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Determination of fipronil and metabolites residues in animal derived food by
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BEmZeERRE
HYiERERPREEREREHNKBEENNE
R B - BB ik

1 SEE

ASCHERLAE T £ i v 96U B A 4 7k B A ) ) o) A AR TR € 3 — R B 0 vk
ARSCAEIE T4 A R ILIA JEEHE e B T LR B LA e G U IR RS SR 3R
R B B 5 B A T E

2 MeMES|I A

T BN A ) PR S S B RS S | R T RS BROAR S R AT A i SRk, b, i OB S SO,
A% H B8 20 WA 3@ T A SO s O T B 51 T SCF O AR CRL 35 BT A B9 08 B i) 35 T AR
Ak

GB/T 6682 4B 5% 56 25 FH /K BLAS Al 40 7 ¥

3 ARBEBMEX
AR EEA T BT E W ARE FE L,
4 |

TCRE P Ak B A 254, TR AL i B2 B, 28 [ AH A BBORE W A0 5, R €5 385 — H JBC JBiE 335 0 00 2 , B Joie DL 7
PRI E i

S WHFEHH
R o5 A KUE S ATl R B e Al K 75 & GB/T 6682 MLE BY— 2K .

51 RF
5.1.1 vKkZ®(CH,COOH) . a4l ,
5.1.2 WER(HCOOH) : i 4k,
5. 1.3 ZWE(CH;CN) ;i 4l ,
5 1.4 JFKEERRE:(MgSO,).,
5.2 BREH
5.2.1 0.2%LMRENEHEW BIKLTR 2 mL, LM BEZE 1 000 mL,
5.2.2 0. 1UHRONGHER - BHF R 1 mL HZHERBEZE 1 000 mL,
5.2.3 0. 1%HRRFEW BHER 1 mL, FHI/KFBEZE 1 000 mL,
5.2.4 50%MALONEHEW B 0. 1% R C NGV W 500 mL, 5 0. 1% H R 500 mL R4 .
5.3 tRESH
SR LTS LR O R IS R Y i =97, 000, ELR LR SR AL
5.4 HREBREHE

5. 4.1 PRUESEA I (100 pg/mL) « IO AU L 56 H NG o 60 H2 s BI0CR S50 S G I A v i 45 29 10 mg, K 5 A

FE T 100 mL ZE 5 T 8 85 i 51 e 22 220 B2 L TC ) LK BE 359 ) 100 pg/mL B AR il 25 . — 18 °C

LATR BEERAF AR 12 A .

5.4.2 RAIRMETAEW (100 ng/mL) % 5 WOR M f# 4 W45 0. 1 mL, T 100 mL & & H . 50 %082
1
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b 2 T WRG R 2 220 8 T W B2 100 ng/ mL RS bR e TAEWR .4 “CREBIRAF A RN 3 1A .
5.5 ##

5.5.1 il i sUSCRHIR & 28 33 K S5 P-4 [ AH A8 HURE - 60 mg/3 mL, BT 5% .

5.5.2 FAALIETEIENE 0. 22 pm,

o

{XEE g &

YOOAH €535 £ IR BT A . T I 55 B T UL
Ay BT R %R 0,000 01 g #10.01 g,
ARAL

CIRES eSS

e TR A

KR 2%

MK

IR 2 BB O L B AMIE T 8 000 r/min,

0 N o s W N =

~

HENHES KT

~

RS E
11 AR
VU3 S i B VR 9 25 B 2 2, R DR B
a) U A BRI R
b) U B A5 AR AR R S R
o MG B A LR S TSI IS EOAR BE AR U AR AR S =S IR
7.1.2 BE
TBUIE 007 6 B8 0 25 s RS B RS R IR B35,
a) B I B AR AR R R
b) B US B9ZS RS VR S AR
o BTG (28 FIRE S U8 058 EHR B I bR o T ARV T AR N A RS IR
7.1.3 &4
YRUTE 8 T B 8 O 1) 4 A B A 5 TR A 25
a) BT A R A O R
b) U B A5 AR A R S R
o) MG B A FURE S RIS FOAR BE (AR U ARV AR S S IR
7.2 REMRE
—18 C LA FA-AF.

~

8 MELSR

8.1 RE
FREGAAH(2420. 05) g, T 50 mL 804, I 0. 2% Z TR ZHE W W 10 mL, I JE /K BRAR B 1 g. I TiE IR
A1,3%% 10 min, T 4 °C .8 000 r/min B.[> 10 min, | FIEW . % H .
8.2 &
Wag IR 2. 0 sl ik FAH A OHE , B T OB 2 3R U W T 0 . 40 “CAB AR T, A 50%
ML CHE W 1. 0 mL ¥ A FR AR YD . 09 € o I AL 8BS 2ok 308 o (AL VBOAR €2 335 AR IR B 1 A 2
8.3 ERILEFRAMLHIG &
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Fh % B GRS PRl TAEWGE & L 40 A 6 17 248 ORI A 9 23 (il R i . 40 CARIB AR T,
A 50 % R AL S VW 1. 0 mL 163 € 45 il 5 A 90, BC ) BOVR B2 4 0. 2 ng/ml..0. 4 ng/mL.1.0 ng/mL,
2.0 ng/mL.5. 0 ng/mL 1 10. Ong/mL f%)3& 5T VC g 2 51 FR v 1 W - ok FL 38 B o %, 130 0 AH €0 33 R B o i
A7 o DA A5 REAE 25— 04 TR R A P\ A A X 17 ) s o 3 R R A A A s, 22 o A o Tt e, SR [0 Oy 7R RN

TR R EL
8.4 M7E
8.4.1 BESELHK

a) A Cis (50 mmX 2.1 mm,1.7 pm), I AH 24 ;

b)  HE 30 Cs

o) HHEE.2 ul;

&) 0.3 mL/min;

e) WHIM AN 0. 1Y HERIAR BN 0. 1% H R MG IR B6 EE DR AR 7 L2 1,

x1 MEXRER

i [T A B
min % %

0 50 50
2.0 15 85
3.0 15 85
3.2 50 50
5.0 50 50

8.4.2 RitSEEH

a) BRI R
b) T R
o) Ky 2 R N W
) B AR LA R A e R R S A
e) BTFIREE.550 C;
) WIEHE:—4 500 V;
g)  FEALRE T :345 kPa;
h) ISR 77345 kPa;
D AR AR 210 kPas
PoOEWEFSHEERILE 2,
*k2 BUEBFSERILEEH

& MBS X FE B X EN LS ill 45 FL 1
2
m/z m/z \Y4 eV
434. 9>>330. 0 90 23
TG 434.9>>330. 0
434.9>>250. 0 90 34
387.2>351. 1 90 17
IR G 387.2>351. 1
387.2>282. 1 90 39
451. 0>>282. 0 90 23
AL HUIE R 451.0>>282.0
451.0>>415. 0 90 38
N 419. 0>>383. 0 90 17
AN B Bk 419. 0>>383. 0
419.0>>314. 0 90 26

8.4.3 EMME

FERA TR I A4 PF T AR 98 v S U S A 55 22 Joi DG s o 34 080 v ot SR i B LA 4y ) O B
P [ 25 76 0. 1 min DL s ELARS I 21 54 R X 2 = J82 0 55 2 R > A % Joi DG TG A o 33 80 o B - 2 2
3
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— L H A2 N £40% .
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B Ak A YA R 3 G DTG o o 3 TR A B B2 RS U L AR T R T DG v I TR B R T
b 40y i) SO 357 07 7 A0 388 ARG 00 190 4 5 TR W o i R B AR A i I (R ) DG s o YRR AE B I
i & LB SR B
8.4.5 =HRXE

s PRk BRI 25 W 41 L R 52 4 A TR 9 25 B 0 A TSP AT 484 .

9 FRItEMKE

TR R R 0 0 14 B B s o il 2 sl S (D IR

A XC, XV, XV,
X= A.Xm XV, (L

K

X iUk b SR A5 i 5 B e O R (EL PR N O B T e (g k)

A BB R IR HLUR A 1) 0 (33 e i B

C — T VT FCAR ME 3 0 S U s A e B2 A B ML P o A0 e B 22 T (ng/mL) 5
Vi IS O AR A B fE, AL Z T () 5

Vs IR ZE B EE SN Z T (mD)

A FE T BC R VT U A R L A A Y €0 3 0 T A

AR o A MR B T () s

V, — i M AR A B fE, A Z T (L) 5

m

10 BMAFENREE EHEMBEZE

10,1 REE

AR5 B GESRRE LUR G  S RURT S G kAR A L R XS LA T L AR U DA R RS A
W K BRI R 0.5 pe/ke. EERIIN 1.0 pg/ke.,
10.2 EmE

AR 75 35 G U S R R R R SR B AR R L2 R SR LER T LR E IR DA O R A
W5,1.0 pg/kg~50 pg/kg WINHEBE KV LA RICE R 60 %0 ~120%,
10.3 BEE

AR 7 A AR O AR T D 22 <C15 U6 TRD A X R M D 25 <<15 %
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M xR A
(FHHE)

AEBREREYFRIZRUEZLSFRAMCAS S

U S AR vh e S8 44 B A e 13U CAS S L3R AL,
KAl FHEREREYPRXZRUAEZSFAMCAS S

A R B4 R 25 F 3 CAS &
AU Fipronil C, H,CLF;N, OS 120068-37-3
GBS Fipronil-desulfinyl Cp. H,CLFs N, 205650-65-3

L R Fipronil-sulfone C, H,CLF;N,0,S 120068-36-2

S 2 o ok Fipronil-sulfide Cp, H,CLF N, S 120067-83-6
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Mt & B
(FRHE)

FHEHBRERGEYER(CE)LEGERRFIS FREREE

S U S AR 5 T O 2D DT IS o o 38 9 R AT 5 1 oo (% &1 UL 3T B 1

PRB1 TS Ui .

1—— 5 HUNE FEAE 25 0 & (4 35 18] (434. 92>330. 0) 5

2 FC I RREAE B 0T A A4 121 (387. 02351, 0) 5
3 U BRURRAE B 7 0T AL 6 35 ] (451, 02282, 0) ;
A G U B T R E B T R €43 R (419, 02>383..0),

BB 1 REBRARGHODER(CE)LERERRFESFRERIEE(1.0 ng/mL)




