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3 FIFA AR

BRAE 55 A UL A T7 3k B FGR 24 O (3 4, K o GB/T 6682 HLE B — 2K .
3.1 ikH

3.1.1 HEE(CH,0HD,
3.1.2  ZHE(CH,CN),
3.1.3 &K (NH, « H,O) . ik E=25%.

3.2 WFIEH

3.2.1 70N CHERR I OHE 700 mL, FK MBS 1 000 mL,
3.2.2 0.1%NEKEW A K 1 mL, HAMBEZE 1 000 mL,

3.3 ftREM
3.3.1 A-FEHE(CH, O IRE SR
A-T-H W (Cs Hoy O, CAS 5. 84852-15-3) , 4l iF =99 %6, 1k 28 [ 5K A UE I 882 7 1 9 i 3iE 5 1) 4
.
3.3.2 REMLEMR (3.6.3-FEE-"C)
3.6, 3-T- M- Cy RS (P CyCo Hyy O, CAS 5 :1173020-38-6) , 4l B =99 %,
3.4 HRAER A

3.4.1 4TI AR AL £ (100 mg/L)  MERIFREL 10 mg 4-T- FE B br o 5 ORS 8 2 0.000 01 g), B F

10 mL/NEEAR Y T H BV . 7 A2 & 100 mL AR REifirh . B E A 2 215 IR 5. — 18 “C R IR 17,

PRAFI 6 A~ H .

3.4.2  [FIfLE AR AR MEAE £ T (100 mg/L): HEFFREL 10 mg 3.6, 3- T H -1 Cs ARifEbh K &
1
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0.000 01 @) BT 10 mL /NEedhrb, IR M 5682 2 100 mL B O RHCh . P B E A EZE R
5, —18 CRIRAFE IRAEI 6 D H

3.4.3  A-TIEEFRE A (1.0 mg/L)  fEFRFE L 1.0 mL 4-T- 3 B AR o 6f 25 W (100 mg/L), & F
100 mLAR A i rp , FTH B A B 20 RS, — 18 C R RFE 3 A .

3.4.4 R ENAR TAEW (1.0 mg/L): #ERI A B 1.0 mL [F 17 % N AR AR M 6% 4 W (100 mg/L), & T
100 mLAR A i, FIH BE A 2205 RS, —18°C FRFF AR 3 N A

3.4.5 4-T-FEMARUE RS TR MERFI R HL 2.50 mL 4-T-FE @y bR v T A1 (1.0 mg/L) . & T 25 mL ##
AR, P EREIFEE B2, 85, 585 40 3 W 100 pL, 250 1,500 pl.1.25 mL,
2.50 mL.5.00 mL A K [F47 2 AR A (1.0 mg/1)125 pL, & T 25 mL A @A R ] 2N E 5 2 %)
LIRS, A-TEEm 8 W EK IR A 0.40 ng/mL.1.00 ng/mlL.2.00 ng/ml.5.00 ng/mlL.10.0 ng/mL.
20.0 ng/mL, b5 I T AR R 2R P AR IR T VR ok 5.0 ng/mL. 3EHBLAC.

3.5 ##l

3.5.1 RIUE LM ELE 5 mL M 10 mL,

4 (LEEFiZEF

4.1 VBAH €T R I IR AN . A F I S S U

4.2 4y MrRAFBam 4 A 0.000 01 g #10.01 g,

4.3 IWHEIR G

4.4 ESEBHRE M}L 4 C M AET 10 000 r/min,
4.5 SI%AML.

4.6 ML,

4.7 R PEIE UL,

5 ABEHESRE
WS TR RE 2 JE TS 57 B 2 181 25 URE AR PRURE B8 27 A URE 75 S R B iR 1 2]

6 SHHR

6.1 XEERTALEE
6.1.1 REHFESRM

FREC] g IREECKT E 0.01 @ F 5 mL BUWUH BB OE P, A 25.0 pL [ 28 N AR T/E K
(1.0 mg/L), i Jig 10 s JF, IMAZNE 3.0 mL, HIE SR IENRTE 5 s, M5 B 10 min, 4 C &M T
10 000 r/min®.Lr 5 min, WHE AT ZEWE T 5 mL K8, 2B E A Z 208 R85 2w
W AT 1R b T R 2 R 03 R B SO A

6.1.2 4& %03 A5 04

FREC 1 g IMFECHT = 0.01 @ F 10 mL B VUG £ 85 08 T (ke 5 88 T 60 CoRIB iy

5 min, AR RE LA SIS 0 A 25.0 pL R 2 AR TAER (1.0 mg/L) I8 iE 10 s J5 . A ZH§

4.0 mL,RHEIRFE 2min, #E 30 min, FF )2 .4 C&MTF 10 000 r/min B> 5 min, W4 FEH
2
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WET 5 mL AR N E R B2 GRS A R A B ik, ol P80 10, B E W 28 WO (@3- 5
R T S 7

6.1.3 Bl

FREC T g i FE R0 22 0.01 @) F 10 mL F UG &4 .08 P AR A 25.0 pL [F4 2 W bR TAER
(1.0 mg/L)F1 70 %6 ZHEHEWE 5.0 mLCPAZE KK HEM A 5.0 mL Z ) B € 30 s J5 , H 284 75 2 B
30 min, R EZR)G .4 CHMET 10 000 r/min #.0 5 min, WH A LEEWRE T 5 mL &6, H
R EREZNE R AR M, AT B 1 U, B 3 TR TRORT €0 3% - £ BB AN 2

6.1.4 EFMMBYHILEFA R M

PRI g il O/ 2 0.01 @) T 5 mL 385 20 B & K A 25.0 pL [A 47 2 W bR TAF W
(1.0 mg/L)FI 50 ‘CAALIIKL 1.5 mL, iwHE 10 s FF 55 i f5 88 A5 $2 L 10 min, A £ 3.5 mL,
B R BIRRE 5 s AT R WS 5 mL BIURZBEE.0E .4 C 410 000 r/minE
> 5 min, WA FEZEWRE T 5 mL A, HOMEE A2 20585, 25 3508 A % ph, w75 850
LU B 1 W 28 R R 033 - R K o i S0 7

6.2 UF|/SEZH

6.2.1 WAHEIES%E KM,
a)  AREHE . Cy i H (4.6 mm X 50 mm, 1.8 pm), BEHiAE (4.6 mm X5 mm, 1.8 pm) ., 8 M AEAM
EEE
b)  WEIAH 0.1 %0 R KIE W+ EE=10+90 4R LK) ;
¢) P :0.35 mL/min;
) HEHR 30 C
e) M5 pl.
6.2.2 JRiES% 5.
a) BB S L B A B AR (EST )
b) T T 2 2 RN I (MRMD
o THAIRE 310 CTEHAD;
d FESAHE:S L/ min(&A=);
e)  ZFALARETT 40 psi;
D BHEHRE:4 000 V;
g)  EMEE X e R S R R AR DL 1,
7E: 1 psi=0.006 894 8 MPa,

1 EERESH

B By J53 44 Bk BB T FET AR/ V flf 8 g i /e V
4T F 1y 219.2 133.0" ,147.0 120 30/25
AT ) [F] 32 2 N AR 225.2 139.1 100 30
e EEETSM T AR B U SO AR AL 25 5 0 K B S AL B R iR R

6.3 #R/EH L&A HIME

B AT Wb v 2R 81 T A 23 530 T A JRR 38 - o IR T3 3 b 000 A A L 1 e T B, DA R B T
3
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VEGE I 4-TT FE 1 A0 e 5 5 TR 28 N B A0 W 5 BE SR el A b, DA 4= 18 5 [R) A2 28 1A s 06 T AL L A 2 A
Pk » 22 il A o 1 2K
A-T BE A E T AR TR 22 5O W il CMR VD) & DLR 5% AL

6.4 HEBRBHNE
6.4.1 EMHME

FEAA TR A5 PF T A v 45 00 400 T 14 O B ESF 1) -5 0 o 38 9080 v F O 1 O B OF 1) g 22 A 2,500 2
P 5 ELASE il v 000 L 0 P 5 AR 2 L 9 T ) s 9 3 8 v o L ) E P T AR R A R AT
O D 22 ANl % 2 BLSE A9 U 1L DU ) ) DA A ity P A A X I 1) £ 0

x2 EEMINENBEFFENRARTRE

X B FEE/ % =50 >20~50 >10~20 <10
K AVRE/% +20 +25 +30 +50

6.42 TEEMNZE

oK R T VR T A VROR €8, 335 R BB B 95 A3 L A5 B AT BE Wy 55 0 0 194 [R) 67 3R P A A e TR LG A L AR AR
v 205 B 15 D 4- TR VR B

6.5 ZHIXK
BRASFRIBGAAE S, 242 8L 3 I 20 JR AT
6.6 FREEH
AR o AP 2 A B A 1R A S 5 g L AR O A LR AT A HK . IS B E A T L0 R
IR 7 0 71 L 2 0 00 A S 4 L O 2 R T 1.0 AR R
7 SMERIRR

AT 4T HEB & EE AR (DA .

X — R v (1)

Kb

X — i M AT RS 8, PO T 5 (g ke s

o — bR v i 245 30 B R v U AT BRI Y BT i VR B B S A S B 22 T (ng/mL) s

oo — HIFREMZ B 0y A PR R 4T B Y BT R L AL AN S B 2 T (ng/
ml);

\% — IR FT AL B AR AL Z T (mL)

m R R B 5 () 5

1000 — B A%,
T 28 S DL E A5 T AR A 1) T VR ik ST 5 45 SR RS A SRR L S5 SRR B 3 A U .
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8 BEE
TEH VRS AETT ARG B PO 7 I 5 45 2R ) 4 of 22 (AN 1 i RS 2B 1500,
9 Hft

MR N 1 g, ERERBA 5 mL B A H RN 2.0 pg/kg. EREIR K 5.0 ng/kg,
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M xE A
4-FEBIREmEENIRE % &KL (MRM)

A-THE W bR o il (10 g/ 1) B FE P B B89 22 BN s i (MRMVD L DL AT

[l
X 10*

1.11

1)

0.9

8:?- 219, 2->133.0
0.6, 4-FRB
0.5,

0.4,

0.3

0.2,

0.1

0
x10°

4.5

4 -

3.5,

3 219. 2->147. 0
i. 5 4-FHB
1.5,

1 -

0.5,

0

X10°

1]

0.9

0.8, 225. 2->139.0
0.7, 3,6, 3-T3EM-13C,
0.6

0. 5.

0.4,

0.3.

0.2.

0.1,

0

0 0.20.40.60.8 1 1.2 1.41.61.8 2 2.22.42.62.8 3 3.23.43.63.8 4 4.2 4.4464.85 5.25.45.6 5.8 6
B ] /min

B A1 4-FEBFERO pg/LRE AR L KNS (MRM) E






