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3.1 K5
3.1.1 HE (CH;OH): fhif4di,



3.1.2 )i (CHsCN) : fhiali,
3.1.3 HEE (CH02) : Ji%.
3.1.4 ZFR% (CHCOONHs) : Fiife.
3.1.50.1%F R-10 mmol/L ZPRE/AKIE: FE &R (3.1.3) 1 mL, FELKRE (3.1.4) 0.771
g, F/KIEMEIFE 45 % 1000 mL.
3.2 ¥

ML MBI . RS P IRAE . BARSCHUIRAE . M BUZRIR . #EAUSRAR . S5 PG IS
e RHIRAE. PEHLARAE. ARLCb PR, O IRAE. FRBEPRIRAE. ERkkSIAS . AHLIRAE. 4%
G . VAT R RN EE . BB ey A AT AR REAMIA
PrE. fhukHidE. N RE. BRI BUREIEAM T . IRIREE . JEVEHLSE . RS HIBEAR. JE R
P BASHIER . s SRR Bl BEEOTER . AR St E L PRIEK. DRIAM:
O BAISERE SRR, BBk, RN, SUHTERE. BTG Lok RE, SRR A
We. ARG, BUDTERE. HLPERE. RETURE. VEARH ). SChnkSE . SORMREL. SUORALER . WK
S TR BB /R . N-BRLL I SE A I . NON-X s FROEFEAT BB . ¥D T gl =)l B bb 22, 4t
M. IFHEB . REWZ, wiRE. FRE%, RIEER. KON, B, RS, T
TR BRSO B AR AE S K SCAARR L SESCEAPR. CAS BT 71 UM 73
TR A E AL, 4iE%>98%.,
3.3 FRERIRECH
3.3.1 ARAERE AT A BIRE S AREURI ML A% SR . PR BEPHNE . BRI R M5 512K
ik k&AM SFEEPUHITAE, R AR PEHARAE. RLCHARE. Wb AR RS pE H AR E
IR HIGR  ALHIRAE . AR FUMERE . WA VT R IR AN SR . JESEHT . SR ARARTT . AR ARt
T RARMIT . EEAE AR fhukhzaE. KUCke. BRI, BREEAMh T IR, JF
IEHCE . KEFIEIR . JEREHST . PSS s BIE . PEE . BEECTRR. AR =
HRD PRIEK, DRIAMES . A& FIFFRE. STHiravE. Bk, SN, SUHPEPE. Pt 4L
KA, SR, SAEMERE, EIMS, BbFaRE, HOPEPE. RPEVE. PEAAEN . SChikE. &
AR FESLE . FOREE T IR, BT R . N-S 2 FRER A B . NON-X2s FRBE PR i Bl b
TRERE. AT, BB, FEN. RKEHZ, R RREE RITER. KX
A Bz, BREH. T A0 = PIHRR. = XUICHRBRARHE S (3.2) 0.01 g CFEHfI % 0.000 01
g) T 10 mL HEIRH, WEEMEIFER, [FEEAN 1 mg/mL P&, 20 CROGIAE, AL
WM3INH.
3.3.2 JREMEE: 2R BB A (3.3.1) WEE, FWEE (3.1.1) Fkk R & britk o e,
AR K FIERR . RIS PE AR BRASCHUAR AR B FIPRIR . A& FUSENR . S22 P A
e RHIRAE. PEHLARAE. ARLCb PR, O IRAE. FRBEPHIRAE . ERkkSIAS . AHIRAE. 4%
FUNEEE, JE T, Al T M AR T el T EEMA SR s R AR E
PLripE . JEZMF BRI T IRPEIE . JEVS S A& FIBIR . SR BE . DS SIER . it
MR Bl BERSSER. PRI, =R, HER. BRAMEG . MBISTRE. SRETE. B
B, AR SURETERE. BTmktr, Fokre, @E s, LAt ByDTEPE. Hhpgek. s
P VAT ORI . EURTRERL. SSEALER . FFORmE TR, BRI . N-BR 2 R A A



NN B PRAT I WD T el R R ZFmbil]. AIRE . RABER KO, FREH
TR, AR FUGR A 10 pg/mL, ISRALTT IR EL . PRIEK, A&, Al
tez, AEHZ., RREH%Z. BEHZAERIKE )Y 100 ng/mL. HHEYIRREIHE (R 1D WM
R A AREAE A, IR BIREE 23 50 100 ng/mL AT 1 pg/mL, I A B BECH

MYUBEANILF
4.1 SMEHEEIE-BERFIEN: A RS S .
42 PHRF: EE5r8 0.001 g. 0.000 1 g F10.000 01 g.

43 BEibHL: $%>4 000 r/min.
44 BERKELSE.

5 TIER

5.1 iXHESI &=

REERIRER 1 g GREFIZE 0.0001g) , BT S0mL &&8Md, MHRE (3.1.1) &&, #H
FRHL 15 min, BOAE=RE, HPEE 311 EF CEREMPEGMAR, WFE SR EBURE-20 C
AT A 24~48 h, B[R] ATALEE SR TRVEIE I E ) 5 5000 r/min &0 S min, FIEHEMILIENR
HPE0.22 pm, FHHUAH), SRR AR
52 (UBFSEEH
52.1 BIEEH
a) k. Cisht, 1.8 um, 2.1x100 mm, SEPEREAH 2.
b) WEhM: AN 0.1%FER-10 mmol/L Z % (3.1.5) , B ALK (3.12) , BHEHEIEF
W# 1.
¢) {itif: 0.3 mL/min.
d) HE: 40 C,
e) FFEE: 5uL.

* 1 BERERRIER

B[] /min A: 0.1%F#R-10 mmol/L Z.B%:/% B: ZJ/%

0 90 10
2 90 10
2.1 65 35
4 65 35
4.1 60 40
6.5 60 40

20 80

20 80
9.1 10 90
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¢) FA A Noo

d) TESIME: 8 L/min.

e) WiZHEk: 500V,
£ SR 350 °C.
g) BAEHIE: 3500V (+) 3000V (-)

h) B -

i) BAIRE: 250 C,
P EME TR, EEE . BAEHEE. RS TR 2.

11 L/min.
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TS fees (mz) | (m/z) V) (eV) AL
609.2 448.1 135 28 +
1 F) 1~
609.2 397.1%* 135 24 +
528 403* 135 7 +
2 1) P il
S 528 386 135 19 +
505 487%* 135 20 +
3 AL T Pl
505 448 135 20 +
4 AR b
495 369 135 6 +
5 Bl 2K ik
1:% JZIK 495 169%* 135 18 +
491 352 135 7 +
6 |
LZIIES S 91 126 135 23 +
489 311 135 20 +
7 ZE Bl
5 5 h L AR AR 259 13+ 135 20 "
489 299 135 20 +
8 G b
475 377 135 20 +
9 Hh
467 420 135 20 +
10 4
. 460 430% 135 20 +
11 SLp#:LE ]
460 377 135 20 +
. 460 377 135 20 +
12 BB PE AR
460 329% 135 20 +
453 162 135 20 +
13 Bk A 4%
515 453 6% 135 20 +
453 406 135 16 +
14 EAN
o AR 453 353* 135 24 +
446 347 135 +
15 IIlig
R SR 446 321% 135 +




445 343% 135 10 +
16 WA T RN EL
e THERRE) 445 173 135 30 +
419 343% 135 10 +
17 ELRRT
JBSAY 419 301 135 20 +
419 285 135 20 +
18 EARMYT
o 419 199% 135 20 +
409 294 135 10 +
19 AT
HA 409 238% 135 10 +
405 285 135 20 +
20 EARAYT
405 199% 135 20 +
391 185* 135 20 +
21 AT
el 391 159 135 20 +
391 269% 135 20 +
22 ST F
= 391 262 135 20 n
390 302 135 20 +
23 LRy
sty 390 268* 135 20 +
389.2 245% 135 10 +
24 N
s 389.2 217 135 20 +
389 239% 135 10 +
25 Je % T
389 195 135 20 +
387 199% 135 10 +
26 iR SR ARAR YT
Bes2 it 387 173 135 10 +
) — 3841 | 247.1% 135 28 +
384.1 138 135 28 +
‘ 383.9 352 135 10 +
28 v Hh
383.9 338% 135 10 +
367 170% 135 10 +
29 KA iR
367 152 135 20 +
‘ 361 329 135 20 +
30 JE T
361 315% 135 10 +
358 135% 135 23 +
31 5% 5 il
F S 358 107 135 23 +
357 134% 135 23 +
32 L 1% %71 il
LEdLe 357 119 135 23 +
356.4 192% 135 30 +
33 #
PR 356.4 165 135 20 +
355 251 135 10 +
34 S
AT 355 215.8* 135 20 +
347 315% 135 +
35 il % b >
* 347 2459 135 +
343.1 314.9 135 28 +
36 =Mty
343.1 308* 135 24 +




330.1 180.9 135 30 +
37 R
330.1 58% 135 40 +
329 205% 135 30 -
38 R ZE>
RER 329 126 135 30 -
X 326.1 291%* 135 24 +
39 7 SEIALEEN
326.1 243.9 135 28 +
324 127%* 135 15 +
40 HI 55
HeAEAs 324 110 135 19 n
321.1 302.9 135 12 +
41 BrEOAliCpAE
ST 321.1 275% 135 20 +
319 225% 135 30 +
42 Py K
319 105 135 30 +
317 167 135 30 +
43 TR
317 86* 135 20 +
316 240.9 135 30 +
44 SR P
316 213.8* 135 40 +
309.1 281% 135 24 +
45 [ S e
309.1 274.1 135 24 +
306.1 264 135 20 +
46 FLok
306.1 236%* 135 20 +
300.1 283%* 135 12 +
47 A
AR 300.1 241 135 12 +
296 268.9 135 20 -
48 S E e
St 296 205% 135 20 -
295.1 267* 135 24 +
49 ] e
295.1 192 135 20 +
287 241%* 135 20 +
50 ESUAIRER
~ 287 162.9 135 30 +
) 285.1 257.1 135 20 +
51 Hh g
285.1 222.1% 135 28 +
) 282.1 254 135 20 +
52 SRS
282.1 236%* 135 24 +
280 139 135 30 +
53 A A
i 280 125% 135 30 +
278.2 120.9 135 20 +
54 VIR
SCALIRF 278.2 57.9% 135 10 +
275.1 230.1* 135 10 +
55 AT
TR 275.1 166.9 135 35 +
274 154% 135 20 +
56 HFEFLE
274 103 135 20 +
271 155 135 12 +
57 KT T R
AT 271 74% 135 12 +




‘ 267.1 190 135 16 +
58 R 5 9% 7R
267.1 145% 135 24 +
5 N-FA 2 B 17 A7 iy 266 139 135 30 +
L 266 125% 135 30 +
NN-XUE A | 252 139 135 30 +
60
i BH 252 125% 135 30 +
240 166 135 10 +
61 YT M
TR 240 147.9% 135 20 +
B 237 194 135 8 -
62 &) n] BB
237 85 135 20 -
. 2331 | 1742% 135 10 +
63 REE
233.1 159 135 20 +
232 159% 135 30 +
64 S5 AL
232 109 135 30 +
231 188* 135 4 -
65 L7
Kiladete 231 85 135 20
230 212.8% 135 2
66 R E
230 159.6 135 38 +
225.1 182% 135 4 -
67 R
& = 225.1 85 135 20 i
218 172 135 6 +
68 T
FHUHA 218 116% 135 10 n
0 B 206 105 135 23 +
206 60 135 15 +
_ 183.1 | 140.1% 135 4 -
70 b2
183.1 85 135 20 -
166 148 135 30 +
71 R T ik
166 133* 135 30 +
158 60% 135 10 +
72 T K
158 57 135 20 +
B 158 95% 135 10 +
73 2 IR
158 67.1 135 10 +
130 71 135 23 +
74 — BT
130 60% 135 11 +
124 78 135 50 +
75 NAFR
124 50 135 50 +
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*® 3 EMTERENETFEENRARITRE

B FEE (%) k>50% 50%=k>20% 20%=k>10% k<10%

RV KW ZE (%) +20 +25 £30 +50

6 PR

MIEEREA 1 g B, 75 FRAREIR DAL S 25 (A H R L3R 4.
x4 IBERMEELRIE IR

EERs) E FAREIE IR (ng/g) | FEIRFERHIR (ng/e) | BT IR (ug/g) | AR HIR(ng/g)
1 Fl i~ 0.024 0.22 0.069 0.22
2 1% 3 i T 0.025 0.37 0.11 0.37
3 FR BB PE Hh FEAE 0.11 0.88 0.27 0.88
4 BRAR AR A 0.054 0.81 0.25 0.81
5 AN 0.055 0.23 0.24 0.24
6 EYIIES s 0.023 0.33 0.10 0.33
7 P I 0.036 0.53 0.16 0.53
8 (342 EIS 0.017 0.25 0.078 0.25
9 AR FiIE[S 0.23 0.83 0.26 0.83
10 FaHh AR E 0.025 0.38 0.12 0.38
11 Pttt Rk 0.076 0.26 0.08 0.26
12 I8 B 7 b AR 0.035 1.8 0.26 1.8
13 Tk B 0.025 0.37 0.11 0.37
14 A AR 0.06 0.88 0.27 0.88
15 & 5] s 0.025 0.38 0.12 0.38
16 ISR T R RR AN 2R 1.2 0.64 45 4.5
17 Je B 0.024 0.36 0.11 0.36
18 FARARTT 0.16 0.36 0.11 0.36
19 AT 0.024 0.36 0.11 0.36
20 ST 0.043 0.35 0.34 0.35
21 FAR AT 0.033 0.49 0.42 0.49
22 AL AE 0.041 0.61 0.19 0.61
23 fihik i 4E 0.03 0.45 0.14 0.45
24 (AU S 0.018 0.27 0.084 0.27
25 Je R b 0.026 0.39 0.30 0.39
26 Jit R B At v T 0.10 0.64 0.17 0.64
27 Wk WAk 0.024 0.36 0.11 0.36
28 e 0.12 0.48 0.15 0.48
29 1 B R 0.049 0.64 0.17 0.64
30 Je B b 0.49 0.32 0.26 0.49
31 B 1% 5 B 0.028 0.41 0.13 0.41
32 bt s 271 il 0.024 0.36 0.11 0.36
33 B 0.024 0.32 0.092 0.32
34 fits S R 0.025 0.35 0.11 0.35




35 fiH 2R T 0.024 0.34 0.10 0.34
36 =Wt 0.024 0.32 0.084 0.32
37 H I 0.035 0.33 0.10 0.33
38 WRZEK 9.4 7.0 2.7 9.4
39 IRk My 0.027 0.39 0.12 0.39
40 #5554y 0.023 0.34 0.1 0.34
41 B EATiiRe s 0.043 0.35 0.11 0.35
42 AT 0.027 0.40 0.12 0.40
43 AR 0.025 0.37 0.12 0.37
44 ST VE PR 0.035 0.38 0.12 0.38
45 ] e e 0.024 0.34 0.11 0.34
46 okt 0.026 0.38 0.12 0.38
47 AR 0.091 0.35 0.16 0.35
48 LS 3.7 35 2.1 3.7
49 A M 0.027 0.4 0.12 0.40
50 B 0.024 0.36 0.11 0.36
51 b G 0.027 0.4 0.12 0.40
52 EDibeE 0.024 0.36 0.11 0.36
53 78 A7 ith 1 0.023 0.35 0.11 0.35
54 hik 0.025 0.36 0.11 0.36
55 B Sl 0.024 0.35 0.11 0.35
56 AL 0.39 0.86 0.26 0.86
57 2R T R 0.025 0.37 0.11 0.37
58 Rl &% R 0.058 0.35 0.11 0.35
59 N- 2 A e A it 0.066 0.98 0.30 0.98
60 NN- U 5 F 5 7 1 1) 0.038 0.35 0.11 0.35
61 W R 0.06 0.88 0.27 0.88
62 w) ] P b 7.1 5.1 2.9 7.1

63 HRER 0.028 0.42 0.13 0.42
64 bix EL 0.06 0.90 0.28 0.90
65 REL % 5.5 6.7 15 15

66 AR E 0.13 0.35 0.11 0.35
67 S E b 2% 2.0 1.5 3.9 3.9
68 RFEE R 0.096 0.32 0.084 0.32
69 H AR 0.057 0.85 0.26 0.85
70 S22 39 9.0 12 39

71 JER B 0.57 32 0.84 32
72 TR 0.049 0.64 0.17 0.64
73 (kN 0.046 0.35 0.11 0.35
74 ZHXUIR 0.049 0.64 0.17 0.64
75 R 5.0 58 2.8 5.8
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75 BRI AR ERER
FA1 TSHIERR MU EBYIRERIP ISR, RLEH, CASERS . SFRAENHTE

5 A4 FR JEL AR CAS B35 Vonsabae AR5
1 Fl i~ Reserpine 50-55-5 C33H10N209 608.68
2 1% 51 W22 e Gliquidone 33342-05-1 C27H33N306S 527.21
3 FRILTE S P AR AR Hydroxyhomosildenafil 139755-85-4 C23H3N6OsS 504.60
4 BRAR AR A Thioaildenafil 856190-47-1 C23H32Ns0352 504.67
5 1% 51 2K R Glibenclamide 10238-21-8 C23Ha5CIN30sS 494.00
6 BT Glimepiride 93479-97-1 C24H34N4058 490.22
7 LB R A Homosildenafil 642928-07-2 C23H3:N604S 488.22
8 A AR Vardenafil 224785-90-4 C23H3N604S 488.22
9 AR:LEE[S Hongdenafil 831217-01-7 C2sH3N603 466.58
10 P AR Sildenafil 139755-83-2 C22H30N604S 474.58
11 Ptk AR AR Pseudovardenafil 224788-34-5 C22H2oN504S 459.56
12 IREETGHL AR AR Norneosildenafil 371959-09-0 C22H29N504S 459.56
13 Tt 51 % Repaglinide 135062-02-1 C27H36N204 45227
14 FillEam: 1% IS ]S Noracetildenafil 949091-38-7 C24H3:N6O3 452.56
15 it Glipizide 29094-61-9 C21H2/N5048 445.53
16 | WWARMEITHRERMMEL | Lovastatin Hydroxy Acid, Sodium Salt 75225-50-2 C24H37NaOg 444.54
17 Je B b Nimodipine 66085-59-4 C21H26N207 418.44
18 FARAT Simvastatin 79902-63-9 CasHi30s 418.57
19 T Amlodipine 88150-42-9 C20H25CIN2Os 408.88

20 EARAYT Lovastatin 75330-75-5 C24H360s 404.54
21 FEHARTT Mevastatin 73573-88-3 C23H3405 390.51
22 AL AE Aminotadalafil 385769-84-6 C21HisN4O4 390.39
23 ik hz e Tadalafil 171596-29-5 C2Hi9N304 389.40
24 {2 L v B Zopiclone 43200-80-2 Ci7H,7CINO3 388.10
25 Je R HhF Nisoldipine 63675-72-9 C20H24N206 388.41
26 RIS AR T Dehydro Lovastatin 109273-98-5 Ca4H3404 386.53
27 RS Prazosin 19216-56-9 C1oH21N504 383.40
28 e Felodipine 72509-76-3 CisH19CLNO, 383.07
29 1% 51 iR Glibornuride 26944-48-9 Ci1sH26N2048 366.48
30 Je B b Nitrendipine 39562-70-4 C1sHaoN2Os 360.36
31 5 ¥ 51 T Rosiglitazone 122320-73-4 CisH19N303S 357.11
32 AL g 1) il Pioglitazone 111025-46-8 C1oH20N2038 356.44
33 ¥ Tetrahydropalmatine 2934-97-6 C21HasNOy 355.43
34 it S R Aceclofenac 89796-99-6 CiHi3CLNO, 354.18
35 fiH 2R T Nifedipine 21829-25-4 C17H15N206 346.34
36 =Wt Triazolam 28911-01-5 C17H12ClNy 342.04
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37  RETR Sinomenine 115-53-7 C1oH23NO4 329.16
38 WRZEK Furosemide 54-31-9 C12H11CIN2OsS 330.01
39 IRIE LA Midazolam 59467-70-8 CisHi3CIFN; 325.77
40 55 F Gliclazide 21187-98-4 CisH21N3058 323.13
41 55 B P Lorazepam 846-49-1 CisH10C1N2 0, 320.01
42 Tk Phenolphthalein 77-09-8 Ca0H1404 318.33
43 TR Dioxopromethazine 13754-56-8 Ci17H20N20,8 316.42
44 SAHTE R Clonazepam 1622-61-3 CisH10CIN3O3 315.04
45 (R Alprazolam 28981-97-7 C17Hi3CINy 308.08
46 LR Zaleplon 151319-34-5 Ci7H1sNsO 305.13
47 SR Chlordiazepoxide 58-25-3 C16H14CIN;O 299.08
48 S e Hydrochlorothiazide 58-93-5 C7Hs5CIN304S; 297.74
49 A e Estazolam 29975-16-4 Ci6H11CINyg 294.06
50 B Oxazepam 604-75-1 C1sHi1CIN2 O, 286.05
51 Hh P P Diazepam 439-14-5 CisHi3CIN,O 284.07
52 TP Nitrazepam 146-22-5 Ci1sH11N303 281.07
53 PG AT Sibutramine 106650-56-0 C17H26CIN 279.85
54 hik Venlafaxine 93413-69-5 C17H2/NO; 277.20
55 SRR Chlorphenamine 132-22-9 C12HsN7012 439.21
56 AL Chlormezanone 80-77-3 C1iH12CINOsS 273.74
57 TS T IR Tolbutamide 64-77-7 C12H1sN20s8 270.10
58 R % i 7K Atenolol 29122-68-7 C14sH22N20;3 266.34
59 N R N-Monodesmethyl Sibutramine 168835-59-4 C16H24CIN 265.83
P A3 1 B
60 NN TR N,N-Didesmethyl Sibutramine 84467-54-9 CisHaxCIN 251.14
VA i A
61 W g Salbutamol 18559-94-9 Ci3H21NO;3 239.31
62 G =S Secobarbital 76-73-3 C12H17N203 237.28
63 HRER Melatonine 73-31-4 C13HisN>02 232.12
64 i L] Fenfluramine 458-24-2 C12Hi6F3sN 231.12
65 FEOHLZ Phenobarbital 50-06-6 C12H12N20;3 232.08
66 URE Clonidine 4205-90-7 CoHoCl>N3 229.09
67 FREL % Amobarbital 57-43-2 C11HisN20s 226.13
68 RIEEF) Captopril 62571-86-2 CoH1sNO3S 217.29
69 K AU Phenformin 114-86-3 CioH1sNs 205.13
70 etz Barbital 57-44-3 CsHiN>03 184.08
71 R Ephedrine 299-42-3 CioHisNO 165.11
72 TR buformin 692-13-7 CHisNs 157.22
73 RN Tranexamic Acid 701-54-2 CsHisNO; 157.21
74 ZHXUIR Metformin 657-24-9 C4H11Ns 129.10
75 JH R Nicotinic acid 59-67-6 CsHsNO, 123.11
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