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WP EMEREERNE  REBIE-RRRIEE
1. 36

ASSCAFRERE T MR A FRU A oA o 5 58 (A VRO €3 - B B 3 0 g 9k
AR S A3 M R SR PR e I 5 P 0 A E

2. BEME S I A

RBN SN T A SR R A AN A LR H AR S SO, AT H B RRAS
EH T A FUEAE B ARSI SO, HEHRA CREEFTE PSSR & A
GB/T 6682 /3T 9256 == F /K FAS AR B8 ¥4

3. RIBFNE X
RSB T BEF R I ARTE RN E Lo
4. |71

FEAZIRS, CHEERIG SRBORE BENEAARGSR 1L, B0, g, WA tik-5 0%
JRAEAC g, A bR E R

5 IR

BrAE U, BRI N b 4l, KRN E GB/T 6682 ME I —Z0K.

1 K5

1.1 H (HCOOH) : faif4li,

1.2 ZfE (CH;CN) : faifhafi,

1.3 TLKBRIREE (MgS0y) : 4rirafi.

1.4 N-N# 2~ % (N-primary secondary amine,PSA) : 4r#74l.

1.5+ /)\e bt SR bt 1) (C18) = Jp#fréli.

1.6 ALK E (GCB) : Hirals

2 A

2.1 0.1%HF /KA. B 100 u L HlZ (5.1.1) , FI#B4i/KERZE 100mL JBAHI%].

3 M

AR EYI R (CAS 5 951659-40-8) , ZEEAMEKT 99.0%.

4 FRER R &

A R (10.0 wg/mL) - AEFRFRBCE EMFREDIR (5.3) , HOME (5.1.2) i
BN 10.0 v g/mL WIFRAERE TR, T —18 CUKFEPBELIRTF o

5.4. 2 FpfEHTHE (1.0 0 g/mL) « R UL IR IR B FRT AR 1 6 2% R 2 S TC A Ao B9k M 1.0
ug/mL PRRAPRHER I, T —18 CIKFAH @I IR AT

5.4. 3 FEJFARHE TAEM: BHOE SRR IAR AW, B A o B SN G POk e I i 1)
JREWE N 1.00 2.0 5.0, 10.0. 20.0. 50.0 ng/mL HIbraE TAEW, IR .

o O,



6 NFEFIKHF

6.1 JRAH - FR DO B T FELE 35 P U
6.2 RPN 0.00001 g Al 0.01 g.
6.3 mi# L HL: 15000 r/min.

6. 4 ARG A o

6.5 HEWPRIE.LE: 2.0mL.

6.6 H IR A o

6.7 TUALUEME (KA = 0.22 pm.

7 DHER

7.1 XA

AT B HE 7, RG], P, BNE I RAES T ARIC R,
7.2 MAEREREL

FREX 2.0 g CR5RA 0.01 g) MIfCHEE T S0 mL B ZEEOEF, A 10 mL 21,
HEFEEL 10 min, #~ S min, 6000 r/min &0 5 min.
7.3 WEERTRL

B 2mL HFEHMASE QuEChERS ( 7 150 mg MgS0O4.20 mg PSA.20 mg GCB.
50 mg C18) , mJiE 2 min 78 7E%5], 9 000 r/min 20> 5 min. HX 1 mL LB K ZE 0.5 mL
LR, HZHE-K (10:90, V/V) EAEZE 1 mL, &G 0.22 pm JEEE SR, £,
7.4 NBSEENG
7.4.1 REEESE XN

a) BifFE: C18 ki (100 mmx2.1 mm, 3.5 um) , BFHH4H;

b) FEif: 40 °C;

c) HEFFE: 5SuL;

d) Jiti#: 0.3 mL/min;

e) WMBNM A: 0.1%-FHE/KIER (5.2.1) , WEIAH B: 4 (5.1.2) o BEEEUE &0
W 1.

*® | REEREB R E N

B ] t/min R A(%) WahHE B(%)
0.00 90 10
2.00 45 55
5.00 10 90
6.00 10 90
6.10 60 40
8.00 90 10
0.00 90 10




7.4.2 FRiESEEZH
a) HT: HBEE U (ESD ;
b) FHE T A IE B
o) filll 7y ZRMEFIRI (MRM) ;
d) BUAFA RS m A A S e A IS U
e) WEErL I . AlE9E BESE SN A 2 et R B
) WME T SHAE IR 2.

T2 BFSH

e BET FET BB E bR
= m/z m/z \% eV
126.02 135 30
NG AUREL 289.0
90.1 125 52
T NEEHRBET.

7.5 EMSEEMNE
7.5.1 EMNE

TE FIREIRRZE A 5 30 Hr S nbb ok e 1 2L 23 (1 £ B T ) 55 A e 3 8 S e ok e 1) £ P
W2 b, W ZEfE£2.5% AN,  FLAS I B AT B 2R, B2 59 FE AR 24 (2 IE bR e v
ST FEE . HAVRENFFER 3 MEK.

® 3 EMNERENBEFEERKRITRE

ARG = (Fkig) >50% 20%~50%(%) 10%~20%(%) <10%

+10% +15% +20% +50%

SV AT 2

7.5.2 EEME

HURFE VA ORAR B ARV, PR HERN 2R, DLETSIETAE &, IRzt E, bk
T ARRE VA H GR350 IS ASC 88 G DU P 26 15 LAY 5 7 3R A R0 ol 1 %
T SR R e A 4 Y R ) AR I 15 o il ] LB SR A
7.6 =HEIRAE

BRASIRFESL, SR FHAH R0 e 2 SR AT #4E




8 FERITEMTR

TR HH L R R ] #4270 e AR e I 2Rk BdR A (D THESRTE, TR SRR
TEE, FEOREEMALE T .
_(c-coxvr

m

X x f (1)

A
X—AFE A SRR A 135 &, AN BOE BT (mg/ke);
C—— M il 275 21 A1l RE TRy O I 3R SRR AR, SN e BT (ng/mL);
f—HE SRR AL
V-SRI EE, A8 2T (mL)
m-IAE R B RUE, AT (@)

9 EEMR
SEUIHE PR IR B PG HH PR M 0.01mg/kg, 52 PR 0.03 mg/kg.
10 HBHEE

E 5 R VEIRE 26 AR T TRAS R P RS0 R 45 2R R 0 Z2 (B AN I HL BRI {ELY 10%.



Mis% A
(ERM)
SRR B AR R R B I E
GEALE PR R R R VHE VA (10.0 ng/mL) A% A L] AL

+TIC MRM (** ->**) 04.d
x10 37

Counts

T T T T T T T T T T T T T T T T T
0.5 1 1.5 2 25 3 35 4 4.5 5 55 6 6.5 7 7.5 8 8.5

Acquisition Time (min)

A.a  FAEKIEETROER & (10.0 ng/mL) BFREIEE

+ MRM (289.0 -> 126.0) 04.d 289.0->126.0 , 289.0 -> 90.1 + MRM (4.534-4.862 min, 49 sca
£ x103 4.651 min. < x102 | Ratio =32.5(1025% £ x104{ 126.0
g 5’ \G-)/ 1 g 6’
@) Q ] (@) i
4+ § o8 o
34 S 06
b 2 2 04 3
1 ° 02 27
0 2 0 1 .
T T T - T T T 0-— T T T T
4 45 5 4 45 5 100 150 200 250
Acquisition Time (min) Acquisition Time (min) Mass-to-Charge (m/z)

A.b  FEMEAKIEETHIE RS FigE




