETCR AR, RIS T H 5 3. ZINEMR RO FEG A IRRE )
5 WS FERTCRAMINK, BAOERG Y BRARRD . He R AR
vt S VH AR EH AN A AN AMRE S SR DU R £ 0 AR ARG ANEB AN 54 10%~30%
B —RELMIERR. BT, =EEEEAS™ KA THEZ2EMER, %
R AR B s PR e N s, SR s, S REE Bhih R
1 O FEAR AT ORI o (E2 BB 5, el R 28 IR 2 B A& it
R H I = A ok, VR S B aes . B BRSNS RIUM E A
MR SORifk 2o PRI, SI05E B b A% . AR BRI R, ANECSR B s
Py v T AR RE XS O i AT T AR
8.2.4 UMMk

T2 B 2 ) F e O R S AT AR A AR R AL B TC S T 5
BRI E A, WY ESEREAT . AR A SRR, 5T EET
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[l AL R B , BEMRAEIRE I, SRR IR &, MR IR
o B FER K ERMITR D SMIRK: BECRGWHIREE: 520
Bavs g, TRMMEG H T A G I R BRI @ TR AT, A . 8%
B AR, WS, BRIUIA SN 1857 (Cx20 C, AN 2672 C, EiRAKMIHFAE
PECHRUR, PR RAIE B TR I E BT AR . (H R R T R AR I
B Y I R 3 G E T AL B PP S AR B IR T AR 28, DA A RSk B
IRFNS ORI . W P R A 2 B R v, 1K E 1T H0E

8.3 X HHIIE Z& A Mk B HRAL

8.3.1 M B IR — A v T M i A MLt 71

TR B AN B AR A FRAE o I B S e 7], X2 B TR 8 — el i, 5
PRNE, H AT ST S B ™A, 10 HLE Z AU AT R LU S B Fi4h, TERY
FRHMRRR T, A FI IR AR & TR E .

AR SR LA S ASAD A A S B i S R B A R iKY 20 g/l BETR —
SN RO, 7 I R AU RN P LU AN IS R O R B, KA
Pt i o (EL B R AR 5 R R AN (14 42 J8 T RTE , W R B A B A o B A 5t 71

177 LA T R — S - R VR B VAU S A S ), AR DT VA I R 4
HS AR, S 2R 7 —— 7 M L, WS B 72 . R,
IR — SV A B S AR, T AR AN B il S5k RV
8.3.2 JHEmAZFFHITLAL

KA B, OGS RE ERAERE, 2ot E S5 KGR
FEFNR AR L i 2. 7ESRCR RO BEALS Bl iR R ARAGIRE N 900 C, dRfE
AL IR B 2700 C.

8.3.3 TR & Xl i fr) R 1

FH TR 2 FE A TR B IR - e SRRV & BRBEAT Y A, T ARV A7 B (Y R VA B2
S 72 S, TR R B AN R R P X M 5 5 SRR s o 43 ) FH 417K 0.1%. 0.2%
0.5%- 1%- 2%- 5%-. 10%. 15%-. 20%K 5 FIASER AR ECH] 10.0 pg/L £ bRtk
W, DL SYRHERTC | AR O S I, AN [RI 2 A R TG 1) R0 A v 1 VI 5 45 2R
52 RN E 45 R LU, DATHSE R FERZ i o [F]I, 43l FH 467K < 0.1%. 0.2%. 0.5%
1%- 2%- 5% FE (1) i SR VA REC 1) 1.00 pg/L B8 bR is i, LL 1% SRR L 1 1)
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PRAEERCAZ IR, ANTRIAREE o SR TR ] A0 A VA VBN 52 45 SR 5 2 IR 2 &5 R B
B, LAV IR FE RS2 o 45 B R I BRIR B2 7 0.1%~15%2 1], 1 SRR FEAE 0.1%~5%

IR, R A AR BRI ZEAE 5% LA . TR, DU ORI RE S IR v
FARTSE, R RN B LR AR AR IRV A
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N BEPTCHUER E K bsEERIERRE S (HPLC-ICP/MS )
1 EFJEH

RFEFFRE T IOK BEK B4 LE) LB & 5 CGRINK =3 K= 3.
B FH R PP TEATL A5 B0 5 P AR - R £ 2 B AR B

RFEFFIER T IOk Bk B4 LE)LE & 5 CGRIK =3 K= 3.
BHE LA CEIRERERAR S LA &= lE .

AR HEAEIR (LOD) N: MMFEEEL0g, FEHEN20 mLES, JTCHLM
[ B 240.003 mg/kg

2 JRE

BURE R T U 22 SR BORER BUE LLBUAR (3 30T 70 &, 0 & Ja i stk &4
HEWHIBLAENFE FRIERS, 208Kk AE. Fra. sl %
WoT IE R B 1, 2B T RERGUHEA B, % SORYE 5t LEEAT 70 85
TRE - VADR B I TR i LS P, AMPRER E &

3 RFAFE

BRSNS, ARS8 B BRI A g4l K ONFEE GBIT 6682 FLER)—
Ko
3.1 k)
3.1.1 BREAE 4% ((NH4)HPO4): 2314k,
3.1.2 MR S % (NH4HPOs): 44,
3.1.3 H% (HCOOH).
3.1.4 &K (NH3-H20).
3.1.5 FfE (CH3OH).
3.1.6 fHfR: 65%:
3.1.7 EMAA: 30%.
3.1.8 BRFREE[(NH4)2COs]: J3Hfralis
3.1.9 IF CE[CH3(CHo)4CH;]: (aidal,
3.2 WA
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3.2.1 VBIAHA (15 mmol/LEIR — &8 +2% FlE, pH=6.0): FREL1.730 gk — &
#, ET1000 mLAZEERT, RUKEME, A0 mLHEE, HHKREEZZ]
FE, MR pHZE6.0, BT T KM A <30 min, #5 M.

3.2.2 JENHIB (10 mmol/LBFFRE —4%+1%H B, pH=8.4): HERIFREL1.320 glie
A4, BT1000 mLEZEERT, FKEME, A0 mLHFE, KRR
BRI, SUKATIpHES4, A . THA /KA BA30 min, .

3.2.3 JishiH C (20 mmol/L B A —#+1% M IE, pH=8.4): #EMIFRHEN 2.640 g Mk
MRR %%, BT 1000mL BZEEMS, FKEME, I 10 mL HEE, FHK
MR R ZIRE, TR, TR AR 30 min, %M.

3.2.4 JiiahAH D (20 mmol/L BER%+1% FEE, pH=9.7): #EFIFREN 1.92 g BkFREL

BT 1000 mL HESRRH, HAKEME, MA 10 mL FEE, RHKWMEEEZEZ]
£, @K pH £ 9.7, WA, T A KA i 30 min, %M.

3.2.5 $RHGHE 1 (0.15 mol/L FHFRVAWRD: EMIREL 10 mL KSR T 1000 mL 75 &
b, FKMREZEZIE, R,

3.2.6 #HGH 2 (0.15 mol/L fifPR-0.45% L AN EIR G : TEMEEL 10 mL K
TEERAT 15 mL LA ALE (30%) F 1000 mL &, F/KFHEREZE, WA.

3.3 bRAEE TR

3.3.1 WA (GBW 08666): LA (As) i, ZEHFINIEIF# T e
A5 IR HER 5T o

3.3.2 MERIRET (GBW08667): LU (As) i, & FKIIEF T s iiE
T RS AR HEDD BT o

3.3.3 —HIEMER (GBW08668): LAl (As) i, & EHFINIEIF#H T hruEP) )i
A5 IR HER 5T o

3.3.4 “HIEMER (GBW08669): LAt (As) i, ZEZIANIEIFZ THrHEY) 5
A5 IR HE 5T o

3.3.5 HHAETSEHER (GBW 08670): LA (As) i, ZEZGAUEIFR THRUEYI BT
A5 IR HE 5T o

3.4 FRAEVE IR EC

3.4.1 WHHERIR T (As(I) FroEfg & (10.0 mg/L, LL As i1): AERIFRIL—
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SE B INERERRAR (3.3.1), F/KFMREIFERZE 10 mL, 2 'C~8 CUkAHH ]

A7 6 MH.

3.4.2 MERIRE T (As(V)) Fr#EfE&VER (10.0mg/L, Lh As iH): MHERFRE— &

BRI (3.3.2), FHKMREIERE 10mL, 2 'C~8 CUKFHFTLRAF 6

MH

3.4.3 —HHA (MMA) brifEfg & (10.0mg/L, PL As 11): HEIFRE— & &

¥y — FRIERVA R (3.3.3), RIKFBEIFEAZ 10mL, 2 'C~8 CUkFH AR 6

NMH

3.4.4 " HEM (DMA) Frfifif M (10.0mg/L, LA As i1): PRI E &

[y — FRIERVAE (3.3.4), FUKFRREIFEARZ 10mL, 2 'C~8 CUKFHAIRIE 6

NMH

3.4.5 fHERSEEL (AsB) FRifEfG &AM (10.0 mg/L, LL As 11): HEMIFREL— & &

(ORI SR (3.3.5), FAKFRBEIEEZ % 10mL, 2 C~8 CUKFEH A {RAF 6

NMH

3.4.6 TESHAEF B (1.00mg/L, L AsiH): 2RIMEMFE 1.00 mL #KE

N 10.0 mg/L 1] As(IIT)« As(V). MMA. DMA il AsB FrfEfi &5 T 5 1 10 mL

R, HKRBREREZE, 2 C~8 CKMFIHRTZ1AH.

3.4.7 As(IIDAT As(V)IR S FrAEF AW (1.00 mg/L, L As 11): F3 A HERRIT

1.00 mL ¥ % M 10.0 mg/L (1) As(TIBRAER% 590 (3.4. 1) F1 As(V)bRE Gk #3(3.4.2)

T 10 mL AEJ, RKWREAEZIE. kHRK.

3.4.8 TIEASIBAFRAESE VAR (100 ng/L, Ll Asit): 2 BIHERRHEL 1.00 mL

WREEN 1.00 mg/L 1) As(II). As(V). MMA. DMA 1 AsB & fi JE 25 b e o 1] VR

(3.4.6) T 100 mL &M, F 0.15 mol/L WERVA (3.2.5) Bk (PR

BRI E D R A 22 . I FH AT .

3.4.9 As(II)A As(V)IR G HR#E RINER: 7> AIHERRIR I —E FIKE Y 1.00 mg/L

() As(IIN AT As(V)VR & bR [R1VETR (3.4.7), F 0.15 mol/L RSBV (3.2.5) 1§

K R R &I E ) FBECH K E N 00 ngl. 1.0 ngl. 5.0 ugl.

10.0 ng/L. 20.0 ng/L. 50.0 wg/LF1100.0 vg/L FIFRAERS. I FHILEL.
VE: ARHESEEREE A A As(TID AT As(V) IR BEIE 2 18 BAR E R FIE T H As(TIT)
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A As(V)FJ BRI, EHFE A AsIDAT As(V)FIR B o by v i 28 _E PR N R B
Ji5 B 5

4 fBEAEE

4.1 AR - US55 55 B AR TS R A (LC-ICP-MS) HH A (5 1A% 5 Fi Jk
R TR (NN VN
4.2 HISHKA.
4.3 EdR L.
4.4 THPHB RS EOA I ZE IR
4.5 B0l HEH =8000 r/min.
4.6 pH it: FEEN 0.01.
4.7 R EEHN 0.1 mg M1 1 mg.
4.8 THIRTFRAE: BIRMEL2 C,
4.9 HEBIETEA .
4.10 JEMEE: 0.45 nm.
411 FiM; RifE<<425 um (FHfL=40 H).
T FTA BRSSO A BRI T (144D MIRHRRIA VIR IE 240 J5, I H
KoK e, B a KISt

5 ISR

5.1 i FERI#
5.1.1 T#f

wY). FERE. BELA KM, KB ERE S, BT
SIRTIEYSS], RIARIA 425 wm DA (AT 40 HUL R, MeRAMGRIEE L E
BWPRFERS, WAFEF M EERIAZIE 250 um LR (FH4T 60 HUA LD, 4L
BLE S GRIUKZ3i), it (BRD BE. f (AD A B (R TR
i, BORT RS RS, BNERR OIS, EIERAE S .
5.1.2 fif (B

BEETFHBE . AKP=BNSERER, BEd iR, BT SRR AR,
i (D) J5ptdh, BATEMa IR EWR, BAFEROmRT, &, T
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2 C~8 CUKFAIREH . & HEE AL, T-20 CUkAHHIRIT
5.2 kR
52.1 BYAREHEEL
5.2.1.1 #iRHEi%

PRI PAREL) 0.5 g~1.0 g GEFIZE 0.001 g) T 50 mL ¥ERIE0EH, N
A 20 mL 0.15 mol/L iR (3.2.5), iwheiR>l. T 90 CHHIRMH#HIRHE 2.5
h, #ERE 0.5 h #R¥E— K. $2HEEE, BHA A2 =R, 8000 r/min & 15 min,
W EEER, 2045 wm JEREIE, AR RS B .
5.2.1.2 B Bh iR BGE

PRI YR EEL) 0.5 g~0.8 g (HEFRZ 0.001 ) TR, A 15mL
0.15 mol/L TEIRIFWR (3.2.5), RS, watfMNae, HE¥sha, B THBan i,
K FB6 P T il 7 AT S B, T B SR URE 7 W3R 1. SR IS8 5, W 2R
8 000 r/min 20> 15 min, HU EJE7ER, 4045 wm JERENE, A0, [FIEHE
SRR T

T A BRI P

DR TIEIW 12 il ./ C PRFFH [A)/min
1 1600 70 10
2 1600 90 10
3 1600 110 15

522 B LBULE B GRIKFZ3D KPSk R FE

FRECER L)) L) LZE & 5 S IR P2 80D K = SRR 2 1.0 gCRE B 22 0.001
g) T 50 mL R ELEF, A 20 mL 0.15 mol/L fiffiZ-0.45%id S AL A HR L
W (3.2.6), WiEiEA . T 90 CIEIRA T #URHE 2.5h, 0 0.5h k¥ —IK. 2
Hoeke, BHAEI R R, 8000 r/min &0 15 min, B S mL HiEHRE T & OE
B, N SmL IECkE, #E8E 1 min, 8000 r/min .0 15min, F % EEIECk,
B FEEE K. WU, 4045 um KRIEBIIIE, £, [FIH
7 IR
5.2.3 B HE IR

PRI B B A 0.2 ¢~0.5 g BUEFE A A 1.0 g¢~2.0 ¢ GHERRZ 0.001
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g) F 15 mL BHRGELES, AN 10mL /K, BT 60 CHA/KBHHE 1 h,
B 20 min #RPE 1 K. FRICGERE, BUHR 2 =E, 8000 r/min &> 10 min, WHK
FEEE, 4045 wm BB EE, AR [RIEHECE B

5.3 e

53.1 WAHEIESHE XM ()

BRI HTAE: B T2 et 4, 41 Hamilton PRP-X100 (250 mmx4.1 mm,
10 wm) SRR ;s FiAE: B & FACH (i 4E:, 1 Hamilton PRP-X100 (20 mmx2.1
mm, 10 um) BREERTAE.

WENAE A: 15 mmol/L MR — S A W+1% T EE, pH=6.0; 5P, .
1.0 mL/min; #EFEAFA: 25 L.

e AR R AGE T ROk BEKEEBYRRE eV e s 8 e R e
IEFERS, WREEN 10.0 v g/L AT AR A AR AT AN IR S A .
532 WAHAIESE XM (2D

EREHTAE: B T2 et 4, W1 Hamilton PRP-X100 (250 mmx4.1 mm,
10 wm) BRSO s THkE: B FAC i A, W1 Hamilton PRP-X100 (20 mmx2.1
mm, 10 um) BREERTAE.

MENFEB: 10 mmol/LIfR S —#+1%H I, pH=8.4; JizhtHC: 20 mmol/L
MR S+ 1% T, pH=8.4, PREEVEML, BEMLFRF WR2: HEFEF: 25 ul.

e A R IE T R AR

w2 PRV

i} ] /min WIE/ (mL/min) B/% Cl%
0.00 1.0 100 0
4.99 1.0 100 0
5.00 1.2 0 100
10.99 1.2 0 100
11.00 1.0 100 0
15.00 1.0 100 0
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5.3.3 MAHEIESH KM (2D

ORETRE: BB A il A, 41 Dionex IonPac ASI9 (4 x 250 mm) ¥
SRR kR BHES PSRl HE, U0 Dionex TonPac AGI9 (4 x 50 mm) K453
Tkt

MBNAHD: 20 mmol/LAk PR #%+1% H i, pH=9.7; S5 FE /i, Jii# : 1.0 mL/min;
BEFEARR: 25 n L,

e AR SRS T B R
5.3.4 HURMG S5 B TR TS S E %A

SFHTh 21550 Wi BN AiE s BUUE 90.65 Liming  AMERIRIR
90.45 L/min; &30 55 1£0.3 rps; el fi & 4im/z=75 (As) , m/z=35 (CD) .
5.3.5 Finif I 22l

FHR R A S & R b, AT REBUSE . EA) . XA, RS &
TR AR Gl BRI E W N10.0 v o/ LTS TR S bRk iR, B 45Tl
AR DB ERAERE, BASIFIAS(V) IR A bRtk 2 51075 7% 5 B
B4 AN 03 - B R & S B A SIS BCAACT, f3 31k E, DR
IR s DATCHLAR IR B R AR, il T B AL bR, il britE 2k
5.3.6 F£ il E

PRUCHS 25 I TRORIARRE T VA N VB €2 - P B 75 25 28 1R B T EEC A
121l ], DLORBE I (e PR, AR brifE Hh 2615 2R S AR IR AS(1T) . As(V)E)

o, CPATIE REA D TP

6 it

WA As(H)EE As(V) & BEE A3 (D) 5
_(C=Ce)XV X1 000 | . iieniiniiieeeeeanns (D)
" mx1000x1 000

it

X ——pegoh AsIIER ASV)IIEEE (B4 As 1), AR ST 3

(mg/kg) ;
¢ —— MR ASIINEL AS(V)IRIVREE, ARG (uglL)

co ——Z AR As(IINER As(V)RIMKREE, BAAAMERTF Cng/ll) ;
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V. —— AR BGRAAFR (mL)
m —iAFERER () ;

1000 — 5 R %L
TS B2 T As(I) & &S As(V) & =2 Al
MM B =1.00 mg/kg I, LSS BAREE 3 A BT, SHE B

===
<<1.00 mg/kg iF, TR R 2 AA 83T

7 RBEE

AHEAE FNRE IR 55 B 2 F8 70 5 B 250 I 3RA3 B PR I ML ST s 45 S 1) A AR
%, FESP NI A BT 1.0 mgkg B, MIXHHIZEA B 10%; N Foi&T
1.0 mg/kg HoR T 0.1 mg/kg B, AHXTAHZ AN 15%; /N T-805 T 0.1 mg/kg B,
FEXT A ZE AL 20%

8 K
6000 As(I11)
5000
. DMA
2 4000 A MMA
e
Y
5 3000
iy
41 2000 L As(V)
1000 - U \ / \
O T T T T T 1
0 2 4 6 8 10 12 14
B[] (min)

VL. As(IIl) —WHIERHR; DMA — —FEAf;, MMA ——HEA, As(V) —

TR AR -
1 BMHEESHXMSE (—) , USRS MR AIEE (10 o
g/L)
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12000 -
10000 AsB

8000 -
\s(111)

DMA

6000 - MMA
As(V)

SR (cps)

&

4000 -

2000 H

2 4 6 8 10 12 14
I [ (min)
UiHH: AsB —HHEHSEE; As(IIl) —ILAHERHR; DMA — —HEM; MMA ——

H LR, As(V) ——HHEZHR .
K2 WAHERESEZ (2D, DMESREERROEE (10 v

g/L)
12000 -
DMA
10000 - AsB
‘Z 8000 - As(llI)
e
E 6000 -
>
o MMA oy
412 4000 A V)
2000 - h L \ /\
0 T T T T T T
0 2 4 6 8 10 12
It 8] (min)

Ui AsB —HESEH; As(IIl) —EAERHR; DMA — —HE:Ff; MMA ——
FIEHH, As(V) ——HRAR .
K3 WMHEiESEL&G (=) , IAMESESHIERREER (10 b
g/L)
9 UiHf
9.1 AN R4 25 Fr)aE FH 14 15 B
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O €% - B AR & S5 B TR T R FH B UG R MBI . REUE =, &tk
O B S, NG R TEA T A B RS B R 72— A
W R oo e e, ATREAT R o AN [l R ) SRR 5 A TR
A0, A3 AT R AT AR, GO RAR P& RS, 7 Al BTS20, i
WZ WA 3.
*® 3 ACERREERfEbR

IiH Yo RSD
R Li >30 5%
L 89y >100 5%
3
(KCPS) 20T >60 5%
=R <2%
X HH, fif <3%
% Li (7): 7£0.1 amu
== Y (89): 89+0.1 amu
A

Tl (205): 205+0.1 amu

A VB EE: 1 ng/mL
9.2 KRB FrvtE il S FEA R R PR SR

X SEAG BT R A R AR AU BRRRA . BRI IEC k. R,
K. HEE, A SO SRERNREA —E EHEAT IR, PRUEAS S0
W5 3 RI5 G, R B B AR A TP A TS e O, bR N RS
bt i BB SR E A E I3 TUE R RIARAEYI BT, ORUE IR o
9.3 SRk A I FE K O AT

Fr b TPIEH U 8 S8 IR B AT, EER LR RE S AR A PR BT G BRI
LA BORNL, A B & B T RE RS 1%, 88 G0 S5 f I = 52 e R RS

T A5 TR B A AEASE FH VA VBRI B 4 2R 513 VI e IR FH BTG, 38 e AR T 25 2 T 1 %
W B0 e 25 R B 22 o« TRANAH I BT, 8 G K 2 B AE AP i 2 <
2R, SRECE SAE T mL SN R BT B R
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©

A FE ]88 S o3 BT I AR ORI A

1t ) % R T A 38RO R R AR 2 DR BT R 4% L 38 XN DA S A S
FING R PRGBS R KBS BT, PARIESYSITE . 2R i B by i 22
A R RLAR LACRAIE TEAT LR (1) B

P RE i B ORI A A 0 T S SR 2 B R R A, RAERITUA N,
5 A I S A SO B R AT o SREDGR TR I BT, 3 S A A7 52 B35 e Sk
GHHAAALEE J7 o A AT AL SR I B o SRR S SR BGRZ IR e 78 /IR A 90 Tl
ST 75 AR E: Aol 0 e, BCRIEROZ0.45 wmuK RIEME. A AT
FIEREA RO, BRI,

S AT ISR A B v i 2R R AE 58 R AU =0.999, 5 e 5 it 4 T Hh e S 59
FEEZRE bl 2 PR R FE Y TRl 7Y, R A SR BB rh JO WU BE B i i, 364
ReJa (BUE MR PR EGRAARD FRETIE, MR E . WA E
LR BEAAR A UE AR HE ) S5 ) SR R AR [ ST B0 AT o B s ), e CIn b [l W e 42
H1I7£80%~120%;315 Fl N .
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i~ RPN E AR EERIEFEFF (HPLC-AFS)
1 EHEE

AREFRE 1TRAK BEK B4 L) LE A& GRIKZ 3D K84
Fr FH T eV B 5 I 5 PRV €03 - BT O 6

AREFEH TR, BEK B4l L) LE A& GRIKZ 3D K84
BHTET T CELREIRERAR A LR & & E .

AREFITERHR (LOD) Jy: HFRFEE 1.0 g, MMAFRBURFIAFH20 mL
iF,  JEHLER PR H R 290.02 mg/kg

2 JRE

WA R EH U A A IR ST IR, OB 38 347 0 85, 0 BRI A AR &4
FERRVEIRES T 5SKBHa N, ARSI EY), PURT 706 AT I E «
CAOR B IS [B] 52 1%, ARk e &

3 WRFIFIFF L

BRI AN, A Sege B R A2l K AFTE GB/T 6682 #LE I —
K
3.1 A
3.1.1 R A4 (NH4HPOL): Zpiradi,
3.1.2 MERE 4% ((NH4)2HPO4): Z3Hradi.
3.1.3 BIEALET (KBHa): 24,
3.1.4 AHEMH (KOH).
3.1.5 fiHfg (HNOs3) 65%.
3.1.6 EMEA (H202): 30%.
3.1.7 #g (HCD.
3.1.8 #@/K (NH3-H20)
3.1.9 IECE[CH3(CH,)4CH;]: faihali,
3.2 A )
3.2.1 EHERIEW (7+93): EHL70 mLEEMR, ¥ T/KHMEEZ1 000 mL, JBA].
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3.2.2 THERIEW (0.15 mol/L): FEHU10 mLANER, ¥ T/KFIH-MREE 1000 mL, 25,

3.2.3 MR- EALEIER (0.15 mol/LANER+0.45% i F A ED: EH0 mLAHR,

15 mL 30%id 8L E, MK FRE 21 000 mL, VRAJ. la IR .

3.2.4 EEMWAEIR (5 g/L): FRELS g 88, B T/KIFMBEE1 000 mL, 2
5o

3.2.5 FIEALERET (20 g/L): FREN20 gl S L8N, Fl5 o/LA A B A AR+
EAAE1000mL, JRE. AL

3.2.6 ViAIAHA (15 mmol/LEEMR — &%k, pH=6.0): FREX1.73 gl — &A%, W T
1000 mL/AKH, LA /KA pHZE6.0, W) T A5 K3 i 75 i A.30 min, #5HH o

3.2.7 WAHHB (1 mmol/LEERRE %%, pH=9.0): FRHL0.132 g S 4%, &T
1000 mL/KH, PARUKIApHZ9.0, JRB2). THER KIS H#E = i A 30 min, £,

3.2.8 JitaAHC (30 mmolV/LEEMRE "%, pH=8.5): FRH(3.96 gfifRE — 4%, T
1000 mL/AKH, PAZ/K IR pHZES.S, WA T A K i 75 1 A.30 min, #5HH .

3.3 PRAEE

3.3.1 WHFRARE (GBW 08666): LAl (As) i, & FINIEF-H T
R IR VR bR HED 5T o

3.3.2 WHERIRVE (GBW 08667): LA (As) it, [ FIMEHZ T Ay B
F AR EY B -

3.3.3 —HEPE (GBW 08668): LAl (As) i, £ FINIEF-H T i
R R VR bR HED 5T o

3.3.4 AT (GBW08669): LAl (As) i1, £ FONIEF-# T
R RIS VR bR HED 5T o

3.3.5 TSI (GBW 08670): LAl (As) i, & FONIEF-8 Tt i
R R VR bR HED 5T o

3.4 bRk R T )

3.4.1 WA E 1 (As(IID) FrifEfE# R (10.0 mg/L, LA As 11): #ERIFREL—
7€ M)A (3.3.1), HKFMBEIFERE 10 mL, 2 'C~8 CIKFEFA]
17 6 N H

3.4.2 MR T (As(V)) Fr#Efig &M (10.0mg/L, Lh As TH): #ERFREL— &
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EMHERIER (3.3.2), FHKMREIFERZE 10mL, 2 'C~8 CUKFHT R {RIF 6
NMH
3.43 —HEM (MMA) bRkl &0 (10.0mg/L, PL Asit): HEMFRE—E &
[ — FRIERRVA R (3.3.3), FIKFRBEIFEARZ 10mL, 2 'C~8 CUKFH AIRIE 6
M
3.44 “HIEGH (DMA) bRl & (10.0mg/L, LA As iF): HERIFREL—E &
() — FRIERVA R (3.3.4), RUKFIBEIFEARZ 10mL, 2 'C~8 CUKFH I {RIE 6
NMH
3.4.5 THEEN (AsB) ARiEM&VE (10.0 mg/L, UL Asit): MR- & &
OB SRR (3.3.5), FIKFRREIFEARZ 10mL, 2 'C~8 CUKFHAIIRIE 6
NMH
3.4.6 FIEASHRAEF RNAR (1.00 mg/L, PL As 11): 2 75IHERFEEL 1.00 mL 4
5 10.0 mg/L [£) As(II). As(V). MMA. DMA F AsB brifEf 5 AW T 5 4 10 mL
e, FKMBRERZEZIE, 2 C~8 CKMHFREZE1ANH.
3.4.7 As(IIDF1 As(V)VRAFRAEF RIVAIR (1.00 mg/L, Lh As iF): 45 A AERRIEL
1.00 mL 5 H 10.0 mg/L B As(LD)ArEE i 25 (3.4. 1D As(V) bR Al &1 (3.4.2)
T 10 mL A&, FKMREEAEZIEE . I B
3.4.8 MILATR A bR VAR (100 ng/L 5050 wg/L, PLAsit): 207l
W — 5 B IRE N 1.00 mg/L 1) As(IIT). As(V). MMA. DMA Fl AsB &2
PrfE AR (3.4.6) T 100 mL AHEHM A, H 0.15 mol/L MHRRVE (3.2.2) Aol
B 10 wg/L 8E 50 wg/L FRAFRERR. Ik A,
3.4.9 As(IIDAI As(V)IR EFrAE RIS : 53 I HERIR I — & B EN 1.00 mg/L
(1) As(IID AT As(V)IR & FrE R [A)VAR (3.4.7), FJ 0.15 mol/L THERIATR (3.2.2) Hi
BECHI IR E N 0.0 ng/L.2.0 ng/l.50 ng/lL.10.0 ngL. 20.0 ug/L. 50.0
wg/L. 100 wg/L WbrAERS. I HIME.

T ARAE SRR S As(IIDFT As(V) BRI FEIE I B bR i RPN As(TID)
AR TR, #HAEal T As(IAT As(V) B LRI b H 22 _E R MR
J EHTIE -

4 AR
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4.1 VAR -T2 e e X (LC-AFS): HIVRUM (i A 5 i 7o e e it
2H o
42 ML KD,
4.3 EERR L.
4.4 TUBOHB RS A IR R
4.5 BOHL: HEH =8000 r/min.
4.6 pH it: ¥R 0.01.
4.7 BT R JEEHN 0.1 mg M 1 mg.
4.8 fHIRFIEAE: REFER2 C,
4.9 FHFEPIHGEA .
4.10 JEMEE: 045 pm.
4.11 fFM; KifE<425 um (FRfL=40 H).
T RIS ML S L BN WX 7 DU BRVA MR (1+4) 123624 h, FHHERIK
R MG, e KT

5 OB

5.1 AFEHI %
5.1.1 TFF

B TEHE . BB, KB T SR, BT B
SIS, RARIE 425 wm DLF (AT 40 HRAERD: RAPGR L
BYRARERE, AR R RIARIL 250 um LT GRS T 60 HLA L. 2401
BULE RS GRIUKFEsh0), Wit (R Bk, 0 (AD f4. i (B 215 Tk
dn, BORT BRI, BANERR OISR, HERAE R
5.1.2 8 &)

BEET T . KT BERES, YR T, I &Sk B i, M.
i (D ke, AT IR B, BRIy, &, T
2 C~8 CUkfABAH. &K EAL, T-20 CIKFETHIRTE.
5.2 AFFHEEL
5.2.1 #BAREHEE
5.2.1.1 IR
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PRIV PAREL) 0.5 g~1.0 g GEFIZE 0.001 g) T 50 mL ¥R 0EH, N
A 20 mL 0.15 mol/L fHRIE (3.2.2), iwhelR>. T 90 CHHIRMH#HIRHE 2.5
h, #ERE 0.5 h R¥E— K. e E, A A EEE, 8000 r/min & 15 min,
W EEER, 2045 wm JEREE, AR [FBRMSE ER5R.
5.2.1.2 T BhiR BGE

FREXASYDRFEL) 0.52~0.8 g (HERAZ 0.001 g) T R BUEES, A 15mL
0.15 mol/L fEPRIFWR (3.2.2), YRS, watfWNas, He¥sban, B THBan i,
KB FETHIR 7 sUBAT SR, O i B SE BURE P WAR 1. $RELE B, W3 E
8 000 r/min 20> 15 min, U EJE7ER, 4045 wm JEENE, A0 [FIRHHE
SRR

T A B BE P

DR TIEIW 12 il ./ C PRFFH [A)/min
1 1600 70 10
2 1600 90 10
3 1600 110 15

5.2.2 B LBLE RS GRINAKF= 30D 7KP=sh il e E

FREUERZ) ) LB LE B 5 GR IR = 300D K P2 SRR 2 1.0 gORS i 22 0.001
g) T 50 mL BHEE L& T, A 20 mL 0.15 mol/L FEFER-0.45%id F L SR
W (3.2.3), wWHERA. T 90 CIHIRAADHIRIR 2.5h, &FE 0.5 h k¥ — K. &
Hsete, EUHAEIE =R, 8000 r/min .0 15 min, B S mL FiERE T &0
B, N SmL IES4e, JRHE 1 min, 8000 r/min &0 15min, FE EZEIECk,
P FEEE — K. W EERL, £ 045 um KRIEBRJE, A, FH
SR
5.2.3 BB AR

FRECT- 6 B IR 0.2 g~0.5 g B B IARE 1.0 g~2.0 ¢ GEERfR A 0.001
g) T 15 mL BHEEE &S, I 10 mL 0.15 mol/L FEERIEW (3.2.2), BT
60 CHFE/KBHII 1 h, & 20 min J&3E 1 XK. REGSE, HHEAHZEER,
8000 r/min &5.0» 10 min, WX FZ1EW, 4 045 vwm JEMRELIE, ARl RIS
FHA .
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5.3 Mz
5.3.1 WM EOIESHEZM ()

TR : BB A A, 40 Hamilton PRP-X100 (250 mmx4.1 mm,
10 wm) BEEERRE s FkE: B A8 #e i 4%, 4 Hamilton PRP-X100 (20 mmx2.1
mm, 10 um) BREERITAE.

WAIAH A: 15 mmol/L B — S A, pH=6.0; Jii#: 1.0 mL/min; B
B: 100 p L. FEHEMIEHTRES. Bk OK G MBY LKA a .
5.3.2 WA EIESHE XM (2D

kA B FAC 4, W1 Hamilton PRP-X100 (250 mmx4.1 mm,
10 wm) BRERRRE; kE: B A8 e il 4%, 40 Hamilton PRP-X100 (20 mmx2.1
mm, 10 um) BREERITAE.

WEAHB: 1 mmol/LBEFR S 47, pH=9.0; JsIAHC: 30 mmol/LEERE
TEETRW, pH=8.5; Ji#: 1.0 mL/min; BEFER: 100 v L. BEEEVEIAE R W2,
Tof P e AR 7 38 T BT R

T MR REH T A R, AR % B S = A B T 0 i 2 T R Sl A
WRIE JepH,  LERIIE 3 B8 Je R i 2 SR B 22K

®2 FREUEAR R

‘ It [A]/min
2H 1%
0~5 5~11 11~20
3 FHB% 100 0 100
B FHC% 0 100 0

5.3.4 JRT 36 HE S %A
JEF AT S 2 A a0 T
a) fifEE: 280 V~300 V;
b) T AL : 90 mA;
¢ FH/AHBI I 50/40 mA;
d JFr T KIEER T
e) R 200 C;
) WM 5%~ T%TE BRI ;
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g EJEF: 20 g/ LIEAL B IA:

h) #5 GEAD HE: 400 mL/min;

D AR GEAD JE: 600 mL/min.

5.3.5 Ptk Hh & i

BB A A, RrREgfae s, e ARG EER (10 ug/Lik
50 wo/L), B &MIEATEESEE, FASI)FIAS(V) RS IR ME R VIERAZ T
B RE EHAR 3 = 23 T N il - J5 7 OO IE I A BEAT I E DU HE R
BT AR E DR BE RS, LGS TR AN AR, b v it 2 .
A TR 0 1 L I R L 2,

VR 2 A LA R A K B A B FC I P B S L AR
JRRE R TEH LR , 75 SR 0 BRI P M50 1 of LIRS 25 TR A b v VA M o 0 8
i
5.3.6 #FinillE

R ARV 100 1 LYE NI - B 15 6 e i B AR, R 31 B,
PAOR BRI [A) e P o AR AR h 215 BRI P As(1) 5 As(V) & &

6 &
WAEFFAS(INELAS(V) & &% (1) &
X = (c—cy)xVx1000 L. Lo e e e e e e
~ mx1000x1 000
........... n
A
X — T As()ER As(VIE & (B As 1), BACAZwE T
(mg/kg) ;
¢ —ME B As(I) R As(V)IKE, BALCA AT Cug/ll)
co —ZEBEBT As(NEE As(V)IKEE, FAONTRETE Cug/l)
Y, RAEIRBUBARE, A= F (mL);
m  —iEEREERE, AN (2);

1000 — ¥ R4
TS EET As(I) & ES As(V) &= Al
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[H]

MM =>1.00 mg/kg B, THESE R 3 A REE, UL ES =
<<1.00 mg/kg I, THEEERIRE 2 A0 R .

7 RBEE

A AR AE AR RN 2 2 8 8 3 SR 1 3R AT B0 79 00 S N 78 25 SR AR X A
2, BERh U &R KT 1.0 mg/kg B, AR ZEAHERE 10%; /N F k& T
1.0 mg/kg H KT 0.1 mg/kg I, AHXAHZE AR 15%; /T 805 T 0.1 mg/kg I,
FXTAE ZE AN 20%.

8 A

1400 -

1200 - DMA

1000 - AsUID M

g 800
600 ASCV
400

200 1

0 2 4 6 8 10 12
t/min

YLA: As(II) —IEAMEEHE; DMA — —HIEAf, MMA ——HEEA; As(V) —
TR o
Bl 1 WAHEESE KM (—) SFREGEL, DURRR LA TR A bn i e v (&
(10 vgL)

5000 MMA
4500
4000
3500
3000
B 2500 - As(l) DMA
2000 As(V)

1500 -
1000 -
500 A AsB
T T

T 1
0 5 10 15 20
t/min
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UL AsB —RIEHSERR; As(IIl) —EMHERHR; DMA — —HfH; MMA ——
FHILRH, As(V) —HHEZHR .
Bl 2 WAHEESH R (D BREESEM, TR TR G AR A T i

(50 wg/L)
9 iBH

9.1 AR A ) B 1 15 A

WO - 70 G B B HA B R T . AR RV Rl B 451
o BCNTCRIES BN B 7k 2 — o WOt A — oo sg sly
JUH, AIREATRRRE VR o AN [E] R SR T O AN, A AR AT OGRS 1
W BREAES SRR & TAEER G, J5 o] 4T 5E56
9.2 KRB FriE il S AEAL ) R ) 25K

XPSREG R IK . REER . BERR S, BERRAE 8. IEC k. ZUK. WA
L OSSR, B, JRE SRR SRR — e TR, RIEAS
SN E 1 5 G Rl B O B A A TP R T G O, bR N
EIAE . bRl @ O R4 E FZUGE IR TR B PR AEY BT, PRUEMIE M .
9.3 SEIGHERR I FR I RV M

B i AU E 8 IR B o b, EEBT IR S AR I A PR RS G . s L
BRI, HAR B & B AT RE RS 4, 8 A0 S8 i =i 52 R U

T T A5V 5 B A FH P VR A 1 2R 27 VT e B I, T e R 28 2 I %%
A B0 E 45 R IR 2 o IRBHAH TR IR ARG, 2 G I e A A AP PR <
ARG, FECE ST R, R R R B B S G
9.4 Ff S il 2% B 43 HT I (1 G AR

TR it o] 28 R T A B R T AR 2 ORI R AR L S L T8 XU DA S R s
BT BRSSO, DAORUESS S o AR PRE N 2ok 1 4
FIAE BREAT DACRIE T H LR S B

P A i PR BV BT A5 P )3 A U 2 B A A, FRAECRI A A,
A8 5 i S SN DR AT o SRR R B IRAC, 38 4 S i 32 30375 G S ik
S5 HAEARE JT o A AT A B R b RO R i S SR G 2R e /4R S 90 Cn
BT 75 E IR R SO E, BCRIETROL0.45 w /K RIEML. A & AF
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AEREA VR B0, SRS TG

S AT IS T 2SRy i 2R R AE 56 R AU =0.999, 52 e it 24 Y Hh e S 59
FEZTAE by i R IR BEV B P, 4 it S BB T LA B2 25 B i I, 3 24
BeJE (BUE MR N ERBGRAARD FHETIE, BRI E FHEmE . 1ERA
TR B R A UEAR M) 5 I R SR FE b (SR e i AT o B s ], i SO (Rl e
25 11 1£ 80%~ 120%5315 il 4
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T B R ESRIE KA RRERE P (HPLC-ICP/MS)
1 EFAER

AFRFPHE T A b F TR (VR % — PR 5 55 28 T4 B I 5 5 i
ARG T8 8 R EORIGIE , HEFER N 1 g, SREURIAT A 10 mL,
FRBASEON 2.5 ), J7ikk IR 0.002 mg/kg, J792:E B FR N 0.006 mg/kg.

2 R

i SR A I B 1 mol/L #R1R-0.05 mol/L L->-[ht 2 R SRR #h VA W
FeHL, WE—EpHE )G, BAHEEHT O, 2BEN sk amad S b
HAENICPIE G, fdz&k. M. B, BESERE, Ko
EHAET, 2B T RERGINFIEN, B OORIE A T 25 BE .
PALR B IR [R] M 5T 7 LU E 1%, AR IR THIRA E & o

3 WFIRRE

BRAE S A E , AT BT R IR 28, 7K HGBIT 668241 5 11— 27K .«
3.1 Al
3.1.1 FEE(CH;0H): faigali,
3.1.2 ERERHCI),
3.1.3 ZF&%%(CH;COONH,): Z3#r4ili.
3.1.4 HEAKFREA(KCr07): Zr sl
3.1.5 fiHfR(HNO;).
3.1.6 LR R R Eh IR 3h (C3HCINOLS): 4 #T4li.
3.1.7 & I/K(NH3-H20)5
3.1.8 FJERE(C14H14N3SO3Na): 4344,
3.2 AL
3.2.1 FUKEW(1+1): &HL 50 mL &K, Zei@ A 50 mL KA, JRBA].
3.2.2 THIRVAW(5+95): =EN5 mLAMER, ZRZEMAN95 mL/KH, JEZE].
3.2.3 EARIRPHIAHERIAT(0.59/L): FRHNO.5 gH AR IRAN, FH AR VA (5+95) 1% fif
JEAFEA1000 mL, TR,
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3.2.4 WEE/KVEM(1+1): HEEL100 mLFEE, Z218H1 100 mLKH, J84).

3.2.5 ViishAH (5 %HEE+0.01 mol/L ZFR#4+0.1 g/L L-"A IR ERER #h): FxHll g

L- PR SRR &, 0.77 g4 TR %, B 11000 mLAE &I, FH/KEM#E, FInA50

mLEEE, &J5HKEREZE. 2045 nmENLRIERLIEE, THAEKSGH

B A <30 min. I AL

3.2.6 HIIEM IR (1 g/L): FREL0.1 gF3ERE, ¥ 1100 mLAKH, TR,

3.2.7 FERIREUA (1 mol/L #HEZ+ 0.05 mol/L L-Ft & R LR ). =83 mL;

R, VBT /KIEFBELIZ2ES500 mL, fIANS.78 g LKt & ERERIREL, VA AR5 i N5

SRR R R (1 g/L), TRA]JE €25 41000 mL.

3.3 R

3.3.1 &4k7K(HgClz, CASS: 7487-94-7): 4ifF=>99%., H4HZNIEH% Ths

HEP JTAIE 15 AR HE i o

3.3.2 &AL R (HGCHsCl, CASS: 115-09-3): 4% =99 %, 4 [FH S AUEH

P2 T ARAEDD I TS BIARUE i o

3.4 BRI

3.4.1 FREFUERE (200 mo/L): HERIFREUAL7K0.0270 g, FH H A% ERHH HAH IR V%

T (0.5 g/L)EAR, FEAN100 mLA B, IES IR FIHERIER (0.5 g/L) =X

g, R

3.4.2 FFETRARERE % (200 mg/L): HERAFREN0.0250 g&tb LR, HI/b & Rl

VR, FEN100 mLA BT, I BRI (L) BRI, ’A.

3.4.3 RILAWAIRAEPF(1.00 mg/L): 73 ARG B BUR bR HERE 8. FH IRk bR

#EA 5  #-0.500 mLT-100 mLAA S, IimsiAH R, R . 1.

3.4.4 FRILZFZIRAHFAEE (100 1 g/L): HERIR IR AR A bnifE A 1] (1.00 mg/L)

1.00 mLT-10.0 mLAE SR, MR ZEZIE, B, IEHIE.

3.4.5 FELTRBRUERFIEI : 73 I HERRR R T AS TR A An 8 H (100 1 g/L): 0 mL.

0.020 mL. 0.050 mL. 0.100 mL. 0.200 mL. 0.500 mL#11.00 mLJ-10 mLZ& &

H, RN B ZIE, A R IIETOR =K E 47280 g/l 0.200 1

g/L. 0.500 pg/L.1.00 mg/L.2.00 ng/L.500 ung/L.10.0 wg/L. IHBIHAC.
A AR A ) R BURE BORE it R B OR 1) 5 B B B b v R A1 R
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[EH]

SRR o
4 B[ EBE

4.1 WA T - H B A 55 B AR TS A (HPLC-ICP-MS) s FH A €4 1% 5 R
AR TR A
42 HWTRF: BEF0.01mg. 0.1 mgFll mg.
4.3 51,
44 TR
4.5 RURELHL: i =8000 r/min.
4.6 EFEPIHTESE.
47 AHLRIERE: 045 pm,
e TR BRI TR A RIS R (1+5) R, B Rk R E ik, &5 H
VI QUL RE P

5 OB

5.1 k&
5.1.1 [HAHE &
5.1.1.1 T
F. B/, WL FH FHIACR, BB SIS KRR, BT E
gy, DERZSEREAUR IS AT ERLHS . EER. TSR
RIPBARE S, 7850,
5.1.1.2 fefff
BT RIE KPR R K AR S BN, B, BT A1
5 MTRZE. BRI R S KI5
5.1.1.3 VR Rk £
MR IR VR B SCRE SRR i, IURT R S I A
5.1.2 WS R
BAORE TR 5 S RE SR 5T
5.1.3 LEAFE M
PRI 1

kol
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e TERFEAMI &SRR, SE AR G
5.2 AR

FREUAEAH0.50 g~1.5 g (A5 /1 £10.001 g), B T15 mLIER} .08, IIA10mL
FES IR BUA . SR T A KB E60 min, BAAIIREESLK. 4 “C T LA 8000 r/min
B5.0015 mine HERGIEL2.00 mL_EiERES mLAE B ZI R E T, SR
NEIKIEW (1+1), R EB R RN, IUKZEZIEE, RS . 4045
MANLRIERSIE, FF. R B

T N KR (L L) B A BN 8 G TR - R = AR [ AR AN
IHO AR BEAR RIS, SEORMCEYHER, 1B E B WA .
53 s
5.3.1 AH I 225 %At

RN S LRI

a) fitk:: C1870#rk:(150 mmX 4.6 mm, 5 um)ei2E 3 its:,

b) WiENAH: 5 %H EE+0.01 mol/LZFRE+0.1 g/L L-F- Bt & FR EhER & ;

C) ViiE: 1.0 mL/min;

d) #EFEARL: 50 wlL.
5.3.2 HUBAN G &6 B TR TS AN 225 2% 1F

FLERE & 55 B TR T RS A 28 A

a) HHIhE: 1200 W~1550 W;

b) KAEURE: 8 mm;

¢) ZHEIRE: 2 C;

d) #HA(ES)E: 0.85 L/min;

e) FMESR(RES)ME: 0.15 L/min;

f) BloritiE: 0.5s;

) A far e (m/z): 202
5.4 Akt 2 B

BB AR i 5, et ktare o, e RIS IRAARHERTR(1.00 1 g/L),
W5 B RILSHI B, £50 B (RSLE)IE R E R G, ¥ R RARUE R IR BHE
o B A E KR 21 155 43 A N VBOAH € 3% - Pl JBORE & 55 8 4 S I S R gk A7 0 e
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[H]

LUARHE 28 9138 W0 R 2R 1R o iR R A b, DA C R I T A9 N A B, HRI AR
HEHIZE . RIB SR SRR Ok K2 WKL,
5.5 GUFFIE BN E

FEITE b i A R R 8 25 1 5 ARV 22 ORISRV VBUE N VB €
- BN 5 S5 B AR IR A, SR, DLOR B I TR AT 5 i L E 1. AR
AR HE Hh 25 BRI 0T F R B RIR o TAT I A D TP Bl
LN (kB S IR A2,

6 TG RIFRR

BRI E 25 4% R A5

X:(p—m)xVXf
m %X 1000

A
X PR AR & (B Hgit), A= 8T 5e (mo/kg):
f — MR, 2.5;
p  ——ZbRE AT B 1 E T ORI, BTG TH (uo/L)s
po ——Z bRtk M EAF 2 172 IR P R R IR BE , BN B (pg/L)::
Vo —IMIRBGRFI A E K AR, S A= TR (mL);
BAERRRE R, BTN TE(0)s

1000 —#H R

M ESR B E>0.100 mg/kght, THERRE =0 A 8807 YRR S E
<0.100 mg/kgit, 545 AR B P G 3 7

m

7 RBEE

BURE R & >0 mo/kgitf, 7R B ISR A B (OB S I 5 25 S
o) ZEAE AFHE L AR E B 110 % 0.1 mo/kg<iREH H ok & <1 mg/kght,
1E 55 MR 25 1 TR BRG0P VR ST 0 5 5 L (1 446 o 25 4 AR 15 5 B R ST SR I
15%; AFEH 3R 5 8<0.1 mg/kgtf, 78 VS AT T 3RAF B O 5 45
R Lt 25 A AR 3 11120 %.
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8 A

| | \
/ N
e e e A e g S et

e e e i

T
40
REIRIE] (min)

B 1 1.00 pg/L b vH v v B i
(LTGHLER; 2. HFRD

RERA (min)
BRIl 2 7K fERE i e
(1.TEHR: 2. EER)

9 YiBA

9.1 FEAIEIR pH (B ZAEHIE I8 FH 1 Cas (i HNE & pH JEEIN . 815 pH 44
JE LR L BRI G, B RA N AL ZE IR

9.2 TRl IS, TE/WE 10~20 /M5 FE—mhriEa R € Es%
Yol B A e A Aa e Tk

9.3 JRRTREAH IS il ik A (R BARE (e AE S BB N R I . BOH
FIEHEES BRI, R FAAE S0 B 56 BE AT i B ], [ B e
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[H]

80 %~120 % |H].

9.4 FEHGHH ) L-~F It R £ IR #h vl (8 L 2R & AN, IR IR R AL

A

9.5 FEHUAKA 1 mol/L EhER+0.05 mol/L L-F I & BR Eh e 2k, PR EhBRue & ]
BHROED EHER PR FIRE, AT, BRI, N T REUE. RN
FERAR PRI A ) Eh Bk FE v 5 {8 5 pH AEL.
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+—. AP FERNE R ERIEFRERF (HPLC-AFS)
1 EHJEH

AREFFRE T 8 b o F R VO 1 — 51 58 e il I 7 v
ARG T & 5 TR EOR I IE , HERER N 1 g, SREURIAT Y 10 mL,
PR EO 2.5 ), J7 kG IR 0.008 mg/kg, 7792 E BFE A 0.03 mg/kg.

2 R

i LR R I BI 1 mol/L 35HR+0.05 mol/L L-2- b & R 2h R #h %
LR, AR —€ pHAEJG, DALBAREIE T 208, Gl s NTEZ K I H
ik RS, EEIMDCHUR N SoREM TS IR SR, I ESRFEASNTONIR . BRI
R, TR S AN E L S B A R 78, B R 2R AG e . OB
IS IE)SE 1, AMPRIR I THIAR E &

3 WFIRRE

BRAE S E , ATTE BT GRS 9 0 4, 7K GBIT 668241 7€ 11— 27K
3.1 Bl
3.1.1 FEE(CH;0H): faigali,
3.1.2 &/K(NH3-H20): g4t
3.1.3 AHEAAT(KOH).
3.1.4 WA (KBH,),
3.1.5 B (K2S208)-
3.1.6 ZFR%(CH3;COONHS.).
3.1.7 $hERHC)) : k4.
3.1.8 fHER(HNO;) : gkt
3.1.9 HEEHRH (K2Cr07)s
3.1.10 LBt a iR #hiR #h  (CsHsCINO2S ).
3.1.11 FIEFE(C14H14N3SO3Na).
3.2 BT
3.2.1 EHRIEM(1+9): =HN100 mLERER, ZE1% M A900 mL/KH, B,
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3.2.2 AEMHEW(2 9/L): FREN2.0 g AL, H/KIEM MR Z1000mL, i
515

3.2.3 WAL HIVATR(2 g/L): FREN2.0 oISl BT, FEUSA R I(2 o/ L)V i i
221000 mL, VAT, I FBUR.

3.2.4 BRI (2 g/L): FREXL.0 gid BRERAH, A SALHNE R (2 o/L)iE A5
2500 mL, YRS I AP

3.2.5 MHERVAW(5+95): =I5 mLAHER, Z2Z2in 95 mL/KH, VB2 .
3.2.6 EESTRETAIRSIRVA W (0.5 9/L): FRHEXO.5 gE S BRET, FHRHMNR VA Wi (5+95) 7% i

JE M BEZ1000 mL, R4,

3.2.7 ZKIEW(1+1): &EHL 50 mL ZUK, 221 50 mL /KH, RS,

3.2.8 FIEE/KVATR(1+1): =H100 mLAEE, Z24%HAN100 mL/KHr, 82,

3.2.9 VizhtH (5 % EE+0.01 mol/LLFR#k+0.1 g/L L- MR Eh IR £h): FRHNL g
LM BR Eh R &, 0.77 g4 TR %%, B 11000 mLAE &I, F/KEME, 150
ML, REHKERZEZE. 2045 umGHLRIEFLIESS, FBH K+
7 REA30 min. I FHERELD .

3.2.10 HFEEFEFERT (1 g/L): FREL0.1 gHFERS, 3100 mL/KH, JBAT.
3.2.11 FEFRBUAR (1 mol/LEFZ+ 0.05 mol/L L-2F & IR E: % ). 2 HI83 mLE:
B2, W T/KIERBEZAE500 mL, JIAS.78 g LKt @M EER LR, VA5 i Insi
FILRS R R (1 g/L), RS )G E 41000 mL.

3.3 bR

3.3.1 &4k7K(HgCr,» CASS: 7487-94-7): 4liF>99 %, BRZE SN2 T brifk
PSS AE 5 B AR HE i o

3.3.2 SMLHHEK(HYCHSCl, CASS: 115-09-3): #lifF>99 %, B4 E KL 7
FARUEYD FUE 5 BRI o

3.4 BRI

3.4.1 FRAMERE (200 mg/L): HERAFREUEL7K0.0270 g, F B A BRAR AT AR 17
T (0.5 g/L)EfR, FEAN100 mLA B, ISR KIHERIER (0.5 o/L)EX)
B, R4,

3.4.2 WREFRARHERE A7 (200 mg/L): HERAFREL0.0250 g5tk LR, FI/b & R
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W, BN100 mLAEMS, I E/KIERQA+H) ZZ05E, ',
3.4.3 FRILAIRAFRAEE F(1.00 mg/L): 73 BV R B R bn e i 4900, PR 3ER
PG %K %-0.500 mLT-100 mLA &R, MmaiHEZ15, B lnHIAC.
3.4.4 RILEZRAIRAEET(10.0 pg/L): 6 I BUTR & A 58 B 7 (1.00 mg/L)
0.250 mLT-25 mLAENLH, ImaiH = L8, A . I IAS.
3.4.5 FH ISR Ap AE M8 FH R (1.00 mg/L): 7 A W B HR 35 5K B v fif % ) (200 mig/L)
0.500 mL7-100 mLA &, MshH R ZIEE, R . A,
3.4.6 HHEIRARIE R PR J9 i THERA IR B 8 SR s v 488 7 (1.00 mg/L)0 mL.
0.010mL. 0.050mL. 0.100mL. 0.300 mLA10.500 mLF10 mLZ& &I+, nifish
FHRZIEE, WA e RFNEBOR T2 7 780 pg/L 1.00 pg/L+ 5.00 pg/L.
10.0 ug/L+ 30.0 pg/L+ 50.0 pg/L. I FIELAD .

s AR A ) R SR it v FR R 5R 1) 5 B B B B v R B R
BRI B

4 B/ E5RE

4.1 WAL -JR T OO S B A (HPLC-AFS): HIRUH (il 43 . 7828 58 AN iR
ARG SFET PG R
4.2 HTFRF: EEH0.01mg. 0.1 mgHilmg.
43 KM
4.4 EEENL.
45 RUEHREOPL: FiE>8000 r/min.
4.6 HEFEPIETER.
A7 AHLRIEMB: 0.45 pm.
TR BT B A8 LY 75 AN R VA MR (1+-5) I %, FH B R R sk, e H
IKHBE T

5 TP B

5.1 FEH %
5.1.1 [EZSFER
5.1.1.1 F#f
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HRL AW WKL R TR R SIS ERE A, B0 R

gy, BN A EER U A X EARLSIR . EOk. SR
RIHIRFE S, B4,
5.1.1.2 ffpe

GRS KR KPR S A K R S BN R, BT, BT B A1
5 TR, SRR SRS
5.1.1.3 R SR fr

o fRUR IR R £ 5 S ES R, BT B A S I A
5.1.2 WS

BUCRE, R SERE R ST
5.1.3 [ AR

PEREE AT

Vi FERAEAIH & FE T, R R AME RS s
5.2 BFEIREX

FREUFE 50.50 g~1.5 g (&7 £)0.001 g), & T-15 mLEERI B0, TiA10 mL
PRI UA R . SR N KB 60 min, HAEHRFEELR. 4 °CFLL 8000 r/min
B5.01 5 mine MERIEL2.00 mL EiER RS mLAEMBZIERE T, ZE N
NZUKEWR (1+1), AR BB IR RFINAS 6, IKZEZE, 85 . £0.45um
AHLRIEMIEIE, FFI. [F S IR
5.3 AUERSH KM
5.3.1 VAR S5 % 1F

RN T SLRT

a) fitk:: C1870 (150 mm>4.6 mm, 5 um)EiZE 3G itF:,

b) WishAH: 5 %H EFE+0.01 mol/L ZFRE#+0.1 g/L L-F- Bt & FR Eh ER & ;

) MiE: 1 mL/min;

d) FEFEAER: 100 pL.
5.3.2 JR TR ICKIIN S oAt

JE PRI S 2 6 0 T

a) ik 300 V;

I
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[H]

b) FRATHL#E: 30 mA;

o) R IT: WIE T

d) #ik: ERERVE(1+9);

e) FMIE: 4.0 mL/min;

f) EJEG: 2 o/ LI AL A AT

g) KBIEFARE: 4.0 mL/min;

h) A4bil: 2 o/ LI B R A VA 1K 5

i) EALFIIE: 1.6 mL/min;

j) BA@E@ER)E: 500 mL/min;

K) (@ S)AE: 600 mL/min.
5.4 Ayt 2 rdifE

BOEAAS R, FrEEEAE S, MERESRSIRERRA0 poll),
T & RIEAS I B E, f50 B FE(R>LE)IERNER G, 4 I ER bRtk R 5%
o A FE AR 21 18 3 Sl N BURH - B 58 OIS B R A R AT I, DA e
RINER T H AR S ER R ARER , L ek A AL KR, i EARAE i 42
TR AS TR A R HEVE W a1 2 DL ] 1
5.5 AFEVER I E

FE I 7E A i 2 [R] G S5 1 T S AR VCKRE 2 RO RE V0 N B B
- SR AOGOGIE A T, 1320tk B, DLER B IS R0 o 47 EU E 1 o AR A oA
AT BNAREIE R R IR B BB . BRI VR ) €3l ] 2 DL 12

6 HTERKIRR

BRI E 45 R 4% R AT

=(p—po)><V><f

X m X 1000

A

X — AP RS EOL Heit), BACAZ T 5 (mg/kg):

f — R, 2.5

p  ——LFRE AT B I W b R EOR RS, BT TR T (1 /L)

95



[EH]

EZREmBE 2 MK 0 2024 fFEIZR B s MG E EE XK N TIEF

po — LR 2015 B A EVE RO TR OR IO EE, AN ROE T (v
g/L);

Vo ——IARBGAF I ZUK AR, SN2 T (mL);

m  ——IAFERRRER, A 970(9):

1000 —— 5 RHL

YRR R =1.00 mglkghf, THESRIRE A RAET; YRR
<1.00 mo/kgitf, T 25 SR R A A 2T

m}

7 RBEE

BURE Hh FBE SR & 5 >1 mo/kg i, 78 B 52 1R AR A SR A RO T VB S i 5 SR
Yoo} EAE AT A A K10 %; 0.1 molkg<iftRf o B3R & 8 <1 mglkg
IS, E H S SR A T 3R I PR BRSNS 25 SR 1) 4 0t ZEAE AN SRR P (B 1Y
15%; A I EOR & 8 <<0.1 mo/kgh , 785852 1 S5 A1 T 3RS (9 S N 5E &5
R LT ZAE A FOR T S{E 120 %.

8 [t

2 500
LT

2 000

1 5004 FBLK

1f

1 000

500 -

v T v T ] T v T
0 2 4 6 8
ifmin

B 110.00 1 g/L FruIE i Kl
(1. TeHlk; 2. H 35K
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4 000
3 500- ::p- S
3 000—.
2 500-:

2 000

If

1 500+

1 000

500 kg

0 T T T T T T v T
0 2 4 6 8
#min

B 2 WK FRE A R
(1. Thlk; 2.
9 UiBA

9.1 FEAIER pH 1HZAEHIE P AT 1) Cas (oI HNE B pH JERIN . W75 pH 1Y,
APRIEILIZTINNZK TR, BRI RAR R AL Z i I o

9.2 eI, TERNE 10~20 MG FE— O brEEREE € HS%
YoJsuhs: B A A A AR 2 1

9.3 ] Refd H 54 5 3L A R B AT K e B S W R AE N R &3S . Bh
EEMEESHEYN, KR INAR RS T 46, Bl R A
80 %~120 % [f].

0.4 PRHUHF I Lot A M St AR v P LR IR B B, W (RS R

9.5 FEELA R 1 mol/L EhFE+0.05 mol/L L-2F Bt & Fe Eh e £h,  FRAIC Eh B v B v Uk
/b 6T FH = AN 7 1R T pH {E

97



[H]

KR

L2 NI 2024 FFEIZR B mi5H

WFIAE E 2= XN TAEFAR

BEW AVER
FP5 | THAATR EEN
1 BT EE R AN EIARERIEREE | S VFOF A oF
2 B P A A R R R E AR HERRAF R P k2 IR
TP ERR Ay KRR EREE A AR
3 (NS
W00 8 R AR HE RV 1
AR T-2 FE2OR HT-2 25 200 & [ Ar 5
4 RN
(A g
5 B ity R ORI B R R A HE SR VR R R/
6 WAL TSR R R T A AR HE SRR R
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—. BRPEREFERSASN R ERERERF (AMLERHBE HPLC-MS)
1 EREHE

AR P T i h S i B R R 5E 16 FhEL o 75 R 10 W AL R AR
LT - H EER O 1 5 7

AFRERAERE P E A T/ Kok FoR B L i DR ALt . 2240 L
B E SRR BU/B/G/Gys MAT W AGEE. TSR] HIGEE . 3- LB
TS FEE Bl ) BRI 15- ST I AU TR ) T R . TR IR RN L R it B
2 A, IRSEE BI/By/Bs. T-2/HT-2 B &R, REOMEFRS 16 FEEFERN
5E o

UFREEEN S g, IINSRBURARA Y 20 mL, &R 2L 5 A I R A
PR DIVERZR 7 (TR AL 8 (IES TR,

>

2 F#E

AR 16 PR3 R H L85 /K- ER(70+29+1, ARRLL)E BRI, $2H
WA B0 ¥EE, BCESBIMA—ERE PC AR KR w5 R FAMLERNA
PRIETO,  BORH E T - E3 B0 o 1% A 22 o b M A 2 (O A s i 1A =)
ST, RHREE AL R MR A ARIE E &

3 BRFIRA A

B A RUE S, BT i al, Ko GB/T 6682 FiLE 11— 2K
3.1 WA
311 5 (CHCN): faikal,
312 HfE (CH;OH): faital,
313 HR (HCOOH): fauif4li,
314 ZF (CH;COOH): faibal,
3.2 7 e A
321  ZJEK-HIREH (70+429+1, RFAEL): &I 700 mL ZFEIMAF] 290 mL
KA, N 10 mL HER, TR,
322 KW (50450, PRI : EHL 500 mL ZfEIIAF] 500 mL /K,
B2
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323 02%FER/KEW: WH 2 mL R, F/KFEE 1L, B,
3.3 FrifEdh
331 HMIE#E Bi (AFTBi, Ci7H1206; CAS: 1162-65-8): 4l =98 %,
332 HMIE# R By (AFT B2, Ci7H1406, CAS: 7220-81-7): 4HSE=98 %.
333 HHEFZ G (AFT Gy, Ci7H1207, CAS: 1165-39-5): #lifE =98 %,
334 EHHEB R Gy (AFT Gy, Ci7His07, CAS: 7241-98-7): 4l =98 %.
335 AT EHRJIFEEEE (DON, CisH2006, CAS: 51481-10-8): 4lJE =99 %.
33.6 HEWIEAE (NIV, CisHO07, CAS: 23282-20-4): 4i[E=99 %.
3.3.7  3-ZWRFE AT JE B ) B EE (3-AcDON, C17H2207, CAS: 50722-38-8):
a5 =99%.
338 15-ZMHhEEM AT R W MEE (15-AcDON, Ci7H207, CAS: 88337-96-
6): 4iE=99%.
339 EAKFEMAEE (ZEN, CisHOs, CAS: 17924-92-4): 4% =99 %.
3310 HMME#EZR A (OTA, CHisCINOs, CAS: 303-47-9): 4R =99 %.
3311 k5% &K Bi (FBy; C34HsoNOis, CAS: 116355-83-0): 4iE =99 %.
33.12 fREE &K By (FBy, C34HsoNO14, CAS: 116355-84-1): 4iE =99 %,
3.3.13 fREE &K By (FBs, C34HsoNO14, CAS: 136379-59-4): 4liJF =99 %,
3.3.14 T2 %K (T2, C4H3400, CAS: 21259-20-1): #liJF=99 %,
3.3.15 HT-2 & (HT-2, CH3O0s, CAS: 26934-87-2): 4% =99 %.
33.16 Zh&ETEFER (ST, CigHi20s, CAS: 10048-13-2): 4% =99 %.
3.3.17 [FfI & Wkx 13C17-AFTB; (*C17H1206): 0.5 wg/mL, ZlifE =98 %,
3.3.18 [AALZE AR C17-AFTB, (13C17H1406): 0.5 wg/mL, 4iE =98 %.
3.3.19 [Ff7 & Wx 13C17-AFTGy (13C17H1207): 0.5 ng/mL, 46 =98 %.
3.3.20 [FMZZEWAR BCi7-AFTG, (13C7H1s07): 0.5 ng/mL, 4ifE =98 %,
3.3.21 [FEMIZEWAR BCis-NIV (13CisH2007): 25 pg/mL, 4i/E =99 %,
3.3.22 [AfIZE MR *Cis-DON (13C1sH2006): 25 ug/mL, 4 =99 %.
3.3.23 [AMZZE AR 3Cis-3-AcDON  (13C17H2»07): 25 pg/mL, 4 =99 %,
3.3.24 [AfIE MR *Cis-15-AcDON (3Ci7H207): 10 pg/mL, 4lF =99 %,
3.3.25 [FEMIZEWAR BCis-ZEN (1B3CisH»0s): 25 pg/mL, 4% =99 %,
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3326 [AALFE MR BCa0-OTA (CaH1sCINOg): 25 pg/mL, 4HEE =99 %,
3.3.27 [AMLZE AR BC3a-FB1 (13C34HsoNOjs): 25 pg/mL, 4iE =99 %,
3.3.28 [AfLFE MR PC3-FBy (PC3sHsoNO14): 10 pg/mL, 2HE=99 %.
3.3.29 [FAMZZE AR ’C3a-FB3 (1*C34HsoNOs): 10 pg/mL, 4iE =99 %,
3330 [FMLFE MR BCos-T-2 (1*C4H3409): 25 pg/mL, 4 =99 %,
3.3.31 [AALZEWAR BCp-HT-2 (13 C2H30s): 25 pg/mL, 4iE =99 %,
3.3.32 AR MR PCis-ST (13Ci1sH1206): 25 pg/mL, 45 =99 %,
3.4 BRI )
341 B hRiERE R

DR ISR NE: K (50:50, B EAREFERE 16 MR RN K
CERGRA Fritk iy, 42 HEER 1 B 16 i 5 18 55 2% SR AR b E A8 25V, 7E-20 CLRAT

R 1 16 FhELB B R PARIEIOR

WFE ‘ WEE \
2 FR gl ZFR gl
ug/mL ug/mL
AFT B, 1.0 LN ZEN 100 i
AFT B, 1.0 N NIV 100 i
AFT Gy 1.0 N DON 100 i
AFT G, 1.0 i 3-AcDON 100 i
OTA 1.0 i 15-AcDON 100 i
FB; 50 217K (50:50) ST 10 i
FB> 50 27K (50:50) HT-2 100 i
FB; 50 217K (50:50) T-2 100 i

342 REIRHERE AR
GRS IR 16 Fh R TE 8 2 ArAERE ST 10 mL &S+, H
CRGERZZEL, FRAWMETE, -20CHRAF, SFRERKREEILE 2.

R2 16 FhE TR SR SRR

101



HKEmMBEEREITFE 0 2024 fFEIZR B s MG E EE XK N TIEF

[H]

RIE W W WRIE
R R B EN
ug/mL ug/mL ug/mL ug/mL
AFT By 0.5 NIV 50 ZEN 5 OTA 0.5
AFT B> 0.5 DON 50 T-2 5 FB; 10
AFT Gy 0.5 3-AcDON 50 HT-2 10 FB: 10
15-
AFT G2 0.5 50 ST 0.5 FB3 10
AcDON

343 BEHERRFNEANR LR

IR B — BRI 16 A& HE R R R FAMER T 5 mL AEHHH,
H O RERRE R EZE, FMRAET-20CRCIRAT . 16 FiREINL R BRIV
W 3. G T ERE £ iR IR RS2 7 015D,

R3 16 P E R T R A E R 3R TR S I OR S5

Wz W E ‘ W
W E
AR ug/m AT ug/m A B/ ug/m
ug/mL
L L L
13c. Bc.
0.01 BC-NIV 1.25 0.02 '3C-FB; 0.5
AFTB; OTA
13c_
0.01 '“C-DON 1.25 BC-T1=22 0.05 '3C-FB» 0.5
AFTB;
13c_
0.01 '¥C-3-AcDON  1.25 BC-ST 0.02 '3C-FB; 0.5
AFTG
13c_ 13c_15_ 13c_
0.01 1.25 1.25 BC-HT-2 0.5
AFTG» AcDON ZEN

3.4.4  hyif it ST

AR IUR A AR HERE 20T &, RA 20% - /KGR MR, BL ] A
[l 2 R VR S d e MR RV, St sl R B LR 4.

S AHERFEE 20 pL [RIAL 3 AARIR ST & MAEE T, N 180 pL X/
VR A bR 2RI B ROV, TR ieiR & 4% FIRE 5], Bl Bok & Frik it 2
WRH
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R4 HERIIRE

#2H1 R¥2 RI3Z RKH4 RIS RI6

R
ng/mL ng/mL ng/mL ng/mL ng/mL ng/mL
AFT By 0.05 0.1 0.2 0.5 1.0 2.0
AFT B> 0.05 0.1 0.2 0.5 1.0 2.0
AFT Gy 0.05 0.1 0.2 0.5 1.0 2.0
AFT G 0.05 0.1 0.2 0.5 1.0 2.0
NIV 5 10 20 50 100 200
DON 5 10 20 50 100 200
3-AcDON 5 10 20 50.0 100.0 200
15-AcDON 5 10 20 50.0 100.0 200
ZEN 0.5 1.0 2.0 5.0 10.0 20
T-2 0.5 1.0 2.0 5.0 10.0 20
HT-2 1.0 2.0 4.0 10.0 20.0 40
ST 0.05 0.1 0.2 0.5 1.0 2.0
OTA 0.05 0.1 0.2 0.5 1.0 2.0
FBi 1.0 2.0 4.0 10.0 20.0 40
FB» 1.0 2.0 4.0 10.0 20.0 40
FB; 1.0 2.0 4.0 10.0 20.0 40
4 B/ EREZ

4.1 i RV - ER B A R S5 B TR

4.2 =E B DML F2E =10000 r/min.

4.3 KF: i 0.1 mg #10.001 go

4.4 JREIRE o

4.5 TE IR TR e B IR o

4.6 Hiss: =2 1 pL~10 uL. 10 puL~100 pL #1100 pL~1000 uL.
47 e (EF% 10-100 mL).

4.8 FESTE: 0.5-1 mm fL1%.

4.9 FWAL.
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A10E T R RENL: F3E 10000 r/min.
A1 E B0 50 mL A1 1.5 mL.
41250 SLIEIE CAMLERD: FL4% 0.22 um.

5 DB B

5.1 kil &

BRI RAERFRT Lk, FEEMENUG IO L, o, (IR
/T 0.5-1 mm FLARRESTH, IREBSIES5r 2 100 g, e TAEIEH, HE
TRAT, ARSI
5.2 P A5k

HERAFREL S g CRERAE] 0.01 @) WFET 50 mL 5.0 H, I 20 mL 21
IK-FER(70429+1, ARAALL)EWR, FHHRIER G 28RS 1 min, & T e REIK Eig
HAREL 30 min, HU 1.0 mL $EBUKRE 1.5 mL B0 F, LA 10000 5/40 50 B0 5
min. #EFHERE 0.5 mL FiERT S — 1L.5mL B0 F, I 1.0mL /K, Heiik
5)JG, 1E4°CFEL 10000 /50 s &0 5 min, WRHX ST 022 um JEMR.
WREL 180 L AFRAFAIREMIEM T 300 u L WIEEH, AN 20 uL FfREBS
AR, ImBETRS), ke,

5.3 WAH (1% - BRI BT 2 2% 2% A

53.1 BAMHEE M

5.3.2.1 WAHEEH: Waters BEH Cis #: GHEK 150 mm, FE94E 2.1 mm; 3EEDR
2 1.7 pum), BEERHE: .

5.3.22 FElE: 40C.

5.3.2.3 #FEE: 10 nL,

5.3.2.4 Jiti#: 0.3 mL/min.

5.3.2.5 VizhtH: A AH: /K(ESI)/0.2%F B /KIEM(ESTY); B MH: 4.

5.3.2.6 FREEGEIIFET W3 5 A1 6.
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R 5 LB TR SR e R P

B[] (min) i 3 (mL/min) A(%) B(%)
0.0 0.30 80 20
1.0 0.30 80 20
4.0 0.30 60 40
10.0 0.30 30 70
10.2 0.30 0 100
11.8 0.30 0 100
12.0 0.30 80 20
15.0 0.30 80 20

R 6 BT G B e R

B 18] (min) it # (mL/min) A(%) B(%)
0.0 0.30 95 5
1.0 0.30 95 5
1.5 0.30 80 20
5.0 0.30 75 25
5.5 0.30 0 100
8.2 0.30 0 100
8.5 0.30 95 5
12.0 0.30 80 20

532 JRESHXAMt

5321 HTUH: HBIEE T,

5.3.2.2 FukHAH#iT A ZEKRNMENEL (MRM).,

5.3.2.3 HEfLHE: 3.0kV.,

5.3.2.4 JNHTIRSE: 500°C.

5325 BEHEE: 150°C,

5.3.2.6 Mt¥AFI<: 800 L/H,

5.3.2.7 16 MERFZR LI FEN R NFRR UG K ZH5R 7 K 8.
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RT 5 PR TR R R IS S RO A R

Cone Tim
Parent  Daughter Collision LOD
N Energ ¢
Mycotoxin Ion Ion Energy (ng/k
0. y(V) (mi
(m/z) (m/z) V) g)
n)
1 NIV 311 281%*/187 10/25 14 3.07 35
2 DON 295 265%/137 12/18 14 333 5.0
3 3-Ac-DON 337 307*/173 10/12 12 531 6.5
4 15-Ac-DON 337 150*/219 12/12 12 519 75
5 ZEN 317 175%/131 24/30 44 705 5.0
6 BC-NIV 326 295 10 14 3.07
7 BC-DON 310 279. 12 16 333
BC-3-Ac- 12 531
8 354 323 8
DON
BC-15-Ac-
9 354 292 12 12 519
DON
10 PC-ZEN 335 185 26 42 7.05
¥ rRRERTET
28 11 FEE BRI & 2T S MR R R
Cone  Time
Parent Ion Daughter lon Collision LOD
Mycotoxin Energy (min)
(m/z) (m/z) Energy (V) (ng/kg)
V)
AFTG: 331 313*/245 24/30 36 4.76 1.0
AFTG 329 243*/311 28/20 36 5.16 0.2
AFTB; 315 287*/259 24/30 42 5.16 0.1
AFTB; 313 285*/241 20/35 37 5.56 0.1
T-2 484 305*/185 14/20 18 7.81 2.0

HT-2 425 263*/245 12/12 13 6.20 25
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FB, 722 334%/352 40/32 42 5.75 10
FB; 706 336*/318 38/38 40 7.30 10
FB3 706 336*/318 38/38 40 6.66 50
OTA 404 239%/358 27/13 21 833 05
ST 325 281%/310 31/25 40 875 5.0
BC-AFTB;, 330 301 20 37 5.56
BC-AFTB; 332 303 24 42 5.16
BC-AFTG; 346 257 28 36 5.16
BC-AFTG, 348 330 24 36 4.76
BC-T=2 508 322 15 15 7.81
BC-HT-2 447 278 13 13 6.20
BC-FB, 756 356 40 42 5.75
BC-FB, 740 358 38 40 7.30
13C-FB; 740 358 38 40 6.66
BC-ST 343 327 25 33 8.75
BC-0TA 424 250 27 21 8.33

T TR ERTE T
5.4 EMENE

BURE R AR A A € 1 U F DR B BT 1] 5 A IR A v € 1 0 (1 £ B BT R0 A LA,
ARG NAE +2.5% 2 P9

TSI S T TR L, BN ARE A REE TR T E T
i HL R — R, X F— &8, £ 5 T AR & AN B BAR X F B
be 5 IR BEAR AR HE B B, e o VP m 22 A d 3R 9 e IvE L

9 B MR AR B2 BE I R OR SV e 22

X B 1% >50% 20%~50% 10%~20% <10%

FOEF B AR e 22 +20% +25% +30% +50%
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6 AHEREIRIR

6.1  BRAEHIZ

¥ 3.4.4 FRREICHI R IR 2R R 51, AR B0 m iR B UGEERE R, LK
B I 5 KR KT 7 PR B U (VR TR LU B -V BE VR TR 75 38 P - 14 T 2%
7R DL A G i I I T AR R BE AR 1], 49 315 5T VT T A - o T 2%
EVEp
6.2 BEEEWHTI E

0 5.2 A FRAS B R IEWOARE, AR (BRI THEARIR B AR5
MR, 12 6.3 THERE S h A & & e

ARFUVE VB0 P ) S 7 v A T 2 206 P 90 Rl P, e 2 e 31 ) V3 >4 9/

R & 5 S8
& R 16 FhEE BRI E:
X:C><V><f
m
A

X— RPN SRS E, PACRMR ST, ngke;

C—— AP A R IR A bR (BUOMRIE) FERRAE 28 30 BRI B
BN AT, ng/mL;

V—— PR BUR AR, AN ZTE, mL;

m—— AR, A, g

[ IR T, f=3;
A HEEERFRD BME, WE S R PATIE EARFBMER R, (R =07
AR

7 RBEE

1E B A3 VE 0 TR SR AR I TR M S 5 4 TR PR 48 0 22 AE AN AR HE
1] 23%.
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8 TiBA

8.1 AMHMEMEIEREFIGHT/NE . IOk, TR KIS LA 24U S
22 Bl R R I E

8.2 A KEMEREER, HPOESEvR Y MES R, AL
TR 75 L0 AN AT B R B b e, e e TR N SR AR R

8.3 FEJTJE 72 M F Ay -2 6 5 7 AR AR S5 58 A W% e B G 0 5 4 FIRAS
SHERITEI OGRS S S AT, T 0 535 R RS 2R
8.4  NRIEJT VI R, X Wil i) 88 7~ R B B, & H AR ) R AL I [A]
BaT AW E 9 PR BRI [R] 0.5 min.

8.5 WAFE HARY) & Bl E o & a2 bl GB 2761 MUE MR EAE, 7Hif
17 SALHIIE o

8.6 IEE TR FRMENIE (BC-ZEN) Xt ZEN A T4, HAEE s PRk
S Py AR E BRI
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9 P

STD6
20161118100 6 MRM of 2 Channels ES
o 7,04, TIC (13C-ZEN)

050 | 100 | 150 | 200 | 250 | 300 | ako | 400 | 450 | 500 | 550 | 600 ' 650 ' 700
20161118100 9: MRM of 2 Channels ES-
530 TIC (13C-3ADON)
4
520
"Tok0 | Lbo | 150 | 200 | 250 | 300 | 850 | 400 | 450 | 800 ' 550 ' 600 | 650 ' 700 |
20161118100 9: MRM of 2 Channels ES-
s TIC (13C-3ADON)
530
=
050 | 100 | 150 | 200 | 250 | 300 | ak0 | 400 | 450 | 500 550 | 600 ' 650 | 700
20161115100 2: MRM of 2 Channels E
332 TIC (13C-
7.05e4
=
b0 | 100 | 150 | 200 | 250 | 300 | 850 | 400 | 450 | 500 | 550 | 600 650 | 70X
20161118100 5: MRM of 2 Channels ES-
1000 ags Tic asc )
.
Time
050 | 100 | 150 | 200 | 250 | 300 | ako | 400 | 450 | 500 | 550 | 600 650 | 700

A: ST (R E EAKYCH: NIV. DON. 15-ADON. 3-ADON.
ZEN)

STD6
20161118111 3 MRM of 2 Channels ES+
874 TIC(ST)
312e4

887

050 100 | 150 | 200 | 250 | 800 | 350 | 400 450 ' 500 ' 550 600 650 ' 700 ' 750 '« 8.00 850 9,00
1 11: MRM of 2 Channels ES+
833 TiC (OTA)

28e

m;i
2016111
10

E

050 100 | 150 | 200 | 250 | 300 | 350 | 400 | 450 | 500 | 550 | 600 ' 650 | 700 ' 750 ' 800
20161118111 15 MRM of 2 Channels ES+
ic

781 TIC (T2)
‘“;} | 72004

050 100 | 150 | 200 | 250 | 800 | 350 | 400 450 | 500 | 550 | 600 & 650 ' 700 ' 750 800 850 O
20161118-111 18 MRM of 2 Channels ES+

m% 747 TIC (FB2)
| 6.8365

050 500 850 ' 901
20161118111 17: MRM of 2 Channels ES+

650 TiC (FB3)
1o 54304
E

T80 150 | 200 | 250 | 300 | 350 | 400 | 450 | 500 | 550 | 600 | 650 | 700 | 750

050
20161118111
621
106 »
627

050 800 850 | 901
20161118111 19: MRM of 2 Channels ES+

o 568 TiC (FBY)
' 56265
0.5

0 100 | 150 | 200 | 250 | 300 | 350 | 400 ' 450 | 500 | 550 ' 600 | 650 700 | 750 | 800 W 850 9.0
20161118111 MRM of 2.CI

m;} Si
050 800 850 | 9.00
20161118111 2 MRM of 2 Channels ES+
TIC (AFB2)
.29

m;j
0.5

800 850 | 900
13: MRM of 2 Channels ES+
TIC (HT-2)

2864

hannels ES+
1C (AFB1)
49404

0 100 150 200 | 250 300 350 400 ' 450 500 550 ' 600 650 700 750 ' 800 ' 850 9.0
20161118111 4: MRM of 2 Channels ES+
o 515 TIC (AFG1)
26604
E
050 100 | 150 | 200 | 250 | 300 | 350 | 400 | 450 | 500 | 550 | 600 ' 650 | 700 ' 750 ' 800 ' 850 ' S

20161118111 ‘6 MRM of 2 Channels ES+
a0 TIC (AFG:

1o 1806
.
[

0 100 150 200 | 250 300 350 400 450 500 550 ' 600 650 700 750 ' 800 & 850 9.0

B: 11 FIIEEFHE (M EAT: AFTGa. AFT Gy« AFT B,. AFT B;. FBi.
HT‘Z\ FB3\ FBZ\ T‘Z\ OTA\ ST)
K116 FhEEF RIE SRS NARE R EEEI(A « ESI; B: ESIY)
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= BRPRHEREERNENRERERR (AR HPLC-MS )
1 EREHE

ARFEFRE T /N R B Ll Gl DEF. T 183k%0) . &l LA
dn PERR . BT EENNAE M CEMIED 4 PhAS B R R AR R €
T R R RSN 5B TV

AFEFEAE /N0 S LR (BT DR . 18k, Hoh KL
dh BEREL ZRJET L RENEARE D RO TRl SS B BB (Tenuazonic
acid, TeA). ZZHEFEE} (Alternariol, AOH). fE& &K (Tentoxin, TEN) FI3Z4E
Wy B (Alternariol monomethyl ether, AME) %€ .

RREF T ER R IRAE R SFFEEN S g TeA Mk H IR AN E &R 5
05 wgkg M 1.5 wgkg: AOH it HFRAE B8 0.5 1 g/kg M 1.5
wg/kg; TEN PR HBRFIE RR73708 0.1 wgke f1 03 wgke; AME HIH
BRANE B PR 70515 0.05 wg/kg A1 0.15 1 g/kg..

2 JRHE

PR AR BORIRZ 1R A, RIRMEE L, EIE00E HLB [BAHAEHUE 1L,
VBURE 1 A R 2, ARIE S

3 BRFIRA A

BRAEEIE AL, ARS8 B FRARI A e 4, KON FEE GB/T 6682 FILE I —
K.
31 &M (CHsCND: aifal,
3.2 HIfE (CHsOHD: tifh4l,
3.3 T/KBERR —AHN (NaH2POs): =99.0%.
3.4 WifE (HsPO4): =85.0%.
3.5 MkiREH (NH4HCO3).
3.6 0.05 mol/L B S ANVATR (pH3.0): FREX 6.0 g To/KIEIR S48 (3.3), ¥
i1 950 mL 7K, FHBEEREZ (3.4) 75 pH 3.0, F/KER S 1000 mL, W2,
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3.7 FERIREUR A: B 450 mL 2 (3.1) 1100 mL HEE (3.2), JiF| 450 mL

0.05 mol/L R —Z 4N (pH 3.00 (3.6) H1, 15,

3.8 FEMAEEUA B: B 550 mL M (3.1), Jn#E 450 mL 0.05 mol/L Bl — 54

W (pH 3.0) (3.6) 1, JEZ].

3.9 20% T ELE: HL 20 mL HEE (3.2), MIKEAZE 100 mL, JEA.

310  WREREEZVEWL (1.0 mmol/L): #ERFFRHEN 0.08 g IkIREZ (3.5), HH/KE

2% 1000 mL, VB2,

3.11 Frifkdh:

3111 AR AR (TeA, CioHisNOs, CAS 5: 610-88-8): 100 1 g/mL,
Romer Labs.

3.11.2 A BEMEEER-D13 (TeA-Di3 (Major), CioHa D13NO3): >40%, Toronto

Research Chemicals.

3.11.3 ZZEEAIEY (AOH, C14H100s, CAS 5: 641-38-3): 100 1 g/mL, Romer Labs.

3.11.4 ZZEEE-D2 C(AOH-D2, C14Hs D20s): >98%, Toronto Research Chemicals o

3.11.5 8% (TEN, CxH3N4Os, CAS 5: 28540-82-1): 100 1 g/mL, Romer

Labs.,

3.11.6 57 % -D3; (TEN-D3, C2oH27D3N4O4): >98%, Toronto Research Chemicals .

3.11.7 HEEME R H B (AME, CisHi20s, CAS 5: 26894-49-5): 100 u g/mL,

Romer Labs.

3.11.8 A HEf My s H ik -D; (AME-D3, CisHoD3Os): > 98%, Toronto Research

Chemicals.

3.12 FRUEVE I 25

3.12.1 [FIf R A bR ERRARBOE &= & FP R R AR bRiE S (3.11), H 2B

3.1 BRIFEE, R, 193] TeA-Disfifi & (100 pg/mL). AOH-D; fifi 75 ¥

(100 pg/mL). TEN-D; f# 45 (100 pg/mL) 1 AME-D; %47 (100 pg/mL),

20°C T EOGIRAF

3.12.2 WRAEWRETAEMR (TeA: 500 ng/mL, AOH: 200 ng/mL, TEN: 100 ng/mL,

AME: 20 ng/mL): 7 BIHERIFZEL 250 uL TeA FrvHEfig 20 (100 pg/mL). 100 pL

AOH FryEME A (100 pg/mL). 50 pL TEN FreAEM AR (100 pg/mL) £l 10 pL
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AME FrifEf# 47 (100 pg/mL) % 50 mL A& T, FHPE (3.2) ERELE,
R ®EGIRIET 4CUKFEN .

3.12.3 B & WA LAEW (TeA-Dis: 500 ng/mL, AOH-D,: 200 ng/mL, TEN-Ds:
100 ng/mL, AME-D3: 20 ng/mL): 4} A#EfFZEL 250 pL TeA-Dis fifi &% (100
pg/mL). 100 uL AOH-D i % (100 pg/mL) 50 uL TEN-D; fi# £ 9% (100 pg/mL)
AT 10 pL AME-Ds i 463 (100 pg/mL) % 50 mL FEMF, FAHEE (32) €
27, WA, -20C FEHIRAT .

3.13 [EFHZEEUA:: Waters Oasis HLB (200 mg/6 cc)  [ElAH A HUR: Bk 242 .

4 UHEERE

4.1 EEBOBAEETE BRI TR HmESS B TR
42  HFRT: EE 0.001 g A1 0.0001 g.

43 BENLANE R L

44 ¥,

45 PRI

46  EIERIEIRY A F51E =2000 rpm.

47  BWAL.

4.8  TEEAHEEOHL: FEE=>12000 r/min, JEETER: -10°C~+40C.
49  FeS: BEFE 10 uL~100 uL A1 100 pL~1000 pL.

B

5 TR

5.1 Kbl

B RS RNV RS, DU 24050 2 200 g AEiARE, &
T-20C UL T #GIRAF: . PR . 18L5NE T-70 COKFE R R,
HCHE S R FH A B A i, R 200 g AEONAREE, B T-20°C UL FBLIRAT: &
A AEARRI AR A PSS FRE S (VRN 2 JE - B S 234% ), B 200 g 1
NRKE, BT-200C LU NEEGORAT . H AT A (TR MR, BT RIR
BEOGCIRAT, FREERT TR 8504
5.2 FE S BEEUAIAHL
521  FERARE CHAFEAEYIE CEEEHD BA:
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FREL 5 g iFE ORSFZE 0.001 g) T 50 mL ZIF 0%, A 200 L&
G AR TAER (3.12.3), JEmIES] 10s, FFEER. FHEMIIA 25 mL FE 52 H0R
A7), BT, WERIRA 10s, milim ik s FIRZHEE 15 min, T 4°C,
10000 r/min &C» 10 min, H{ 5.0 mL EJ&E#, HIA 15 mL 0.05 mol/L 2 — %4
VW (pH 3.0) (3.6), VE%J, 10000 r/min B> 10 min, _EiERAEFL.

522 %R FEEL

FREL 5 g iFE ORSFZ 0.001 g) T 50 mL ZIF 0%, A 200 vuL &
G WA TR (3.12.3), JiEWiEA) 10s, FFEIRH . A 20 mL 0.05 mol/L R
TEANET (pH3.0) (3.6), JEZJ, 10000 r/min &> 10 min, H 5 mL &R
gt
5.2.3  FEHAM CHMEEMD B SREG

FREX 5 g WM CRERIZE 0.001 g) T 50 mL ZIfE 5.0, i\ 200 pL
BA AR TAEM (3.12.3), WERIES) 10s, HEIR. FEMIIN 25 mL £ 5 HEE
W B (3.8), WmEHET, WERIES 10s, EliRiEky & LIR%H2H 20 min, F
4°C, 10000 r/min &5.0> 10 min, Z=EFE 2h, FFEHRHESEH FIGHICH/ N
Fi 5, BB 5 mL _EIEW, MIN 15 mL0.05 mol/L R — EAN7A M (pH 3.0) (3.6),
V%7, 10000 r/min B0 10 min, EIEWAHL.

524 L.

HLB B AHABEMR N 5mL BEE (3.2) A1 SmL KiFth. KRR S IR
PEHUR (521 8¢ 5.2.2) A#fidtE, FEH SmL20%FEER (3.9) sk, THk
WA TFHFHEF Smine KKH SmL HEE (3.2) fMsmL 48 G.D WM, &
HEEW TN F, 45 CRBBWRIET, 5 200 L HEE (3.2) 5,
TAIEIR) 10s, FEhN 1.8 mL /K, JWHER ) 10s, T 4°C, 12000 r/min 50> 10 min,
3B LC-MS/MS 43 H7
5.3 WIE %A
5.3.1 = RUBAE LG A AT
5.3.1.1 i Waters UPLC HSS T3 #(2.1 mmx100 mm, 1.8 um)ak Waters
UPLC BEH CI18 #:(2.1 mmx100 mm, 1.7 1 m)aiAH 4%,
5.3.1.2 MEhH: A: BERESER (1.0 mmol/L) (3.10); B: HEE (3.2),
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5.3.1.3 VisHEERBAESF: WEE 1.
53.1.4 FEiE: 40 C.
5.3.1.5 FEmEEE: 10 C.
5.3.1.6 #FEE: 10 nL,
L WRAR R B R AR

B 1] (min) Ui 3# (mL/min) A (%) B (%)
0.0 0.25 95 5
2.0 0.25 95 5
3.0 0.25 25 75
4.0 0.25 10 90
6.0 0.25 10 90
6.5 0.25 95 5
10 0.25 95 5

532 RIS H %At
5.3.2.1 WTUE: MM E T (ESD.
53.2.2 HER: AE T
5.3.2.3 WiZHE: 4500 V.,
5324 ETURIRE: 500 C.,
5.3.2.5 Z4b A Gasl: 55 psio
5.3.2.6 ZS Gas2: 60 psi.
5.3.2.7 A 35psio
5.3.2.8 filiFE<: 8 psio
5.3.29 77 X: £ 87 RMEN MRM.
5.3.2.10 4 P FEETE R LR R ARV B OR BRI 8] L 8 14 B 55 1 0 J 25 7%
HUE Al RS LR 2.
K2 AR ER RN UL S

H R REAS ) BT TET  KEHE HHERERE

(min) (m/z) (m/z) V) (eV)
139.0%* 26
TeA 4.23 196.1 112.0 -160 31
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TeA-Dis 4.22 209.1 143.0 -160 28
213.0* 30

AOH 4.97 257.1 147.0 -180 43
AOH-D» 4.97 259.1 215.0 -180 31
141.1* 25

TEN 5.16 413.3 2712 -140 11
TEN-Ds 5.16 416.2 141.1 -140 26
256.0%* 30

AME 5.58 271.1 2780 -140 39
AME-Ds3 5.56 274.0 256.0 -140 31

e WNERE T
5.4 P&
541  FrifEdh & 2

HUE EVRAPRHE TR (3.12.2) ARG WAR TAEWR (3.12.3), HHEE (3.2)
FKEC ] brite 251, Hrf TeA A: 10ng. 20ng. 50ng. 100ng. 200 ng Al 500
ng; AOH A: 4.0ng. 8.0ng. 20 ng. 40 ng. 80ng 1200 ng; TEN A: 2.0 ng.
4.0 ng. 10 ng. 20 ng. 40 ng 1 100 ng; AME & N: 0.4 ng. 0.8 ng. 2.0 ng.
4.0ng. 8.0ng 120 ng; Frt RYI&E R R NHRY TeA-Di3: 100 ng, AOH-
Da: 40ng, TEN-D3: 20ng, AME-Ds: 4.0ng, BAAMCHIEEWE 3 (B: ek
2R RABRE N KBS ELAN 10%) . KRl R 51700 B = 300 it
RIS, 193] 4 P Bl i X i A A TR . 371 LL TeA. AOH,
TEN fil AME I JE NREALFR, LL TeA. AOH. TEN Fl AME fUg T A2 5 5% H
PRI A2 EEA PR R, 224 TeA. AOH. TEN F1 AME Fpife Hi £k .

R3 AP AR B R AR R S S AT VR
STD- STD- STD- STD- STD- STD- STD-

0 1 2 3 4 5 6
TeA (ng) 0 10 20 50 100 200 500
AOH (ng) 0 4.0 8.0 20 40 80 200
TEN (ng) 0 2.0 4.0 10 20 40 100
AME (ng) 0 0.4 0.8 2.0 4.0 8.0 20
R EWEE (ng) TeA-Di3: 100 ,AOH-D;:40 , TEN-Ds: 20 , AME-Ds:

4.0
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VELA LA Y &
RSP LAERUIM A = 0 20 40 100 200 400 1000

(ul)
N=pas — N7 =,
REARLERIAT 00 500 200 200 200 200 200
(plL)
R (ul) 800 780 760 700 600 400  —
TR HKERZE 10 mL

54.2 WA E

W R N S RO (s SRR A, 1331 4 Fh e a5 %
I 3% A B 420 1 € P R U T A
543 EME

F e H AR 00 PR DGR BRI TR R 887 CRRAE B8 7%/ = B X
PRI AF X T2 AT o BESRAE A S5 AR v I B bR Ak S DR B I T PR AR 0T
FERKT 5%, (A REIURE o H AR A P AS T8 (R AR 5 B2 L S AR v
WAHLE, FovrR w22 AL 2R 4 JE R Ya FE

4 S8 PR TE AR R B o B SR e Y e 22

FHXS & 5 >50% >20%% 50% >10%Z 20% <10%

FOF FAE X5 i 22 +£20% +25% +30% +50%

544 FHIAK:
BRASIIRE SR AL, SRFH 58 440 [F A e 20 Bt AT #1E .

6 FHTERRIRIR

IAFEF TeA. AOH. TEN 2 AME )& &% N BTt

X
K p WFEH TeA. AOH. TEN 5 AME & &, BN T 5

(v g/kg);
X—— bR 2t 545 20 AR TeA. AOH. TEN E{ AME
s, BN (ng)s
BRERTE, BACA (2.
DLE M A N SR A BT e 45 R AP B ROR, 45RO =
R B

m
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7T RBEE

1E 55 2 M 26 TR SRAS IR PR IR ST 78 45 SR ) 48 6k A AL AR I1E
1710 %.

8 TiBA

L1 FEdRInEIAL R AR S, NRATRERF B, BAORIEIRL 2R N AR 78 70 IR T 2
FER

1.2 PRSI, JUH2 SR BB AR B A AR, BEORIE— 58 (R9IR 3 5 A I
], ARTHIR % A% (R FR U 18] R > F 60 min, &R & AR EUN A AS /> F 20

min. FEHRAE AR =8 B0, DARIR 55O I RER .

1.3 B RIBET E R IENAE 4°C, 12000 r/min 250> 10 min, _F3ERALRE I .

AFTH NYL. RC 1 PTFE S5 S JEAE S AT, RN & SRR MR o = W Bt
AOH 1 AME, 330l g 45 %)™ B AWK

1.4 TSR0 RO Sl VA 06T 4 A8 B 100 2 B 3R 3047 78 W) S AN [) 90 28 R
RN, ROARYE & B B R, FRAFREMEEFUEBN 4 FAC Rl B R R
IR, & AR 4 PSR B TR RN AL R APRIREE, DA ORFE SV
4 A2 160 25 B 2% 10 [F) 167 % PR AR LA R 007 P 2 £

15 RN RWARIES b, 7£D GO BAREE D k&) b, TR 1P

(B 13) BRI [FIALZE A AREEAT AT, TR T DLgE G 5 D P R0 [ 67 2 P9 A ) 29
FIEIEMETH. il U-['*C'*] - AOH Lk AOH-D, Hif—Lk,

1.6 BT AR TeA-Dus [FIf Z bR & — MR G, HFZRI N TeA-Dis

(%1 43%) TeA-Din (£]41%) Fl TeA-Dii (2] 13%), A LUMEH TeA-Dis 5%

TeA-Du2 8 TeA HIFEINL R NAREA, (HRIARYE H R AR S S ECHI R 100 pg/mL
R 4 W

L7 fEY CEMMED FERIREUL RS, TR RIREUE B (3.8) MEELL
AL, SO0 2E, FERIRBRE LE, MYHETE, =Ri#E 2h)5,
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PV B0 2 FL_ SR NIRLS . FERAT RS, b T o

1E Ce i fiE o

1.8 YR Bk F A wi Ao FH o neg B M S AR B, 75 A 0.1% HYBR /K I g
BAERMEIEN, HHABRESER (1.0 mmol/L) E it 0.1% FH RAKIER,
XAE AT DL A TeA b i 8B TeA AR AT IS ILAL
1.9 M FHORER S B BB E N s AR, 7T DASR i 4 Fhos BEA RS 7 R 1 Pk R A
FE, (BHIRBEARIE R, LR AIRERT 1.0 mmol/L B, 255 TeA HlE
RRARAT, WAV TEAI ) S, SR TeA 1 PEANE #2017

1.10

FEIT IR /T, NAE A0 KACE R, BEATAE i AT AR R 5 B LR,

BRI RN A, s AN 4 FC S R A .

1.11

fEREI AR, SR AT REGE A AR TP AR D D R e i, BRI [

Yok B BEAT RS 2R 5 P sl iR B A se e = 25 H
R 5 BRI AR R v

ibrsE Cu TeA (%)  AOH (%)  TEN (%)  AME (%)
g/kg) 4.0~100 0.8~20 0.8~20 0.08~2.0
INEEK 94.7~104.2 91.5~102.3 93.6~106.2 95.4~106.5
o 94.1~106.8 922~101.8 942~107.3 96.3~109.3
vt o+ 92.5~102.7 90.9~1142 955~111.6 97.4~1125
[T 91.6~105.1 90.8~115.1 92.7~109.4 97.8~115.2
e =k 90.2~101.4 90.3~115.6 96.1~113.2 94.3~110.9

A 70 S H ) i 94.4~108.1 92.3~107.5 943~1069 94.4~109.1
Ptk 95.1~106.8 91.9~108.3 93.6~107.7 96.8~112.3
FHT 95.7~108.6 91.1~105.8 95.8~110.7 95.6~110.3

] 22 1 92.9~992  94.6~113.4 94.0~103.8 96.5~107.9
MY CEREM)  93.5~105.1  93.6~105.1 923~101.5 97.6~112.9

112 fEWGERRE S, @UERNE 15~20 AR 5 H R — AR dE VA MR bR HEA)
JiA EAX A A AE e T
113 RJFEA PR E BRI E JF . DUE VR 5 iliE o ERE . (SIND

3 I BRI CT B AL SRR A PR DUE SR8 7 iliE S e te (S/ND O
10 I FR LV R H AR S VIR e ERR
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W C of MRM (17 pairsy 271 1007255.000 D 10: AME_1 from Sample 55 (54_Nlew Colamn_0005) of Altemariol_20100008 wif (Turbo Spray) W 2.7 56 ope]

q
)
S 10es
L]
)
T 10es
Ll
b)
£ qoes
B00ed a)
:

B 1 4 PP B B B b e T 1A

a): TeA, b): AOH, c¢): TEN, d): AME

W S0C o1 WM 7 paied: D3 107 AME- D3 flam Hew Coumn_C

= e prcer
356 558
5008 d)
200
10es
0.0
153 s o = o = = s = = o 75 5 o5 7o 75 5 s o s
E 3 o i 2o 4 ) n - = - e o 7o 53 [ o 200 e o
T min
B 0041 MR (17 paie: 16.200/141.000 Da 103 TENL 03 fm Samle 35 (54_New Colamn_0305) of Alleraiol_2010000A (b Spa) Mo a-1e8 ope.
510
3008
2008 )
T 10es
0.0
153 w5 o T P = B s W W B 5 =5 o5 7o 75 o5 5 5o o5
' @ o i e 28 sa pd b = E . o8 Tes 24 o 0w 000 1050 i1e
Tim, min
B0 ot MR 17 i 258. 1001215000 Da 105 AGHEZ fom S3mple 35 (5-4_ew Clurn_5305) o Aenaro_20 180804 i (T 591 s 2508 o5
2505 497
200 b)
1008
E 1oe
5 o T R 7 B B @ & o 5 o5 o5 7o 75 %5 5 5o 5
3 o i 20 208 o o b = = oo 7o 7os 24 o5 ox o0 1058 e
Time, min
IS o1 AR (17 e 208. 1001143000 53 10 T D13 fhom Sampl 35 (5-4_ e Cotamn- 0365 o Aol 20150504 i (oo Spr) o 1308 op.
1275 42
10065 a)
E so0ea
Ll
153 B3 ™ T ™ = B pg P W 0 g o5 o5 7o 7a % P p3 £
b 3 i i k4 4 ) i - = B = o Tes 53 = 4 500 o0 e
Tim,min

P 2 4 T Az e 2 2K A R 2K A o €035 1

a): TeA-Di3, b): AOH-D2, c): TEN-D;, d): AME-D;
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=, SPNFHBERR AL ERAEEE XA EZ0N € s ERIERR
(HPLC-MS %)
1 EHJEH

AREFERATH T EERERE A, TARERE. B-FAFREE. a-FXK
IREEIGEE . B -TORAREIGEE . TORIREE I AN K I B I B = 0 22
2 RE

SRR 3 it B2 R A MTORIRERE SR ZG 0 B, i S BRI LA
e, HABOKRYE . B AR LIE S 2O G &, ERIETERI,  [F LR N AR

=

=N
HHo

g

3 WAFIFFE

BRAE A UL, ATV AT R R 2 i 2, 7K GBIT 6682 #EL7E I — 2K
3.1 k5
3.1.1 ZJE(CHsCN): itk 4l
3.1.2 FER(HCOOH): it 4li ,
3.1.3 &MHI(NaCl).
3.1.4 BRE 4 (NazHPO,).
3.1.5 MR — A (KH2PO4).
3.1.6 SEALHH(KCI).
3.1.7 FRBER(HCI).
3.1.8 :j5-20(CsgH114026)
3.2 7RI
321 0.1%H R : B 100 wL HER, HLi/KMBEZ 1L, R,
3.2.2 10%E PRI 1 mL #5718, AH2AKFE 2 10 mL, B2,
3.2.3 WML EL L pP AR (PBS):FRHEX 8.00 g SALAA. 1.20 g BEMREL %4, 0.20 g WAL
TEH. 0209 FALER, 900 mL /KA fE, FHERRRUETY pH 2 7.410.1, HIuKHE
P& 4 1000 mL.
3.2.4 0.5%"t75-20 [t PBS:HX 5 g M:iE-20, F PBS FiFE % 1000 mL.
3.3 AnifEan
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331  FKIREEE (ZAL, CigH20s, CAS: 26538-44-3), 4l =99.0% .

332  B-FE KIRERE(B -ZAL, B -CigH260s, CAS: 42422-68-4), 44 =>99.0% .
333  a-EKFEMEE(a-ZEL, a -C1gH240s, CAS: 36455-72-8), 41/ =99.0% .
3.34  B-EKKFREMEE(B -ZEL, B -CisH240s, CAS: 71030-11-0), 4l =>99.0% .
3.35 T KIREEA(ZAN, CigH240s, CAS: 5975-78-0), 41/ =>99.0% .

336  EKFREIEET (ZEN, CisH220s, CAS: 17924-92-4), #4ifE=99.0% .
337 HHIEFHR A (OTA, CxHisCINOs, CAS: 303-47-9), 4fi/%=>99.0%.
337 DsEAKFEMEE (Ds-a-ZEL, o -CigH19Ds0s), #lifF =>99.0% .

338 Ds B-EKFEMHE (Ds-B-ZEL, B - CigH1oDs0s), 4i/F=99.0% .
339 BC-LKAREMGE (PC-ZEN, BCigH20s), #1iJF=>99.0% .

3.3.10 VC-fgiER R A (1°C-OTA, BCxH1sCINOs), 4l =>99.0% .

3.4 ARAEE IR

3.4.1 H—FRUERESW( 0.05 mg/mL): T KRERE. B-TASFEE. o-F KK
FIHEE. B-TARREAEE. TKFER. TAFAERIAMMIESER A % 05
mg CFE#iZ 0.01 mg), 7 alH O EEIFEsT 10 mL FEilA+, ERIKREN
0.05 mg/mL HJ B —FrEME AW, -18 “C UKFETRIE, #5H -

3.4.2 RAFETAFM (100 ng/mL): 23 SIAERRLEL 100 n L B —FrifEfd 500
T 50mL HEIEH, HBRBEZZIE, B R E A 100 ng/mL R & AR ME T
B, -18°C TIRfF, ARUHIMNH.

3.43 RAFENLENFR TAER(S0 ng/mL): 435I H Z SRR EE R Ds- o - T KR
FHIGRE . Ds- B -TRAFEMEL. BC-FRABMEIF BC-# i E TR A bV
WARER R o« B BOE B ARFRECHI RS % [FAL R AR A PIIR EE S 100 ng/mL FrTR
AFRMENRE TR, -18°C TR, &H.

3.4.4 FRERS TAEEW: HEMRR BUR & A5 T/EM (100 ng/mL) 2 nL.5 ulL.
10 vbL. 20 wL, 50 wlL. 100 wL, 51N 20 v L JBAFNLENF TAER
(100 ng/mL), FI¥IIER A € &4 1 mL, BHIKE S8 0.2 ng/mL. 0.5 ng/mL.
1 ng/mL. 2ng/mL. 5ng/mL. 10 ng/mL ] & FFrUHEE R .
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4 B MEE

4.1 KF & 0.01 g A1 0.00001 g.

42 @AW

4.3 IRIEIRE

4.4 0L E =6000 r/min.

4.5 [EFHAERCR B (T E).

4.6 JBUFH G - R BT A3 FELIEE 35 S VR

A7 WA .

4.8 FPORAINE: MR R REOCRAME . TGRSR
4.9 ThRFLIES: A 0.22 nm FRFLIENE.

4.10 BIHLTYEIELL (GF/C)

5 ST E

5.1 FeibHEi

FREX 509 CkERAE] 0.01g9) ¥IRTAFET 50 mL B.0vE , I 10 LR [A
PLE AR TAREW, wieiRs. BT 4 ‘C. 10000 r/min &0 10 min. 22 fRF
MeJz, P ArdEugan, WAL, &,
5.2 BRI

KRR T ORAE I e SR AT R 22 = 0L

K 50 mLE S et R I T S R AR B, A SRR AT N SR AR A
P BIR A E RIS 2 50 mL S A4 b, JFaR BRE. R TREREE, SR
LA 1 mL/min~3 mL/min B8RS Nid. RIFERR SIS, MKIKH 10 mL0.5%
Ii-20-PBS AV« 10 mL PBS W& MG B Rk AIAT, 2 LA df i v, fl /s

TN 3mL2% 2. B2~ PR EESE M S ANAE, Fh 1 /A0 i R aseiE, IAcsk 4 i i
WARRE T, £ 50 CRAEPH BB EIET, MA 0.5 mL ¥ViHiRanHE
W, 022 wm JEBEISNE, FRRERE.
5.3 JHAH S 4%

MANAH: ARH: 0.1%FERIEW: B M:ZME-FEE (1+1, v+v).

BEEEBEMNL: 30 %B (0-1.0 min); 45%B (1-7.0 min); 45 %B (7.0-10.0 min);
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45 %B-100%B (10.0-11.0 min); 100 %B (11.0-12.0 min); 100 %B-30 %B (12.0-12.1
min);
BREA: Cis HE(HEK 100mm, FHERAE 2.1mm3ERRAE 1.7 um), B0 243
JiE: 0.3 mL/min;
Hi: 40°C;
AR 5 L.
5.4 Jiiik 2% %At

R 1 MHESR A MIORRERRIC SRS S
BET R R | et fEEE

&M AR M=)
(m/z) (m/z) (eV) (m/z) (eV)
OTA 404 239 27 358 13 13Ca0-
ZAL 321 277 25 303 20 | D5-0-ZEL
B- ZAL 321 277 25 303 20  |D5-B- ZEL
a-ZEL 319 160 30 275 20  |D5-0-ZEL
B- ZEL 319 160 30 275 20  |D5-B- ZEL
ZAN 319 205 25 275 20 13C-ZEN
ZEN 317 175 24 131 30 13C-ZEN
13C-OTA 424 250 27 / / /
D5-a-ZEL 324 160 30 / / /
D5-B- ZEL 324 160 30 / / /
13C-ZEN 335 185 26 / / /

5.5 bk 2Ry i B

£ 5.3 5.4 PVBAR (i BRI BTS2 10 T Kb R A AR B i
FERERERTIN, DA% H ARl &P (i e 5 5 Xof oL P e €0, 15 e (14 U T AR LU ABL-VKR BEAR
B, 15 20braEdh Zema 0, HZR AR RERK T 0.99.

6 AERBIRR

_ p XV x1000
T mx 1000

H:
X——R P E SR A EKRFAFEERSUEDNSE, LA
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T3 ( n g/ko);
p—— IR R I B R R A SRR IR B BRSSP bR e b v
26 X LR, AT AN TR T (ng/mL);
V——FE S GRS (R 28 8 5B, SR = T (mL);
1000——H#5 4L
m—— i FERIRREE R, ALY TE(0)-
L R A ST

7 REUE

LPREURESD 50 g I, I ERER A KR, &R0 0.0003 1 g/kg.
0.001 ugkg: FARFEEELNGYR IR, EREMRI 779 0.003 v gkg. 0.01
ug/kgo
TEH SR 261 N SR (R B ST T 5 SR ) 2800] 22 (E AN I SR 3B
20%.

8. ViHH

8.1 ATEW Lot h B2 55 AN TR IR B AR, 38 S0t A 7o 4638 MUt rp kAT
HR BB, 85 aE 8RAE N R AR

8.2 FEJT & 75 2% N FH iy 4% SI B = 7 AR A S == AR A L% e B DL 5 AR
&, ZEATENEEN TGS B R AT, x5 8 3 1) RgUE
TR

8.3 ATj IR BERAE AL, FETF TR L I 4% S 96 5 7 X R e 258
AL BEATAE 280
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P OTA

P [\ 13c-0TA

00

ZEN

SRRAE SRy
beogr pored 2

13C-ZEN

=T S TTe=T—

ZAN

S
=z \_ )\ D5-a-ZEL
‘:':: 7 /\ B-ZEL
=23 N 7 D5-B-ZEL

. W_J\\_v_ﬂ_/\ B

=

= A B-ZAL
E| J \ / \

1 R R A MIOKR BRI S KRR AR &1 TIC I
e WEBGERION B -EARFRER. TKAFERE. B-FARFREMEE. «-FXK
IREIEEE . EARSREN . FOKAFEMI. HiiEER A

126



[H]

HKEmMBEEREITFE 0 2024 fFEIZR B s MG E EE XK N TIEF

M. AT T2 RN HT-2 FRUENIFERIERF (HPLC-MS )
1 EREHE

AFEPIE AT AH T-2 A1 HT-2 B R S =M0E .
2 R

SRR T-2 A1 HT-2 33K, FH AHS-/KIEEREL, $RBGBAH & iR -20 MR RR
SRR BORRE a8 ORI A E B, LIRS . e AR e 4
WS B, RIS, AR A bRk E &

3 WFIAASE

BRAE A U, ATV BT R 8 e i 4k, 7K Oy GBIT 6682 FEL7E 1 — 2K
3.1 R
3.1.1 ZJE(CHsCN): itk 4l
3.1.2 FER(HCOOH): it 4li ,
3.1.3 &MHI(NaCl).
3.1.4 BRE 4N (NazHPO,).
3.1.5 MR — A (KH2PO4).
3.1.6 SEALHH(KCI).
3.1.7 FRBER(HCI).
3.1.8 5 -20(CsgH114026)
3.2 7RI
321 0.1%FR¥A: B 100 vl R, Hai/KkMBEZE 1L, ',
3.2.2 ZJiE-/K-HEREM (70+29+1): Zp 7l EHL 700 mL £ JiF. 290 mL 7K. 10 mL
HER, JE5].
3.2.3 10%L R AW 1 mL #h1R, FHAKMRE 2 10 mL, WA,
3.2.4 PR EhZZ phiA T (PBS): RN 8.00 g EALAN. 1.20 g EFRE — 8N 0.20 g TR
—EMH. 0.20g FALHE, FH 900 mL /KA, HHERERIATNT pH £ 7.44+0.1, MK
B2 1000 mL.
3.2.5 0.5%M%-20 (¥ PBS:HX 5 g 'i5-20, H PBS ##& % 1000 mL.
3.3 Frifkdn
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331 T-2# % (T-2, CuH340g, CAS: 21259-20-1): #liJF =>99%

332 HT-2#Z& (HT-2, CxH308, CAS: 26934-87-2): 4 =99%

3.3.3 [AMIE AR BCau-T-2 (B¥CauH3409): 25 pg/mL, #iifE =99%.

334 [ANLE AR BCop-HT-2 (1¥CpH3208): 25 po/mL, 4 =99%.

3.4 FRUEE TR

341 IRMERERVEW: A CIEEIRERRE T-2. HT-2 RS AR AR,
RO T-2 82K 5 b o/mL FRfEfg s, HT-2 B % 10 1 o/mL FRifk i & VR AE
-20° CHEIGIRAF -

342 REMHETER (T-2: 05 vg/mbL; HT-2:1 wg/mbL): 2HIERZE T-
2(5 ng/mL). HT-2 brvEfE 4710 ng/mL)%% 1.0 mL £ 10 mL 58T, 2k
SER . MVEIE B S REG-20°C R IR AR

3.4.3 JREFENM R ANFR TR pg/mL): HEFIFZEL 25 ng/mLY¥Cos-T-2. ¥Co-HT-
2% 1.00mL, HZKERZE 25mL, 7E-20C FROGIRTE, &H.

3.4.4 FRUERF) TAEWEW: HEMHMBIUR A T/E®R 2 ul. 5 nLy 10 vl

20 ul. 50 wvlL, ZHII0N 40 uL 1 pg/mL VR A R AR AR, HWIEER
HMERZE L mL, FCH R IR

4 {XEEME

4.1 R & 0.01 g A1 0.00001 g.

4.2 HAE .

4.3 TRTRIRE .

4.4 S5O E =6000 r/min.

4.5 [EFZEREEE (T ETR).

4.6 JRUFH C - TG TR TS A3 FELIBS 55 25 VR

4.7 WAH GG

4.8 PRI T-2 PR (HT-2 H R NP =85%).

4.9 ThFLIES:A 0.22 nm PRFLIENE.

4.10 BIHLAYEIELL (GF/C)

5 TP B
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5.1 FfaHREL

FrREL 2 g CRERAE] 0.01g) ¥IBIREET 50 mL &0, A 20 mL ZfiF-7K-
R (70+29+1), JwJiEg L min, HEAS$HEE 20 min, FRiRERR% $2E 30 min. 10000
r/min B0 5 min. WEFIREBCEIHR 4 mL, IR S FEMENFR T/ER 20 vL,
i 0.5%/0H:i-20-PBS ¥ iF# % % 50 mL, 6000 r/min B5.0r 5 min B 3% 521 4E £ 4%
g, RIEWE
5.2 Rl

KRR T ORAF I SR AT T 2 = U

FERPERFAE N JFE A AR 5, FRaE R, R R, IR L 1
mL/min~3 mL/min B3 EEE M. fFFEEE S, WA 10 mL0.5%HH: i -20-
PBS iAW~ 10 mL PBS IS e sf AT, 5 fBi i, /M
N 3 mL FEEPRBE AR, ) 1 DR R, U AR R
H, 7£ 50 CRAZEIZIPENR R EIET, A 0.5 mL HIAEmaAHE R, 0.22 1
m JEREE, A
5.3 WUHEE S % % 1F

TENAH: AAH: 0.1%F VAW B M: 2.

B EE e : 40%B (Omin~1.0 min), 100%B (1.0 min~4.0 min), 40%B (6.1
min~9.0min);

g FE: Cis FE(HK 100mm, H:H4E 2.1mm;3ERRIAR 1.7 um), Bk 44,

ik : 0.3 mL/min;

FEiR: 40°C;

BEREARL: 5 nL.
5.4 JRi%S% %At

KIT2HEMHT2 FXFAESH

BT TET  mERER BTN
ftry -
(m/z) (m/z) (eV) R
T-2 484 305*/185 14/20 [M+NH.]*
HT-2 425 263*/245 12/12 [M+H]*

183C.T-2 508 322 15 [M+NH4]"
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[H]

13C-HT-2 447 278 13 [M+H]"

5.5 b 2R i B

£ 5.3 5.4 [VBAR (i SR BB A T 26 A0 T Kbt R A AR B ik
JERERERIIN, DL T-2. HT-2 3531 (il 15 & 0f o7 Py s € 3% U £y e T A LU A8 -V 52
TR, MREbRAEZ AR, LIRS RERKT 0.99,

6 AHERIIRR

P XV, xV, x 1000

) CRARE Lol Ralndae 1)

V, x m x 1000

A

X—— A T-2 BUHT-2 R & &, AR E T 501 g/kg);

p——HEREVE IR T-2 B HT-2 B 2 150 N bR AE A v il 26 hond 2 Ak,
BN 2T (ng/mL);

Vi—— RO, BT (mL):

Va——FE S SRR S I B 28 A, BA = TH(mL)s

1000—— 5 R AL

Vo——H T BRI AR AR, A A 2T (mL);

m——iRFE AR, AR 5E(G).

T2 AR =0 87

7 REE

YFREUE A 2.00 g B, T-2. HT-2 Bt R 408 0.3 wg/kg. 1.0 1 g/kg,
EmMRHN1.0 ngkg. 2 ugkg.

7 52 A T SRAS I VO ST I 52 5 T 0 256 22 (AN TS I SRS 31
[£120% .
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8 TiBA

8.1 ATEW L T-20 HT-2 B &, BANscie i fe w5 4638 MU o it 4T HUR B
Bt Y fE FH IR SR

8.2 FEJT R J5 12 FH i 45 S 96 2 7 MR Al AN S e = AN A e A BC EL I D0 55 A AR
&, BERINENEOER B S S5 XTI, e SRR R
8.3 ARTNER M ABERAKE AL, AETT R J5 12N ) T 45 S 36 2 76 0 SR D S L 2%
AMEBEATAE R, e HT-2 | R A O N, /5 T-2 Al HT-2 8 & AR Al
Ar =R 28336 A2 BRI

9 FF

T ol A [ a2, GRS [ B FIT-E 1 e St 63 (3 Myt _ST-20T-3 SR Senpi | o T CrPR R,
6. nd bl
5. Dl
oot
I:II).III' 0.5 1.0 1.5 2D x5 3.0 3.5 4.0 &5
T, i
TR o AP [ maden A, T 5 G Dm0 T B Fros Slmerste 83 (3 Fppea_FIT- 53 S0 S g | o T LR e
4.004 .-
2 oy
o.n*
uﬂ\.ﬂ' 0.5 1.0 15 D 5 3.0 3.5 D L]
Theram, rrdes
T e ok AR [ aen A P OO TR0 D B0 1 BT e Saespts B3 O teyrees ST RT3 3R Segiel | o Bhan 3 fal cp
2.0u5 1.7
1.&:
o.a®
%\.ﬂ- 0.8 1.0 i= Eim x5 a0 a8 R LR ]
W o ML [ gl A T B0 D B0 T2 T e Sassple B3 (2 oypes, S7-27T-3 T Sagimd | of T2 [T p—.
R bl
5 g
- a7
on®
uﬂ\.ﬂ' 0.5 1.0 1.5 - xS 30 a.s .0 L]
Therea, rredm
T ok R [ a1 (5 B T 1 e g B0 s BT AT S | ol T S
1.5a8 e
.05
ad
L& = ]
[+
uﬂ‘.ﬂ' 0.5 1.0 1.5 - =5 3o 3.6 LR L]
TWhrraa, e
R o SR [ ke S SOOI 100 e B0 1 BC-T-F drme. Sarsphs B3 (21 Sypms_HT-2T-F 3570 Segirsd | ol LTl T
3.605 ke
wd
o=
anr
uﬂ-\.ﬂ- 0.8 1.8 i - x5 20 a8 R ] L
Thevean, e

K1 T-2. HT-2 R LHFENENAAMEEYIN &S TiEiE R
7 N4 EARCH HT-2. 13C-HT-2. T-2. 13C-T-2
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Fi. BAFOREERE RN R EERIERF (HPLC-MS )
1 EFJEH

AR FHUIE 1B il h KT B TR P VR €00 3 - 3 B 15000 5 79

AREFPE T2 B il ity BRSO . R E R L AR
A, R KT TR R 1)

AT TR R AL nokg, T2 A3 woky CBFEKEIERAN10
ng/mL) .

2 JFHE

URE AR I 1T R P AL PR /KR R B, B 1 S i A, R VR
- R RS SO, SRR E R

3 WRFIFIFF L

bR A B, BRI N AT A, AKONGBIT 66828 & [ — 2K .

3.1

311 M (CHCN) : faifhal,

312 HER (CH02) : faifhal,

313 HEE (CHOH) .

3.1.4 ZIK (NHzH20) : 25% ~ 28%.

315 Wil (HeN204S)

3.2 )

321 1%%/K-80%F /KA W : =E80 mLFEE, MMALOmLEAK, IiKERZ
100 mL, YE%].

322 1%HER-HEVER: W10 mLHER, MNFEELE100 mL, EA.

323 0.1 %FE/KER: WHHFERL.0 mLAH /KR 421000 mL, E2].

324 ZBE-KER (LD : BLZFE20 mLA KRB ZE40 mL, 1B,

3.3 KT B R b A it

KIEEHEZ (CosHasO7, CAST: 11076-19-0) : 4= 95%, R4 EZKUIEHF#7
TARAED T T bR HEA 5 o
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T AR BT RT DAASE FH 6 2 D152 SR IR P it AR TR VA R
3.4 FrHEVE A
341 KFEERERARAEF AR (10 pg/mL) = PRIBOKEE B ER bl fif & VROE &, T H
EERMRE SO T-20 CUKMh LR, A RN H .
3.4.2 KEFRHMRARHEME W (1 po/mL) - WERRIREUCK T A R s o4 8] Y0 =
FH AR fa oo Iim IR .
3.4.3 CRFEEFEIRARHE R I TAEEW: o A HER R ORI B b v V& ==,
CRE-KIER (LD WoBES, Fofil BOKBE B R EE 40 315910 po/L. 2.0 /L.
5.0 pg/L. 10.0 po/L. 25.0 g/l 50.0 po/LAbRdE TAEIEW. s FHIRALD .
3.5 MK

[ AHASHORE : VRGBSR B B 122 4kt (60 mg/3 mL) BRAFERL M, I FH AT AKX
F13.0 ML EEFI3.0 mL/KiGfk, PREFEE IR

4 XA

4.1 VAR - BB A S B R
42 R J&E5H0.01 mg#l0.01 g.

43 [EFHZERCEE GFETE) .

4.4 FWAL,

45 FENL (317¢40.425 mmifi) .

46 HAEHEIRY#: 30 kHz ~50kHz.

5 PR

5.1 BAEH %

BRI ADTL kg REEFRE (FHE) AbT34, T M E,
BUBCYIF A, ARy AR RO . AR E B A S A > T500 g FHAKRE
LA NS B QR WAFEBTREE IR, S0, RGN,
MFEARBAN A T100g, A7 TFERIRBIBES T, HEA R . Wk TR
URib, 4y BRE IR Ve R IR AT o
5.2 FEALEE
5.2.1 AW R ARE R . FARH . ARH R RN
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AERPRELZ)2 giliE CREA220.01 @) 1750 mLELEH, 20 mL1%Z K-
80% HBE/KIAVR (F AR E-INAN40 mL1%%2/K-80% H B /KB , MRS, =il
TETRANZIELNG, A H2E30 min, F4000 rpmE:05 min, #ERHFZE5.00 mL
FIEW, R
5.2.2 SHEARHHEH

HERFRIN L2 gk ORI 220.01 @) T50 mLE 0 EH, A20 mL1%Z /K-
80% F /KA, FesriRE), iR NETEAARIEL a3 gk, At
HY30 minF-10000 rpm&.025 min, #ERAFLENS.00 mL &, fHfik.

5.2.3 WKL M5 7R

U1 mLEGFRI, Rk
5.2.4 1#1k

WS RH ARG 7 B 2 08 A0 T (1 [ AR A U v, 0K FH 3 mL/K A3 mL FH ik
e, BV, FH5 mL 1% 9 R-F BRI se i, WBE B, 140 C/KIG
HEMRET, #WEFIIMAL0 mL (7F: FARHIA0SL mL) ZJF-/KiEl (1:1) ,
TRV ARTRIE, 22022 wmBRFLUEME I I8, LA k- 5 BRI AT
5.3 (U SH KM
5.3.1 ARG KA

i Cis (il (FEK100 mm, FEAZE2.1mm, HEKALT wm) 5([H
EVERER) B A s

WA ANO0.1 %HER/KIER, BNLIE, BRIETEMFET WKL

Ji#: 0.35 mL/min;

HiE: 40 C;
HFEE: 5 ul.
R1 BBV T
0.1% FF g 7K
FFTE] Cmin)
(%)
0.0 30
3.0 90

5.0 90
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[H]

55 30
9.0 30

5.3.2 Jiik &Mt
B 5 HBE S 3 YR 47 2 14520 (Electron spray ionization, ESI7) ; %
Bring<: A, 10L/ming 4R B, 3Lming S &R, 10L/min;
MpfE < W BEHEAE: 230°C; INFABLRSE: 400°C; MIAAEE: 526°C;
MRMZ [ B A, S HONR2.
2 OKEER R I i 24

N N N fill i e
WwEY) HiE, BE7T (m/z) 78T (mw/z)
(eV)
441.2" 14
PN ESI- 485.2
397.2 18

E: *NEEE T
5.4 € AL

FZNEANER S 28 2 A g VR T VBN v ARV, R b ) A I T TR € 1% U
s AR R OR B I TR A L, AR VE A 2.5 %2 N o ORIE IR (1) Jo 1 52 1k
B L, HLIR) AL 0, 1R R OR TR BT IR R 1128 1 AR =R B (o
SR PEEAR 2 HOARUHE TARIEBOMEE, L fo VR 22 AN id 3% 3 Mg Hva e, I m] )2
DR A7 AE KT B R -

R 3 EPERRUER X B 1 B K fe VR 22

FIXTESFFE (%) k>50 50=k>20 20=k>10 k<10
ORI R K 22 +20 +25 +30 +50
(%)
KT BT TR 110 o1 B 15 P 2 DL %
5.5 & & &

5.5.1 LA HhZ ) Hi1E
B KB T R B v 28 90 AR VA TS0 S N VBR800 R/ R 1S, 00 5 A
F R i I T AR, DAPRUE R TAE S A B R AL b, DUJSR o E it g 0 i AR
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[H]

I LB N AR, 2ol TAEMIZE. 10w o/ LK B AR HE VAR 1) i i 1 2
T %
5.5.2 WFEIER I E

PRI AR B 5 26 AR HEATIRE 15 2 AE N A 1R v VAR o B b U
Blo HRYE AT ith 2673 SRR R OR B R IR KV
6 LRIEMERR

VRN e e i W

_ p XV xXV; x1000
 mxV,x1000

X

X——FEHORBE R R & &, BN T30 Cuglkg) s

p——HI LAE i 22159 H (R RV R ORI TR IR VR BE, SR A E R (e
g/L) ;

Vi—— iR AR BURAR, A =T (mL)

Vo——H T B IR B A AR, A2 (mL)

Va——FERZ IR I B &2 AR, B Z T (mL)

m——AFERIFRIE R, FACNTE (@) S

1000—— Ao # 5 SR 4

TS R = A0E T

7 RBEE

LE B M AE N AR I A 70 5 45 5 A6 2 AE AN I R T 44
115%.
8 Uiy

8.1 1 AUALHER: IR BN TEAR USPERE,  4n [ ™ FPAX /ML

8.2 KEF W MRRIEZ-20CIRTF, tha Bl A s K A IR, HL O I A K 1R
Mz Ja (OB sk PA1rP3.5 minif (/NG D /)N R UG T A 21 K UEE R 20% 1
i 2 B AR A
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8.3 RHHFREE (W) WEMEIIANE . fiffre. TR, ZEk. S5
MIREAR, RSN A)E, BT BT 6 e n] UL IR 21

9 Mz

(x10,000)
2MXJS 485.2000>441.2000(-) CE: 140

2.5

0.0 |

(x10,000)
T2MXJS 485.2000>397.2000(-) CE: 18.0

1.5

1.0

0.5

o.c ] 1] 1 1 1 I [ 1 1 [ I 1 1 1 [ | 1 [ [ [ I 1 ] 1] 1]
20 25 30 35 40 min

K1 CKEZER MRM B (10 wg/L)
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75~ BIEF S BB R B AR EERERE (B A REEL HPLC-MS)
1 EREHE

AREFFRUE T WAE 7 SR JEUR o AR T 2 K 5E T ik
ARE P38 AL 7 SR b B R I E

2 JR¥

R A ER R, HOHE-KE RS SR U2 AR A UL 5, B
F MR - F R TR AL, MR E

3 WFIAASE

BRAE AU, A7k T FAGRI38 o A 4l 7Ky GBIT6682 #HLE I — K
3.1 R
3.1.1 HEE (CHsO): thilhafi,
3.1.2 4 (CoH3OND: faifkafi,
3.1.3 HZ (CHsCOOH): foif4li,
3.2
32.1 LJE-/KVET (85+15): &HL 150 mL /K I F] 850 mL ZiEH, JRA].
3.2.2 ZJE-/KiEW (10490): EHX 900 mL /KA F] 100 mL ZJE, ¥E2T.
3.2.3 ZIE- KB (50+50): FEL 500 mL K IIA %] 500 mL Z g+, 1851,
3.2.4 ZJE- KW (90+10): EHL 100 mL KA F] 900 mL ZJEH, B2,
3.2.50.2%F ER-/K ¥ HERIEH 2 mL HFER II A E] 1000 mL /K, JB%41.
3.3 bR

F{EE R (BEA,CasHsiN3Og , CASS: 26048-05-5): 4T =97%.
3.4 ARSI
3.4.1 bRUEGE VAT (1.00 mg/mL): FREL BEA 10 mg CR§R 4 0.01 mg), 2 M
WRIFERSE 10 mL. HFRER 2 HRIRS, £-20C N EHRE, AR80H—
o
3.42 ARUE AR 1 (60.0 pg/mL): #ERAIAL 1.00 mg/mL BEA Fr#Efi K 0.6
mL T 10 mL Z&fd, MK BZRZZIE. £-20C TR, A8EE.
3.4.3 brifE TAEVER 2 (6.00 ng/mL): AERHIEL 60.0 pg/mL Al TAE W 1 mL +
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[H]

10 mL &S, M EREZNE ., £-20C FHEERIE, HROEE.
4 UBERE

4.1 AR E - ER R DA Al FE 55 28 U

4.2 {7 RPN 0.01 g F10.000 01 g.

4.3 IR 45 o

4.4 [EFHAEHCRE E

4.5 WAHZERURE: SERCE/AKIER] (ML beli B D gk R (2B )
B SRR A AR BN, 200 mg, 3mL, BEAH 4 .

4.6 O

4.7 SJHKAHL.

4.8 KAHASLUERE: 0.22 vm.

5 BIESE

5.1 AFEE

FRE2 g (HERAZE0.01 g) R T50 mLE L (BIFAS) 1, BiiA40.0 mL
(V1) ZJE-/K (85+15), FiiE21120s, B TIREIRY %%+ 180rpmifk % B
30 min, FREE15~20 min. BEI10 mL_EER (V2) 50 mLEOEH, N
AN20mL (V3) #B4iKEATHRE, WiER 5 ZIREHE15~20 min, W& Lk
T FAmERT &,
5.2 WFEFAL

W4 mL (V4) FIiEm A 358 H3 mL B3 mLE 26 /K 75 7% A0 1
SPEFE, FHKIKH3 mL 10% 2 KA A3 mL 50% MG /K ke 5% T #h
FSPEM . a2 mL (V) 90%ZIE/KIEHGEM, U T SPER: I bk
B, TAREIRA], RAH0.22 wmflFLIERRE TREFEI T, RRERES
5.3 MRS % %1t

S FAHI AT

a) (ikkE: C18 A CHEK 100 mm, FEAAE 2.1 mm, ZFURPRIAE 1.7 pm);

b) MEhMH: A M: 02%HER/K; BH: ZF;

c) PREEYEL: 0~1 min, 80%A; 3 min, 60%A; 12min, 30%A; 12.1
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~15.0 min, 10% A; 15.1~17.0 min, 80% A;

d) JiiE: 0.30 mL/min;

e) fEiR: 35C;

) BEFEAARL 2 pL.

5.4 LS KA

Jii i 22 A0 R

a) Kl ZEFRMEN (MRM) ;

b) FAHHKITE] (Scan Time) : 0.5 sec;

c) BTVUH: TubeSpray: HIEJT: ESl+; BEFHi5HE: 5500V; &5
IiJZ: 550°C

d) fif4# fig &5 fE B CAD medium;

e) Ak 1 (lon Source Gas 1) 55 psi; & 2 (lon Source Gas2) 55 psi; =,
i<, (Curtain Gas, CUR) 35 psi;

f) BTFiEHESH S WE 1,

g) ZRMNIEM (MRM-ESI+) GitE: LK 1.

* 1 BTESHER

AW 44 FR BEEF FETF FfEHE Hll 4 BE &=
(m/z) (m/z) (V) DP (eV) CE
SLEYEES 801.4 244.1*/262.1 73/60 42/42

5.5 EkE

H AR E 0 0 7 P LAOR B B[R] RN B8 - CRAE BS X0 /8 B B 100D Fnox
) LC-MS/MS il WA - BEREAT o GRE P H bR fb B oS o7 £t 0 F) 7 7 B
(1) 5 AF AR T AR LU, ARV R R AE £2.5% 2 .

AR SR B e g B2 L, ARl oRe i B bRl
B PIHIFIRTESF X B2 LC-MS/MS i i AH X =F 5 -5 AR 4 IR AR AE 7 A
bl L AV i 22 AN O 3R 2 RIE RV FEL
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% 2 EMERA S T EE R R ZE
AT TR % >50 20~50 10~20 <10
FOVF AR 22 1% +20 +25 +30 +50

5.6 itk h £k i 1E
5.6.1 B 5T UL ECARE IR L«

AERAFRIUAN & B AR AL T SR T8 6 1, A 2 g CRERAZE 0.01 @),
AN 6.00 1 g/mL bRy TAEEH S nL.10 nL.50 L. 100 nL.200 u
LA 500 wL, #%ME“5.1. 527 KB BAE, 152437108 0.5 ng/mL. 1.0 ng/mL.
5.0 ng/mL. 10.0 ng/mL. 20 ng/mL. 50 ng/mL [ % %13 J5i VT BC AR VA TR
5.6.2 Frifih 4L

£ 5.3, 5.4 [RVBUAH (il SR BC B A B 6 1R 1 K 25 o DL SC A AR VA R AIC 2
R EEHEREAR I, AMPRIAE R, DL BEA (IR EIAN-IR R, 19 BhRE dh 28 ]
FT R, FERMEAR DG REN KT 0.99.

5.7 EFEEIN E

WX 5.2 A FRAR B AR IIVEBOERE, AMRE T BRI b B AR5 i) 5T
FE, 1255 6 B SAR S TR AR ) B . ARRIURE VR HR ) i AR I FE A T 2 2%
PRV BRI P, e 2 A 3 R ) 723 >4 9/ BORF: 12 7 37000 5
5.8 T HIAK

AFREURRE, 4% 5.1 1 5.2 (B IRMZ A s28s . MBS T IR 5
iHE7/ )i

6 THTERIRIR
BRFE BEA & L% T U5
5= pxVxfx100
mx1000

A
X—iAFEd BEA &=, BACAROREH T (ug/100 g);
REEF BEA %18 AMNFRIZAE bR AR 1E fl 28 b o B[ R IR, BN

p
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=Tt (ng/mL)

f—— R RE R 1

V—— AP & & AR, BACNZTE (mL);

m——iRFEIFREE R, AT (g);

1000—— ¥ 5 R %0

545 AR B =0 BT
7 REE

7E 55 5 M 2 TR FRA5 0 TR R ST 5 5 TR IR A6 e 2 E AN I SR T H1E
1] 20%.

8 UM

LFRIFERHARE 2.09 I, TR EERE R Ry 0.5 nokg, EEMR N 1.5
1 g/kg.
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9 FiF
HB B AR YR 2 OSSN (MRM) 435 &

12005 i
1.10e5
1.00¢5 | ‘
9.00e4
8.00e4 ‘

7.00e4 \‘ ‘

6.00e4

4 004

300e4 ‘ 2. MRM of 2 Channel ES+
[ | 801.4>262.1 1.20e5

2004

1 00ed

000

126 127 128 129 130 131 132 133 134 135 136 137 138 139 140 141 142 143 144 145 146 147 14

17e5
1 '365'3
1.5e54
1 49.5% (|
1.3e51 |
1 '4'05-‘ |
11654 ‘ ‘
1.0e51 |
o] |
Bﬂedj \ 1
7.0e44

6 0(:-14; ‘ ‘

50ed4

o] |
( il 1. MRM of 2 Channel ES+
‘ “ 8014>2441 1.7e5
20e4] ‘
1 0edy | time

004

30ed4
126 127 128 129 130 131 132 133 134 135 136 137 138 139 140 141 142 143 144 145 146 147

1 5 pgL ABERMEVRZ RMNEN (MRM) GitE
b ABEREES TEIEE (801.4>244.1)
. AEREREMEE AR (801.4>262.1)
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BT R
Fr5 T (SN
. TEPDIRVERE SR 104 FhR 2558 B R AOME brE AT | F5KIE, 1R %,
FEFP AR i - B I A PR
) TEDIRIERE D 79 FR 2554 B R I e bR HERRAE RS | /5 K, 1R %,
Fp O - i I 7 PR
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—. HEYIRMERER S 104 PR R EE R EERERSF SHEIE-FEER
PR
1 EHEHE

AREFHE 1 AEDIEIERE i GBS AR 265D 1 104F0R 25(Z LI AD
B R B R SURE S - R B U e T vk

AFE 38 F TR AR S (R KRR 26D 104504k 24 5% B3 1 &
HFRFEEIN10 g, B A ARFA10 mLiNf, oA H R 240.003 mg/kg, & &R 790.01 mg/kg.
2 JRE

BFEH B IRHG  SRBURE /- S ARG, AR - B I06 F R,
HMRIETE B
3 W SE

BrAES AU, FE T AU R B 2R, KN GBIT 6682 RiE I — 2
7K
3.1 i)

3.1.1 4. kil

3.1.2 To/KmiiReE: Jriral.

3.1.3 EAbsN: rdral.

3. 1A KTERIREN: sr M4l

3.1.5 FriF A . s rats

3.2 FE

3.2.1 LJE-N-INEAERALEER (PSA): 40~60 1 m.
3.2.2 ALK E (GCB): 40~120 um.
3.2.3 BEHHT: 2em (K) X1em (4ME),
3.2.4 AU CEHUAE: 13 mm»0.22 ums.
3.3 FrifE e

3.3.1 RARAENE AT -

FRUERE S IE(1000 mg/L): HEFAFREL 10 mg(FEREE 0.1 mg) A Z5hR Uk S,
H G fRFFE R 2 10mL, 52K 1.0 mg/mL (bR AERE &I #E6-18°C
TRAT, A RO . U S UEbR i £ R S A 2 e IR A i 4 A R0Y
S,
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3.3.2 ARZARAE A -

i 1.0 mL 70 FEWCE S F2 0 1.0 mL (% & T 10 mL A RS, Ha
EMBEEZIE, $E2, BOK 100.0 ng/ul MIETR 1, IR E .

T 1.0 mL 23 FEMCE B H 1.0 mL (¥ 1 T 10 mL A S, H 5
BeEZIEE, 4], UM 10.0 ng/ul (VW 2, I ACE

T 1.0 mL 23 FEMCE B HL 1.0 mL (¥ 2 T 10 mL A S, H 5
BeEZIE, 4], UM 1.0 ng/ul AW 3, AL E
3.3.3 B R G ARAE LA VA

B S IR IORE 5.2 TR AR S, fRA . TR 1 EC B AR 2R

21 i 2R R
PrifEs S1 S2 S3 sS4 S5 S6
W, o/l 10 20 50 100 200 500
3 (1.0 ng/pL), pL 10 20 50 / / /
B 2 (10 ng/pL), L / / / 10 20 50
MG, L 40 30 0 40 30 0
R A, L 950 950 950 950 950 950

4 XSG
4.1 SAH - = S DU S B Bl &R (ED.
4.2 53R & 0.1 mg.
4.3 K K& 0.01 go
4.4 B0l FIEAMKT 4200 r/min.
4.5 LN
4.6 IRTEIR G2 o
47 SEEMEBFEER: 10 Ly 25 uLy 50 pL. 100 pL. 500 pL. 1000 pL.
5 PR
5.1 FEM ] £ K ARAF
BRSEAK S ORE B2 A G PR vE L AT, B R AL BEALIGRE 1 kgo
A5 ot BBORE A 42 BT 0 b e il 1) 28 R E AT o 0 T MBI RE i, DURE S5 42350
ROBR; KT AR B FEA IS SR iy, ATTEXS FRE B R _F 4 BB /N RS
AEFE XTI PR S B AR R 2 S BORE AT AEAS AR AL DT/
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[H]

F BN BUE AL ER s BURS BORE s IR, TR iR S, VYRR BB R
NHA LGN IS K, NI IR o R DR AT B T-18 CIR TR IR AT o
5.2 KRB S H B ot R i AL B

FREL 10 g il FE GRS 0.01 g) T 50 mL BRI O& d, A 10 mL 215
¥ 1 min, ZREMAN 4 g MEREE. 1 g EMA. 1 g MPERREA. 0.5 g iTIRIRE
A1 BT, & BRSO E S, FIZIEY 1 min J5 4200 r/min B0 5
min. WHL 6 mL _EiEWE A S ERK TR R BRI E O R (R THEEL
WA 150 mg /KR EREE. 25 mg PSA), WAIEIE2) 1 min. 4200 r/min 250> 5
min, WH EER, HTFE.
5.3 W A
5.3.1 AU EIE R
a)tiit4:: Agilent HP-5 mS UI (30 m*0.25 umx0.25 mm), BAH %3
b)EIEAEIRZ: 60°CLr¥F 1 min, AJ5LL 40°C/min F2FFHESE 120°C, FHLL 5C
/min FHEZE 310°C, f£%F 5 min;
OFA: AR, A = 99.999%, Jii#E 1.0 mL/min;
d)BEFE R AL 280°C;
efFEE: 1 nL;
DIEFEIT I A TEERE
g) LT TH: 70eV;
h) BRI 280°C;
i) IR : 280°7C;
j) HEFIFEIR: 3 min;
k) 2B R AR E e EE T, X EEE T BAEATA R
SN o] e B R W G, 7 N BB 70 ks o A AR 247 1) DR B I 1) | i B 8 0
SEVERS PR FIRERE F e, 2 LB SR A
5.4 FESIE
541 EENE

HOUARF DU (5t VR S R AR T S AR AR AR 5, ARk AR I Hl 2 vt
R BEAT 58 B o BRTHE T IS AR DASE At VAR P 5 AR 27 1R Wi 7 25 N7 A S A8 DU P 4%
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PEVEHE 2N .
5.4.2 EMENE

FERRR) S50 S84 N FEATHE U g I, G SRAGE Hh P €00 335 06 1Y) O B I ) 5 b o
FESAE— 20 IR HAEIBRTS S5 R G i B, B s S il e B AE
G- 5 oS T T = W R U 1/ R S A R R A /P = S SN S W AN el [T b
BRI BT (R ARG 3 B LG 5 0T RV A 2 I B bR I AR LG, Fo VR
ZEANEIEFE 2 MU RG], AT WA AR H AR 2

2 SEMEIIE N AR B 3= FE I B oK Fo VR 22

X B >50%  >20% & 50% >10% % 20% <10%
FFIANZE  220% 425% 430% +50%
6 ItE

6.1 7% H 5
BRASIRE S Ak, SR 56 440 R R0 52 20 BRIEAT 44
6.2 JERIIHT
gl (D R SRR EE, HEERTMRTAME.
AR
_ cxVvx K x1000
m %1000 x 1000

A A
C — AP LA EE, mgke;

c — FRMFERAL SV, ng/mL;

K — B3

v — KSR ARFL, mL;

m — FERAE, g

THE S RN RS FME, TS5 DLE S N3RS P IhSL E 45 5
FIEARTEMER R, RE =A0H 8T .
7T REE

1E 8 2 MRS F T 3RAS ) PR MU N 8 25 SR ) 4 5 ZEAE AN I RSP 4 ME.
115 %,

8 Ui
8.1  AN[FMX S A F 4 1 IH
AN[E 28N T A P2 A R B S (R GC-MS/MS X A 24 [ i N AR — SE 2 5, I
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UE LAERS R T Agilent 7010 GC-MS/MS/S AR (8 - = 55 PU 20 AF IS B A A, G
SR FH A AL U, R B e B EAT AL
8.2 JRHEGN. AriE i SFEA I JE U P SR

ARTIEXS T T AR AR A RS IR, SESR AT AR 7R AR IE
A E R, LA E B 3R50) 2 OB A SR, foe A5 P 8 1 ki 1 DA
FiRA. BAEAEE T RIS IR 12, HTRESSEHEORAE, #55
fE TR PR 172, Tkt 5 RS B AT AR 1 0 HT o A i i 2 U
S 28 R R BB UAAAAE HE 42 AR B bR, oA AT
8.3 SEHHI TR TR R M OGHE

R (38 1) S Bt FH AT RO 38 1 - R B, R LA i 75 5 B 4% AT 44,
s TEDAE SR TETR B R S E . RS BT E L VbR
B IRAE

FESLI0 IR i S BIAR 24 S s W RO 27, S B0 48 AE mh A S R BRI
AN T TG AT P RSO bL, TEAS P AR 3 e o B 4 R B oML B VRS R AT
8.4 FF il ] 4% MR Ak T I R R R A S

FF i ) 5 T AL O 2 R AR A OR BT AR . 88 L 38 XUt DA B S
FIERE G BRI TR E A TE TR SRR, B S X5 G
QUEChERSEFUATEMA R E: (MgS04) B, S #vg, EUEHB TR
() ZEVE AR IUAT, AT AT R0k G R it R AR PR 25 [0 (43 2%
NKERUHE 5 7 IR RE, By 145 b R R AR

ST IR R AT LA R A SRR SR AT ¥ A, (205 Ak T 30t ST T 544
Gy (. FECR. TISUHEEIR. RF T mE. ROURmE. WRORpE. SRuENE. 2K
Tl WREERESE) AR ER , 3R R O TR A, ORI RICRAE
HLE [IYE A

TEAf FIQUEChERSEHUART, — M BERAE f K 1 & S AIEHLIAF (25
HIEL B B Z01:1, ST 8850 & KB A F90% i HE 5 75 B N 22 38 1K, m: BEK
BKELI30%, FEREUN T IIAN6 mL2: 5 17K,
8.5 (X HRAS I Ik r T B R I O

WIS AR O AR AT S FE . B AR e A, e A
SE12h,  FHENARETZ I PRI R A, TSR v i) 3¢ FBE e T 0 0 DA T AR ) 22
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INF20%, At FRI A R & i U T AR 7 S B A A B R A
WT7iIE b, /S IS AT AR v % B U W TR (1 22 57/ T 15%

FEREVORE SR S AR Hh 2 R R AT 2 R A 0 BT USCRR B6 B F E AT
SRR, FEREAET0-130%, BN ERLE TS E 2 A .

B S AR 1) 5 S TR R AE RS T MR S B R ) S 0, E SERRIR I R
AN BT T RE G O T80, A0E TR T DUE R TG T4 25 R i &
B

B SR A R B AL P R B IR R 425 3 R AR vk, B R R A R K (— %
HrETEAEAE30 mtl m) R FHILEE SRR ) O B I TR) A€ 918,111 £0.05 min (fR B4
I TR)EHE ), 459 BARXS LA &AM SR CR B I ) o SEBRiatlet, W] DAHRA AR
PR DLEAT R
9 Mx
9.1 P A 104 PR ZGHILREART A BB E TR EEE T
9.2 B3 B #EE N 100 ng/mL 4lifx TIC K
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i A

104 FRZG L PO RBII ). SE RIS XY, 5t RS o0 RO B g
HE: r” R T

th S 47 AT REN g | T8 | mmiemo)
(LS Dichlorvos 6.188 109* 79 5
(LGS Dichlorvos 6.188 | 184.9 93 10
(LGS Dichlorvos 6.188 | 1449 | 109 10
(LGS Dichlorvos 6.188 | 187.1 93 10
AN Disulfoton-sulfoxide 7.365 96.9* 47 40
CAERE LN Disulfoton-sulfoxide 7.365 125 96.9 5
CAERE LN Disulfoton-sulfoxide 7.365 96.9 64.9 20
CAERE LN Disulfoton-sulfoxide 7.365 96.9 78.9 15
g Methacrifos 10.458 | 207.9* | 180.1 5
g R Methacrifos 10.458 | 1249 | 471 10
g R Methacrifos 10.458 | 124.9 79 5
g R Methacrifos 10.458 | 179.9 93 5
TR Pentachlorobenzene 10.859 | 249.9* 215 20
S Pentachlorobenzene 10.859 248 213 20
TR Pentachlorobenzene 10.859 | 251.9 217 20
S Pentachlorobenzene 10.859 | 249.9 179 30
FEAEL 1 Isoprocarb | 11.124 | 121* | 77.1 20
AL 1 Isoprocarb | 11.124 | 136 | 121.1 10
AL 1 Isoprocarb | 11.124 | 121 | 103.1 10
SFNE 1 Isoprocarb | 11.124 136 77.1 30
4T B Fenobucarb 12.510 | 121* 77 20
4T B Fenobucarb 12.510 121 103.1 15
4T B Fenobucarb 12.510 | 1499 | 1211 5
T B Fenobucarb 12.510 121 93.1 5
N £ i Ethoprophos 13.007 | 157.9* 97 15
N £ Ethoprophos 13.007 | 157.9 114 5
PN 25 15 Ethoprophos 13.007 | 138.9 97 5
PN 25 15 Ethoprophos 13.007 | 157.9 81 15
a-N7N7N BHC-alpha 14.321 | 216.9* | 181 5
Y AVAVAN BHC-alpha 14.321 218.9 183 5
a-7N787N BHC-alpha 14.321 | 180.9 | 145 15
a-7N787N BHC-alpha 14.321 | 1829 | 147 15
INFR Hexachlorobenzene 14.592 | 283.8* | 213.9 30
INFR Hexachlorobenzene 14592 | 283.8 | 248.8 15
INFR Hexachlorobenzene 14592 | 281.8 | 211.9 30
INFOR Hexachlorobenzene 14592 | 248.9 214 15
SNEL 2 Isoprocarb Il 14.969 | 121* 77.1 20
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AT ST REN  mmr | TR | mmiem)
SR 2 Isoprocarb 11 14.969 136 121.1 10
AN 2 Isoprocarb 11 14.969 | 136 77.1 30
AN 2 Isoprocarb 11 14.969 | 121 91.1 10
B -7N7578 BHC-beta 15.360 | 181* 145 15
SEVAVAYAY BHC-beta 15.360 | 216.9 | 181.1 5
B -7N7578 BHC-beta 15.360 | 218.9 | 183.1 5
S AVAVAY BHC-beta 15.360 | 183 147 15
VBT AVAVA BHC-gamma 15.582 | 216.9* | 181 5
VBT AVAVA BHC-gamma 15.582 181 145 15
VBT AVAVA BHC-gamma 15.582 | 218.9 | 183.1 5
VTAYAVAY BHC-gamma 15.582 183 147 15

HEAEEIK | Pentachloronitrobenzene | 15.758 | 141.9* | 106.9 30
HEAEEIK | Pentachloronitrobenzene | 15.758 | 248.8 | 213.8 15
HEAEEIK | Pentachloronitrobenzene | 15.758 | 176.9 | 141.9 15
& hE3EZK | Pentachloronitrobenzene | 15.758 | 213.8 | 178.8 15
R T Terbufos 15.871 | 230.9* | 175 10
R T Terbufos 15.871 | 230.9 | 129 20
R T Terbufos 15.871 | 152.9 97 5
SR Terbufos 15.871 | 2309 | 185 5
Tl 1 Phosphamidon | 16.398 | 127* 109 10
Wil 1 Phosphamidon | 16.398 127 95 15
Wil 1 Phosphamidon | 16.398 | 192.9 127 5
Wil 1 Phosphamidon | 16.398 | 226.9 127 5
AR Diazinon 16.415 | 137.1* | 84 10
AR Diazinon 16.415 | 137.1 54 20
TEEAR Diazinon 16.415 | 199.1 93 15
A Diazinon 16.415 | 199.1 | 135.1 10
CFE Disulfoton 16.504 88* 60 5
CFE Disulfoton 16.504 142 109 5
V=2 Disulfoton 16.504 | 142 80.9 15
CFE Disulfoton 16.504 186 97 15
R AVAVA BHC-delta 16.517 | 217* | 181.1 5
SEVAVAVAY BHC-delta 16.517 | 181.1 | 145.1 15
SEVAVAVAY BHC-delta 16.517 219 | 183.1 5
SEVAVAVAY BHC-delta 16.517 | 183.1 | 147.1 15
HETE Chlorothalonil 16.709 | 265.9* | 230.9 20
HEIE Chlorothalonil 16.709 | 265.9 133 45
HEIE Chlorothalonil 16.709 | 265.9 168 30
HEIE Chlorothalonil 16.709 109 74 30
SR Isazofos 16.889 | 161* | 119.1 5
STk Isazofos 16.889 161 146 5
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AT S TR REN  mmr | TR | mmiem)
S Isazofos 16.889 | 256.9 162 5
S Isazofos 16.889 | 207.9 | 165.9 10
LV Etrimfos 16.970 | 181.1* | 153.1 10
VB Tk Etrimfos 16.970 | 292.1 | 181.1 5
LV Etrimfos 16.970 | 181.1 | 56.1 25
LV Etrimfos 16.970 | 292.1 | 153.1 25
T REE AR Iprobenfos 17.135 | 203.9* | 91 5
AR Iprobenfos 17.135 | 1219 | 121 15
AR Iprobenfos 17.135 | 203.9 | 121.1 35
SRR Iprobenfos 17.135 | 245.9 91 15
Wil& 2 Phosphamidon 11 17.820 | 127* | 109.0 10
ei% 2 Phosphamidon 11 17.820 127 95.0 15
% 2 Phosphamidon 11 17.820 | 192.9 | 127.0 5
fei% 2 Phosphamidon 11 17.820 | 226.9 | 127.0 5
FH ) ot Parathion-methyl 18.103 | 262.9* | 109 10
HH 0 i 1l Parathion-methyl 18.103 125 47 10
FH 0 i 1l Parathion-methyl 18.103 125 79 5
HH 0 i 1l Parathion-methyl 18.103 109 79 5
FH L 55 AP s Chlorpyrifos-methyl 18.110 | 124.9* 47 15
FH L 25 AP s Chlorpyrifos-methyl 18.110 78.9 47 10
H L B b Chlorpyrifos-methyl 18.110 | 285.9 93 25
HH L B b Chlorpyrifos-methyl 18.110 125 79 5
L) AL A Vinclozolin 18.119 | 187* 124 20
L) AL A Vinclozolin 18.119 | 197.9 | 145 15
L) AL A Vinclozolin 18.119 | 212 | 1721 15
L) AL A Vinclozolin 18.119 | 187 159 10
— SN Plifenate 18.135 | 175* 111 20
— A A HE Plifenate 18.135 | 175 147 10
— A A HE Plifenate 18.135 | 241.9 | 170 20
— A A HE Plifenate 18.135 | 2419 | 172 20
R L ST R Tolclofos-methyl 18.274 | 267* 252 15
R L ST R Tolclofos-methyl 18.274 125 79 5
R L ST Rk Tolclofos-methyl 18.274 267 93 30
FH 3L ST R Tolclofos-methyl 18.274 267 221.9 25
L& Heptachlor 18.299 | 271.7* | 236.9 15
L& Heptachlor 18.299 | 273.7 | 238.9 15
L& Heptachlor 18.299 | 273.7 | 236.9 15
L& Heptachlor 18.299 | 236.9 | 118.8 25
HH B % Alachlor 18.422 | 188.1* | 160.1 10
FH 2 Alachlor 18.422 | 160.1 | 132.1 15
FH 2 Alachlor 18.422 | 188.1 | 132.1 20
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AT ST REN  mmr | TR | mmiem)
HH % Alachlor 18.422 | 237.1 | 160.1 10
A P ik Cinmethylin 18.597 | 105.1* | 77 20
Ih B ik Cinmethylin 18.597 | 105.1 79 10
A P ik Cinmethylin 18.597 | 123.1 81 10
A P ik Cinmethylin 18.597 | 105.1 51 35
7 e ol Fenchlorphos 18.660 | 285* | 269.9 15
S e T Fenchlorphos 18.660 | 286.9 272 15
S5 W T Fenchlorphos 18.660 125 47.1 15
P2 Wi T Fenchlorphos 18.660 125 79 5
AR Fenitrothion 19.187 | 125.1* | 47 15
AN Fenitrothion 19.187 | 125.1 79 5
AN HELT 1ol Fenitrothion 19.187 277 260.1 5
3 WL ik Fenitrothion 19.187 109 79 5
FH Ik 1% g ke Pirimiphos-methyl 19.308 290* 125 20
FR DL I g il Pirimiphos-methyl 19.308 | 2329 | 151 5
FR L I g Pirimiphos-methyl 19.308 | 2329 | 125 5
FR L I g Pirimiphos-methyl 19.308 | 304.9 | 180 5
IR Aldrin 19.594 | 262.9* | 192.9 35
IR Aldrin 19.594 | 254.9 | 220 20
IR Aldrin 19.594 | 262.9 | 190.9 35
H Aldrin 19.594 | 264.9 | 192.9 35
L EORI Malathion 19.654 | 126.9* | 99 5
L EORITR Malathion 19.654 | 172.9 99 15
L EORI Malathion 19.654 | 157.8 | 125 5
L EORITR Malathion 19.654 | 126.9 55 5
R Fenthion 19.905 | 278* 109 15
R Fenthion 19.905 | 124.9 47 10
R ik Fenthion 19.905 | 124.9 79 5
R ik Fenthion 19.905 278 169 15
Sy q Chlorpyrifos 19.993 | 196.9* | 169 15
2 Chlorpyrifos 19.993 | 1989 | 171 15
2 Chlorpyrifos 19.993 | 313.8 | 257.8 15
AL Chlorpyrifos 19.993 | 313.8 | 285.8 5
=R R Dicofol 20.012 | 139* 75 30
= A Dicofol 20.012 139 111 10
= A Dicofol 20.012 111 74 40
= A Dicofol 20.012 | 1409 | 113 20
(Z‘%Eg%ﬁ Parathion ethyl 20.019 | 109* 81 15
(LRI Parathion ethyl 20.019 139 109 5

fit
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Hyw
(Z‘j%;ﬂm Parathion ethyl 20.019 291 109 15
¢
Hyw
(Z%?ﬁ% Parathion ethyl 20.019 | 109 91 5
¢
IRt ik Isocarbophos 20.247 | 120* 92 10
IRt ik Isocarbophos 20.247 | 1359 108 15
IR FE T 1o Isocarbophos 20.247 121 65.1 15
IRt ik Isocarbophos 20.247 121 93 10
L e i ik Isofenphos-methyl 20.955 | 199* 121 15
FH L S it Isofenphos-methyl 20.955 | 121 65 20
A e i Isofenphos-methyl 20.955 | 121 39.1 40
FH O S ot Isofenphos-methyl 20.955 199 65 40
IR
Jb\ﬁ}%ﬂt Heptachlor exo-epoxide | 21.110 | 352.8* | 262.9 15
IR
Jb‘ﬁgﬁht Heptachlor exo-epoxide | 21.110 | 354.8 | 264.9 15
A
L \ﬁ;ikﬂ’b Heptachlor exo-epoxide | 21.110 | 262.9 193 35
TN
“)\ﬁ;ikﬂ’b Heptachlor exo-epoxide | 21.110 | 352.8 | 316.8 5
AT Chlordane-oxy 21.150 | 114.9* | 51.1 25
HEST Chlordane-oxy 21.150 | 1149 87 15
AT Chlordane-oxy 21.150 | 1849 | 121 15
HESH Chlordane-oxy 21.150 | 184.9 85 30
fiﬁﬁ%ﬁc Heptachlor endo- 21978 | 135+ 99 15
) epoxide
yo—
&ﬁi%ﬂ: Heptachlor endo- 21278 | 183 119 30
) epoxide
—
RAMHFLE | Heptachlorendo- | 51 000 | 5159 | 187 20
) epoxide
—
RAAFEE | Heptachlorendo- | ) 00 | 5169 | 147 40
) epoxide
AR Chlorfenvinphos 21.548 | 266.9* | 159 20
B Chlorfenvinphos 21.548 | 2949 | 266.9 5
R Chlorfenvinphos 21.548 | 266.9 81 30
R Chlorfenvinphos 21.548 | 266.9 203 10
KA Mecarbam 21.624 | 158.9* | 131 5
KA Mecarbam 21.624 | 130.9 74 5
KA Mecarbam 21.624 | 130.9 86 10
KA Mecarbam 21.624 | 158.9 86 15
IS i Quinalphos 21.630 146* 118 10
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AT ST REN  mmr | TR | mmiem)
W o T Quinalphos 21.630 146 91 30
IS it Quinalphos 21.630 157 | 129.1 15
IS it Quinalphos 21.630 157 102 30
J&§ E A Procymidone 21.838 | 96* 67.1 10
J& 55 A Procymidone 21.838 96 53.1 15
J& 55 A Procymidone 21.838 | 282.8 96 10
J& 55 A Procymidone 21.838 | 284.8 96 10
I L i Methoprene 21.934 | 111.1* | 55 15
§i L i Methoprene 21.934 153 | 111.1 5
I L P Methoprene 21.934 | 1111 83 10
§s B i Methoprene 21.934 73 55 10

x REST Chlordane-trans 21.990 | 372.8* | 265.8 15

x REST Chlordane-trans 21.990 | 271.7 | 236.9 15

x RNEST Chlordane-trans 21.990 | 374.8 | 265.8 15

ST Chlordane-trans 21.990 | 372.8 | 300.7 10
RN Methidathion 22.099 | 144.9* | 85 5
RN Methidathion 22.099 | 1449 | 58.1 15
AN Methidathion 22.099 85 58 5
AN Methidathion 22.099 | 124.9 47 15

0, '~ ¥ £ DDE-o0,p' 22.249 | 246* | 176.2 30
0,p'-¥i ¥ FH DDE-o,p' 22.249 248 | 176.2 30
0,p'-¥i ¥ £/ DDE-o,p' 22249 | 317.8 | 248 15
0,p'-¥i ¥ FH DDE-o,p' 22.249 | 317.8 | 246 15
a -t Endosulfan | 22.428 | 194.9* | 159 5
a -t Endosulfan | 22.428 194.9 160 5
a -iRFF Endosulfan | 22.428 194.9 125 20
a -iRFF Endosulfan | 22.428 236.8 118.9 25
AR Tetrachlorvinphos 22.482 | 329* | 108.9 25
A R Tetrachlorvinphos 22.482 | 109 78.9 5
R Tetrachlorvinphos 22.482 | 789 47 10
R Tetrachlorvinphos 22.482 | 329 78.9 40

CFEREIN Disulfoton sulfone 22.525 | 152.9* 97 10

CFEREIN Disulfoton sulfone 22.525 213 96.9 15

CFEEIN Disulfoton sulfone 22525 | 1249 96.9 5

CFEEIN Disulfoton sulfone 22.525 213 153 5

0SSt Chlordane-cis 22.555 | 271.8* | 236.9 15

0SSt Chlordane-cis 22555 | 372.8 | 265.9 25

0SSt Chlordane-cis 22.555 | 372.8 | 300.9 10

0SSt Chlordane-cis 22555 | 372.8 | 336.9 10

ASLE Nonachlor, trans- 22.743 | 271.8* | 236.9 15

ASLE Nonachlor, trans- 22.743 | 406.8 | 299.8 15
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LA Nonachlor, trans- 22.743 | 408.8 | 301.8 15
LA Nonachlor, trans- 22.743 | 406.8 | 297.8 15
i Chlorfenson 22.865 | 175* 111 10
A Ui i Chlorfenson 22.865 | 111 75 15
W B Chlorfenson 22.865 177 113 10
A Wl P Chlorfenson 22.865 175 75 30
RN Profenofos 23.306 | 207.9* 63 30
TR 1 Profenofos 23.306 | 338.8 | 268.7 15
TR 1 Profenofos 23.306 | 296.8 | 268.7 5
RN 1 Profenofos 23.306 | 207.9 | 98.9 25
PRI Dieldrin 23.391 | 277* 241 5
Ik S Dieldrin 23.391 | 2629 | 193 35
Ik B Dieldrin 23.391 | 2629 | 191 35
3K B Dieldrin 23391 | 345 | 262.7 5
p,p'-i I £ DDE-p,p' 23.418 | 246.1* | 176.2 30
p,p'-i I £ DDE-p,p' 23.418 | 3158 | 246 15
p,p'-i I £ DDE-p,p' 23.418 | 317.8 | 246 15
p,p'-i I £ DDE-p,p' 23.418 | 317.8 | 248 15
I S e Uniconazole 23.439 | 234.1* | 165.1 10
I S e Uniconazole 23.439 234.1 | 137.0 15
K R4 e Uniconazole 23439 | 131.1 | 77.0 25
K R4 e Uniconazole 23.439 | 131.1 | 103.0 10
0, '~ ¥ Tk DDD-o,p' 23.719 | 235* | 165.1 25
0, ' ¥ Tk DDD-o,p' 23.719 235 | 200.1 10
0, ' Vi Tk DDD-o,p' 23.719 | 199.1 | 164.1 20
0, p'- ik I i DDD-o,p' 23.719 | 165.1 | 115.1 35
I3 2 ] Buprofezin 23.783 | 104* 77 10
I8 % ] Buprofezin 23.783 104 51 35
I8 % ] Buprofezin 23.783 83 56 15
V& 1% il Buprofezin 23.783 | 249.1 | 193 10
TR Diclobutrazol 23.785 | 269.8* | 158.9 20
TR Diclobutrazol 23.785 | 271.8 | 160.9 15
A = e Diclobutrazol 23.785 | 158.8 89 35
A = e Diclobutrazol 23.785 | 158.8 | 122.9 20
EARERL Flusilazole 23.863 | 233* | 165.1 15
F AL Flusilazole 23.863 233 91 20
EAREL Flusilazole 23.863 | 314.7 | 2329 10
AL Flusilazole 23.863 220 139 20
P N Oxyfluorfen 23.890 | 252* 196 20
A R Tk Oxyfluorfen 23.890 | 252 146 30
A R Tk Oxyfluorfen 23.890 | 299.9 | 222.8 15
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= Oxyfluorfen 23.890 | 361 | 299.8 15
K G Endrin 24.168 | 262.8* | 193 35
K G Endrin 24.168 | 2448 | 173 30
K G Endrin 24.168 | 316.7 | 280.8 5
K G Endrin 24.168 | 316.7 | 100.8 10

1R U Chlorfenapyr 24.459 | 137* 102 15
TR Chlorfenapyr 24459 | 2471 | 227.1 20
TR Chlorfenapyr 24.459 328 247 20
R HE Chlorfenapyr 24.459 137 75 30
B -t Endosulfan 11 24523 | 206.9% | 172 15
B -t Endosulfan 11 24523 | 1949 | 158.9 10
B -t Endosulfan I 24523 | 1949 | 124.9 25
B -t Endosulfan I 24523 | 276.7 | 240.9 5
p,p'- i 1% I DDD-p,p' 24939 | 237* | 165.1 25
p,p'- % ¥ ¥ DDD-p,p' 24939 | 165.1 | 115 35
p,p'- % ¥ ¥ DDD-p,p' 24.939 237 | 200.1 15
p,p'-i% ¥ ¥ DDD-p,p' 24939 | 199.1 | 164.1 20
i =X LR Nonachlor, cis- 25.021 | 406.8* | 299.8 15
ik Nonachlor, cis- 25.021 | 408.8 | 299.8 15
[k Nonachlor, cis- 25.021 | 406.8 | 108.8 15
= LS Nonachlor, cis- 25.021 | 410.8 | 301.7 15
0, '~ ¥ Vi ioF DDT-o0,p' 25.039 | 235* | 165.2 20
0, '~V Vi ioF DDT-o0,p' 25.039 237 | 165.2 20
0, '~ ¥ Vi ioF: DDT-o0,p' 25.039 235 | 199.1 15
0, '~ ¥ Vi ioF DDT-o0,p' 25.039 199 | 163.1 35
M4 R Oxadixyl 25.113 | 163* | 132.1 5
M4 R Oxadixyl 25.113 163 | 117.1 25
I R Oxadixyl 25.113 132 | 117.1 15
W7 - Oxadixyl 25.113 | 2329 | 146.1 10
YRR Ethion 25.195 | 152.9* | 96.9 10
YRR Ethion 25.195 | 1249 | 96.9 0
YRR Ethion 25.195 | 2309 | 175 10
YR Ethion 25.195 | 2309 | 129 20
o L6 22 Triazophos 25.644 | 161.2* | 134.2 5
— e Triazophos 25.644 | 161.2 | 106.1 10
— R Triazophos 25.644 | 161.2 91 15
— R Triazophos 25.644 257 162.1 5
e B Edifenphos 26.026 | 172.9* | 109 5
e B Edifenphos 26.026 | 1089 | 65.1 15
SR AL Edifenphos 26.026 | 201 109 10
SR AL Edifenphos 26.026 | 201 173 0
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AT ST REN  mmr | TR | mmiem)
Bt 1 R T Endosulfan sulfate 26.080 | 271.9% | 237 20
ST ER g Endosulfan sulfate 26.080 | 273.8 | 238.9 15
S ER g Endosulfan sulfate 26.080 | 273.8 | 236.9 15
ST ER g Endosulfan sulfate 26.080 | 271.9 235 15
B2 Propiconazole | 26.158 | 172.9* | 145 15
B2 Propiconazole | 26.158 | 172.9 109 30
B2 Propiconazole | 26.158 | 172.9 74 45
[EZNE ! Propiconazole | 26.158 | 258.8 69 10
p,p'- ¥ Vi 146 DDT-p,p' 26.262 | 235* | 165.2 20
p,p'- ¥ Vi 146 DDT-p,p' 26.262 237 | 165.2 20
p,p'- ¥ Vi 146 DDT-p,p' 26.262 235 | 199.2 15
p,p'- ¥ Vi 146 DDT-p,p' 26.262 165 | 115.1 30
P 2 Propiconazole |1 26.382 | 172.9* | 145.0 15
I 2 Propiconazole |1 26.382 | 1729 | 109.0 30
PRI 2 Propiconazole 11 26.382 | 1729 | 74.0 45
PRI 2 Propiconazole 11 26.382 | 258.8 | 69.0 10
BZN AU Hexazinone 26.665 171* 71.1 10
BZN AU Hexazinone 26.665 171 85.1 10
BN Hexazinone 26.665 128 83 10
BN Hexazinone 26.665 08 70.1 5
I 2K Tk Piperonyl butoxide 27.205 | 176.1* | 131.1 15
I 2K T Piperonyl butoxide 27.205 | 176.1 | 103.1 25
I 2K Tk Piperonyl butoxide 27.205 | 176.1 | 117.1 20
I 2K T Piperonyl butoxide 27.205 177 | 119.1 10
ik PR i ke Pyridaphenthion 27.951 | 340* 199 5
Mk P Tt Ffe Pyridaphenthion 27.951 | 204 | 203.1 5
ik P Tt Ffe Pyridaphenthion 27.951 | 188 82 10
Mk IR T Pyridaphenthion 27.951 | 188 91 10
NIAER Phosmet 27979 | 160* | 77.1 20
DA Phosmet 27.979 160 | 133.1 10
DA Phosmet 27.979 160 105 15
DA Phosmet 27979 | 1329 | 77.1 15
fa%ils 1 Tetramethrin | 28.037 | 164* | 107.1 10
122 lE 1 Tetramethrin | 28.037 164 77.1 25
FiiliE 1 Tetramethrin | 28.037 123 81.1 10
FiiliE 1 Tetramethrin | 28.037 107 91 10
IR EPN 28.137 | 169* | 141.1 5
IR EPN 28.137 169 77.1 25
IR EPN 28.137 185 | 157.1 5
IR T EPN 28.137 157 77.1 20
&2 lE 2 Tetramethrin 11 28.291 | 164* | 107.1 10

159




ERa @R REIEE L 2024 FERARISRONEERERR I TIEFH
AT ST REN  mmr | TR | mmiem)
&2 g 2 Tetramethrin 1| 28.291 164 77.1 25
fz 25 ls 2 Tetramethrin 1| 28.291 123 81.1 10
&2 lg 2 Tetramethrin 1| 28.291 107 77.0 10
IR 2 i Bifenthrin 28.325 | 181.2* | 166.2 10
IR 2 i Bifenthrin 28.325 | 181.2 | 165.2 25
R4 I Bifenthrin 28.325 | 166.2 | 165.2 20
R4 I Bifenthrin 28.325 | 182.2 | 167.2 10
H & %l Fenpropathrin 28.513 | 181.1* | 152.1 25
H & 5l Fenpropathrin 28513 | 2079 | 181 5
H & 5l Fenpropathrin 28.513 125 55.1 10
H & %l Fenpropathrin 28513 | 2649 | 210 10

FH L I T Azinphos-methyl 29.364 | 160* | 132.1 5
H LA i ik Azinphos-methyl 29.364 | 160 77 20
H LA i ik Azinphos-methyl 29.364 | 132.1 77 15
HH LA it i Azinphos-methyl 29.364 77 51 15
PRI T Phosalone 29.386 | 182* 111 15
PRI T Phosalone 29.386 | 121.1 65 10
PRI T Phosalone 29.386 | 182 75 35
PRI T Phosalone 29.386 182 138 10
nkE P Pyriproxyfen 29.608 | 136.1* | 78.1 20
ntk A ik Pyriproxyfen 29.608 | 136.1 96 15
ntk A ik Pyriproxyfen 29.608 321 222 10
ntk A ik Pyriproxyfen 29.608 | 226.1 | 186.2 15
FIR AL Cyhalofop-butyl 29.826 | 256.2* | 120.1 10
FIR AL Cyhalofop-butyl 29.826 | 120.1 91 15
RN Cyhalofop-butyl 29.826 | 229.2 | 109.1 15
RN Cyhalofop-butyl 29.826 | 256.2 | 91.1 25
= = s A
v _%Lg;ﬁ x Cyhalothrin (Gamma) 30.271 197* | 141.1 10
= = s A
Y -%ngu%u% Cyhalothrin (Gamma) | 30.271 | 181.2 | 152.1 25
= = s A
v _%Lg;ﬁ x Cyhalothrin (Gamma) | 30.271 | 197 | 161.1 5
Y 'ﬂggﬁ M| Cyhalothrin (Gamma) | 30.271 | 141 | 1151 15
M - 30.272
i Cyhalothrin (Lambda) ' 208.1* | 181.1 10
M-SR 30.272
i Cyhalothrin (Lambda) ' 181.1 | 152.1 30
M -HURERA 30.272
P Cyhalothrin (Lambda) ' 181.1 | 127.1 30
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et SR AT REN  mmr | TR | mmiem)
N E A
HURHH . 30.272
fii Cyhalothrin (Lambda) 181.1 | 77.0 45
Ji - S5 1 cis-Permethrin 31.542 | 183.1* | 168.1 10
Ji - S5 1 cis-Permethrin 31.542 | 183.1 | 153.1 15
i =X - 55 2 g cis-Permethrin 31.542 182.9 | 155.1 10
i =X~ 54 2R T cis-Permethrin 31.542 | 162.9 91.1 15
Je 2 -E 3 i trans-Permethrin 31.819 | 162.9* | 91.1 15
Je 2 -E 2 B trans-Permethrin 31.819 163 91.0 15
Je 2 -E 5 i trans-Permethrin 31.819 163 127.0 5
Je 2 -E 5 i trans-Permethrin 31.819 | 183.1 | 168.1 10
0 7 il Coumaphos 31.979 | 210* 182 10
WG B Tl Coumaphos 31.979 | 3619 | 109 15
g Coumaphos 31.979 | 2259 | 163.1 15
g Coumaphos 31.979 | 210 | 1541 15
== A A e
ﬂ%ﬁ“%gﬂ Cyfluthrin | 32.778 | 162.9* | 90.9 15
= A AR L
%@“%1“%@5 Cyfluthrin | 32.778 | 1629 | 127 5
== A A e
ﬂ%ﬁ“%gﬂ Cyfluthrin | 32.778 | 198.9 | 170.1 25
= A AR L
%@%1“%@5 Cyfluthrin | 32.778 | 2269 | 76.9 25
= = = e
%@“%2“%@5 Cyfluthrin 11 32.962 | 162.9* | 90.9 15
= = = e
%“;“%2“%@5 Cyfluthrin 11 32,962 | 1629 | 127.0 5
= = e A e
ﬁ@ﬁ“%@ﬂ Cyfluthrin 11 32.962 | 1989 | 170.1 25
= = = A
%@“%2“%@5 Cyfluthrin 11 32.962 | 2269 | 76.9 25
= = e A
%@“%3“%@5 Cyfluthrin 11 33.108 | 162.9* | 90.9 15
= = = A
%%%3“%@5 Cyfluthrin 111 33.108 | 162.9 | 127.0 5
= A AR it
ﬁi‘?%gﬁ Cyfluthrin 111 33108 | 1989 | 170.1 25
= A 2R L
ﬁﬂ%ﬁ“%gﬁ Cyfluthrin 111 33.108 | 226.9 | 76.9 25
= = A A T
ﬁiﬁ“%gﬁ Cyfluthrin IV 33.189 | 162.9* | 90.9 15
= A AR L
ﬁi‘?%gﬁ Cyfluthrin IV 33189 | 162.9 | 127.0 5
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3 et | PR | BRT | N | ARGERV)
== S AL
ﬁ%ﬁ“%ﬁﬂ Cyfluthrin IV 33.189 | 1989 | 170.1 25
(== A AR TR
AT A Cyfluthrin IV 33.180 | 226.9 | 76.9 25
A E 1 Cypermethrin | 33.290 | 163* | 91 10
AN 1 Cypermethrin | 33.290 | 163 | 127 5
AEHME 1 Cypermethrin | 33.290 | 164.9 | a1 10
AR 1 Cypermethrin | 33.290 | 181 | 152.1 25
KN 2 Cypermethrin 11 33.488 | 163.1* | 127.1 5
SE LR 2 Cypermethrin 11 33.488 | 163.1 91.0 15
SE 4N 2 Cypermethrin 11 33.488 | 165.1 91.1 15
SE 4 2 Cypermethrin |1 33.488 | 181.2 | 152.1 25
SE 40 3 Cypermethrin 111 33.626 | 163.1* | 127.1 S
FEGNE 3 Cypermethrin 11 33.626 | 163.1 | 91.0 15
A EE 3 Cypermethrin 111 33.626 | 165.1 | 91.1 15
A H AN 3 Cypermethrin 11 33.626 | 181.2 | 152.1 25
AHEKBE 4 Cypermethrin IV 33.699 | 163.1* | 127.1 5
AHHMNE 4 Cypermethrin IV 33.699 | 163.1 | 91.0 15
AN 4 Cypermethrin IV 33.699 | 165.1 | 91.1 15
AHEKBE 4 Cypermethrin IV 33.699 | 181.2 | 152.1 25
=45 b 2 s
T A &L Flucythrinate | 33.811 | 156.9* | 107.1 15
= S 2E T
ﬁ\%’jf% P Flucythrinate | 33811 | 1989 | 157 10
= S 2E T
ﬁ\%’jf% P Flucythrinate | 33811 | 1989 | 107 25
[f= = S AR TR
%%Ujf%@ﬂ Flucythrinate | 33811 | 1569 | 77 35
Tk 255 s Ethofenprox 33912 | 163* | 135.1 10
Ttk 255 fig Ethofenprox 33.912 163 107.1 20
Tk 55 i Ethofenprox 33.912 135 107 10
Tk 255 s Ethofenprox 33.912 107 77 15
RIS i
5 Flucythrinate 11 34.187 | 156.9* | 107.1 10
(= S 2 ik
ﬂ%“j;%@ﬁ Flucythrinate 11 34187 | 1989 | 157.0 10
= S 2 s
ﬁ%“j;%@ﬁ Flucythrinate 11 34.187 | 1989 | 107.0 25
= S 2 ik
s ’j;%@ﬁ Flucythrinate I 34187 | 1569 | 77.0 35
FIE 2 e Silafluofen 34.220 | 179.2* | 151.1 10
S5 I Silafluofen 34220 | 286 | 258.1 10

162




ERERRE NI 2024 FERE RS RMFEEEERR KN TEEHR
R AR ﬁ'ﬁ” BET %f RERAEEL(Y)
FAEZ TS Silafluofen 34220 | 1792 | 91.1 20
FAEZ TS Silafluofen 34220 | 151.1 | 91.1 10

FU AN 1 Fenvalerate | 35.099 | 167* | 125.1 5
FURAHEE 1 Fenvalerate | 35.099 | 208.9 | 141.1 15
FULANE 1 Fenvalerate | 35.099 181 152.1 20
FULANE 1 Fenvalerate | 35.099 | 224.9 119 15
FUL s 2 Fenvalerate I 35,506 | 167* | 125.1 5
FUL Al 2 Fenvalerate I 35506 | 208.9 | 141.1 15
FUL Al 2 Fenvalerate I 35.506 181 152.1 25
FUL Al 2 Fenvalerate I 35506 | 224.9 | 119.0 15
= a2 TR

Wﬁf%% Fluvalinate-tau | 35514 | 250% | 55 40
= g A= A Tl

ey %;%@E‘ Fluvalinate-tau | 35.514 181 152 40
= g A AS T

L %1“%@5 Fluvalinate-tau | 35514 | 250 | 200 40
= g A AS e

ey ?%EE‘ Fluvalinate-tau | 35.514 252.1 55 40
= g A= A Tl

ey %ZL%@E‘ Fluvalinate-tau 11 35.644 250* 55 40
= g A AS T

L %Z“%EE‘ Fluvalinate-tau 11 35644 | 181 | 152 40
= A S e

ey %;%@E' Fluvalinate-tau 11 35.644 250 200 40
= A 2R T

A %2“%@5 Fluvalinate-tau 11 35644 | 2521 | 55 40
REHNE 1 Deltamethrin | 36.509 | 252.9* | 93 15
REHNE 1 Deltamethrin | 36.509 181 152.1 25
REHNE 1 Deltamethrin | 36.509 | 250.7 172 5
REHNE 1 Deltamethrin | 36.509 | 252.9 174 5
REHRE 2 Deltamethrin 11 36.604 | 252.9* | 93 15
REHNE 2 Deltamethrin 11 36.604 181 152.1 25
RENE 2 Deltamethrin I 36.604 | 250.7 172 5
RENE 2 Deltamethrin I 36.604 | 252.9 174 5
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B B WA 100 ng/mL [H4likR TIC i

X105 MR CID15.

3.1

3

2.9

.3
Zi
11 )

6 7 8 9 0 1 2 3 1 516 17 I8 19 20
‘oun

20 22 23 24 25 2 27 28 29 30 Al 32 33 34 3 3B
Counts vs. RHME (min)

1, 100 ng/mL [1)2ifs TIC &
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. FEYEMERES T 79 PR R E BRI E AR ERRERR R WU - BE B A
%
1 EREHE
AFEFFRE T HEDIRVERE fh GBE L KRR %5 ) 79 Pl 25(S WL 3% AD
B B R SR B - S VS I T E 7 7
AFE P IE F TR AR GERZE S KRR 45D Hh 79 Rk 24 5% B9 1 =2
YPRFEEN 10 g, EAMIR 10 mL i, HAwHR 0.003 mg/kg, & &R 0.01
mg/kgo
2
WA SR I, $RIORZ 73 SO AR A AL, VRO £ 3 - 57 s B¢ s
AN E R
3 W FEHE
BrAER A UL, 7EHT AU A 2 B 2l )55, 7K GB/T 6682 #LiE i — 2%
Ko
3.1 A
3.1.1 i ikag,
3.1.2 HIfE. (uikag,
3.1.3 HIfR: (ikal,
3.1.4 Wk tikal,
3.1.4 P oAl
3.1.5 FAEA: o Aral.
3.1.6 FFIERREN: Sy BTl
3.1.7 FrERIREA AN Al
3.2 Mk}
32,1 LJE-N-NEREGEALAER (PSA): 40~60 um.
322 AR E (GCB): 40~120 um.
323 BEYFT: 2ecm (K) X1em (UME).
3.2.4 WALUERE CAALAED: 13 mmx0.22 wm.
3.3 YA il
3.3.1 0.1%HF [i+5 mmol FHE/K: HIEE (98:2) l: B 979 mL B FK,
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M1 mL R, BN 0315 g HlRS:, A EM. FIIA 20 mL FFEE, 5 IR
5], it 0.22 um JEREEH
3.3.20.1%H #&+5 mmol FFIREL+HEE: 7K (98:2) ¥l: EHL 19mL L& 1K,
TN 1mL R, A 0315g FIREL, HAEM. (£ 980 mL HEEF I L&
&, AR, i 0.22 um JEMES .
3.4 FrifE
3.4.1 REGHRUERE £

PR 2 (1000 mg/L): HERAFREL 10 mg(FE A2 0.1 mg) AR Z5hnifE i,
H I EFERE 10mL, f32KEN 1.0 mg/mL FIFRERE &5 . #6-18°C
TRAE, A ROWA . B S TEbR G & R S AR 2 e IR B it 4 A ROH
ZHEAE.,
3.4.2 RZBRAET

i/ 1.0 mL 73 FERE SR HL 1.0 mL 1 &G &3 T 10 mL A+, Ha
ERMREEZIE, B2, AL 100.0 ng/ul FIVE 1, IR FRACE .

A 1.0 mL 23 FEWCE R I 1.0 mL (¥ 1 T 10 mL A S, H R
BB ZIRE, $257, BUK 10.0 ng/pl FOVETR 2, G FHIECE .

A 1.0 mL 43 FEWCE B I 1.0 mL (¥ 2 T 10 mL A SIS, HOIER
BRZIE, W25, B 1.0 ng/ul PSR 3, IFHACE .
3.4.3 RS ARE TAEE R :

R A (VAR 5.2 BATRTARER G, R, 453 1 B ArdE 2R

R 1 ikl R IR

PR S1 S2 S3 S4 S5 S6

W, o/l 5 10 20 50 100 | 200
W3 (1.0 ng/pl), L 5 10 20 50 / /
W 2 (10 ng/pL), L / / / / 10 20
- 45 40 30 0 40 30

RS A, L 950 | 950 | 950 | 950 | 950 | 950

4 AEERE
4.1 VBUAH - = S DURRAT SO BRI A oA re e 55 2 T (ESD.
4.2 53t RF: A 0.1 mg.
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4.3 R JEE 0.01 go
4.4 B0l FEAMLT 4200 r/min.
4.5 HEFGWENL
4.6 IR HETR G 7 o
A7 SEEMEBEREE: 10 ply 25 ply 50 . 100 pl. 500 pl. 1000 pi.
5 PR
5.1 b A B AR AT

BRSEANK S HORE B A% A G PR vE R AT, B R FE A BEALIGRE 1 kgo
P ity BDURE S A5 4 T U P o ot 5 (R AT o R T AN i, BURE 5 4
FRAL TR 0T TAMRIR (W B AR SIRE i, AT AR AR B0 FRTED_E 3 B ST s N
JEACER X TAK . P B S B BAE S 2 R IR, AR [ AL DL
/NP BRI B R AR B s U RRE R DI, SRR AT, DU SRR B B
BN GG TEHL RIS, TRNR IR . KR R B T-18 C AR R
o
5.2 KRB S AE B P TR b A A AR

FREL 10 g ke CREAAZE 0.01 g) T 50 mL ¥RIEOE T, A 10 mL 28
&% 1 min, SRJEIIN 4 g BREREE. 1 g SN, | g APIEIREN. 0.5 g iFIEIRA
B BRI, w5 BRSO, 2R 1 min J5 4200 r/min B0 5
min. WHL—E B FIEWE W& BRKGIANF LA R R B O (B2 THR R
WAEH 150 mg o/KBRREE . 25 mg PSA), TR EIES] 1 min. 4200 r/min B0 5
min, WEEC_EIE 0.5 mL I 0.5 mL 25557 7K, ¥R21)51E 0.22 um fgsLiE
fiE, FTE
5.3 5E KA
5.3.1 WOAH (LG A%
a) B k:: Thermo Fisher™ Accucore aQ (150 mmx2.1 mm: 2.6 um) 5% [H C18
SN
b) WENAH: A MA/K: FEE=98 : 2 (4 5 mmol FEEM 0.1%F 8 ), B M ANH
BE: /K=98:2 (£ 5 mmol FEREA 0.1%FER). WBNAHRSRE &M W3R 1;

¢) JMi#: 0.4 mL/min
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d) M. 35C
e) BHHEE: 2 uL;
£ 1 B LB 26 (Va+VB)

I 1] min TN Va I Ve
0 100 0
4 80 20
5.5 60 40
10.5 0 100
12.9 0 100
15 100 0
20 100 0

5.3.2 ik sett
a) BTH: ESI(+-)
b) B4 IEHE 4000 V;
c) B4UREE 400°C: B YA 12 L/min;
d) FEAIREE: 180C: TR #E: 16 L/min;
e) ZAETT: 35 psi
f) ZINEN: AR Rk XN EREE T, X ENE 1. BHIE % E
ASTIN B 0 2 HE R R P, 3 B 23 Sl A o s b e 247 1) £ B BT 1) 5 8 B %
M AR R, S LM A
5.4 FES N E
54.1 E&ENE

S DU it A TRURTAR L PR B VA VR S AR E R 28 5 4% A2 AR T il %
B AT 58 5 o R TE VBRI T VA VB0 5 A 243 VD ) 7 {1 350 I PEASC RS A I ) 2%
PETE L2 9
5.4.2 EMENE

TEAH [F) S 56 2 A0 T EATRE S DU B I, SRAGE ) € i e 10 £ B B[] 5 A
FESAE—2, I HAEMBR T S5 RGBS, B As e S i i e B AE
VERS YL, i HE— R, R E Y, BER R AR A0 E T
BT B B AR = L 0T R B AR > (0 B RS v A B, A
FEAHEIL R 2 T (Va0 mTRITRE S AR AE H AR AR 2
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R 2 e MR SE I AR 1R EE I R K Fe VR 22

X B R >50%  >20% % 50% >10% & 20% <10%
TR RZE  +20% 4250 430% +50%
6 E

6.1 7 Hid%
BRANINEE S A, SR 56 A AR [R] (000 52 20 BRAEEAT R 1R
6.2 ERHT
il (D HEAM TR SRR E R, HEERFIGRT AE.
THEAR:
_ cxvxKx1000
m x1000 x 1000

i

C — AP RGN ERE, mgke;

¢ — FREUFEH LSRRI, ng/mL;

K — MRl

v — R BAARR, mL;

m — FESFE, g

THR RN AR ZS FE, THE S5 R ULE M5 SRAS I8 OO e 45 51
MEARTIERR, RE=AA BT

WR HOBE L JAEERT bk . S H i AN B Tl S 4 AR 2 NIRRT
PrfE i R R R B e, BRI E .
7 RBEE

5 52 PR 260 T SRAS 9 OIS N 2 &5 R0 4 % 22 (E A I R P 3548
) 15 %.
8 UiHA
8.1  AIRIMFE I FH 4 15 B

AR #% 28 B A P2 B AS [R) B 5 I LC-MS/MS X 4% 24 FR Wi A7 AE — E 25 57, 06
UE TAERS K T Agilent 6490 LC-MS/MSTRA € 1% - = 5 P AT i it e A, dn iR
8T A SRR ) B, TR RE R AT NG, a0 B5iEHIQ1 Pre/Q3 Pre. ABIY)
DPHLJE . Watersf#JCone 1 555 . 781 S R A L il A1 i, Selne g nl sE &8 A
RE T4 70 B IR L o
8.2 JREEIAF . AriE b S FEAA I S D) ek SR

RTINS T B AR R A0 R A A TR B EE SR, SIS A IR TR i ORAIE
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AE B SRR, LI E BT 2 AR Dy S, i f A P i i 2 B
FRAFl. FABEARE TR 12, HFRESSEIENRHE, 55
s TR AR R 172, 54 R FRBEAT 2R S i 20 A o At il U
S 2% [ R BB TE 4% TAE T AR EDD I, LA mT i .
8.3 SIHG T 7 VR R 1 G B A

AR A 1) S B A AR R A A% () T R P, R AR A 75 X e & R AT 4
. JEURYET FACER AN BV E F A E . R R S AR AR TE R
B TR

E SIS AR S i AL 223070, SEBeRAE Hh EEAE SC VRS
FANRTNETF LA B 0P, A8 R R o 2 B O LI B E RS AT
8.4 A fb il £ NI Ak FEE ) A T LA R I G

T b ) 2 AT AL B AR 7 SEAR 20 ORI ). A% L XU DA A A S5
LM WS AR TR E R B AL, R 5 G
QUEChERSEHUEALE JIANZER AR (MgS04) I, i g, B UE A it %
(41 A BB, PT LA 3850 G e FAE AN R 8 AR 24 [ SO R 2% s
ANZEREE G TGRSR, By 1k 25 s s R R BRI

X TR il AT LA L8 A SR A B R AT 1, AEZ T SN P T 45 4
MEY) (. 22w R, PrifE. FHEEmE R R, HER. WE R,
HIBRE . MRk, WREg e . JRMEMERING . JRZME. JUMEEE . oxythiocarb. ZRAE
Ry WEPEBEGREE ., UERRE. FRERE. PKIERG. BRZWE. T HANE. DR E PR
DU . BEORIFRR . MEUERE. WERE . BRgiRE. M. BREEER. HIR.
HRUEE . BTAE R . MR R D) AR AR, (8 I T A R VAL, B R
SR AR E IS L Y

FEA FHQUEChERS A IUE I, — B RAE K I & B A AL (2
FILLEIERIZI1 - 1, KT S K EAFI90% 1 5: i 7 ZEH N 857K, . 2B
REEKEL30%, FEFERUN T MA6 mLE BT K.
8.5 ANAHR I AR b R B R O A

N RRR R VR ARAET A RES . B AR e TR, R
SE12h, TR Al ANBREFT FU R TRIR FE A, B S v (R4 R €0 i 0 P e TR A ) 22 S
/NT20%, 4IRS RN A LS I D6 TR T AR U 7 B AR AR o R % R e M A
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MITHER b, 64T IR A & s W I T AR 2 57/ T 15%

BEHE VOB O AR b3 SRR AT 2 R S 0 [ ST B 45 R AT
R, HER BAET0-130%, BAERH R AERLE TS 2 A

B SR A 1) 5 S TR R AE RS T MR R B R ) S 0, ESERRIR I R
ANTE L S FT BE SIE  TH, A0A TTHRT DA RGBT R E
B
9 MR
9.1 P A 79 FRZGILREARSIA] . B &30 B MR X
9.2 3% B ¥ E N 100 ng/mL 4ty TIC
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2024 fFEZRE

R0 E B = XU S TAEFA

O =3,
anig e

i A

79 FARZGCE VNIRRT, SERB TA, SE R TR A e
i F7 AR T

* &

BB

it & Bt B

AR FLATR - T FETF V) i

FH Tk Methamidophos 2.745 142 125 10 Positive
FH etk Methamidophos 2.745 142 | 94* 15 Positive
L H it Acephate 3.410 184 143* 5 Positive
LR &% | Acephate 3.410 184 125 17 Positive
AR Omethoate 4.261 214 1829 |5 Positive
AR E Omethoate 4.261 214 124.9* | 17 Positive
PR Cyromazine 4.343 167 125 20 Positive
PR Cyromazine 4.343 167 85* 25 Positive
e Dinotefuran 4.645 203.1 | 157 2 Positive
e i % Dinotefuran 4,645 203.1 | 129* 6 Positive
1 KN Aldicarb sulfone 4.805 223 148 1 Positive
T KN Aldicarb sulfone 4,805 223 76* 1 Positive
K EGIEAR  | Aldicarb sulfoxide 4.846 207 132.1* |1 Positive
B KB AN, | Aldicarb sulfoxide 4.846 207 [89.1 9 Positive
I e B Nitenpyram 5.423 271.1 | 225.1* |5 Positive
I e B Nitenpyram 5.423 271.1 | 126 29 Positive
DED Methomyl 5.501 163.1 | 106.1 |5 Positive
DES Methomyl 5.501 163.1 |88.1* |5 Positive
2 9 1 B | Demeton-S-methy! 5695 |263 |169 |9 Positive
fitk sulfone

TAEHLR | Demeton-Smethyl | geos | 563 | 109% | 25 Positive
fitk sulfone

IIgE o g2 Thiamethoxam 5.975 292 211.1* |5 Positive
g H hgg Thiamethoxam 5.975 292 181.1 21 Positive
g Monocrotophos 6.083 224.1 | 127* 20 Positive
A K Monocrotophos 6.083 224.1 |98.1 20 Positive
I H i Clothianidin 6.508 250 169.1* |9 Positive
I H i Clothianidin 6.508 250 132 9 Positive
7R Formotion 6.518 258 211* 15 Positive
7R Formotion 6.518 258 175 15 Positive
A g Cycloxaprid 6.556 323.2 | 277 10 Positive
A g Cycloxaprid 6.556 323.2 | 126* 40 Positive
3@-2% LA 3-Hydroxycarbofuran 6.584 238 181* 5 Positive
;¥ 2 AL 3-Hydroxycarbofuran | 6.584 238 163 10 Positive
K 1 Mevinphos 1 6.600 225 193 2 Positive

172




EREmREENE TPl 2024 FER B @ISEDFIEE E R XK SN TIEFM
AR | FE PENI TR py MRER gy
V)

K 1 Mevinphos 1 6.600 225 127* 15 Positive
ALY d ke Imidacloprid 6.651 256.1 | 209.1 9 Positive
ALY d ke Imidacloprid 6.651 256.1 | 175.1* |17 Positive
RE Dimethoate 6.701 230 199 2 Positive
R Dimethoate 6.701 230 125* 17 Positive
HF K Vamidothion 6.741 288 146* 5 Positive
HF KA Vamidothion 6.741 288 118 21 Positive
LR Carbendazim 6.794 192.1 | 160.1* | 17 Positive
LR Carbendazim 6.794 192.1 | 1321 |33 Positive
e B | Sulfoxaflor 6.825 278 173.9* |10 Positive
e g | Sulfoxaflor 6.825 278 1539 |30 Positive
ML | Flupyradifurone 6.842 289.1 |126.1* |20 Positive
ML | Flupyradifurone 6.842 289.1 | 90 40 Positive
S BER Imidaclothiz 6.871 262 181* 15 Positive
SBENR Imidaclothiz 6.871 262 122.1 30 Positive
e Bk Acetamiprid 7.102 223.1 | 126* 17 Positive
e Bk Acetamiprid 7.102 223.1 |56.2 13 Positive
KT 2 Mevinphos 2 7.122 225 193 2 Positive
TH K 2 Mevinphos 2 7.122 225 127* 15 Positive
K8, Aldicarb 7.378 208.1 |116.2* |1 Positive
b KB Aldicarb 7.378 208.1 | 89.1 9 Positive
g o ik Thiacloprid 7.449 253 126* 17 Positive
Mg Cf Thiacloprid 7.449 253 90.1 45 Positive
IR e IPP 1 7.576 367.2 [263.1 |15 Positive
IR e IPP 1 7.576 367.2 |137.1* |25 Positive
T K JE Metolcarb 7.702 166 109.1* |5 Positive
T K JE Metolcarb 7.702 166 94.1 33 Positive
FFILAR B R | Thiophanate-methyl 7.871 343.1 | 151* 17 Positive
LA R | Thiophanate-methyl 7.871 3431 [1179 |65 Positive
TR I8 Propoxur 7.885 210.1 |111.1* |9 Positive
TR A B Propoxur 7.885 210.1 |93.1 21 Positive
v A B Carbofuran 7.974 2221 | 1651 |5 Positive
7o H A Carbofuran 7.974 222.1 |123.1* |17 Positive
LM | Demeton-S-methyl 8.021 253 89+ 10 Positive
ALy | Demeton-S-methyl 8.021 253 61 35 Positive
R RN Fenamiphos sulfone 8.168 336 266* 20 Positive
R RN Fenamiphos sulfone 8.168 336 188 30 Positive
RZEMEVAN | Fenamiphos sulfoxide | 8.175 320.1 | 233 17 Positive
RZEMEVAN | Fenamiphos sulfoxide | 8.175 320.1 | 108.1* |45 Positive
IR g IPP 2 8.219 367.2 | 263.1 15 Positive
IR g IPP 2 8.219 367.2 | 137.1* | 25 Positive
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Pl gk Pirimicarb 8.291 239.1 |1821 |9 Positive
Pl gk Pirimicarb 8.291 239.1 | 72.1* 17 Positive
FHZE Carbaryl 8.351 202.1 | 145.1* |5 Positive
25 Carbaryl 8.351 202.1 |127.1 |29 Positive
PRZ37 XMC 8.422 180.1 |123.1* |5 Positive
PRZ37 XMC 8.422 180.1 | 95 21 Positive
TN Isoprocarb 8.476 194.1 | 137.1 5 Positive
5t B Isoprocarb 8.476 194.1 | 95.1* |9 Positive
SEE TR Phorate sulfone 8.492 293 171* 5 Positive
FH R B Phorate sulfone 8.492 293 | 143 15 Positive
KR Propham 8.506 180 | 138* 5 Positive
KGR Propham 8.506 180 | 120 15 Positive
FIRERE VAR | Phorate sulfoxide 8.533 277 199 15 Positive
FIRERE VAR | Phorate sulfoxide 8.533 277 143* 5 Positive
FEE Atrazine 8.681 216 | 174* |15 Positive
7 Ei Atrazine 8.681 216 | 132 20 Positive
AR R Metalaxyl 8.695 280 220* 10 Positive
AR R Metalaxyl 8.695 280 192 15 Positive
Nt o R Dodemorph 8.697 282 116 20 Positive
Nt o R Dodemorph 8.697 282 98* 30 Positive
EI L DEET 8.760 192.3 | 915 31 Positive
TREI i DEET 8.760 192.3 | 65.1* |47 Positive
BEmT Picaridin 8.922 230 130* 15 Positive
BET Picaridin 8.922 230 95 35 Positive
FEABE | Azinphos methyl 8.973 318 160* 5 Positive
AR | Azinphos methyl 8.973 318 132 10 Positive
A PR Tl Demeton-S 9.001 259 61 35 Positive
P PR Tl Demeton-S 9.001 259 89* 10 Positive
S Pt 2 Clomazone 9.084 240 125.1* | 17 Positive
S Mt 2 Clomazone 9.084 240 89.1 53 Positive
FH % Ja Methiocarb 9.226 226.1 | 169.1 1 Positive
FH % Ja Methiocarb 9.226 226.1 | 121.1* |13 Positive
9675 Tk N Dimethomorph 1 9.273 388.1 | 301.1* |17 Positive
e Tk M Dimethomorph 1 9.273 388.1 | 165.1 33 Positive
— P ] Triadimefon 9.359 294 197 9 Positive
— P ] Triadimefon 9.359 294 69* 17 Positive
oI5 T I e Dimethomorph 2 9.415 388.1 | 301.1* |17 Positive
oI5 T I e Dimethomorph 2 9.415 388.1 | 165.1 33 Positive
T R Myclobutanil 9.442 289.1 |125.1 33 Positive
5 b e Myclobutanil 9.442 289.1 | 70.1* 17 Positive
liE NS Bifenazate 9.451 301 170 20 Positive
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i/ Bifenazate 9.451 301 198* 5 Positive
W% B Pyrimethanil 9.52 200.1 | 183 25 Positive
W% B Pyrimethanil 9.52 200.1 | 107* 25 Positive
KIBEMEELRZ | Mefenacet 9.588 299 148.1* |9 Positive
T g i 2z Mefenacet 9.588 299 120.1 25 Positive
IR Fenamiphos 9.751 304.1 |217.1* |21 Positive
IR Fenamiphos 9.751 304.1 | 2021 |37 Positive
IR Fenoxycarb 9.765 302 116.2 |5 Positive
IR Fenoxycarb 9.765 302 88.2* |20 Positive
T3 WA Tt Tebuconazole 9.924 308.2 | 125 37 Positive
52, A i Tebuconazole 9.924 308.2 | 70.1* 21 Positive
AR Benalaxyl 9.954 326 | 294 5 Positive
AR Benalaxyl 9.954 326 | 148* |10 Positive
MR B s | Pyraclostrobin 10.064 388 194.1 5 Positive
n ISRk E S | Pyraclostrobin 10.064 | 388 163.1* | 17 Positive
PR A e Propiconazole 10.097 342 159 20 Positive
[IREZN A Propiconazole 10.097 342 69* 20 Positive
SRR Phorate 10.124 | 261.1 | 199 3 Positive
SRR Phorate 10.124 | 261.1 |75.1* |5 Positive
DK Pk iz Prochloraz 10.213 376 308* 10 Positive
K P e Prochloraz 10.213 376 266 10 Positive
Tt 2% fie Cadusafos 10.236 271 159* 10 Positive
Tt 2% fi Cadusafos 10.236 271 131 20 Positive
T M Cyflumetofen 10.308 448 173.1* | 25 Positive
T I Cyflumetofen 10.308 448 249.2 2 Positive
ZmEF M | Difenoconazole 10.312 | 406 |251.1* |25 Positive
ZFmEF M | Difenoconazole 10.312 | 406 |111.1 |69 Positive
W i Spirodiclofen 10.375 | 411 313 5 Positive
el i Spirodiclofen 10.375 | 411 71.1* |15 Positive
PGS Clofentezine 10.403 303 138.1* |9 Positive
PGS Clofentezine 10.403 303 1021 | 20 Positive
ST Fluazinam 10.478 | 462.9 |415.9* |13 Negative
ST Fluazinam 10.478 4629 |3979 |13 Negative
M B ] Oxadiazon 10.529 345.1 | 303 5 Positive
Mt 5 ] Oxadiazon 10.529 345.1 | 220* 17 Positive
T W Pirimiphos-ethyl 10.533 334 198* 20 Positive
W T e Pirimiphos-ethyl 10.533 334 182 25 Positive
SRl Propargite 10.748 | 368 |231.1* |1 Positive
SRl Propargite 10.748 368 |1751 |9 Positive
R 125 25 Pyrethrin 10.801 329.2 |161.1* |9 Positive
R 125 25 Pyrethrin 10.801 329.2 | 1051 |41 Positive
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—HIER Pendimethalin 10.820 282 212* 5 Positive
—HIER Pendimethalin 10.820 282 194 15 Positive
£ M A Etoxazole 10.830 360 141.1* | 33 Positive
£ M A Etoxazole 10.830 360 304.3 17 Positive
DS Abamectin 10.978 | 895.5 | 751.3* |45 Positive
DS Abamectin 10.978 | 895.5 |449.2 |50 Positive
A gl R Pyridaben 11.082 365 309 10 Positive
A il R Pyridaben 11.082 365 147* 20 Positive
bt % B

W PEN 100 ng/mL [F14libs TIC K

66 68 7 72 74 7
‘Acquisition Time (min)

K1 aibrings TIC KBl
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BLT B RERAY

e | FHREER vk [GEN
| SNYIIEIE B S B -S2 AR Eh 7R BE I 5 A AR R A .
PSS
L GC/MS ¥
SVE R S B -SZ AR TSR B A AR R R AR P
2 \ LS AN
LC/MS/MS =
3 SR A A R A 2 R D AR TE R E AR AREE . Tk
YRR SRR JE 2B AN R R e 5 e I 58 1 bR T
4 ARt gk
R P
S SDIR I A DU IR 2R SR 25 W) 5k B = DU 1) b o -
(R o
SR B v B 2 5 B N S T b v R AR
6 Ee. kK. B2
?
; BRMEE TR IKMSR 257 B il WAt | AR S, 5K dals . JusE.
- 5 =S
N ‘ o o XIS, EFRIF, okAm, 2
8 ZR i F I P PRS00 2 PR A R A R o
MNP, JuZE, &
R K L PP G AT B YD PG R B R S AR TR AR | \
9 ‘ \ ALl N
PR WRAH T - 5 R 1 vk
0 BRI E PPk AR E I E bR R | /R, RPE. KA.

O €0 AT

R[S
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—. YRR R B - B W E AR ERIERF GC/MS &
1 EREHE
AT TR TE frb 10 Fh B - 324430 3h 775k BE 1SR o i — o 4 BBk 200

LR 5.0 g IS, A7 10 M B -S2 AR BB FIAL RN 0.5 1 g/kg~1.0 1 g/kg,iE
=R~ 1.0 pgkg ~2.0 1gkg.

2 JF#E

TR B -8 4 VT TR I/ 75 S A R TS B s R e B, AR5 S8 I [T A H 2R Bk 19
tk, BN = HERERE =R LB (BSTFA) +1% (o) =HESRELE (TMCS) fiiEEX
Fi GC/MS I E Shistt & i 10 Fh B -2 AR 75% 8, RN &R NAMEE R .

3 &5

BRAE S AU, BT A Al
3.1 HIEE (Aigal),
3.2 #hig;
3.3 IECk
34 ZROHE ((igah);
3.5 &K
3.6 TOKEREREA, T 450CHIGE 4h, WEIEI T FREH&H.
3.7 ReAflAR. SARARD . W RGEE. DARRRE . DR PEREY . S ORRE. R
WIE. RARED s 3502 bR b .
3.8 Do-wftE%. Ds-¥b T HalE. Ds-3K w2 BN AR,
3.9 B -HIEWETRREE/JT E RN )Y H Sigma;
3.10 XM= HEAEIE = W% (BSTFA) +1% (&) =HREERH (TMCS).
3.1 B -SRI FIARHERE I 73 RIS M2 AR FIAR HE AL 10 mg T 10 mL 2
i, FWER AR C BRI, - 18 CUkF T & 2 ABshiiiR & bri
O FBERRE A 0.1 mg/L.
3.12 Do-wuieHi% . Ds-Wb TIEEE. Ds-3K 2 B (1.0 mg/L) ZARBEEh 7 A bR &
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A5 FH Bs) FH PR AR B A £ V2R 1.0 mg/L JR AR
4 (R EFM

4.1 SAEEFEE.

42 TR

43 BAL.

44 BZEZEHE:10 mL,

4.5  [EAHZERAL

4.6 ESOHLRIKEFE 8000 r/min

47 SLW [EAAEBUR:: A% 500 mg/6 ml CRTMIREAE R R 5545 FRA 7DD

5 BIEPR

5.1 FEACREE. Hil&. TRAT7

ZNALACEIENIA . R B WE. ili%5) R4 200-500 g BREAAIHIG (AR, 2ERF. 4
P 2R IR, HIZAZUSREHLARE, DU5MEEL 50-100 g, FRTEH ZEBE Bl £ i 4S
g, W ERRREIS, THE-18CUKAH R -
5.2 1 i g

FREXZ B35 5.00 g CAAIILEFR 2.5 ) #E 5T 50 mL BSO H, i 50 pL 1.0 mg/L
ZARBEENFI A ARIR AW, F#E 10 min, JIA 15 mL 0.2 mol/L pHS.2 ZFRE-FE FR 223,
A BB 20s, O 50 pL B-76 % HERE 7l / 77 SR R BR BV, (£ 37°COKIRH/KAE 16
h JEECHAED, 8000 r/min B0 10 min, 43t BEVE, GEEMFEA RPidH, 7Tel
AR E) 2.0 mol/Th B VE AT 2 2.0£0.1 (pH MEL), FHAE 8000 r/min 50> 10
min, 43 BIERAEH .
5.3 FEMiFiL

ISLW (B3 SLS) [EAHASHU:, SeHHEE 5 mL. 7K 5 mL. 50 mmol/L % 5 mL
WK, SRJEH 10 mL B3SO 7 LA A 5 mL KkEERRZ, HAEREMT S
min, JoFH SmL RGN, SRJEH 10 mL 5% &4k 41 L Be Sl e, 78 50°C/KIBHES
T
54 FERATAE

ARRFNAYII 0.1 mL W= FIAER =/ ABE% (BSTFA) +1% (&) = HIIEE R
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(TMCS), 7£ 80°C I FE T In#ATA 1.0 h, BAWKRT, 1002 mL HIERFME;, FHIM5H

HUPREVETR, 050 w L WARMERWR, BT 5 S5FE W R TA74E4. B 1.0 nL H
FIRHEAT GC-MS 437 .

5.5 FEMOHT

551 il S %A
a) HP-5 MS 5%k L SRR b i A B4 (30 mx0.25 mmx0.25 nm) (& [H

FE;

b) BEFE IR SE: 280°C;
¢) AEEAIE 100°C, {#FF 3min, A5 L 10°C/min 7+ 280°C, {#£F 5min, 300°Cpostrun

5 min;

d) SRS, 4 =99.999%, JitiE 1 mL/min;
e) #FfRE: 12 uL;

f) HE 7 EIJ&, 70eV.
g) BT IHIRE: 2307C;

h) BERETT R AR
i) WHIZEIR: 11 min,

j) AREIZRIREE: 280°C

552 EFEEFHENTR: WIS FILTFERL FESEFRELTEL AR EET

L2,
£ 1 SR A KT
- R EEH ENET R e &R
& MR
BE  Fm/z m/z ugkg  pgkg
L Aiitke % Do- TR HF%  11.39 86 277 296. 367 1.0 2.0
IR A At bR Ds-¥b T HeBE 1377 356 86. 426, 370 0.5 1.0
Do- T At 47 % 13.78 262 95
FAIRS Do- 4% 13.78 325 86. 282, 308 1.0 2.0
AR Do-mABHFE  13.83 262 86. 243, 277 1.0 2.0
[ Do-TefRHF%  14.00 72 219, 276. 287 1.0 2.0
Ds-¥b ] Iz 14.51 372 86. 443
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ERE R RRITERL 2024 FERBRSAMIEEEZ RGN TEEMR
YT g Ds-¥b T izl 14.52 369 86+ 440. 384 0.5 1.0
Ta IR Do- e % 14.82 00 262, 243, 277 1.0 2.0
KA % Ds-3ETZ B 17.93 178 267. 430, 267 1.0 2.0
WA Ds-3ETZ % 18.98 354 86 282. 354. 1.0 2.0
Ds-3K 7d, % L% 20.26 255 507
B Al Ds-3ETZ B 20.26 250 179. 267 502 1.0 2.0

5iE fEF*104
10
1 6+7+8
8 3+4 11
2 12+13
9
1 ,
| Mt AJL,L;L ymin

1"

13 15 17 19
K1 S ARBEEh bR e S bR e i

LGRS s 24 A AR 344 Do- T BRE P+ RATREY ;5. WACHE S 6+7+8. PHLh4:
B 4Ds-10 T R lE+vb T Y, 9. SRR 100 ZEE AW 11, YEAAEER, 12+13 Ds-

Ky % L+ 0 % B %

SR Z*104

16

12

7
8
3
4
11 13 15 17 19
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K2 shia=sa s i

3.Do-wufCHF % 7.D3-¥0 T MElE: 12.Ds-3K 5% B
553  HEmillE

43 AIEL 100, 150, 200, 250, 500 wLIREFRAEMIAIE, 050 nL WARERE, &
SRTATAE G EATAER 3T, ehilbndEdi e, SRS EATRE S , AR AR dh 2R T SR i
H1 10 B2 AREEN 7S & no MR SZARISN ) Ok B IS ) S8 v B 7 AT e e, s AT
554 EM

ASCRR RS W T R P E A [ SR B 26 A T, B URE e AR ) € DA ) R B B ] 5 A R A
T CEL T U8 (1 £ B I TR Ll A AR A S B AT £ 2.5% 2 o BEFH H AL &9 00 5 v 1 o
B AU IRLRE R E AR A 0 T M S - 8 B T A T B S TR A A bR AR
AR E B — 3, MR 2 AN 2 2 B, TR s o A7 8 X6 S 42

2 BB TR B R OR SOV e 22

FX & TR >50% | >20 %ZE50% | >10%%20% | <10%
FRVFHIAERRZE | £10 % +15 % +20 % +£50 %

6 HEH
AR 10 Bz R Bl E s (1) &

VAR
X —— WFEPX N 10 M2 Eshf & &, SAONMmE T (o gkg);
n —— A GG 5 A b (T UG £ W TR AR LUABDNS B R SZ AR Bl R B & &, B g
o (ng);
m —— FERMEEEE, B8 (2);
SRR = H AT
7 BEE
TEE GV T AT I P BRI 8 25 R B 40t ZZAE S EAR T 41E 120%.
N TARUES AT 45 R HER, BRI — N Inbr RS2SR, nFR5.0 wglkg
B -S2AARWENF, RIS RAE60-120% 56 Bl 2 N .
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8 UiBH

8.1 AT EFSMETE LS KM RE Aglient X245 FIRTF, HPP SR SM (il i ik
B USEA L

8.2 ZNMWEVEE I, R EEM TG, B AR s, HATB -
AR A TT 1 3 R E AR AL, RGBS A8 #: (40 SCX. SLW. SLS. WCX
B REHBE TR (WMCX. PCX 55 #Hb. S250 % ROZAHF AR HEAT 3

8.3 X0 T At [ AH 25 HURE B R Y 25 L FE i SR BOBUINAR B 40 mmol/L #h BRVE VRN 3k 47 56
e, FRUEESCRTE 80%LA o SLW. SLS AHXF MCX. PCX Vb T HElE. 45 A fh AR 2 X6} (=]
8.4 AJji% SLW H 5% &AM LR ABEVEML, ZORIECHIA], F80R A, FenliEEIREKE
DK A3k, BRIV ACR . W MCX. PCX SEiiaHIN S% e FEE, 5%% 4k
LR CTEARXT 5% 2 H B A 2% B8 b

8.5 Mt LA M= =M B (BSTFA) +1% (&) =HEERE (TMCS) &
ERELEACAT AR, EEREAAT AR B RAE T K AEOL N EAT , B il 3L G 28 KRR 250 T,
WA 7K G ST AE R

8.6 WIHAERITHAEM, WA EEMRIEIER G FTH O NG FAEE (6:4; V:V)FEHL
Ja it — 2k, B KA LC/MS/MS i#— B ik .
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= IR ER ST B -SAREBNFIER B W e MR TERIERRF LC/MS/MS ¥
1 EHEHE

AR e i F 5 e ROBURE €0 = B DU B AT R R 5T 15 35 AX (UPLC-MS/MS) X} sl i
B 16 M B -S2 A 7 2R 5k B 1 R I U E o

AR H TSI & b 16 Fh B -2 ARBEN SRR B I RIS E o ATT 16 b
B -SZARM BN AA R N 0.1 ng/kg, ERMA 03 ugkg.

2 R

ENAUETE T S 2T B R W R 5 AR R B A, I AROE 5 [ AR AR R 1K
Vel W4 5 FH UPLC-MS/MS M€ 16 it B -2 AA MBI T, WIREE &,
3 AXBEA SN
3.1 AR
3.1.1 i i OO 0 1% = DU B H BB 1S A A (UPLC-MS/MS)
312 P RF
3.1.3 EMAXL
3.1.4 HEERVE SIS
3.1.5 RIEAHREOIL. EOE
3.2 R
3.2.1 WREK WREER. LM LB, KO sl
3.2.2 WEE: ik
323 LR TE: tikal
324 [EMFEEE: PXC MM A 200 mg/6 mL (PHE T2 W ig ) B &2 AH A HUR: . SLS
[l AHAC IO . FA% A 500 mg/6 mL (BHES TSR BRI AR AU CBUMIAR A R
MR A BRAFD.
3.2.5 B & MR/ 75 SR RIS MERCK 185 1.04114.0002; 2-8°C-17.
3.3 A A
3.3.1 [EAHAEU M BE AT - T 0.33 mL KRR 5 100 mL 27K R A BL Gk B2 24 40 mmol/L
Y SR R VAR AE e
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3325% @AM AR AW B S mLIREK, H AR AFRER 2 100 mL V5, BRI .

3.3.3 0.2 mol/L pH5.2 ZFR¥N-BEFRZZ AR HX 13.6 g ZBRHH, H 500 mL /K fEEH £ R

5 pHS.2.

33425%PRTE: W 25mL iR, HFEEAE 100 mL RS, WA .

3.3.50.1% 2 HEE: B 0.1 mL KEUK, HIHEREA 2 100 mL ES), IEIHH] .

3.3.6 2.5% AL . B 2.5 mL WkZUK, HIFEEEA 2 100 mL RS, IECILH .

3.3.7 VishAH 0.1% R /KIER: B 1.0mL IR, FH/KEZRZE 1000 mL S, k)54

0.1% IR FIEAR: ML 1.0 mL R, MR ESR 2 1000 mL RS, HREHRH .

3.4 bRt

341 WK KwZ O W R Rk, DA ZARRRE . SPIBAR, P

MDD BATRED . BIAARED . AR D MDD, JEERET . FIRER . YEARED

K OTENE A bRdE: i KT 98.0%

3.4.2 Do-TefCHED . Ds-70 T HEEE. De-3K 70 2 ELIAEE KT 99.0% .

3.5 BRI R

3.5.1 1.0 mg/mL B -SZARBEN IR AL W 23 WIFRELE B SRR bR 10 mg
CH5#33 0. 1mg) T 10mL A&, HHERGIFERBLE, fFI1E-18CIUKFH %

.

3.5.2 10.0 pg/mL B -ZARMBNFIE GARAER %9 : B 1.0 mg/mL &Fh B -SZ A BEh It

W 1.0mL, HFEEEARZE 100mL, 53 10.0 v g/mL B ZAKMENFES N B, -18CHE

76 1A

3.5.3100 ug/L B -ARBBNFIE SARER T : B 10.0 v g/mL B -2 A& BN E S AR ALl

%W 1.0mL, AFEERZE 100mL, 55] 100 ug/L B -SZARMshFIE & briE N AW, 4°C

7 1A H

3.5.4Do- AR |« D3-ib T HElE . Ds-36 50 2 U (1.0mg/mL) B -SZ A4S 7 N Ar i 5 7

W FREL Do-Se A% . Ds-Ib T HERE . Ds-3K7i% . Do-EAifiik & 10 mg CRETE 0.

1 mg) T 10 mL A&, HEEREWITEREZE, FRHE-18CIKFET &,

3.5.5 250 wg/L B -SRI A FRIBFIR A : 43 EL 1 mL3 ' 1.0 mg/mL B -52 &)

FIN PR IER T 100 mL FEHH, HREEEMITERZEZE, 43100 vg/mLB -2k

WEh I NARIR G ARUE W, 30— AR 22 250 pg/L B -SRI 771 P A TR AR
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W, 4CHRAT.
4 PR K AT

4.1 R I FIARAT: DAL CELIE LA PR A o ) sl s PRI ) (2 P 2T
BN ERL JPAD KEE 200-500 g, HAZUREALEHE, PU5r2H 50-100 g, JHAEH FEH
BHE CED W EFRZEG, AREURE 5 R AR R EE - 18 “C UK A VR 3L o

4.2 ¥ OO74 D

4.2.1 FgfE: PREVZ SIS 5.00 g CRAHIEFR 2.5 g) ST S0 mL B0 H, 140 uL
250 v g/L B -ZARBEBhF N AREA N W EE 10 min, A0 15 mL 0.2 mol/L pH5.2 &
BN-BERR RV, FHZIBMLATRG 20s, AN 100 L B - 41 b s 1 il 55 2L AR IR R B i, 7
37°C/KIBH KA 16h JGHUHAAT, 12000 r/min &0 10 min, 2 H FEEWR, GEREWNRER
1A NEi AT, AT CURJE AR 8D 3.0 mol/L RFRIAVR I 15 2 2.0£0.1(pH MIsEAX),
— 35 12000 r/min &0 10 min, 2 H_EEBAHRLL

422 ¥Wt: A SmL /K. SmL HEE. S5mL /K. 5mL40 mmol/L [ £ BRVA I 1k -1
SLS AR, R SmL Bk FiEWREEN, fFREfEAE)E, F SmL K. SmL H
B PR, B HTAE RS TN 10 mL 5%Z 4k 288 ZBeBe B dcdE T 10 mL B 2848
BN, 16 50CKRIBHESKT . SN 0.1 mL FEE A SRR, A 0.9 mL10%
R KIEIR S, 1 0.22 vm JEMRJEFF LC-MS/MS 73 #7 .

4.3 ¥# (O72)

4.3.1 BfiR: FREX 2.00 g £L 5T FISAZLT 50 mL 55008 H, i1 40 pL 250 ug/LB -
SZARBLEN ) N BRI AN B 10 min, IO 10 mL 0.2 mol/L pH5.2 ZBN-E R 22
W, FAIBIHLAI 20s, NN 100 pL B -7 &) Fl BT g/ 07 B ER MR A, £E 37°CuKig
JKfE 16h JEEUHAED, 4°CF 12000 r/min &0 10 min, 70 FJEEW, KA 10 mL 0.2
mol/L pH5.2 ZFRAA-BS TR 2% Ml B H2 I — K, #—2F 4°CF 12000 r/min 0> 10 min, 43
H BB E 50 mL B0 I 10 mL 1E ke BERE % 30 min, %7 T 12000 r/min
250 10 min BUT EBAARHEAL o

432 4k MK 5 mL HEE. 5 mL /KiEA-F#7 PXC BAHARUE, A58 10 mL _Lif
BERERAN, FAEREHEE, B SmL K. 5mL2.5%F /K, 3 mL0.1%% 4k FEEH T
B, HEATEPNBAE I 6 mL 2.5%% b RGBT 10 mL AEERE R, 1&

S50°CAKBHESRT . JenN 0.1 mL HEEHE A SRR EE Y0, B0 0.9 mL 10% 9 B/ 7K %
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WRE), 1L 0.22 um JERR)SF LC-MS/MS 24T,
5 Mes5itHE

5.1 (X SH KA
5.1.1 WAHEIESHE KM

(a) it 4. Waters BEH C18 # (1.7 pm, 2.1 mmx100 mm) A 24 (oA, A . 40°C,

(b) WBNAHIT AR A N 5 mmol/L ZFREER, B NI (& 0.1%H ), KHIBAE
Pelt: 0-0.5 min, 5%B; 0.5-2.0 min, 50%B; 2.0-3.0 min, 95%B; 3.0-5.5 min, 95%B;
5.5-6.0 min, 5%B; 6.0-8.0 min, 5%B.

(¢) #itif: 0.3 mL/min.

(d) HEREMRRL: 2-5 ul (RAES RESE).

5.1.2 A S %At

(a) BS7iR: HBIEE IR (ESD.

(b) BAHEHE: 0.5kv; BFUHEE: 150C; BIARRE: 400C.

(o) FMTN: O ROk, WTKE. Fffbik. SHY . Z2MaY.
SUATSAR, PUAHED IRAHED . WA A T AR R R SRR
YA D | KN Ay D6-3E 5w % L% D3-70 T G K D9- 7w 45 B BN IE B 7114 .

(d) 77 22BN (MRMD.,

(e) FHHA. AAA. MBI BB AR ER AT s i /A Al Sy st
G R R AR R DA R % R R A BRI K

() HEFLH . Al A 55 o R S AR 28 s PR R U

(g) EVEBSFXT. EREFXT, HEAL A Al RS & RSk 1.

5.2 bR IR 1E

3 WRE 100.0 v g/L B 2K ARG bRAEN W 5 »L. 10 vL. 20 vL. 50
uL . 100 v L, 250 wg/LB-ZRBEENFINFRIEFN K 40 wL, H 10% 5 E//KERE
B2 1.0mL, %K B -2 AWMz & & 0.5 ng/mL. 1.0 ng/mL. 2.0 ng/mL. 5.0 ng/mL.
10 ng/mL [PIARHEIE IR (& 10 ng/mL FIARERD BERESIE A, UPLC-MS/MS 73#T 5 %4
il bk 2% .
5.3 Wl

W RE R R AR ARV W — AT DU, AR I 52 v B -2 A 77 2 B v SRR
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[H]

SRR S € il o = 8
5.4 &M
B AL G LN RS 1 2D A TR T, FEMFESR AT, FEd AR
5 FR) DR B I T8 5 A R V5 VR X 2 FR) O B I 18 s 22 7 £ 2,500 2 18], ELAFE il B3 o 25 4 58
MBS PRI AE X = 2 5 R P2 0 ) 4 YAV R il o o 7 10 7 1 B 1 PR R X = P AT R ARG
T ZEAN L R LRI TE TG, DU AT 40 5 DA ol FhoA: R R 2 R AR 420
1 SEVERUERT RN B 5= B B R fo VR 22

X B FE R K% K=50 20<K<50 10<K<20 K<10
FOVF I K 2 % +£20 +25 +30 +50
6 itE
WA B -2 EahF & &% (D 1HE
C *1*1000
X= m*1000 T T R TP PRSP (D

R
X R B SR ARME AR, RO T R (1 gke):
C——UE R B -2 BN &, E BN EET (ng/mL):
I ERGE A R, EORET (L)
m—— R, AT (@);
P4 S L S S R B VOIS R B T R, (R 2T A
W (BUNEUR 1B,

7 FEE B [l

A2 2 T BRAT A PR RSN R 45 SR A 480 22 AE AT IS AR S B 920%
N T PRI AT & R AR, ZOREEARE b 2D Inbe Rl ds, Inbr1.0 ngkg B -2
BN R N T70-130%.

8 Ui
8.1 ATy ik PR i I % 22 2 /& /E WATERS TQSAX#% L3RAT, % R () v € 1%

PR AS R4 .
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8.2 ZNWEVEE I, R EEM TG, F A ER s, HATB -
AR A TT I R E AR AL, SR TS # (AnSCX. SLW. SLS. WCX
). REHETH (WMCX. PCX5) b SLIR = Mz T3 T3 I

8.3 X0 T4t ] A A HURE B2 K FH 2 1 R i S GBI AR 040 mmol/L #h BRVE N 3547 36 U8,
B[RS R AE80% LA | o SLW . SLSHIXTMCX . PCXYD T BT 5 A fth AR 246 3ok [m] U 3 By
8.4 [ AHAIOS KL AL HT I B WS G E W, VEM S A e RO, Rzt — 2P
8.5 AJ7VESLS FS% R LR LM, FHPCXUEIEFIN2.5% 2 A FEE, YoMl 2k
I, AR, Rt BIREUKE GWOK R, BREZEEHICR . 5% 28R
L TEAEAT2.5% 2 A FF B e it D 2% o 52>

8.6 37 N AT DA I 25 S0 25 SR LR AT T DA 2 e B K .

8.7 WIRAERIA THLAER, AT LUK B VRIERNE 254 T Z R L Bs: RAEE (6:4; V:V)
PEWUE R — 21 DL £ T

9 SE R
9.1 GB/T22286-2008 zh¥Js 4 & b 2 Fh B 52 AR zh 75 5% B & I 5E  WOAHE 03 - 5 B

i

9.2 Ak #B10295 A 15-1-2011 LAkt 167 B ZAKMBNHIHIE BOH CiE- R BT .

10 B
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ERaRTeRRiTESL 2024 FERASSRVNEEEERRLTIEFH
1 HEVRESH
., e 5 F . . Hezdw | REREHE | SR .

B HESL bt IS FTET E E 15 min S W)
De-3¢ 70, %2 B2

1 CYikees mabuterol 310 | 311.29 237.17*/217.13 20 26/18 2.98 ¥z
De-3¢ 70, % B2

2 AT tulobuterol 227 | 228.16 154.07*/172.16 2 16/12 2.77 1%
De-3K 70 % B2

3 AR clorprenaline 213 | 214.22 154.10*/196.10 4 18/18 2.62 %
De-3K 70, % 2

4 (iR cimbuterol 233 | 234.35 160.20%/216.10 28 16/16/16 2.24 Jié
De-3K 70, % 2

5 RAT RS brombuterol 366 | 367.22 293.02*/349 38 18/18 2.88 Jié
6 5 A1 e 2 penbutolol 291 | 292.42 201.20%/236.29 4 16/16 3.76 D370 T JliiE
De-3¢ 70, % 2

7 siAe clenproperol 262 | 263.03 245.04*/202.88 30 25/20 2.88 Ji&
8 7 R % cimaterol 219 | 220.29 202.10*/160.19 30 16/16 2.07 Ds-¥b T i
9 AT AR AR terbutaline 225 | 226.22 152.19*/125.0 4 18/18 1.99 Ds-¥b T i
De-3K 70 % 2

10 i fenoterol 303 304.3 135*/106.9/286.3 30 20/12/14 2.14 i3
11 S R zilpaterol 261 262.3 244.3*/185.3 20 20/13 2.06 Do- 7 O ¢ %
12 YA R bambuterol 367 | 368.42 | 294.27*/72/312.30 2 14/20/14 2.79 Do- 7o O %
13 RS clenbuterol 276 | 277.29 203.11*/259.0 14 16/16 2.76 Do- 7o %
De-3K 70 % 2

14 K% Mk ractopamine 301 | 302.35 164.23*/284.0 44 16/16 2.46 1%
15 T R salbutamol 239 | 240.35 148.16*/222.0 6 18/12 1.99 D3-¥b T &1

phenylethanliamin

16 K OBERE A eA 344 | 345.42 150.16*/327 8 20/20 3.29 Do- 7 O %
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De-3E % B2
17 i De-ractopamine 307 308.42 168.21* 10 16 2.45
18 Ds-¥b T f g Ds-salbutamol 242 243.35 151.16* 4 18 1.99
19 Do- i, 47 % Do-clenbuterol 285 286.35 204.13* 4 16 2.75
H*NEREE T
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L RmPAFTERANE #ERIERERF (SOP)

20150827-14

10: MRM of 2 Channels ES+

. 2.66 TIC (cle)
100E 2.61e7
LIPS
0:""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\"”\””w”w”w”\‘
100 150 200 250 300 350 400 450 500 550 6.00 650 7.00
20150827-14 9: MRM of 2 Channels ES+
. 2.52 TIC (clenproperol)
100} 1.84e6
&
0:””\””\””\””\ ““““ RRLARA SRR SRR R SRR AR RS RAR RN AR AR R AR SRR A
100 150 200 250 300 350 400 450 500 550 6.00 650 7.00
20150827-14 8: MRM of 2 Channels ES+
. 1.94 TIC (zilpaterol)
1005 9.43e6
&
0:""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\"”\””w”w”w”\‘
100 150 200 250 300 350 400 450 500 550 600 650 7.00
20150827-14 7: MRM of 1 Channel ES+
g 1.96 TIC (D3-sab)
100; 2.60e6
&
0:""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\""\"”\””w”w”w”\‘
100 150 200 250 300 350 400 450 500 550 600 650 7.00
20150827-14 6: MRM of 2 Channels ES+
g 1.96 TIC (sab)
100} 4.04e7
&
AR s A s AN s A A AN Y s AN s AN s AL AARA A A
100 150 200 250 300 350 400 450 500 550 600 650 7.00
20150827-14 5: MRM of 3 Channels ES+
g 2.18 TIC (cimbuterol)
1005 2.15e7
&
AR e A s NN s A s AN A ) s A s AN s AL ARA A A
100 150 200 250 300 350 400 450 500 550 600 650 7.00
20150827-14 4: MRM of 2 Channels ES+
g 2.65 TIC (tulobuterol)
1005 4.34e7
&
O T T T T T R T T T T T T T T T T T I T T I T T I T
100 150 200 250 300 350 400 450 500 550 600 650 7.00
20150827-14 3: MRM of 2 Channels ES+
g 1.95 TIC (terbuterol)
100} 1.52e7
&
O T T T T T T T T T T T T T I T T I T T I T T T T
100 150 200 250 300 350 400 450 500 550 600 650 7.00
20150827-14 2: MRM of 2 Channels ES+
a 2.01 TIC (cimaterol)
100} 6.89e6
&
0:‘“‘\““\""\""\""\""\““\‘“‘\""\""\""\"“\‘“‘\“"\""\""\""\""\““\""\"“\““\““\““\““\‘
100 150 200 250 300 350 400 450 500 550 600 650 7.00
20150827-14 1: MRM of 2 Channels ES+
. 2.51 TIC (Clorprenaline)
100} 1.58e7
&
07""\""\""\""\““\““\““\““\““\""\""\““\““\““\““\“"\""\""\““\““\““\““\““\““\““\
100 150 200 250 300 350 400 450 500 550 6.00 650 7.00
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MR mPFAEERNE FFERIEIEF (SOP)

2015082(-14 19: MRM of 3 Channels ES+
g 2.12 TIC (bambuterol)
100 6.21e7
N
AR A R R T AR L RN AR IR A R IR A MR RSN AR AR
100 150 200 250 300 350 400 450 500 550 600 650 7.00
20150827-14 18: MRM of 2 Channels ES+
. 2.76 TIC (brombuterol)
100 1.94e7
3
A R e L s L R L R s e A A R R AR A R AR
100 150 200 250 300 350 400 450 500 550 600 650 7.00
20150827-14 17: MRM of 2 Channels ES+
100+ 3.10 TIC (phenylethanolamine A)
2.00e6
]
A R e L A L R L s R L e L s R R AR A R AR R
100 150 200 250 300 350 400 450 500 550 6.00 650 @7.00
20150827-14 16: MRM of 2 Channels ES+
g 2.85 TIC (mabuterol)
100 5.02e7
D\O,
N RN L LN LAy s Ry AN L LA AN A Ry LS L A A A A A A R RS
100 150 200 250 300 350 400 450 500 550 600 650 @7.00
20150827-14 15: MRM of 1 Channel ES+
240 TIC (D6-RAC)
100 1.17e7
3

O T T T T T T T T T T

100 150 200 250 3.00 350 400 450 500 550 600 650 7.00

20150827-14 14: MRM of 3 Channels ES+
2.14 TIC (fenoterol)
100 4.38e5
X
O RN A Ry L Ly L S LN s A e A e LA LR R A A A R R R AR A A
100 150 200 250 300 350 400 450 500 550 6.00 650 7.00
20150827-14 13: MRM of 2 Channels ES+
2.40 TIC (rac)
100 2.39%7
S
A R e L A L R L s R L A A R R R AR R RS AR R
100 150 200 250 300 350 400 450 500 550 6.00 650 7.00
20150827-14 12: MRM of 3 Channels ES+
3.45 TIC (penbutolol)
100 4.12e7
B3
R A R R T AN L RN R LR L R IR A MR RN AR AR
100 150 200 250 3.00 350 400 450 500 550 600 650 7.00
20150827-14 11: MRM of 1 Channel ES+
2.65 TIC (D9-cle)
100 2.56e7
LIS
O T T T T [ T [ e e e e e e Time

100 150 200 250 3.00 350 400 450 500 550 600 650 7.00

B 1 16 P2 idashin L 3 Bl AR brE B 5 1



MR mPFAEERNE FFERIEIEF (SOP)

=. YER R AEERNE N ERIERR
1 Y

AARHEBRAEREFPRLE VXS BN B RN B I SR S A i o B
T R AV s - A IR T N 5 ik
APRHEBRAFRE P @ TR JER 2RI SRS BT SR S 2] it o ]

BRI ERINE
2 JEE

K SRS AR BURE i P P 33 B s 25 W) B, IR L, EIR RO
s A i [ A AU (EMR-lipid) 3k, O G- B/ s i e, RN R

PR
3 AR

BRAES A B, ATV FRGRE 9 4 all, KA GB/T 6682 HLE 1) — 2K
3.1 il
3.1.1 &5 (CH:CND: thifhaf,
3.1.2 H[EE (CH:OH): faifkal,
3.1.3 HER (HCOOH): flZi#ti.
3.2 A )
321 1%HRMEHER: EW 1 mL FIE, IO 100 mL ZIE+, 757 E)
322 1%HER/KER: =1 mL FER, A 100 mL KH, 7R .
323 0.1%FFR/KER: = 1 mL FEL, N 1LKF, 758RE.
3.3 FrifEdh
33.1 FI&HFEZR (C3sH7nN2012): 1000 mg/L.
332 [#EF&HR-ds (C3sHeD3N2O12): 100 mg/L
3.4 FRAEVE R A
3.4.1 bRUEfE &I FRERIKIE N 1000 mg/L. -20°C L FBEGIAE, RAFHIN 12 4
He
3.4.2 brAE AR : AERR R 0.1 mL P 75 2 SR bR A &, F FBE A 2 10 mL,
P P )RR SR FE N 10 mg/L, -20°C LA N7, RAFHN 12 M H .



MR mPFAEERNE FFERIEIEF (SOP)

3.4.3 WARFRAEF AR : HERIEE 0.2 mL 2725 -D3 AnvERE &, F AR E S
210 mL, FRAEPENEFEIRE AN 2 mg/L, 20°CLLFEGE, AN 6 4
He

3.4.4 bRUEMEFR: HERIIREARE R K 0.1 mL, FHZMEE 254 10 mL, AruEfd
PR B E N 0.1 mg/L, 4°CIAE, RAFHRN 30 K.

3.4.5 WS ERERVR: AERAIR N ARPRTE AR 1 mL, HHEEER % 10 mL,
FruEfs FUR B E N 02 mg/L, 4°CITE, RAFH1H 30 K.

3.5 ME

3.5.1 BAMmEOE (50 mL, 2mL).

3.5.2 EMR-lipid [&AH 2 B0 EORF BOR 2543

4 AXERNE A&

4.1 VBAR ol - = DURRA SR BT A . A L 5 B U
42 RF: EEHN 0.1 mg 1 0.01 g.

43 AR

4.4 IRIEIRE RS

4.5 RIS OPL: #%i# =8000 rpm.

4.6 W% B 10 uL~100 wL A 100 wL~1000 1L,

5 Hr IR
5.1 RFEH| 2%

M A i P B AR i 21500 g, S BR IR . FHAH 235 ML 78 7045
WEEIST, B3y, 2R A AT, i, AR EIbRIE, T-18'CLUR A
VRAF o

5.2 FEFEEUAEL
5.2.1 AFEHEEL

FREUYFRAE 2.09 CHERAS 0.01g) , BT 50 mL JRNK & 0E, HERIMA
100 u L WFRPREMERT (3.45) , A 2mL%FER/KiRIEIRS] (3.2.2) , il



LR mPAAFERINE FRERIERERF (SOP)

AN 8MLI%F R MW (3.2.1) , WieiRiE A 30s, #AEHE 10 min. 10000 r/min
010 min GEEMLT 5 C) » BiEmAEL.

5.2.2 L
B— 2 mL &.0%, i 50 mg EMR-lipid #+{LIEEl (35.2) , FBARTK

FiEW 1 mL, Z¥% 1min, 10000 r/min . 5min, B &7 H T UPLC-MS/MS
7€ -

53 W&SHFM

5.3.1 il 4t

5.3.1.1 f4i%4:: ACQUITYUPLC® BEHCI18 (1.7 um , 2.1mmx100mm) Ik
SR

53.1.2 VishtH: AN 0.1%FER/KEI (3.2.3); B ALME - Fii#: 0.30 mL/min;
HERRITNE S

R 1 PRV AT

I} 5] %A %B
( min) 0. 1%H iR Vi
0.0 70 30
2.0 70 30
5.0 50 50
6.0 20 80
6.5 0 100
8.0 0 100
8.5 70 30
10.0 70 30

5.3.1.3F:: 40° C.

53.1.4 #FE: 5 nl.

5.3.2 ik skAt

5.3.2.1. MBS T B RRE: 150° C.



MR mPFAEERNE FFERIEIEF (SOP)

5322 BHEHE: 2.5kV,

5.3.2.3 WA R : 450° C.

5.3.2.4 B#FIAIRE: 1000 L/,

5.3.2.5 A ERFE2EFRMENES (MRMD. HERESHINLE 2
2 B Er R SRR S S

REBS 1 ERET EMET HEfLEE
&)
(m/z)  (hHEREE eV) V)
B 7 55 2= 749.5 158(38) 591.5(30) 25
S 23 %5 2% -D3 752.5 158 (38) 594.5(30) 25

*: XSRS A A, XSRS HOTREAAAEZE 5, W HT RORE FUE S B B etk
5.4  briEh kil {E

PLH AR I T FR 5 AR IR AR 2 LEY N AR, DARRE AR 5 ik
BEp Cug/L) AEASKR, HEATZRMERIA, Zefilbni B2k . FrvH Ve i i) € 0 b
FA KEAL

55 BFHEIHIIE

R GE A LC-MSIMSI T, A5G H UG T AR, AR B I 8] (i 2242 £ 2.5%
Z WD) AN ES 7 AR L R & 7R =R R R SR VP 22 LR 3) €
PE o AR FEARHE 2615 2 Ar NS H B AR IR . P AT I E A A A T
PR o

R 3 i AR R R B K TR VN 22

X B T E % >50 20~50 10~20 <10
T Y B AE X

+20 +25 +30 450
Z0%

YT LCFSTS
SRR R £ R (1) T

_pxvxf
" mx1000




MR mPFAEERNE FFERIEIEF (SOP)

A

X—i P& 8, BAONROERET 7 (ugke)s

p— B AR HE 245 2 A A AT (0 o IR L, BN BT g/l
v— Rl e AR, AN ZETE (mL);

m—i PR, AN (2.

SRREAEEL

LR 261 I SRAGH I P S LI 5 45 R B AT S E R, SRR A AT
ey

N
pod

B

\‘

FH

TE 82 M2 T 3RAF B PR IR AL g 28 B 1) 4 ) ZAE SR I HARF 2 E
1120%

8 ot PRATE &R

B =3 85 R A H PR A E B R 73708 0.5 wg/kg F12.0 b g/kg.
9 VEEFEI

T 65 VIR 37 55 2 A% IR0 3% A b oA ot R AT LA, AT WS, R A0 S o 75 2
WL, C13 ARCIIM A ZE R E KT =4 D frid & &K W] R RN
o

A S AR I 2 O e A A A RN ER AR, ATFE K I IE CUbEid vt — o

I

AR R E AR s . PSSOV S 5500 AL fillfE
REfL . DARBUARRR AL P S5 I 225, W ARG S 0 S e B I e 46 1 DL I 16 4o
.



bt A
] iy e 2 A VRURE €83 1 1

100 4.53
RHEE
X
O
2.00 4.00 6.00 8.00
©
O' I I FrrTr I I |
2.00 4.00 6.00 8.00
100 4.54
] & EE-D;
N
01— Time

2.00 4.00 6.00 8.00
Al &R ZRERRMRM 3 P
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9. SRR & HR B 5 M EK B 5 il e MIbn e P
5 EREHE

APRUEBRAFRE P IUE T AGIALL RO EE. AR g vh A JE 25 MR A e 5 i
FRIVBUAR €003 - £ BER S 00 5 5 %

AARUEBRAERE PG TAYA L XS, IRV DY, Ai2R YA i) K g 2 v
A JE 5 RIS e 25 [ b e B O e

6 JRE

K ZHE SRR il P 5 Je 25 R JE B L 2505k, IR Es O, 20
JEFCI8EIAHABURENTAL, T 2, 1Lk, BUN Rt - B/ Jm

W, RN R
7 R

BRAE AU, AT7VE R GRS A 2 i 2, KA GB/T 6682 ILRE 1) —4Z% K
3.1 3R
3.1.1 4JE (CH:CND: g4l
3.1.2 HfE (CH;OH): faitaf,
3.1.3 1EC#E (CH3COOC:Hs): k4.
3.1.4 &K (NHz H0): g4l
3.1.5 S (NaCD: sr#fr4di.
3.1.6  TEKBRIREN (NaxSO4): r#r4li. MRS 3 550°CHIKE 2h, AHG
WIHRATF o
3.2 AR
32.1 10%ZMEKER: B 10 mL L5, F/KFREE 100 mL.
322 0.01%Z/KEW: =H 100 v L ZUKIIN 1L @4k, 78078,
3.3 FrifEdh
33.1 #AEEH (CHuCLFNOsS): 98% o
332 FOKJEFE M (CioH14FNOsS): 98% o
333 FAJBHfE-d3 (CioH;1DsFNO3S): 98% -
ST

% 2%-ds (C;1H7DsCpN20s): 98% o
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3.4 IR

3.4.1 brdEE TR o AERRARIGR AR B % . BARJEE L. MR FHNE-ds IR E
F-ds ARl 10.0 mg CRALBERETED, HWEVEMRAFEARE 10 mL, et
SV R EE 4 1000 mg/L. -20°C LA N #EEIAF, RAFHIA 12 M A
3.4.2 brAEFAIG: > BIUERG R 100 n L FAJE H AR JE B bR A AT
M FEEER S 10mL, FRiE R EKERN 10mg/L, -20°C LA FEOEIEAE, ff
AR 6 .

3.4.3 WARARAEF A : 0 BIHERAEREL 100 1 L A8 H%-d3 FIE 8 RK-dS briE
PrfEfit s, HFEEEA 2 10mL, ARdEH R =K 10mg/L, -20CLLTR
WECIAE, RAFIA 6 S H

3.4.4 bRAEE FG EARIRCECRRAE R RV 100 v L, A 10% L5 KIERE R E 10
mL, ARAEE R EIREE N 0.1 mg/L, 4°CI1E, fRIEMN 7 K.

3.4.5 WARPRERE VR AERARERO N AR PRI TRV 100 w L, H 10% CJE-7KiEWH
ERZE 10mL, FrAEERBRERE N 0.1 mg/L, 4CHAE, PRAFEAN 7 Ko
3.5 ME

3.5.1 BWMAESOE (50mL, 1.5mL),

3.5.2 Discovery® DSC-18 L IERLBAH 23

8 NS FXE

4.1 WORH - = DUBRAT SRR US4 O A %5 B TR

42 RF: EEHN 0.1 mg 1 0.01 g.

43 AR

4.4 IRIEIRE RS

4.5 RS OPL: Fi# =8000 rpm.

4.6 EIAL

47 Fowia%: B 10 nL~100 nwL A1100 uL~1000 uL.

5 PR
5.1 kel %
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K REE IR TN NS R AR s i 5000 %, 7E-4 CRLURRAE, 2R
PUEAT AL B o A A i EUE BBT  BOA TR IR DO RE SR 538 505 XS ERHUE Bp e
A VRIRR IR S, R ETREYIA.

5.2 IRFEFRHURI AL,
5.2.1 R HEHRHL
5.2.1.1 415

YRR RS, FRIUSBURAAE 209 CRERAE) 0.01g) , BT 50 mL RN
O, WEFIIN 50 b L WARARHEMEFR (3.45) , PRI 1.0g &ALEN, 745
PR¥%, PN 10 mL 2, JiEmiES 30 s, #7EHEHL 10 min. 10 000 r/min &0
10 min GAEMLT 5 C) . FiEmAEE.
5.2.1.2 M. WGP, KX

FREXES A 2.09 CR5HA%) 0.01g) , BT 50mL R E-OE T, HEM
A 50 uL NPT (3.45) , A 1 mL/KiRigR, A 10 mL &

i, WERIRA 30s, A HREL 10 min. 10 000 r/min &0 10 min GREE T 5 C) .
EIERAR
5.2.1 W{lFEHL

FEC— 15 mL B0%, N 250 mg Discovery® DSC-18 (3.5.2) Wy ff 740 2
g /KERERHN (3.1.6) , MR AR EIE®R 7mL, Z% 1 min, 9000 r/min &L
5min, B EIEW S mL 25— 508, EMEsRESm NIRRT, I 0.5mL
10% ZJE7KIE (3.2.1) WfRFRE, WEmIRA 1min, A 1.5mL B.LE Y, N
A 05mL IECkE, Fe404EFE 1 min, 14 000 r/min 2.0 5 min J&5, FEIECKE-
R )2 T HPLC-MS/MS Wl &

5.3 U#HSH KM

5.3.1 Bk fF

5.3.1.1 f4i%4:: ACQUITYUPLC® BEHCI8 (1.7 um , 2.1 mmx100mm) B%
i ECE

5.3.1.2 Jisht: AN 0.01%Z /KB (3.22); B NZEE o #iti#: 0.35 mL/min;
B REVEM L2 1.
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5.3.1.3 fEi&: 40° C.
53.1.4 #HF&E: 5 vl

R BB

5.3.2 Ji it

53.2.1. HMIS E U B YRR
5322 BAEHE: 25KV,

5.3.2.3 LI -
5.3.2.4 B E:
53.2.5 HiEL: Z2EFRMEIEN (MRM). HE

I (7] %A %B
( min) 0.01%% 7K LI
0.0 90 10
2.0 75 25
4.0 60 40
4.5 0 100
6.5 0 100
7.0 90 10
8.5 90 10

150° C.

450° Co
1000 L/h,

JF i Z ALK 2:

T2 OFEARJEH IR JEE I R S 4
FHL 2 BT EERET EMEE T HEFLHLE
&Y »

(m/z) (htfEfEE eV) V)

R JEE EST+ 248 230 (10) 130(20) 25
WA JeEN-d;  ESI+ 251 233 (10) 25
BoREE EST - 356 336 (10) 185(18) 25
AT HR-ds ESI - 326 157 (15) 25

*: XA AR A, RS BT REAAAEZE 5, D T LR T S 5 AL 2 fee o

5.4  FrdE&rHIE

LAH AR 7 e T A S A PR EDUE AR 2 EE Y 9GNARRR,  DAFRHE AR o &
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WEp Cugll) AREAER, BEATLRMERNT, 226hniE 2. PRuEE R OREEIIAR
HR s L A B ALFTAZ,

55 BFEEM I E

FARBEVEEE N LC-MS/MS A b, 75 HLlge IR, DLOR B B 8] Cff 25 7E £ 2.5%
P MBS AR SR R R IS AR S B R R VR 22 LR 8
Vo R bR it 2215 2 AR IRV Hh SR 2 5 AR JE B G I BT IR B o PAT
58 RECA D> TR

e U R S R0 5 o WA R [ B

FEX & 5+ % >50 20~50 10~20 <10
FOVFIIAH i 2 % 420 425 430 450

6 AHERITAE
BB I S R (1) T

_pxvxf
"~ mx1000

R

X—RFE PRI &g, A NROEET 7 (ugke)s

p— B AR HE 1 245 B AR AR 0 BT IR, BT B (pg/L)

v— R I B 28 AR, B =S (mLD:

m—IAFER, AN ().

SRR EL

DA 5 264 T 3RAF I OB SL I 58 45 R EARF I E R R, 5 RAR B WAL
RO
7T RBERE

753 VRS R 3RAF I P DML I 5 45 TR 1 4 0ot 22 (B A3 o SRS 218
[1125%

10 At FRAE B KR

FARE K B IRATE R 258 0.05 vgke 1 0.2 wgkg MAEREK
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(R tH PR AN E B PR 73719 0.5 wg/kg F12.0 1 g/kg.
11 A

9.1 STAF AR G P11 27 S5 A 2 AE Waters TQ-S {488 B3RAT, &P
WA 3 B U AT S 1 %

9.2 HTANFEIFE it Bl B B o AN [R], - S rar I vp BEEAT TS5, ansk 2 o
B TR RO, iR T TR

9.3 Ut IO AR I AN FAL N B E AT MR, Ei B0 S B BT 4 )
R OHEE Wi EMEKE, & B FNEW, NORIRCIEE#AT T —2 4
i

9.4 HAI MK B H M AL R 2 NEAF R % -ds, BT RN RGN,
A 5T AR BRI 2338 € T4 A RAIG, el e & B m R eI BE R, PRIk
AW .

9.5 FA S L VT 2 i AR A i R R AR, SRR R R,
o PR I S BT AT .

9.6 FERIIH, JATEEAE A UEFRAEP) SR i R A, AT SR A IR Rl
IR HEAT PR .

9.7 fEME R, BBAERIE 10~20 M 5 H A — A A A HE ) % &
IXEFHI RS E P

9.8 TR H BRI 2 PR s SN . DL e S il P E M L (SIND g 3 IR
ST R B FRME SR B AR PR DA B B T IEIE S R L (S/ND 10 I EE
a VA B AR A VDR v e B IR .

10 %38k

[1] GB/T 20756-2006 Rl IV FREFIK™ b @ E R FRERFHR
JEFE TR EABRINE TR - A5 B 12

[2] SN/T 1865-2016 tH FZYpds & ah b KA 2. 91 FH K 2R 90R e 25 IR vk B
S E  IBAR 3 - 5 1A

[3] =5, RAKHE, B, 5. WUTTNCF R P Hh 3R JE 5 AR JE % g i)
R ET]. A, 2010, 31(12): 219-222

[4] Barreto F, Ribeiro C, Barcellos Hoff R, et al. Determination of chloramphenicol,
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thiamphenicol, florfenicol and florfenicol amine in poultry, swine, bovine and fish by
liquid chromatography-tandem mass spectrometry. J. Chromatogr. A. 2016, 1449: 48—
53.
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T BV RS IR R R YR B 2 2 MR B R
1 EHEHE
AFEFFIE T IR B R 10 DU 2R 2 2R 25 W 5k B B2 0 S0 €0 0 o BB

T E T

AARHEIE ] TAE A ISR R JEE . R0, ARSI i
WK E, R, LHR. &H5R. THLER. ZTEER. BIBR. #
FIPUIR R, ZERERHR, 20 L8R 1050V 2 280 v R 255 25 5% B 2= 0 .

AFEF TR R A E IR FIAEES.0 g0 EAMIL0 ml, RIIR: +
BE. &8xE. KR, BOER. PHLER. ZFEER. ZRLIER. #
MR R, ZEREFR. mAFENOS ngke, HIEIAE N0 pgke. EE
BR: L8R, £%5%. WHE. BOER. FHLER. ZFEER. ZNLE
2. ZRURER. ZHEER. mIER N0 pgke, —HIEIUHEN3.0 pg/kg.

2 JRHE

Fi 0.1 mol/L EDTA-Mcllvaine Z&H3%(pH 4.0) $2BUEE S H VIR R K4 &,
LR O G, FIERE HLB [EAHAER 14 . 5 50 A - 5 1 /5 1 0]
5, FHBHVERE S TUINAR MR E & .

3 BAAE

BRAFIRE AL, A BT AR e e ali, /K GBIT 6682 #IE i — 2K
3.1 FPHEER (CeHsO7): 43HiT4lis
3.2 + KA BERA 8 (Na;HPO4- 12H,0) BEREBR S, —4H (Na,HPO4): 23 My 4l
3.3 HEE (CH30H): faifal,
3.4 4 (CH3CND: faifhaf,
3.5 WEE-CHEm: AR 40 mL HEE T 100 mL B&ES, MAFEZIE.
3.6 Hig (HCOOH): fhifhafi,
3.7 AEALH (NaOHD: 20 Hrédi,
3.8 Z WU R 4 (CioHieNaNaxOs): 3 #r4lis
3.9 BEERE ANVAVR: 0.2 mol/L. FRHL 71.63 g + —/KAEREA 8 (5 28.39 ¢
BERRE AN (3.2), FI/KIEME, ERZE 1000 mL.
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3.10 FPEERIAW: 0.1 mol/L. FREL 21.01 g — /K& IR, H/KIEM, TAZE 1000
mL.

3.11 Mcllvaine ZZ¢H ¥ ¥ 1000 mL 0.1 mol/L FrE B (3.10) 5 625 mL0.2
mol/L BERZE WA (3.9) RAG, DERHHMREE AT pH £ 4.0+
0.05,

3.12 EDTA-McllvaineZz i : 0.1 mol/L. F}H60.5 g2 &Pl 2.8 — 44 (3.8)
JAN1625 mL McllvaineZZ il (3.11) w1, HREEAT AR .

3.13 5% EEKVE: HERAEEL 5 mL FIEET 100 mL &9, IKERZZIE.
3.140.2%F ER/K T MEREEL 200 w L HERT 100 mL &+, M/KEREZ]
.

3.15 WU R R AYaHEYI i : —HZDUPAE (Minocycline, CAS: 10118-90-8),
%2z (Oxytetracycline, CAS: 6153-64-6), VU¥fZ& (Tetracycline, CAS: 60-54-8),
LW R 4% K (Demeclocycline, CAS: 127-33-3), 4% 2 (Chlortetracycline,
CAS:57-62-5), HJfi T % & (Methacycline, CAS: 914-00-1), 5% /%% 2 (Doxycycline,
CAS: 564-25-0), #[HJUFRE (4-Epitetracycline, CAS: 64-75-5), Z[n+H & (4-
Epioxytetracycline, CAS: 35259-39-3), Z#[n4%: % (4-Epichlortetracycline, CAS:
14297-93-9), 4lifE R T4 T 95%.

3.16 FRU#EER

3.16.1 FR#fEff £ 7 nIFREL 0.0100 g FrfEdh (3.15) BT 10.0 mL fF A2
H, HPEEITERRZE, FRMEME&BOREN 1 mg/mL, -20 °C UKFE T}
17, AROH 12 M H .

3.16.2 hndE TAEM : 70 7 B b i &9 (3.16.1) 100 p L % 10.0 mL £7# (%
R, P R R BC TR A AR VA A 2 5y W N 10 pg/mL.
s bRt TAEWR 4 CIRAT, FTORAF 34N H

3.17 HLB [EAHZEEUFE (200 mg, 6 mL)EEH: & 25 3k

4 BRI
4.1 AR € - DO B PO B TR

4.2 ¥R BE 0.000 1 g.
43 TR B 0.01 go
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4.4 HAZJHHL

4.5 MEin IR G4 o

4.6 RURESOHL: frE L3 = 10000 r/min.
7 BWEEOE: 50 mL.

4.8 TRETT: K5RE 0.01.

4.9 FWAL .

4.10 [EAHZERUAL .

5 SR

5.1 FF il #

S.1.1 ZhPIL PR EN P N I = R B3R AL HORE S ON /N AR A I i 1) SE 5 =
FEIRFE-10 CULRRAT, — RN HHTACTE . BGE 837 i ol /A VR IR 1 sh 4 4Lk
2 HESS .

5.1.2 49y HUE BB s VR IR R IR IR A 3 5 .

5.1.3 A9 BUEEHEBUASRRIIRES, RREREGH.

5.2 FEREEEE AL :

5.2.1 $#2HL

52.1.1 SN ZR . R B IE.

FREUSBUARE 5 g ORI 0.01 g, BT 50 mL BFMEELE S, A 20
mL 0.1 mol/L EDTA-Mcllvaine ZZH% ¥ (3.12), 1000 r/min JEiRE 4 1 min, &
FHREL 10 min, 10000 r/min .0 5 min GREKT 5°C), EPHK, &I LG
W, FHPUEIEAGT I8, Rk
52.1.2 44

FREUBAEE 5 g ORRfE) 0.01 g, BT 50 mL RN E0E T, F 40 mL
0.1 mol/L EDTA-Mcllvaine ZE{Hi& (3.12) $2HL, 1000 t/min Jigi%iE 4 1 min,
A HREL 10 min, 10 000 r/min B0 10 min GREMRT 5 C), B EER, MR

HIEARLIE, Rl
52.1.3 W%

PRI FURAE 5 g CRERAE) 0.01 ), BT 50 mL BWAE-OEY, H20mL

0.1 mol/L EDTA-Mcllvaine ZZ{HAiK (3.12) $2HL, 1000 r/min JEi%iE 4 1 min,
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AR 10 min, I 10 ml FIEEIF 7870V S, =iEFE 10 0 8hiiiE 8 H, 10000
r/min B0 10 min CGREMLT 5 C), B EFR, HPURIEAULIE, kK E 100
ml, fFfE.
5.2.2 b

HLB [EAHZZ B (200 mg, 6 mL), N 6 mL FEEEAL . 6 mL /KP4 .
¥ 5.2.1 $REUA LA 2~3 mL/min FIEEE I AE, #2508, ) 2 mL 5% F /KA
(3.13) ke, FEEWGE, W/ERIT, FH 6 mL F RS I A BE B .
TEMR A Z AT, H 1 mL 0.2%FEE/K (3.14) ¥, 1000 r/min JiEdRiE 4 1
min, AT _EHLIE .
5.3 MsE %A
5.3.1 WAH G
5.3.1.1 thif4E: Waters ACQUITY UPLCTM BEH C18 #£(100 mmx2.1 mm, 1.7 pm)
BB SR
5.3.1.2 JiEhAH: HEE-0.1% M BKBEREMRDE, BREEFISR LR 1.
5.3.1.3 Jii#: 0.3 mL/min
53.1.4 FEif: 40 C
5.3.1.5 #HFEAR: 10 uL

1 TE10MIUAR RIS R0 &M
0.1% H Bz 7K

F1E] (min) (%) HEE (%)
0 90 10
4.5 60 30
7.0 10 90
7.1 1 99
9.0 1 99
9.1 90 10

5.3.2 il s&At

5321 B EIE B IEE X (ESH).
5.3.22 Ui T A ZRNE RN (MRM).
5323 BAIEHE: 2.8kV,

5.3.2.4 VIR 100°C.,

5.3.2.5 BEFSREE: 350 C.
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5.3.2.6 LA E: 600 L/h.
5327 HTfEE R 650 Vo
53.2.8 flif#E =K /1. 0.28 Pa
53.2.9 HEFRIESHNE 2

R 210 MU R KRG EESHRIESH

RT . . it pEE | HEFLHEE
I <] =
WEW) (min) BT TET (V) V)
461.0 426.0* 18 40
+EE 4.90
R 443.0 10
461.0 426.0* 18 40
+EE 4.60
ELAER 444.0 10
4792 4447 * 20 35
SEE 6.29
EHR 154.0 25
4792 4440 * 20 35
En 4R 5.93
FEER 154.0 25
A 4450 410.0* 25 35
(% 473
S 427.0 15
A 4450 410.0* 25 35
% (% 3.97
VIR 427.0 15
‘ 458.0 441.0* 20 35
— R YR 428
PR 352.1 27
445.0 428.0* 14 30
=% 6.73
BIHR 153.9 20
4431 4262 20 30
WL 6.59
-3 153.9 15
4651 430.0* 20 35
SEE 5.73
LR 448.0 15

T N EEE T
5.4 Wz
5.4.1 FrfEh &2

HER R BOE B VR A TAEW (3.16.2), F & (15 B AR BGREC i i A b
HERA, SHMREDHN: 1 vgl, 25 ug/l. 5 ng/L, 10 ugl. 20 u
g/L. 50 ug/L A 100 wg/L. FREFRERFIVENEE &R o 5 55T 1
L, F3EIANH A 1 S R TR . DL E BRI B R A bR, LA HARE
ARG TIRUONIALRR, 2] TAEfZR.
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5.4.2 BRI 2
543 wtE
URE AR €2 1 U 1 DR B T T 5 4 IS0 4 €2 1% 06 1) O B I T A LU
ARAUTEFE REAE £5% 2, RIS FE i A& A 7 5 T IR R L S
WA M AR AV L, RV ZE AN 3 3 FE v L
3 SE VRIS AR BT B RO SV 22
X T F >50% >20%E 50%  >10%ZE 20% <10%

AR (i 22 +20% +25% +30% +50%

544 FHRAR

BRASIEE S AL, R 56 2 AH [F R 58 A0 BRBEAT 44T
55 kK

LB 1

6 HTERIKRR

5 R IR KRG = .
_ CV x1000
" M %1000

e

X —FEab P AR S &, A BT 5, 1 gkes
C ——MEMR PR IH 7 ik, A4y sefE 2T, ng/mL.
V —ERXHR, BArZTE, mL.

M ——FERPRFEE, A, g

7 BRI H|A R B ARE
7.1 R AR R

FEGP BT SEBRARETT,  SRU6 5 00 2000 3] T 1252 FAA 35 FEE AR A B /KT J i xt
IARAREERI AT, BRAUE AT 7 vk AT S

HUAS D 3403 5 57 5 S Bl REARLA ) 25 U RE s 43 I N AR HE VAR o 4 1) 45
AR RE 3% ERITVEEAT 2087, % H ARG & I [ W 5 R 7E 75-125%36 Y
K% (RSD) /NF20%.

TEAT SEBR AR T 2 0, L AIUA B FIRbRdE . M FE I FE I 1k Ty vt
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AT T S SE3 TiE N S, BAUE S R B 2B 3] FbkbriE.
W= 6N A MHHT RS, I E 2 IAH] LR

AR AT PAIRAS SRR BAT AR BT AR e 2284, 0] AR bR S % A0 8
TR IR EAT W 2 PS8 v P82 K0
7.2 kA

TR Z 15, FR I — 07275 RS
7.3 B

TR Z 15, Rl — TSR R . SRR T DU bR ES E Y
A DL CUAIR JE A IIRRAE o B A2 420 (0 00 5 AR s 34 2 I8 7 o A 1
75%~125%3 U [ 2 P -
7.4 OREH I TA) & 1

TRL00VHEAT & 1718 8 A HE I TRIR 20 AT 7 DR BRI 1) 78 11 PR B o M s 4
VA B SO € T 2 i A A 2 A D R 1 S A R TS % B I T B 1A T A
7.5 JRSAL I E UL IE

FRVASE X6 70 % B 33047 TR 0 A P PR B A I, B R 0 8 - P B R O R A A
10.6 A T ARIEM T4 SR HERS, ZERAESHTRELRE SN, 720110 %) P47
BE, PATREA) S5 5 AR X AR v 25 <<20%;  AHHERE S 35 AN [RTRE B 200 43 il 2 AT
INFR5.0 v olkgike, THELTRINEE, 2 A5 5k B R 0 e R A
60 %~120 %3 2 4 .

8 ViHH

8.1 HTMUMEKRYIAA D 5& RS TEGMITIE, Fr LU IR BGR N
EDTA-McllvaineZZ M, & @1, SEALH IpH& .

8.2 KR HEDTA-McllvaineZZ M4 BGARE 5, HiEWR T e A R T & &%
Yy, FHPEIEAGTIE EBRH R i BRI, DL G [ A AR A B 2 A

8.3 TEAFMINARIUS FE A, 450 FARIR 25 00, $RIURRIR B0 4°C), ffillE
Wittt IR EARE IR R ART, LA S e i HLB [EIAH 35 HU/IN: I 1 28 [ A1
AEHUAE o

8.4 FHLAFIVEM R HEE CANAD HILLBIAREER T 10%, 752 i BAs 4l 5
el e e e, PRI R B
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8.5 FH T it 3k B A I 2 0 U RE SRR, WSR2k B s AR i 2k, DAAR:
FE DU A [T R AR B 5 B

8.6 FEANAY REUEW AT FRMFOLT, w BUBGE2 SRBORGE HLB /M, B
Pl it 23 A R

20140709016 3: MRM of 4 Channels ES+
100+ 6.73 445 > 428
] CYAE= 5 1.08e6
[ I
07 T T T T L T T T
3.00 4.00 5.00 6.00 7 00 8.00
20140709016 3: MRM of 4 Channels ES+
_ 6.59 443.1 > 426.2
1004 2.26e6
g 7 2 JL -
7
07 T rrTTTTTTTT L T T T T
3.00 4.00 5.00 6.00 7 00 8.00
20140709016 2: MRM of 4 Channels ES+
100+ 5.93 6.29 479.2 > 444.2
] = 6.73e5
]
07 T T L L T
3.00 4.00 7.00 8.00
20140709016 2: MRM of 4 Channels ES+
g 5.73 465.1 > 448
100+ 3.82e5
o EHEHH '
07 T T T T T L L R T
3.00 4.00 5.00 6.00 7.00 8.00
20140709016 1: MRM of 6 Channels ES+
100 4.90 461 > 426
6.40e5
N %rﬂi’\ﬁl‘% % S
0 T L L B I T I T
3.00 4.00 5.00 6.00 7.00 8.00
20140709016 2 5 8 1: MRM of 6 Channels ES+
gj LR 445 > 410
100 4.73 2.72e5
) IE]H% -
2
O T T T T T T
3.00 5 OO 6.00 7.00 8.00
20140709016 1: MRM of 6 Channels ES+
4.28 458 > 441
100 1.75e4
- ) HUEZS S '
O e e o Time
3.00 4.00 5.00 6.00 7.00 8.00

K 110 FPUIA R LG HIARAETE I LC-MS/MSS 1 [&]
Hrh 2t ERMREN2 ngl, HAIMZEYN2 ng/L)
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75~ BIYDIER R B I R 25 W B B AR R E R
1 BEREHE

ARFE T HLE T S A R 140 R 24 4 5k BR ) SBOAE €8 S TR 5
W 5E T2

AFREIE TR B JEE 405, XS, BHF. XS0 &ikKE ., IR
PRSP RS R RV R BRI E. ARV A, ARV E. BhY
B WREWE. SRR, WIRER . ZHER. BRI, mFdE, minbhE, ¢
VEVD B 1 AT v Ve T 2K 5 24 5 B R U E

KREP F = BJNER I IR € R FPAEE2.0g, EAAF1.0mL, Kl
PR (S/N=3): FRHIME, ZRIEMR. RWEME. MindE. BiEYE, REdE. &
EUWE ERVE. MRV E. WA, ERIDE. BRI E. TIREE. Kis
WEIIN03 ng/ke; EEMR (S/N=10): M, Z5ER . BERAER. FHiEDA .
Bigyb B gt R R E. AR E. SRRV E. WRWE. HERIDE.
LRI R WIRER, KBV EINLO b gkg.

AKFEP I JNER I IR g R FEREE2.0 g, EAAF10.0 mL, £
HER (S/N=3): FHHME, ZRERR. BEFMR. HiEE. BiEE. R A,
KERWE., AR, WAYE., DRVE. R E. BRIV E. WWIRE. K
WP EYIN3.0 vgke: EEIR (SN=10): FH ., ZEEfR. BRAR. mHiE
B, HmE, B E, BipibE. KRRV E, ARV E, RNYE. Yhw

By R A B R MR, KiED E N0 b gkg.
2 JRHE

FH 0.1 mol/L EDTA-Mcllvaine 22 #{% (pH 4.0) $2HURE iR s 25 iR &
S PEME O G, FIEWREA HLB BAHZE G (57— ) B ARt 2N
IKIEHEEL, C18 [ AHZERUERHS AL (7iE ). 8 RO (01 - 5 1/ 57 B 5
FH B A5 i 28 N AR AP i 78 2
3 AR

BRIk B AN, A2l ARG ik 4li, /KN GBIT 6682 i 5E i — 27K .

3.1 FFERE (CeHsO7): 4rHrati,
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3.2 T K AR A 4N (Na;HPO4- 12H20) BB FR A — 4 (Na;HPO4): 43 T4l .
3.3 HEE (CHsOH): fifh4li,

3.4 4 (CHsCN): faifhaf,

3.5 K& (CH3COOH): Hhgk4k

3.6 VKLIR-CNE-KIE (1+84+15): 3 Al HL 1 mL VK4 PR. 15mL /K, HWET
100 mL £, BAGEMAZKES 100 mL Z1E . ZERF S 1%KL 84%
ZIEFN 15%K

3.7 HBE- GV AERR R 40 mL FEE T 100 mL E&EH, MFEZEZIE.
3.8 Hfig (HCOOH): thifhafi,

3.9 S (NaOH): Jr#fréti.

3.10 & DY P8 — 4 (CioH16N2NaxOs): NapEDTA, 4344l

311 BERE ANVETR: 0.2mol/L. FREX 71.63 g + /KA BEERE 8N (528.39¢
BERRE 8D (3.2), F/KIEfE, E4Z 1000 mL.

3.12 FFERRVAW: 0.1 mol/L. FREL 21.01 g —/K &g, HI/KIEM, EAZE 1000
mL.

3.13 Mcllvaine 27 : ¥ 1000 mL 0.1 mol/L ¥ BT (3.12) 5 625mL0.2
mol/L B ANVATR (3.10) 1BA, BN ek S E ALY pH £ 4.0+
0.05.

3.14 EDTA-McllvaineZZ % : 0.1 mol/L. #REL60.5 92 — P4 2./ — 44 (3.10)
JAAN1625 mL McllvaineZg# i (3.13) H, HRERAEH A,

3.15 5% KGR : WERREI S mL FEET 100 mL &FH, IKEEEZIE.
3.160.1%FF BR/K T : VERIEIL 200 w L HERT 100 mL &, IKEREZ
.

3.17 WEHEERZAMIPRUED R : BV 2 (Enrofloxacin, CAS: 93106-60-6). #9i
7V B (Norfloxacin, CAS: 70458-96-7). 591} £ -ds(Norfloxacin-ds, CAS: 1015856-
57-1). B @b B2 (Pefloxacin, CAS: 6159-55-3). ¥£ 4 ¥ & (Ciprofloxacin, CAS:
85721-33-1). & &I £ (Oflaxacin, CAS: 82419-36-1). ¥b$i¥b & (Sarafloxacin, CAS:
98105-99-8). < i#: /b £ (Enoxacin, CAS: 74011-58-8). ¥% 3 Vb & (Lomefloxacin, CAS:
98079-51-7). MLUKEZ (Pipemdilic acid, CAS: 51940-44-4). ZENE 2 (Nalidixic acid,
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CAS: 389-08-2). HZ R (Oxolinic acid, CAS: 14698-29-4). 4 ¥ (Flumequine,
CAS: 42835-25-6). P4 7) 2 (Cinoxacin, CAS: 28657-80-9). Hiif¥b & (Danofloxacin,
CAS: 74011-58-8) (4li[E>99%)

3.18 IR

3.18.1 FR#EAEEW: 70 IFREL 0.0100 g FrEdh (3.17) BT 10.0 mL fFEE 2
H, FHREARIE R R ZIE, PR &BIREN | mg/mL, -20 °C vKAH+ IR
17, BROH 12 1H.

3.18.2 bt TAEW : 7 A B A At 2 (3.18.1) 100 L % 10.0 mL £5 4
R, F R R BC TR A A IR - S 25y W D 10 pg/mL.
bR TAEWR 4 CORAE, AIORAE3 AN H

3.19 HLB [BEAHZEHF (200 mg, 6 mL)mkH & &%k

3.20 Discovery® DSC-18 b 3B R B A 22 .

4 M

4.1 R ROEAR - R BRI A BOH W E S TR
4.2 TR & 0.000 1 go

4.3 |7 R B 0.01 go

4.4 JHLLIHML

4.5 JEimIR G 45 o

4.6 AR EOHL: s FE =10000 r/min.

4.7 EAMELE: 50 mL,

4.8 BRIEZH: K5 0.01,

4.9 BIWAL

4.10 [EIAHAZHUX

9 DI E
5.1 FF -

5.1.1 WL AEI ) A JE - K B0 R AR FRE R TBON NV VA R s i 21 S e =
FEIRE-10 CULFIRAE, — RT3 . BOE S0 i BOA VR AR R (1 B ) 2H 23R
LES NI IS

217



5.1.2 s BOE B S VR IR R RE R R S 5T
5.1.3 9% BUEEHEBUARRIRES, RREREH.
5.2 FEb AL
T5E— BB
5.2.1 $EH
52.1.1 MR EZ R, 'BERE. OE

FREUSBUARE 2 g ORSFAEN 0.01 g), BT 50 mL HWHEELE S, MA 10
mL 0.1 mol/L EDTA-Mecllvaine ZZM&# (3.14), 1000 t/min j&imiE & 1 min, &
FHREL 10 min, 10000 r/min .0 5 min GREERT 5°C), EFHIK, &I L
W DGR JELGLIE, FFF.
52.1.2 48

FREXEI AR 2 g CFEHE] 0.01 g, BT 50 mL RN E0EH, H 20mL
0.1 mol/L EDTA-Mcllvaine ZEyiK (3.14) $2HL, 1000 r/min JEi%IE S 1 min,
A HEE 10 min, 10 000 r/min 2.0 10 min GREAKT 5 C), W LG, HR

IR IE, Rl

52.1.3 9

FREUS AR 2 g RS2 0.01 ), BT S0mL BAMEECE S, H 10mL
0.1 mol/L EDTA-Mcllvaine ZZH7ATK (3.14) $2HL, 1000 r/min JEi&iE 4 1 min,
HEAE SR 10 min, M 5ml FEEHFARMRS, EiRiFE 10 28 TEEH, 10000
r/min B5.0 10 min GRFELT 5 °C), B EEW, AP LI IE, /K= 50 ml,
(RREi
522 %k

HLB [HAHZEHUH: (200 mg, 6 mL), AN 6 mL FELEAL . 6 mL /KP4 .
¥ 5.2.1 SRR LA 2~3 mL/min R ERA, FE2RI80 A 2 mL 5% F R /K
(3.15) ke, FEEWMD, KT, FH 6 mL RSB IR BE IR
Ve AT, H 1 mL 0.1%H /K (3.16) #f#, 1000 r/min JiEimiE & 1
min, FT EHLIIGE .
J%= QuEChERS ¥
5.2.3 $2EL

FREUBARE 2 ¢ ORE#%3 0.01 g F 50 mL 2R E0F W, I 10 mL &
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VK LBR- L ME-/KIBH (3.6), 7E¥ 1 min, #AH 15min, LA 9000 r/min &0 5 min,
B WA
5.2.4 1k

FE— 15mL 20, 1A 250 mg Discovery® DSC-18 W 71, FFE AR
B 6 mL, E¥ 1 min, 9000 r/min &0 5min, B EJHER 1 mL HH 1 mL0.1%
FR R /K I VRO R Je T
5.3 W %At
5.3.1 WAHEIE KA
5.3.1.1 taiffE: Waters ACQUITY UPLC™BEH C18 ##(100 mmX2.1 mm, 1.7 u
m) BB
53.1.2 s A (40% WEE-ZIEHEW (3.7)); B (0.1% MR KIEHR

(3.13)) BRFEVEML, BRREESRAF WA 1.
5.3.1.3 Jii#: 0.2 mL/min
53.1.4 fEif: 40°C
5.3.1.5 FFEAAM: 5ul
R4S 14 eI S 206 R A

B E] (min) B/ I (%) 0.2% K (%)
0 10 90
6 30 70
9 50 50
9.5 100 0
10.5 100 0
11 10 90
15 10 90

5.3.2 JRIESFKAT
5.3.2.1 B4R HmEZE H S IE S R (ESTH).

5322 igEHEM TR ZRNE RN (MRM).
5323 BYEHE: 2.0kV.
53.2.4 JRIRE: 110C.
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5.3.2.5 WA : 3507C.
5.3.2.6 Wi mE: 500 L/h.
5327 TG H .
5.3.2.8 flff#EE & /1: 0.28 Pa
5329 HeEiESHNxK 2

R2 14 FhEGEEE 1) E S UL S

650 V.

RT N N Wi Res | HESLHE
&Y BEEF FETF
(min) (eV) V)
304.3 217.1% 21 38
N R 72 3.93
189.0 32 38
‘ 334.3 290.3% 17 38
R 2 5.14
233.2 25 38
362.2 318.3% 18 38
AR 5.04
261.2 27 38
321.4 303.3* 19 50
WiV B 4.79
233.9 22 50
320.3 302.3% 19 50
RV R 5.08
276.3 17 50
332.2 314.3% 19 36
NI E 5.32
288.3 17 36
360.3 316.4* 19 38
B 2 5.84
3423 23 38
5.64 358.3 340.3* 25 38
BIEVD B
82.0 42 38
o 5.66 352.3 265.2% 23 36
BRI A
308.3 17 36
‘ 6.74 386.3 342.3% 18 40
VR
299.3 28 40
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i 7.76 263.1 244.1* 16 35
P2
188.8 28 35
8.67 262.1 244.1* 16 50
AR
155.9 28 50
o 10.32 233.1 215.1* 15 26
el
187.0 28 26
10.67 262.2 244.1%* 17 50
S
202.1 28 50

WP EET
5.4 MsE
5.4.1 bRk h 2 2

AR BOE BIR AR TR (3.18.2), FHAS (2L R BRI i IR A 4%
RS, SHDKESHN: 1.0 ng/L. 25 ng/L. 5 ug/lL. 10 ng/lL. 20
ng/L. 50 wg/L M 100 wg/L. KRG HRHERFENE m RO T &8 B0 i
L, 13N o ik AT AR . DL E AR S IR BE AR AR R, LA H FRAL
EPIIEHEIRUNIALRR, 2] TAEMZL .
543 EtE

BURE Hh H A A B 1 Vg 1) £ B R 10 -5 6 A v €2, 1 U P O B B R)AH UL
AGTE I RLAE £5% A, FIRTRE S B ARG S AT B 7 AR E R L
WRBEAH AR ARV L, Ve Z2 AN 36 3 e i L

R 3 B RN B R K RV R 2
X ETFEE >50% >20%% 50% >10%4% 20% <10%

RFAIZE  £20% +25% +30% +50%

544 FHAR
BRAIIRE AL AN, R H 72 4 AR [R5 A2 BREAT R A
5.5 thikK

JLBAE 1

6 FHTEREIRIR
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& o E R SR 2k B =
~ CV x1000
M %1000

v

X —— MR &R, BT O, v gke.
C —— BRI S IR EE, AL e 2T, ng/mL.
V —ERMHH, B2, mL.

M ——FEmFRFERE, AT, g

7 FREER AR ERIE

7.1 Rk R R A R ARG

TES M S BRI R A, SI206 58 06 Z00s 31 ] 5257 (V0 RG 2 B AN HERR TZ /K7 o TR X
IARIREERI T, SRR HT 5 i B AT Sk

WA F 340 5 57 5 S R iR AR BL I 23 TR s 23 S I N AR AV TR o 45 1) 5
AR R 3% FRTTVEEAT 200, % H ARG & A 1] 1503 B 7E 75-125%3E Fl Y
K% (RSD) /NF20%.

TEEATSEPRRBE T 1, AL B R bRuE . 4R PR, 15k 572t
T Tl B B B M e N B G, U IR B 2k B Eid bRt
W= 6N H BT RREE, I H 2 H] LR brdE.

AR AT LARAS SRR BAT AR B AR HE 2284, 0T AR bR S AR 8
IIARRE EAT RS 2 5 1 P e
7.2 FikEEH

AR Z 15, T O 223 R 5
7.3 JFAEFEM

AR Z 15T, T — N TR T LR RS Yt
A LA O RIVR B AR INARAE (o E A A5 20 B0 5 AR 0 AR P82 2 7 o 14 AL 114
75%~125%3 1 [ 2 P -

7.4 R BH I ) 7 1
7.5 FREA IR B IE

JRVASE IE 970 % A 33047 5 B A P PR A I, T 0 88 - O PR O R A AR

10.6 4 1 ERUEZ A48 R HENG, ZORIE DMLy, 5204710 %117
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K, SEATRER 25 5 A bt e 22 <<20%;  BELARE S AN RIRE S 2 50 40 Bl 34T
JNF55.0 pg/kgihL, THEESINECER, 224 505k B € v I [RIUACR N 60 %~
120 %V H 2 N .

8 UiHH

8.1 Fi#10.1 mol/L EDTA-Mcllvainelt, 250455 McllvaineZZ Va7 JFi
FpH%E4.0£0.05; FFIIAEDTA, AIN#ASGE B, RIEE 2B
8.2 KM IE—HHATFE M AT AL EE, 5500 (3 FARIR B 0oL, SREGRAKIE 250 (4°C),
FEARIT AT H S R PRI IR AR JE 2B AR, LG E I HLB ] AH A HC/ N i 12 2 ]
GRS EE
8.3 KT IE—R], XS ERE MIEHOREM, FEHLB/MEIEIE, W] RSEHR
TS mL 7% FREN RS mL 0.2 mol/LEk R I 78 /IR S UTiE &, 10000
r/ming§ 0210 min GRS H4C) JaidHLBH: .
8.4 SKF 771 “QUEChERSEIATHIALEE, RFEH NN 2 7 5 75 S R AR
GRS, DL SR A B S
8.5 KMk EREE W P A HLE R LL Bl R s, T R s AR ks, ml A A
AN 225 SR AN R B T 4 ek D AR
8.6 KHIJTi: AT FE R AT AR FEI , AU BT 5 MgSO AL I QUEChERS
WA, 0 S Ak I QUEChERS AL B AT 4N A R R R A4 1
8.7 A SEEG T R F HYE-0.1% H BRZKAE MU Bl A, SES TS A 4 A=A H Ak
E TR BT B[R] o
8.8 i RIS S A A R U I IR, A8 VR ik A BT W5V R e PR
TR, DAY R

e ZARHE R R ARG . R BRI E, HizbsEEH T =
B BRIV A .

9 ffix
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std5ppb

100 S 572
" AN
e A L L L a L e s B e Ly L Ly L L L L L A ) Ll L ek B AR s s
320 340 360 380 400 420 440 450 480 500 520 540 560 580 600 620 64D
10 458 ZRER
ﬁ]
A L L L e e s o e Ly Ly L LM L L L A Al Ll L ks i AR s e
320 340 380 380 400 420 440 450 480 500 520 540 560 580 600 620 64D
- 458 BEFIR
# 512
L
320 340 360 380 400 420 440 450 480 500 520 540 560 580 600 620 640
100 Era
s
R S s S S —
320 340 360 380 400 420 440 450 480 500 520 540 560 580 600 620 640
100 473 VR
°\°} /\ 191
L L L L s s Ly L L o L L L L Ly L L ) L L e R LS LA L L e L L
320 340 360 380 400 420 440 450 480 500 520 540 560 580 600 620 640
100 491 By R
&} 40 42 JL
e A L) L a e L e s R L ) L Ly Lo L] L L L A Al Ll L ks AR s e
320 340 380 380 400 420 440 450 480 500 520 540 560 580 600 620 64D
WE; 3/?2\ HEvD R
e L L) L s e e Ly B e L) e s L s et R s e it s ks e s s a1
320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620 640
stdSppb
EEIA 1154
100
e L L L L L L e L I L L B L L B L L L ) LN ) LA s e o
2.00 5.80 6.00 6.8l Fonn 7En .00 5.50 9.00 9.50 10.00 10.50 11.00 11.50
f= A=yl
ARV E 1059
100
<
D T 1 T 1 i 1 T 1 T 1 T 1 T 1 T 1 T 1 i 1 T i T T i T i T T
5.00 5.a0 6.00 5.50 T.00 7.40 5.00 5.a0 9.00 9.80 10.00 10.80 11.00 11.40
mu3 S TN Y E/i
kS
A L o L L L B e L L L) M B B LA Ly R L LA B pae L
.00 5.80 £.00 [i%] .00 aa0 9.00 9.80 10.00 10.50 11.00 11.80
HHEYE o
100
o\% jL 854
0 LR L L I R I R L L I B L I L I I L L L L R I R I LS L LN LR
5.00 5.80 6.00 5.80 .00 7.80 8.00 880 9.00 9.80 10.00 10.60 11.00 11.80
100 B RIEVWE
=]
D T 1 T 1 i 1 T 1 1 T 1 T 1 T 1 T 1 i 1 T i T T i T i T T
2.00 5.a0 6.00 5.50 T.00 7.40 5.00 5.a0 9.00 9.80 10.00 10.80 11.00 11.40
100 548 VR
L N L e L e L B L L L L R B B LA LA L s LA R e L
5.00 5.a0 6.00 680 T.00 7.80 5.00 5.80 9.00 9.50 10.00 10.80 11.00 11.50
100 e R
0\; J\ 525 )
I e T T T T - T T T e T T T T e e e Time
5.00 5.80 6.00 5.50 7.00 7.480 .00 880 9.00 9.50 10.00 10.50 11.00 11.80

B 1450 25 225V HE VS R LC-MS/MS
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. BAMEEPHEKMSRGYIRE KN E B G E-5 g/ gk

1 VEFE

AT 38 FH T8 v ROURE £ i = B DU AR A H K BT R 1B FH A (UPLC-MS/MS)
5K 8 PRV AR 8 R O i IR I 1S 24 ke B D[] B 0 52

RFEFHE T & & NP & ERE S b FA e . RS I L V8 Tk el | BRI A |
B, SO 2- AR L SRR L R IOR P K AR 5 R
P 17 L A IR el 4 [ 00 52

2 JRHE

PR Z2% = A LIRIEHL,  SEWORIRAE Jm B VE A U R, R FIMCXAR & RH
BT AR B, RS OB t - R BB I S, AR E &

3 WIS

BRAE A E, AT HIRA B R AL, K NGBIT6682KE i) — 2%
7Ko BT F BRI P BLC
3. 115
3.1 WEK (REEN25%~28%): L4t
3.12 4fiF: tikag
3.1.3 Hifg. ikl
3.1.4 =S LB riral
3.1.5 HEg: tikal
3.2 e il
321 2% =R LERIEW: W20 g=FR W, F/KBMIFMmBESL L,
3.2.2 5% RN F BRI : LS mLKZ /K, F B E 44100 mL.
3.2.3 0.1% FER/KIEW: BU mLAFRR, H/KEEZE] L.
3.2.4 HEIKER (1+9, AR S0 mLFEET90 mLAKH, R,
3.3 FrifEdh
3.3.1 WIRHSMERRIE M : 2K T99.0%
3.3.2 HIGHME-dy Bk 45
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3.3.3 FRIALFREME: 4K T99.0%.

3.3.4 FRIEFIHME-dBH 25 .

3.3.5 FRFILHGEIRRE: 4K T99.0%.

3.3.6 MMM N AAahIEME, 46T KT99.0% .

3.3.7 ZHIHME-d3 A 45 .

3.3.8 VEAEmAME: XA DM, AT K T99.0%.

3.3.9 WEHHmEME-d3 BAH 25 .

3.3.10 BAEME. 4% K T99.0%.

33,11 BhmE: 46 KT99.0%.

3.3.12 FAEmEME: 4lifE K F99.0%.

3.3.13 FPAEME: 4 KT99.0%.

3.4 FrRAEVERACH]: 2K T99.0%.

3.4.1 FHZEBKPERAL A PIFRAERE TR (1 mg/mL): 43 BIAERRFREN10 mg ORs 3
0.01 mg) FHANME, T HIAHME, FRECFIRSME ., FR FE PR IR VAR B
ML B, DRAEKME SR AR S, S S AR E AR A 10
mL, -18CRAF124H .

3.4.2 TRAREIEKIERAL SRR AEF RIVE (10.0 mg/L): 2 B HEREL_Fid1
mg/mLARERE AR 0.1 mLE10 mLA R, R EAZE, AwBaREA
10.0 mg/LIFJVR A bR B

3.4.3 IRATHIEKME AL S PFRAEM R (100 pg/L): AEFAIRAY i 10.0 mg/L
ARAE RO 1 mLZE10 mLA RS, HHEERZIE, BBk 29100 pg/L
FRIVE A A A PV

3.4.3 THIEBKPEA AL AP FIAL 2 P ARARAECE RV K RS 28 P FH PR e 4 RO 2
(bR B, BC I R 100 pg/L A R4 25 A b b o 18 O

3.5 Mk

3.5.1 Oasis MCX B AHZEHUAE (150 mg, 6 mL) BKAE&k: .

3.52 BAMELE: 50 mL,

3.53 BAMELE: 15mL,

ENE 3 &
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4.1 YOAH - = S DUARAT BTREIBCF A, O HmE 55 B8 1R
4.2 WK JEE40.01 gH10.0001 g.

4.3 EEACE RO

4.4 IRIEIR A

4.5 B

4.6 [EAHAZHUAL o

4.7 R E AL .

4.8 EMAL.

5 T B

5.1 iR FE
5.1.1 B ENARAT & QRS IR S RN BN, B
ZHHRIL, -18CLR1T.
512 BEBFEMEFRERRY, BARERSMA, BHEEEHRL, -
18 CIRfF o
5.2 FEmFEIK

FREGAAE2 g ORERE20.01 g) T50 mLE L, JIA20 1L 100 pg/LIRIfTE
RENARIRA N, WWIERE S 1 min, FIIA10 mL 2% =R LMER, REEE
PR30 min, 4°C10000 rpm 250010 min, BB £ 50 mLE O
A
53R R

WSS mLFEE. 5 mLsK, 5mL 2% =5 LERIEBAK RS MCX [ A AEHL
KR, SR IE R R B B B AR AU b, B SEEE R KIS mL/K. 5 mLH
BEMRBE [ AHAEHOH:, AR5 NS mLS% 2 A0 I EEE M, OB T e T-40°C T A
AWRF, 1 mLHAEKER (1+9) 2iE, BB EOE MY, FLC-MS/MS4>
#re
5.4 S H 5% A
5.4.1 WM (IS %1
5.4.1.1 tai%F: Waters BEH C18F: (1.7um, 2.1 mmx100 mm) B{AH 243,
5.4.1.2 fFi: 40C.
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5.4.1.3 WA K ANO0.1%K) IR /KIS W, BRNHEE, K H A6 e

1.0 min, 5%B; 1.0-3.0 min, 20%B; 3.0-5.0 min, 100%B; 5.0-7.0 min,
100%B; 7.1 min, 5%B.

5.4.1.4 #iE: 0.3 mL/min.

5.4.15 #tFEE: 5 nl.

5.4.2 FUi NS %A

5421 B1UR: HmI%EE T (ESD.

5422 BHEHE: 1.0kV; BFFIEE: 150°C; BUEFIRE: 400C.
5.4.2.3 H#i77: IEE M.

5.42.4 7l 2 RN (MRM).

5.4.2.5 HEFLHUE . Al AE =S5 oA SO0 Ak 2 et R U

5.4.2.6 BB TX . EEE T, HEFLHE LR L]

® 1 AL EYNEEZSE G S

0-

BEy MR TET il A HRL

A T
HE? L (mi) (V) (i) (eV)
metronidazole- 123* 10
‘Zﬁ \,IJ/‘,\
F 3L i e hydroxy 188 25 126 1
metronidazole- 125* 10
> Xﬁ \,I:V‘/‘_
FAETHIE oy 190 30 1o 14
2-hydroxymethyl-1- 55 16
72 IE I '3;] I- 5-y ’ 158 30
e eyl 140* 10
nitromidazole
82 20
o .
FF i A metronidazole 172 20 128 1
82 22
‘,I:V‘,‘- - _
FF A I-dg metronidazole-ds 176 30 130 1
55 20
N \,u‘j:[l/‘/‘ -
T8 TiE Tk A ronidazole 201 30 140% 10
55 20
N \/I:]‘j:l:v‘,‘_ - _
T TSWEME- d3  ronidazole-ds 204 30 143 10
81 18
: \)n/‘,\ - -
FF i A dimetridazole 142 20 o6+ 1
83 20
: \)n/‘,\- - - -
FAR4ME- d3  dimetridazole-ds 145 25 99* 16
.. 121* 1
5 g e 0 tinidazole 248 30 6

128 22
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91 18

- "l]"l]/‘,‘b _ - - -

BTSN 5-nitrobenzimidazole 164 20 118+ 15
82 18

BEL 7% A b i

LRIl onidazole 220 20 128 1
109 20

=) MWk b i i

i A P ipronidazole 170 30 1245 14

a bR A FEHE HAHIE- d2s DN RSN —HREME- d3; * e R T

5.55¢ LI E

FERHF SR8 260F T, FF it AR A2 0 P O B BT 15 4 IS €2 1 06 1) R
I RIRR LA, AR A 30 Bl R FE £ 2.5% 2 7] .

BRI ZE 53 0 s M B L, B/ AR — AN B T R A
FET,  HRE G IR v 20 55 58 1 B AR = B2 5 A P el o b v v A ISl
HHKT N P 5 1 T BROARDRS SR BEEAT LU AL, (w22 AN I 3R E IYE I, U RT )
SARE S R X R AR

R 2 EMEIER AN B T F R K VR E

X TFE K%  K=50 20<K<50 10<K<20 K<10
FOVF B KA 22 % +20 +25 +30 +50
5.6 i 2 i i1

T3 E100.0 v /LI A A FEPKERAL S YIFRHER 10 w Ly 20 v L.
50 wL. 100 wL. 200 L. 500 wL, #HIA100.0 ng/mLAHZEBKM:S AL AP
[FIR R AR 20 v L, FFEEAER (149) EXE1.0mL, 4 iRk
R SIS RN AN ng/L. 2 ug/L. 5 uglL. 10 ng/L. 20 ug/L. 50
ug/LIAR#E R 51, LC-MS/MSH TG e ilbnE i 2k . 7R BVBAR €3 HR BT
AT AR T, FEbR T R S0V R BRI B =ik B2 o S REAS I, LA E FRAk
B T Ve Sk I P B i 0 U TR AR LA IR AR I, 159 B i it 28 e )3
2, HERAMEAH G RV K T0.99,
5. 7RI &

HURRAES. 2. 5.3 FAG B AR BOERE, AR BRI B bR 1
JRERIREE, TR6TH AR S AP AR A o ST R AR A0 P i AL 7 7 A A 2
ZRAIEIGIE Y, e e L ) 3 2 gk D BURE B 5 B

6 TG RHIRE

229



BURE TP ARSI SR & L (D TR

CXVx1000
= DI e, 4D
AV L
X—— AP I KM R A R AR & &, A s T3 (u
g/kg);

C—— il A S DK P 5 B AR A 2 B PA 2 o 1 T 22 ok 2 £ o
BIRE, PANNEEZTE (ng/mL);
V——ulFERF IR E AR, AN Z T (mL);
m——HEh R, AN (g);

THELEE R DL BV AF N 3RAF I AL E 85 R AP E RN, TR
B2 A Ry (BN R R 24D

TREE

TE 553 MR T S5 1 P IR A ST 5 4 B R At ox 2B S AR HE
1120%

8 K HiFR

KRITEFMT, SRS EP AR R Y R R 802 v gke, E&
fRNO0.5 1 g/kg.

9 ERFM

9.1 &N HARb & WhrdE S BEE A, WERE, FEHEARERARER, B
FEVR A AR AR YRR S T I K

9.2 [ AR A HOM:ASE FH T 75 U0 2% SR AL, A P AR HE VA V5 2 I 6 0] (RIS L LE 80%
PAE, DULRIEARE S b (R S K 2R B A 31 1 88 B

9.3 N T RUEZHT 45 T HERG, BERAHERE 2D — AN ks eS8, 0
Fr2 wgkg, RHIEEDKMESRZY)RIUEE NN 60-130% 1] .

9.4 AIAERE T P HUE ARG . PSS EON S 5% 0. nHEfLHE . Al RE
T DL BE FERR 7 A 52, AT AR S = 0 B 1B R DU RIS Y
A%,
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o3

==

4)LEC R EmAk T mE 2 Rikm B ARERNNE wERIERER (SOP)

ff % A

FiF ek IR A A8 24 1 7 B FRDVBUAH Bl o 3 14

std1/1
2020120931 4: MRM of 12 Channels ES+
100 170,> 124 (Ipronidazole)
= g% 1.24e7
2.50 3.00 3.50 4.00 450 500
2020120931 4: MRM of 12 Channels ES+
100 220 > 128 (Onidazole)
g% 1.19e7
r-———r————————————— R e e L :
250 3.00 3.50 4.00 450 | 500
2020120931 4: MRM of 12 Channels ES+
100 4.37164 > 118 (5-Nitrobenzimidazole)
g% 8.66e6
r-———r————————————— R :
2.50 3.00 3.50 400 450 5.00
2020120931 4: MRM of 12 Channels ES+
100 4.25 248 > 121 (Tinidazole)
g% 5.27e6
2.50 3.00 3.50 400 450 5.00
2020120931 3: MRM of 16 Channels ES+
100 145 > 99 (Dimetridazole-d3)
O\% 7.90e6
r-——r——_ —— T .
250 3.00 3.50 4.00 450 5.00
2020120931 3: MRM of 16 Channels ES+
100 : 142 > 96 (Dimetridazole )
g% /\\‘4¥ 6.08¢6
[ e T o L R e S
2.50 3.00 3.50 4.00 450 5.00
2020120931 3: MRM of 16 Channels ES+

204 > 143 (Ronidazole-d3)

°\§ /L
0+ T T e

2.50 3.00 3.50
2020120931

2.82e6

400 450 = 500
3: MRM of 16 Channels ES+

3.32e6

6.35e6

5.36e6

100 3. 201 > 140 (Ronidazole)
S A
0 T T T T T T T T N
2.50 3.00 3.50 4.00 4.50 5.00
2020120931 3: MRM of 16 Channels ES+
100 3.44 176 > 132 (Metronidazole-D4)
3
O T TrrorTr T T L TrrTTTTTTTT TrrTTT T
2.50 3.00 3.50 4.00 4.50 5.00
2020120931 3: MRM of 16 Channels ES+
100 3.44 172 > 128 (Metronidazole)
s
0 T TrrrT T TrrT T L TrrTTTTTTTT L
2.50 3.00 3.50 4.00 4.50 5.00
2020120931 3: MRM of 16 Channels ES+
3.23

158 > 140 (Dimetridazole-2-hydroxy)

100

2,50 3.00 350

4.52e6

400 450 | 500

2020120931 2: MRM of 8 Channels ES+
100 2.83 190.16 > 125.16 (Metronidazole-hydroxy-D2)
OQM 1.24e4
2.‘50 ‘ 3.60 3.‘50 4.b0 4.‘50 5.b0

2020120931 2: MRM of 8 Channels ES+
100 2.83 188 > 123 (Metronidazole-hydroxy)
o\"% /\\ 2.3066
0tk - Time

2.50 300 350

400 450 500

Al FHIEDKMESR 2GR AER MRM 1



[

KEmBZENETE SO

egg 1 3sp
2020120936 4: MRM of 12 Channels ES+
100 170 > 124 (Ipronidazole)
g% 4.77e7
0“‘\““ R T e e T
2.50 3.00 3.50 4.00 4.50 5.00
2020120936 4: MRM of 12 Channels ES+
100 220 > 128 (Onidazole)
g% 4.18e7
2.50 3.00 3.50 4.00 450 500
2020120936 4: MRM of 12 Channels ES+
100 4.36164 > 118 (5-Nitrobenzimidazole)
o\% 3.09e7
2.50 3.00 3.50 400 | 450 5.00
2020120936 4: MRM of 12 Channels ES+
100 4.25 248 > 121 (Tinidazole)
| ] o\% 1.72e7
2.50 3.00 3.50 400 450 5.00
2020120936 3: MRM of 16 Channels ES+
3.68 145 > 99 (Dimetridazole-d3)
100
g% /\\‘7 2.85e7
2,50 3.00 350  4.00 4.50 5.00
2020120936 3: MRM of 16 Channels ES+
100 371 142 > 96 (Dimetridazole )
o\% L 2.45e7
2.50 3.00 350  4.00 4.50 5.00
2020120936 3: MRM of 16 Channels ES+
3.59 204 > 143 (Ronidazole-d3)
100
g% /\xg;, 6.94e6
2.50 3.00 350  4.00 450 5.00
2020120936 3: MRM of 16 Channels ES+
3.62 201 > 140 (Ronidazole)
100
g% /\\¥7 7.67¢6
2.50 3.00 350  4.00 4.50 5.00
2020120936 3: MRM of 16 Channels ES+
3.42 176 > 132 (Metronidazole-D4)
100
gé 1.59¢7
2.50 300 | 350 4.00 4.50 5.00
2020120936 3: MRM of 16 Channels ES+
3.44 172 > 128 (Metronidazole)
100
o\% A 1.39e7
2.50 3.00 3.50 4.00 4.50 5.00
2020120936 3: MRM of 16 Channels ES+
100 323 2 10 158 > 140 (Dimetridazole-2-hydroxy)
g% ¥A¥/\¥/\¥\/‘\"¥w\ 2.26e6
0“‘\““ L L L L L L L
2.50 3.00 3.50 4.00 4.50 5.00
2020120936 2: MRM of 8 Channels ES+
100 . 190.16 > 125.16 (Metronidazole-hydroxy-D2)
g% ,g,/\v‘ 3.57e4
0“‘\““““\““““\““““\““““\““““\““““
2.50 3.00 3.50 4.00 4.50 5.00
2020120936 2: MRM of 8 Channels ES+
100 . 188 > 123 (Metronidazole-hydroxy)
g% /\yﬁ 6.55e6
O e e e B N [ ]
2.50 3.00 3.50 4.00 4.50 5.00

A2 JSETNARFEfh TR EE KSR Z I MRM 1 4]
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[

I\~ K= i R v R R IRSRI 8 R AR T R E R
1 BEREHE

AR FRTE 1 7K™ it v 2 Tl FH ORI 7115 B 8 () VBAH €00 1 - £ BB 3800 5 7
%o

ARG T dF . DUEEEEKG™ S T A M A 3- 2 2K F R £ 16 P A
L (MS-222) 2 Fffi BRI 1) 5 B 8 O 00 E

RREF TR RAE R : YRR S e, T EFMBRREEAIL H R 0.30
nekg, EEM 1.0 vgkg MS-222 R 0.14 v gkg, EEFR 045 n

g/kg.
2 JRHE

WEEH 257K (80:20, viv) #2HL, 4 HMR B{ EMR [ AN 4L, H#
BNEWREILT, F 0.5 mL FEE//K(25:75, V/VERE R, BHHEE R =8
DU B AT o 1 A0 5 o B o [0) A0 o VS AR A A B TR B LE e M, (R 2 N AR & .

3 &5

DA s 88 1R R AR 1 B AN AR Rt S5 /K GB/T 6682 11— 4
Ko
3.1 HfE (CH40): ksl
3.2 Zff (C2H3N): taikaf
3.3 Jo/KER RN
3.3 ARk

2 e FH RRIE AR AE SR T B By-d3 ArdEsh, SIS A, 41 =95%.
3.4 BRI VI I )
3.4.1 FRUEAGEEIEI (1 000 mg/L): 3 ARG HRPREL 2 Fhts F BRI FRIAR#E  0.01
g(FEHE] 0.0001 g), F FFEEAERE A ZE 10mL, RGIES), Bl BRI 1000
mg/L i fHAET-20°CUkAf
3.4.2 RAIRMETIRIE (10.0 mg/L): & — W H— & AAR ¥ 5V BRI 71 284k &
VbR HErE 2 R (3.4.1) 73 IEN A — 2 &b, I EE MR 2 2, MRk 10.0
mg/L WRAEARHEF IR, 4°CEOLE B RAF
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3.4.3 brifEh2k: A A 2 A 2L TR D A [E)9R B R bR vl DA VAR, Hob MS-222
TAERMZRIKRE S 0.1, 1.00 10.0. 20.0. 50.0. 100.0 ng/L ; FAhZH 7> TAE 2k
JE 1.0 . 5.0, 10.0. 20.0. 50.0. 100.0 pg/L.

4 XB5FEH

4.1 B ROURE T - P 55 - e K = R DU AR AT I T A

42 HBHEOHL: FHEALT 12 000r/min

43 IATERY A

44 R EE 0.1mg 1 0.01 g

4.5 I

4.6 EEBEIRY &

4.7  BRAXL

4.8 AEGEHY: Anavo HMR-Lipid =2 5x e & F#E, 600 mg, 6 mL,30/PK, 5% HE
& Captiva EMR-Lipid [FAHAHUHE, 600 mg, 6 mL

5 BiEP R

5.1 BFEH %

e, k. B W BASER BMSHIREHIA: IRREEE,
ZURk, B R, 1S EIRBKIFRAIRG35): TIRER G, WEATH
HLRAIR I, REHE, -18CULFTAHRRAT, .

5.2 FE IR

HERRFRBUR S FESL 5 g CRERAZE 0.01 g) T 50 mL BN SO F, AR
FE8 10.0 v g/mL [T &FE-d3 WARAW 25 v L, JREIFHE 20 min. JIA 4 mL
ik, ek IRE S, A CHEE® 16 mL, #k% 3 min, H7 30 min,
10000 r/min 0> 5 min, B _EiER AL
5.3 e

W& G B LIS 0 10 min, BX 6 mL _HiEWN#E] HMR = EMR [& 4
RERUNE b, IERUSCEE A . BB, N 1 g NaCl, #R3% S
min, &0 5min. BELE 4ml ZEET 15 mL BO0EH, #iR TR REE
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[

+, H 0.5 mL HEE//K(25:75, V/V)YERE I, 10000r/min 20> 5 min, H L
WAL LC-MS/MS MlE (A4 T3R46 2.5 %),

5.4 M

5.4.1 IS %A

5.4.1.1 ik &0

5.4.1.1.1 4% : Kromasil EternityXT-2.5-PhenylHexy(2.1 mm x 100 mm, 1.7 um)
BUAH

5.4.1.1.2 #Ei&: 40°C;

54.1.1.3 iiahAH: A AFEE, B NHEAK; BEEEYEML: 0~0.5min, 25%A; 0.5~1.5
min, 25%~60%A; 1.5~5.5min, 60%A; 5.5~6.0 min, 60%~90%A; 6.0~7.0 min,
90%~25%A; 7.0~8.0 min, 25%A;

54.1.1.4 #FEE 10 v L,

5.4.1.2 Jii i 2%

54.1.2.1 B7U6: HEBIZEE T (ESD

54122 BHERE: 2.50kV, EFEERE: 150C, BEmRE: 500°C;
5.4.1.2.3 WLV AV Ny, 3038 800 L/hs  HEFLSUR No, JALIE 50 L/h; il <440
ot

54124 750 2 VAN (MRM)

5.4.1.2.5 A7 : IERE AR

5.4.1.2.6 HEFLHL . liAE Al 5 v R A S A AL 2 A R

5.4.1.2.7 BRLEMEREE T S LR AR R, S L
X B o

542 EMESGER

5.4.2.1 M

FERRR] S5 S5 A B i AR 00 o 1) O B BT[] 5 6 7 A v £ 0 P O B I
[AAH LR, ARG RAE £2.5% 2 4] .

BEFRRE I ZH 3 00 5 1 o P B 1R IR, 2D AR IR B — N RER T AT A
BET, FLARE b P o 5 4 2 i S AR X B 0 A A T T o)
W7 P A 5 AR P AT LA, (w2 AN R 1 R R R, AT ) AR
Lo POy RNESRIIEY/ R
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R EMERRUERS AR 7 B iR fe VR 22

FXTEFFE K% K=50  20<K<50  10<K<20 K<I10
FOVF IR KA 2 % +20 +25 +30 +50
5422 EEET. EMET
EEE TR sEE T AT B, RIGELHRE C.
5423  REE R A E
K Am it AR AR R Y N TR €% - R BC IS, (R B I ] AT
SETER T EE, IASE BB IR, AR IIARE I A S 00 P ) A R £ A A
0 ) B S 2R VS 2 Y
5.5 ittt e 22 ) SR E
FEACAG FBUAR il R IBC BTG AT AT 25 1R 1 Kb 2R 21038 T E AR B2 3 vk
JE3 RERERT N, DA A 547 € 1 Ve 550 7 A € T U P e T A L A - AR P A
B, SRR 2Rl ETTRE, LA R R AR T 0.99. HURYE 5.2, 5.3 Ab#E
15 BN AR I EHOEERE , AR SRR B AR BT R o SR B, 4% 6 THERE
R 5 o R PP AR DD R e 7 SR E A 1 R PRV R Y, BRI e
FE ) 23 244 9 /> UK 6 i 2370

6
OREs bt FE BRI kit (D TR

CxXV

X:_Xf .................................... (1)

m

A
X — WFE RIS &, AR T8 (o gkg);
AR R, BN e R 2T (ng/mL);
V —— & ERER, BAONET (mL);
m —— PR, AN (g);
f——RRfE R
THELSE AR =04 BT

c

7 REEE

A 1 B o LA it B o R RN e T gt AT I 5 DU RE 53R (R HE R AR
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[

W HRHAPREL 5.0 g BIARES, IINGE & A bR SRS PRERI, 121k
RIS HEAT AL BN 52, T A B >R ARV EAT 1155, MS-222 JBRIFEFFISR F 4 J5it
VCECAHMRIETEHEE, SR MK 2. FEEBVEFAT IR I AL RE 45 2R K 4E 50
ZHAFEE T AT EMER 20%

R2 BAYESRIRE AL 7 b A BRI 0 [ CR RS E (n=6)

&M | wnKF/ -2 [ | AR A v e 22
(ug/kg) 1% /%
T & 5 78.2 9.1
50 72.6 11.5
100 82.1 4.1
MS-222 0.5 106.0 20.1
10 98.7 4.2
100 101.5 2.2

8 JEREEM

8.1 [EAH A B F AT FR 30 B SR8, AT RIS R 80% A, DALRAIEFE
ey FH BRI ) PR A 280 B

8.2 N T ARIUEAS M4l e verfy, BESRAFHERE i 2D AN AR D se s, EficR
[iA) 60-130%2[7]

8.3 AIRAEFE T e MBAR S . TS SHCNS 4. WnHEfLHR . Rbf
Re . DASCHRE R BERE PP A3 2%, PR S S5 0 B 1 % DL B 1 A i
RN

8.4 AT HARH A GRS, BWRFELLT R AT, H%RmT, M
Gdd B H AR K
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b A
CHERHT %)
£ A1 7 R RIS A & 1E B
a5 HRCHR AR CAS B35 s XS TE
1 TH&E Eugenol 97-53- C10H1202 164.20
2 MS-222 MS-222 886-86-2 C10H15NO5S 261.29
3 T#M-d3 Eugenol-d3 1335401-17-6 C10H9D302 167.22
ffix B
CRBLER )
#£ Bl 7 MTEMENNMMLEYEES T EHEFA. ifEEE
v FH R IR 551) ESI = TFBET HEFLH filf- 4% e
(m/z) (m/z) A% /eV
T & - 163 148 (1) 15 13
121 24
T EM-d3 - 166 148 (1) 15 13
121 24
MS-222 + 166 138 (1) 24 18
94 26
77 30

H: (D) ANEESF: ESI: HBIEEFIE
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STD
202012010-11 MRM of 5 Channels ES-
100 3.66 166 = 148 (Eugenol-D3)
5.14e6
=
o-r——rr—r— T e Time
1.00 2.00 3.00 4.00 5.00 6.00
STD
202012010-31 MRM of 6 Channels ES-
100 3.69 399 162.84 > 148 (eugenol)
1.12e7
F
O 1 1 | 1 | T T 1 1 1 L Tlme
1.00 2.00 3.00 400 5.00 6.0
STD
202012010-7 3: MRM of 5 Channels ES+
3.75_ 207.096 > 189.082 (Eugenol acetate)
100
1.33e8
X
228271297 34 4,54 _
O T e T e e e e e e Time
1.00 2.00 3.00 4.00 5.00 6.00

K C.1 2 i RER A A N bR B % B BRI (MRMD) £ 13 1]
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T~ WK HPE AN R T A5 B B IR ERR T UM G- SRR

LS

1 EREHE

AFEFFRITE 1 9 7K A e st G 6 B D e B R A VRORE € 7 - B IR B 1S 0 7
Tk

AR PG FH T30 7K o it 7 e A B G 1 B 0 s

RREFHITNER R IRAE EIR: SRR 2 g, SMERAFAN 1 mL A,
b T N B P PR A R E S BR A2 R 0.5 ng/kg AT wg/kge

2 JRHE

i AR B IR A, (R, BIEWE C18 BB 1L, M
- RIS E, [FALER A bREE & .
3 EHEEEEN
3.1 XAR A
311 RO i = DU ARAT HR RS R A (UPLC-MS/MS) -t R
FETU.
3.1.2 T KRF.
3.1.3 JRETR G
3.1.4 KiKEEAERHE.
3.1.5 WAL,
3.1.6 AHEELHL
3.2 A
3.2.1 BRREN (NaxSO4): 7 #r4ls
3.2.2 SksN (NaCD: 44l
323 HfE (CHsOH): faifkali,
324 i (CHsCN): faitali,
3.2.5 Hig (HCOOH): thiftali,
3.2.6 FAHAEGHE: C18 [BIAHZEEU: (500 mg, 3 mL).
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3.2.7 TALUERE (0.22 pm)
3.3 T
3.3.1 VB 0.1% R /KER: B 1.0 mL FER, H/KE2 % 1000 mL, V&%),
3.3.2 40% F B /KA : B 40 mL FIE, fI7KSE R % 100 mL, R4,
3.3.3 50%ZHEKIEW: B 50 mL Z B, Ii/KE &% 100 mL, R4,
3.4 FrifEsh
HPEPE (Diazepam  CAS: 439-14-5)
BYLPEPE (Oxazepam CAS:604-75-1)
Ds- PG 2E (Diazepam-Ds CAS: 65854-76-4)

-BYLPERE (Oxazepam-Ds  CAS:65854-78-6)
3.5 FRAEIE R
3.5.1 FRUEMDIIEVR (HBPEPE. BRYbFERE: 1000 mg/L, Ds-HipPGyE. Ds-BLybP
#: 100 mg/L).
3.5.2 PR (10 mg/L): AEHIR I P8 A1 BLVD PE R AEY) BT TR 100
uL, Fr A 50% 67K (3.3.3)Mi e E 25 22 10 mL, 15 3] 1t P A LD 78 A )
ARHERE T, T 4°CWAf, AR 6 AN H.
3.5.3 ARAEIAIE (1 mg/LD: 73 A HER IR Ik 2 A B b 6 o ) B AR AR A A
W (3.5.2) 1mL, H 50%ZN5/K@B33)EBEERSE 10mL, 152Gy
FEVER bR bRUE R, T 4°C A7, RN 1 AN H .
3.5.4 VREARUER R (200 pg/L): HERR I B P P A0 B YD PG 2 1 SRbR AR i
VR (3.5.3) 2mL, H 50%Z.5/K(3.33)EARZE 10mL, 53] 200 ug/L HipG vk
BV PR AR HER R IR RR B, IR
3.5.5 Ds-Hu VA Ds-BYSTREENFRTEIVE (1 mg/L): HERAIREL Ds-Hb G AN
Ds-Byb PR PEARED B R 100 Ly 43 7 50% Z 57K (3.3 3)MBE e 45 42 10 mL,
193 Ds-H PG PEFN Ds- BV PGP bR A AR RV, T 4 °C A, IRAEIN 14
He
3.5.6 Ds-HipU¥E . Ds-BYb VPRI & RN FHVR (200 ug/LD: 73 S EL Ds-# 7t
. Ds-BYD TR bR A FR A TEIVR (3.5.5) 2mL, F 50%Zf5/K(B.33)ERE
10 mL, 733 200 ug/L Ds-Huia kAl Ds-ByL Pa PR A AR N R . 3% HEAR BRIk
&, BLECILA .
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[EH]

4 R KT

4.1 REERIHI I ORAT: B A A > A &L
B, WPEE T-20°C LA R BGRAT .
4.2 HEHL

HERIARENZ) 2.0 g CRERIZE 0.001 g) A AES T 50 mL B & OEH,
TN 50 1L 200 pug/L FIVRA W AR (3.5.6), I 10 mL i, &iE 30
min, 75 20 min. JIA 1 g ALENFT 4 g BRIREN, 4°C LA 4700 r/min &0 6
min, B EERE 15 mL BARKEOES, TREH 5mL 45 E SR
0 EIFLIEB. 40°C KR EART, 1 3 mL40% B /KiEwR (3.3.2) B
W, A,
4.3 ik

C18 FEMR KA 3 mL HEEAT 3 mL /KiE4k, $RHUHES O FidA, A 3 mL
40% HEEK (3.3.2) ke, i TFAENBASS H 3 mL B LT /MR E Y, 40°C
KBHRSRT, H 40%HEEK (332) EXE I mL, 022 um G
LC-MS/MS 43 #7,

=

» SR i 500 g 7B AR

5 W 5iHHE
5.1 AR TE 22 %A
5.1.1 g4t ACQUITY UPLC® BEH C18 Wi (50 mmX2.1 mm, 1.7
pm), BCPERER
5.1.2 JishA: B A N 0.1%F B/KIET, shi B NHEL. N 0.3
mL/min, FREEGENL, BHETEIAER WA 1.

® 1 BRI

B (1] WA A A B
min % %

0.0 60 40

0.5 60 40

3.0 30 70

3.5 5 95
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4 5 95
4.1 60 40
6 60 40

5.1.3 #iE: 40°C.

514 #FEE: Sul.

5.2 i S KAt

52.1 BFUR: HWIEE T (ESD.

522 H#TA: IEE TR

523 #7722 RNV (MRMD.,

524 BETIRREZ: 500C.

5.2.5 WAL TRy, 8 RN &R R U B R

IR BRI EE K o

52.6 EEETX . BB TR 2R KA E LR 2.
2 HhVEPE N VbR R S 4

BT TET EEHIE hEEREE
FP5 wE

(m/z) (m/z) Vv eV
154.1%* 100 35

1 Hh g 285.1
193.1 100 50
198.3%* 100 43

2 Ds-Hh 78 P 289.7
227.1 100 34
241.1% 140 30

3 ByL P 287.3
269.1 140 19
246.0* 140 30

4 Ds-BLyb i 292.1
274.2 140 20

A WONERET.
5.3 ArdEdh A

53 90 W SR PG AN B PP VR A bR E N VR (3.5.4) J¢ Ds-HbpaPE . Ds-2
PWHEPHR A AR A (3.5.6) TEE, F 40%FFEIK (3.3.2) e R ph v
YD TRES BN 1.0 ug/L 2.0 ug/Ly 5.0 ug/L. 10 ug/L. 20 ug/L. 50 ug/L KIhx
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[

HEVAVRL CNARIREE 10 pg/L)o RS ARAE 2R BTN o OB il - £ 1 o i
A 15 2 PG P AN B g e S L R A7 2R AR 3 B A T AR . AR AR L&)
WK B ONREAL bR, LB AR &5 H R AL R AR I AR L O AL R, 22l b
HEHTZE o BRAEvA T (vl B LB A TR AL AT A2,
5.4 WFRE LRI E

R 5 L A5 AR VA N o GBUAR - R BRI TS, A g T A DA
TREAIS TH) (PR ZEAE £2.5%2 A1) AT ES 7~ A AR 2 BE L RIS A 215
M K S VR 22 IR 3) stk AR¥E AT Hh 245 245 DI CRR P 0 b o A B
YOV T EIRE

R 3 S AR R R B K T VN 22

AR B FE /% >50 >20~50 >10~20 <10

FOF FAE X i 22 +20% +25% +30% +50%

6 AWERKTHE
W Bt & sl (D 5

s
X —— WHRE L AN R, BENEOE T (ugke)
¢ — BUFHERT AL BRI EIRZ, AN RCRT (ug/l);
V —— WHER, AT (mL);
m —— WHHRE, B (o)
CLEE R 26 MF D PRAT RPN e 4 R AP (ER S, SRR = F
A
7 W

A5 H AR 2 T BRAT A P OIS A8 S5 R A 480 22 (AN S AR S Y
15 %o

8 iBA
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8.1 SUAHIRAR (B T 1 225 45 R 2 1E AB SCIEX QTRAP 5500 X 2% b3k,
BN B B 1 BT A AT S A

8.2 M MEHEELES, A InTe—ANEE RS BRI T IR eV 5, LAB) 1k 2 i e
S REE AR, R AICHR IR

8.3 [EFHAL S Ak 1AL AT 1Y) i SR v] BEVETEE B, VE AT RERE A I A L
HOR, Rik— BB EadE.

fix A
PGP Ds-HUPU P B YD U PE . Ds-BLYD PU R RS v L i 1A

I XIC of +MRM (8 palrs): 285.100/154,100 Da 10: DIXiPan-DL from Sample 242 (11,12-5TD10) of KeYan-DiXiPan+AoShaXiPan wiff (Turdo Spray) Max, 6.9¢5 ops

8.0e5
6.0e5
.r:; 4.0e5

20e8
479 A8 . 558 677 582

30 35 40 45 50 85

Time, min

0J) T ™ T T
05 10 15 20

W XIC of +MRM (8 pairs): 288,700/198,200 Da ID: D5-DiXiPanDL from Sample 242 (11 13.8TD10) of KeYan-DiXiPan+AoShaXiPan wiff (Turbo Spray) Max. 255 cps

258
20e5

1.6e6

int..

1,005

50e¢

00 \ 33 344330374 400 421 439 478 300 535 3% 500
T T T T T T T T T T

00 05 10 15 20 25 30 35 40 45 50 65

Time, min

B C of +MIRM (8 pis): 265.100/154,100 Da ID: DiXiPan-DL rom Ssmple 242 (11.13-5TD10) of KeYsn-DiXiPanvAcShaXiPan wifl (Turbe Seesy) Mex. 6965 cps
iy
695 o
0065

4005

inte...

20ed

0J)
05 10 15 20 25 30 £ 40 45 50 85

Time, min

K A1 10 pg/L Hi PG FT Ds-Hb 0 ) 22 OBz ) €0 3 [
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I of +MAN (8 palrs): 265.100/154,100 Da [0 DiXiPan-0L from Sample 242 (11,13:5T010] of KeYan-DiXiPan+AoShaXiPan wiff(Tuo Sprey)

8.0e5

6.0eb

4.0e5

20eb

8.0e8

6005

40e8

2068

| XIC of 4MRM (8 paits): 282.100/246.000 Da ID: D5-AoShaXiPanDL from Sample 242 (11.12.8T010) of KeYan:DiXiPansAcShaXiPan wiff (Turbo Spray)

Inte...

B XC ot RN 8 paits): 287.300/241,100 Da ID: AoShaXiPan-OL from Semple 242 (11.13-8TD10) of KeYan-DiXiPansAcShaXiPan wiff (Turbo Speay)

6065
5.0e5
405
3.0e8
20eb
1065

0J)

479 A89
20 30 38 40 45 50
Time, min
22
i
[
32 34 384
20 25 30 15 40 45 50
Time, min
2%
|
1.88202 324 248 281364 288 438
20 28 30 L] 40 448 50

Time, min

K A2 10 pg/L B PEPERT Ds- B0 PHRE K 22 SN I g3 14

246



KEmBZENETE SO 2024 FEIR B iSRG E F = KKl TIEFM

[

+. BAMEEPIIER R E I E KRR

1 EREE

KREFPRLE T s E £ i h U BR ER 24 W B VBORH €00 3 - A5 BB i 5000 5 7925

AREFFE M T & & W& E R ik R 2 il E .

HhTE BRFFJE AR LR (A4, 4- R85 T ORIR T 107 e BR AN e & PR
AH0.3 wglkgMI1.0 wolkge FLHIERA . FE il 2R HFIFE b ZRA BRI 77 A
BRATE R4 5 81.0 v g/kgf3.0 1g/kg.

2 JRHE

BAER e RERE (LI4,4- A3 — 2Rk e Eepl. SR ERA . Fhl
BRI ARATFE th 2R ARSI 2GR 23R H, ek 5 2 3011 A AR BRI I e
i AL, YRR s - R BRI ORI, R R AR E & .

3 WRFIFIAEL

R A UL, BRI A A, JKAGBIT 668281 E I — 4K .
3.1
3.1.1 ZJE (CHCN) : fajfaf,
3.1.2 HEE (CHOH) : fajfdli,
3.1.3 HR (HCOH) : ikl
3.14 IECHE (CeHw) : taifal,
315 ZHIEMEZ (HCON(CHs)2) -
3.1.6 &fk#y (NaCl) , F500 ‘CHt#12 h,
3.2 e il
3.21 0.03% T ER/AKIEM: W 0.3 mLA /K 221000 mL, V224,
3.3 PiEk A2 bRUE
3.3.1 4,4-RHEEY IRAR (CisH1oN4Os) : 4lifE= 98 %.
3.3.2 HLEERF] (CiiHoCIsN4O2) : 4lifE= 98 %.
3.3.3 FEHMERF] (CigH14F3N304S) : 4lifE= 98 %.
3.3.4 FLHIERFEAN (CigH14FsN3OsS) : 4l = 98 %.
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[

3.3.5 FEHIERFIM (CigH1aF3N3O0sS) : 4= 98 %.
3.3.6 4,4-fH3E) IKAR-Dg (CisH2DgN4Os) : ZlifE= 98 %.
3.3.7 FLHMERF]-Ds (CigH11D3FsN3O4S) : 4l = 98 %.

TE: BRAEA T AT LAASE 99 A2 B L SR P 7 A A vV o
3.4 BRI L
3.4.1 HP—FRUEF P — ARG (100 mg/L) = o RIHERIFAREL4,4- 3L —
MR HTEERA. FOEERA. FTHERFIEA. FCEERRIB. 4,4- AHHEHA ORAR
-DeMIFG I ERFI-D32)2.5mg CREAZ0.00 mg) , FH = FF R R R Ve fd o F 00 B 86 %
FIAF P25 mLAEMT, HHEPBRERERZIE, #5, T-18 CikdhE
BOGIRAE, HEBHAL12AH
3.4.2 JREAMEFREE (10 mg/L) : HERAMENA,4- —AE LYY R IR. ST ERF
FERIBRA . FE dh 2R M ARRE 2R R AR S — BR v i 2L mL, ) — PR R A
EAFII0mL, B2, T-18 CUkFAH OGRS, AR A12H.
3.4.3 REIRAEM A (Img/L) = AEFIRIUR G hRHE T AR mL, FH P EE A
10 mL, VB2, F-18 CUKFHEIRAE, HRIWN6NH .
3.4.4 RAWAMEAR (0.5mg/L) : HEREIRENA,4- fH 38 2K IR-De AT i
H)-D3 . — A FRfif#50.05 mL, HFRSEAFII0mL, JBA), T-18 CIUKFT#L
RAE, AR N3ANH .

FE: BRAEARUHE UK RS AP S 0 A R B =R, R IR, &
TR FE VR .
3.45 RAIMERS TAER: 4 BIHERRRBCR s oS =, K-k
VIR (LD FRREE 25, T ek 5 4393 240.25 pg/L 0.75 g/l 2.0 g/l 5.0 pg/L
10.0 pg/L 25.0 o/l 50.0 po/LE) R4 TAEE R, AT TR InNTR A P AR
10 o I FHELAL
3.5 Mk}

R $i4£60-200 pm.

4 XA

4.1 BAHEIE- BRI A Ao HE S S TR
4.2 RV BE50.01 mgH0.01 g.
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43 1ML

4.4 ek s

45 EIEE 0L 4000 rpm.

4.6 HBAEPIEDR: 30 kHz ~50kHz.

5 BB

5.1 BFEH %

HUI RN (1) 8 8 R B2 72 5 I & B50.5~1 kg, il 1R A0 3, TR A5,
T3NS, BA/>T100g, %, T-18 CHAHRAF.
5.2 FEALHE

ERAPRENZ5 gl i CREAf220.01g) T-50 mLES LEH, #ERIINAL00 u LR
HEWAREAR (0.5mg/L) « 2mLK GEEAHIIZK)  10mLLfE, #WiEdRE5
min, FE#EFEHEE20 min, ZJEIAENZI2 g, . F4000 rpmES L5 min,
B mL B35 T 358 IS0 mg REAZ A2 mLES O R, R BEIR AT, F4000 rpm S
05 min, HXO5mL EJEH T2 mLE-OEH, IIA0.5 mLKAI0.5 mLik ke, WwlE
VBT, 4000 rpmE.05 min, FE LFEIECK, F/E£0.22 umilfLuEREd 5
LC-MS/MSll 5
5.3 XS H %KMt
5.3.1 JRAHEIE KA

a) (OiEFE: Cig 3EFE (FEK100 mm, H:A4E2.1 mm, HERKI4E2.5 nm)
B[R] S5 e ) R A

b) JANAH: ANO0.03 %HER/KIE, BAMEE, BRI &L

) Vit#: 0.35 mL/min;

d) HiE: 40 C;

e) FE: 5 vl

RL BEEVBLAE

ISF[E] Cmin) 0.03% /K (%)
0.0 45

3.0 90
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5.0 90
5.5 45
9.0 45

5.3.2 Jiil A

H 75 5 HWE 5 3 YR 7 25 14520 (Electron spray ionization, ESI—) ;
B 23, 10 Uming Z46R: &, 3L/ming B %<, 10 L/min;
b < s BN : 300 °C IiFABRIEE : 400 °C; A FIE IR : 250 C;
MRMZ J B i =X, S 400#%2,

R 2 PURRAYIN UL S5

et pg S TR e ERETEME
44-RHFE) TR ESIE 301>137 (15) 301>107 (33)  4,4- ) —
Hh 58 2R A ESI—  405>334 (18) 405>335 (18) #IR-Ds
FE il B ESI— 424>42 (20) 425>42 (20) FE it Bk A)-Ds
FE ith AR ESI— 440>42 (15) 440>371 (20)
FE il BRABK ESI— 456>42 (20) 457>42 (20)
4,4- " HHAEYS " ORIR-Ds ESI 309>141 (15) 309>111 (33) /
FE i B F)-Ds ESI— 427>42 (20) 428>42 (20) /
5.4 EPEWHIE

T B AN S 27 S5 A I ARV BRI bR v AR VAV, R Hh PR R 25 ) (i
e 5 Bt ARV R B I TR AR L, AR AEVEHAE 2.5 %2 . PUER B2 10 i
SETER AU L, HIF— Rt o, R rh Guek 2 i ma A1 88 5 x B AR X
L LE (kO IR AN = I br A AR O EL, e fo VR 22 AN I R 3R E ) v
Wl a] A A R A AEDURR G

3 e MERE R A X B 3 R A ok e e 2
M FEE (%) k>50 50=k>20 20=k>10 k<10
R IR KRWZE (%) +20 +25 +30 +50
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5.5 & &l iE
5.5.1 LAl £ i1

KBk YR A FRAE R TARVEI S BN - BTk oA,
ST AR R TR, DARRE R A TRV S BT & A 1) 5T i AL A
AR 0 1 Vg T AR 55 N AR TR 2 B AR, 2] AR k. Huek 24
il &2 DL RA
5.5.2 BRI 2

KRR A IR 228 S AR AT M SE . A3 B AH B2 AR RE I ) € i e T AR
AR TAE 245 BNAFE R IR 2P (15

6 ZRIHHEMERR

X

AR & EE (D
p

\'\

X = . (D

m

A
X——RE P A & &, AN ReCEET 70 Cnglkg) ;
p—— W AR 25 2 s B h A R i i, SR EN5E (ng)
f—— WA (ML) GEARRRFEME, =100 ;
m——IXFEIARIE R, AN (@) .
THEE R AR BN R — A

7 REE

TE 8 2 M 250 T FRAF B O 5 25 R A ZE ARSI E AT IME
120%.

8 ¥iHH

8.1 JE R4, 4- RHFLYy —IRIR AR AL — Mg KR &Y, HAREE AR EY
PL4,4- —RHIEL) T IORIR T . A5 T SE R ARE A Je R R, O R BT E 4,4
fEFE) KR E (EZEHPL4,4- REFEY) — R IRTFRTJE R EEFR UEE AN 75
B
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8.2 YT Huvw TR A S PUBR 2 WIAR UL A £ TR T BC M FE R, REBUR R =
SRR, A B R SEAT IR AR VA TR

8.3 Hh s BRI 14, 4- iR 1) R IR SEAE B R IS R AR, A AR A 4 TR
I EECR ) — F R R R ], LA 4 YRR B AN B 100 mo/L, B S Lk T G
VRIE AR TR A PR VR 7 R R B ], S0, -18 CUKAA
TE G2 o HELUTE ) -

8.4 AREFW KINPIIR B2, BIAEANE, ACER N 22 R A0K, i MAEO. 1% %
7RI > 7K/ >0.03% F IR 7K/ FR I >0.19% FR R /K /TR I, 2% 58 B o i (L BE 1 R e
PERIIE BTN, AR Y K FH0.03% R /K FRBEAE AT sl . Wik R AR A
FEFHLE (R PR BER, 1) LA &R 0.19% %K/ PR BEAR RN AR, H 75 2R H
T30 ) € A, L 5 T A ) € e (1 R B R R 5, AN R 2 3 K

8.5 W1 R MU B ATE P LT MR H PR LR, I A] DUIE 3G IndR B0, a2
mLEERGR, 1100 mohE R b fE AR ] £90.1 mL, Hil mLZSE-KEEH (1:1)
Wi 1 RS I E
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2024 FERE

o =3
R

MMBEREZEX

B e TAE A

s A

VIR RAYI R B B B

(x10,000)
2.5 1
0.0 f\
(x10,000)
257 2
)\
(x100,000)
" A
0.0]
5.6(x100,000)
) \ 4
0.0 J\_
; plx100.,000)
i 5
0.0] j\
(x10,000)
2.5 6
I\
(x10,000)
2.5 ,\ 7
ani fk
2.5 3.0 35 40  min

A PUERHRZYIR LC-MS/MS iR (5 ng/lL)

1. FERHERFIEA: 2. FEERERFIAN; 3. 4,4- RS AR, 4. 4.4- 43
T IORAR-Ds; 5. MBTRERA]; 6. FLHIERF]; 7. FIFGHIERF)-D;
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SN RSN TR A R R

TG R T

LU

£ SN B BE AN K HMER ) PCs R AL R AR
UM T - A RS I T AR AR AR R

MR
B B
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—. BaPREEEMAKEH B 5Cs RS RRBE-SH G- 5 BTN &
BRI

1 EHHE

AEEAEFE G A T g S L . BR4h LS & dh . ALAFLEN . K=

T PRI R R  REE f R i M /e 3-5-1,2- T I e
(3-MCPDE) . 2-5-1,3-14 —_E%f (2-MCPDE) F4i /K H il s (GE) & &1 13Cs [H]
7 Z2 R RS E S - B BT RV

kEY e B B I FREE N 0.1 g B, 3-MCPDE. 2-MCPDE Al GE
RN 30 pg/kg, ERIRA 100 pg/kg. 248240 LECTT &5 (B FREUE N
0.59 I, 3-MCPDE. 2-MCPDE #1 GE £ i FR 4 6.0 pg/kg, &R 10 ng/kg.
WA FEFRELE A 3.0 I, 3-MCPDE. 2-MCPDE A1 GE i Hi [ v 1.0 pg/kg,
EE RN 3.0 pg/kg.

1 35k 25 3ol AR ) AN LA £ B 3-MCPDE. 2-MCPDE il GE [ H BR Al &
HR, TARPEEYMAS. 3090 i+ 3-MCPDE. 2-MCPDE Fil GE 146 Hi FR Al 2
B IR e & R AT AR 2
2 JEE

FESR I e 7 s AR S0 rh, IO FIAE 3R A, FH USR5
N TR TE . 4K H MBS (GED 43 5l (b R SR BE AN /K H IR AL IRAK,
ALK AR, KRRAE U K H A 3-1R-1,2 TH % (3-MBPD) , %
SoERERERUS, KA REETIRRAT A, DU G- R BT R ORI, bR E

=

Ho

TERRK it A b, D3R 4) 3-4-1,2 N —EE AR BRI (3-MCPDE) FI/K =4
3-%-1,2-TH B (3-MCPD) WAV AR K Hid, R4L G A i i K H il s Ak 21
JEHE— =) 3-MBPD. RHilt, fEiHEIAHET GE &8, FFEHFR 3-MCPDE
IKIREA I &
3 RFAIA R

SRR A AU, ATNERT A AL, KOy GB/T 6682 #LE i —2
Ko
3.1 WA
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311 HfE (CH:OH) .

3.1.2 kL (CeHg) : faifiali,

3.1.3 TAld (CH3COCH3) .

314 HIK (CiHg) : a4l

3.15 HIHEGFUT FMF (CsHO) .

3.1.6 B (H2SOs) : #lifE>98%.,

3.1.7 REMR (CeH/BO2) : 4AifE>97%.

3.1.8 #ALHN (NaBr) : 4liJF>99.5%.,

319 Z&HALH (NaOH) .

3.1.10 Jo/KERIREN (Na:SOs) -

3.1.11 /K (NHz3H0) : JiE 534 25%.

3.1.12 ZJFE (CoHsOH) : 1A H%>95%.

3113 Zff (C4H10)

3.1.14 fyhlf: WAy 30 'C~60 C.

3115 Z [ (CHeO2) -

3.2 IMRHCH

321 25%FiPRIA: B 25 mL BIRZZZZBIN 75 mL /K, FEAWHRE, A2
ZEREHHE 100 mL FEF, IKEFZZE, R

3.2.2 MACIRAEAT (600 g/L) : FREL 60 g IRALEN, DH/K¥EME, #F2 % 100
mL &+, I 3.5 mL 25% R IA W, F/KERZZIE, 1RE.

3.2.3 SEALEN- AR (0.35mol/L) : FREX 3.5 g A EALEN, NN HERIA MR,
% 250 mL AET, AHEEAZRZIE, B, BE2BENE+, T 10T
TRAF

324 CEE-AMEREA (141 . BB HEES 100 mL, VR,

325 1%Z EEWEW: BEL100 b 2 8%, IKERZE 10mL, JRA).

3.2.6 NER-K¥EW (19+41) : =EEL 95 mL NEH, A 5mL K, JBE.

3.2.7 RIELMNRRIAIR: PREX 12 g REES, NN 100 mL AR /KR (19+1)
FOPRGE; HHBUARA A, AT EERH A, S| TR 3 A
3.3 FnifEdah

3.3.1 3-5-1, 2-T§ —EEERA R —Ji%( CasHe7ClO4, CAS = 51930-97-3): 4§ fF>98%,
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B2 [ FAEH 3 T AR AP TIE 5 AR AE) )T
3.3.2 BC3-3-5-1, 2-FA - BHAFARR MG (Cs2'*CsHerClOs, 45 *Cs-3-MCPDE) :
A JE>96% .
3.3.3 2-F-1, 3-T4 FEME fE R 5 (Ca9H7sCl04, CAS 5 26787-56-4): 4l F>98%,
B2 [ FAEH 3 T AR AR TIE 5 AR AEP) )T -
3.3.4 Ds-2-F-1, 3-TN e 5 HE I8 (CaoH70DsClOs, CAS 5 1329796-49-7, 4
5 Ds-2-MCPDE) : 4i[£>98%.
3.3.5 4K HMERHEBREE (CioHss03, CAS 5 7501-44-2) : 4i[E>98%, mi&EK
WUE 42 T A HE A T E 15 (R AR A I
3.3.6 Ds-4i /K H il kMR HE (C1oH31Ds0s, CAS 5 1794941-80-2, 4’5 Ds-GE) :
2 J>98%.
DA b FRAE S 0 HARAE B LR R 1.

3.4 FRAEE R
3.4.1 PRAEIETR
3.4.1.1 SN BENR IR e AN K H b Be bR £ 2V (50.0 po/mL) = 43 A AR BUE B
3-8-1, 2-T MERERIIR WS 2-50-1, 3-TH WEREARIR HS. 4K H AR HE R e

FgH 2 0.01mg) T 3 3 25 mL HEHH, IMANHFRKIGM, e RXE2ZIE, 1A,
HC 1l BV 2 50.0 pg/mL FARAESE %9 73 7] PA 3-MCPD. 2-MCPD. #i/K H il
T PR R R 1. R S RIFAR GBI, T-20 C FRAE,
TRAEH 12 4 H
3.4.1.2 AINBEARMTEREE IR A bR e TAEM (4.00 pg/mL) = #EFAFEHEL 2.00 mL &
TR TEE T 7 R B s A ik 469 (50.0 pig/mL) T- 25 mL i, ok R 2 %I,
R BB RIFSREIEERT, T-20 CTFRAE, REH 3 NH.
3.4.1.3 47K H MBS hRAE TAEW (4.00 po/mL) « AERRFSEL 2.00 mL 47K H i EE bR
#ERE T (50.0 po/mL) T 25 mL &, HPRERZZE, B . #EE
R RIFRIAREIETSRS, T-20 C R, fRAFHI3 A
3.4.2 RN F AR
3.4.2.1 WHMER(10.0 po/mL) - ERFRBUE & G2 0.01 mg)*3Cs-3-MCPDE.
Ds-2-MCPDE. Ds-GE Frifi i T 3 32 25 mL &I+, N HEEMR, ©BEL

B, JRA), VUK 10.0 pg/mL, 4351 LA B¥C3-3-MCPD. Ds-2-MCPD. Ds-%f
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KH M. B RE A RIFHAR GBI, T-20 CMRAE, /AW 12 4
He
3.4.2.2 WFrTAEM (2.00 pg/mbL) : #ERAFZEL 2.00 mL A FRfif#5K (10.0 pg/mL)
FR—ZHFEMF, MARRERE 10.0mL, B . BBEEEENMERITFHES
PR, T-20 CTIRAF, A3 A
3.4.3 SN AR WL R bR R VAT

HHERA % B B S P I I I P I s v ARV (4.00 pg/mL), 28 F R MR 20K
A 0.05 pg/mL. 0.10 pg/mL+ 0.500 pg/mL+ 1.00 pg/mL- 2.00 ug/mL- 4.00 pg/mL,
TR2); WERERZHN 100 uL FRUERFIEWR 100 pL AFR TAEW (2.00 pg/mL), &
%], 183478 5.00ng. 10.0ng. 50.0ng. 100 ng. 200 ng. 400 ng [{] R %
FRAEL SRR IR 5.3~5.5 S IRERAE. Il URC .
3.4.4 47K H lilEARAE R PVE R

HERRAL BOE 240 7K HmEE AR TAEW (4.00 ngmL), S HIEMBEIRERN
0.05 pg/mL. 0.10 pg/mL. 0.50 ug/mL. 1.00 pg/mL. 2.00 ng/mL. 4.00 ng/mL;
BRI EL 100 pL FR#E R FIIERA 100 pL ]FR TAER (2.00 pg/mL), 5, 19
#]5.00ng. 10.0ng. 50.0 ng. 100 ng. 200 ng. 400 ng [ RAIIFRUETR, SRI5 1%
5.3~5.5 L REAE . i FHELIC .
4 XA
4.1 SO T - R BT R

e I E AU R R IR BRI A HR R T (PTV) K AT 2 298 D i o6t
XS IE B G o
4.2 WK &5 7109 0.01 mg A1 1 mg.
4.3 fCIRIH IR AR B KUK EA R E: RSN 10 TH C,
4.4 TEHEKBIRG S IERE NIBTC,
45 RIEIRE A%
4.6 B LR
4.7 TRl 2 RAL.
4.8 BSLoHL.
4.9 fEIRTHAH .

410  HWAL.
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5 HrPER
5.1 lFFH &

RS FE S FRECHT SRR 5T s 0T I A A B [ 4 (R A R ek B s 4 il g
HHAE, BUREHT 760 CAAMIAIRAG, R85 XT84l JLBC 5 i M Hofh £
dh, AT BB AT A S R T4 C A TR AR
5.2 ARSI
5.2.1 fHMMiNE. S s

FREGRFE 0.1 g CHEE 1 mg) T 15 mL B0, MR Ak T/ER
(2.00 pg/mL) 100 uL, JBEI, HKMEEAE.

TE: BIANFRIFERE R (5.2~5.5) , WAL S E RN H

EhAkHT AL FRAX e
5.2.2 Ry A5 I ]

ot T HH v g . 2R GB 5009.6 55 =3 (Bl/K @) $REUIE
WilG, THEARWIEE, PRI 5.2.0 DIREAE.
5.2.3 24))JLlc )T & i

FRECHPIRIAAE 0.5 ¢ CREAIE 1 mg) BRAREE 3.0 g CREHIZE 0.01g) T 50
mL B0 T, #EREIIN kR TAEM (2.00 ug/mL) 100 uL; A0 2mL 65 O #
K, WSS, PN 1 mL 20K, #iiE, 1E 65 /K Tk 30 min Jo, WAITE
Zlo A 3mL 4B, WHEEMA S mL B, % S min, SREMA SmL A
MK, QESEARIE S min. HEMERSEE, B LERREELE T TTE
KA FINN ZBERUA MBS SmL, FEFEI 1K, SHHAHHET 40 0 FEK
BT, HOKERAE,

5.2.4 HAb£r S

FREGAHFE 3.0 g~5.0 g R 0.01 @) T I IEer4eetad, fLird, REHE
T 250 mL =k, A 25 mL AMBEE R ZE, Bl 120 r/min R 2~3
h, FRBORER, FHOOIMA 25 mL AHBHRI 2h, &3P ER IR, 3% k4
£ 1.0 mL. KA A 10 mL & T, FH 6 mL Ak B9 om0k K
BE, CROMBEIR R 2 PaEE T, T 550 M AKMmIN, ZJE4E 100 OF FN
WL 1 h, AHEERARE, HRIENSE. dEHRBUED 0.1 g CE#HZ 1 mg)

T 15mL B0E Y, HEFIMANF T/ER (2.00 pg/mL) 100 uL, 827, HLKAE
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VE R IR B AR T 100, REIE 2 B IRt &, JF 38 i ik A =
AR IRIIA DT 0.3 go WAERT, RIARYE ™ SMEC TR AL RAH GB 5009.6 H128
=3k (UKD P BREAT R PR B, FAREUIR T2 IR 5.2.1 1D Ak
5.3 Kf#

THHERVIER . ERIEAFEER I 100 L FZRFT 200 pL FERUT 2%
t, JRAIET 10 O R A 6 min, fIA 0.35 mol/L S5 AEN-H B 200 pL,
SLEDWRE, SRJET 10 OFE 7 min, HEATERSERIRRN, S5 600 pL R
IR ERIE T (600 g/L), Wnjig, Zib/KERN, WAL
5.4 W-MAHLAAL

TE_FIRIK ARG IV N 600 pL 538, JmiE, BEATIR-TRACHL, 5 E 5
JRIEFE bR, R AT B O EER A EMR, BRI 600 uL F3E L,
EEFEER, FERERE, FEKEETER.

e A BB R, FIINRVERE, BEMNIRG, 2R,

55 fiTA4k

TG KR INN 100 uL REETRRRIE, WiEefs, A 100 uL 1%
CFER 1 mL 5o ke, WaiE, #ESE, BB ELOES BRIk
RV TR ARG, KV B BRI, b ORE i - A BT 1 X
Faril .

5.6 X

BRAIARES, R A SRR 56 20 R AP BR AT, WU 45 SR RLAR T e tH
PR
5.7 WUHSH KM
5.7.1 SAHMGIE %A
5.7.1.1 (i : 56K FE- FH I B A A Ube B 4 i (il A (K 30 m, 4% 0.25 mm,
IR 0.25 um) , BEIEREAN 243

T AR R, AR 15 m 1) 2 IRERERER S T
MG R I RERT, MKy 30 m 194 BRI B 40 A (5 mx180 pm) & 1
i

5.7.1.2 #HA: maixRA, 4ifE>99.999%, itiE N 1.5 mL/min;
260



[

KEmBZENETE SO 2024 FEIR B iSRG E F = KKl TIEFM

5.7.1.3 #FEE: 1L, AUiite, WFAERKAE: 5 min;
5.7.1.4 #EEOTHEREF: 80 ‘CH#4F 0 min, 300 C/min FHE % 165 C, {#%F 10
min, FFLL 300 C/min A2 320 'C, fR#F 8 min.
5.7.1.5 (i fEF TR 70 CLEFF 2 min, 20 ‘C/min FHEZE 200 'C, LA
40 C/min FHFEZ 300 'C, {#£F 4 min,
e AR ERFTFHEIRE D, B IREEA 250 0. FHEAEF K, £
e BARP HIE 1 min JFIFUG R
5.7.2 i aft
57.21 HEJ: ByELEE T (ED .
5.7.2.2 HWLEREE: 70eV.
5.7.2.3 HTURIRAEL: 250 C.
5.7.2.4 fE¥ZIRE: 300 C.
5.7.25 AKX ZRNEN (MRM) .
5.7.2.6 FUEKESHR: BLDHR,
5.7.2.7 HAMEMSH K 1.
R 1 SN 3-1-1, 2-TH ZEATAEYIN 2 RNV BB (MRMD 11241
AT BIETF (mz) FETFm/Z) RiEEHRE (V)

5-MCPD 18 17 :
2MCPD 18 N »
I B A
5C;-3-MCPD ot 11299* i
13C;3-3-MBPD 243 149%* 8

W WS NEERE T
5.8 E
HELEENIEMT, BHI& G2 B bR RPEBANR AR NS
AR - R e IR BB T, HEAT R PR AT E B E .
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5.8.1 sEMENE

TERARIIN E 2610 T, BRI 5 R ISR 14 VA T R Ak 000 P % B Bk 1] 4 22 A e i
+0.5%, JF HAEMBRT 505 MRS B, Frd S 735 Mol B S L >3,
1117 L 52 M 8 PR R X 2 B 5 R PR AP 224 A A A e 8 (R T = 1) i 22 o
FREEE 2 MIRE, AT AR AR e BRI o FE FOR SR - HR BT
WS, SAEEA 3-MBPD M NART AR IR 7. MRM (i &, 449
R B B 20 L, 2.

2 MRM M P s o R = 1 e K SRV e 22
R ik g g 1 i >50% 20%~50%  10%~20%  <10%

TR 2 +£20% +£25% +30% +50%

5.8.2 & &E
5.8.2.1 Ardk ih i 2zl

ISR 3-MBPD A [F) A7 3 P AR 1 AR, AP e g iy R e 11 Jog & (LA
3-MCPD. 2-MCPD i) Aftashty, LASPIEE 5 AH N A AR I I TEAR B Y AR BR
21 SR RE TR B X An v i 28 . (W2, LA GE FIFE (LAZEZK HImih) SAksak
#r, LA GE /KAFIRAL)S H7=4) 3-MBPD 540 B AR (G AR LA N AL AR, 2
GE HIbrEIZE .
5.8.2.2 AFEERHIIE

MRS RE . 3-MBPD H[FI A7 2 A AR I T AR TSR LA . AR S e i
TR« GE Wbt 2, 405l A5 2 SN BRI RRNE . GE M. WP &
NI 3-MBPD 5 P b 1)U I RR A 2 CERR v th 2R i 2R MG L Y s 5 o B o A
AL ZR 2R IEYE E , ROKARE (R e FH B AR PR B B AR (1 7R
e J5 SR E , FRAEARAT AR 5 VA b A vt it 2 bR 11 5T R A
7l
6 T RIER
6.1 1AFEH S I AR DT R R A R A
6.1.1 tHYIMAE. S 2240 LEC T & s A G

WREEUIE I T SN R AR TR IR ) & A A (D
1 000

X = L (D
m 1 000
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[

A

Xi—iA £ H 3-MCPDE. 2-MCPDE ] % & (3-MCPD. 2-MCPD it), H4i
WoEET 50 (pg/kg);

M — H S8 % I 77 2 B s v Bh 271 52/ 3-MCPDE. 2-MCPDE HJJii g,
R AT (ng);

m—iRAFE BRI AR IR, BN TE (9)s

1 000—He S5 40

VRS RN AR AME, R = T
6.1.2 F R S5 e IR 1 ot A G A £

YRy S5 v R A A S P RO EE AR IR R 10 S =i A (2) 1M E:
X=C x% ..................................................................... (2)
A

X—il#£H 3-MCPDE. 2-MCPDE )& & (LA 3-MCPD. 2-MCPD it), A
NEET W (ug/ke):

C— AR (D HHES2I AR+ 3-MCPDE. 2-MCPDE &5, A A
T (ugkg);

F—ilFe RS B IR &, BT (g)s

m—FE B AR T AR, BAATE ()s

T2 RBLOR B =00 3
6.2 IXFEH GE =M
6.2.1 FEMMG. SR B4 LBC 5 6 AN g
6.2.1.1 GE BEMitH

GE M E#Z A (3) 5.

6o = X e (3)

X

G —AFEEIENI T GE s (LK H ), BACAR R T 5
(ng/kg);

M—H GE breEZHHES S GE (DA4a/KH M) BIRE, AL 9N
o (ng)s;
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[

m—iAFEEIR DT FR IR, BAN T (@)
1 000—He 57 R 4K
THE AR RN B, R =00 A 8T
6.2.1.2 3-MCPDE #4411 i 3-MBPD Wi FH ) it 5
ERA AR ViR EEARAE R 5%, L 3-MCPDE 5 '3C3-3-MCPDE U i #5 Lt
NHEARER, 3-MBPD 5 °C3-3-MBPD (WU A LN A-KR, AT — otk lnlIA,
BRLMETRE. #%AR (4) 5 3-MCPDE #4615 %] 3-MBPD & TH R 4;.

AL = (X @A D) X AL, oo, (4)
AISZ

G el

A—FEH i 3-MCPDE #4610 % 3-MBPD U [ A4

A>—iXFfH 3-MCPDE [ i AR ;

Ass >—RFEH A FR 1°C3-3-MCPDE ¥ [HI AR ;

Ass —VFE A BR 1C3-3-MCPDE #4461 i 3C3-3-MBPD U T 7 ;

a—IlHTT R R

b—I=1 A 77 FE I
6.2.1.3 BRI H GE & EMITH

HR4E GE ibriEh £k, 115535 GE fa&E; JFH Al Al Ds-3-MBPD [T
FAE 5 3-MCPDE #4675 %] 3-MBPD (ULZE/K H DB R, B M . 154
X (5) #11Bk 3-MCPDE #4138 3-MBPD  (LAZi/KH i) fIE, B8Rk

GE & &,
My 1000
Gl:GE“_TXTOO ................................................ (5)
e

G—AFEBUIR T GE HI& & RAGEK H T, SR A E T 52 (ug/kg):

G »—GE W& (UgaKH M), BACRMOCE T (ug/ke);

M yp—iB3L GE kst 2815 3-MCPDE #1L75 %] 3-MBPD  ( LAZg /K H i
) BIpE, BN (ng):

m—IRFEE IR RREL R, SRR (g)s

1 000—H S5 540

TS R U, R = T
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[

6.2.2 Ry S5 v i ) AN A &
3Ry 5 v A ) R A A & S P GE S B AR (6) 15

A
Gr—iAFEH GE & & (MK H i), AR T 5w (pg/ke):
G4 AR S IHHEBBIMAEN - GE W& &, BACARGLE T8 (pg/kg);
F—AFE SRS B IR i &, BAf e (g)s
m—IAFEIFRECE, AR (g):
V45 LR AR B = BT
7 OREE
15 H G A T 3RAF I P OO 5 45 S I 4t 2= A R AT Y
B 15%.
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it

1o S B R AN 7 il R AT A5 5 S LR S R AT A 420 11 €00 3 PR R 32 1
SAEEEITIRNG A 7K H i A=A R B < b v ot (015 2 DA S B R B TR 1

PR 1 bt il AOAE AT S R 5K

W SRR CAS =& SR | XS TFRE | IEARE
i - N
3'%'1’2;@2EWH S1930-97- 1 1,104 587.36 5314
Eﬁigﬂa 3
= =1 =
2'%'1’32@1%@35 26787-56- | 0 Ha5ClO 643.46 5.821
Eﬁigﬂa 4
ik HImAERIREE | 7501-44-2 | Ci9H360s3 312.49 4218
BCy-3-54-1.2-70 i C32!3C3Hg7
el / 590.34 5.199
EEREmR — I ClO4
= T =
D5—3—%—1;2;W;E¥% 1185057- | C3sHexDsCl 59239 s 126
Fiel R — i 55-9 O4
= — HEr
D5-2-%L;1;3;W:@?@ 1329796- | C39oH70DsCl 648.49 5611
HE 1 — lig 49-7 (oN
N e 1794941- CioH3;
_é N — E( [

Ds-4 /K H il B AR IR i 20. D-0; 317.52 4.015
3-E-1,2-T 96-24-2 | C3H,CIO; 110.54 /
2-50-1,3-14 — = 497-04-1 | C3H7ClO; 110.54 /

a7k H 556-52-5 C3Hs0: 74.08 /
D312 W | Chog | CEEO N s sy /
Ds-2-4-1,3-14 % 120156_14' C3H2]2)5C1O 115.57 /
Ds3--12-Ff | qene | DB 69 09 /

2
W TE AR, RS AR AR BB 5 AR 4K H I AR
Iy FIREZ W, RN PRI R EL 18 RO bR 50 N SN B FAL R
G 7K H- i R 2% B AR 43 i 2 LR AR .
SUNEEFN 3-MBPD K H N FRATAEYII 2 [ 8 5 (MRMD S HULKER 2.

ME 2 FRMEAETR P E B 3-MBPD % 3 N BRAT AW 1 2 S 8 W
(MRM) &3

=r ™= \‘ 57 "

m/z m/z eV

196" 147" 8
3-MCPDE

198 147 8

196" 104" 14
2-MCPDE

198 104 14
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240" 147" 8
GE
242 147 8
130,-3- 199° 149° 8
MCPDE 201 149 8
Ds-2- 201" 107" 14
MCPDE 203 107 14
245" 150"
Ds-GE
247 150
13C3‘3' * *
MBPD 243 149 8
H: FNEREE T
PRUEVE IR S A BEE AT 3-MBPD A2 H AR AT A4 17 o 1 LB 1
x1, 000, 000}
Iy
] A ;
Lo N ,< N i
/A ]\ “
0. 5 i
] Jh
0.0
8-|25I 8.|50| ‘8.|75‘ ‘9.‘00‘ o ‘9.‘25‘ o IQ.‘50| o ‘9.‘75‘
SR X 4 JA]
1—3-MCPDE 5—GE (3-MBPD)
2— BC3-3-MCPDE 6—Ds-GE (Ds-3-MBPD)
3—2-MCPDE 7—"13C;-3-MBPD

4—Ds-2-MCPDE

BB 1 BRuEva i S EEAN 3-MBPD S H: N FRATAE P i) €35 14
FAIERRAN 3-MBPD AR #E 2R B B AT AL VD 433480 5 0 P LR 1 2.

%

100; 147
507 91
] 146 196
| 51 77 ‘
0 i“ | I ‘\\ ‘11‘7 ‘ \‘ 167 ‘\‘\“)0‘7 237 ')‘m‘?ﬁa‘?s‘m‘ "%)1 327 "aaﬁ ‘ “ma“zq‘q
50 100 150 200 250 300 350 400
i B«
1—3-MCPD 5—3-MBPD
2—13C3-3-MCPD 6—Ds-3-MBPD
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3—2-MCPD 7—13C3-3-MBPD
4—Ds-2-MCPD

BP 2 & REEAT 3-MBPD (10 png/mL) & H A FRAT A I 4431 B 1K

%
100+ 149
2
50- 92
] ) 105 199
il J
) “‘ i ‘\m‘“‘? ) 15 g 005 26798 ‘3‘1“1‘ 342371385300
50 100 150 200 250 300 350 400
%
100 104
] 3
: 196
50i
] 77
L e ‘ ‘ ‘ 119 13\4 161 I S ,
0 9 IR \‘903 225249 267281 312 331 356 398
50 100 150 200 250 300 350 400
%
100 104
4
50i 201
1 51 o [ m 136
0’ : ;\\“‘6\5‘ ‘\‘ A 1‘22‘ ‘\‘ : lbb 183 225237 : 267 283 : 3‘12‘ _341 "aaﬁ 385 4{“)0‘
50 100 150 200 250 300 350 400
%
100 147
] 5
50- 01
] 105
] Al ‘ 131 22 312
0’ ‘ ?ﬁ‘ ‘ L‘ “\ ) - 104 180 ‘20§ ‘ 939“ 261283 %\i‘{ 333355 31
50 100 150 200 250 300 350 400
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ER B mEE N IEEO

2024 FER BRI EE Z XIS TI/EFM

100+ 130
’ 6
93
50-
] ol " JIL 134 o
0’ ‘\Fﬂ?‘ ‘\ ol ‘11‘9 “\‘ I 166 186 | 213 ?QQ\‘\“ 266 283 “%‘1939‘7 355383398
50 100 150 200 250 300 350 400
%
100- 149
50- 92
] 41 1(‘)5 245
0’ ‘ ‘\ . 6? \“ | H41136 —189 206 224 H‘ 268 289 ‘31‘03‘23‘ 365 374400
50 100 150 200 250 300 350 400
PR 2 (58

2. FEMOEEEITE
KAIRE dh AT AL 2 B 301 G RIRERE T 255 26 A1 LR AR 3. shiEYim g nl &

EH

KAE SN e, BR4N LIS 5 Uk BB TR 7 5 s, #2418 5.2~5.5 DIE, SERK

KA W-TRAE A AG . ATZERBERE SRR IR, SEOLEE A IS IR AN GE bt R 51

VR E B & bR 2 2 T B

B B BRI & 4% IR 48

TR G W-BZERCR B bebT A B BEREREE VA P BRIRURTAE R S5

4 3 DIR 5.2~54 FEmuT b H ) & 25 %M
T | e TSR B B
1 |y | 1000 pL 73 H R 100 pL
VR
2 | | 1000 pL ¥E AT 2k I 200 pL
VR
3 | wlE | dmiERE 1500 r/min, 10s
4 | AH | IREEHI&E 10 (1, 7 min
5 | I | 250 uL vESS | 0.35 mol/L E &AL - F 200 pL
AR BV
6 | Wi TR 1500 r/min, 10s
7 | KAE | REREEE 10 (1, 7 min
8 | I | 1000 pL ¥E FRALIRAL NV TR 600 pL
2%
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9 | R | TmieEE 1500 r/min, 10s
10 | & 5 min
11| VR | -V A e JtE b 600 pL
B
12 | Biflg | WA E 2000 r/min, 10s
AR
13 | g | DRRIRGIAS 80 [, 250 I
B r/min, 1~4 min | &L
%
14 | | TR-AE R R R 600 pL
B
15 | I | VR-MRAE R F b 600 pL
=1
16 | il | WWigdEE 2000 r/min, 10s
17 | 3P | T-MRA R 600 pL
=1
18 | I | 250 uL vESS IR FETN R VAN W 100 pL
5
19 | fiT4E | ek E 2000 r/min, 30s
20 | N | 250 puL vESS 1%, B R 100 pL
5
21 | WWiE | AR 1500 r/min, 30s
22 | IR | R -TRFEE S SFELE 1.0 mL
B
23 | WWiE | Wi E 2000 r/min, 30s
24 | AEE | AR R 600 pL~1.0 mL
=1
25 | ¥R | WH-AREE: | A TOKIREREN A Bt
=1 FEfR R
26 | WWHE | IWiEREE 1500 r/min, 10s
27 | #FE | GC-MS/MS 2 Pl 5% 1 pL 7AW
X
RRA B : SR H P R KR, 51N T AU 5] B 8 A 50

T4 ) ORI TR
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FLH KHEBMF

Fe'5 | TR 772 (SN

1 £ PR I LR & 5 B TR TR I e AR U | XA, AL K
AR . AR

2 £ i PR I 2 o B E AR AR AR R R, g, Bl

. PORMPZR R, ILALRR . RV Z R | BRAERL. B0, A
SRR €5 3 I 5 VAR U R E R 7 Bl EWNgE. AR

4 GB 5009.97.2023 & ft P R AMIR L BN E 58— VR AN EE ik

5 GB 5009.140-2023 £ &t 1 £ Pl b i R A4 1) 5

6 GB 5009.263-2016 £ it HH B 37 2 &R R 7 & 0

7 GB 5009.298-2023 & it =& GEREZRD 1llE

271




[

KEmBZENETE SO 2024 FEIR B iSRG E F = KKl TIEFM

= HTENBRBRREEE TERIEN R ERERER

1 EHVEH

ARPEAEFR P& T P AR S 1 AR A S5 B TR TS (RTRRICP-MS)
VI E o

REAEFEF IR R (LOD) 4 0.6 mg/kg (UAHUFER 0.5 g0 EAZE 25 mL
e
2 JRE

FER I ARG, TH R DL SR IR TEAS 51N BB & 55 B TR S SR il e
ARG % T0 3 T A L HEAT 20 B9, TGRS (5 5 50 5 0 NS O R AR E B,
RIS HE S B B LG, 38 I DG A Wl 5 0 15 5 5t P AR HE AR I 2R 1 15 5
SHAREE R T I T R AT 58 BT
3 A

BRAE A AU, A TNEE RIS R AT, K AGB/T 668211 —4
7K
3.1 fifi2 (HNOs) : £V 78T ECR H 2l B Al ) o
3.2 @A (AN« EAES (>99.99%) B
3.3 FHEREW (5+95) = HY 50 mL AHER, Z212HnA 950 mL K+, F/KHiRE%
1000 mL.
3.4 FRICEFREM A (1000 pg/mL) « A6 S 40 B i A E B AR VA TR
3.5 bREE VR I 1.00 mL BT R bR AR AT, IR (3.4) €
2522 100 mL, AT FH A EE DN 10 pg/mL.
3.6 FRitE BRIV : 43 MIBOE EAREE R, F SRRV (3.4) BLEUK A 0.0,
0.1. 0.5, 1.0, 1.5, 2.0 ng/mL HIFRAERFIIE, WAl IR FE S E AR T ER i
R FE KT KA v R B (I BE Y
3.7 WARTCRMEA (1000mg/L)  (BITTE) o KA UEARHEY) I 570 Ak fif
o BT FHTELE AR, PIARAE VAR %9 10 pg/mL, A8 A A AR 1A
(3.4) BLEMFERL N1 pg/mL.
4 X SFEM
4.1 HIBMESEE TETTEC (ICP-MS) .
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4.2 FAIKER RS, FUA R VTR M AR
4.3 JEJJTEARHE, TCA 5 VU TR L0 i N E
4.4 HIRTIEME CHEFD .
4.5 ¥R HAM .
5 bR
5.1 TRAE TN

R B EUER . R YRS ARE, BUREINREIR S, TRHATA
Wik ORBZE1h, R .
5.2 RAETH AR
5.2.1 AR FRECTEARAE 0.2 9~0.5 g CREHE] 0.001 g) Tl s,
BN 8 mL~10 mL fEE, INacitE 1 h, WERHED, 3% R M bRk
SRBTIMR CHRSHAMERE D , AR, SZ8ITITRESHES, B
fREEBCE AR, T 100°CIN#GEERR 20 min SO 5 LS 2 min~5 min J&5, K
A %2 25 mL B 50 mL A&+, AR 3 IRBEFENGE, &k
WOERZBZIE, WAAH, FRIEHOHE T Bl
5.2.2 JEJJGEHE M FRECTE1RE 0.29~1.0g O #fE 0.001 g) T-VE AR N HES,
N 3 mL~5 mL fEg, slifias, BCE 1 hB0ER, EERHMNIE, BNE
BTERMAENR QEMSEXMEBRE LD , AHEER, REEEIGAAERIN
2, KIHEAEERE, B iR AW S A KIS AT, T 100°CInHGEER 20
min B LS 2 min~5 min J&, EIEARE B S 25 mL 5 50 mL FEM+, H
DEKGY 3 IRV A, GIFRIRIUE AR ZIRE, R, RIS
iR .

LAYRTN . DA TG AN B A R, FRORE AN R I T A 2 2 1)
KAuvFE.
5.3 Wl
5.3.1 FMERAT=] KRR D BT IR . TR ARHE . It
B HATA S FARBRAE 25 A Rk, 1 R . AR A L& ) Fa ik 2
M TR, NHSH XM NEK 2
5.3.2 TR MR RECN 27, WARTGRBITREECH 45, FEllE ik, K
PHAA T B bRAERT S BRI G AR AT IE -
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[

5.3.3 i 2 (1 il

K bRAE R PVEBL N FBRE & 45 B 1 B, I Te R G 5 R,
PATC IR AL bR, BATT R S5 T W AR TGRS 5 e BB Y B —— B TR Ab it
HUE L (CPSratio) AYALR, ZifilbriEhZk.
5.3.4 IRFEIE A E

BRI HUBRE & 58 B AR BT A, 45 B RS S S LU, AR
P 2 TH LA AT 3R B

6 I
70 (D HERFEPESE (CLFRETT).
P Gl e (1
m
A
X- A Al TERSE, BAAZRET R (mgkg);
c WP TR B, BACAT =T (pg/mL);
¢ BT BRI T R LRI, AN R (ug/mL);
v BFEEAUE BN, BACAZFH (mL);
f AR R AL
m WP R, BN (2);

T4 BAREH =1 T
7 KEE

1E B M T SRAS PR M N e 25 SR B A6 Z2 A ST AT BME
11 10%.

R 1 RS %A

THAETT IR EHIEE C aR/UN AL EN A
1 120 5 min 5 min
TR T i 2 150 5 min 10 min
3 190 5 min 20 min
1 80 / 2h
J 6 i 2 120 / 2h
3 160 / 4h
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®2 HBRSEE THRBUE LGRS % AT

T, Bl T Bl
;?J%:u'ia% =
ST 1500w | B | o %‘%i’ FlLE A
TR | 15.00 Umin | SeREsE B B
WEME 0.80 L/min KR VR FE 8~10 mm
B & 0.40 L/min KA Bhl% (Spectrum)
==y B (RER
AT G s mumin [ s %)
Ey P o VT E 3
MR 0.11/s HE IR 3

e PR RAOTRINE, A5As. CraEnR FIBE, AliEPerimeist.
8 U
8.1 MRMAAT EBYF, B PAAREAAE, LA EEMNBOR LRI
N R ST . RIS T B SRR, AKX
Lo g KRFRERAG; Ve R i, & &SR A, R B DORMTE IR
oS B, A aEY SRR, LR LA AR
di, W 2 MRSk Bz KRR HRISE X EE R TN DR 1A
IS TNGAWE R I RA TR () SRl o A W ORI A BE £ I L A B IR ) A I T, R
FH T3 3205 A ASE P A AR BT o T 2 SR A AR ot AR e 5 BT, 7
PRE fn 7 R R IR -F R TR 2 5 RV AR A A S IR CREARIRER 45D 1)
M, EFBRATFIA 0.2 mL~0.5 mL, ZUUH MRS SRR F, &
MR F e aA . BEEEHERRTHEs, 2R RPUR IR,
8.2 B HRITRE THETTER T, ESRIERAE P IRE 5 R BT R R
Y, Pl RS AR E A A AR, e e R AR L, oI
KBTI A A A LI AT A R B TR IR S AT S AR E K
8.3 L4t IR I Al e TR N MO OB, ToR 2 2 BT Qemlidii sk, Tk
AR, AEHTRKEE Al JTTRIINE, ARE R RO T 1% S T 0 BE VR
i, PR T M AR AR, R TSI I I E A R AR, (R R
FUE AR — A, H A2l LS HAt o SR RIS, (R ad sl 1 k7] e ok
EEE
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8.4 WHRICE K WARE FIBOR L : 8 B AR H IR R B . SRR TR,
TERAE F AR AT U RORS VS 5 0 B S ) T8 . AR IR BONE TG 2, FE A
WHARES, R SATC R, WARTERR P A R 5 Al oo FAH
Ll HRAELA FSAE, BRAIAFRFEREST (°Sc) e ("2Ge)

P A B T E T i A v 2R 91 AR VA VRORIRE b VA 3N, 7R ] FRAX BR 7R 2k
TN BT FCEE R AN F (6 bR AR B (45 bR ENRE o 1k FE
AIAE, AR TGR RS A EIKEELE 0.025 mg/L~0.05 mg/L Z[f],

8.5 KHtEFEFMER, &AM R 0.2%: A BRI R . 5%
THBRE IR OB Ve 2%, LA 102 3008
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[H]

= BRSO e AR R

1 EHVEH
ARERAEFE P& A T & R 2 e I E
AAEAVEFEF HOAS H PR (LOD) N 2 mg/kg CLLEURE R 1.0 g« B AR E 25 mL 1)
2 JRE
WA E, £ G- HREM T (pH6.7~7.0), L EFHER
B (Triton X-100) FIEARA/Skidkmine (CPB) WA R, =IMEE T 5K
H S RN REE S ORI TR A, T 620nm K AR I E OG- S ARk R 51
LA E
3 A
B E U, BTGy brat, 56 /K GB/T6682 HUE I —2K o
3.1 A
3.1.1 ¥R (HNO3) g4l
3.1.2 iR (H2S04) fial
3.1.3 R (HCD gt
3.1.4 &K (NHzH20)
3.1.5 Jo/KZEE (CaHeO) g4l
3.1.6 X% (CeHsNOs3)
3.1.7 K7 S (CasH1300SCloNaz)
3.1.8 Z " Ji& (CaHsN2)
3.1.9 KL FF-FHAWE (Triton X-100)
3.1.10 ARTISFEHENLE (CaH3sBrND f&Ej#% CPB
3.1.11 HUIRIMER (CeHgOs)
3.2 17 ]
3.2.1 EHMRAEW (6 mol/L) : =HL 50 mL EhIRZE1E 5 50 mL /KR
3.2.2 TREW[1% (viv) 1: B 1 mL ARIRE T4 80 mL K+, BUAEHMER
100 mL.
3.2.3 XAHEEN LB (1.0 /L) = FREX 0.10 g XJAEZEMEy, ¥ T 100 mL JoK
LB,

277



KEmBZENETE SO 2024 FEIR B iSRG E F = KKl TIEFM

[

3.2.4 ZoK (1+1) : ®HL 10 mL &K, HIA 10 mL /KA.
3.2.5 FHEAMT (0.5mol/L) = HY 3.1mL fEIRE Ti&Em/K+, FMREE 100 mL.
3.2.6 LBEHW[LI+L (viv) ]: EHL50 mL LBEHT 50 mL K, JRAT.
3.2.7 KT ST (1L.0g/L) : FREL0.10g ¥ K7 S ¥ T 100 mL ZEE¥E R+,
B
3.2.8 B4 EEERERBFEW[3+100 (viv) 1: WEEX 3.0 mL Triton X-100 % F 100
mL 7K
3.2.9 RTINS e A (3.09/L) @ FREX 0.30 g CPB V& T 15 mL JL/K 41
Hr, /K AR 2 100 mL.
3.2.10 Z iR VE (pH 6.7~7.0) : BUIE/K Z % 100 mL S ARLE 1S
BN 200 mL 7K H, 5451 5 BRI IR R NN 190 mL 518, JB%J, # pH KT
7.0 B/NTF 6.7 BRI INER R B £ BRI [1+2 (viv) VRRFE Tt 475
3.2.11 PURMEZEWR (10 g/L) = FREL 1.0 g PidRiiig, FI/KBEMITFEARSE 100
mL. I B PR .
3.3 hriEsh

@ (AR 99.99%), Bi— & WL 1A UF S bR I o
3.4 ARV T
3.4.1 ARbRvERE & FEZHRE 1.0000 g &)@ %55 (4l 99.99%) , il 50 mL 6 mol/L
ERERVEW, INPEE, AEE, BN 1000 ML BEIRT, FUKFRBEEZIE . %
WA= T 1 mg f5.
3.4.2 4EARUEP IR MR 5.0 mL FEARAERE A, BT 50 mL A ERH, FKHE
BERZIRE, SR =S T 100pg 45,
3.4.3 FabrAEfE W WX 1.00 mL AR RV, BT 100 mL AER T, FHK
MR R ZIRE, SR =S T 1.00 pg 5.
4 AUERHFEM

BT B FEA RS« T IARHEL 75 ARSER (145) 23 24h UL E, FI/KRE W, &
J& 2 B 7Kg i )5 5 nT S A
4.1 et
4.2 FEAIEIR AT, 50 mL RIUR 2L

4.3 HHT R (BGE 0.1 mg)
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4.4 FRPET (pH EREE 0.01)
45 fEIRTHAE.
5 It
5.1 lFE AL
5.1.1 TERFEFIHI &R, Rk S ARG gy, Rogk i & e .
5.1.2 KHRFER R 4], BXZ) 30 g B 85 CHHIR T%A4H T8 4 h,
5.2 FEH AR

FREUT R REE 0.5 g~2.5 ¢ (HEFRZE 0.1 mg), BT 50 mL RVUR 2w TH 1k
B, N 10mL W2, 0.5 mL iR, 75 n] A2 s bonsk, HERE A%
10000 0#4 1h, FHZ 1500 0#4 1h, FFHZE 1800 n#4 2h, RJETHE 20000, #H4F
PR, FAMNERRE . BEREOE O, WK R EE e, B
HAH, RKERZ 2SmL AT, %, B, FERELG 2 358,
5.3 Wl b g
5.3.1 WA 1.0 mL (V2) l{FEHE. AT Bl nET 25 mL REGE
H, K E 10 mL ZE .
532 725 mL HEZEHEE 73, onlin NEEbraEfE F#% % 0 mL. 0.50 mL.
1.0mL. 2.0mL. 3.0mL. 40mL f15.0mL (&2 T4 0pug. 0.50 ug+ 1.0 pg-
2.0 ug 3.0 ugy 4.0 ug M 5.0 ug) » FAKKIAEE AN 1%RERER 1 mL, f1
JKZ 10 mL ZIE .
5.3.3 MARAEE . IRAFEE . R RN 1 W ARV, TRAT, N
KEERF M, N 0.5 mol/L SRR 4 3 L NINIE 2%, FE2 0 1.0 mL, S 1
mL10 g/L FLIA ML ERVA W, VR 215 3.0 mL 4% K75 S ¥, I8 41 J5 111 1.0 mL Triton
X-100 %%, 3.0 mL CPB ¥, 3.0 mL & " f&-thREMIE, MKERZE 25
mL, &%), JE 30 min.
5.3.4 T 620 nm & KAb, F 1 com H@In L2 A S I EROCE, FF4H)
P il 28 L3 e
6 I

WS EE (D HE (TR
_ (4, — 45) XV, x1000

mxV, x1000 (1)

X
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Ve SR

A SR, BAONZRE T (mg/kg);
ARBTE, AN (pg):
m-ﬁﬁ%ﬂﬁ*%%ﬁ%,$ﬁﬁﬁﬁ(%%
AR, AT (mL):
5 AR THACBUARR, B9 2T (mL);
AFERTR, BALNT ().
45 AR =0 A T
7 REE
FE A S T SRAT B 8 DAL T 45 2R B 248 50 22 E AN SR
¥ 10%.
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1]

» RERERER. LAR. BRI NS ZER RO B B e AR R AR AR
¢

1 EHVEHE
AHAEFE P IE R TACR R R . LU AR« HERS B RN i & 2R A VRORH €8y

M5E o

AR 259, B S0mL . SRFER. AR, PR EA(LAERS TR
SR IR 0.006 g/kg, & RN 0.02 glkg.

2

PR ZKIRE, MR AR MAEAVIENTTE R A )G, RABHE G &
TRE FESR I AN, SRR E R

3 BRI R
BRAE TG, A TE T R 8 70 A2, 7K GBIT 6682 FLE I — 20K

3.1 R

3.1.1 HIEE(CH30H): fiifhali,

3.1.2 EF A [KsFe(CN)s 3H20]-

3.1.3 ZE&%¥ [Zn(CH3COO0),2 2H20].

3.1.4 IR & %% [NHsH2PO4].

3.1.5 EHEAMH[NaOH].

3.2 e il

3.2.1 WAFALAAMN(92 g/L) « FREL 106 g WEKFA LA, N EEKEM, H
JKFEZEZE 1000 mL.

3.2.2 LWRBEVEW (183 g/L) : FREL 220 g ZFREEVE T/b &K, A 30 mL UK
LW, F/KsEZ 4 1000 mL.

3.2.3 MR A HEEW (0.1 mol/L) : FREX 115 g R —H 8k, A& EKIEMH,
FA/KEZZE 1000 mL, £ 0.22 pm /KAHRLFL IR I8 J5 45 F

3.2.4 FAALBNAW (209/L) « FREX 2.0g &AL, IMAEEKER, EHE
10 mL.,
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3.3 it

3.3.1 ZKHR(CeHsCOOH) #riH %1 (1000 mg/L).

3.3.2 AR (CeHsO2 ) FRUEHE (1000 mg/L).

3.3.3 HEFEEN(LLBERS 1) (CeHaCONNaSO2), HRitE A (1000 mg/L).

3.3.4 WiE LB (CsHOs, CAS 5: 520-45-6), 4i[F>99.0%.

3.4 R G

3.4.1 S B FrUHEAE £ A W(1000 mo/L): HEFRFREUIL S 2.8 0.0500 g(kE i 5
0.0001g), HESAMNNEE (3.2.4) #fE)E, F/KERZ S50mL, 4CHAE, /A7
Wh 6 MH.

VE: A ERBRAE SN, 2 AR AR IBOCR R . L ALRR A i S £ 0.1000
g(F5 431 0.0001 g)« HEKEHN 0.1170 g(F5 % 0.0001 g): LLIZLER AN FHRR A FH HY B
WRIEER, MEA LR HEENNER(3.2.4) 5, FIKER, HREEHK
WIRITES: TSN 100 mL, 4CHAE, NN 6 N . Pk E 4
ek, EHRTHRTE 120°CHE ah, TSP AN E=EREEH.

342 KW LZLER . RSBV (LAOBEAS V1) A1 S £ BR TR & b o v [A) V¥ (200
mg/L): F3 I HERR IR IBCR IR o (L B4R  RREAS AR I S SRR B VR i VA %% 5.0 mL
T 2smL AT, HKER, T 4CHAHE, RESFHNINA.

3.4.3 FHEE. AR . W AN (LUBRS TH A A Z BRIR & ARt R 5 LA 43
TAERAIR R FR R LU AR « IR B AN I 20 £ IRV & A [A] P9 0.05 miL. 0.10
mL. 0.25mL. 0.50mL. 1.0mL. 2.0mL. 25mL. 3.5mL, F/KEXZE 10mL,
1) B R B VA B 40 ) 1.00 mg/L 2.00 mg/L+ 5.00 mg/L+ 10.0 mg/L. 20.0 mg/L.
40.0 mg/L. 50.0 mg/L. 70.0 mg/L VR A brvE R 5 TAEEWR . I FH PR .

3.5 Mk

3.5.1 KA ALIER: 0.22 um.

3.5.2 WEIELE: 50 mL.

4 AXFEFIA

4.1 SR A TE AR R A S

4.2 SyHiRF: JE&EJy 0.01g A 0.0001 g.

4.3 R IENRG A5 o
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4.4 BOHL: FE >8000r/min.
45 HFERKESR.
5 It
5.1 FFHREL
5.1.1 —MMEFE

AEFAPRELZ) 2.50 g(FE %] 0.01 g)ilFE T 50 mL HEZLE T, NMKERE
50 mL, JmEiRs), HU&EE FIEHIE 0.22 um JEMR , RRAH GIEIE .
5.1.2 &HEA kR

TERRARINZ) 2.50 g(RE A3 0.01 )il T 50 mL HZERLLE Y, MKERE
2 40mL, JRBEIRAT, DEERFUL AR 2 mL M ZTREFER 2 mL, B2, K
SEZX A 50mL, T 8000r/min &0 5min, HU&&E FiERGT 0.22 um JEMEE, FREAH
I 5E o
5.1.3 & A ALRRIAFE

AERAPRELZ) 2.50 g(FE A E] 0.01 g)ilF T 50 mL H Z& .08 v, il 5 10 min,
R 2 MR S 1% 5.1.1 AbHEL

5.2 IX#RSH KA

5.2.1 3. Agilent Extend C18 £, 44 250 mm, K42 4.6 mm, iff 5 um,
AN i (0 1 A

5.2.2 VshHH: BhEBEM.

X . B: MR S IR
gl A: HIRE% (323) (%)
00 10 9
60 10 %0
70 45 55
12.0 45 55
15.0 70 30
16.0 10 %0
20.0 10 %0

5.2.3 Jii#E: 1.0 mL/min.
5.2.4 FaMPEK: 230 nm.

5.2.5 HfFfE: 20 uL.
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5.3 it h £k i il 1

R IR B bRt R 5 AR ANENBAR C 0, 0 A N (g T AR, DR
EARHER S TARFER S B IR R A b, AT RO N A- AR, 2Rl v sl 28 o
5.4 PRI LIN M E

AR GE N B A, £ B TR, AR bt i 215 2R T 2%
IR AR . RIS B (LUBEAS 1) A S SR A o IR
6 el RERIE

BUFEFPOR R . I AR . BERS B (LUORERS V) A0 Bt S LR 1 5 B g 1 5T 5

. pXxV
T m x 1000

A
X—RAFE PR o B i, BN T e (g/ka) s
p— HIARAE i 245 HH IR P AR I i T SR B2, B N2 S B TH(molL):
V—iR B E AR, AT (mL)
m—iAFE T i, AN ()
1000—H1 mg/kg #4409 glkg AR 1.
SERARE 3 A AT
7 FEEE
TE STV 281 TR SRAT I DL 5 5 BRI 246 0 ZE A AN I SRS 11
17 10 %
8 VEEFI

F5F i m R AT 2 e 2 B R A0 3 BRGSO A B EL IR I — E &
HOmERR], DA DR > B RCR s RIS 9 CRUEMIHERR 9 70 8, AN BCE e i At .
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0.35-
0,30
0,25+

g 0,207

0.15

0104
0,051 I\
0.00 A k_J | L

200 400 600 800 10,00 1200 140 16.00 1800 2000

I BERS®Y 2 KHR 3 AR 4 AR
B RFIR AR RS IS S RRbRE (0
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BINT BHISER

Fr5 | FAHRBLRIT 7 B

[
-

B bl P RN 2 R SO E MARHERRIERE | 2RI e sk, B
Ry G

F . B
WA A S A LA R i SEL A TR0 5 R vHE S A o -

2 e HwE, FR
AL

BE%)) ) LBCTT 6 St AT il o 25 SR AR SR B | A AR SR AR,
SE bR HERR AR 7 R[N SN T
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—. BRMFERN LS H REN AN 2 i ERERRF
1 EREHE

ATHERE 18 dh 4 N 2 BUe A S W05 5 AU €1 - £ B0 3 0

7‘5‘?20

ARITPSEHTEEN. A FUR . WASFLERIE T 23 Fh a5 2 abe

FAL N E BN E -
2 JR¥E

BRI B0 n, ISR BAH ARG AL, VUM il - o I S 1

E, WA EE.

3 RAIAAE

3.1 A

311 45 (CHsCND: faifial,

312 HEE (CH;OH): ikl

3.1.3 HR# (HCOONH.): i Bk 2%

314 MK (H0): HFHZFEY 182MQ « cms,

e RA B A 5 LA B i

3.2 IASFIAC
321 2 mmol/L FEREAW: FREX 0.063 g HERE: (3.1.3), HiBE4iK
(3.1.4) WHfEFFMRES 500 mL, TR,

3.3 ks

23 P4 AL FE AR A FRUER . 5.0 ug/mL, DRE-Q35000066.

LARRS FOLAHRS CAS Hoxg . ol M FRENLE 1.
R 123 Fh A g B IR HE i IO R OSCBR L SRR G
CAS B’y ool MM T&E

2

H R B AL A FR ) FFR

TR Perfluorobutanoic acid PFBA C4HF702
IR Perfluoropentanoic acid PFPeA CsHF902
A OIR Perfluorohexanoic acid PFHXA CeHF 110
TR Perfluoroheptanoic acid PFHpA C7HF130;
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LR OEER Perfluorooctanoic acid PFOA CgHF150;
L@ TR Perfluorononanoic acid PFNA CoHF170>
PR Perfluorodecanoic acid PFDA C10HF1902

a1 Perfluoroundecanoic acid PFUdA C11HF210,
ot R i ) Perfluorododecanoic acid PFDoA C12HF230,
2@ =% Perfluorotridecanoic acid PFTrDA C13HF250,
2 VUkERE | Perfluorotetradecanoic acid | PFTeDA CuHF270,
2 5Eilg | Perfluorohexadecanoic acid | PFHXDA C16HF3102
2@t )\ Perfluorooctadecanoic acid PFODA C18HF350>
AT Perfluorot;uctiz(ijnesulfonlc PEBS CHF505S
et Lt Perfluorohexanesulfonic
A9 OB R acid PFHXS CsHF1303S
AT Perfluoroo;;ia;e sulfonic PFOS CsHF 12055
. . Perfluorodecanesulfonic
BRI ) ) PFDS C10F2103S
acid sodium
ARG Perfluorop:sitgnesulfonlc PEPeS CeHF1OsS
ot Perfluoroheptanesulfonic
S P asi ) PFHpS C7HF 15055
S F T perfluoron:;gnesulfomc PENS CoHF1605S
4.8- "4 %4-3H- 4 8-Dioxa-3H-
5 TR perfluorononanoic acid DONA CrHzF1204
6:2 FACZ &t
S Q'Ch'Orgziﬁiiiiafuom'g' F->38 CsHCIF1604S
N3-S - 1-sulfonic acid (6/2) 8 o
1-fif PR
8: 2 chlorinated
8:2 FMZHT : F-53B
lyfluorinated ether C10HCIF2004S
FLEEETS POty
AEREAL sulfonic acid (8/2)

13 PP a5 SV FN IS P AR: °Cs-PFHXA. C4-PFBA. ¥Cs-PFOA.
13Co-PFNA. 3Ce-PFDA. C7-PFUJA. C-PFDOA. 3C3-PFHxS . '3Cs-PFOS.
3Cs-PFPeA. "*C3-PFBS. *Cs-PFHpA. *C,-PFTeDA.

3.4 bR I VA T
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3AVIRGIRER AR PR (3.1.2) K 23 PR SRR (3.3.1) ALl Bk
J% 79 200 ng/mL 4 # A S VR EARME T A1, 4°CIRAF

3.42 FERCENF TAER: FFEE (3.1.2) ¥ 13 FRMZKIRESNARER (3.4
B ik £ 4 200 ng/mL 43S AR AR, 4°CLRAE.

343 WEWHET/EER: HREREBRRESETR AR (3.4.1) BHRME AWK
F£ 0.2 ng/mL. 1.0 ng/mL. 5.0 ng/mL. 10.0 ng/mL. 50.0 ng/mL V& & hritE R 5%
W, BRE 2 T A S A P T B N ARIKE S 5.0 ng/mL.

4 XBAFE

4.1 WAH G- BTG, RO B B R (ESTED.

42 IRTEIR TG A5 .

43 HLHTEL

4.4 IR

45 S0Pl F2IE =10000 r/min.

46 HLT R EE2 AN 0.0001 g A1 0.001 g.

47 G RAE R KB IR Y A .

48 HFEH.LE: 15mL Al 50 mL.

49 ERRTEFE A EUR . Anavo HLB-P/HMR-Lipid, 200 mg/300 mg, 6 mL
oY, Captiva EMR-Lipid600 mg, 6 mL.

T 4.8, 4.9 BUFEM AL AT RACAS IR
5 WSS RE
51 MfARES (BEW. K™ FkD:

BER LK BOEEARRMER AT a5 alrE, VI, HEGm
PLESHE, 290 by, TERIREERIERE, 2 nIB NG A&, B IR,
T-18°CHEGIRAT

b A S EF, AERREERERE, RGBT, &
BIFFRIC, T-18CROLIRAE .

5.2 WAMFES CEFAESTD:

B W AT e B B R LR A A R R, AR AR
FEERE, SR NE @A ST, BEHIL, T-18CROLIRTE.

WS KBS FURE S 2 0 B, AR AR B R, 70 i) e NV 15
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wesh, FEIARL, T-18 CREGIRTE
6 WEPE
6.1 HEH

6.1.1 EfAFES (BEW. A7 k-

HERIFRI2 g OR5#1%20.001 @) A E F50 mLEZES O F, IIAL0 uL[F
KR NAME W (3.4.2) , HEFIIA2.0mLEB4EK (3.1.5) , WiEZEH3min, i
A8.0mLZKE (3.1.1) , JREIEH E%30 min, 10000 r/ming£>10 min, HU_FiF
WAL
6.1.2 WRARFES: (CEERFEATLD

YERRFRES g CR5Rf220.001 g) FEE T50 mLE ZEB O
MENFREHAW (3.4.2) , IIAN20mLZE (3.1.1) , IREIHEFHS
r/ming.0»10 min, H_EiE#10.0 mLAF$L .

6.2 {1k

M bk FIEW, 2B A D7 SOd ARG (4.9) , WEERHR, N 1.5
g SALENRAIE 402, 10000 r/min &40 10 min, HUEE ZFE)Z 4.0 mL Z Wk
T, 0.2 mL FIEES V5 B €% - B IC B A €

i, HIA25 wL[A
E3%30min, 10000

6.3 (il &

6.3.1 YRURH €0 - A5 IR o 1% A N

6.3.1.1 Z 5 WA (il %

a)fiilifl:  Shim-pack GISS Hp3 1m C18 (2.1 mmx150 mm, HSS), BifEfetA
byt ENAH: A NHEE, BN 2 mmol/L HEREVATR. BhIEVEIIFRET W3 2.
c)ii®: 0.4 mL/min.

dFE: 35 Co

e)iFfE: 2 ul.

R 2RO AR
Iif [#] (min) TSI A(%) TSI B(%)
Initial 20 80
0.5 20 80
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9.0 95 5
12.0 95 5
12.1 20 80

6.3.1.2 % itk S

) FIR: IS EFIE (ESIED;
by 2 RMEN (MRM);
o= R

d) B4 . 2000 V;

e) Bt i 7R 2 -

500 C;

LA E: 1000 L/Hr;
g)HEFL RS/ 150 L/Hr.

S H &K 3.
% 323 fh s &Y L H N EME . B2 B XA 48T S5
ot ET FET | BARE | WHER
H (m/z) (m/z) (V) (V)
PFBA 213 169.0% 20 8
PFPeA 262.9 218.9*% 24 8
312.9 268.9* 8 10
PFHXA 312.9 118.9 8 16
362.9 318.0% 22 10
PFHDPA
P 362.9 168.9 22 14
412.9 368.0% 18 10
PFOA
412.9 168.9 18 18
462.9 418.0% 8 10
PENA
462.9 218.9 8 14
512.9 468.9% 24 10
PFDA
512.9 218.9 24 181
562.9 518.9* 10 10
PFUJA
562.9 268.9 10 18
612.9 568.9* 30 12
PFDoA 612.9 168.9 30 22
662.9 618.9% 30 10
PFTIDA 662.9 168.9 30 26
712.9 668.0% 34 12
PFTeDA 712.9 168.9 34 28
PFHXDA 812.9 768.0% 30 14
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812.9 168.9 30 32

912.9 868.9% 30 14

PFODA 912.9 268.9 30 30

298.9 79.9% 76 26

L-PFBS 298.9 98.8 76 24

398.9 79.9% 20 36

L-PFHXS 398.9 98.8 20 30

498.9 79.9% 20 42

L-PFOS 498.9 98.8 20 38

598.9 79.9% 20 52

L-PFDS 598.9 98.9 20 42

530.9 82.9% 58 34

6/2F-538 530.9 351.0 58 28

630.9 82.9% 36 28

8/2F-538 630.9 451.1 36 26

548.5 79.8* 4 48

PENS 548.5 98.9 4 44

376.7 84.9% 2 30

DONA 376.7 250.8 2 12

348.6 79.9% 20 28

PFEPeS 348.6 98.8 20 28
*
PFHpS wes T o m 5
13Cs-PFHXA 317.7 272.8 214 8
13C4-PFBA 216.9 171.9 8 8
*

R T Y i m

471.7 426.7* 2 1

HCoPENA 471.7 1761.8 2 12
*

SCoPFDA o e 5 5

D i

14, 9* 12

#CrPFDoA 214.3 516699?1 28 26
*

Rl i e
*

“CiPROS g i m

13Cs-PFPeA 267.7 222.8* 14 8

13C3-PFBS 3015 82.8* 34 24

292
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3015 120.9 34 26
[y ——
“CrPFTEDA ;ijg 61669?60* E izt

TEREB T

T 6.3.01.2 MBUE RS, LR FE USRS HOT A

FEZE S, WE BT RO 5% 2 B A B Bt
6.3.1.3 An itk TAE Hh i1

e PR T FNR A AR TR (3.5.3) XS H41F (6.3.1) —HEHkfT
Mg, AR E R b 23R A A A I & B T SRR T 1 B
6.3.1.4 E M E

FEA A RS0 25 1 T W0 5 R R A b v T AR, 0 SRRV A Aw e T4
WP 230 A AL S I i OR B I R], DARE X T fe o B9 1 B2 (10 43 LU A S e 1k
B AR B PR . BRI A bR E TR (3.5.3) H23fp &k G
PO B ) — B0 i, HLHC e P B 5 VR RE A 2 (R R vV Y A LR 5 12
FIARRTEREAR LG, R ZE AN I R AR E (VG AT A T R RS H A LT
3P HA G .

R 4 SEMERRUER AN B T R K o VR 22

M EFEE (%) >50 >20~50 >10~20 <10

FAFHIAS M ZE (%) +£20 £25 +£30 £50

6.3.1.5 JE & E

EARFERE SR AR E TR (3.5.3) — 8 23R &Rtk &1, WIEbrE T
1 M1 2 2 PO ARy L AR AR IE 5 B0 e R T 543 B L i
6.1 ZFHIAL

BRASIAAE AL, B4l (R4
7 HRIHE

g (L

_ (c=co)xVxf

X = e 1)

m

A
X—AFEP ST SE, BAONHCE T (ug/ke):
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c— M BRTEE A 22 A R VA &% R D 2E 23 (KRR BBE - BB g v
ZF (ng/mL);

co— MR HE A i 22 i HE 02 Ve b & Rr 28 7 (IR B, B Ry g v 1
ZF (ng/mL);

V—IRA PR R A e BN, A2 (mb);

SRR % R AR A5 L

m—FRREE, AT (2.

TS5 B DU 5 1 S T ARAS I OB SE I 58 25 R AR SPE #0R , 45 R
TR =AU
8 R IR R RS
8.1 REUE

MEAREERE N 29 RERIE 0.001g)  ERMFN 10.0 mL B, BAAIREE
59 CERIZE 0.001 @) , EAMEA 25.0 mL i 45 T kLR (PFBA) Fl4%
RIEERER (PFPeA) (IR HIIE 7y 0.6 uglkg. SEEFMR N 1.8 nglkg: 4 21 Fhds
EAL SRR RN 0.3 ng/kg. EEM N 1.0 ngkg.
8.2 LM

IRTTIEAE 1~5 pefkg IR EEJEEIN,  [BIE 0N 80%~110%.
83 MHE

15 GV T 3RS I T UML) 5 45 SR 1 4 22 AN R SRS 35 (8
(11 20%.
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. BRI EHE D UBEERES BRI i RIS R E R P
1 J&E

ARG Ry 1 O - = FE DU AT B RS (LC-MS/MS) X B AT A2
16 TG AL R Tk BELAA 751 14 [ B 00 5

RREFRE THY OOk, Tk N A GERN. 4W. FRD FE
FIEER — FlE (TMP). B§fR — LB (TEP). B¥MR =AM (TnPP). BR—FH
BE (TiPP). BEMR=1ET s (TnBP). B =3¢ T W& (TiBP). BilR= (2-4%C
5 B (TEHP). BfR — (2-THR L) B (TBOEP). MR —#FE (TPhP).
MR =W KM (TMPP). 2-Z OB R BRI (EHDPP). B = (2- L3
fi5(TCEP) B fZ = (2- & FO R (TCIiPP) B R = (1,3- & -2-H H) BB (TDCiPP ).
2,2- 7 CRU A-1,3- P R DR (2-F L) BE R IR] (V6D L B IR = (2,3- IR A
i (TDBPP) I [E]IFIU5E

AR 1.0 g I, AT7E 16 A HUBEER BT PR Y 1.0 v g/kg
(TEHPO0.1 ugkg), EmMRAN2.0 ngkeg (TEHP0.2 ugkg.

2 R

FERA 0.5% W EE ZBE 1AL, $2B0K QuEChERS ¥4k, 800 R otk - 53 BE o
WM E, WhrEER. TCEP. EHDPP. TMPP. TBOEP. V6. TDBPP ¥ H 4 Mx
V5 E
3 37

SRR A RE, AINERTRARIB AL, KRS GBIT 6682 —%
7K
3.1 47
3.0.1 JoKEREREE: T 550 °C #k% 5h, RAEAF TG
3.1.2 JoKBREREN: T 550 °C #3k% Sh, AHEIAET TEEF A
3.1.3 LM tikal
3.1.4 WEE: ikag
3.1.5 Wg: tikap
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3.2 AT ]
32.10.5%FRONG: B 0.5 mL FIR, FH CHEEMEHMiRES 100 mL.

3.2.2 80% FHEEA W : =HL 80 mL FEET 20 mL /K, RZ].

3.3 TMP. TEP. TnPP. TiPP. TnBP. TiBP. TEHP. TBOEP. TPhP. TMPP,
EHDPP. TCEP. TCiPP. TDCiPP. V6. TDBPP #rf i

3.4 TMP-Dy. TEP-Dis. TnPP-D2;. TnBP-Dy7. TEHP-Ds;. TPhP-Dis. TCPP-Dis.
TDCPP-Dis 5.

3.5 PR G -

3.5.1 A HLBEBLEE PR FRAERE 5] 1 mg/mL (TEHP 0.1 mg/mL): %) B AERAFREL
10 mg K555 0.01 mg) TMP. TEP. TnPP. TiPP. TnBP. TiBP. TEHP. TBOEP,
TPhP. TMPP. EHDPP. TCEP. TCiPP. TDCiPP. V6. TDBPP tr#f i, 45
VAR E 2 10 mL, -18 oC f&1F 6 ™ H . WX TEHP FrfEfif £ 1| mL &
10 mL &+, HPEEREZIE, FEHIE 0.1 mg/mL FRiEM & .

3.5.2 JREFRUEFEIR 10 mg/L (TEHP 1 mg/L): 4375 v Af W B3R b v i 46 TR
#% 0.1 mL £ 10 mL FEM+, HPREESZIE, M BIKEN 10 mg/L RS
FrUEF A (TEHP 1 mg/L).

3.5.3 JRAFRAETE FK 100 pg/L (TEHP 10 pg/L): #EREREL iR 10.0 mg/L btk
HEIVE 0.1 mL 2 10 mL A, R EEAZIE, BB E A 100 ug/L 1)
IRAFRUER I (TEHP 10 pg/L).

3.5.4 PhRF] FEEEC B K 10 mg/L (TEHP-Ds; 1 mg/L) IR & P brfs . 14
F FBER B 1 mg/L VB-A W FRfE M (TEHP-Dsi 0.1 mg/L).

4 {XFFFERS

4.1 AR AR - — E DUARAT BB B, A T S B IR
42 BT R EEN0.01 g F10.0001 g.

4.3 [EEKIE B O,

4.4 TR A 2% o

4.5 ¥JJFHL.

4.6 7B BEAL .

4.7 BIRAL

296



[

KEmBZENETE SO 2024 FEIR B iSRG E F = KKl TIEFM

4.8 WALUERE: PTFE M5, 0.2 um.
4.9 PSA

4.10C18

4.11 EMR-Lipid

5 AR

5.1 lEE 2%
5.1.1 B/ ROk, EK /N2 FERCREE 200~500 g, T IFREHS, UL
B 50~100 g ZE N FLZERES A, W EARSE G % iR % E IR AF -
5.1.2 W GEW. 4L ERD FEMCREE 200~500 g, A ZEGRENLAHE, PU5
XM 50~100 g BN FLIEFE A, Wi EARZEJS-18 °C UKAR T B RAF .
5.2 FEARTREL

) FREC 1.0 g CRERfE 0.001 @) RS IIEIRIFE ST 50 mL B0, o
A 1 mg/L & WFHMER® (TEHP-Ds; 0.1 mg/L) 10 wL, HIA 2 mL /KI5,
5 10 min. I 0.5%H R ZHEV 10 mL, JRHERE] 2 min, ##A (25 kHz)
PEHL 10 min, N 4 g NaxSOs, iRJiE 2 min, 8000 r/min &0 5 min, WHL_FiEH
6 mL 174k

W FREL 1.0 g CREFAZE 0.001 @) EAWAIRIFES T 50 mL B0, I
A 1 mg/L iR & WFMERB (TEHP-Ds; 0.1 mg/L) 10 uL, JIA 2 mL /KiEB%5],
HE 10 min. I 0.5%F M LG 10 mL, WHEIES) 2 min, #E/A (25 kHz)
$2HL 10 min, S 1 gEMR-Lipid, 4 gNa>SOus, i€ 2 min, -20°C ¥4 30 min.
B RS, 8000 r/min 250 5 min, WREX _EIEW 6 mL %1k
5.3 B gL

WY FiE 6 mL BT 15 mL #LEH (600 mg MgSO4, 200 mg PSA, 150
mg C18), ¥JiEIR%]I. 10000 r/min 250> Smin, WWH_EiER 4 mL 7EM058 R SR
TIF (30 °C KB, H 0.4 mL 80% T EER R, IRAIS). 10000 r/min B0 5
min , 0.2 um PTFE JEMIEJE, At 0B AH il - 5 00T 3 i .
5.4 WERBHFKA
5.4.1 WA EES XM
5.4.1.1 i Waters BEH C18 # (1.7 um, 2.1 mm x 100 mm) B 243
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5.4.1.2 fHi: 40 °C.
5.4.1.3 WBIAHS IR A FHRAE 0.1%FRIIKER, BHANCHKE: BERIRE
Ff: 0~0.2min, 10%B; 0.2~9 min, 10%~70%B; 9~10 min, 70~98%B; 10~14 min,
98%B; 14~15min, 98%~10%B.
5.4.1.4 J#iiE: 0.4 mL/min.
5.4.1.5 #FEE: 2pl.
5.4.2 RS %A
5421 B RS S TR (ESD.
5422 BHERE: 25kV; BFEIRE: 150 °C; BUAFIREE: 600 °C. £
FE 1000 L/Hr; HEFLAGE 150 L/Hr; ZALSE ST 7.0 bar; AEEESAE 0.15
mL/min
5423 HA%7: BB TS
5424 w770 ZRMNAIT ¢ MRMD.
5.4.2.5 HEALHE . b AR B S S A4 2 A R BUE
5426 EWEBE TN EEE T, HILHEELMREEELE 1
®1 B AL 24

TMP TMP-Dg 1.45 141.1 | 79.0/109.0* 10 15/10
TEP TEP-D1s 3.96 183.1 81.0/99.0* 10 30/18
TiPP TnPP-D21 6.23 225.1 | 99.0/141.0* 10 15/8
TnPP TnPP-D21 6.74 225.1 | 99.0/141.0* 10 15/8
TiBP TnBP-Da27 9.00 267.2 | 99.0%/155.0 10 18/10
TnBP TnBP-D27 9.12 267.2 | 99.0%/155.0 10 18/10
TCEP / 5.47 285.1 63.0/99.0* 10 20/20
TPhP TPhP-D1s 8.99 327.1 | 77.0%/215.1 10 35/25
TCiPP TCiPP-Dss 7.24 327.1 | 99.0%/251.0 10 20/9
EHDPP / 10.83 363.2 77/251.1* 10 35/15
TMPP / 10.50 369.4 | 91.0/166.1* 10 35/30
TBOEP / 9.73 399.4 | 199.1*/299.2 10 15/12
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TDCiPP TDgl'SPP' 867 | 4311 | 99.0%/209.0 | 10 25/15
TEHP TEHP-Dsi | 1272 | 4354 | 99.01131 | 10 15/10
V6 / 762 | 5829 | 297.0/361.0% | 10 30/20
TDBPP / 912 | 6986 | 99.0%2989 | 10 30/15
TMP-D9 / 140 | 1501 115.0 10 15
TEP-D15 / 388 | 198.1 102.0 10 18
TnPP-D21 / 6.62 | 2461 102.0 10 15
TnBP-D27 / 899 | 2942 102.0 10 18
TPhP-D15 / 892 | 3421 82.1 10 35
TCiPP-D18 / 726 | 3451 102.0 10 20
TDCiPP-D15 / 862 | 4461 102.0 10 25
TEHP-D51 / 1255 | 486.4 102.0 10 25
F: *ERET

5.5 s M E
FEAHF S0 260, FF AR A2 0 1 O B BT 15 A IS o € 1 0 1) R B
I TE)AF LU, AR A3 R AE £5.0% 2 18] o AR 25 23 ) J5 1% 5 1 B8 8 1
W, BOMAFEEE AR TFA—ATET, HFEGEEPSH e T
(IR T = 5 R 20 P o o Y Pl v S 7 P 5 1P 851 B ARG = P iR AT L
B, MWMZEAEIE R 2 BUE VG, AT R it o O R AT
R 2 58 PRI AF T B8 3 B 9 5K o VR 22

A B TEE K% K=50 20<K<50 10<K<20 K<10
TV B KA 2% +20 +25 430 450
5.6 bt Hh 26 1 i1

3 IWLEL 100 pg/L (TEHP 10 ng/L) JBEFRAEM AW 10 nL. 20 vL.
50 nl.100 nl.200 wpL.500 uvL, JOA 1 mg/LiB& WHREHK (TEHP-Ds;
0.1mg/L) 10 uL, H 80%FEERERZE 1.0mL, H&MEES M N1 ugllL.
2 ug/L.5 vg/L .10 pg/L.20 ng/L.50 ug/L(TEHPO0.1 ng/L.0.2 nglL.
05 pg/Ls 1 ng/L. 2 ng/L. 5 ug/l) MRS, HPLC-MS/MS 5 #7 5%
HibrE 2. ARIEbRAERDZTHERE S 16 P HLBERR R FHAA A &
5.7 BRI E

HUMRAE 5.2, 5.3 MBS R P FRFINA GRS, WARETHEARIIR B AR5 1)
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[

JFiEWE, TCEP. EHDPP. TMPP. TBOEP. V6. TDBPP X/ MriEE®E. it
TR E A5 A P e N AR S A B v R 2R 2 MRS R PN, R ek S R ) N G R R S R
HH5E .

6 DITERIIRRE

U TR ML BR G BRI & % (D TR

FaveeE
X—— B A HLBE R R A & &2, SO oe S T38 Cuglkg) s
C—— ke P A AU 2 T8 FEL AR 7 s o4 Y 288 ok 2 PR o R RS, A D9 s s 57
Cpg/lL) ;
V——IEERF IR B 2 B, AT (mL)
f —— MR
m—— R, BN (@)
THRLEE IR DU SV S5 T SRAS I 9 OB S 58 45 R I AR OR , IR B
2 AR (BN SR 2 60D .

7 REE

TE B MRS A T SRAR B R IS 5 25 SR I e 0t 22 B AN 15 I SRS 3
(1) 20%. 9 1 ARIE M 45 R A AER, ZEREBEAURE S 2 — N InArRcsESs:, i
Fr 10 b g/kg AHUBEEREE PR, [BIWCRBAE 60-130% V0 E Z A .

8 YiH

8.1 AT ik i OB (G- BT 51 15 275 2 T R AE Waters-TQ-XS ¢ #% E3R1F, |
F P A - RS S T LS 4

8.2 V5 YLtz

8.2.1 HHTYERTALEL IS AR 5 5 NG WUBE R IR FHAAATS By, B Ey s {5 A 19 430
FEM AT B o

8.2.2 BRMLAE S AT AL EERS UM — AN FEZS 1, BRAFREURFESL, 58 A A
R AT REREAT o ARAE 1/2~1 A th PRI A 0 BR 2SR, e BRI 5
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[

S SSISEER

8.2.3 Naz2SO04 Jz MgSO4 7E AR MBI 3 2= 5| Ni5 4y, 43d 550 °C #xke 5h J5 ] fiys
VYN 2V TR

8.2.4 JE T AT AL LT YR M B I AL IE IR 22 5 NV5 4%, PTFE 4 BT FLUEIE 5N
TS, HERE R .

8.2.5 NIEHMX AR, BVRFEFBERERT S N INVEE TR o R L RE S BERE o ik
TEME MR RBCA TR . AR A AR g CREWSHHBE ), Zbik
Toidi 2Bk, AT SR YRS BRI AR (S0 mm>2.1mm D, RREFRE SRR AP
#7 3 min, “PEEAN 7853 R AR SR OR BE IS B ANAR € (1 I R, S AR it dE A IS [
I RE T ERE, AR IE £/ B I [E]

8.3 N T IRIUE/HT4E R HIHERS, ZEREHAE T 2 D — AN bR RIS ss:, g iumn
b5 10 wolkg, A HLBERLERBEARA RIS 60-130%.2 (8] o

8.4 TCiPP J: TCiPP-Dus W& Al fEANEF, TCIPP-Dig AMIfRIE, Al —i2fi sy, ik
RAERL, ARgmgE R,

8.5 TCEP. EHDPP. TMPP. TBOEP. V6. TDBPP X #MrikiiE & . H 4, EHDPP
A TMPP # LM Fx. TCEP. TBOEP. V6. TDBPP A i brnlikH, 435!
& TCEP-D12« TBOEP-D27. V6-Dig» TDBPP-Dis. A J7i%E, TCEP-Dis £ T KA
NZE A TP, R TCEP RV MREE R, HIE 70%~120%. # KA
KBRS R B TCEP-Dy i B & 5 , TCEP 8 1] SR F P A7 2 & - TBOEP-Da7+
V6-Dis~ TDBPP-Dis 1T Bt IR K], 4<757% H i TBOEP. V6. TDBPP K%M
FER, E 60%~120%.

8.6 FRUEMAHIAT B ILPT SR Ao 16 M7 LR i BEL A TR 1R 5 VP S R 2 1 1
5% B
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B A
AL ARERAERE S
&Y & %5 | T CAS 5
fie — H g Trimethyl phosphate | TMP | C3HgO4P | 512-56-1
‘ ) CeH1504
WL — 2.l Triethyl phosphate TEP 78-40-0
P
- ) CoH2104
B IR — 5% TN IR Triisopropyl phosphate | TiPP 513-02-0
P
_ CoH2104
TR — TN B Tri-n-propyl Phosphate | TnPP 513-08-6
P
. _ C12H2704
R =5 T IR Triisobutyl phosphate | TiBP 126-71-6
P
, . C12H2704
Wile = 1F ] fig Tributyl phosphate TnBP 126-73-8
P
iR = (2-R & Tris(2-chloroethyl) CsH12Cls
TCEP 115-96-8
) B phosphate O4P
B _ C18H1504
IR = 2R i Triphenyl phosphate | TPhP 115-86-6
P
IR = (2-%A | Tris(2-chloroisopropyl) CgH1sCl3
TCIiPP 13674-84-5
) I phosphate O4P
MR 2-2.FE 2%k — | 2-Ethylhexyl diphenyl | EHDP | CaoH2704
1241-94-7
ENL phosphate P P
) C21H2104
A EN PN Tricresyl Phosphate | TMPP 1330-78-5
P
MR = (T8I | Tris(2-butoxyethyl) | TBOE | CisHz907
78-51-3
) Mg phosphate P P
Tris(1, 3-
R = (1, 3-—% TDCi | CgH15Cls
dichloroisoprophy) 13674-87-8
-2-NFED) R PP O4P

phosphate
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o B TAEFA

A\ 0T/,
Wiz = (2-2.3C Tris(2-ethylhexyl) C24Hs5104
TEHP 78-42-2
£ fig phosphate P
2,2-
2,2-— (FAHH -
bis(chloromethyl)trimet C13H24Cl
1,3-TA B W V6 38051-10-4
‘ hylene bis(bis(2- 60sP2
(2-F L5 IR ]
chloroethyl)phosphate)
Tris(2,3-
BR = (2,3- % TDBP | CoH1sBrs
dibromopropyl)phospha 126-72-7
[SE- DM P O4P
te
Trimethyl phosphate- | TMP-
IR = H1 Do CsDgO4P | 32176-12-8
Do Do
TEP- | CeD1504
Wik = 2. Fg-Dis | Triethyl phosphate-Dis 135942-11-9
Di1s P
o Tri-n-propyl TnPP- | C9D2:04 | 1219794-92-
T2 — N iR -Das
Phosphate-D21 D21 P 9
TnBP- | C12D2704
fil2 = 1F T fig-Do7 | Tributyl phosphate-D27 61196-26-7
D27 P
R = (2-232 Tris(2-ethylhexyl) TEHP- | C24D5104 | 1259188-37-
) fE-Dsy phosphate-Ds; Ds1 P 8
B Triphenyl phosphate- | TPhP- | C18D1504 | 1173020-30-
TR — K ME-D1s
Di1s Dis P 8
R = (2-84 Tris(2-chloroethyl) | TCEP- | CsD12Cl3 | 1276500-47-
) fE-D1o phosphate-D12 D12 O4P 0
WifR = (2-5 A | Tris(2-chloroisopropyl) | TCiPP | CoD1sCls | 1447569-78-
) fig-Dis phosphate-Dis -D1sg O4P 9
Tris(1, 3- TDCi
R = (1,3- =& CoD1sCls | 1447569-77-
dichloroisoprophy) PP-
-2-PN2E) ig-Das O4P 8
phosphate-D1s Dis
(- THRAECEHE) Tris(2-butoxyethyl) | TBOE | CisH12D: 78-51-3
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TR iE-Dar phosphate-Dy7 P-D27 707P (Unlabelled)
2,2-

212‘: ( {iz(‘ EF' % ) =
bis(chloromethyl)trimet

1,3-T5 - lF XX V6- | CisHsD1s | 38051-10-4
hylene bis(bis(2-
(2-F L3 IR Dis ClsOgP2 | (Unlabelled)
chloroethyl)phosphate)-
fie]-D1s
D16
Tris(2,3-
= (2,3-9RH TDBP | CoD1sBrg | 126-72-7
dibromopropyl)phospha
) WERRER-Dis P-Dis O4P (Unlabelled)
te-Dis
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o) LB R R mFKTRPE

R P AHZREBINE

FrEIR{ERZR (SOP)

M=% B

new
20231124 _023

23 MRM of 2 Channels ES+

9.12 TIC (TDBPP)
957 1.96€5
n =]
-2 T T T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00
20231124_023 22. MRM of 2 Channels ES+
7.62 TIC (V6)
957 365e5
]
-~ T T T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00
20231124_023 21: MRM of 1 Channel ES+
12.56 TIC (TEHP-D51)
957 9.05e5
]
-2 T T T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00
20231124_023 20: MRM of 2 Channels ES+
8.62 TIC (TDCPP-D15)
957 9.44e5
]
-2 T T T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00
20231124_023 19. MRM of 2 Channels ES+
12.72 TIC (TEHP)
957 1.12e6
]
-2 T T T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00
20231124_023 18. MRM of 2 Channels ES+
8.67 TiC (TDCPP)
957 6.82e5
]
-2 T T T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00
20231124_023 17. MRM of 2 Channels ES+
9.73 TIC (TBOEP)
957 3.06e6
]
5 T T T T T Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00

new
20231124_023 16. MRM of 3 Channels ES+
10.50 TIC (TMPP)
957 5.70e6
#]
-2 T T T T T T T
2.00 4.00 6.00 8.00 12.00 14.00
20231124_023 15. MRM of 2 Channels ES+
10.83 TIC (EHDPP)
957 2.94e6
#]
-2 T T T T T T T
2.00 4.00 6.00 8.00 12.00 14.00
20231124_023 14 MRM of 1 Channel ES+
7.26 TIC (TCIPP-D18)
957 1.14e6
#]
-2 T T T T T T T
2.00 4.00 6.00 8.00 12.00 14.00
20231124_023 13: MRM of 1 Channel ES+
8.92 TIC (TPhP-D15)
957 6.66e5
#]
-2 T T T T T T T
2.00 4.00 6.00 8.00 12.00 14.00
20231124_023 12. MRM of 2 Channels ES+
7.24 TIC (TCIPP)
957 1.33e6
#]
-2 T T T T T T T
2.00 4.00 6.00 8.00 12.00 14.00
20231124_023 11. MRM of 2 Channels ES+
9.00 TIC (TPNP)
957 1.22e6
LIS
-2 T T T T T T T
2.00 4.00 6.00 8.00 12.00 14.00
20231124_023 9. MRM of 1 Channel ES+
8.99 TIC (TnBR-D27)
957 0.05e6
#]
5 T T T T A T Time
2.00 4.00 6.00 8.00 12.00 14.00

new

20231124_023

8. MRM of 2 Channels ES+

5.47 TIC (TCEP)
957 4.07e5
=
-9 T T T T T T T T T T T
2.00 400 6.00 8.00 10.00 1200 14.00
20231124_023 7: MRM of 2 Channels ES+
9.12 TIC (TnBP_TIBF)
957 8.48e6
]
-9 T T T T T T T T T T T
2.00 400 6.00 8.00 10.00 1200 14.00
20231124_023 6: MRM of 1 Channel ES+
6.62 TIC (TnPP-D21)
957 9.30e6
]
-9 T T T T T T T T T T T
2.00 400 6.00 8.00 10.00 1200 14.00
20231124_023 5. MRM of 2 Channels ES+
673 TIC (TnPP_TIPP)
957 7.45e6
]
e
-5 T T T T T T T T T T T T
2.00 400 6.00 8.00 10.00 1200 14.00
20231124_023 4. MRM of 1 Channel ES+
3.88 TiC (TEP-D15)
957 1.07e7
]
-9 T T T T T T T T T T T
2.00 400 6.00 8.00 10.00 1200 14.00
20231124_023 3. MRM of 2 Channels ES+
3.96 TIC (TEP)
957 5.72e6
]
-9 T T T T T T T T T T T
2.00 400 6.00 8.00 10.00 1200 14.00
20231124_023 2: MRM of 1 Channel ES+
140 TIC (TMP-D9)
957 261e6
]
-9 T T T T T T T T T T T T
2.00 400 6.00 8.00 10.00 1200 14.00
20231124_023 1: MRM of 2 Channels ES+
145 TIC (TMP)
957 5.74e5
]
-5 ; 7 NABRS Ranss ARAY Eaa T T Time
2.00 4.00 6.00 8.00 10.00 1200 14.00

4]

B.1
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Z2a)lE B EmAKTmPERRRPARZXBINE FERIERERF (SOP)

=. BY)LET7 R SRS A R A AR R B I e AR R E AR
1 JuR

AR IE T RAESAH s = 5 DY R 5 B i B F A (APGC-MS/MS)
Kot 22401 ) L J5 8 S A /K 7 il R 39 & S T AR A B 14D 1) B30 5 o
AFEFIE T B4 ) WL 7 B db AZK =R i op 3925 Je0 d B A4k B = 1Y) [

A0 5
2 JR R

FEMZIE O/ — &M (11, AL 1R 4RBURIRYE 5 — S P evs
fit, KM BREL (FlorisiD [EAHASHURETAL, KU ii- 5 IR 1 U

. R B
3 AR

e BRARSARE, AINERTRATI A EIEAL, KNGBIT6682 L 5E 11—
oK.
3. 117
3.1.1 “EHkE.
3.1.2 IEdkt.
3.1.3 REbt.
3.2 hrdEd
3.2.1 1-5-4-[2-(4-TNFEH) LHFE R 4lifERT99.0%
3.2.2 4-FHE-3-WARE AKHR AR AEKT99.0%.
3.2.3 4-ZFFE-2,3- T FA-(A- A HETR) IR AiE KT 99.0%.
3.2.4 1-ZFE-4-[(4-5 R IE) SRR 4lE K T-99.0%
3.2.5 1-53E-2,3- 8-4-( aR-4-THFE A CFE) 2K 4l K T99.0%
32.6 4-Z 58 FE-2,3- -4 R -4-TR IR A B R 4l K T99.0% .
3.2.7 2,3-Za-1-H AE-4-[ (o e o N)-4- TR [, -3 D3 O] -4- B 4%
KF99.0%.
3.2.8 1-LHFE-2,3- -4 [, e R)-4-THFE[1,1- 3 2 3E R E 5 ]-4-E)- 2% 4B
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&K TF99.0%.

3.2.9 34,5 =& -1-[ A4 k-4 EH ) AR R 4iERT9
9.0%o

3.2.10 2,3-5-1-PA R -4-[4-(4- A 238 L) 3R AR 4l K T-99.0%.
3.2.11 1-[4-(4-BU T B3 CFR) IR O Ok]-4- 25 HE-2, 3-8 4lifE K T799.0%.
3.2.12 2-F-4-[4-TH2E-1,1-bi(GA . 38)-4- L 2K 3 =G 3L 4. 4 K199
0%.

3.2.13 3,4,5-=F-4-[(Jx)-4'- 2 FE[1,1- 38 SR O k]-4-FE]-1,1- Bk 4liff K
F99.0%.

3.2.14 I CFE-2,6- R - TR A AE-3,4,5- = FA%: 4iH K T99.0%.
3.2.15 4-[H(3,4,5- = F AR IE) I IE]-4"- 2. 5-2' 3 5- = f-1,1"4" 1"- = 4. 4l
J%KF99.0%.

3.2.16 4-(%(3,4,5- = AR IL) I JE)-2', 3, 5- = i-4"- TN Jk-1,14" 1"- = 4f
J%KF99.0%.

3.2.17 4" He-4-(ZH(3,4,5- IR ARSI ) HH AE)-2,3,5- —H-1,140, 1 =R 4fl
J%KF99.0%.

3.2.18 4-[5(3,4,5- —F AR A L) 1 3E]-2',3,5- = -4 AE-1,104" 1"- =R 4l
&K F99.0%.

3.2.19 1-G-4-[(Je 20, e 2R)-4- P L[ 1,138 L3R O e ]-4- 38 2K 4l K F90.
0%.

3.2.20 1- T 5 2E-2,3- o -4-(R A-4- T 3F CUAR) R 4l K T-99.0% .

3.2.21 RA-1-ZHFE-2,3- i -4-(4- R FIEFF O FE: 4l K T-99.0%.

3.2.22 2-G-4"-TNFE-[1,1"4'1"- =B IK]-4-Ji . 4l F KT-99.0%.

3.2.23 4-FJE-3,5- HIRIE 4- T ROEHIRNE: 41K T99.0%.

3.2.24 3-F-4"-THFE-[1,1"4'1"-=HK)-4-15 . 4 F KF99.0%.

3.2.25 2,3- " 4i-4- -4 (e R-4- T FE R O 3E)-1,1- 62K s 4l FE K T-99.0%.
3.2.26 4-LAHE-2,3- -4 - -4- L ) LU A K T99.0%.
3.2.27 4-FFE-3,5- A 4-ZEHERKAS: 4 K T99.0%.

3.2.28 2'3,4,5-VUGR-4"-(R -4- A 38 CUBR)BOK . 4 K T799.0%.

3.2.29 2,3-4-1-F A JE-4-[4-(4- PR BEF CLRE)FR C ] 2. 47 K T°99.0%.
307
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3.2.30 4-[ F(3.4,5-=F AR IL)-FHIE]-3,5- /-4 - VB 4l R T99.
0%

3.2.31 4-[Jx 3 -4-(x 2-4-TH FEFA OV 38) R L )-1- = AU A s 4l K199,
0%

3.2.32 4- T H-4"- 2 -2V -1,104 1=K 4l K T199.0%.

3.2.33 4-[(Jr 3, R )-4"- LHE[1, 1B O he]-4-2£]-3,4- -1, 100K AifE KT
99.0%.

3.2.34 A, -3,4- T -4-(4- TR FEROGE O -4-F0) eSS 4 K T99.0%.
3.2.35 2'3,5- = -4"- (R -4- TN I LR )-4- (U A 2E)-1, 104 1" - =R 46
JEKF99.0%.

3.2.36 2-[4'-[ %U(3,4,5- = F-2- FH ALK A O ) FE R )-3", 5 - - [ 1, 1'- B R | -4- 2] -5-
L HE-DYS MR s 4 K T99.0%

3.2.37 4-[( X, = R)-4- T HE[1,1-3F S FEIF D] -4-3E]-3,4- 5-1,1- 50K 4l
KF99.0%-

3.2.38 4"-Z3E-2-F-4-9 1,104 1 4lF K F99.0%.

3.2.39 4-[ZF-(3,4,5- = F-2- H B R Ak )- FH 2K D-3,5- p-4'- 9 - 1,1-1R . 4f
JEKTF99.0%.

3.2.40 PC-Z @ HR-52NFRbRtEM: 2EEE K T99.0%.

3.2.41 BCp-ZHBR-180 A bRFRE R : 2K T99.0%.

3.3 FrRAEvERACH] . 2K T99.0%.

3.3.1 AR AR UERE A (1 mg/mL): 2> BIMERBFREL10 mg CREH#5310.01
mg) 39T AR AR FRE L, B IE e HIVAMRE A A 10 mL, -18°C{RAF
2 H

3.3.2 VR EFEACTS AAFRAE R IV (10.0 mg/L): 2 HIUERLE iR 1 mg/mL
PRAERE 0.1 mLAE10 mLA =T, HIECKERZIEE, Mk Sk A10.
0 mg/LIVER & AR A1 .

3.3.3 BAFACT S AR PR AEE M (100 pg/L): EFRWEL FiR10.0 me/Lini
FAVE0.1 mLE10 mLAEMY, HR¥HERZIE, BHBIKEN100 ng/L
FRIVE A A 8 PV

3.3.3 ZRMCRFRLE AFRARAECE W A RO 3 P AR F e o 1 B 24 1y L 451
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Rk, FECHI100 pg/LI R 2 P b b AR B R

3.5 fE

3.5.1 Florisil[EfHAHUFE (500 mg, 6 mL).
3.52 BAMELE: 50 mL.

3.53 EWMEELE: 15 mL.

4 AR

4.1 RAESAHEOE- = PR BOEBEA, BlA KRR O B EUR (AP
GC).

42 HT R EEHN0.01 gh10.0001 g.
4.3 BRSO,

4.4 IR G 7% o

4.5 YA,

4.6 HABHERRT AL

4.7 FEFEE AL .

4.8 EMAL.

5 i K

5.1 KRR

BAG ) LBCT7 Wk e N B IERE RO, BUREJS & EHhRid, 18 CIRAF.

A ) LBC T KR e N B IERE SN, BUORE S B B bR, 18 CIRAF .

KPERE L BT B SR b, AEBIGIR VKA (-80°C) HEUE 24/
I, DARIERE SRS, PR AR b A B T B W R A R TR OCH Gk
THUR T TN, Z JERERE-50°'C 0.040 mbarZcfE FiGT (Z 24/
Do R T HIRE SO OB IR, B N RIERE S, BUREJS %5 EH7id, -18°C
TRAF-o
5.2 FEmFEHL

AEFAFREN0.5 ¢ CREFAZ20.01 @) iXFET50 mLE Q& H, MIAS nglRIfiZ
PARR A N A, AHEE %1 min, FH20 mLIE Gk & FEE (1:1, LD
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[

7E40°C A HEE30 min.  4°C10000 rpm 20210 min, B EIEHEHES0 mL
B0 B AT .
5.3 FERFL:

R ZLEET, RGH2 mLoEFRER. W6 mL & H ik
WA B L AR AU, ANE N B R B A ZE AU |, BRRSERRE
F6 mL S R Redebt, USRS H AR F40°C s mMAUSIRR T, H1
mLF ¥R, B 2IE/ T, FFAPGC-MS/MS73HT .

5.4 X3S % A
5.4.1 SAHEIE S 44T

(a) fif#:: DB-5 mSEMEAIEAEBO m x 025 mm, 0.10 bm)i&ERE—
BOCIRH IR 9 (£90.4 m) B3

(b) HEFELIRE: 280°C.

(¢) FEFTHRAIMEAETR N80C, fR¥F1 min, LA40°C/minTHR£160°C,
SRJ5 LA10°C/minFHE %240°C, {#FF5 min; FELASC/minFHEZE300°C, f£#F6 m
in.

(d) ZAWHE: 1.2 mL/min.

(e) MiFfH: 1 uL.

5.4.2 AU S H %1

(a) BT RAUESMHEEBEE (APGC).

(b) HZEHAER: 3.0 pA; SFEIRE: 150C; BHERZ: 38
0C.

(¢) BAMAHEN R HEALMEMS, WS A 4250 L/h, 250 L/hFI350
mL/min.

(o) FRiT: IEBFHH.

(d) 77 22BN (MRMD.,

(e) HMEFLHLIR . flfdE A 55 i R AE B AR 28 St R U

(D) EMEEFA EEE, HELAE AR R L.

310



[

KEmBZENETE SO

2024 FEIR B iSRG E F = KKl TIEFM

®1 Hin &Y EESE LS

. ] BT | AL | AR
(m/z2) (mz) | (V) |=E (eV)
- . . 196.5* 45
1-9-4-[2-(4- T HEZE) 2431 2| FPEB 2393 20
176.7 45
3L 4-3E G 7, 133.5%* 15
ARSI ARNRAN pppp | o703 20
105.5 45
-ZVRIE-2,3- A -4-(4- TR L )- 219.4% 20
- CAEE23— A (PR prppn | 2769 10
FS 249.0 10
J— . 196.9* 25
1-Z3-4-[(4- AR OB FE] K 4 EFPEB | 2253 5102 35 2
1- LA HE-2,3- -4 (e 3-4-T5 169.4* 20
) o EDPB | 2824 35
FEFR O ) 4 @ ! 197.3 15
4- LR HE-2,3- -4 (e -4-TH 245.4% 35
N EDPB 358.7 10
FLIR L) e P 232.3 40
2,3- HR-1-F -4 [ (O o, e ) 154.1%* 40
4-J%FE[1,1- A RS O f%]-4- | DMPBB | 362.5 20
b 141.5 50
BB
1- LA HE-2,3- F-4-[ (A, 156.4* 35
-4~ [, 1- PR 2B CbE]-| EDFPBB | 364.4 1694 35 ’s
4-FE]-% P '
34,5 =% -1-[ R&X-4-( k& 231.5% 10
. - TPeCB | 366.4 25
IR CUAE) R R © 81.5 45
2,3- T JR-1- PN FE-A-[4-(4-TH 5 336.3* S
e DPPCB | 3783 25
) PR 156.4 45
1-[4-(4-BUT B3R O3 3F O ) - 184.4% 25
. iy BCEDB | 378.3 35
4-7FH-2, 3-T KD 156.4 30
2-F-4-[4'- P9 FE-1,1-bi(FF O 3E)- 206.4* 30
L . FPrBP 386.4 25
A SRR ZmEe ! 83.1 25
3,4,5- =5 -4-[(Je X)-4'- 2.3 234.4% 50
1,1-3F O O] -4-3£]-1,1- | TrBB 400.3 15
[L1-P CAHP C]-4-] ! 221.4 50
S
PRI O FE-2,6- R FE- 265.3* 25
R PDDMTB | 415.2
FH 4 JE-3,4,5- =K @ > 291.2 50 25
4-[ —F(3,4,5- = AR H L) 346.4%* 50
H)-4"- 2. H-2',3,5- = - DTMETT | 508.1 3610 45 s
1,1%4' 1"-=JE P '
4-(—5(3,4,5- = FAKEIL) F 375.2% 30
$£)-2'3,5-=%-4"-H3L-  |PDTFMTFT| 522.1 35
1104 1S P 2402 0
BDTMTT | 536.1 | 345.9* 50 50
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4"- T Fe-4-(—H(3,4,5- = F KA
B HL)-2' 3 5-=5-1,114'1"-= 389.2 15
B b
A-[ T (3,4,5-=F AR EIL) H 346.2* 50
H£1-2',3,5- = R -4"- [T Ft- DTMTPT | 550.1 50
LA 1 D 403.3 40
1-3-4-[ (e, e 3 0)-4- T 1, 1- 122.5* 15
. . FPCB 302.4 30
O FEIA L ]-4- 2] K @ 204.1 15
1- T4 3E-2,3- i -4-(e X-4-T5 254.4% 10
4 o BDPrB 10. 1
JEIF OLIE) B ' 3103 56 4 > 10
R -1- 2 E FE-2,3- -4 (4T, 197.4%* 15
TR O3 2 ¢ EDPeB 310.4 694 30 -
2-F-4"- TN FE-[1,14 1" - = BE K] - 286.9% 35
FPT 16.1 2
4-fiE © ¢ 316 260.3 0 35
A-FFE-35- H R 4-T H-E 161.5* 35
Y CDBB 316.2 20
FH R i @ 133.5 35
3-F-4"- N FE-[1,14' 1" - = K] - 286.6* 45
FPrTC 316.4 40
4-fi b f 260.0 45
2,3- Za-4- W -4 (Je -4- P = 230.4* 30
e DMPrB | 3283 10
R L)1, 1 P g 243 4 25
4- A F-2,3-m-4-(-4-4 197.4% 50
_ o EDEB 344.3 45
B OH)- 1,1 b 232.4 50
A4-FFE-35- H AR 4-FKHR 175.5% 10
. DPeB 330.2 20
TR @ CDPe 915 50
2',3,4,5- VU8 -4'- (S 20 -4-TH FE A 250.3% 40
o TePrB .
SE ) e et 3303 75093 > 40
2,3- G -1- F AR L -4-[4-(4-TH 3t 170.4%* 40
N DMPCB | 351.2 20
RO FE) IR O P 2393 40
A-[ZH(3,4,5- = AEIL)-H 249 3* 25
$£]-3,5- #4110 R @ DIMDPB | 4092 259.4 10 25
A R-A-(R A -4-TH IR B 3E) 188.3* 20
i PCTB 368.4 40
e FE]-1- = P LR @ 69.6 20
_ ﬁ_ ||_ ﬁ_ |_/:‘_ [ n_ 289.9* 35
b1 IRA L i?‘ 1141 BEFT | 3332 35
=R 228.9 35
A-[(R R R)-4'- 23 [1,1- 203.4% 50
_ s EBDB 382.3 20
OV 5E]-4-3E]-3,4- A-1,1-BE R 216.3 15
R R 3,4 A (4T 216.4%* 30
L DPrBB 396.3 30
SUFR 5 -4- ) 4 b f 229.6 30
2',3,5- = g-4"- (I -4- N O 394.3% 50
F)-4-(ZHHFEHL)-1,14'1"-=| TPrIT 492.2 3223 50 50

B
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[

2-[4-[ 5 (3,4,5- = F-2- H £ 439.1% 20
AL E)-3,5-%-[1,1-B¢ IDTMPMDP| 495.2 145.4 20 45
K]-4-J]-5- £ K- DU ST g ‘
A-[(R e R)-4- T H[1,1- 3 2 216.3% 35
FIR O ke]-4-3£]-3,4- —%-1,1- | BBDB 410.4 45
g 0 229.2 35
"7 0 AT 31,14 10 229.3% 35
4 CIZAATEELIAL | pepp | 193 40
=R 290.2 30
4-[ —5-(3,4,5- = F-2- - R4 202.2% 45
3)-FHE]-3,5- H-4-7H%E-1,1- DTMPMDB| 423.3 5
e b 259.3 30
S
PCB52- 234.2% 30
PCB52-1*C 304.1 20
2 BCi 269.1 20
- 338.0% 35
PCB180-'3Cy> P%Blgo 407.9 30
Ci2 373.0 25

AN KR APCB52-13Cra; PWHR APCB180-13C1y; *NEBEE T

5.5 sE VN E

FEAH A B0 26 AF T 6 it P AR 020 J0 P O B N 1) 45 4 IS v €, 145 U 1) £ B
I IR AH L, A8 A6 LA £ 5% (]

BRI ZE 53 ) 0 s M B L, B /b AR — AN B T R A
TET, HAE S B 5 L 1 B RN = B 5 U R T R A v A
HHRT I PR 5 1 B BROAFDRS SR BEEAT LU AL, (R 22 AR I 2R e MYE I, U RT )
SR it RS H K R B A5 D o

R 2 EMEIER AN B T F R K VW E

MHANETFEE K%  K=50 20<K<50 10<K<20 K<10
TOVF B KA 2% +20 +25 +30 +50

5.6 HrdfE 2 il 7k

S E10.0 v g/LIRA R af SRR bR E . 10 v Ly 50 L. 100
wL, 500 BL; 100.0 v g/LIRE & #IK s FARMRHENHKI00 nLl. 200 pL,
500 wL, %HIIA500.0 wg/LEJPCBEMMEWIFNZMNFFMNAMEI0O vL, MR
FHER R0 mL, 8 RS IR AR IR AV B0 80.1 ng/Ly 0.5
wg/L. 1 ug/L.5 wg/lL. 10 ugL. 20 ng/L. 50 gL, APGC
-MS/MS 73 HT 5 il bRt T 2k . ZEDR A R DR SORE i 5 BB 5 i A 2 7 2% A1
N, REbRiE RSN AR FE B IR FE ol BEAEA I, DL B bR S il ig 5
Xof L P A £ T U g e TR A U AR - IR BE A ], A9 B AR R [R5 A, 2R ¢
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[

FRHKT0.99.
5.7 BN E

WS 2. 53R AR ERERE, AARZ T SRR B R J5 1Y
JRERIREE, TR6TH AR S P AR A o ST AR A0 P i AL 7 7 A A 2
LRMETE R P, R e 9 R O 7 3 24 il > U B BT

6 i RARA
BB A A LA I B RN (1) 35

CXV'x1000
Caw= e G o Tt s s ansansans (D

EavL R
Caw——BFE P S BB AR & &, ARG T (ugkg, T

H);

C—— 1R A 25 B B4 P BV A A oA sl 8 X 2 R B IR L, PR
RN RRZTE (ng/mL);

V——ulFERF IR E AR, BN Z T (mL);

m——HE R, AN (g);

XFURTHE 72O B RGN R, #2aC (2) oH

Cow=Caw X(L=W) oot 2)
e
ww——IFE SRR R AR S R, AN T I (ugkg, W
),
Cov——IFER SR A &8, AWM T (ugke F
),

W——i &K= .
THAE S R DAE G VELME TN PRSP O Sl e &5 R EARFSMER R, R
B2 A T (BN JE 200D

7 K E

FE 5 B NESR AT T BRAT I P ML E 45 SR 4 0 22 (E S i AR 4 H

1120% .
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8 it R

KT, 24 LR 7 & S A i R H R 9 0.003-0.5 1 g/kg (F
&), TEMRAN0.01-1.5 ngkg (TH),

9 E R I

9.1 TR Bt &Wbr e M BEA E, WARS, FEEERERIRER, Ha
FEVR A AR ARV T RS S 5 W K

9.2 MRAEFE T L PR B R BT

9.3 FFEMBRAR SR A AR A /E FALRTAE-20°C R AR — /NN B0 I R EAT
ACER T, BE TEIE 3 I VA U

9.4 [EAH AU AE A A 7R 30008 SRR, A FH AR AR VA V% 5 4508 ISR R FE 80%
PA B, DALRIEAE i o 055 S B TR A 0 4R

9.5 TGRS BT 45 B rI R, BEREFICFE S 20— A bR RIS s ss, U0
PR 10 wg/kg, & RIK L FAAR BRI R Y 60-120% 2 (8] .

9.6 ARHEAEFL T s HLE RS S A GRS RIS S ECN S5 %A ik 1S

HEFLH R . AR R DARRERF THESEI UM S, nT iR Se it = 0 B 1 & 1
DL RIS 2 TR
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REmEEREITFE 0

2024 FEIRBRISEPMEEERRER

R e TAE A

o

ff % A
TR AR U T 1

1: MRM of 15 Channels API+

- 138 304.1> 234.2 (13C12-PCB52)
.,41 1.37e6
1000 1025 1050 1075 11.00 1125 1150 1175 1200 1225 1250 1275

1: MRM of 15 Channels API+
100 135 282.4>1694
,\*’] /\ EDPrB
1000 1025 1050 1075 11.00 1125 1150 1175 1200 1225 1250 1275
1: MRM of 15 Channels AP+
100 1204 276.9> 2194
.,\% \ EDPBB
0 L
10.00 1025 1050 1075 1100 1125 1150 1175 1200 1225 1250 1275
1: MRM of 15 Channels API+
100 nsr 239.3> 1965
\,1 A FPEB
3 f\
1000 1025 1050 1075  11.00 1125 1150 1175 1200 1225 1250 1275
1: MRM of 15 Channels API+
100 1061 225.3> 196.9
,\4 i EFPEB
0+ - e ——r - - - T T T - T Time
10.00 1025 1050 1075 1100 1125 1150 1175 1200 1225 1250 1275
2: MRM of 7 Channels API+
100 ‘355 3104> 1974
eo A EDPeB
| 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80
2: MRM of 7 Channels API+
160 1345 310.3>254.4
= f \ BDPrB
[ 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80
2: MRM of 7 Channels API+
100 1383 270.3>133.5
® A CFPEB
0 T T T T T T —e T T T T T T T Time
13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80
3: MRM of 17 Channals API+
10Q 158 415.2>265.3
9 A PDDMTB
\ 1525 1550 1575 1600 1625 1650 1675 17.00 1725 1750 17.75
3: MRM of 17 Channels API+
10Qi 1682, 00 409.2>249.3
36 DTMDPB
\ 1525 1550 1575 1600 1625 1650 1675 17.00 17.25 1750  17.75
3: MRM of 17 Channels API+
10Q. N 386.4>69.6
Sloswo 1o PR N\ 155 Riezn o3 R esowes  twes oz wn _ws  FPrBP
\ 1525 1550 1575 1600 1625 1650 1675 17.00 1725 17.50 17.75
3: MRM of 17 Channels API+
10Q1 16,83 368.4>188.3
) , : - , \ , ; : ; ; PCTB
\ 1525 1550 1575 1600 1625 1650 1675 17.00 17.25 17.50  17.75
3: MRM of 17 Channels API+
0 1595 350.3 > 250.3
%i N TePrB
\ 1525 1550 1575 1600 1625 1650 1675  17.00 17.25 1750  17.75
h 3: MRM of 17 Channels API+
o 1585 3162>161.4
%i DBB
1525 1550 1575 1600 1625 1650 1675 17.00 1725 1750  17.75
3: MRM of 17 Channels API+
10% 16.29 302.4>1225
S FPCB
1525 1550 1575 1600 1625 1650 1675 17.00 1725  17.50  17.75
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4: MRM of 12 Channels API+

10(11 25.08 25 21 FPrTC 316.4> 2866
| 23.50 24.00 24.50 25.00 25.50 26.00 26.50
4: MRM of 12 Channels API+
10 FPTC 25072510 _2520 316.1>286.9
l 23.50 24.00 2450  25.00 2550  26.00 26.50
4: MRM of 12 Channels API+
109 2434 378.3>336.3
E /\ e 26.16 2653 DPPCB
| 23.50 24.00 24.50 25.00 25.50 26.00 26.50
4: MRM of 12 Channels API+
0 2445 378.3>184.4
9 A BCEDB
| 23.50 24.00 24.50 2500 2550 26.00 26.50
4: MRM of 12 Channels API+
1oqi a8 358.7>197.4
) A ' ' , . ; ; . ; ’ ; . EDPB
| 23.50 24.00 2450 25.00 25.50 26.00 26.50
4: MRM of 12 Channels API+
109 %82 0 333.2>289.9
o - | "\24.96 BEFT
23.50 24.00 2450 25.00 25.50 26.00 26.50
5: MRM of 22 Channels API+
109 i oo 4233>2022
3 Jiv. DTMPMDB
| 18.00 19.00 20.00 21.00 22.00 23.00 24.00
5: MRM of 22 Channels API+
109 19.19 407.9 > 338 (13C12-PCB180)
3 AV 1.82e5
| 18.00 19.00 2000 2100 2200  23.00 24.00
5: MRM of 22 Channels API+
10%{ 20‘\18 366.4 > 231.5
) ; , . ey ' . . \ , TPeCB
| 18.00 19.00 20.00 21.00 22.00 23.00 24.00
5: MRM of 22 Channels API+
100 2258 364.4>169.4
3 25 \ e 210 EDFPBB
| 18.00 19.00 20.00 21.00 22.00 23.00 24.00
5: MRM of 22 Channels API+
100 2276 362.5> 154.1
T\'} DMPBB
| 18.00 19.00 2000  21.00 22.00 23.00 24.00
5: MRM of 22 Channels AP+
109 278 344.3>197.4
I\
% N EDEB
18.00 19.00 20.00 21.00 22.00 23.00 24.00
5: MRM of 22 Channels API+
109 1785 330.2> 175.5
2 A CDPeB
| 18.00 19.00 2000 2100 2200 2300 24.00
5: MRM of 22 Channels API+
mqi 197 328.3>2304
) : . : . ; ; ; . ‘ . DMPrB
[ 18.00 19.00 20.00 21.00 22.00 23.00 24.00
5: MRM of 22 Channels AP|+
297 319.3>290.2
10Q
) : , ‘ . . , , S , EFPT
18.00 19.00 20.00 21.00 22.00 23.00 24.00
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6: MRM of 16 Channels API+

10% 2948 522.1>375.2
3 /\ PDTFMTFT
2'7.25 27.50 27.75 28.00 2825 2850 28.75 29.00 29.25 2950 29.75 30.00 30.25
6: MRM of 16 Channels API+
10Q 2808 508.1 > 361.2
3 DTMETT
25 2750 27.75 2800 2825 2850 2875 2900 2925 2950 2975 30.00 30.25
6: MRM of 16 Channels API+
10(4 2355 4952 > 1454
3 21.25 2760 9770 2847 28742877.2890 2912 2932 29615/ 2079 2984 3013 303¢.30. DTMPMDP
ql7.25 2750 2775 28.00 2825 2850 2875 29.00 2925 2950 2975 30.00 30.25
6: MRM of 16 Channels API+
10Q 97 400.3>2214
3 4% TrBB
2'725 2750 2775 28.00 2825 2850 2875 29.00 2925 2950 29.75 30.00 30.25
6: MRM of 16 Channels API+
10@1 396.%? 2164
o [ - %%  DPrBB
.25 27.50 27.75 28.00 2825 2850 28.75 29.00 29.25 2950 29.75 30.00 30.25
6: MRM of 16 Channels API+
10 2863 382.3>216.3
%1 2826 2842 ,/\ 2884 2951 2360 EBDB
27.25 27.50 27.75 28.00 2825 2850 28.75 29.00 2925 29.50 29.75 30.00 30.25
6: MRM of 16 Channels API+
10Qi 29.65 351.2> 1704
oL ; ; ; ; ' ; ' ; ety ; ; DMPCB
27.25 27.50 27.75 28.00 2825 2850 2875 29.00 2925 29.50 29.75 30.00 30.25
7: MRM of 6 Channels API+
100 a1 550.1> 346.2
2 DTMTPT
0 " r T r T T - T T T
| 31.00 31.50 32.00 32.50 33.00 33.50
7: MRM of 6 Channels AP+
i60 12 536.1> 389.2
e BDTMTT
)
0 T r r T T T T T
| 31.00 31.50 32.00 32.50 33.00 33.50
7: MRM of 6 Channels AP+
100 221 4104 >216.3
* N BBDB
0 - - T — T - r r T Time
31.00 31.50 32.00 32.50 33.00 33.50
A= e Hp VAR T3 A2
Al BRI AR HEVE MR M (1
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BT RBEMAENTEY
Frs | THRBERIT % AE A

iR E SR S YL ER PR Bl e

i i XUFE . JE9E. E A, B
b AR R
B B 5 47 Fh 6 26 A R 2 bR SR 1 ‘

2 BibRT . ZPh O

FEFP
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EZREmEEREITE 0 2024 [EZR & 585 24708 E E =X 8N TEF

—. BmAEHEAE. SEVBRELAFTITHENE FisERIER T
1 VaF
AR E T EMEEHE G, REVBEERERFE AT = 000 € ik
AR TR e S A S PR RREE AT R & 1l &
1 RiEFEX
1.1 ERRE
TEFESRAE T, A 5E & T b RE 1) S 4503 78 31 5 22 % A ) £t B S AR 4D P 45
TR A 5 A &= AT AR
1.2 S

RE NS UL FU St S B i B AR RE R ] it i 200 1) 5 2 B A ) Bl R (R IE RS, BT HERR
i Y ST, AU e AT IR A R B I o

2 JR¥

T HE A, 8% IRGB 31604.1/1GB 5009. 1563 /73R R I8 J5 , 43 ) K A BAH (43
- R IO VAN SR € - B TSR VR AG I . 4% (RFM D 4R, 10% (REG D L
PAR A B ARV 77195% (IARR -8 LR IRIE 0 8 5 LR F O - sR RS A 2 1L
B ARIE T 37 2 R VLRI 8 S B R FH SO - A B U O o 364 S M A XA
R, AR E &

3 W

FRAESA UL, A7 AT AT N T 4E, 7K NGB/T 66828058 I — K, iG6 b 2 2% &
R 2 HL Nk G A FH SRR T
3.1 RFA

311 UKZ® (CHsCOOH) : faifal,
312 EK/KZEL (C2H50H) : fhittal,
3.1.3 Rk (C8H18) : fhifal.,

314 HEE (CH30H) : faiaf,

320
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315 25 (CH3CN) : fuift4li,

316 HiZ (CH3COOH) : tifial,

3.2 R
321 4% (KR HED LBRVEW . 10% (KFRED LBEE M AL B AR 7)95% (ARFR 7340
LTV WP TR 1) 42 B G B 5009.156 4 1F
3.22  0.1% (AFAED HRREHG: W mLEREBILAERY, IKEEEZE.
3.3 FriEM

B HUBERREEPHAFN I A SCAZFR . JECZFR . 4E0K1E . CASE RS . 0 F. Mo FE
WL .

R 1 A HUBEERER AT S Y15 2

» CAS ﬁ > 0
3 EYXLLH  GWE T ayx AT
= FE
TR = i Tris(methyl) TMP  512-56-1 C9H2104P  140.1
phosphate
Bl = 2. 1g Tris(cthyl) TEP 78-40-0  C6HIS04P  182.2
phosphate
% = g Tris-n-propyl TnPP  513-08-6 COH2104P 2242
phosphate
B = 5 T g Triisopropyl TiPP  513-02-0 C9H2104P 2242
phosphate
B = 1F T e Tris-n-butyl TBP  126.73-8 CI2H2T04 o3
phosphate P
Wil = 57 T Hs Tris(isobutyl) TiBP 126716  C12H2T0% o3
phosphate P
RS = IF RS Tri-n-pentyl TnPtP 2528383 o304 g4ey
Phosphate P
KR _ E ﬁ . _
iR = (2 qu; o) Tris(2-ethylhexyl) TEHP 8.4 C24H5104 134.6
i phosphate P
S = g Tris(phenyl) TPhP  115-86.6 CLoHI10% 5500
phosphate P
N Tris(methylphenyl 21H2104
R = F S ris(methylphenyl) 1\ o 1330785 © O 3684
phosphate P
sy Tris(4-
A= (DB IR 27H 4
W E;;ﬁiz': = isopropylphenyl) TiPPP  68937-41.7 2/ P3 30 452.5
5]

phosphate
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KEmMBE LI PO 2024 [EZR & 585 24708 E E =X 8N TEF

2- £ FE O TR IR R 2-ethylhexyl 20H2704
LACIE ARG 2-ethylhexy EHAPP  1241-94-7 202704 5604
A diphenyl phosphate P
s — (H_TlE 7 H: (D
iR = (2 Zﬂli) Tris(2-butoxyethyl) TBOEP  78.51.3 C18H3907 308.5
fis phosphate P
IR Tris(2-chloroethyl C6H12CI3
M= -z gy s@ehloroethyl) o ops 5 068 285.5
phosphate 04p
Tris(2-
i o . . H18Cl
Wik = (2-&A#L) e chloroisopropyl) ~ TCiPP  13674-84-5 9 o 4};(: 3 376
phosphate
s e Tris(1,3-
B = (1, 3-—4&-2- . . H15Cl
W= (1, 3 A dichloroisopropyl) TdCiPP  13674-87-8 C LLCI6 4559
L) B 04P
phosphate

3.3.1  FRifERERAW (1000 mg/L, K5 - HERAFREL 16 FhErdES CREEE 0.1 mg) , 27
H OB ERE 10mL Ailt, HHOEERZZIE, RBE. T 4C FEGRME, RAF
e M™H-

3.3.2 IRAIRHEFEER (10mg/L, M) « 43 Al HERR BUObRAE i #3% (1000 mg/L) 0.25 mL
T 25 mL HFEMF, MO EREEZE, BA. T 4C TR, RAFAHe NMH.

3.3.3  ArAEfERIAVR (1000 mg/L, FEkE) o AEFRFREL 16 FbsiES ORE#fZE 0.1 mg) , 4
BB R e & 10 mL w &I, JFH R v bie B EZIE, 1R T 4°C T RDLIRAE,
RAFHI6 N H .

3.3.4  JREMRMEFRVER (10 mg/L, ¥R o o AR EbR AL 2 (1000 mg/L,
) 0.25mL T 25 mL HEMA, T FREeRE2ZIE, RBE. T 4CTELIRG, RIFHH6
NMH.

3.35 KEEMBEY) RIbRME TAEER: 2 A HERRRAC 10 pL, 20 pL. 50 wL. 100 u
L. 200 pL. 500 uL VEB&trEdaAE®R (10mg/l, 285 T 10mL F&EMH, H 10% ik
D EO CEEBUER . P beiE TAER B % BRI EE 558 0.01 mg/L. 0.02 mg/L.
0.05mg/L. 0.10mg/L. 0.20 mg/L. 0.50 mg/L. KAMFE TR, 2HH 4% HERSED LRIE
WA 95% CIAFR A4 LB I e il A [R1VR BE 3R 4 B bm e ARV . I R BRC

3.3.6  FELAFEBAERRAERE TAEER: 7R ERREL 10 pL. 20 vlL.50 uvL. 100
pL. 200 pL. 500 pL iB&FrAEAAR (10 mg/L, Sk T 10mL &M T, HF¥
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PEER o bR TAEE W 25 BARPI R B 4059 0.01mg/L. 0.02mg/L. 0.05mg/L. 0.10
mg/L. 0.20 mg/L. 0.50 mg/L. IIfiF¥IAC.

4 AUBSFEM

4.1 WAHEIE-HB BT EHEmIS A T (ESD
4.2 RG-S B TSRS E T (ED
43 Rk A

4.4 EIERTRAE

45 HWFRFP: EKENO0.1 mg.

46 TALUERE: 0.22 pm.

5 TP R

51 TR

%GB 5009.156 M1GB 31604. 1A% 3K X £ i FZ&fldA b L il i #EAT IR e . Al i
FHRIBANARESL AP E , N E T-0°C~4CUKFIBOLIRAE, IRAFIAARIL — . HHHT T —2F
WA, MNRHR IR E 2 =R .
5.2 XS EIR I %

5.2.1 KM, B, KRS MY

KRR PR R 4% (R ED IR 10% (AT 340 28 DL A2 B AR 71 95%
AR ED ZBERIEHEET 0.22 pm FF A1 48 R UE R 8, BEBOH i - A5 B B i A0 5

5.22 FEEE MmN

K RIS 15 20 10 1b 22 B ARVA T S FERIUE I 0.22 wm JRRIEREEIE, HESAHE
- R IR B SO 5
5.3 72 IR &

1% 6.2.1 1 6.2.2 AL BEAR 5 £ S b bl 2 il b e fik ) £ SO o A5 B ARIER, A it
YRUAH €24 185 - ER EDR O B (SO A0AH €% - H BT 1 1300 €
5.4 UESFH KM

541 WHAHEIE-FEHIESHE LMW -
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a) ffi%f:. ACQUITYTM PREMIER BEH C18 (Waters) , #: 100 mm, 4% 2.1
mm, Fife; BPEREAH M .

b) AIAH: A10.1% (RS EO WEIEW: B: FHEE. BEGRBEET W& 2.
c) #FE#: 30C.

d #HF=E: 5 vl

e) BT mmIEHEEIES A (ESIH)

f) BT ZRMET (MRMD)

9) HARFIESH XS I A.

R 2 WUAHCAE L YA

o ik
B} 8] /min Al% B/%
(mL/min)
0.5 0.3 90 10
4.0 0.3 90 10
6.0 0.3 0 100
7.0 0.3 0 100
9.0 0.3 90 10

542 UMHGIE-SERTE S5 K0T

a) fait:: OPTIMA 5 MS Accent (MACHEREY-NAGEL) , K% 30m, W4 0.25
mm, JEE 025 um; BiMEREAE S

b) FEFTHE: HIEEESE 50°C, {#%F 1 min; 10 ‘C/min JF % 250 ‘C; 25 C/min 7} &
300 C, f&%F 6 min.

c) HFEMEE. 250 C.
d) JRiEEE . 250 C.

e) BTUEIREE: 300 C.
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f) #HA: He (4ifF>99.999%) , 1.0 mL/min Hf.
0) #HE: 1 vl

h) BT AU .

i) HEHNX: ElL

) FUEARTT R 2NN (MRMD

k) HABFEZSHE XS W A,

5.5 Pk & HIE

[ 6.4.1 71 6.4.2 FTA MR 278 564, 43 50l K SR UBRAE ARV 53 T N IBAH €335 - R
RO B ASCRH ASUAH Bl - BRSSO, M AR I AR . DARRAE R 51 ARV H AR K
FEAMEAARR, LUK ¥ € B B T AU AR AS, Lxfilbrdk TAEMZ, HRIEMIf. brik L
R ) B S B 3 6 1 ) L B 5 B
5.6 N E
5.6.1  EVEFGIE

1R 6.4.1 A1 6.4.2 FRAIAXER % 561, A IS5 A R VA YR P A 020 %) £ B B T A 22 2
+0.5%JEHE N, A EMEE TRERE (SIND B8t 3: 1, HEtEs i 32 5K
FEE AR 2 (bR VAR AR 2 Bl ZE AN 3R 3 BIRE, U AT A BT RE ft A A7 E AE R AR A7)

3 T I B AN B T R R R A 22
FXETFERE, k/% k=50 20<k<<50 | 10<k<<20 | k<10
RIS RE /% +20 +25 +30 +50

56.2 E=illxE

1418 6.4.1 F1 6.4.2 FTAIAL 88 S A%, SHAFEER (6.2) FIF AR (6.3) KIKHEAT
Wi, B3 HFYCES IR, ARIEFRMEd LR, =3 b By i m
W e coo WIHARFERIIREE B AR e TAE MR, o] SRR BEA T 18 24 s A6 R J5 FE 5
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6 aPrERIRD

B URAE S, R RA LR EE LA TR B L mg/kg Fomit, #30 (1D #ATt
5.

_ (cco)xV
1™ 1000xs

A

Xo—— £ S FE fiobA R} 2 b o U RR R PR R R R T R B, AN T
(mg/kg);

c——IRNFRR IR T A HUBS BRI BRI & &, SR ARG T (u g/L) BUMef T30 (1
g/kg)

co——7F AR P A VU BRBE B R & &, SACARGC R (ng/L) B T
(ugkg)

V——REERIIR AR BT &, AT (L) 8T (kg)s

1000——# 5 R4

S——iTH S FARE H5IRIE IR, ATk (dm?);

F——1ESEPME R R, £ S flobd R S b S b i (S 56 i Bl e ARl i AR AR
() WL S/, BMAESEEE UL 1kg/L iF, BANF 70 KT 58 (dmPkg).

FESCPRE RS TE N, 24 SV CFInt, FRINSERR S/v: 24 S/V RAIN, FKH 6 dm¥/kg, HP
6 dm?® £ S AL K ] i HE i 1 kg £ S B T AU .

LR S MR 2 AE BT
7 REE

76 555 SR TR SRAS B R O ST 5 45 SR A 446 ok A AR AR B ) 15%
8 Hith

2B AR TR 95% (AR 40 A = H 3L REE (TMP) FIERR AN 10 ngL; H4A
LT, A VLB LR 2 = RN 1 pg/L
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5|

FE A

A HLIERR B ST SR AL 5 1 £ B 225 5l 2 4
R A1 SUHOE-R RS %
O B I ] BE T TET filf 4% e &

Pa

fee ) (min) (m/z) (m/z) (eV)

TMP 5.396 110 79* 12

110 95 9

TEP 8.097 155 99* 15

99 81 18

TiPP 9.034 99 81* 18

141 99 9

TnPP 11.714 99 81* 18

141 99 9

TiBP 13.404 99 81* 18

99 63 30

TBP 15.022 99 81* 18

99 63 30

TCEP 16.355 205 143* 9

249 125 9

TCIliPP 16.705 125 99* 15

99 81 18

TnPtP 18.037 99 81* 18

99 63 30

TdCiPP 21.714 99 81* 18

191 75 15

TBOEP 22.196 125 99* 12

125 81 24

TPhP 22.244 326 169* 30

326 215 24

EHdJPP 22.365 251 77* 24

251 152 24

TEHP 22.494 99 81* 21

99 63 30

T-0-CP** 23.221 181 166* 15

181 115 30

T-m-CP** 23.551 368 165* 36

368 243 24

T-p-CP** 24.067 368 165* 39

368 108 18

TiPPP 24.157 118 91* 24

118 115 18

e TR S A RS, XSS EOTRAEAEZ S, I 7 N i s S B AL 3 i
e
*NERE . **T-0-CP. T-m-CP il T-p-CP iTB &2 AN TMPP iZ# & .
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R A2 MO BB S % %
RENE] BEET TET O HELEE AbiEREE

P

) (min) (m/z) (m/z) (V) (eV)

T™P 2.23 140.6 79.0* 40 24

140.6 109.0 40 14

TEP 3.44 182.7 127.0* 32 12

182.7 155.0 32 10

TiPP 4.12 224.8 99.0* 26 18

224.8 141.0 26 10

TnPP 4.21 224.8 99.0* 26 18

224.8 141.0 26 10

TiBP 4.67 266.8 99.0* 28 18

266.8 211.1 28 10

TBP 4.67 266.8 99.0* 28 18

266.8 211.1 28 10

TCEP 3.68 284.8 99.0* 32 26

286.8 99.0 32 24

TCIliPP 4.20 326.7 99.0* 30 22

326.7 99.0 28 18

TnPtP 5.00 308.8 99.0* 36 18

308.8 169.1 36 10

TdCiPP 4.47 430.7 99.0* 30 22

432.7 99.0 36 28

TBOEP 4.73 398.8 57.1* 42 30

398.8 199.1 42 16

TPhP 4.50 326.9 77.2* 66 36

326.9 152.2 66 42

CDPP 4.63 340.7 91.9%* 64 36

340.7 152.2 64 28

EHdPP 4.96 362.9 153.0%* 22 30

362.9 251.2 22 18

TEHP 5.97 435.2 99.0* 28 16

435.2 113.2 28 10

TMPP 4.86 368.6 91.1* 66 36

368.6 165.2 66 56

TiPPP 5.24 453.1 327.2* 50 26

453.1 369.2 50 20

T MFAFRR SIS E, S BT R, NE AT RCRE S 2 B 3 i
. *NEER T
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KEmMBE LI PO

2024 ERE

o

a—

ARG

FFEE R XN TIEF M

K B. 1 16 FivG HUBERR S BEAARIZRAL S V0O Gl - A3 BB B i IR GIREE 200 1w g/L)

PREMIER BEH C18 4S5 200 MeOH
20231206_007 15: MRM of 2 Channels ES+
5.23 TIC (TIPPP)
10°\(c)>§ 9.20e6
G““\““\““““\““““\““““\““““\““““\““\““\““““\““\“"\““\““\
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20231206_007 14: MRM of 2 Channels ES+
5.97 TIC (TEHP)
loog 1.16e7
O““““\““““\““““\““““\““““\““““\““““\““““\““\““\““““\
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20231206_007 13: MRM of 2 Channels ES+
100 4.47 TIC (TDCIPP)
2 Ms 9.80e5
O““““\““““\““““\““““\““““\““\““\““““\““““\““““\““““\
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20231206_007 12: MRM of 2 Channels ES+
4.73 TIC (TBOEP)
10023 8.52e6
G T T T T T T T T T T T
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20231206_007 11: MRM of 2 Channels ES+
4.86 TIC (TMPP)
100\(% 9.04e6
O““““\““““\““““\““““\““““\““\““\““‘“\““““\““““\““““\
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20231206_007 10: MRM of 2 Channels ES+
100 4.96 TIC (EHDPP)
IS 5.11 1.57e6
O““““\““““\““““\““““\““““\““““\““\‘“\““““\““““\““““\
2.50 3.00 3.50 4.00 5.00 5.50 6.00 6.50 7.00
20231206_007 8: MRM of 2 Channels ES+
4.50 TIC (TPhP)
10(}(% 7.50e6
G““““\““““\““““\““““\““““\““\““\““‘“\““““\““““\““““\
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20231206_007 7: MRM of 2 Channels ES+
4.20 TIC (TCIPP)
100\(3 1.27e7
G““““\““““\““““\““““\““\““\““““\““‘“\““““\““““\““““\
2.50 3.00 3.50 4.00 5.00 5.50 6.00 6.50 7.00
20231206_007 6: MRM of 2 Channels ES+
5.00 TIC (TPtP)
100\(% 1.77e7
O““““\““““\““““\““““\““““\““““\““\‘“\““““\““““\““““\
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20231206_007 5: MRM of 2 Channels ES+
3.68 TIC (TCEP)
102 2.20e6
OG 4.20
R U U T D DL L L L L B B
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20231206_007 4: MRM of 2 Channels ES+
4.67 TIC (TiBP)
100\(% 4.44e7
G““““\““““\““““\““““\““““\““\““\““‘“\““““\““““\““““\
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20231206_007 3: MRM of 2 Channels ES+
421 TIC (TiPP)
100\(% 4}%& 2.37e7
O““““\““““\““““\““““\““\““\““““\““‘“\““““\““““\““““\
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20231206_007 2: MRM of 2 Channels ES+
3.44 TIC (TEP)
1002 5.49e6
G““““\““““\““““\““““\““““\““““\““‘“\““““\““““\““““\
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20231206_007 1: MRM of 2 Channels ES+
223 TIC (TMP)
100\31 L 6.63¢6
0““\““\““““\““““\““““\““““\““““\““‘“\““““\““““\““““\Time
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
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29 (x1, 000, 0000
! TuPtP
1.9
i
TEHP
o TBP
3 ToPp TiBP
4
1.9 5
N TiPPP
L .
1 TiPP \ Tfpf(‘lP
N TwmCP |
) To-CP | |
N TEP TChPP \
0.9
\
1 | TCEP
0.7 |
| ‘\ I || |
%\‘ﬁ — 3 . L LA — - - T T 1 1
U’H:U 6.0 T.0 B0 a0 1o 1.0 12.0 13.0 14.0 15.0 16.0 170 18.0 19.0 20.0 21.0 22.0 23.0 24.0

K B. 2 16 FivE HUBERR S BEAA RIS AL S 4 URE Gl - A3 BB B 1 IR GIREE 100 1 g/L)
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= BREMME RE R 47 FT R TR ENE KAREREER
1 EREEE

AHE I T A B bR K i i 47 FoT R IT RS BRI E T

ALK R & S5 B TR PO E AT I E , & T8 S B RL B ] e B A
BhLOBRL BR. Fa. BE. UL HRL R ELL WL OB BHL R BN HL. B BRL AR AEL BEL EK.
BB REL Eh. BR. B L OR. BU. R4 BH. BB BE. Bk, 2. AL AL BLL WE. Bk
%, B BICBRENNE.

HICRRH IR A

015, 4H: 035, #5: 0.3, BE: 0.02. Bk: 0.045. %5: 0.03. £¥: 0.04. #: 0.02. .
0.02. £k: 0.01 (P Amgkg);

Hi: 4.0, 4 3.00 4 4.00 &% 3.00 £H: 2,00 B 150 &l 150 Bl: 3.5, B 4.0, 4E:
3.0, #¥: 3.5, filfi: 4.5 % 3.5, B 150 Bt 3.0, £8: 0.5, 4h: 2.0, £k: 3.0. . 4.0, e
4.5, 7k: 3.5 Hi: 1.2 %: 0.8, fl: 1.0, fii: 0.8 #%: 0.5, £ 0.5. %: 0.5, #i: 0.2, 4L:
0.3. &l: 0.2, #§: 0.2, £k: 0.1. #: 0.2, £: 0.1. £&: 02, #: 0.1 (LA v gkg)

GIR

2 JRHE

B U AT b h FUY] 5 B R AR B FR 23, PTRE RS w5l as H B LR 545
B RIS (ICP-MS) JE o fERiR AR/ T 2% . 5 B 1A a 3t 5
% BT (ICP-MS) R4 & LE#EAT 70 B A I, X T —E R A T, 5 55 E 5
FRTCER IR IR EL, ShrfERBILBOE R, AFT R RAE A bR e R IE .

3 ZHEXH

3.1 GB31604.49-2016 £ it 22 4 B AR ME & M FE Al k) 2 il i 85 8% 000 e RO L 5
BORRL HRL BE. BT ERIE

3.2 GB 31604.1-2015 & S At el K2 i) it 3 #2000 1 )
3.3 GB 5009.156-2016 £ it % 4= B Z b e & St B A ] K% i) bt 3 A% 1R 06 0 A 28 v 38 |
3.4 GB 4806.4-2016 £ it 2 4 [ 5 br v P 2 1)

3.5 GB 4806.9-2016 £ % 4= [ Z b e & s B fit FH 4 )@ A4 kL X il b
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3.6 GB 4806.7-2016 £ it %2 4= [F X b e B i 2 fi FH S8R A4 ) % i

3.7 CM/RES(2013)9 Metals and alloys used in food contact materials and articles—A practical guide
for manufacturers and regulators. (& Ml H &8 55 & MR S il b 0 il gk 7 A1 N2 I
ARFEED

4 R

4.1 ML TR G S B AR SO TE AU

4.2 ZALEs. GBI FFAI1SO 17294-1:2004,5.1.2F5K .

4.3 HLHAR o

4.4 FHi2%: 20~50 nL. 100~ 1000 pL.

4.5 % EM (PPABD: 50mL. 100mL. FEMEVLTIE, H10%MRERERE, SR, B
JEAKIEBE, TS .

46022 vmyEfE: ZEFK.

4.7 —IRVEVES A% o

5 &5

5.1 fiflik: HPLCZK.

5.2 1%MHAR: BE10 mLASER (5.1), ZZ18IA990 mL —ZuK, B4,

5.3 ZFg: HPLC .

5.4 BRI (4%218): EI20 mLLEE (5.3), ZZ181 480 mLAiKH, WA,

53.1  4ikK: —ZK.

5.3.2 i

5.6.1 JCEFRAERE &AM (1000 mg/L BE100 mg/L): 4. #4. 85, 85, &k, 48, B¢, 1. 41,
£ NS T N SN = N : N /N 7 AN N TN & AN TN 7 N 5 N 2N SN <N 1| I S N7 IR TN
K Bis O WAL BEL RGO Br. B2 . L. 8L BE. BKG L B B . RAZBEZOME
FFEAE T AR ST UE 5 1 B T 3R B 2 T B AR % T

5.6.2 WHRIGEAMERAVETR (1000 mg/L B 100 mg/L): 4. 5. %%, . BRERHLEFIAEH
TR BTIE TS (Y BT R T R AR HERE AV

5.6.3 SEhREMASVETR (1000 mg/L 5100 mg/L): KL E FAAE I35 T FruEY) R E i) 8o
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=l Z U R T

5. ThRAEVE VL )

5.7V IBERAE AR HEMR UGS B 50 R E TR RMEE R (5.6.1), ] 4% 48 (5.4)

BRFHREIC IR G ARERTIER, S ICRIREW SHER 1. IREVRERVIER G H e 2515 5

LI ARAE

RICEFEHERS], INSARUERRRE . B 50 a5 8 28 1 5 00 B B P R AT
K 4 IREIRERTIIER

PRt RIIKRE (pg/L)

5 IVES
1 2 3 4 5 6 7

(/1IN N I N TN
LR B P B R

Lol e . e b B 8 0 05 1 11 5 10 20 | 50
i, B, 4k
AR S AN NN
2 B B, . 86, EL. &L 0 01 | 05 1 5 10 /
WL OBk, FH. R, fE. B
3 xR 0 0.5 1 2.5 5 10 /

4 PRLOES. BN BRL BR. BRL B 0 50 | 100 | 200 | 500 | 1000 /

5.7.2 WhRRETRHE AR HEFINDOE B AITREZ TR &R (5.6.2), H 1%HIRHE
BUBE B R ATV I 22 PO AR A FH VR

s AR IRA] AEBC VR B AR T R PO AL S b T3l SN, JRAT AR A4 n
No GFEmBEFEE S NARHEREE N 20:1 I, FRIKEEWECHIN | mg/L~2 mg/L; A%t
FEES NAREFEER 11 B, WFRIKEEEECH Y 20 ng/L~50 pg/L.

6 TR

6.1 iFEH| 2%
6.1.1 IEFERIEZ51F: AR FE MM TR BRI LR 251
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K2 IR

AR R 1) i 2 551 AR TR R0 251
W% () br (B A%, F%, 98°C, 2h

Bl (B & (& M (D
PREE CHRD ‘ ‘ 4%, 22°C, 24h
o (FFED /A (7D

TR A A ] Wi (P& « &% (& « M (&) | 4%41, 100°C, 15min

6.1.2 I RE 71

IRAEAE A SRR FE AL IG5, BRI UL S 2 5 I R A

R 3 ER IR TTVEE
ERLERT SR [ TSRES
2 L] i Wi A B L B &L WL AR BESIE
ARz L] i VAN TN S S SR

6.1.2.1 ERE%

6.1.2.1.1 THERE RTINS b A S H il TR DL £ S AR, R A IS

HAAFALE .

6.1.2.1.2 ¥ 2k SR B2 1 & AR I 2l s S ECRRS (BB d D)
SP

6.1.2.1.3 LM B & SR, ARG R ARRE E T oA 2500 B o E B e h,
SERRRIG A GREE. FHED BT

6.1.2.2 412

6.1.2.2.1 THERE R IO AI SRR 5 @ B E b (TR DL K S AR, A

THAUARLL .

6.1.2.2.2 TEIRIG 225 i N I BRI B2 (0 £ B, KR 58 AR IR TE B AR AL
TSR SR, FeRE RIS & GREE. BT BHTIERRE: SR
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# (MBS BEDD) M2 H .
6.1.3 T IR 2K

X EE RIS, ST =T REG,  RERIAEH — 0F  R A, B =

URIERS SRS 2 IR I BOEAT I E -

6.2 X35 4
6.2.13 R4S

WA AEE N AE99.996% L |, BAAEE N AE9.999 %L F.

6.2.2 WENAR KA

#* 4 ICP-MS % TAE%At

EE AR > (.50 mbar
SRR 2.7 C
FAIRIE 1.0 L/min
il 5] I A 40 rpm
R 14 L/min
RN s 0.8 L/min
HE TR 1550 W
HEEE <5% 10”7 mbar
TR TN >800 Hz
T [A] 60 sec
L E R 68 ec

6.2.3 BATRSHE I ZRIE TR

6.2.3.1 P5E =S BRI B AE 5 om I, AU AR 2 v 20 00 52 VR 5 A ik ARV U e
MRS T, RGERF I TT R 5 A bR oo 2 RS 5 9 R LU AR A DL A 78 3R IR SR 2 il A

i

6.2.3.2 Mulr ik Ak ORI AN RE 2 AT V5 %
6.2.3.3 MHRIERZ B X2 A uURAIE R UK IHERE, FNERAS A1E, 52 H BB IR IR

SR o

6.2.3.4 MRYEELIEIRSE, MArAEfhZE &, FFRIERFNTTER R T EIEH A& R AR TRt T

335



[l

KEmMBE LI PO 2024 ER R MISERYFMAERRZ NG

K 1E .
x5 EAFNT R AR TR
Fr o &R As Cd Cr Ni
WARICE 729g/115|n 103RK/115|n 729 729
RE TG Pb Sh Zn Hg
W*ﬂ‘fﬁ% 185Re/2098i 103Rh/115|n 72 ge/103Rh 115In/2°98i
7 HRUHE

H A5 762 TR AR bR i Ze g AT 1 55

(C—C)+Vi S,
S V,

X: WSS B AR TR NIT R Eug/ke

C: TR HIRIRE ((XERE380 pg/L

Co: ZHIRMH BARMIIKIE (AR EED ng/L

Vy: B SLE TR R AR AR, mL

Sy IEFE LI & ALY S S AR TR, dm?

Vor AN it SE PRl & a0 A A, mL

Sy ARG bR & A TR, dm?

TR g AR N BT

X =

8 ERFEM

8.1 K. CMJE TIEmvEmA, AN FER LTKTE, HEEXIAE T,
8.2 LM, X T HUINE RO e S e, A S PR TAUE AR, NHUR

/INETURE Z5 AR S LS L ) 2 A T AR D B b AR AR R 5 R e e A TR A 2 B

8.3 M T IR S (R AlbrRL &b e i b S tifa g ) 3E4T, B4
ST BASH RS (MBERRERED . FrReedh B ARG AERNE . FES R 5E %

TG R — B RAFBCR IR AR I 7 2, Uil S 22 H
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8.4 IEFLAAAES,, WPE AR GG RCE B, T R I I RO AR
8.5 75 BN A5 B B VAR A5 A8 AT B AR R A IR, SR AT R AR A A IE A
FI 3 EPIRE, BIE RSN N . WARRIE A 405 R AN
8.6 MBI T EAE AT T, IERERIGUR B AR, AR . TR
B IR AN (3R 222 GB 5009.156-2016 (& dh e 4 [ hnifE & ARl & fil fTF2
A AL H TN s C I SRIFATERIE
9 PR

TERARG 75V e 4 R EL 2
9.1 EERE (BAARREED
9.1.1 MEMAFRFREFV, 250 mL, THEFEMFARTR. WS RS, 50.45 dm?.
9.1.2 {EFATIRFEP 2> HIVEE & WA (4% Z18) Vy 250 mLIZ W, 7651522 °C 24/ .
9.1.3 EMRIGTERUG, FERASMDURIR, SIEBELIE (4.6) 5, HIT47MEETER
b7
9.1.4 A, TR REIEMZER04 mgL, T ITA SR b AR AR b 5 SEhrAE
FAHIE], AR 25 BTG 7 TSIV .
9.2 HERVE CRAHRAETD
9.2.1 FEMAMIT - MG E, R mBEL S B Qi MEEE A
lemmifE, THERMA. WEHRTAS, H0.45 dm?, FHidsu BFATRV, o
9.2.2 fEPATIRE RISV, 70 I REE B AUV, (A% L) BRI, FEH 22 CIf24/Nf .
9.2.3 IHRAITEHE, FHVERSMBURIEH, KIEFLIE (4.6) J5, #1746 nR NI,
9.2.4 A, BT REIEMLE SR04 mg/L, T ER LR b i A AR S SEhrAE
FARR], AR 25 BTG 7 EAT S/ VI B .
9.3 &R HHIRE)
9.3.1 RAEFEMILR, EFEEMRIAER . WABRET], EFIL R,
9.3.2 RAE AR M2 FEV ORI U S AR SR IR T RSy, ABIH V=500 mL, £ AR
FLAESE AL, 9 1.4dm? .
9.3.3 I IG AR fh HCE 1Y N IT RS S rh B RIS R T B i 1 TR, BRAE A S A
PEAT RS R . VAR A SE e P I AR AR LS /V, 2006 dmP/kg. AR S R I A2
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8, TR SIS AU SRR S A TR S R 22,8 dm?, NS, /V; =5.6 dm?/kg.
9.3.4 1EPAT IRV, 70 I HEE & BV, (4% 408D, Ca R = Ho 72 B
AR PEANE30 8. BRI TERUE, AN A 22 BEH, JEE IR T BUE 24
NI ISR E 3K

9.3. 5% =T BRI G, PR BHURIEM, SR (4.6 )5, #HiTdeftnRm
T

9.3.6 B, FEMEAE ZUOER RIS EOT R B ARG R 20.5 mg/L, HTIER SR 1
AT L 5 e PR AR, SV R A&, K6 dm?/kgit 8. AKILE RES/ VR
J& 240.536 mg/kg.
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Frs | PRI AE A
. B IERESE 10 A DAL GRHINE bR AR ERE AR 4
P

%
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~»

1

B.

B PR S 10 B TALIURH 2 Min R E R 7

EHTERE

AT 3G TR B P AR R 21 BRCPERE 21, BRIEAE 220 BRPEMEEE . 2
FRYERE I, 75140 1 ~IVE &R .

KRIFFEAHEERS 2. BRPEE21. e 22, DPHHBRIRL H IR 80.01 mg/kgs BRYEREIL. %

VRO A H R 290.007 mg/kg FAPHAL T ~ VAL HFR90.01 mg/kg.

2

3.1
3.2
33
34
3.5
3.6
3.7
3.8
3.9
3.1

R

A CHEIREUS, HLB MdHL, 2GS E, DAD Rl #5347 20 il e .
=%l

B A e S, BTA BRI R4, K NGB/T 668285 11— K.

LWRKE: kAt

LM bt

g fakal,

HlR: A,

P : 50 mmol/L Z R4 /K IE I

WBE: 50 mmol/L LB /KIEWE HE 5.0% (AR H0.

VR 1. PIEA-FEEVAW (50+50, RFRELD.

e 2. TAER-1E OOV (5+95, AARRIED.

SERW: 5 mmol/L ZFRE /KRS FEE 50% (AR ED. IR 0.1% (RS H0.
0 ARESh: BN 2 (ACROS AT, WM 21, B 22(TCIL AF]), BE#E (TCI

AFD, DB . B L J5SHL T ~1V(Dr.Ehrenstorfer GmbH).

3.1

1 ARHERR S (1.00 mg/mL): 3 AURRERBRVERE 2. BlVERE 21 Gl PEAE 22, BliEMes, &

PRSI, 5 FFH B10 mg ORI Z2 0.1 mg) BT 10 mL FEHH, I 50%FEEMHERE
s RIEETRPHA T Pl TRl 5PV 10 mg CRERf A 0.1 mg) BT 10
mL BEMT, HOBER S P S

3.1
icx

2 FreEAEIE (10.0 wg/mL): 2 IECHPERS 2. BRMERE 21, DRSS 22, BRMEESE, R
. ZFPFH B, AP T P IT . AP AP IVARERE 25 100 o L £ 10 mL

REMT, N 50%HFEEREE2ZE, BE.
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4 BEFEM

4.1 S RCEAE g DAD il &%

42 RF: JE&&E 0.0001 g £10.00001 g
43 P BIFTRAX

44 ELOHL: 10000r/min

4.5 TAlElR I g

4.6 FREHL

4.7 HLB [BAHAHCME (60 mg, 3 mL)
5 BRIEPR

5.1 FEamAbs

HOURE it A SBEER 73 AT WEIR 2 o FREL 2.0 g 25080 T 50 mL 2.0, A 10 mL 21,
WRHEIRAT, A HEE 20 min, 10000 r/min &0 10 min, H{ 5 mL 3504 .
512 1k

¥ 5 mL B IEEGRAT 5 mL FARRIRS), 1 HLB FIAHZERUE (FiseH FEE 3 mL, 7K 3
mL, P 3 mL iEH), FWMPEM 3 mL, 7K 3 mL bk, 3 mL BEMEH 1, 3 mL BN 2 ¥k
i o BCERBEMGE, S0C TRAMEIRT, HERBESRE 0.50mL, £ 045 vwm JERL)E,
EHL.
5.2 MixE
5.2.1 UM
5.2.1.1 i 4. Waters Xbridge C18 3.5 1m, 4.6x250 mm.
52.12 {ii#E: 1.0 mL/min -
52,13 #Hi&: 30C .
5.2. 1.4 KPP AC: BIPERE 2 (460nm); BRPESEET (435nmD; BIEFE 21, BIERE 22 (485nm);
FRVERS IT (500nm); ' FF8 B(550nm); #5740 1 (478nm); HFHAL I HFHACIL. 40V

(520nm).

52.1.5 #EsE: 10 pL.
52.1.6 Mishtd: W 1.

341



5|

KEmMBE LI PO 2024 [EZR & 585 24708 E E =X 8N TEF

® 1 W BED

B8] (min) FHEE (%) 10 mmol/L ZFEREE/KIEIRE 0.1% R (%)
0.00 40.0 60.0
6.00 65.0 35.0
12.00 98.0 2.0
20.00 98.0 2.0
21.00 40.0 60.0
30.00 40.0 60.0

5.2.2 bl

WRECRRAE RS 2 BRCPERS 21, BRCPERS 22, PRSI, FRYERS 1L, PP B. ST IR
FHO I AL 3P0 IV AR ) 0.105 0.25. 0.50. 2.5 mL % 10 mL &+, H
SE TR IC VR A AR RN E A 0100 0.25. 0.50. 2.50 1 g/mL. HhriE RFVAERLE L
RO AT T FATIE , FIARHE R B0 BE AR AR, FH AR L PRy e T AR A AR AR AT B2tk
EEN

53 Bt
)]_LIA@ 10
mAU | ®
%5
4 /
25
13
7 : 2@ 7
20 o~ o
] - 2
5] 18
] 4
] S N 10
10 h w9
5 ]
04—’—1%/WJ U
- - - 1 T T T T T T T T 1 T T T = 1

0 ‘ ‘ ‘ ‘ 5 10 15 20 25 ‘ ‘ ‘ ‘min
1 10 Fp gt bk s i
CL-BEPERE 2, 2-BlPhcis, 3-OaiErs 21, 4-B1ErE 22, S-BRMEms 1T,
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W TAEFA

6-FFHH B, 7-00FH4 1, 8-FHFFL4 I, 9-73FF4rIll, 10-F52FF401V)

6 HRIH
AR (D R GR A &
X=2XCXV/m seesee (D
A

X—HRER PR Rl & &, BACAZ AT W (mg/ke);

C— e th 2 2 AR R BRSO, BN e B2 TH( 1 g/mL);

V—E &M, BAAZTE (mL):
m—FEm IR, AT (2.
45 BB = BT

7 REE

FE B PR N AR 1 PR AL R 45 R B 4806 ZH AT AT 2IE T 10%.
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