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RmREERFE
R P RE R R R E BRI 750

1 JEE

ASHRHERLRE 120 b JRUNE LRI ke B UM A AU €l — B / B A T 7
ApsEE A TR HE b o0, JOR MG, M. BER. RS ER. A, BHEfA,
WA AR IR gRE HR ISR SR B R E ENE AUE VERIE, HER RS RIT.

2 FIEtEsIAXH

NHNSCARS T ARSI R 2 DA T D 1) LR E B B 5 F SO, AT BB R A E T
KA FLRAVE BRGSO, HsolhiicaA (R FTA BB SR & T A S0

GB 2763 H i A EZKAnE B PR 2 KR H IR =

GB/T 6682 4315256 = FH /K BIUAE FRLS 51k

3 RE

WA CR ORI, B ERZBE A (GPC) MEMZERE (SPE) 4, SAHEE S
PR e B E, VBt o e / AL

4 RAFIFRE

BrAAMESS, AR IE, AKAFFE GBIT 6682 H1HILE I —2 K.
4.1 R
4.1.1 IRCHE(CeHs CAS 5 110-82-7).
4.1.2 ZMRZBE(CHO,, CAS 5 141-78-6): (aif4li,
4.1.3 HWEE(CH;OH, CAS 5 67-56-1): faifhali,
4.1.4 EABI(NaCl, CAS 5 7647-14-5).
4.1.5 TIKEIFREH(Na,SOs CAS 5 15124-09-1): 650 CHIBE 4 h, fETHRasNAMAE =R, T
A&
4.2 EARECH
4.2.1 B CIEER (1+41): B 200 mL 28 205, i 200 mL 32k, #2548
4.2.2 FIEE-KIEEW9+1): HL 900 mL B, AN 100 mL 7K, #EAIEH.
4.3 tRfEm
4.3.1 H0E BB (flonicamid) FRAEMIF (CoHeFsN;O, CAS 5. 158062-67-0): 4[iF>98.8%.
4. A bR RIS
44,1 e REERL PR (1.0 mg/mL): AERRFREUE & B, H 2R B8 HECH] Rk B
N 1.0 mg/mL BIARERE &, 1ZIET-18 CUKAR TR IRAT -
4.4.2  GE BB R HE R R (100 pe/mL): WERIREBUE EARMERE ST, AR LR Rk
FE29 100 pg/mL IFRHE RIS R . ZIERIE-18 CUKFEHIRATF
4.4.3  FWE BB ARTEE TARR: A0 AT RR S 75 SR Ao v (B VA0 88 P e 4 1) 2 1 25 o e i i
R AR HE T AR
4.5 MH
4.5.1 SIEFEFHAEE: 200 mg, 3 mL #1500 mg, 3mL, EifH24%. HATH 2 mL 28 28

1
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1k 2 k.
4.5.2 XTR kL EAZEEE: 3000 mg, 15mL, A2,
4.5.3 THFLIERE:  0.45 pm, HHLAH.
(BRI =
SAETEL: fic ECD K2
AR ST/ TS B FmE 55 2 T
EERBIE O LA H R GE 3%
S RAF: JEEE 0.01 g F10. 0001 g
LA AL .
R IR A R 0L 10000 r/min.
R LIGIER O : 50 mL, #iidk.
OJERL: 50 mL.
. 15 mL.
10 AR KA
T BRI TR
J120 BEEEZIERE: 5 mL. 10 mL, HZE,
REFESRE

6.1 RHEHIE
6.1.1 A3, F b L. #HiE, FE. IRKE

B ARFMEREHZI500 g, VIRESS, FHSTENLIN T RFOARBANIRCIR . JRET, NI A, %
B, RBHARId.
6.1.2 XK. FMH

A AR VERE i 29500 g, ALY AU B F i8IS FLA22.0 mmIEFLIR . JRE), ZNERER, %
B, ARARId.
6.1.3 4@, BA. ¥£i. &

A AR MERE 20500 g, FHSRINLER, WA, BN FRAS, &, mUtrd.
6.1.4 B

A IREVERE 20500 g, TRE], FEAGEEAA, BH, flksid.
6.1.5 HE

HUARRMERE 20 500 g, X o4k ah AW 2 ol IR 50 R 25 b IR S R o, TE %
PTEOLR, KR RE T A 60 CRAKB IR, Ry, FFEMmaimibEs, REAHE
iR, TERMLES BE B bR R . BNERRS, B, FRRC.

W DLEFEREREFBAII4GB 2763 P 3AAAT
6.2 HAHERE

TeWh L WL RS IR REEARE T0~4 CLRAE: FKIRERSEISHBN IR I £ i S5 RE T-18 °C
PN A URIRAT o« TEHIRE SR RE BRI RR rp, R 1 5 52 3035 Y BUR AR TR B W & B R A

7 SSR

7.1 R
7.1.1 A3, ﬁﬁ? b . HIE B@E. TN HB. ERF. ;E.IF/E'\ T, HFmE

(8]
© 0 N O O & W NN o=

o1 o1 o1 o1 O O O1 O1 O1 O1 O1 Ol

o
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FREL10 g CR5WEZ 0.01 @) RAFET 50 mL .08, 0 15.0 mL 4R 4 Fg, S1F#2EL 1 min;
FE—A 50 mL B0, A 10 mL LR AEEe A48 Tk, SR TN 10 g oK B EEA,
4, PR% 10 min. FKHREGK 10000 r/min 2.0 5 min, WRE 10 mL B, VKA 0 CLLRE 10
h, P 0.45 pm G HLIEMEE, FrEHRISE A% .

7.1.2 XKk

FREX10 g (A5 %0.01 @) A T-50 mLE O, IIAL0.0 mLK, =20 min, f115.0 mLZ
R 2,05, S)FAREL min, FE—N50 mLELE, MIAL0 mLAFR LB A1 e T3k, A IR
BIN10 g E/KBRBR AN, 547, HR¥%510 min. KEFEAS 10000 r/min.0o5 min, WRIEX10 mL_EiE#, VK5
0 ‘CLAFELOh, FFid0.45 pmB HLIERE, FrEERISIE Gk,

7.1.3 Zht

FREL 2 g ORI A 0.01 @) #FET 50 mL 2504, il 10 mL ZKIE3E 20 min; i 1 g Jo/KERER
4. N 10.0 mL 4P 4 FE, EHARE 10 min, $2EL 2 K. HEFEA 4000 r/imin B0 5 min, WRHX LG
W, RS 20mL; H 10 mL T 0.45 um AHLFJENRL, ARkt iBIE sk .
7.1.4 %

FREL 2 g ilFF CRERAE 0.01 g0 T 50 mL 5.0, Jin3mL K, 0.5g &k, %GRS, i
EAHZEEGE, BE 5 min 5, H 35 mL ZFR ZBRMke, FEEHIA 1 mU/min, UCEERERT 50 mL
WAEHEH, 76 45 CLLUFIRFBIRAERL) L mL, Frifih.

e DA EFEMEURERIAI 32 GB 2763 Pt A 14T .

7.2 %k

7.2.1 KR, #E M RO HIE B8 RE. K. 48, FRF BR TEs, .,
#*H

#7.1.1, 7.0.2 A1 7.1.3 I AR 10 mL i B REIE AASAG R 7~14 min BRI, 2mL
LR BT, VENPI

BB Z A G, FHABRAHE 1 mL ik 3 IR, WeRFEIRES A, JdEHN 1
mL/min, WAV TE R, 7F 45 CRMREIKRFEZIT T, H LR LBEIRIER S 3 RS,
EZR 1.0mL, £,
7.2.2 %

TEAHTE R AT FIESS 0.5 g TOKIREREN . ARSI S, H 2 mL R ZFRBEI 2
R, IEEEEIY 1 mUmin, SRS TVE T, 7£45 CTFREKRGEL 0.5 mL, HLKRL
fgE A% 1.0 mL, £,
7.3 ME
7.3.1 REaESEUSEEMG

a)  EERGGAAE: 300 mm>R5  (i.d) mm; IEEL: Bio-Beads, S-X3, 38 um~75 pm.

by Wk4FlEE: 45 C.

C) MBI HOk-LBROEE (1+1, RFREL).

d) E&RREF: LRBE.

e) ¥iik: 5mL/min.

f)  HEFEE: 5mL.
7.3.2 SHEGESEENG

a) faifiF:: DB-1701 B4IEH:, 30mx0.32mm (i.d.), 0.25um, SMEREASE .

by FHEFET: VIHESE 80 'C, FREF 1 min, PAAE5r8h 15 ‘CHE 240 'C, fRFF Lmin, LIfg5r
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Bh 10 ‘CFHF) 260 °C, {#FF 10 min.

c) HEREEFE: 260 C.

d) HEWEHEE: 320 C.

e) A B (ZiFE 99.999%), JiE 2.5 mL/min.

1) A S W N /i

g) #HFE: 1.0uL.
7.3.3 SHEGIENE

PR AE I Joe R I e 7 B o, 3 5 R TR APUARL I PO b TRV v AR TR R B
S B ) 7 A 24 IS AEASC R AR I 2R MRS B Y o A AR VAR RE VR R B S AR I 5 - 7 -
REIESEPETR, e S R B I 1R] 29130 mine FRvE Sh 10 4 3% 8 2 LB S AR AL L
7.3.4 LC-MS/MS RiksE &
7.3.4.1 RHEGESESMY

a) failiFE: Waters Atlantis Hilic Silicat:, 3 um, 3.0 mm (i.d.) >80 mm, PEREMH 24

b) #iE: 40 C;

C) MM FEE-/K(9+1, RFILL);

d) ViiE: 0.30 mL/min;

e) diFEE: 10 uL.
7.3.4.2 RiESEEHS MRS,
7.3.5 BiEHGEREENE

R T8 8 2 IRE AT VR T S 0o TR /K (9+1,  RFR L) G BEEAT EALIE o ARTERERH 4R
e R A A B L, 30k R VA TR ASUAR I AR ARV ARV o A T AR BRI R T P JRUE ek A v S92 1 3
JSLTEAL S AT 2 LG N o BdfE AR SRR SRR SR R E o 78 R ETEARET, JE
Pk e (A O BE B 1) 04 1.03 mins

B ik L ABRES 7, 2 ANUL B TR, ARSI, 0 SRRE S R ARSI 5 S A
HEVEV FP X IS B A B N TR 25 7F 2.5 %22 A LA 5 i R v 454 9 5 ok 88 1 RO RE ) 2 5 9k
T FAVARVRE TS0 PR St I 1 s A 8 RO MR =R R AT LU ARG, e AN AR 1 e ROV L, RIE
BT R 5 A SR R A B PG H o Aot B B R 2 LR S € R CL1L CL2.

Fz 1 EMHIENENEFEENSX R IFRE

SRR (FEig) >50 % >20 %ZE 50 % >10 %% 20 % <10 %
FEVF BRI R 22 +20 % +25 % +30 % +50 %
7.4 Z=EIRE

BRAIRFESL, 4% Eak il 2 BREAT o
8 HRITEMRE
SRR A BB E% (1) FCTHFCRE P e R PR B &, TH RS R ke B e

A
X Reerh e hBele & &, BArAmMwdE s, nglg;
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A —— PP IRUNE HUE A ) i e T A
PRAE AR P gaE IR L, AN e RE =TT, ng/mL;
V — mEAFEBIE AR, LT, mL;
As P A 0 FRUE DRI 1 Eu 1 U A
m —— WA, BANT, go
Vi WESSRIENEE A, WESRMTATIE M ST MERR, TR PR T

9 BEE

0.1 1F T ST A AE T AR I VO S I 2 45 B 4 22 0 5 LR P I E A (T30 5
PO RER TR
0.2 FERFHLYEAIE T A M VOIS 2 5 B4 25 0 5 SR PI b (ET 430 L R
OIS P TR

10 EERMEWER

10.1 EER

ARITE e MBS . S by S0 MG HE . R BN BN SR B
W) E B R N20.0 pglkg. EROK. R, BEEM 1% ) E BIR V10 pglkg.
10.2 [

M MKEA0. 02 mg/kg. 0.04 mg/kg. 0.4 mg/kg. 4 mg/kghf, FNE HUBEAZ AN N [RIUSCR 2
I 3D

c
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Mt &B
(FRERR)
SRE R Z B M E S E &4

RigEsE &Mt

) BTUR: B EFE (ESD , 500 C;

by F# A fE TR

o T 2 RMEFEE TR (MRM) ;

d) HBIZHEE (IS) : 4500 V;

e) FAAL AR BEINAVR. RS A B R e S E A A RN &S
A it 8 DAASE T 1 R 0 B A I K

) B IRE (TEM): 500 C;

0) WIE X, EEE TN RN, kR AR R L B.1.

RB. 1 BMIEHBERENE T, EEETX. HENE. KREEIMIERE

s . I B TR T 0 B I (1] LR il i % B
BT (m/z) (m/z) /(ms) (V) (V)
228.0/81.1 -14
S e 228.0/81.1 100 -64
228.0/146.0 -30

T X TAFBGE S, (XSRS HOTREAAAEZ S, TE AT RO BT S HU Bl

e B B B BTS2 2% i 5 1 7E API3000 AUk 156 FAY b5 iy, b Ab 4] e P AR L5050

RSH, AW LEDNLHEI), SUhbRESE & 2l AR 5 1
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C1 RIRHBEIESTET R
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£ 4
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Mt D
(FERERR)
SN EH B B3N R 7K S B3R T B ir R

RD. 1 SN BRIk S B i I Wi

RES 4Tk MK ElE
(nglkg) (%)
20 92.5~112.5
i 40 87.3~95.3
R 400 83.0~87.8
4000 84.7~94.1
20 102.0~108.5
s 40 94.0~114.5
AL 400 92.9~100.6
4000 92.5~106.4
20 83.0~915
40 84.3~95.0
LR 400 90.4~95.5
4000 86.7~100.6
10 85.0~99.0
K 20 82.0~90.5
100 90.1~98.7
20 101.0~116.0
A 40 90.8~107.0
400 101.7~105.6
20 87.5~92.5
% 40 88.8~94.3
400 89.4~106.5
10 89.0~109.0
B 2R 20 83.5~97.0
100 91.1~99.3
20 83.0~99.5
st 40 83.0~98.5
- 500 96.8~98.7
40000 95.0~109.9
20 74.5~925
R 50 80.2~95.4
100 87.2~92.6
20 78.5~86.5
S 80 82.8~91.4
200 83.7~98.2
20 80.5~91.0
x4 40 80.3~91.8
100 87.5~89.6
10 89.0~97.0
Lo |l 20 80.0~85.0
100 84.4~935
20 80.5~99.5
s 40 84.8~98.3
i 500 84.4-953
2000 96.8~104.9
10 87.0~91.0
2y 20 83.0~96.5
100 85.0~91.4

12
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Mt RE
(BUSEMERSR)
IRENEEMER
REL IWENEEMER

BAS SR Yo
mg/kg %
<0.001 36
>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14

13
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Mt RF
(HTEAERHR)
SR S E MR
*F1l W= EHREEKR
BH S & & EEE
mg/kg %
<0.001 54
>0.001<0.01 46
>0.01<0.1 32
>0.1<1 25
>1 19

14



