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Liquid chromatography-mass spectrometry

2016-12-18 & %n 2017-06-18 =Eife

e A RERIEIE S AR RS

RN ST G e
H 5 £ Wi e B3 R

l].—‘l:l




GB 23200. 73—2016

il

B

AARHERIR GB/ T 1. 1—2009 4 H BRI N2,
APREAER SN/ T 3264—2012 (OB R ABERMDEERBREOOI TS RAAE—F
W/ B, 5 SN/T 3264—2012 Ak, TEAAINT .
—IMEXAERBECH R R XL ERIFHES AR ;
PREARANERE P ORGSR “BER”;
PRAEVL B A oA T S R AT
AARHE BT B AR T KRR AS R AR I -
SN/T 3264—2012,




GB 23200. 73—2016

RBREERFH
RePEARMANREREENNE RHEBE—RLE/ HiL*

1 JEHE

ZEMERLE T 88 P e R R BV 5% B R RO WAE 63— TS/ R I
FPRHEE T AR JERRSE SER RE S0 BB SR L P AT P XS ) L 40 b RS ER A D
5B B 9T FIghiE , KA B ST 2 BT

2 FEHSIAXH

TR FAG RN AR UAT R . LR B 695 3, (U5 B 3180 M AE F T4 3
. FLRRE B#IM5 B3O, BB A (G FTA BB SUR) & B FASCH .

GB 2763 G REZZERHE RGP REBEARERE

GB/T 6682 4Lz FI/KMMEFLRIE 7k

3 FE

B R B Y SR R A EDBR R P Z R, IR A F LT B R ECRNg, IR E 25—
LR — R SRR TR A Y OB Y AR R BU M M, O 68—/ SR U T B B IEE , SR
8.

4 AR

BRABRES , TR BRI R4k, K AFFE GB/ T 6682 thilE iI—ZK.
4.1 =_#H
4.1.1 ZJE(CH,CN) . faikaf,
4.1.2 ECHE(CsHy) i,
4.1.3 HE(CH,OH).
4.1.4 HEMHCOOH) . fitst,
4.1.5 EHNaCD,
4.1.6 ZB%(CH;COONH,),
4.1.7 HBEMNaHCO,).
4.2 BEES
4.2.1 RABRBREAGEE . FR—EBERBEHE TP Emm,
4.2.2 5 mmol/L ZEREZ I . FREX 0. 38 g ZBRETE T 800 mL 7K1, HIA 2 mL B BR, LK EARE
1000 mL,
4.3 HRER
Fr¥EY) IR (R . 5304 Rotenone, 23 T, Cy3 Hp, O, CAS .83 - 79 - 4, /X4 F R E 394. 42;
ENBRE : JE L4 Azadirachtin, 4 F =, Cys Hy Oy, CAS 211141 - 17 - 6, HXT 4 FRR & 720. 71) . S
=>98%.

4.4 HEBRERS
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441 famEERAEDBR AR MEAE 0 (100 mg/ L)  HEBIFRER 0. 010 0 g £ e I EV R 2 A o) [, FH B
VEMIF AR ZE 100 mL, ZARMERE AT 4 CRBE AR 11 H

4.4.2  fo HEERA AN ERI 22 bR AE T A AR S OE BEAR MR A DL 20 26 I 7KV VR R G 4 e 2
A bR TR I FH L

4.5 ##

4.5.1 BRI ZM— T LA s 5 A M BB A ZE R - 3 mL/ 60 me, FHRTHOREL 3
ml B3 mL /K FiAL 3,
4.5.2 JEIEE: 0.22 pm, HHLH.

5 {UFFFIEE

5.1 WA taid—Nais/ B
5.2

TR,
6.2 k&
6.2.1 2

6.2.2 FEMRESE

HUA ARG MR f 500 g N 2 1, B ATV A AR
HEIEARA,
6.2.3 ARAH &M

B R HERE 500 g, VIR FRAH 4 pgaa R IRAT AL 2 1) AT AR
HE RN,
6.2.4 i&E

A AR R G 500 g, XTI i MeBERE i FE BRI 20 XA 45 SR i R R OL T
TR 60°C K TR, SR , RriE S TR S 1A B A B SR SR 2 0) B AT HRE
(T3 TR RRY: o 5 PR 7 A
6.2.5 45

WA AR PEMRE S 500 g, FEAMRAS 430 2 6 RS RE AR R S IR AR IR

6.3 HXERTF
2
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AU SR R R AT 0C~ CRIE, i3 KR . B R I T — 18°CIR7E,
7 SHR

7.1 #BE
711 #M SUREBREKS

FREL1 g (IR E 0. 01 3%, B F 50 mL BEWRIE.OF P, A 5 mL ABBR S SIS BRiREE
LB 10 min, HIA 15 mL Z.J,¥83h 30 s S B 10 min, 4 500 r/ min B4 3 min, BHA P,
FRBEHEMA 10 mL ZHEERIRE 1 %K, A FHRBUE, AL 3 g EALAIERHT,4 500 r/ min B4 3 min 5§
L BUE TR A 2 mL £ Z MG I IES 5%, 3738 1 min,4 500 r/ min B4 3 min B0, XL ED L
B, ZIEET 45 CRERERE TR T, L 5 mL 20% B E/KISMBE, 1 7. 2 S B%ik.
7.1.2 BRE5KEHES

FRER 2 gUTHE 0. 01 )ik, BT 50 mL ELEEIIRI LA, AL 2 g BRERE40F 15 mL ZB%,
PRA% 4955 B HR B 10 min, 4 500 r/ min B.0» 3 min, B A VA, REEMA 10 mL ZBEEER 1
Y EFHFRBB AL 3 g EALGERAT, 4 500 1/ min B0 3 min, B _EHR, F 45 CRIEREEE TR
F, B 5 mL 20 % B BOKBRERE 18 7. 2 S REL,
7.1.3 #&%

PRI 2 g ZE 0. 01 iR B T 50 mL BRI P, A 5 mL MFIBER SR MIRIZ , bn
A 15mL ZJ§, ¥3h 30 s /BRI 10 min, 4 500 r/ min B0 3 min, BHE N, BEEMA 10mL Z,
JEESERE 1 K, SIRBUK, ALY 3 g @ALFHIEEHT,4 500 r/ min B> 3 min, BEEW, F 45°CRERE
HARZBIET, L 5mL 20 % PEUKBBRE, % 7. 2 S Bk,
7.1.4 & RARESEHHESE

PRI 2 g E 0. 01 @) IR T 50 mL REBRB.LEP, ALY 2 g BERE S 15 mL 2,
¥3h 30 s JFAEA R 10 min, 4 500 r/ min B.0» 3 min, BHAVIH, REFIMA 10 mL ZEEFRK 1
W B IR, ALY 3 g EALSIERHT,4 500 r/ min BS.C> 3 min, B EEW, F 45 CRIERER X EIE
F, A 5 mL 20 % FBKERRE . 1 7. 2 M3 Tk,
7.1.5 fa ARAEHR

FRER 2 gOHHAZE 0. 01 B T 50 mL HELMB.LE P, A 5 mL HBRER SR BIRIE , in
A 15mL ZJ&, B3 30 s JSBA R 10 min, 4 500 r/min B.{» 3 min, BB E VA, BEFMA 10mL Z
JEEERR 1 K, SRR, IMAY 3 g FALFIERAT,4 500 r/ min B0 3 min, B HW, A 5 mL IE
2%¢,#&#% 1 min, 4 500 r/ min F.[» 3 min, FEIECKE . ZIERT 45 CRIEREEELZIE T, 5mL
207 R EK SRR 35 7. 2 L RE4L.
7.2 %k

B RER R B AL, B 5 mL KKk ¥E, FELTMBER, 1T, L 5 mL ZI5EEH, RIEREL R 1
mL/ min, WHEYEHE, T 45 CEIREE T, U 204 ZIEKBHES 1 mL,5d 0. 22 pm JEHE, BLHIE .
7.3 e
7.3.1 @RBESERYE

a) itk . Phenomenex Luna CigE,150 mm X 2.0 mm(42),3 pm, BiHH 43 ;

b) H#E:35C;

o) B ZH5—5 mmol/ L Z.EREF R thik (35465, 4R FH L) 5

d) W3 :400 pL/ min;

e) HHEE.10uL,
1.3.2 RiEsE&4t






