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National food safety standard-

Ll
o

Determination of fipronil and metabolites residues in animal derived food by

liquid chromatography-tandem mass spectrometry method
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AT 980 L T P ke B = 1 00 2
2 MetsIRAxH

AN R A S SR NG 5 T AA B SO I AN R 2k e, 3 IR 51 SO
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3 ARIBFMENX
RAFEA 75 B 2 ARER E X o
4 [RIE

BRI B 25, AR CHS1RHG, 2B AR R, O Gl - R IR BE A E,  BEF UL
SR E
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FRAA I ES, FaRFIE N airal, KNFFEGBIT 668210 5 —Z% /K.
1 R
.1 VK4 (CHsCOOH) . fhifiafi,
.2 HFR (HCOOH) : fuifhaf,
.3 B (CHCND o a4l
4 ToKBREREE (MgSOy)
2 AROCH
2.1 02%Z BB : BUKZ 2 mL, 2 E#B %1000 mL.
2.2 0.1%HRROMEEWR: BRI mL, H ZE#FE 21000 mL.
2.3 0.1%HMRVAW: BHRLmL, HA/K#B21000 mL.
2.4 S50%MAL O HEHW: B 0.1%F R B W500 mL, 5 0.1% R R500 mLiE & .
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5.3 ftrfEm

S BT, SULER. SRS B =97.0%. HAR WA,
5.4 FRERRHE
5.4.1 FRAEREEIE (100 pg/mL) « HURHURS. SR SRS BRI G IS BRIBEBRAE 5 452910 mg, 5%
FRIE, 7100 mLA R, H OB MIFMBERZIE, BRI N100 pg/mLIKIFRER &, —18°C
DL R BEOLORAE, AROHI2ANH .
5.4.2 JRAPMETAER (100 ng/mL) - K% EHRAERE £ 0.1 mL, 1100 mLAE =R, H50%E 1k
CIERREEZI R, BOH BRI 100 ng/mUIE A ARHE TAEW, 4 CREGIRAE, AR H .
5.5 #HR
5.5.1 @i AR A BSEACE IR P [E A A B . 60 mg/3 mL,  BlAH .
5.5.2 fALJe IEME: 0.22 pm.
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ERFNI &

WO % - AR R BT A TC P T 55 B U
TR & 0.000 01 g A1 0.01 g.
FIRAL o

[ FH A e

TR A 75 o

IR i o

AL HML .

G = 3 B O Fd AMICT 8000 r/min
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7.1.1 A
I EH i AR R 1) A Y, R, JRAA
a) B E MRS, AR AR
by HIFUETARR, AT ERE.
c)  BUYERIE B, ISInE BREE AR TR, Ao s skl .
7.1.2 8%
O 5 i sl 1 A AN R, RREIRG A
Q)  BHEE AR, E AR
by BIIBUEMT AR, FRATERE.
c)  HUNNER B, WSS BREERARAE TR, AEo s s iniale) .
7.1.3 49
I BT 5 B R 1 R AR, IRAIIAT.
a)  BUYE AR, AR IRER
by BIFUEMZ AR, FRATERE.
c)  HUYNER AR, WSS BIRERARAE TR, AEo s i iniale) .



GB >0000¢—>30<xx
7.2 WRHENRTE
—18°C LA N RAT o

8 MELE

8.1 #2H

FREGAEI2 g (HERFE £0.029) , T50 mLE LA, I 0.2 %R OB R0 mL, InTe/KEmEREEL g,
WRHRIES], #R%%10 min, T4 °C. 8000 r/min&.C» 10 min, HU Ei&EW, #%5H.
8.2 A&k

AR % A 2.0 mLid AR ZE O, $5F, WURAIBR R T 208, 40 CRBASRT . A
500840 I H .0 mLIE ARG AR, Tk, TRALIEIIE g, BB - SRRSO E .

8.3 E[RULACHRERLEAF &

K% mBURAPME TAERIE &, 25N 6 & FEBUR A 12 FHAE R 1, 40 CRBER KT,
BN 50%BR A £ I 1.0 mL i B@ I A ik ) » Be il Bk 2 2 0.4 ng/mL. 1.0 ng/mL.. 2.0 ng/mL.5.0 ng/mL.
10.0 ng/mL A1 25.0 ng/mL [¥)2%)5 VCHC R FIARER R, TUFLIEIE I8, AERORE Coni- e R vl Ol e . BA
PHRHIE B TR TAUA AR, X RLIAR AT TR B R A bR, Zethl A e TR, SKIBNA 77 FEAIAH ¢ R4
8.4 zE
8.4.1 BIESELEMH

a) fBilifE: Cig (50 mm>2.1mm, 1.7 um) , RS #E

b) Fi: 30 C ;

c) #EFFE: 2pL;

d) ##E: 0.3 mL/min;

e) VishHl: AN 0.1%HERIEM, B A 0.1%H B2 Z VAW, BT W& 1.

1 RENEEE R ST

I ] 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 FRikSEXM
b) R ME T
c) RrTT: 2 NI
d) BEVEFIS . HEFLA . RbRE S Al RS B A Al U
e) & TIRIRE: 550 C;
f) W% HE: —4500 V;
9) FMHSIES: 345 kPa;



h) In#VS & 77: 345 kPa;
i) KA EJI: 210 kPa;
i) WEIEFSEIEN LR 2.

R2 FEBTEE BN
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i TEME BT ER BTN E T il 428 P
- m/z m/z \Y, eV
434.9>330.0 90 23
ARG 434.9>330.0
434.9>250.0 90 34
387.2>351.1 90 17
5 387.2>351.1
387.2>282.1 90 39
451.0>282.0 90 23
SRS 451.0>282.0
451.0>415.0 90 38
419.0>383.0 90 17
BTG B B 419.0>383.0
419.0>314.0 90 26

8.4.3 EMME

FEFFEINR AT, PRV J U B FLA QU (14 O B 1] 5 228 i DG PC AR PRI S R i e AR
P R B8], (W Z2E22.5% LA, EASIN I 1) 8 1 ROARDG R I, B 2 55 R AR = (X 5 o UL P AR v AR
T HEE B H ARV ZERRT & RIEK.

* 3 EMMRIEFENBETFENSARTRE

BACAE S
AT B R >50 20~50 10~20 <10
SR BRI 2 420 425 430 450

8.4.4 EEME

1%8.4.1118.4. 2B AU AR Ak A, DASEJR UL FCAR VAR B R A bR, LTI RS NAR R, 2l bt AT
hek, fF8 R SR, ZIMRET AR 2 B B BB UL RCAR IR S R i b E i

AR 351 SEAEASCEAGE I (R L VS IR P o 35 5 U E o VRO 128 1 o R € 0 BT DL P B o

8.4.5 FEHIAW

9

e Falel, BRASINZs A, SR SE AR R 10 BREEAT T AT 384T
HZRITEMRE

BURE R AR I I3 B e b i 2 B 30 (LD 5L

_ AxCsxV; xV;
A, xmxV,

X

& (D .
X—RFE R I B SRR B R B, A AT 58 (uglkg)

Cs—J i VG FO b AE 7 9 RS B AR IR B, g e =27 (ng/mL);

A—TURE TP 9 HURS B AT ) i T AR
A —JE [ VG A VR S U s A 1 i b T
Vi —IASERCRAA R I EUE, B2 T (mL);
Vo AL % BRI AUE, S92 T (mL);
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Vs — PR & E BRI EE, AN ZETH (mL);
m—UER R = AUE, AN (g);

10 MG ENREE . ERENEEE

10.1 REUE

ARTFFHANE . PN BULEIORG S REBEERE . 45 2F. QRULAL. AR, BT, Bl s,
Ay e (RS U BR 240 91,0 pglkg, & BRI N2.5 pglkg.
10.2 ERE

KT ANE . PN BULEIURS BB . 45 2F. ORUUA . AR, BT, Beih R s,
4405 2.5 pglkg~50 po/kg?s Ik FE 7K F [ [ 3 2H60%~ 120%.
10.3 BEE

AR T7VERE AR B R 22 <15%,  HEIE AR bR R 2 <15%.
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FAl BEHBREKREMHRBRBR. LEFFRAFMCAS S
HhSCIE F 44 R ESLIE 44 R 251 CAS &
LG fipronil C1,H4Cl,FgN,0S 120068-37-3
e fipronil-desulfinyl C1H4CloFgN, 205650-65-3
U fipronil-sulfone C1oH4ClFgN,O,S 120068-36-2
oL T T Tk fipronil-sulfide C1H4ClFgN,S 120067-83-6
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XCoF -MRVI(8 peirs): 434.900/330.000 Da
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PRel S Ui i - BRI S TR A A (434.9>330.0)
2-3 B RHE B T i i & (387.0>351.0)
- HEURAIE B 7 iR E i ] (451.0>282.0)

433 sk TR AT B 8 12 €1

(419.0>383.0)

B.1 I RAERHYIER (8F) LEmERRIFIESTFRERIER (1.0ng/mL)




