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RmREERFE
RePEREMENRRZHENNE REGE—RE/ A

1 SEE

AKRVERLFE T8 il £ R R R ETOR 35 B R YRR €0 — o/ o b A 5 9% o
AARHEIE R TR BB, R KRE. Jenb. ieE. AT, P, R XS A0 rh g
AMENBRER & B R I ANfE, e i i n] ST

2 FmsIAxH

NENSCAENE T AR N R AN A A ) LR H AR S SO, AT H AR AR A T A
o NARRNEBBN G SO, HEHRA (BFFTE rIBses) EH AR

GB 2763 B waEEIrME &R 2GR KR E

GB/T 6682 434556 = B 7K KA ARG 7 v2:

3 IR

U FH 2 B P R A AT BRG] CSHR I, SRIOR A SAL s IR 22 I CUeRR i, AR L i-
ORI e T R S D SEORE R [ AR AR O v, O B — B /S AR I AT, MR E

=

Ho

N

B E S

BAa s, FrE RSB A I 4, ACNFFEGB/T 66829 B5E I — 2K
561
ZfE (CHsCND + fhighali,
IEE;'J:;E (CeHlo) : @Jjéf:éﬂao
FEZ (CH;0H) .
2 (HCOOH) : fhiftafi,
S (NacD .
2 (CH3COONH,) -
B 4N (NaHCO3)
BARELH
1 AR SN PR AR S T K R R .
2 bmmol/L LFREEGEMR: FREX 0. 38 g LPREHE T 800 mL 7K A, B 2mL IR, BAZKEZ A 1000

N O O1 > W DN~

ek ol al el e e s s
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1
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1
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2
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mL.

4.3 Rk

4.3.1 AR#EVI CHBRER: 55304 Rotenone, 43 T3 CosHpOg, CAS No. 83-79-4, 4378 394.42; HI
PR#: B4 Azadirachtin, 4773 CasHaOreo CAS No. 11141-17-6, 4T 720. 71) : 4l =98%.
4.4 FOERBECH

4.4.1  HBgEEIREDBRRFRE A (100 mg/L) = HEBAFREX 0. 0100 g o BRHAHAIENBRE AR P, FH H
BRI E A Z 100 mL, ZARERE BT 4 CROLIRAT AL — D H .

4.4.2  SEEIREDBOERAE LA ARYE f5 ZEROE AR #30,  BL 20 % S /K OR B i iss =4k
FRORRHE T AR e PR

4.5 #§

4.5.1 RO LIRHEIR-MEE Gi i RS VR E A A O : 60 mg, 3 mL. fEAHATHKIKEL 3 mL
FEE. 3 mL KTALEE.

4.5.2 JEME: 0.22 mm, AHLR.

5 {UEEMgE
5.1 WAHEE — B/ B e A, BCHEmIZE (EST) JH.
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SR JEE 0. 01 g A10.0001 g

E5.0ML: 4 500 r/min, ACA 50 mL AEFERRLEOE .
KL

H LG

IR G A

e 7E YR DA o

[ A A G B

ZIWRAL
REHIZF5RE

A iR
A1 KRR
BUEAEMERES 500 g, VIREE ORIKEE) , FIHLESRENUERES I TR, BE, 22 4,
NEF RN, BEHIFPR IR
6.1.2 FI, RASRRH
UG AR IERES, 500 g, FUMMBENUBI R @ BAE 2.0 mm (0%, RS, 2R 2 4, BENEHFARS
W, BB FERR I
6.1.3 BIREI%HI&A
HUEARRMEREN 500 g, DI E AU RE M TRGIR, TRE), BNEFARSN, 22

© 0 3 O O » W o

5
5
5
5
5.
5.
5
5
6
6
6

s EE IR
6.1.4 4%

B AREMERE M 500 g, X T JG4h dh i s Re b, HB 5. XA S MR, fE5 ST,
B AL 60 CRrKB IR, 1R, fFrEMaiaibEms), QRS RE, 22 0, A
R, B IR
6.1.5 &R

HAREMERIFES 500 g, FRAMRS, 708 243, RAEFEMT, ZEIFRIH.
TERIRERERE A, LT R RE 5 52 235 el R AL AR B & = AR 1L

VE: BLERE S IORE AL HGB 2763 B FAAT
6.2 RERF

R R, . . ORAST 0 ~ 4 CRAFE, B3, KRS ARSI T-18 CHRAF.
7 DHhTE
7.1 W
7.1.1 & 8RR REFHR

FREL1 g CREWAZE 0.01 g) FE, BT 50 mL HIEEWRIBL.OE T, TIN5 mL MBI S VAR IR
$ A BEEIRA 10 min, AIA 15 mL 2, #9305 30 s JElA#RE 10 min, 4 500 r/min @0 3 min, #
HANAE, FREFMA 10 nL ORFESRI 1R, SIHRIGE, MAZ 3 g FALAEENT, 4 500 r/min
B0 3 min B0, BUEIER, IO 2 nlL & ZBEWAE R IES kS, #REE 1 min, 4 500 r/min B0 3 min
B, AERIECKE, OEET 45 CREIREZAREZILT, UL5ml 20%H BE/KEMERE, #% 7.2 0%
eI
7.1.2 BWRS5KRER

FREL 2 g CREHZE 0.01 ) WFF, BT 50 mL HEWRELOE TR, AL 2 g BEREMM 15 nL
N, PEEYIA) G AR 10 min, 4 500 r/min B0 3 min, FHAHM, FREFIMA 10 nL ZfEE
SPEL LR, A FFREUR, INANZ 3 g EALBNEENT, 4 500 r/min B0 3 min, B EIEWR, T 45 Clk
JEEEZ R ZIET, PL5 ml 20 %HEE/KIEMRRE, 1% 7.2 BB,
7.1.3 ¥%EZ

FREC2 ¢ OREZE 0.01 @) FFE T 50 mL HEZERIEOEF, A 5 mL HEATERKER SN RIRTE,
IO 15 ml 28, #2030 s JGHEAHEEL 10 min, 4 500 r/min &0 3 min, FHEANAE, FREFIMA
10 mL ZFEHEERW 1k, GHRIOH, AL 3 g AMHAEENT, 4 500 r/min 250 3 min, HUEI3EW,
T 45 CENE AR ZEIET, PA5 mL 20 %H /KGR, 4% 7.2 L85k,
7.1.4 9, RitREEES
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FREC2 g CRE#AZR 0.01 @) AFEE T 50 mL RZEERIEOLEH, AL 2 g IEREHIAT 15 mL 415,
WEN 30 s JEEEAHEE 10 min, 4 500 r/min 250 3 min, BHAENAHE, REBIA 10 nL ZiEES 7
U1k, SIFREUR, IANZ 3 g &ALMNERMT, 4 500 r/min 250 3 min, HU RIS, T 45 CIENE
HARREET, L5 mL 20 %HEEKVEMRE, 1% 7.2 BIREL.

7.1.5 &, AREHH

FREL 2 ¢ OREWAZE 0.01 g) iFEE T 50 mL HZERRIBLE T, A 5 mL HEABRER S ANE AR IE,
N 15 mlL 2, %3030 s JGHBAEHEE 10 min, 4 500 r/min B0 3 min, BHANAHE, FREFINA
10 mL ZREEEIRW 1K, GHICH, MAZL 3 g fMEENT, 4 500 r/min B5.0 3 min, HUEIER,
BN 5 mL IEC %%, #R#E 1 min, 4 500 r/min B0 3 min, HFEECKEE, ZHET 45 CHUE i 7%
REIET, LL5 ml 20 $HEKIEMRE, 1% 7.2 DIBRE1L.

7.2 A

BRI LA, F 5wl ZKitkE, FEETWMEEH, T, CLoml ZBEUEML, REFREZIN 1
ml/min, WCEELEMW, T 45 CEMREIET, LL20 %M KEMH TS 1 nl, it 0.22 wn JEME, AL .
7.3 Mz
7.3.1 REGESEEN

a) faif4t: Phenomenex Luna Cis#E, 150mm X 2.0 mm (i.d.) , 3dm, BAHSE,

b) FEiR: 35 C;

c) WmBhAH: ZME-5 mmol/L ZPRE 2K (35+65, V/V) ;

d) JiiE: 400 ML/min;

e) HFFE: 10 ML,

7.3.2 RikSEE&H

a) BTUR: HEBIEYE (ESD , IEEF#;

b) FFET A ZRMEN MR

HESE R XS I A B3R A 1
7.3.3 BitNESHIE

FRHEAAE s P 1 S 00, S B BRI B AR T AT Bl 0BT o bdE AR RN AF A
T £ R R ELAR 2R 1 ) A A0 B PR AN RS R e Y N o 4% 8 TR A AT S IR . TEAT S
PR, TR R R B R 2 AR B I TRI 2929 5. 6 min FH 4. 2 min, £ FRERER AL EOR 25 bR il 11 22 s 82 W ) QMRMD
SRS R

SE PERRAEREATRF S 0 5 B, SR S 11 ) €8 3t 0 £ B B ) S5 A HE AR i — B IR BTSN BRTS 55 1A
b, e M T B TR B SR R I FIRE 2 A T 43 B AR HE TS S AR EE , Fe K SR VAR
AR 1 ARl a R, TR ) R A B )

Fz1 EUHHIENENBFEENRARTRE

AEXTERE (FE%) >50 % >20 %% 50 % >10 %ZE 20 % <10 %
FVT BRI 22 +20 % +25 % +30 % +50 %
7.4 BEHXW

BRASIERESL, 4% EIRODBRHEAT
8 SHRITEMRR

AL B AT g% (1D TR SR IR R EDAR R 2GR B B, THE A R 4R B A

Y= C X——— e, (D)
m
A
X AR e R AR ST BRR R B B, ARG T 5, plkg:
C AR HE AR A5 21 ) 6B R AT B BRR TR, S ARG T, oL
v PRI RR A E AR, AT, mls
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RAFERPTRER AR, AN, g.
VE: VLRI A, RS R AETIE M EAEIE R R, R T

9 HEE
9.1 FERELVEFM T IREM PN E G R0t ZEH S5 HERTFHEME (G9%) , NS
B SEDIR SR
9.2 FERBIMES: IR P UM S E 45 B4t ZE 5 HERTFHEME (B0%) , NAES
B33t B FRER .
10 EERMEWZER
10.1 EEMR

AT R IR AN B AR R PR 4373 oA 0..0005 mg/kg A1 0. 002 mg/kg.
10.2 [OJiieR

IR 40. 0005 mg/kg. 0. 001 mg/kg. 0. 005 mg/kghf, £ el A B[R 2% (1) 3 [ Whe %8 2 WL
FCo

m
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SERBEN

SE R R

BMEHIE: 4kV;

B IRE: 320 C;
FE O E: 10 L/min;
TS E: 3 LU/min;
filfi 48 <k : 50 psi;

HemEsH ik Bl

F A1 EPERRER RN EESERIE S

GB 23200.73—2016

WEY) HENES T FER I (ms) HIE (V) fif i fE & (eV)
i 395> 213 50 160 24

395 > 192 25
EMH 743> 725 50 140 28

743 > 625 36

E: RPBARTEROE T NERS T M TAFEBEXES, CCRSEOTRAAMEZES, NE TR FUE S8

B,

(D) HERb R Bt C TSI Rk E R 1E Agilent 6460 BURRIBE A 52 Baf, AR 51 H R0 A 28 78 54
NIRBESHE, FFAW KR, SR Sl A R K s S A3




Counts(%o)

Mz B
(BERHMEMIR)

& R RN SRR AT AN % S B S €

4 Azadirachtin m/z 743 > 625

GB 23200.73—2016

1 Azadirachtin mv/z 743 > 725

1 Rotenone m/z 395 =192

1 Rotenone m/z 395 > 213

1T 2 3 T a7

Time (min)

KBl &ERERFIENRRITEA RS R NS

2 TE E
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Mt & C
(BTRME B 3R)
7 [E) £ e £ R R A BN AR 3R RO SAR n B i 2

RC. 1 BRERAMENERGYRERRME =R

RS £ PR
IR EE (ng/ke) IR TR (%) IIMARIE (ng/ke) IR (%)
0.5 83.5 ~ 102.0 2 75.2 ~ 104.5
KK 1 84.6 ~ 101.8 4 79.6 ~ 105.2
5 79.3 ~ 97.8 20 80.5 ~ 101.3
0.5 81.0 ~ 103.0 2 84.8 ~ 106.5
i (e 1 79.4 ~ 96.8 4 80.1 ~ 102.4
5 80.8 ~ 108.7 20 78.9 ~ 100.3
0.5 81.0 ~ 96.0 2 81.4 ~ 102.8
B 1 79.6 ~ 98.4 4 86.6 ~ 106.5
5 78.4 ~ 100.3 20 90.1 ~ 102.4
0.5 81.0 ~ 99.0 2 82.1 ~ 108.2
AE 1 79.0 ~ 99.8 4 85.6 ~ 104.4
5 81.4 ~ 104.5 20 81.4 ~ 104.8
0.5 78.0 ~ 103.0 2 74.6 ~ 107.6
- 1 78.8 ~ 102.2 4 76.2 ~ 100.3
5 T7.4 ~ 99.7 20 78.9 ~ 104.8
0.5 84.0 ~ 101.0 2 79.4 ~ 102.8
i 1 80.2 ~ 97.6 4 80.5 ~ 103.2
5 80.5 ~ 99.7 20 80.5 ~ 100.5
0.5 76.2 ~ 104.3 2 78.6 ~ 109.6
A 1 76.4 ~ 106.6 4 76.2 ~ 95.5
5 76.2 ~ 102.8 20 81.9 ~ 106.8
0.5 75.0 ~ 98.0 2 77.2 ~ 106.5
KT 1 78.4 ~ 103.2 4 76.3 ~ 101.5
5 76.8 ~ 100. 1 20 81.8 ~ 100.7
0.5 79.0 ~ 105.0 2 77.5 ~ 100.3
! 1 79.6 ~ 101.2 4 76.2 ~ 101.7
5 80.7 ~ 103.0 20 80.9 ~ 98.4
0.5 81.0 ~ 97.0 2 77.2 ~ 102.8
W P 1 80.6 ~ 101.8 4 79.2 ~ 105.3
5 80.3 ~ 96.3 20 82.7 ~ 101. 4
0.5 83.0 ~ 97.0 2 78.6 ~ 104.5
ExA| 1 80.4 ~ 104.2 4 79.3 ~ 93.8
5 81.2 ~ 96.9 20 81.9 ~ 106.8
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M % D
(BSEEMIR)
IWERAEETHEKR
*D.1 XWHRAFEITHEKR

BWASEE BEE
mg/kg %
<0.001 36
>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14
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Mt RE
(FUSEEMIR)
T =EFINMEER
FRE1 SWREBENHER
HWHASEF BEE
mg/kg %
<0.001 >4
>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
>1

19




