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H ket th BB ZERAGMEE. AEREEFRD AT 45 E RSN E

1 SEE

AARUERE T MR PR ZHE T A B LIy L R ] 455 DA P S e AR R VR L S
R - S 6 P V2 AT BOAT €% - ER B B vk TN 5 T ik

APRUETE ] T MR PR LEA R B R P Ly L PR ) AR5 DA B S BEIRTLE VR L /<
R € - ST R P V2 RO €00 385 - £ B B0 i M s i

2 s At

N B A R AR S A AR UE 15 | T B AR UHE ) 4k o LT FHR S L S, 3L
Bt 5 T S SO CRAFRER G P28 BAEIT MOSANIE F T AhruE, SR, Sl 4 Ahx
PREI JS AL ) % D7 B 9 A2 A P A R X S8 SO IR R BT AR o FL AN IR 5 TR SO, Hodsoln
WA TE FH T A bRt o

GB/T 6682 43K 5k 56 5 FH A% RS /570 (GB/T 6682-2008, 1SO 3696: 1987, MOD)

GA/T 122 EW) o 2 R

Bk RBEIIETL

3 R

K R BERS eV I U - DU A BN IR S BE AR S R AT B, Tl I B s B A a4 B 15 15
EABIER AN R T e A A, RS S AT B S e T BT (T (A 1
VIR R AR 0 A DT M 5 S B HLAR

4 R
Ny PRV AR 43R ) B (MOP).
5 BERE

FHWR & W PSR s i AR S A i L 5 9 (29 150~200ul), 3 ~ 5 43405 M
(23T

6 HRIE

6.1 FHME

PUTFEIX C I Ly, MMNAX T R EAT, PEom R h AR S MESR Y T
6.2 At

FEIX C KPR T SIS LT, $2o IR TG E 2R J5T il A< v ey A JE 7
300ng/mL LA T
6.3 T
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JRPEX C RIBUR A tanty, SRR, WEFRR.

B AUHEIE-BUEIRHNE

7 R

BT, W R AT A5 RIAEL) pHO.2 B AT & R R EE(O: DA EIR A R Y, H
TR A P LR il bR R AR DR 5 b L IR SRR TR J5 S 0 €8 - R 6 FH A
BHATREI, 225 PATHRAE I S ey M, ey el ] Ay DRI B LA, AR B I ) RS FE R
BT

8 FIFAkAHL

BRI RSN, AR HT4E, KA GB/T 6682 BUE I — 2K K.
8.1 BZEEAIME. PDMEFAR] 45 E X B &

4l E>99%

8.2 EBAZEENDME, FGMEEFDAT R E X B GIA R AN E &

3 R B RO R B RN i L Wb, i) A DR, R RERC B 1mg/mL R0 HE
i, BT -18°C AR IRAT, TRAFHIN 1 AF . 6 b i L B B AR e B V3 N ik
iSRRI, fBAEAE 4 CUKER T, RAFHIR 6 S H o

)P

SRz,
10%SEMBR -
AERET .

mEnzE.

WEDEE iR
pH9.0~9.2,

.9 HfE,

10 .

11 0.1% T EBERNER.
12 0.1%i%iEE AR
13 KREER.

14 0. 1mol/L ZEZHR -
15 MSTFA.

16 ZH.

® © 0 ® 0 ©
© N o g &~

©® ® ® ® ®» ® ® ®

9 Vg

9.1 SiEGiL-FRithk AN
fidH &R (ED.

9.2 HWXRFE

JH 0. Img.
9.3 UK.
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MR &R,

B0,

[ERKAE-

TER.

Bikas.

BEBORKE.

10 RRERE

© © © © © © ©
© 00O N o O b

10 MESER

10.1 #H@mimkE
10. 1.1 RIGEHEERE

BURW 2mL &1 10mL HL 28208, I 10% A S AL B8O 2 pH9.0~9.2, I ImL
MRS rhif, M7 NEE9: D)3mL 3810, el & B0, BB ANER S — B0,
25 60°C 7RI T N IR SR BRI TR IFH(S0pL)  IERE (20D, AT, B (S00W)
FIZEAL 3min, 60°C KBS0 T, SREH 30uL IR, B Tul BEAH A 1%-
SR IR FH A 3 BT o
10.1.2 R B RS EES) AT #5 E B $2 BY

IR 2mL & F 10mL FLEESLLEH, A 0.2mL iR ERERW /K /K A# 30min, HUH,
REJEIA ImL 1T R, WigRE . B0, FFEAHUZ, H 10% S5 2 pH9.0~
9.2, LAUFIE 10.1.1 T F#4E.
10.1.3 MMi&KEIZFRER

Bl 2mL #F 10mL 2 FE 2.0, i 2mL #RP 2 ph, F &5 7 N IE(9:1)3mL
PEEL, BURIA 10.1.1 350 R 145
10.1.4 £A404RER

B BT BN A0, FREL 2g, I\ 2mL 7K, FEIIA 0.4mL iR EE1R , Wh /K% /K fif 30min,
B, 10% S A BRI 22 pHY.0~9.2, LUK A 10.1.1 T R H4F
10.1.5 FEXRIREE
10.1.5.1 BERAE

Wi R AR BB, RIRAL bR .
10.1.5.2 BRULE

BRFESK I 0.1%+ e LRIV . 0.1%VEV RS KR P 9 3% e s — K,
B TR BT 1mm B, fEK
10.1.5.3 BRIMFEE. 1k

FREX 50mg B4, I ImL 0.1mol/L #h ¥R, 45°C Kitr/KM# 12~15 /Nif ek 1
NI CEE T BERE IR Sk ), B G H 10% 28 A0 B MR 42 pHO.0~9.2, T ImL Hli b2z nf
W, HEAFENEE(9:D)3mL 20, RS B, HRBRAEIERY B0, 45 60°C
KBHESR FWRT. BREYP I MSTFAQ25uL). ZJiE (25ul), JBA), TP (500W)
Atk 3min, VAEE L 1L BESRH S - TS B AU 4T
10.2  #milE
10.2.1 SiEGE-RIESEEZG
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a) k. HP-IMS BAEH: (30mx0.25mmx0.25um) S 24
b) FL: 100°C f£4F 1.5min, LA 25°C / min F£FTHE % 280°C, f#:4F 15min;
o) HA: AA, AlifE=99.999%, ¥itik: 1.0mL/min;
d) HEFEREE: 250°C;
e) HEFFRE: TuL;
) MU 70eV;
g) VURAELEE: 150°C;
h) B FURIRAL: 230°C;
i) #HRAE: 280°C;
j) A7l SIM.
TR A D) 53 IEHE 3 ANRFIERE T 1o B LIRS ME, Il R A DR £ B B ] 5 AR
R B WA 1,
R PO MHE, WyME, R AR DR €l e CR B I ) 5 BT

LRBE ] (min) WHET (m/z)

FL L HE P IR AL ) 12.6 327,383,268

e i P IR A4 13.8 341,397,268
BRSPS R4 11.6 229,355,282

B L TR HE = PR LR R T A ) 9.8 287, 340, 399

Nyl — AT AR ) 9.6 236, 414, 429
o FEn e = FUIERERT A4 9.4 192, 385

10.2.2 EMMNZE

TEATRE AU IS, 2 SREASY H PR €0 3 0 O B ISF T) 55 245 RS RS 0 FE it PR €0 3 0 £ B s )
L, ARTRZEANT 2%, JF BARFIBRTES S5 MRS P0G b, Ik #em s 7Bk, 1 B
JIT IR 1) 55 7 AHRE = B2 LU 5598 s B 10 B8 AR T FE L 2 AR R ZE AN R 2 FE 17E
B, DU ] AR o P A AR X R S )

2 AR B T o BE LR S5 K SR VAN 1 22 (%)

A TR L >50 20~50 10~20 <10
FOVFII AR 1R 2 +20 +25 +30 +50
10.2.3 EEMNE

K A bR-re v i ek sl i sk B o PR AR B0 AN DN &2 H FRapnt BG4 — &
FIRSHERE S, LU E bR W T RS AR 1 e ek i 2 I HARSIE BTl b 5 As i)
WAL LR PEVE I Y o A b B AR B AR 5 R A h s i B AR IR B2 1) £50% DA
i, AR SRR T H AR S R B
10.3  FITiIRIE

FE % DL E D BR IR I AT 00 5E P o

SPAT IR T P SR 5 45 RAL P R (R IV, SRR AR ZE AN IS 20%
EWAAAM AL 30%) . BFEAST A 242 (1) 715

| Ci -Gy
SREHIFTAIZE (%) = % 100 eeeeeeeseeseeseeaeieneeneenns 2D

C
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A

Ci» G A AT E e 1 45

C—— I FE A PAT s Bl e 45 P (C+ Cy) /20
10.4 ZFTHIRE

B DIAH [F) 386 5 25 (AR A A, 38042 BIR D IR IEAT .

1 HRitE

CAA - At i 2eidemiide sl (2) THELEIRE ol b L L el il sn] £Rp AR P -
AIXW

C =
ArxW,
A
C——Ftrh BARik e (pug/mL 8ing/g)
Ay Rt b H AR e T AR
A, 5 R TR I H AR 1 U T AR
w 2 E R T BRI (pg)
W, —F# i (mL 8 g)

12 AEHEHR
M PR 2R b B LR e N PR ] Rl AT PR H R LB SR A

5 WO - R TEE

13 [RIE

FLME R, i RTAFRIAELY pHO.2 AT ST R N (O: DA EI R R, fie
KR FRIA: ity PO €% - B B 925 1) 22 S 7 I IR SEA T AGr N, 28 5 P A T 43R A1 1) . L IS
M PR AR ATGS JE ity P, LAOR: B N T R0 A o B 8 /8 5 X A TS M

14 {0t

BRI REAh, AN R4, KA GB/T 6682 B 11— K.
141 BZEERDME, ABME, A4 E X R M AR R &
] 8.1 % 8.2,
14.2 &ih.
14.3 HAEE.
14.4 HHEH.
14.5 WRECEE MR
pH9.0~9.2,
14.6 REER.
14.7 0.lmol/L Z:E4:A& .
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14.8 10%S&LMNAER.
14.9 0.1%t+Z IR EBEER AR
14.10  0.1%EiFRRE-
14.11 2B

o ikali,
14.12 HEg

egkati,
14.13  ZERR%

ko,
14.14 RENHELE MR

20mmol/L ZJRAL T 0.1% FIRZE MW : 7> BIFKHL 1.54g ZIREAN 1.84g HIRE T 1000mL
FEET, MKERRZIE, pHEANR 4.

15 {88
15.1 &HEEIE- BRI
Bie A w2 2 TR (ESD.

15.2 SHXF
JEO0. Img.

15.3 REEES®.
15.4 B,
15.5 [(ERKBHR.
15.6 ZTHR.
15.7 #ikss.
15.8 AEBHLRE.
15.9 2 EAEH .

16 MEL LR

16.1 ATk
16. 1.1 FRi&GHEL

HURW 2mL & T 10mL B ZEBLE T, F 10%E 80 BB H & pH9.0~9.2, A ImL
RSP, AT NEE9: D)3mL 3810, iiei & B0, BBEAVER S — B0,
2] 60°C /KA R BB I 100uL ZJE S shAHZ2 i ii(70:30)3E A T g, B
5uL #f LC-MS/MS.
16.1.2 IMi&IREX

Hif 3 2mL & 10mL FLIE B0, i 2mL BRPZE i, F S5 7 N IE(9:1)3mL
PHL, BURTE 15.1.1 T N 4.
16.1.3 £HAZ04RER

P BT K, FREL 2g, NN 2mL 7K, PRI 0.4mL ¥R R R /K% HH /K A 30min,
HU, ) 10%E 8 A0 2 pH9.0~9.2, LUK 15.1.1 T F#4E.
16.1.4 FXRIEE
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PREX 50mg %, B 1mL 0.1mol/L #HFVEBIRIIE, 45°C /KT KME 12~15 /N e 1
NI CEER BRI S A0, B A T 10% S 22 pH9.0~9.2, A ImL #lib 22
M, LAURIE 151,10 30 N k.
16.2 #mNE
16.2.1 HHEBILE-BERKRIESEEH

a) (01%4F: Allure PFP Propyl 100mmx2. Immx5Spum oA 2435, B LRT 4+

b) AEilh: &l

) Wa: V(LI : VM) =70 : 30;

d) Jiti: 200uL/min;

e) BEFfHEE: SuL;

0 F#T A IEE T HREESTH);

g) iy 2 RN IEI(MRM);

h) BSFmiZ i 5500 V;

i) B 500°C;

) MG kR 2 BRSBTS R, DASR B AR A
B HEMEE TN EREE A LAEHE(DP). MR (CE)RIR BB ) (tr) W3
3.

23 L HE, i HERTATAE R R e P B T e R T R R (DP). AilldE A (CE)
FILR B I ] (tr)

R SEPE B 1) DP(V) CE(eV) tr(min)
N el 286.1/201.2" 80 36 2.76
286.1/165.3 56
L TR 328.1/211.3" 80 36 4.16
328.1/165.3 54
BIEEHPS 300.2/199.2" 80 40 3.65
300.2/165.3 60

H: D ERERETX.
16.2.2 FEMNE

TEATRE S ST, 2 SRASE HH PR €00 3 08 O B I T 5 245 RS RS I 0 HE ot PR €00 3 0 £ B s )
ELAL, AHXRZE/NT 2%, IF HARFIBRTS 505 MR i st B b, ST & 7xF,
LIS 6 1) 5 0 AR = B LU 5 VAR IRt HEL i 1) 55 X AEDN = B L Z AR ZE AN I R 4 80
SEHIVE ], AT AI W RE S AR R IX AL S

F 4 AHREES R B LU IR 5 K SRV ARG 15 22 (%)

ARG 575 FE B L >50 20~50 10~20 <10
FOVFHIAHRT R 2 +20 +25 +30 +50
16.2.3 TEEMNE

K A bR - v I 28y Bl sy e B AR )R 00 VAN IS &2 H AR A0t JEL A 11045 — &
FURSHERE S, DL E bR W TR H AR 22 A e dh 2k, I FLARIE T RE b H As i
WAL LR MEVE I N o A b AR B AR 2 R A s n H AR B2 1) £50% BAA
I, AR R USRS H AR SR L
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16.3 F4TiXIE
B N 4% L E D BRI A7 0 5E P 4 o
SPAT G P R A D S S5 RAL P AR R BB TS, SRR A ZE AT 20%
CEEWMUS A AR 30% ) XUFEAHNAH ZE %0 (1) T

|Ci-Cyf
XUi*HXﬂ'*HE (%) = X 100 eeeeecescecciiciiiiiiiiiiiieinnns (1)
C
A
Civ Co— R FEAR-TAT E RINE 145 R

C—— PR il AT 2 e 45 AP (Ci+ Cy) /20
16.4 ZTHIRE

B LAAR [ 2 o 2 O A A Ak, Ja4% B3RP BRIEAT
17 ZRitE

LASMR- e il Zeidk i sl (20 TSR IR o 3 Z R e, e e s m] A DRI L -
A]XW

C=—— | eeesesccccscccisccctsccccicccnans (2)
A2><W1

A
C —— i BRI L (ug/mL Bpg/g)
Ay ——H AR 1 e AR

A, B R TS I H ) R e AR
w A ERA T B InE (ug)
Wi fMf i (mL 8L g)

18 ALt HR

M PRI GV B LR e ey A ] A5 DR AR AR E B AL PR SR AL
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Mm%, FRik. ALMELPRCEIGHEE, AGHEFDR] 5 E B4 H R

M PRI HEVNTB A L LB tE ., ne A m] 45 DS PR A, HE BR LR A
KA BV R LB e AT DA H PR

BE S GC-MS # H R LC-MS/MS ¥ ! Fl2
HA o o
(ng/mL Zpg/g) (ng/mL pg/g)
BAL £ T P e 0.1 0.01
. . neh e 0.1 0.01
W - ﬂ']l‘
Rl " CIEER7S! 0.1 0.01
FAL T P e 0.2 0.02
s neh i 0.2 0.02
CIEER7S| 0.2 0.02
FAL £ T e e 0.1
% Ny I 0.1
BRSS! 0.1




