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BmREERIFHE
BmP i E S EFEBRER AN E
1 SEH

AARHERLE T B il O AR SRR R W g 7 v

B E A ONEE R TR (BRAEN . BN, BRI BHINAN) 3 SR E SR
A E o

55 T VBUAH £ U M B R € 1 - T R P T A R A O R R R A

E—% SHEeIEE
2 R

RREF 5K CLE R LR R 2 K R, JERRR Ao 5 T BRI, A PR R
RUBRCUEE, FIIEPRERIUR, A Gl 2GS IR I, Shbidke .

3 IR

FRAESH UL, ATEFTHARFI N HTal, K AGBIT 66824 & i — 2 /K.
3.1 5
3.1.1 IEBiE [CHs(CH,)sCHs]: a4,
3.1.2 filk: WA 30°C ~607C,
3. 1.3 ik (H,S0,), 95.0~98.0w/%, %%: 1.84¢g/mL.
3.1.4 WHEFREN (NaNO,).
3. 1.5 JEX G BEIE /1>1.5U/mg.
3.1.6 L/KLEE (CHO)o
3. 2 i FIECH
3.2.1 WHHERENTA WL (50 g/L): FREX 50 g WAHEREN, W& T /KM £ 1000 mL, ¥R,
3.2. 2 BRERVAWL (200 g/L): wHL 108 mL ARMEL, 221\ 800 mL K+, AW $E ik 4 5 it
#, BHEIKFBES 1000 mL, TR,
3. 3 FrfEm

IR O I G LR AR 1 i (Co HioNSO3Na) . 4l =>99%, BX4E [E SGAE I 4% T A ) Fi ik
B HIFRVE §
3. 4 R IRECH!

3. 4.1 3 R EUIE IR bR b4 4 00(6 mo/mL): YT BRHUE B R ZURREIR bR AL CRS A
1
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% 0.1mg) T 100 mL A, HKEFEHEERZIE, B OF IR SRR T 5 A
LIRS LR PR (1) 40 55 R BN 0.8907) . N W 7% BRI A AT, 4 CNELIRAE, A RUH
121 H.

3. 4.2 IS TR AR v BV (1200 pg/mL): HERAWL A L S S i R A A 25 5.0 mL
T 100 mL &I, FKERBZIE, WA FIEHRER BRI AR, 4°C N ELRE,
a6 A

3.5 ¥t
3.5.1 B0 : 50 mL HUSEEae % B0 o
3.5. 2 HHIFAIFLIENE: 0.45 pm FLIZE.

4 (UBFEE
4.1 SHEE: S KIESE T2 (FID) .

L2 93T R & 1mg. 0.1mg.
4.3 IRTEIR &5

IN

4.4 S ES L.
5 IR A
4.6 WAL,
4.7 HEEEHL.
4.8 SJHMo
L9 TEIEKIREE .

N

A

[¢)]

DR

()]

IR
1 IR
BHERA (G Z8MRrEE, HAERERERSD.
.2 SRR FESEHHE
BRI 5, GSIRNARKIGIRS .
N.315% . ISR A%lE. B, EimEiAH
BTl sy, -18CWIkIE, MU IR 5.
.4 BEESIA
O 5r, AR HLEUR AU B IR 50
5.2 IR HEEZ AN
5.2.1 I5% A1, Whik. WhE%. 2. BARESIR. JHER. HEE. ARASI&SE. K miESk
FEREHERAE
FREX 2 g 1A ORS 1 22 0.001 @) T B0, IIN 20 mL ik, 3% i€ 5 min, &7 10 min,
5000 r/min 50> 3min, FZATMEE, BN 20 mL AMEERE —X, FEAMBE, 60T,

[&)]

()]

[&)]

()]
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IKTBFE LB A EE, NN 20 mL /K, 55077, Wil WOES. FLR SRR R R /K B B 60T
JN# 20 min, JRBE 5 min, A HEEL 30 min, RS SR =R &S .
5.2.2 RFR. R K& EElmEFRAE

FREXC 2 g oFF CREIfZE 0.001 @) T B0, I 20 mL 7K CR# TR il 5 55308 75 7
N 0.2g WEkEE), IREWA)E, 60T /KIBEINF 20 min, &€ 5 min, #AFZEL 10 min, JR2]
JE A = A .
5.2.3 HfbER., FEAKHE

FREX 2 g 5FF CREf %2 0.001 @) T- 250, A 20 mL 7K, Ji&fiE 5 min, #7525 30 min,
RE G E =R & .
5.2. 4 iRk

FREX 2 g 1A RS2 0.001 @) T B0, 7K A 20 mL, JwjE 5 min, & A 25 10 min,
REEHE R ERAH
5 31T&EK

BB R BOR A B 045 B T UK 10 min J5, KN 10.0 mL IEBE %% 5 mL WASHR
BNV (50 g/L)+ 5 mL BRERIAW (200 g/L), JRZ1, TUKIBGH8E 30 min, H[E4RERE 3~5 Ik,
HYH S € 3 min, 9000 r/min B0 3min (AT IMAALILG, "L RINTo/K LR, RN S5
B, HERBAD, W EEBISAYARSLIER, ft ELIE .
5. 4 tRE R TIERBIHIE RITENR

Iy HIVEREFZEL 0.05 mL. 0.10 mL. 0.25mL. 0.50 mL. 1.00 mL. 2.5 mL. 5.0 mL ¥} %
AR R AE R (1200 pg/mL) TEGOLE T, FI/KMBER 20 mL, #% 5.3 MlE P RATAA
I IE B g o A5 00 R B2 3 A 24 T2 6 pg/mL. 12 pg/mL. 30 pg/mL. 60 pg/mL. 120 pg/mL.
300 pg/mL. 600 pg/mL, I HILAC.
5.5 (UF_BEEN
5.5.1 taii: MR 50% 48 J=-5000 A A SRk AU e (1) TR S8 R M B AR AT, 30 m=0.32 mm>0.25 um
SRR S PERE M (B A
5.5.2 FERTHERE . #)iE 50°CA£%E 3min, 10°C/min FHEZE 70°C{#%F 0.5 min, 30°C/min J}
% 220°CLREF 3 min.
5.3 BHFERE: 230°C.
5.4 BEFER:] pL.
5.5 e A Ui RE, riRE: 15
5.6 REER: A BB TR (FID), JHE 260°C.
5.7 WA mARA, WE 2.0 mL/min,
.5.8 &5 32 mL/min; Z=S: 300 mL/min,
. 6 PR ZR RIHIE

AT IR AR HE RV AN SAH ISR, WA ST AP AN, LAbRE R
H TAR W IR O S B IR IR B AR R , DAPE OB S SRR AT AR VD30 L I MV 2 1 R 20
O PR T AR FUR AR, 22l it i 2k o

WORT BRI S HEE RS R AB AL
5.7 IMEEIARRYNE

ZATEMAEER AR E N SR GRS O, 34 ORI AT A 20 OB AN R B A

a O 000 O 0o O;
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PR OO P s O B B A s, A0 T AU AT A SR s T AR T 55, AR A vt fih 2845 BRI R
R, R S R AR & . AT AE AL AL BE AR RE TV AR A I A e . 25 8 HH 2 v S
FEl, N IE PR bR R o P ERE 0 #T o
5.8 ZTRIXIE

W AR EESL, #4935 5.2 F1 5.3 & B BT

6 SEERIVRIR
AP SRR R & B (D 5

pxV x1000
X = O (1)
mx1000x1000

A

X—— e b DA R IR N & B, AT 58 (glkg)s

p——HIbRHE 2 TH AR L E BRI A DR R R BRI L, AN RO BRI (pg/mL);

V—IA IEREE AR, A8 Z=T (mL);

m—FE R, AT (9);

f— R AL

THE45 R UL Z AR T SR P XS I 5E 45 R IR BME R, 8RR 3 A%
Hvo

7 fEE

K

FE T VRS T JRAT I O 5 45 SR IR 8 0 ZE (AN I SRS 3 B 11 15%
8 Hits
MIFEREN 29 I, AT7ERH R 0.01 g/kg, € &FRA 0.03 g/kg.
EE SMRERIEE
9 IR3E

R B3 TR S LR R 2K BREL,  FEBRIRA BUh SRR N, B N,N-— & B
Jig, FHIEBERERERUE, RO - A R IR ISR I E ,  AMRidsE

10 R FIFnA At

BrAESA U, AEA I N, K NGBIT 66828 5E 1 —2 /K.
10. 1 385
10. 1.1 IEPEE [CHs(CH,)sCHs]: it 4,
10.1.2 Zfi (CH;CN): ik,
10. 1. 3 fryhifif: A2 30°C ~60°C.
10. 1. 4 #ifR (H,SO4), 95.0~98.0w/%, #%: 1.84 g/mL. 4
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10.1. 5 IR&RE (NaClO).
10. 1. 6 BRI E4N (NaHCO3).

10. 2 X FIBC &Y
10. 2.1 BPRIA (1+1): EHL 250 mL BifR, 22180 250 mL 7K1, ASWTH bk G Jm) 0 i 7,
RET
10. 2. 2 REBANETL: Kk RN K FiRe, TRE], REFE A S = 120 g/L UL L, RAFTH%
g, T R AR E, I A LA .
10. 2. 3 TRIREENTE (50 g/L): FRHL 25 g BREREEN, ¥ T/KIFMBEZ 500 mL, VEA].
10. 3 ¥R
A 3.3.
10. 4 FrfEARECH
10. 4. 1 3 CIHEE BB AR AEGE 5 (6 mg/mL): [F] 3.4.1.
10. 4. 2 3 AL R AR AE (AR (1200 pg/mL): [A] 3.4.2.
1" EFEE

111 VA S, EA 58 s I 5% B A B A ARG 25
1.2 53 Hr kP & 1mg. 0.1mg.

1. 3 IR ETR & 4%

1.4 i & 0L,

1.5 B R A4

1.6 ¥piEAL.

1.7 WAL,

11.8 5% M.

1.9 {HIR/KBHEE .

12 D PR

12,1 HEHIE
A 5.1,
12. 2 IR EY
A 5.2,
12.3 7%k

[ A AR BOR B B8 0 B AR IR I 4 mL BiRRVAWR (1+1) . 10.0mL 1EPEkE. 2

mL RS BRIAT, IR JE 3 min, 9000 r/min B0 3 min (A ARG, "] 8w /K 2.8,
5
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FIRREEOE, BRI , EIBE 3mL EERT B 2089, A 15 mL RS
(50 g/L) , iRJE 5 min, 9000 r/min &0 3 min, HUEE G A HUHRBLFLIERE, {5 EALI
%o
12. 4 ¥RE RS TIERHIHIZ R ATEN

SRR AL 0.05 mL. 0.10 mL. 0.25mL. 0.50 mL. 1.0mL. 2.5 mL. 5.0 mL ¥} 35
FEREFR bR A ) (1200 pg/mL) T RO, H/KFREZR 20 mL, % 12.3 @ B IRAT A4k
WS IE B g o A 04 PR B2 4 A 24 F: 6 wg/mL. 12 pug/mL. 30 pg/mL. 60 pg/mL. 120 pug/mL.
300 pg/mL. 600 pg/mL, I FHLALD .
12.5 (NF{BEEH
12.5.1 ok C18 A, 4.6 mm>150 mm, 5 pum B A &5 AL A (O iEA:.
12.5. 2 iishtl; K+ 2. K5=25+75, ZEREyii.
12.5.3 JiidE: 1.0 mL/min.
12.5. 4 P& 10 puL.
12.5.5 FFifi: 40°C.
12.5. 6 Kl 28 : S8AMGIN 28 B — M5 B 51 Gl 2%
12.5. 7 fEy% & 314 nm.,
12. 6 trERRZRYHIME

ZARTAEAASFR AR 2R 5 TAEBOE AR RS T, A AN AT AW IR, DLARUE R
B TAE I AR PR OB R AR B R AL bR, DAIE LR R FE R T A WIN N- & % I T
FURNAAFR, 22 bR dh 2k

R O R AT A oA (s B S LI B EIB. 1.
12. 7 I HEB IR AN E

LT AEAALFR AR SO N A T, AR BE TR P, DA WA, AR 3 bR v ih 2%
AR FEE R R AR IR EE , THERE S AR I & o AT AR A A 3R PR URE VA R A I A
N R 2RV, SR IE B R R S R S HT
12.8 ARG

B AR EEAN, #4312, 280112, 300 5 40 BR 34T .

13 SiERIFRE
WAE A DA R IR S B A% (1) T

pxV x1000
X = S N (D

mx1000x1000

A

X—— b O A BRI 2 B, A BT (glkg)s

p——HIbRHE 2 TH AR L E AR A TR R R B IR IR B, AN RO AR T (pg/mL);
V—IMAIEPERe AR, A 2T (mL);

m— PR, AT (9);

f—MRE 5 2
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TR 2E B DL M 25 3R B RS e 25 SR B AR MER IR, 4 RIRE 3 A
BT
14 FEE

70 B S T 3RAS W ST I 5 25 B 4t ZE [ AS L B AR IME 15% .
15 Hit

MHURERN2 gy, A7 IEA HBR 290.01 g/kg, s ®FR90.03 g/kg.

F=k BHEEE-FRE/ RiLE

16 73

BURE I O IR IR S A AR DU SR U A (5T i/ B i O % , O B I 1) A AR
BT FREENE, RO R MR NAREE &

17 5 AR

BrAEA AU, AJ7ERT RIS et al, KAGBIT 668241 € I —2K .
17.1 345
17.1.1 ZJi§ (CHsCN): faigal,
17.1.2 g (HCOOH): ikl
17.1.3 HE (CHOH) : fhif4li,
17.1.4 —&H ¥ (CH,CL) .
17. 2 357 o )

17.2.1 % 0.1% BRI LG /KA : WX 1.0 mL FPER, I\ 300 mL 2.1, FI/K 2 %54 1000 mL,
BET.

17.2.2 & 0.1% W R AI/KVER: WER 1.0 mL R, F/KFREE 1000mL, V%],

17.2.3 % 0.1% W R VA : W E 1.0 mL WS, FH RS AAREE 1000 mL, JRA).

17. 3 ¥ S

17.3.1 [A 3.3,

17.3.2 O IEE FEMEFREN-Dy (CeHgDJNSOsNa) RN EZ N FRY: 4liF>98%, =R K NIETHF:
T ARAEY) AL I RRUE S o

17. 4 FRAE R RS

17. 4.1 3 CIEE TR AERE W (5 mg/mL) « HEFFREGE B3 O IE G LR AN ArvE i OFf
% 0.1mg) T 100 mL A&+, HKEWIFERRZIE, R FOREZAEBBRMNITE N
WO AR 5 2408 0.8907) o MBI BB T, 4CTIEARSE, H
R 12 AN H .

17. 4.2 3 CIE G IR [F) A7 2 A ARG 45 W (100 png/mL) = HERIFREGE B3 O L & S R4N-D,
CHERi%22 0.1 mg) T 100 mL ZE &, FI/KEMEIFE B 2L, R GF R AEHER-D,
3 280 0.8928) o KBS ElG oI A s, 4°C MBI RE, A 12 M. 7
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17. 4.3 3 CIE G IR AR E W (10 pg/mL): AERAIT R O 35 S L ik % b v i 45 710,20 mL
T100 mLAE SN, FU/KERERZIE, R HEREBREFABEART, 4CTELRA,
AR H .

17. 4. 4 3R CIEEILREIR R AL R A bR IR (5 pg/mL): AERATER IR O FE S FE MR [ A7 2 9 A
fifi % ¥5.0 mLT-100 mLAA &N, HKERBZIE, R s B OREA AT, 4C
NEEOGIRAE, AR .

17. 4.5 R IR R IEREFR AR E R A TAEW: 43 BT A O Z SR R A v Hh [RI R 10wl 20
ply 50 pL. 100 pL. 200 pL. 500 pL. 1000 pL T 10 mL FEHEH, F A O 2 L i
R IR 2 AR AR 100 pl, Y 0.1% H R B KIE e R EZIE . I O REREHIRIK
4394 10 ng/mL. 20 ng/mL. 50 ng/mL. 100 ng/mL. 200 ng/mL. 500 ng/mL. 1000 ng/mL, #x
#E R 5 AR R QAL SRR R A7 2 AR R B2 24 50 ng/mL. I A IRAC .

17.5 ¥

17.5.1 B0 : 50 mL BIRSH I 808 .

17.5. 2 GHUAHRASLIERE: 0.22 pm fL1%-

18 UMK HF

18,1 WAH - il B4, MO M (ESD Bk,
18.2 73 M KF: J&#E 1mg. 0.1mg.

18. 3 IR IEIR & 4%

18. 4 = E 0L,

18.5 PR A

18. 6 FF iR AL o

18. 7 THIE/KIBIEHE .
19 DhEE

19. 1 i AEHI %

[ 5.1,
19. 2 iR EX
19. 2.1 @AKEFS. SAKBE. RS, ARAHEGE. KEZmELFSRSmERAE

FREX 2 g iFE OREBEZE 0.001 @) TEOEH, RN 200 pL 3 ORI RR R A7 R N
FRETEVR, 0N 20 mL & 0.1% HH R LG /KVE W, 19 J1+ Wik Whl& . FUK S5 FERT 60T
FKIE N 20 min, #AHE 5 min, ABAEHEE 30 min EIREEE, FMA 10 mL 5 H k28R
K, 9000 r/min &0 5min, BUAEGS A HUAHGLFLIEIEE, it EHLE .
19.2.2 Bk, HR, KB, EHHIRERE

FREX 2 g i0FF CREFAE 0.001 @) T B0, HERAII 200 pL 3 D E R FEMER R 25 N
FRA R, N 20 mL &5 0.1% FRER 1 Z B /KW, TR21, 60T Kk 20 min, & 5 min,
SRR 10 min, FEAIA 10 mL & RS2 B IR PR, 9000 r/min 5.0 5 min, HUFEIS A g
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B ALBEEE, Ak EHLIE .
19.2.3 HEEAR. FEHIRHE

FREX 2 g 1FE ORI 22 0.001 @O T &0 T, HEFIMA 200 pL F A S AL R A 2 N
PR, TN 20 mL £ 0.1% F R 1) G /KWW, i 5 min, & A $2E 30 min, 9000 r/min
E50 5min, HUREBOS AL, gt EALIE o
19. 2. 4 ;& #

FREX 2 g iFE CRE#RZE 0.001 @O TR0 H, #EMIMA 200 pL A O SRR R4 25 N
BT, F2 0.1% FH R I I /K VR B 22 20 mL 1), VR A1, W ie 5 min, #A #2HX 10 min,
9000 r/min 50> 5min, HUFERE A VA GALIERE, At EHLIE .

19.3 (UB/WESEXKMH
19.3.1 RHEGIESE XM

a) fhiltkE. ®HELFZHR C18 #, 3.0 mmx100 mm, 2.7 wm 5% [7) 25 GE €0 184

by VishAH: ARNE 01%HERIIKIEI, B A 0.1%FFERIIH B IAW, BV iR I
*1;

c) Vii#: 0.4 mL/min;

d) FEiE: 45C;

e) U =S 2 uLo

*® 1 BEIRIRIERF

B[] /min Al% B/%
0.0 95 5
2.0 95 5
3.5 2 98
6.5 2 98
7.0 95 5
10.0 95 5

19.3.2 [RiESE&H
a) B AEIEETUR (BS)
by T BT R
c) tudrl: ZHEKRMENEA (MRM) ;
d EB4IEHEE: -2000V;
e) THESIEE: 300T;
f) TS E: 5L/min;
9) FMWSETI: 35psi;
h)y #<SIRE: 250C;
) #SWE: 11 Umin;

) HENE TR SRS B H I 2.
® 2 BmUBTHMRIESHSEE
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R T FEF BREE (V) fif i aE (eV)
A . 178 *80 150 30
O SR
180 82 150 30
R EHFR-D, 182 80 150 30

TE L BB RS, MRAA RO, ESSHTRAAEZER, WE /TR IS S S 2 5%

2 “NERET.

19. 4 EMME

19. 4.1 {REGRT[E]
. ﬁﬁﬁEﬁ%é%@%%%%%ﬁ@Ewmﬁ@@%%%%%ﬁmwwﬁnﬁwﬁﬁﬁﬁ
+2.5%2 M.
19.42 EEEF. EMEBSFRENESFEEL

OGN T3 TR FEE L (kO SR SR TAEE TR A O &
BRI T3 7 HIARRT LU AR b, o R v m ZE AR 3 Fle iy e, T a] ) e ik
PR IR O3 S R

*3 EMWHIINENEFFENRARITRE

X EFEE (%) k>50 50>k>20 20>k>10 k<10

B ImE (%) +20 +25 +30 +50

19. 5 FrAERRZRAOHIE

PP AE R B AR MR N it - T v Acrh, DA ZE 239K B 5 AR iR B LU AB s Ale
B, W ZH 43 €0 V8 W TR AN 5 PN bR €0 VS I TR AR EUAB WA bR, 22 Il Br v il 28

PR O IR 22 e B i (MRMD £ 38 18] 2 LR 54 CIEIC.1
19. 6 IMFERIBHIN E

A VA VR IR0 A o T 28 AR VRSt I i , AR A v il 2R 15 BRI A TR P A D R B, 1
ERE S TP RFI A &
19.7 ERIRIE

B IREEAN, 294219, 200 58 25 R34 T

20 ITEREVRIE

PR DR AR S %0 (1) 5

pxV x1000

LAt PO PO PPPPUSUPPPOPSUSUPPUPP (D
m x1000x1000
NI
X A IR DR & &, BACNZEA T (mg/kg)s
p——HI bR i 2T O R A R R O R R R R IR E, AN Ay =T
(ng/mL);
V—— B E B, BANZETE (mLD

10
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m—XFE R, BN (@) .
THESE R UL R VR AT T RAT I P RS I 5E 45 R FAR TP BME RN, 8RR 3 A2

P25 G T PRAT I PO SLIN E S5 R I 280 ZE(E AL SR KB 15 %

22 Hith

MEURER 29 I, A7 PR N 0.03 mg/kg, € FFR A 0.10 mg/kg.

11
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B3R A

HCEREBRBRITEMSHERILE

O R R FEREIR AT AN U i L& AL
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120000
80000

40000

b2 NSRRI

1
0 1

1(min)

A1 FEEEEEEAEERTEMSAREIEE (600 pgmL)

12
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Mis% B

REEREBRRITEYRERIELE

R OIS FE R AR VDA v B L] B
180 -
N, N- SRR
120 -
60 —
0 N\
I I i I I I i I i I i I
0 1 2 3 4 5 6 7 8
t(min)
EB. 1 HEEFEMEERRITEYNREEIEE (600 pg/mL)

10

13
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Misg C

INCOEFEBIRS RNIEM (MRM) &iE

M ORE IR L SNV T (MRM) (il LK C.1.

7890 7 FORESERER 178>80

5200 —

2600 —

450 INCESERER 180>82

300 —

]

24009 I OEEEER-D, 182>80

1600 —

800 —

0 -

! T T T T T T T T T T T T T
0 1 2 3 4 5 6 7

C.1 B REEFEBERITEZRR (100 ng/mL) RIFSHIEMER-D, NFA®R (50 ng/mL) %
RIS (MRM) fiE[E

14



