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BmEEERNE
B P R E R R SYIRINE
1 558

AKRHERUE T8 dh PO IR IR R AR EOR IR Ol WS IR G . X ¥
FER PR ANE . SO TR TR R R AR IR | MR AN B ok R P (X0 00 52 ik o

ASKRER KRG ] TR ah AR S et S B iRa ) A R R IR AL
I E

iﬁfﬁkk RO A S RO (B BT S TR TR R OR R IR
DN E

B—%k SHEEBIEE
2 [R3E

R - KSR, 28R i ] 7 S A A O v A A s B, R4 A Al
KT AN & 10 AR AU, AMRIGSE R

3 W5 SR

BRAET AU, AJ7VERTRRFIEIY A sl 7K AGB/T 6682 K5 I —ZK
1 385
.1 HEE (CH;0H) 4

.2 WE K (NHyHO) & 25%-28%.
.3 Hg (HCOOH) .

5B

2
2.1 FREKEW (248, V/V) : &I 100 mL FEEFT 400 mL /K, JRAI&H
2.2 WEEIKEW (3+7, V/V) :« 5H 150 mL FEEFT 350 mL 7K, TR H .
2
3

_ A A

.3 2% R VAR : B 2.0 mL HER, FEEEASE 100 mL, JRAI% M.

RS

XTI HEE R (CgHgO;3, CAS 5@ 99-76-3) , 4lifE5=99.0%, ok [EH K INUFEIFF%
%ﬁ/ﬁ%ﬁﬁ%ﬁ’m/&%ﬁ

3.3.2 WREKHFIRLES (CoHi03, CAS 5: 120-47-8) , 4l =99.0%, %% HFINIFIHF
2T hRvEY) FOIE B R R UEY) I o

3.3.3 MERIEFFRANE (C1oH 1,05, CAS 5: 94-13-3) , 45 =>99.0%, L& HZIAIEIH
PP ARUEY) TOIE 5 AR HEY T

00
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3.3.4 STFRFIRHFIR THE (CH1405, CAS 5: 94-26-8) , #lifE=>99.0%, mi&EFKIAFH:
T AR UER) JTOUE 15 AR ) I

3.3.5 XK H R T ANE (CoH 203, CAS 5@ 4191-73-5) , 4l =>99.0%, & E %A
UE T 42 T At e 5 (0 b HEA T

3.3.6 XFFEKHRT THE (CH 1403, CAS 5: 4247-02-3) , 4l =99.0%, mR&EHZKIA
UEFF 32T A e Bk 5 R bR e 5

3.3.7 XFRRIRHRBINE (C4Hy0;, CAS *5: 1085-12-7) , 4l =99.0%, 4 [HKIAIE
A% T bR UED TUE 15 B AR TE T

3.4 FRERRECH

3. 4.1 FASGHRIL IS I RIEE SR vIEAR 25U (1.00 mg/mL) = 43 BIUERAFR I3 2% B R 7
WFEIER R Gl SRR IRINEG . PRI R TG SRR R S N e . X PRk
KR e XHEFEIE PR PSR E S 5 0.05 ¢ ORI 0.0001g) , FEERRIF RS
50.0 mL, 4°CLrfF, A&IH6 MH.

3.4.2 XFFREEIR R EE VR A hnvE R IV (100 pg/mL) = WERAWEL & WL 2K FH R IE S br it
fiti W 1.0 mL T 10 mL &), HFEEERZE, 4CRAE, ARUH3 M.

3. 4.3 XA IR BV A AR TAR: 43 WO F2 48 BT IR IR R v [R)E 0.20
mL. 0.50mL. 1.0mL. 2.0 mL. 5.0mL. 10 mL T 10 mL &0, H I Es, 425ERE
3 2.0 uyg/mL. 5.0 ug/mL. 10 pg/mL. 20 ug/mL. 50 pg/mL." 100 pg/mL [FIFrvE TAEWR, 1 H
IR -

3.5 #tkt

3.5. 1 HAHUAHSLIENE: L1£ 0.22 pm.

3.5.2 JRA AR B 1A e [ AH A BT ;500 mg/6mL, B G PEREA YA .

4 (/AR E

SN

AR RO S KIER AR S (FID)
4.2 R JE&EH0.001 gH10.0001 g.

4.3 RlE S o

4.4 i EOL: 26000 r/min.

5 A IE TR .

-6 FWAL.

4.7 SJHHL.

4.8 WFEEHL.

SN

N

5 DR

5.1 it #EFI &
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TRALBERIUCRE . AR TR S SR R G ARSI RIS . RS FE S A 215
FWHLSIH s [EARRE b AL 78 0 B e 2 5 o )8 1 R A 1 IR AR R 2 Y
BRI, WARREET 4°CPRAF, HABIREE T-18°C LR f7 .

5.2 XA IE

5.2.1 $2H
5.2.1.1 8EKR, FMEFHEN, BERMRIERKRERER. B, &h, £h h, 8FF

PREUFE S 5 g CREfI4 0.01 g) - 50 mL ZIfE 20 W, 15 mL /K, W45E 3 min, JIAH
% 10 mL, ) 3 min, #7520 min, 6000 r/min B0 3 min, HUAEE F3EWH T — 50 mL %I
FEELAE T, RIS IN FEEK W (248, V/V) 10 mL EERE 1K, SIFM kIR
W, N7KZ 40 mL, 6000 r/min 250 3 min, HXASHE F3GH, FEdib.
5.2.1.2 REEt. BRERTOR . XKRIKKZE

FRELS g CREAf220.01 gD RAFET-50 mLZIRE B0 N (BRI DORK 5 18 75 i g s vhodE e
FiRA10 minFERRAE) , I EE—KEW (3+7, V/V) 30 mL, W%JiE3 min, #7420 min, FiN
NHEE—KIEW (347, V/V) F40mL, 6000 r/min.0»3 min, 38, BEWR, F¥ik.
5.2.1.3 Rig

FREUFESD 5 g CREAfA2 0.01 @) T 50 mL ZIfE B0 N, IN S mL WK, s )iE 3 min,
SEURCE 1Th, INFEEE 10 mL, %JE 3 min, &7 20 min, 6000 r/min 50> 3 min. 45 F
BT — 50 mL ZIfE @O . AE5E PN KW (248, V/V) 10 mL, R E 3
min, #7520 min, 6000 r/min &0 3 min, S HFPIIRIEEGE, M7KA 40 mL, 6000 r/min 250>
3min, HUAHS LEWR, Fridb.
5.2.2 %4k

3 S mL T S mL KA A AR, K A i b IR e N LG A 11 BT AH A IR
W, AR 5 mL KA1 5 mL PR EE- K0 (347, VIV kU, 6 mL HEEUEE, SRR
6 mL2% 1 F I v oo e, SCEE DRI, 40°C KM EVS T, 1.0 mL WA v, oy, fit
ARG A -
5.3 (NFESEEM
5.3.1 (il At SO RBMERE, HRBERN (5%) FI- (95%) HHERREELE, 30
mx0.25 mm (R4 , 025pum () , sR&%0:.
5.3.2 BEFEMEE: 280 C.
5.3.3 < R 41>99.999%; ¥ii 1 mL/min, WX 30 mL/min (Z/ R /N il AR I
AR AT I .
5.3.4 @FfE: 1puL.
5.3.5 HEFET G AU (vt bl AT AR i A AR A SR TR
5.3.6 THERLT: WILRIREE 70 'C, R#%F 2 min; LA 20 "C/min T+ % 300 C; f£FF 2 min.
5.3.7 2% SKIAE RIS (FID) , i 300 C.
5.3.8 &/A: 35mL/min; 74X 400 mL/min (&< 2 E KD RIS S AT IR
5.4 tREMZRHIE

W 0 F K F IR I TR A v LA VA2 PRI 380 w3 PR 39 N SAR i, b
HEV W T IR B AR b, DAV A U AR bR, 2 ilbriE thd . X3RRI &)
(1A il 12 WL % B ¥ B.1o
5.5 IWHR ‘AN E
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5.5.1 EMME

YR 5.3 FTiR 4, Btk R 8 PR R 2 VR A b v AR RS 20 e NS R £
A, AR B I T) e P o R TR 0 T 0 1) O B B T8) 5 VB At A P o FE K Y TR i
FI ORI TR A B, ARV 22 N /N F+0.5%
5.5.2 EEME

YR 5.3 TR 4tt, BRI E NS AR AR, 15 B S I TR, AR YR AR
W M2 15 2R PR A A S TR S o REI VR P R I AL 1 v AR R AE B vE
CREEVEVEREI N o A7 W AR H bR vE I 2R 2o VEVE R, N AR IS S B AT o
5.6 ZEHIRE

BRAIRRESS, 3% 5.2 BB 1525 .

6 DIERIFRIL

DR PO ORI 5 A2 (D 16
(p—py) XV %1000
Xi=—x1000 X Siee (1

A

X— AP R IR IR N & &, 57 o = e B o (mg/kg)

p—HbRAE 2T H S AR PO R R RS S R LB BE,  f h Tl w hi 22
F (ug/mL) ;

pr— AR I TH 50 2 E R B AV P A T 2 2K R RS AL S e ik B, B A Tk
ARt (pg/mL);

V—RBU 28 AR, A A 2T (mL)

m—FRPOARE I i, PR A e (g)

1000— 57 #1553

SRR IR R FR AL A W) i 0 A 0 F2 O PR 1) 45 B 3R 4

YRR IR IR RAGG Ve 40 g W PR AR IR (M ¥ 5 R 2 W SR AR R AL,

TR RAREE — AL

7 W

p

FE TSP AT T IR 1 W ORI 5E 45 R Zex) ZZ A I AT I(E R 10%.
8 Hith
TR 5g, €A 1.0 mL I, 7 Foe R AR R RERAL S Wik tHBR 4 0.600 mg/kg, &
R4 2.00 mg/kg.
FE SYEHEEIEE

9 R
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BURE T K BRI - 23R 5 B aim B 8 1 A e A A UREF A A g 4R, AT Y e L A
R S DN 5 SR BG4 P vy S5 BT s (S, b i

10 IXFI S

BRAES AU, AT7VEPTHARFI R al, 7K AGB/T 6682 K5 I —4K
10. 1 X5

10.1.1 ZJi5 (CH5CN) : a4,

10.1.2 H# (CH;OH) : fhiftali,

10.1.3 @M (H;PO,) .

10. 1. 4 WK% /K (NH3eH,0) : 25%-28%.

10,1.5 HI® (HCOOH) .

10. 2 RFIBECH

10. 2.1 WEE KW (347, V/V) : FHL 60 mL AT 140 mL /K, JEA)% M.
10.2.2 HIRE-ZKEEM (248, V/V) : = 100 mL HEEFT 400 mL 7K, JEA) % H .
10. 2.3 0.1%WFMR/KAW: = 1.0 mL 858, M/KERZE 1000mE, JRAI% .
10.2. 4 2% R RS W : FHL 2.0 mL R, W EAZE 100mL, BAHH.

10. 3 FRES
3.3,
10. 4 tREARECH

10. 4.1 PRI FREE AR AEAE M (1,00 mg/mL) = W, 3.4.1.

10. 4. 2 PRI IR BE SRV A FritE P B (100 pg/mL) = W, 3.4.2.

10.4.3 AR HERERISTR A AR AR 29 R EDORT 8 4 A PR IR S VR A5 b v 1194002
mL. 0.05mL. 0.10 mL. 0.20 mL:, 0.50 mL. 1.0 mL. 2.0 mL. 5.0 mL¥10 mLZ% &, FH
BE- K (347, VIV) SERS a3 700.2  pg/mL. 0.5 pg/mL. 1.0 pg/mL. 2.0
pg/mL. 5.0 pg/mL. 10 pg/mb. 20 pg/mL. 50 pg/mLIKTR A bR TAEW, e FHBLE .

10.5 #%}
0. 3.5,

1. X BEFRE

T e (B T 0 T L AR B ARG 4 sl P SR ST 2%
1.2 i RF: &E40.001 g, 0.0001 g.

1.3 WA HER S %

1.4 EEOHL: >6000 r/min.

1.5 B PIE Ve o

1.6 )% M.

1.7 WFEEHL,
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12 ShSR

12.1 RAEH&
¥ 5.1 hbre,
12.2 AL TE

12.2.1 $2H
12.2.1.1 8EKR, FEFHEF, BERRIERKERERER. B, &h. EXEHG. EH.
ihh, BEE

F5.2.1. 1403,
12.2.1.2 RERi+. HERTRARAN XK TR

145.2.1 2403,
12.2.1. 3 RERBEEHRIRE

¥45.2.1.340 3,
12.2.2 %k

53 A S mL BT S mL KIS A ARSI, KA 1A R VR e N LG A 110 o] A AR A
o, ARUOH 5 mL KA 5 mL HIEE- /K (3+7, V/V) Wk, JH.6 mL FIEEVEmL, Hhukt il &
il A AL 6 mL2% TR F R s i, OB, IRGE AR 2 10 mL, L JBJE, fh ik
AR N E o
12.3 (UBFSEEH

12.3.1 (OkE: Cig (i%AE (150 mmx4.6mms. 3.0 pm) , BREERLEE.

12.3.2 Fifi: 35C.

12.3.3 Wai: A: O B: 0.1%BEMR/KEW .

12.3.4 #iik: 0.7 mL/min.

12.3.5 Frily%&: 254 nm.

12.3.6 HiAFfE: 10 uL.

12.3.7 BEEVEMRE > k1.

= REhEERRIEF
I} 1] /min A% B/%

0 30 70
8 30 70
10 40 60
14 40 60
19 45 55
23 45 55
24 90 10
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28 90 10
28.1 30 70
30 30 70

12. 4 FrAERZRAOHIE

0 F2 K R RISV B b v AR 420k 5 p AL 210 & Py N AR € e, DUk
WE V) T IR R AA bR, DAVSTHI RO AL bR, e hIbniE 2k . 62 362K R IR R 5
FIVRAR (0 1 1 2 LB 5% € B CL1
12.5 IRNEERRAONE
12.5.1 EMEMZE

Y 5.3 TR A, Bxt R dh 2K H R R 2R VR S b v A TR RS R 0 S N VBOFH (61
e, FAR BT Ia] e P o SRE v €0 104 11 R B I 8] 5 VR A e A i P o) 38 2R Y T 1
KR WAL, ARV 22 NN T42.5%

12.5.2 EEME

T 5.3 Frid 4t BRI O N i b, 1B S e i A, AR P A
AE 213 BRI P AL S T o SRRV T A AL A F i AR Y A b v
CREEMEVEEI N o 5 Wi AR HE B v fh 2 2o VEVE L. NS I T3 AT o
12. 6 EARE

BRASIRFEAS, %2 12.2 B 11 558

13 SiTeERIFRE

6.
14 BEE

TEF ST PEAAE N 3RAF I UM 0 52 45 R R 20 22 AN I AP ME I 10%.
15 Hith

FEAER 5 g, GEZ 10.0 mL I, 7 Pioaf R B H R IR A0 S A 7 V2K R A 0.600
mg/kg, &HPRA 2.00 mg/kg.

F=E HHEEBIE-BRRIEE
16 JR3E

R - KSR, 28R i B B S A AU /AR g £, Al VBT €3 - A
R JFEASAGTIN AR E fiE

17 X5 A1
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BRAESIA UL, AT AR R i all, JK A FFEGB/T 6682K 5 1 — K .
17.1 {5
17.1.1 HfE (CH;0H) : fifhaf,
17.1.2 LFR%¥ (CH;COONH,) : (fifk4li,
17.1.3 W /K (NH3eH,0) : 25%-28%.
17.1.4 % (HCOOH) .
17. 2 R FIECH

2
17.2.1 HEEIKEW (3+7, V/V) : 5H 60 mL FIEEAT 140 mL /K, 5.
17.2.2 WEE-KEW (248, V/V) = 5L 100 mL FEEFI 400 mL 7K, JEAI&H .
17.2.3 5mmol/L ZFR¥/K: FREL0.385 gLk, FHER/KEGM, ERE1000 mL, W)
#%H
17.2. 4 2% F W : BH 2.0 mL R, WEECASE 100 mL, JRA%H .
17.3 trfEmm

3.3,
17. 4 FRERRECH!
17. 4.1 RMFRIEFR IR AR &7 (1.00 mg/mL) = Wh3.441,
17. 4.2 SFRIERFIREERIE A FrdE P W (100 pg/mED. W, 3.4.2.
17. 4.3 SHFRIEAR FRREE IR A FRUEP TR (1.0 pg/mL) "« AEFHRIL 100 pg/mL K%} FEHELIK
PR MRS S AR AE R M 1.0 mL 1~ 100.0 mL 2k, H R e AR LI, #25). nHRE
il o
17. 4.4 PR IR IR R RIS AR e TARMR: 23 WL 1.0 pg/mL (R ER RN R IR 2R W 5 b
HEFE) 0.02 mL. 0.05mL, 0.10 mL+.0:20 mL. 0.50 mL. 1.0 mL. 2.0 mL J* 10 mL % &
i, BRI (3+7, VIVO ER, RS0 2 ng/mL. 5 ng/mL. 10 ng/mL. 20
ng/mL. 50 ng/mL. 100 ng/mL4. 200 ng/mL 7R & FrvE LAVEW, I FHILEC .
17.5 8

W 3.5,

18 {NEEANE &

181 BAHEIE- R ST FCHImE %S & IR (ESD .
18.2 LR J&E40.001 g. 0.0001 go

18. 3 WniEIR G458

18.4 i 0L >6000r/min.

18.5 A G UL

18.6 SJ¥ M.

18.7 HWFEEML.
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19.1 XAEH &
¥ 5.1 hbre,
19. 2 AL TE

19.2.1 2B
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19.2.1.1 8RR, FEERK. BEARIGHNERAAER. B &6 SREH&. 5.

il BEF
F55.2. 1. 14088,
19.2.1.2 REEit+. WERTRAN XK IR
F45.2.1. 2403,
19.2.1. 3 #EEEHRIMEE
¥45.2.1 3407,
19.2.2 %1k
F212.2.2405

19.3 X" EEEMH
19.3.1 BHEBESEEG

19.3. 1.1 O3k Cig (0 FE (100 mm X 4.6 mm, 2.6 pm) , BEERH:

19.3.1.2 WizhHHA: 5 mmol/L ZFRE /KW MEMHB: R,

19.3.1.3 Jitid: 0.5 mL/min;
19.3.1. 4 FEifi: 40 C;
19.3.1.5 HEFEAARH: 10 uL;
19.3.1.6 BREEVEBAE: WAR2,

® 2 mEEsEIRIEF

I [ /min A% B/%
0 75 25
2 75 25
4 65 35
7 65 35
7.5 50 50
10.5 50 50
13 48 52
17.1 45 55
21 45 55
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21.1 10 90
25 10 90
25.1 75 25
28 75 25
19.3.2 RitSELMH
19.3.2.1 B, Wi B 1.
19.3.2.2 F#ir: HE TRl 2 RN RIS (MRM) .
19.3.2.3 FHAEE S3HE: 300 'C, 10 L/min,
19.3.2. 4 ¥R E 57 320 °C, 10 L/min.
19.3.2.5 BAEHE: 3500 V.
19.3.2.6 W HEE: S0V,
19.3.2. 7 MHERFREERUASYH 2 e S 1. Ml eeE ILR3,
=3 FRIESH
&Y BT (m/z) TET (m/2) REfERE & (eV)
151.1 92.0%* -25
St P R
151.1 1359 -15
165.0 92.0* -30
SR R 2.
165.0 136.9 -17
1789 92.0* -30
S BE A PR 5 D
178.9 136.9 -19
178.9 92.0%* -30
S B PR G
178.9 136.9 21
192.9 92.0%* -28
SR R S T
192.9 1359 -20
192.9 92.0%* -30
SRR TR T g
192.9 136.0 -20
235.0 92.0%* -35
SR P R
235.0 1359 -25
* o T

19. 4 frAERMZRIHIE

HERFFRILOR FH RIS S bR UE AR AL S i AR 21 vy AR ML AR €33 - 3 BB A
L DO L IR BN A b, LA TR AR, 2l bl 2o X R TR R I

10
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R - it 22 s W I (MRMD K12 WL % D & D.1.
19.5 IREEARHIN E
19.5.1 EMEMZE

Fi 193 BT IR 451 5 o 0 R 8 PR R R 2 VR A b v T AR REVS W, RV IR T ) £
T D £ B BN ] 1 5 VR B At AV P A N (0 i e O B A TR) — 2, R IR ZE AN +2.5%. 7641
i 5 e AR T v, TR B I B, HABWELL =3, T HoE S TR AXS
B ORI T35 08 2 T 5 B 1 2 LE 3RO ) S5 iR A 2 VR A b v A VRO DG 2 BE AR LR
P ZEANER L R A e Y R, ) eT ) e iR TR AR E A N AL S 4
=T 4 EMHMIERNENEFEENRARIFRE

A B R X>50% 20%<X<50% 10%<X<20% X<10%

SCVF IR AH T 22 +20% +25% +30% +50%

19.5.2 EEME

FBFARAEEE WO N A L - FR TS, A RIS P AL, AR bR vE i 215 21
PR B AL A YD I TR T o SRR VAV P A DU A A5 400 040 i IS IS E A oA 1 8 110 2 P i 1]
W, A B A AR AR i e e MR R, N R R R AT
19.6 =HIXE

BRASIRFEAS, % 19.2 AL RS 11 588 .

20 LSRRI

W 6.
21 BEE

FETE RSN SRAT R P AT 5 25 SR 1R 20xt 22 A AN N ARSI K 10%.
22 Hith

FEFEE S5 g, B2 10.0 mL I, 7 Pt 50K R BSR4 AW IR A 7 v U BR A 0.00600
mg/kg, EEMHK 0.0200 mg/kg.

11
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RA1 MREFFRIER U S RANEERRRRINRERY

7 POpE- il (A fi
1 X 0 IR PP IR P I 0.9078
2 X FR A R L1 0.8312
3 X Fa R A Y IR T 0.7665
4 X R TR S A i 0.7665
5 X FRFEA IR T I 0.7111
6 X FEREA R S T T 0.7111
7 X FRFEIR R B 0.5845

Xt F A P IR SR B W 4 0 0 BRI H IR (M e B AR 2

12
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Ff3%B
SEERPRIER U EYRERRSBEEIEE
R BE IR F R IR AL A5 W b VR v v SAF B 1% 1] L] BL 1o

pA ]
140 —:
120 ﬁ
100 7
80 {

60 |

e JILHLJQ,ﬂ

0 -
1 T

T v v v . T
6 8

! : : 1
12 14 min|

EB. 1 MZEFPEREMUESYIRERR (5 pgml) SHEAEE

ijé%:

1— X R R R
22— FRILIR HIR £ 1R
3— X IR H IR+ N B
4—XF IR R A S
S5— X FRHIR IR | e
6— X FEREAR IR 1 1
T—XFR IR R B .

13



X HE A R R NS AL B PR T T (i B LIS Co 1

HEERFREER L S PIRER IRR A R EE

MR C
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[mAU]
104
g 5
%
0J
P | | | |
0 5 10 7157 20 25 [min]
& C. 1 WEREXPRELX U EYMESRR (0.5 ngmL) &HHEEEE
ijé EU% H
1—— P 55 25 IR Y 7
2— R EIRFIR LT
3— X PR R e TR I
4P FE I K F IR TN T
S— AR HER R T TR;
6—— KR IE A T 1R
T— X PRI R B

14
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MiED
SHREERPREEX M S ERTRREEIE-FUL % kNN (MRM) E

X FEFE AR PR MR 2R AL B AR RV BT (0 - ool 22 S I (MRMD &1, WL D1

1084

€Sk TIC V.5 WP MR 151 05292 05
1 e

o1
9,00 man

o % 5 8 8 § 3§

oon E: = 3ov. AR 52 05
< cos
o min
E oo
=
o i
30 ] i
= 30w o 52 05
s cos
o rmin

o ¥ 3 ¢ et g §
n

PP MR 175 9552 05
s2es

s

o4 8 8 8§ §
v K

T
¥ L 8 8

2 & 8 8§ §
3
g
[ |

u

ED. 1 MEEXFHRASXLEMIFERE (10ngmL) ZREEN (MRM)
AR
1
2
3
4
5
6
7

X R A R Y 5
XFEREA IR L15;
X A R R 5 T 1 5
X A R AT 5
XFEREA TR 5 T s
SRR IR T R,
XHFE LA IR P -

15



