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3.1 K5
3.1.1 Hi¥ (CH;OH): faifafi,



3.1.2 ZJiF (CHCN) = faifhal,
3.1.3 HR (CHx02) : JiiEZk.
3.1.4 LM% (CHsCOONH.) : JiitidR.
3.1.50.1%HR-10 mmol/L LBRE/KIFIR: FEEERHER (3.1.3) 1mL, FRNLERE (3.1.4) 0.771
9. FH/KVEMEIFE 25 2 1000 mL.
3.2 ¥

R A& FIERE . 2 RS SEPEHIRAE . ARSCHRAE . A& FZRIR . M FUSENR . SESCTE IR
e ARHARE. PEHLARAE. B ARAE. Dy ARAE. ARSIPUHBAE. FERAR IS, IR, A%
PR IEARAMVT RN L . JESEHh . EARAh YT RS BARATT . SEARAIT . R ERAA
e, AR e, HEVCTRE. BRI BRI T URMEER . JEvkHb T KR BIBEAR. JEHE
P BARFIER . WEE B BEE . BEEUTER . REARHSE . PR TR, WRFEEK. BRIAME
O MAIFRE HRIPETE. MR, AR, SUMPEVE. BUEReG, FokIFRE. SEE. AEE
e, EIMEG ., BbTRRE. HOPEVE. RETEVE. PEARENEE. SChiiESE. SURTREL. SSEALE. FIOR
BT WR Bl Eri /R N-BAJ B An B . NON-XUZs P AT B . 0 T gl . RIrTEEb 22, 48
MEL FEB . REWE, wRE. RRERZ. RIEERL RGN, B RRER. T
TN, IR H U ER AR S SRR SECAFR CAS BSR4
TR AR AL 4iEE>98%.
3.3 trEARECH
3.3.1 ARAERE TR : A RS BRI M . A% ZnEfe . FRAE S SRR E . BRSO AN E . A 51K
Ik $EBIENR . ZEEEPGHIIBAE. ARHABAE PO AE. AP AE . Do ARE . AR S G ARk |
T HIAS . LHARAE. ASHIMLEE . VRARAYT R ANER . JBZEHT . SR fRAhyT . A W fkih
T BT ZIEMIER IR, fhkdidE. HITwRE. JERMT. BERERMARM T ke,
IEHE L ARFIEIR. R REHLSE . BARSIER. WSS BEE . BEEUSER . RRHE. =t
HRI. PRI, BRIEMAS , AEFISFRE. S7hidtvl. ik, 5. SUEPERE. Fsme o, 4L
R, HEE. SR, RN, BSTURE. HPEPE. RVERE. POl SCREE. A
AR EEILEA . HOREE TR BT R N-BR 2 RO i . NON-XU2s S G Al il 70
THEEE. FATEELZ . MREEER. JFEALM. REE. wIiRE. RREHE. RITEFR. KX
I R, BRECH. T AN 2 IRER . — FXUICHTHEER bRt i (3.2) 0.01 g CR&Afi 22 0.000 01
g T 10mL FEMF, HEEMFEIFES, SRR 1 mg/mL KGR, -20 CROGIAE, H2
WI3AH.
3.3.2 VR AFMEE: > Bk BRI (3.3.0) &R, FHWEE (3.1.1) B iR & bnvtE e,
R~ kg2 ERR . RS PO AE . SRS RIIRAR. W FUSEAR. S50 HR
JE. ARHIBAE. VO ARAE. BBLCHOARAE. Do fHh AR, ARSI HLARAE . ARG, A HRARAE. A%
FIMLIEE . JESEHT . AT RS AR T SR T MR R, fukhidE.
VLo, JERHCF. BRAs MR T kMG, JEIE T M BIBIR. e DS SRR it
WAIER . BUEE. BEECTER. MIEHCT. =M. FEGL. sRikmeS . KRAISTRE. SRR, B
BE. M. SRETEVE. BTt FLoRIFRE. fAE. LRt BWYbTERE. HhiaeE. AT
P PRI SRR SR SRR, SUOSILER. WA TR, BT AR . N-FRLZS S A B



N N-XUE R P AT ] 70T Gl HRE R SRR WARE . RIGER. KSR, BRECHR.
TR SRR IR FE N 10 pg/mL, #ARATTHRERENEE . RIEK ., A EMERE, =T
bz, REWZ., RREZ. BHZAERKE N 100 pg/mL. BHVIERSIHE (WE 1D Mk
BORA PR, ERYI AR EE 4 )2 100 ng/mL AT 1 pg/mL, Il H S ECH)
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4.1 BMEHEEE- BB BA %S TR,

4.2 SHrRIE: a5 %4 0.001 g, 0.000 1 g A1 0.000 01 g.
4.3 Bilil: HiE>4 000 r/min.

4.4 BREKEERE.

5 DHEER

5.1 it #EHI &

FEEFREUES 1 g OREWAIZ 0,000 1 @) , BT 50 mL &4, MEEE (311D &g, #H
FEHL 15 min, BOARER, AP QLD @& EREMTSEMIR, W SIEBORTE-20 C
FAFFACE 24~48 h, I I ATALRE SR BVEE I E) 5 5000 r/imin 250 5 min, _FiERE AL IERE
BLPE(0.22 pm, HHLAH), HUSHERAE AR -

5.2 XF/BEEH
5.2.1 BIERMH
a) {OiEt:: Cigkl, 1.8 pum, 2.1x100 mm, ERiEAEA 2% .
b) WEIA: AN 0.1%HER-10 mmol/L Z./&4k (3.1.5) , B NZME (3.1.2) , BHEEE LML
W# 1.
¢) ViiE: 0.3 mL/min.
d) i 40 C.
e) FHEE: 5uL.
*k1 SEBERRER

5 [8] /min A: 0.1%F #2-10 mmol/L Z.E:%%/% B: 4%

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

5.2.2 FRi%EE
a) BB HWBES E A B
b) KT Z NN (MRM) .



c) FHA: Noo

d) FLEEAAHE: 8 L/min,
e) WisHE: 500 V.

f) AMiEE: 350 °C.

9) BYHEHIE: 3500V (+) 3000V (-)
h) ¥ E: 11 L/min.
i) BESURSE: 250 C.
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52 TG
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56 SEHR
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267.1 190 135 16 T
58 i 598 /R
R 267.1 145* 135 24 +
- N- 5.2 B 5 A 266 139 135 30 +
i 266 125* 135 30 +
N,N-X 2 H 3 P AR 252 139 135 30 +
60
HH e 252 125* 135 30 +
240 166 135 10 T
61 Vo Bl
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237 194* 135 8 -
62 ) a] B b
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63 RS
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* 3 EMMRIERENBETFFENSARTRE

X TFHEE (%) k>50% 50% =k>20% 20% =k>10% k<10%

RV MZE (%) +20 +25 +30 +50

6 MR

LR L g I, 75 FhEARRR I 2= 25 s e PR W3R 4.
4 IEEFMUEAYRE TR

E TR R RS R (ng/g) | TERSHERG IR (ngle) | BURFEM IR (ug/g) | A H PR (o/g)
1 ) 1~ 0.024 0.22 0.069 0.22
2 1 51 i R 0.025 0.37 0.11 0.37
3 e T S Niiip:FilElS 0.11 0.88 0.27 0.88
4 BRAR AR A 0.054 0.81 0.25 0.81
5 & HIH R 0.055 0.23 0.24 0.24
6 LYIIES 0.023 0.33 0.10 0.33
7 ZE PR 0.036 0.53 0.16 0.53
8 fe AR E 0.017 0.25 0.078 0.25
9 AR FIE[ 0.23 0.83 0.26 0.83
10 VG H R E 0.025 0.38 0.12 0.38
1 Pttt Rk 0.076 0.26 0.08 0.26
12 TR B 75 Hiy AR A 0.035 1.8 0.26 1.8
13 T B4 0.025 0.37 0.11 0.37
14 AL H AR R 0.06 0.88 0.27 0.88
15 it 0.025 0.38 0.12 0.38
16 AR AT T R R AN R 1.2 0.64 45 45
17 JE BT 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 AT 0.043 0.35 0.34 0.35
21 FAABIT 0.033 0.49 0.42 0.49
22 AL AE 0.041 0.61 0.19 0.61
23 fib ik AE 0.03 0.45 0.14 0.45
24 (AU 0.018 0.27 0.084 0.27
25 JE R T 0.026 0.39 0.30 0.39
26 B3R s AR AT T 0.10 0.64 0.17 0.64
27 MR P2 0.024 0.36 0.11 0.36
28 A T 0.12 0.48 0.15 0.48
29 & 51 R 0.049 0.64 0.17 0.64
30 Je LT 0.49 0.32 0.26 0.49
31 B 1% 5 B 0.028 0.41 0.13 0.41
32 ik s 1) 0.024 0.36 0.11 0.36
33 Bl 0.024 0.32 0.092 0.32
34 ANy 0.025 0.35 0.11 0.35




35 AE 2R Hb S 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 kK 9.4 7.0 2.7 9.4
39 IR A e 0.027 0.39 0.12 0.39
40 555 4F 0.023 0.34 0.1 0.34
41 ErEoAuiiMeE 0.043 0.35 0.11 0.35
42 [LAT0IN 0.027 0.40 0.12 0.40
43 = 7SS 0.025 0.37 0.12 0.37
44 ST VG P 0.035 0.38 0.12 0.38
45 i 7 e 0.024 0.34 0.11 0.34
46 ok pE 0.026 0.38 0.12 0.38
47 E 0.091 0.35 0.16 0.35
48 S LS 3.7 35 2.1 37
49 poafliiEey 0.027 0.4 0.12 0.40
50 LM TIiRE S 0.024 0.36 0.11 0.36
51 Hh G P 0.027 0.4 0.12 0.40
52 Eie 0.024 0.36 0.11 0.36
53 VA i B 0.023 0.35 0.11 0.35
54 SR 0.025 0.36 0.11 0.36
55 SRR 0.024 0.35 0.11 0.35
56 AEILE 0.39 0.86 0.26 0.86
57 FRORB T iR 0.025 0.37 0.11 0.37
58 Rl R 0.058 0.35 0.11 0.35
59 N-ERL 25 R A A it B 0.066 0.98 0.30 0.98
60 N, N0 2 FF 2 7 7 1 0.038 0.35 0.11 0.35
61 WT Bz 0.06 0.88 0.27 0.88
62 H L% 7.1 5.1 2.9 7.1
63 HREER 0.028 0.42 0.13 0.42
64 BAs el 0.06 0.90 0.28 0.90
65 L2 5.5 6.7 15 15

66 A AR E 0.13 0.35 0.11 0.35
67 SR B 2.0 1.5 3.9 3.9
68 R 0.096 0.32 0.084 0.32
69 KUK 0.057 0.85 0.26 0.85
70 =2 39 9.0 12 39

71 JR BT 0.57 3.2 0.84 3.2
72 TR 0.049 0.64 0.17 0.64
73 RN 0.046 0.35 0.11 0.35
74 SR 0.049 0.64 0.17 0.64
75 JHER 5.0 5.8 2.8 5.8
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RALTSHIEERMUFAMIRERN PRI, RIXBR. CASERS., S FRANBENSFE

Jrs Hh LA FR FELAATR CAS &5 ¥ X HFE
1 I 1T Reserpine 50-55-5 CasHaoN209 608.68
2 1% 51 e Gliquidone 33342-05-1 C27H33N306S 527.21
3 PR P AR A Hydroxyhomosildenafil 139755-85-4 C23H32N6OsS 504.60
4 BRA AR Thioaildenafil 856190-47-1 C23H32N603S2 504.67
5 I TIENI Glibenclamide 10238-21-8 C23H2sCIN3OsS 494.00
6 & 51 22 Ik Glimepiride 93479-97-1 C24H34N405S 490.22
7 LG R Homosildenafil 642928-07-2 C23H32N604S 488.22
8 R IR E Vardenafil 224785-90-4 C23Ha2Ns04S 488.22
9 AR ¥ E| Hongdenafil 831217-01-7 CasH34N6Os3 466.58
10 [iip:iFi &) Sildenafil 139755-83-2 C22H30N604S 474.58
11 Ptk AR Pseudovardenafil 224788-34-5 C22H29N504S 459,56
12 TR 22 7 b AR Norneosildenafil 371959-09-0 Ca2H29N504S 459.56
13 SR PIIPS Repaglinide 135062-02-1 Ca7H36N204 452,27
14 AL HARE Noracetildenafil 949091-38-7 C24H32N603 452.56
15 IS Glipizide 29094-61-9 C21H27N504S 445,53
16 VEARAYT 2 BREN 2R Lovastatin Hydroxy Acid, Sodium Salt 75225-50-2 Ca4H37NaOs 444,54
17 JE B Nimodipine 66085-59-4 Ca21H26N207 418.44
18 FERABTT Simvastatin 79902-63-9 C25H330s 41857
19 AT Amlodipine 88150-42-9 C20H25CIN2Os 408.88
20 IEARARTT Lovastatin 75330-75-5 C24H3605 404.54
21 FARAMRTT Mevastatin 73573-88-3 C23H3405 390.51
22 L= Y bR VE 2 Aminotadalafil 385769-84-6 Ca1H18N404 390.39
23 ik E Tadalafil 171596-29-5 C22H19N304 389.40
24 MEVT o Zopiclone 43200-80-2 C17H17CIN6O3 388.10
25 Je & T Nisoldipine 63675-72-9 C20H24N20s 388.41
26 EE T4 Dehydro Lovastatin 109273-98-5 C24H3404 386.53
27 IR I 5 Prazosin 19216-56-9 Ci9H21Ns04 383.40
28 E[BESINE Felodipine 72509-76-3 Ci8H19CI2NO4 383.07
29 1% H1 MR Glibornuride 26944-48-9 CisHasN204S 366.48
30 JE B Nitrendipine 39562-70-4 Ci8H20N206 360.36
31 2% 5 Rosiglitazone 122320-73-4 C1sH10N303S 357.11
32 nH g %) Bl Pioglitazone 111025-46-8 C19H20N203S 356.44
33 P Tetrahydropalmatine 2934-97-6 C21H2sNOa4 355.43
34 it S R Aceclofenac 89796-99-6 C16H13CI2NO4 354.18
35 T K Hh P Nifedipine 21829-25-4 C17H18N20s 346.34
36 =Wt Triazolam 28911-01-5 C17H12C12N4 342.04
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37 H I Sinomenine 115-53-7 Ci9H2sNO4 329.16
38 BRFEK Furosemide 54-31-9 C12H11CIN205S 330.01
39 R e Midazolam 59467-70-8 C18H13CIFN3 325.77
40 51554y Gliclazide 21187-98-4 CisH21N303S 323.13
41 57 hL P Lorazepam 846-49-1 C15H10CI2N202 320.01
42 10N Phenolphthalein 77-09-8 C20H1404 318.33
43 ZEINE Dioxopromethazine 13754-56-8 Ci17H20N202S 316.42
44 ST PGP Clonazepam 1622-61-3 C15H10CIN303 315.04
45 Ry 37 e Alprazolam 28981-97-7 C17H13CIN4 308.08
46 LR pE Zaleplon 151319-34-5 C17H15NsO 305.13
47 AR Chlordiazepoxide 58-25-3 C16H14CIN3O 299.08
48 el Hydrochlorothiazide 58-93-5 C7HsCIN304S; 297.74
49 Brasil Lty Estazolam 29975-16-4 C16H11CINg 294.06
50 LSpie S Oxazepam 604-75-1 C1sH11CIN202 286.05
51 HhvE Diazepam 439-14-5 C16H13CIN20O 284.07
52 FiElripas Nitrazepam 146-22-5 C15H11N303 281.07
53 7 A3 it B Sibutramine 106650-56-0 C17H26CIN 279.85
54 pEALET Venlafaxine 93413-69-5 C17H27NO:2 277.20
55 FRI Chlorphenamine 132-22-9 C12HsN7O12 439.21
56 FRALE Chlormezanone 80-77-3 C11H12CINOsS 273.74
57 FA ORI T R Tolbutamide 64-77-7 C12H18N203S 270.10
58 BT 5 7% /R Atenolol 29122-68-7 C14H22N203 266.34
59 N-17 L N-Monodesmethyl Sibutramine 168835-59-4 Ci6H24CIN 265.83
7 A i B
60 NN-TEFE N,N-Didesmethyl Sibutramine 84467-54-9 C1sH22CIN 251.14
G A it B
61 T G Salbutamol 18559-94-9 C13H21NO3 239.31
62 ] nf b Secobarbital 76-73-3 C12H17N20s 237.28
63 HEEE Melatonine 73-31-4 C13H16N20: 232.12
64 Zag e Fenfluramine 458-24-2 Ci2H16F3N 231.12
65 R L2 Phenobarbital 50-06-6 C12H12N203 232.08
66 AARE Clonidine 4205-90-7 CoHoCl2N3 229.09
67 B Z Amobarbital 57-43-2 C11H1sN203 226.13
68 R Captopril 62571-86-2 CoH1sNOsS 217.29
69 K LR Phenformin 114-86-3 Ci10H15Ns 205.13
70 =2 Barbital 57-44-3 CsH12N203 184.08
71 JR B Ephedrine 299-42-3 CioH1sNO 165.11
72 TR buformin 692-13-7 CeH1sNs 157.22
73 IR Tranexamic Acid 701-54-2 CsH1sNO2 157.21
74 ZHIXUAR Metformin 657-24-9 C4H11Ns 129.10
75 JHIR Nicotinic acid 59-67-6 CsHsNO2 123.11
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