ANBEEH] 10648 H 18 H
EIFHHA - 106 458 H 28 H
TEDAP0008.01

HEZHRFPARTEERK S Z-SF L2 A2 %%
Method of Test for Pesticide Residues in Chicken Muscle and Eggs-
Test of Fipronil and Its Metabolite

Lo * el f Aese™ 2@ % >0 5p 2 3257 5 £ (fipronil) 2 H % 4
(fipronil sulfone)2_ #& &% -

2. &% > = ¢ it * QUEChERS # ;% (Quick, Easy, Cheap, Effective,
Rugged, Safe) s A2 {8 » 12k 49 & 7 8 % F ¥ & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) & 47 2.
% E o

2.1, %%
2.1.1. AR AT 8 B F K
2.1.1.1. 33kt 7 E 3 1 (electrospray ionization, ESI) -
21.12. k+47¢ - CORTECSUPLC-C18° 1.6 um> pr j£2.1 mmx 10 cm >
B s g o
21.13. %# g4 : CORTECSUPLC - C18 - 1.6 um > p /221 mm x 5
mm > 2 e &5 o
2.1.2. #3527 % (Blender)
2.1.3. # 74 (Grinder) o
2.1.4. F & w57 g F 325 4 (SPEX SamplePrep 2010 GenoGrinder®) :
1000 rpmrz b > B\ e B 5 o
2.1.5. & %(Centrifuge) : ¥ 24000 xg2 + > 44l & ¥ E15CrL™ o
2.16. ¥ F Jk¥g % ¥ (Nitrogen evaporator)
22. FHE LUKFEEL U L ERAROER T FE R L L 2 T ISR AR
B 470 5 Em-Kpppidh ~ B -KERER4E ~ Primary secondary amine
(PSA) ~ octadecysilane, C18 end-capped (C18 EC) % graphitized
carbon black (GCB)#&4x # & 47/ ; 4 #3 -k (v 7 1225 CF
ZI8MQ - cm F) ;s FE A 2 H N SR R R B
= ¥ fig(triphenylphosphate, TPP) b 3R 4% 2% 2. o
23. B A L
231 #sg 2 15mLx 50 mL » PP -
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2.3.2. Jp%E 3442022 um - PTFEH F -
233. F&£¥1:25mLE50mL > #&d o
2.3.4. 1 £ 357 7 (Ceramic homogenizer)™ : 3 * Bond Elut QUEChERS
P/N 5982-9313 » & p & & o
235, e A" ook mpiat4 gr ROKAE ALY
2.3.6. ;% it # g § D0 2 PSA375 mg~ & -k £ e 4% 750 mg ~ C18 EC 250
mg% GCB45mg > &% f im&£5mL -
1 BIBETEVARBMAREAD AR RY o
A2V REHRpATERRY B AAFEZE EC B L o
24. pdApin LB
24.1. ##A4ni% A
Ppfe4%0.4 90 14 gt kiR R 21000 mL o e ~ 7 ELmL > iR
L33 > MRMGER PR B TR 4RI RA -
242, ##4p3%B
Pfi fh4%0.4 9 0 12 7 FRIB %1 1000 ML o R B R 0 PRIk
(45 84 4p 73 % B -
2.5, pFMHRMEA R 2 fel
PRARZ F g P IR S0 MY HAEAER 0 T RRfRY R F 3
50mL > £ 5 SRR RiR > 20-18°CiEF R pF o
251 P~ig B FCARE R P AR AR 250 pg/ml 0 i 1F2.8. & i |l
2 IR
252, B B IVRE RR T PR 26 pg/mLs 5 1F29. 8 AT T fe
Bayp e pe i 2 pIRRRER R
26. 7 1%pmpkz o Hip R H
Porkprpcl0 mLgr 2 990 mLiR £ 353 o
2.7. 183 R 2 fefl
PR R 2 RS R R S L K25 mg o HFAERLE > A e
BoAfET T8 225 mL o 17 5 4R Rk o A0-18°CHF L BT o Tt PFB
JFEEHRFRRFRE > T BAFFIIpg/mL > B ER R R -
28. #irzn
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P RWIDTE > 0109 FREF T RS f b RE o R &
PR R ES3 2910 g0 AT 0 B 50 mLats g Yoo 4
~ 7 1%ps ez @ % 3% 10 mL% 50 pg/mLp #5452 53 5% 10 L > £ i
R » I F 1% 550 —},,ﬁxfl 3 baped oo EAIRT
Bt o bk BAFSE 0 LR @ B ST B R T 39 F 48571000 rpmik i
B E R34 4818 0 3T15°C 0 114000 xgHL 54 4 o B b RS
mL’iﬁfé’uE&E'J;‘éJ@l ' B3 i.hwég_,\,? V- 3 Ev?«wﬂ jr}%j’i’lfg‘r
4;&3%?1000 rpmak i & 1 £ 7 R i L 4518 0 3t 15°C 0 124000 xgdg w5
o BelpRlmb F F R blic o R T T L mLigfE o
93 > KipMiEig 0 BITHRR o

fete € a2 R IF
P~z %ﬁ%%i’ ' 22.8.4°7) ?"Ei%i:]? fo N PR 2 E S R 0 A
EPImL g FeRIBgg 0 & B4 2 2T AR~ 1 pg/mLiR B R 2
~200 uL2 5 pg/mLp #R4E 82 %10l > @8 51mL> R E323 >
EERATTRRERZR BT AFEEEES T fr}aswg R 2 H R
o p R R g G f o BB ER > A W3 170.002~0.2
ng/mL2_ 2 JF7 feti £ S -
AP 4 8 B A A R g 2 09

& 4741 ¢ CORTECSUPLC » C18 > 1.6 um > p j£2.1mmx 10cm o

-+ ¥ 4 CORTECSUPLC > C18- 1.6 um> p f£2.1 mm x 5 mm o

BArig & 1 30C -

HEApar cAREBRUT A ERERR AT

¥
”‘“3 ‘W W

~°

B R (min) A (%) B (%)
0.0->20 99 —» 50 1—50
20—->8.0 50 —» 30 50— 70
8.0 » 10.0 30->1 70 > 99
10.0 —» 13.0 151 99 —» 99
13.0 » 135 1—-99 9 -1
13.5—>15.0 99 —» 99 1-1

#Fo4p ik - 0.3 mL/min o
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A~ :10puL -
* g 7 & (Capillary voltage) :
T A i s (ESI+ )4 * 3KV o
TS it oA (ESI—)&* 1.6 kV -
# 3 JRE & (lon source temperature) : 150°C -
% 3478 & (Desolvation temperature) : 500°C -
WOplHCEs 3 £ & R Rl(multiple reaction monitoring, MRM) o ié B
B ¥~ B4R 407 /R (cone voltage)? wifz it £ (collision
energy)4c T % o

A 7 de L+ H A A
IR (M) > TR OTR

B L S )
A H+(miz) (V) (eV)
. . . 435 > 330* -25 -20
ey
Fipronil k 435>250 25  -25
. : . , 451 > 415* -29 -16
Z,t q R [y %.B. 45
Fipronil sulfone I RN 451 > 282 09 o8
Triphenylphosphate (1.S.) &k = ¥ fiq 327> 77 40 35
*EE S
3 PRI IFE LT A GERE 0 T RATR Y 2L R B 0 K T S 2B
'L"?'l‘: % o

2.10. #FwlEm s 7 2Rl
HREEPRR 2 AT " REERZREI0OUL » B2 » R4 k17 8
BPH R 0 205 LT AN JelhR 2 AT T pete B AR R
SRR FGEFE S EF R Has w a Mg 1k
TR RN S L2 2 Bk 2 W E (ppm)
WY S R 3 2 R (ppm)= 2T
Cid AF REERRERHRR? 5F L H N30 2 )k & (ug/mL)
Vo EE k2§ 1% 2 o 4 AR H A (10 mL)
M: B o itz € £(9)
FRAAHA S R A THEAS WA XTI RS E e fideg e 7
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TFDAP0008.01
(<100%) > % 3 # Fl4eT
i FHAL 5 2 (%) B A
> 50 + 20
> 20~50 + 25
> 10~20 + 30
< 10 + 50

R L AR E 2 LR P 2 AR S L2 H S BE
35 % 0.005 ppm -
2. MY RS RBRES 2P TR B AR -

¥ 2 ;;Je :
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m/z 435=330 m/z 451282
100 100
%—- %_‘
4 e
G L Il L LI T 17 min 0 LI YI' oo T T min
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Bl ~ "ZLC/MS/MSA 47 %4 £ (A)% H X34 (B){E % 5.2 MRM ) #
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