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BEmEEERNE
B P AMNE
1 55

AHRAERLTE T B0 it AL ROVBORE (3 AR €00 3 - i/ ol I 5 7925
AKREE 2 dh P AL I

Bk REREE
2 R

AR AL, WA, & B AR E R, IR e & IE Creli i, S Eit
VEFIUTRE B, AL AL e, SRABAR G 22 8. SANMGI S A,  Ahbnidoe .

3 FIFIAR

A A B, ATTEFT AR A A, K GB/T 668205 2K -
Al
HEE(CH;0H): (a4t
IR (HCOOH) : {4,
=L (CeHsN) ©
ZF%%% (CH;COONH,) <. a4,
VK £ (CH;COOH):{f it 4.,
W kF AL [K4Fe(CN)¢-3H,0] .
L FR5¥ [Zn(CH;CO0),-2H,0]
A 7/K (NH3-H,0) .
1E 4t (CeHya) o
2 R FIECH
2.0 WR-=Z WG9 73 W 0.8 mLH R AN2.5 mL=2ZJ%, N/KEXREIL, pHIEZ 4.5,
2.2 RATRIBE: BEEUFEZ400 mLAE 1 LEEAR, 1500 mL R — LR, A1, FHRIApH{E
F|4.5, HRRLEREM, HP®R- = EEMRERm 22,
3.2.3 IRAVMNIH: HEFRL700 mLE1 LA, HHMR-— LIS 2% % .
3.2.4 TR (20 mmol/L) : FRHX1.54 gZ1R%E, HI500 mL/K#f#, MAL.0 mLIKZPR, M7KES
%21 L.
3.2.5 WARFAEIAW (92 g/L) : FREX106 gWARFALET, IANIE R/KEM, HKEEEL L,
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3.2.6 LB (183 g/L) : AR 220 g LREE, IMANIGESR/KEME, A 30 mL UKL, H/KEHRSE
1L.

3.2.7 GKIEW (20 %) : FEH200 mLE/KE LA R, HKEREZE.

3.3 frfEm

3.3.1 AEHRUMES: (CypH30N20s, CAS 5 :165450-17-9) : 4liJ%=99.0 %, R4 [EZF LI TAEY)
FUE A IRAREY) 5T -

3.4 FRAERRECH

3.4.1 YAV (1.00 mg/mL) : UERIFREL100 mg CREAfi420.0001 g) Arvkddh, FHER-=Z gz
WM ITE AR 2100 mLAFHET, #5, T4 CTEOGIRAE, A0 H .

3.4.2 FRUETAEM: 2 DI EBGE SARMERE A (1.00 mg/mL) , B R Z I8 i e ) B 43 )
4 0.500 ug/mL+ 1.00 pg/mL. 5.00 ug/mL+ 10.0 pg/mL. 50.0 ug/mL A1 100 ug/mL [ R FIbr#E TR

It FH B o

3.5 M

3.5.1 [HAHAEEAE (500 mg/6 mL, SRR LML bl 2 SRk, stk geA 43 .

3.5. 2 TALUEMBL: AHHLAR, 0.45 um,

4 AN

4.1 ERCHAR IR PR AMSIES o
4.2 RF: JEES N 0.01 g A1 0.0001 g.
4.3 pHil: KN 0.01.

4.4 R

S0 9% =4000 1r/min.

N
(&
Py

>
o
I

FAX .
4.7 APV
4.8 Bl
4.9 K.

4.10 [HAHACESE

w

DR

5.1 HmAIE
5.1.1 A&
TRASFE AR AR BE T AT (1) 2 [ 2 A RO IRAE S AFHE G SLAA B 75 40 3% sl e a8 50 £
PEHL, AU ARFE T 0 °C~5 °CLRAFFFASIN o
5.1.2 iRHRE
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5.1.2.1 ERENHESR. RERCHEFHESR

HERAPREL 5 g WFF CREA 2] 0.01 g) T 50 mL HIEWELBLOE T, A 25 mL IEEHH0R, T 60 °C
K I 30 min, AEIZRER, R EZUKAEE (20 %) I pH {HA 4.5, &7 30 min, fIA 1 mL E
BREAL IR (92 g/L) Al 1 mL ZBREERW (183 g/L), JiEiRiE~AI, 4000 r/min .0 5 min, iEWHHZ
%50 mL i FRE A 20 mL dAHEIGE, #&% 5 min, 4000 t/min 5.0 5 min, &IF BiGEW. H
RAIRIGBE R DL, IEALIERH L.
5.1.2.2 GHBEZSAKRRK. IS hRIBEFHER

HERIARIGS gl FECREA1310.01 g) 750 mL HLZESRL S0 P, IIA25 mLIBGH-IGE, 160 °CK¥E
BTGB AE30 min, J05 mLIiEC%E, %S5 min, 4000 r/mingS.Lr5 min, FEIFCEE, G HEAER
5.1.2. 1 R S /K TR (20 %)l pHAE £24.57 5 820 BA A
5.1.2.3 HE&MS

TERARILS giAFECRE 11 %0.01 g) T°50 mLEZER R S0 T, IIA25 mLIBGHEIGH, #WIES min,
ZJE AR 5. 1.2 1 b e F R B EU/K (20 %) TRpHAE 224.57 5 20 BRAHTA) .
5.1.3 {#ESL

AR 25 BOREAE I AT 6 mL AT 6 mL ZKHEAT 54k, AREFFAEETE . B 10.0 mL ) ik g
B VEE A AR, 5 mL FRR-— SIS rhodt, sEE2mE . H 8 mL BEUEIsE
i, WCEEZEI T 60 °CARMRMIRAE 240 1 mL, HFR-— LHEMNBE RS 2.0 mL, £ 0.45 um J§
JEE 98 G R R
5.2 UF/BEEH

5.2.1 . Cig, 150 mmx4.6 mm, 5 pm, BUAH2 %

5.2.2 FEik: 30°C.

5.2.3 JishtH: A MH:HES; BAH: OREHHL(20 mmol/L) » B EEVENIFE 7 IR 1.
5.2.4 yitig: 1.0 mL/min.

5.2.5 Frdllpt: 210 nm,

5.2.6 @R 50 pL.

* 1 RSB SEMER

i8] Cmind walE A/ (%) B B/ (%)
0.00 10 90
4.00 60 40
20.00 60 40
20.01 10 90
25.00 10 90

5.3 FRfERZRIHIE

RERR R B A AE AN T, I E AN AU TR, DLRRHE 2R 51 A b 2L (9 5
REARRR, DA R S A AR, 2 hilbnifE 2k . ARHARAER WU 0 B 2 ISR AR - A
5.4 RXEFERENE

AR PR BE N AT A0, PREATRDEYE, WemBUE R, MR AR 25 2R TR+ 2 1)
RS
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6 SITERIRE

WA A S R A (D 5
L PXV x¥;x1000

.......................................... (D
mxV, x1000

A

X —RAHEPAR S, BN E T (mg/kg):

p  ——hibRAEI AT BRI TP AT RO, AL e 2T (ug/mL);

Vo — ARG R e AR, A8 2T (mLD;

i —— PR RIGEROE AR, A= T (mL);

V, —— I T g A RN, S h =Tt (mL);
m  ——AFEEE R, AT (g)s

1000 ——¥1 5 24

TS5 AR = A BT

7 RBEE
VLA A T A R ARAG I P ST 5 4 R 23S 2 A ARSI 015 %,
8 Hfts
UFREERAS g, ART7VEIIARS H RS 1 mg/kg, e RS mg/ke.
FIE REeE-RE/ RIEE
9 JRIE

BRI, RS RMURIRI, FIRIEFE R AKAE R, mllali R 2 E CRebilE, Eavt
TERDEE A, FAHABEGAC S, SRV (35—l / Uik e, B BUReE it Ze s hnidi e & .

10 k5rAnAT

WAE DA U, AOTE AR N dr 2k, KIGB/T 66828 [ —4H K.
10.1 RF

10.1.1 HIEE(CH;0H): {Aifk4li.,

10.1.2 i (HCOOH) : {fif4l,
10.1.3 = ZHZ(CeHisN) o

10.1.4 Z#&%: (CH;COONH,) : {fifh4ti,
10.1.5 ¥KZ R (CH;COOH) : ikl
10.1.6 WEF AL [K4Fe(CN)s3H0] .
10.1.7 4% [Zn(CH;C00),-2H,0] o
10.1.8 &K (NH3H,0) .

10.1.9  IECHE (CeHyy) o
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10.2 X FIECH
[ 3.2,
10.3 FroEMR
10.3.1  AHFEHRRHES (CapH3oN,Os, CAS 5 :165450-17-9) : 4l =99.0 %, %4 E K INFH57 T hrifk
Yy I AR HEY)
10.4 tREARECH

10. 4.1 FRUERESIE (1.00 mg/mL) HEFIFREL100 mg CR5RZ20.0001 g) hrvfEdh, FlFHER-= 2 16ss
MR, JFEAR100 mLA R, 25, T4 °CNEHOLIRATE, ARG H.

10.4.2  FrErh A (10.0 pg/mL) « WRBGE R FAAERE W (1.00 mg/mL) , HI IR = Z e
Bl e 49 10.0 pg/mL bRUE A R, I F IR«

10.4.3  ArdfEF AW (1.00 pg/mL) « WRIUEREARAEP M (10.0 pg/mL) , FH 2 ERE il 25 00 e 1
FCAR R 1.00 pg/mL ARy sy, I ARG .

10. 4. 4 FRUE TAEW: 0 BIVBGE SRR E I (1.00 pg/mL) , 25 FIRE S I TR G 1 ek B ok
5.00 ng/mL. 10.0 ng/mL. 20.0 ng/mL. 50.0 ng/mL 1 100 ng/mL ] R FIFsUE TAERG IR .

10.5 ##}

10.5. 1 [EAHAREUE (500 mg/6 mL, ERAS Gt ms bl 28 & ik, sRPEREMI 248D .

10.5. 2 FASLUEME: HHLR, 0.22um

(A€ TN

T SRR i — s/ A i FELE 55 2 IR (ESTD)
1.2 R BE 70 0.01 g F10,0001g.

11.3 pHil: XEER 0.01.

1.4 WhElRG#E-

1.5 BLOAL, #i4=4000 r/min.

1.6 HAEBPIHES.

1.7 Kdl.

1.8 Kiri.

1.9 [AIAHZERCREE .

O

12 LR

12.1  HRETIE
12.1.1 K&
[f5.1.1,
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12.1.2 W HEREL

[ 5.1.2,
12.1.3 AR

(] FH A HOREAE TR 6 mL I EEFRT 6 mL ZKE T34k, DREFAAIEIE . B 10.0 mL 1) FIRJEHR
WS B AS IR, 5 mL R = Mz phiikdt, sELAm . H 8 mL IBGVEIME L
i, WCEEDEI I, IR = L E 5 4 10.0mL, 28 0.22 pum JE I 38 5 fr b e .
12.2 UBBFEEH

12. 2. 1\ EHBIESE &N

a) (il Cig, 150 mmx3.0 mm, 3 um, BUAI3 .

b) FEif#: 30°C.

c) URENAH: A A FEE; BAH: ZPREGHVR (S mmol/L) o BHEEVEMLEET MK 2.
d) Vi#E: 0.3 mL/min.

e) HEFfE: SuL.

*®2 MBS EMER

i e Cmind Wl A/ (%) WEhAH B/ (%)
0.00 10 90
2.00 80 20
11.00 80 20
11.01 10 90
15.00 10 90

12.2.2 [RIESEEZH
a) TR M T
b) T g R,
c) Ml ra: £ & I (MRM)
d) ﬁﬂf i/‘:h (CAD) : Medium;
e) HMIZHE (IS): -4500 V;
£) BN (TEM) : 550 °C;
g) EMEE . EfERE R, AR, RbRE S N i R = O R LR SR B 3R B
12.3  FrERhZ&ROFIE
B bR UE R B T AR A R N s — i / it D F A, 00 s AH N RO T AR o DARRHE 2R 81 TAE W
HRALER R R AR, R B TR TR (1 M AR A AR b, 2 b v 2 o 2L b v v R 1) €
Z W %B KB,
12. 4 RHERRBEMNE
BRI N A €6 38— T / e, DRI e . Tk £ e B, St T
(I AE S = B S5 AR U 28 T A R BE AR L, e 25 AR 26 300 5 AV L, 0] ) KT o o A7 A AT
= 3 EMMIEAENETEENRX R FRE

MXE T /% >50 >20~50 >10~20 <10
FEVFHI AR 2 /% +20 +25 +30 +50
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12.5 AHEBRBRHNEENE

UV A AT €0/ T T, UL RS TR, AR e o S

WP AL IR

13

14

15

DIERAITIE

WA AR S B A () iHH:
pxV x¥, x1000

e (2)
mxV,x1000x1000

A

X — Pt S R, RN T (mg/kg);

p ——HIARUE R Z AT B AR R P AT IR, A AT (ng/mL);

Voo — R E R e AR, A =T (mL);

Vi —— AR e AR, B = TE (mL);

Vo —— W AR, A =T (mL);

m  —— R E, AL (2);

1000 — 5 A%

THEL 4 SRR B = A A O

YEEE

T2 FAE T VE AT T RIS P RS I 45 S 4o ZE (AN I AT SAME 15 %
Hit

HFRPERNS g, AT I 0.03 mg/kg, € &R N0.1 mg/kg.
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Misk A

A RAE R E

-250TAY
: D
-275+ 3
1 <
] S
[
] A
-300-
I
: [\
3251 [\
-3507 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
12.0 13.0 14.0 15.0 16.0 17.0 min

B A At s A B (10.0 pg/mL)
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#B RiESH
e 225 1 B I (] BB+ FET L AEHL R (DP) fill-4% BE 2. (CE)
a min m/z m/z \% eV
200.3* -26
2 9.99 377.4 -65
3453 -19
VW i T
60000
9.99 377.4>200.3
40000 4
wQ
g
2
£ 20000
=
0
6 8 10 12 14
Time,min
9.99 377.4>345.3
20000
g
£’ 10000
g
=i
0
6 8 10 12 14
Time,min

K B A FHARAER RO (3 -5l / ik & (20 ng/mL)

10



