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National food safety standard—
Determination of cephalosporins residues in animal derived food

by liquid chromatography—-tandem mass spectrometry method
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5.1 &7

5 1.1 HE(CH;OH)?

5.1.2 ZJE(CH;CN) . o}

5.1.3 HER(HCOOH) : {4}

5. 1.4 i — &8 (KH,PO,),

5.1.5 &% k#H(NaOH),

5.1.6 &k (NaCD,

5.2 BWEH

5.2.1 AN UL AN 50 g, K AR B 2 500 mL,

5.2.2 ZWEKEWAS : 2,V/V),

5.2.3 30X LNEHW - BLZMG 30 mL, /KRB 100 mL,

5.2.4 0.05 mol/L BRRELZE v (pH=8. 5) . LR — %8 6. 8 g, FI/KI MM B % 1 000 mL, A%

fRehzsWoE s pH % 8.540. 1,

5.2.5 0. 106 R 1 mL, KW BEZ 1 000 mL,JRA,

5.3 #REEmM



GB 31658. 4—2021

LA AT AR S AR Sk AR | Sk A0 L SR FLVTAR 2 2 BEIRE Sk ALVTAR , Sk H 77 S s
7 Sk FOLIBE i A o i o 5 X =>95. 024, DR AL
5.4 FREBRBHH %
5. 4.1 IRAIRUERE AL BOEL A S HIPL A | Sk AR, Sk AL, Sk 761 205 L Sk LD AR | 25 2, T 3k A
DEBR S A9 T L S A0 5 L S A0 188 i b o 0 45 10 mg XS B RRE . 30U IR R B E R &
25 mLAFHEI, FCHI LA BE A 400 pg/mL . — 18 CRGIRAF AN 1 4 H .
5.4.2 RARUE TAEW RS % e BOR A b5 e i £ WOE 12, 2090 F 10 mL 2400, KRB E 218, il
JLHEE YA 0. 05 ug/mL.0. 50 pg/mL.2.0 pg/mL Fl 20 pg/mL (IR GFRAE TAER , 4 CREGIRATE . A
B 7 d,
5.5 ##
5.5.1 HLB FEAHAEGE:,500 mg/6 mL, a4 .
5.5.2 UM JE AT, FLAR 0. 22 pom, B MEREAH 24 .

6 {UEEFNEF

6.1 VAR (o3 ERIBE I - Pic FRL M55 2 TV
6.2 AR i@t 0.000 01 g F10.01 g,
6.3 JEiEAE KA,

6.4 [EAHAEBCE .

6.5 Ak,

6.6 IERA.

6.7 RVEWEE .10 mL,50 mL,

6.8 B.HHL:5 000 r/min 5L 1.

6.9 A9.0:50 mL,

T EBOH & SR

7.1 REE &

SPUES H f mA VR 1) 23 B A 2, e, DRI SR

a) WO B A AR O PR

by BRI 75 R A s R

) ISR A 233 PR il VSIS U R AR o AR M D s st
1.2 WBHRTE

—18 CRAT A7 3 A H Wt s ek il .

8 MEDSR

8.1 #REL

Ak 2 g RERIE]40. 02 @), T 50 mL 85045, N Z /K ¥ 10 mL 325 10 mL ({5 I T2
%) ,10 000 r/min 2JJf 1 min,5 000 r/min 80> 2 min, JHE LR T . 587 TR 10 mL
AT HRI 1 K B IO, 40 CoRIE PIERE 76 & » bR 23 S CUnAT WK S e A S AL S KW 4 mL) L 57
RV i R ER 2% w25 mL, £ H] .
8.2 %k

IR AHAS IO , PR 5 mL WA EEZ% w10 mL 164k, 25 FHVRLIT A o AR5 YA 1T 90 305 e R 26 1 i Y ol
QR 28 wP s 3 mL WKk, /K 2 mL WkVE, 20 3 mL BT 10 mL B0, 40 CRB AR T ik
1. O mUL ¥fif 3 0. 22 o WEAE AHETAAE €605 I B
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R OR A Rl AR WGE I , 2R BRIBC A 1 23 1 R b 8 WO R RC A R B 5 g/ 110 pg/ Ly
20 pg/1.50 pg/L. 100 pg/L Hl 200 pug/L (¥ 50 HL B HE TAERL 1 0. 22 porn SRR, BEAR (3l A EEK
YNAB AR BT TR B A B A 2 Ao il 2. SR [T 5 D R AT DG

JRTEAE o A At B R e T B

ES . 8
8.4 WzE
8.4.1 WEBRIESESH

a)  (ERE . Ce fiFE (50 mm X 2. 0 mm, 1. 7 pm) B4R %
b WENAR: A R 0. 1200 FH BRI, B Ay HYIE B B VR 26 11F L3 15

o) JRI.0.3 mL/min;
d) *i/ﬂﬁlll:%S OC;
e) iﬁ#ﬁi:lo ;LLO

&1 RBhAERE R SR

15 [ A B
min % %

0 95 5
1.0 95 5
4.5 50 50
5: 5 50 50
5.6 95 5
7.0 95 5

8.4.2 RitsE&EHG

a) BT S (ESD B 1
YN S e S
o AT 22 RO I (MRMD 5

) BAEHIE:2 000 V;
e) RFFEFHE:0.5V;
D BFRIEE 150 C;

g) W A ARE 1500 °C;

h)  AEFLAIREE . 50 L/h;

D) ARSI 1 000 L/h;

D TR A

k) EPER TR | TN R RE AL L R LR 2.

K2 EUEFN . EEBFX. AEEEMEFLBE
A B S B AR RE A FE T B X AR fE A HEFLHLE
SRR 512D 2 (V) %
348. 23/158. 02(8)
LA 348. 23/174. 10(16 18
FAVER 348. 23/174. 10(16) d =
350. 21/157. 97(12)
SR 350. 21/176. 06(18 18
S AALE 350. 21/176. 06(18) R LS
362. 17/178. 01(14)
Jrpy— 362. 17/178. 01(14) 24
FHLT 362. 17/258. 06(12) / ¢
455. 25/156. 00(16)
g7 455. 25/323. 15(10) 20
TR 455. 25/323. 15(10) &
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&2 (&)
SE VLS X R JiE Al B T R R i Ak HEFL AL TR
Pas
e m/z(eV) m/z(eV) \
3 AL W ) i 646. 45/143. 05(32) 22

646. 45/290. 13(24)

424. 44/152. 04(20)
S Aupe 424. 44/152. 04(20 24
R HLVEA 424. 44/292. 24(14) / by

459. 29/151. 97(18)
S 459. 29/151. 9718 18
et 459. 29/337.10(10) / e

529. 38/134. 1:

kAN 555 529. 38/134. 13(14) 24
EAL = SR 52. 03(10) 28
kAN 22
8.4.3 WEE
I Y o FETVC RCARIERT
WS AR I o HURHA P kA

LG LR P I
WP A S
20 [ W €

0L, HURHA
T DL P s o T T

B

J_:EEP:
X iU P 24 ) 5 B At P A G T 8 (peg/ke) s
Cs PRV 1 I 25 Mk BE BB B BT BT (g /1) 5
A ——URHA W b 25 ) ) e T A

As T VR AR 0 245 0 P T A 5

Vo B AR EUE, A 2 T (mL)

m R L BN T () 5

10 #77 &K REGE Of RS

10.1 REE
AT ARG AW UPR P | B R 7 K 2 3 rh B AG I ER D 2. 0 g/ kg sE R BR M 5. 0 pg/kg.
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0.2 HmE
AIFPAE 5. 0 pg/kg~2 000 pg/kg AIHEREAKF- LIRS 6056 ~1102%,

10.3 HEE
AR5 5 M PR OB M 2 <15 26 » S )RR B e 2 <20 746
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M X A
(BRHE)

LRGN EZBELBLRPRIZFR. S FR.CAS S

S ALY 2 LIRS APEAR LA TR JrF 50 CAS Sk AL 1,
KA KARGYMEZBE LA ZR.GFH.CAS S

HEY P& i e CAS &
DS E=RS cefalexin Cis Hiy N; O, S 15686-71-2
S fiE cefradine Cis HisN; O, S 38821-53-3
AL 2 cefacetrile CisHisN; O S 10206-21-0
D {ULLY AN cefazolin Ci HiyNs O S, 25953-19-9
S o R il cefoperazone Cis Hyy Ny O S, 62893-19-0
SL AU DL AR cefapirin CrHiyN; O S, 21593-23-7
I T cefalonium CoHisN; 05 S, 5575-21-3
3. 70w Ji cefquinome Cos HuNs O5 S, 84957-30-2

2= 2Pk H S A DU desacetyl cefapirin Cis His N; Os S, 38115-21-8
A E 5 cefotaxime Cis HyN: O; S, 63527-52-6
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M = B
(FFHE)
it E
FRUES I MRM (435 [ DL B. 1,
% %
4 . 3.88 64645529013 %o E 3.12 459.295337.1
1 Lasaal I 1 1 L L 1 i v 0 1 1 1 1 1 eebey 1 Losaaly 1 1 1 1 1 1 L
100 1.50 2.00 2.50 3.00 3.50 400 4.50 5.00 5.50 min 100 1.50 2,00 2.50 3.00 3.50 400 450 500 5.50 f.min
% %
i E 3.90 64645514305 % E 3.10 459.295151.97
100 150 200 2.50 300 3.50 400 4.50 500 5.50 £;min 1700 150 2100 2.50 3.00 3.50 4.00 450 5.00 550 t.min
1(")/3 E 371 455.255323.15 15/5 E 2-&5 424.445292.14
1 1 L L L L 1 " L i i e e " L f) L y) 0 1 i L Losaad L L L L 1 ) 3 1 L L 1
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 ¢,min 200150200 250 3,00 3.50 400 450 500 550 tin
0,
. o/f) 3 3.67 455255156 1:)/3 E 2.85 424.44>152.04
100 150 2,00 2.50 3.00 3.50 4.00 450 5.00 5.50 Lmin 001750200 2.50 3.00 3.50 400 450 500 5.50 t;min
i . 390 35021>17606 00 ‘ 3.00 362.17>258.06
100 1550 2,00 2.50 300 3.50 4.00 4.50 5.00 5.50 Lymin 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 t,min
% %
100 [ 3.92 35021>157.97 %8 : 3.00 -
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 t,min 100 1.50 2.00 2.50 3.00 3.50 4.00 450 500 5.50 tymin
1:)/6 E 3.67 348.23>174.1 1:{6 : fﬁi 456.43>396.16
100 150 2.00 2.50 300 3.50 4.00 4.50 500 5.50 Lmin 00 150 200 250 300 3.50 400 450 5.00 5.50 tmin
% %
100 E 3.65 348.23>158.02 100 E 3.66 456.43>167.01
10071502100 2.50 3.00 3.50 400 450 500 5.50 tmin 00150500550 3,00 350 400 450 500 5.50 r.min
0,
IO/E)E 3.08 529.38>396.12 lgag IK 382.175152.03
1.00 1.50 2.00 2,50 3.00 350 4.00 450 500 550tmm 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 ¢,min
0,
IO/BE 3.08 s2938>13413 % : 148 382.175111.81

100 150 2.00 250 300 3.50 4.00 4.50 500 550tmm

& B. 1

BT E R LB AR A

100 1.50 2,00 250 3.00 3.50 400 4.50 5.00 550 tmin
ik MRM &% (10 pg/L)
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