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RmEEEXRKGRA
RmPRHEBEXBENNE ®BEGE—RLEX

1 3EHE

AFRHERLAE T8 i T B HURER B ARV 35— SR AR ik
APRHEE AT ARORE R KRG /N AEA (0D 8 R TG PR AL B 2 () 38 BB 25 (F)
RGP AR BB P AT R R IR B i T E A, AR T S AT

2 MBS AXH

ISR T A SR R R AR A . FUTE B 38951 Sc , A0 B 38 AR A< 35 45
. FLRANTE B 5 SO, FLR08 MR AS (R4 BT A i 16 ol 8 338 I T A e

GB 2763 BEMEZLERRE BRPRAGBRKZERE

GB/T 6682 43t sCm s FHAKHLAS AL Jr vk

3 FE

TARE R AR IR 28 SR B, 230 AR AR AL FHBOAE €335 b JBK R 33000 2 H- A , MR
e,

4 RkFmFnrRL

B HLRE S BT A R 3 R A 4l , K R AF A GB/ T 6682 HfilE f—4K .
R
ZJE(CH,CN) . fa i 4t ,
EC4E(CH) .,
7KZ M (CH;COOH)
ok Z. B4 (CH; COONa) ,
AL (NaCD :450°CH45 4 h, B4 .
To/KBR RSN (Na, SO, :650°CHy%E 4 h, i T8 H 4 H .
ToKBREREE (MgSO,) : 650°CHybs 4 h, it T 1A% Hh 4 H .
N -3 Z —#¢ (Primary secondary amine, PSA) : PSA R} EAH S , B 40 pm,
/B RELERR A (Cig) : Cos BURMERAR 24, B BE 50 pm,
A R
IKCE— IR0, 1+99. 9, KB LL) (B 0. 1 mL JKEEBRINA 99. 9 mL ZB5,IRAIE % .
4.3 RESR
I Ha BRAR e : CAS 5-:35367 - 38 - 5, 4fi =96 %%,
4.4 FREBREESF
441 B RUBRAR A 2 VL - MERR BRIBGE B bR U BRARHE S ORE B 2 0. 1 me) , I Z I BC AR R 1. 0
mg/ mL MIFRHERE R, B — 18°CUKF PR AF SRAFHI N 6 1 H .
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4.2
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4.4.2  BRRIRARAE TR W AR T B 20 B A v A VA TROR TR A 2 R B A A v ARV W
L.
4.4.3 0.005mol/L ZFR%E/KYE W : FREX 0. 3850 g ZMR&k, FI/KBMHESRS 1 L, g 0.45 pm JEMK
#H.
4.5 #p

PECFLIERE 0. 22 pum, G HLAH .

5 (uFEMik&

5.1 mEBOBAHEE— SRR,
5.2 SR A 0.01 ¢ 8
5.3 HZEE.LE .50 mL

5.4 RiEIRGEE.
5.5 M MIHUERS
5.6

B = 1R (ESD.,

6.2.3 IBR.4p SRR
il I SUS AL il bt L = i ZH 2 ) 2 R AN SE BRI

W T RIRAT

6.2.4 4@ 4. EH.JGH
BUA AR AR & 500 g, BUAT BT Y o PN R R RE 2 AR A 25 R4

Fric.

6.2.5 ¥
B i 500 g, X T T0L5 i ) e R B LB FE I 25 . X T4 45 O i, 762 PR O 1 0L

T AET 60°CHIZKIE R R R A 2R R IS, B M E R, THIE FMRA7.

6.3 XERE

6.3. 1 MRAE IRRE M SRR T 7E W I T B ERAF s KR B SRR N B AR AT, Q2R

A HEATSE BRI, TG ¥ URARAT s 8 85 IR L) T v RARAT

6.3.2  HREFIBE SR AF AR AR, DB LR T P s N W B AR T R A BT

BN IR IR . S KRE R AR RS DL FE SRS
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] WESH

7.1 $&E
711 KR ER AT NEFED)

PR S g e OF# £ 0. 01 @ F 50 mL HLIFEBLLE, i 5 mL KIBAS, BE 30 min, AIA 10 mL
IKCTR— BRI 1 g oK ZBRENFN 2 g SALSN, IR BEYR Y% 2 min, 30°C1H /KA 25 30 min
J& 5000 r/ min B0 10 min, |2 %0 TE & TOK B BRAR S T 50 mL B4, IMA 10
mlL fZIEAMIECHE, #x% 5 min, HEHE, FEECHE, F5L.

7.1.2 BERAEGEE B (8) BE

FRECS g IXFE O 2 0. 01 @) F 50 mL HEBLLEH . i 5 mL /KIBAT, BCE 30 min, A 10 mL
IKERR— IRV A 1 g oK ZBRENAN 2 g EALEN, IRBENRY% 2 min, 30°C 18 iR /K Y& 48 75 2 BL 30 min
J& 5000 r/min B0 10 min, b )23 W00 5 HE B TOK BRI S IE T 50 mL BRSO T, k.
7.1.3 B#HE(F).F

FREX 2.5 g IWAEOE# 2 0. 01 @ F 50 mL HLEEB.LAEH, il 10 mL /KIBAT, & 60 min, HIA 10
mL KZIR— ZIEHW A 1 g K LR 2 g EALEN, IR HENR Y 2 min, 30°C 18 i 7K ¥4 7 $R B 30
min Ji5 5 000 r/ min B> 10 min, b2 5T B IOK BRSNS IE T 50 mL HER.LE ], 57
#ik.

7.1.4 BAFAIEA B

FREX 2.5 g BAHE OB E 0. 01 @ F 50 mL HER.LEH ., A 10 mL IKZBR—ZIEER. WA 1g
ToK R 2 g @ALH, ¥ 2 min, 30°CHEIR/K YA $EX 30 min 5 5 000 r/ min B> 10 min, |2
TH O B S BT KB RRGNIR R T 50 mL HER.OE A 10 mL FZ RN IEC 8, 5% 5
min, F &2 FRIECKE . k.

1.2 &4

FREL 0. 05 g PSA,0.1 g Cys,0. 15 g ToKBBREEE T 10 mL Bia HIE B8 b, MERIRIR 7. 1 778
EEK 2. 0 mL E W ECE, #ERRIBIEIR Y 1 min, P4 5 000 r/ min 5.0 2 min, B EHH 1 mL
it 0. 22 pm A HUIASFLIEES , BEWBOH a3 — Sp BRI 2 .

7.3 WE
7.3.1 #HEBESEEYE

a) ke CiekE, 150 mmX 2. 1 mm(A4R) ,Rife 5 pm, A 4 %

b)  FishtH: A(ZHE) ,B(0. 005 mol/ L ZFRE/KIEH) . BEEERAHSNE A 1;

o FEHERE10 pL;

4 HIE:307C;

e) ¥WiH:0.2 mL/min,

1.3.2 RigksEEH

a) B HBBEEEFEESD;

b) AT RE A

o) K . 2 RO Wil (MRMD ;

d)  WEIES TR Gn/ 2) BEES T 308. 9, E BB FXF 308. 9/288. 9; EHEES F X435 H 308. 9/288. 9.,

308.9/92.9;
o) HMFESHERMHSNEA 2MEA. 3,
7.3.3 EEBWE

ARIEAER P00 05 B, 20 TR AR AR HE T AP — R AT B3 0T . R DU R Bk i UK
3
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FK W) 7 {357 7 PR A B A I A R A TS B P . Sl T ARV W B S AR S i AR I 2 . 78 B3R AR 2%
TR B RAR B I E 254 7. 51 min, ARG HEBAMELE FRAGRAIEESLE B 1,
7.3.4 TEHAE

I TR 3R 250 R e i R o A i R AR 0 0 0 3 e R B T[] -5 M ot X ) R B T 1] 22 7
— 3, R ZE/NT £2. 5% I H AR 55 FOBE S R, & YRS 1 RARN 32 B2 5 Rk BE I B 7]
BESAE T8 B AR AE S BOE M LL SR SR VF ARSI 25 A 2 1 L A B, U)W SH0 e o R A 7
Xof L B )

F1 TR BEALFRE
BN E R
AHXT = BE (B ﬂ2q~|50‘@)’ ) <10
SRV R 2 YUL/Q £50

7.4 =AXE
BRAAmAAE S

8 HRitEM
A LC-

9 BEE _éh

9.1 HEEEWFM
F* CHIZSK.

9.2 7EMBMEAM TG
% D HJESR,

10 EZEBRFE K E

10.1 EER

AT PR BUBRAEROK K RGN A (1) B SR VT TR B I () VR R
10 0 pg/ ke, A A A JER FERT B (T FRHERRA 20. 0 pg/ ke,
10.2 @Eg=

AT BEAERFZET 10 pe/kg~500 pg/ kg IR LRI RS 6500 ~115 %, 5452 WK

CEA3) , NAF& K

HAECE 23  REAT & B
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M E A
(BFRIEMR)
SE R B —BRTEEHE

Al HHEEIEERSYE
WFEA L,
T
i [A] , min @V ’Y B, %
0~1. 60
3.0~ 7 30
8.1 95
10. 40
~/
W& A < P4
g Py
A=
—4 5004V
%
S, &
C
A3 RSN % /77
A3, s Y
' N
hif T =
m/ z m/ z V Vv v ms
288.9° —6 200
PRk 089 92.9 o —10 Y —8 200
C ETHTER.

D ER AR B R A FTFISEORTE APT 4000 FREIEY 52U , tEARSY R AR R 50U TRELSH AW KR

B S br o 2R IR TR RS {28
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M X B
(R R)
AR EIE R/ Bk A B ARAR A 0 % R W T i

B HUBRARAE 7 (0. 01 mg/ mL) B 28 I i Wa il (MRMD £4,33% &1 WL B. 1,
] o7 A [ g1 fjk MRM, ESI—
3 000 751
2 000
1000 a%

0 1 L1 1 1 L n 1 L ! 1 L L " 1 L I " 1 L AL 1 L L

1 2 3 4 5 6 7 8 9 10 11 12 13 14 t,min
W A Max.3020.0cps
3000
308.9/288.9

2 000 [

1000 \
o

1 2 3 4 5 6 7 8 9 10 11 12 13 14 ¢, min
Max.1130.0cps

308.9/92.9

1 2 3 4 5 6 7 8 9 10 11 12 13 14 t,min

B B.1 BHIRERAES(0.01 ng/mL) {5 &R M5 (MRM ) £ it &
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Mt & D
(BRSEMEM R )
K EEFREEKR

KRR HREERILED. 1,
®D.1 XBREEBHAUEXR

CAUE e {(O) %
mg/ kg %
€<0. 001 54
0. 001<<C<0. 01 46
0.01<<C<0. 1 34
0.1<CK1 25
c>1 19
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M X E
(BFRIEM )
R 2 Jo Hp ik e R 9 7% [ =

BN B B R I E. 1,
RE 1 AEEFAER R 70 E g

FE 2R IRINVREE , pg/ kg B, %
10 73.3~82.6
Kok 20 70.5~101. 5
50 77. 2~107. 1

10 72.4~81.5
ES 20 75. 5~106. 4
50 71.0~95. 1

10 68. 5~81. 2

X 20 67.2~90. 5
50 70. 5~95. 7

10 77.3~87.5

N 20 71.5~90. 6
50 75.3~94. 1

10 70.1~85. 5

wEUAD 20 72.0~98.7
50 73.5~86. 2
50 85. 6~107. 6
s 100 87.2~115.4
500 79.5~109. 5
50 86.3~115. 5
W 100 82.4~107. 6
500 85. 0~109. 2

10 75.3~89. 6
[iiys 20 85.0~103. 5
50 82.6~105. 5

10 81.2~94.8
A 20 75.0~112. 8
50 72.4~102. 5
10 72.1~101. 5

Bk (8 20 76.0~87. 6
50 71.2~94. 6
10 75.0~109. 2
223 20 81. 0~106. 8
50 80. 5~105. 5
20 90. 0~108. 2

X 40 85. 2~96. 0
80 82.0~105.7
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RE 1 (&

FERL B FR IRINVREE , pg/ kg R, %
20 87.5~102

4R 40 89.0~98. 5
80 80.0~103. 7
20 92. 0~100. 0
45| 40 93.8~107.5
80 82.5~102. 7
20 85. 0~114. 2
¥ HT 40 87.5~105. 3
80 78.6~108. 5

20 65.4~92. 1

BEaE ) 50 77.2~87.6
100 70.3~81. 6

20 70. 0~85. 2

P 50 68. 8~87. 4
100 72.3~85.0
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