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ARASTATLEERKR S Z—FERT A 2
Method of Test for Pesticide Residues in Livestock and Poultry Products -
Multiresidue Analysis
Lig* o 2> 2@ 4 HAF200p 2 PR 0T RES ERT A
37 o
2. ¥ 5% > 2 ¢ &4 3 * QuEChERS = ;2 (Quick, Easy, Cheap, Effective, Rugged,
Safe) # fe I f6 0 2 % Ap K 45 B B OF F & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) 2 # 4p & 17
P B F 3 & (gas chromatograph/tandem mass spectrometer,
GC/MS/MS) 4~ $72. 7 % o
2.1. %%
2.1.1. % Ap Ry 47 B m R R
2.1.1.1. 3+ & © T EHLF 1 (electrospray ionization, ESI) o
2.1.1.2. % 45 % : Acquity UPLC® HSS T3 » 1.8 um » P /£2.1 mm x 10 cm » &
e % & o
2.1.1.3. %3 %+ © Acquity UPLC® HSS T3 » 1.8 um » P 4£2.1 mm x 5 mm
B s 5 o
212. F A0 R 4P BEE K
2.1.2.1. 33 & ¢ T 3 £ ¥ P (electron impact ionization, EI) e
2122 k+7¢ - HP-SMSUIL g » 05 A 0.25 um > p /£0.25 mm x 30
m> %5 o
2.1.3. #3355 E (Blender) ©
2.1.4. #= 743 (Grinder) °
2.1.5. % it ke 5 B3R i 57 8 (SPEX SamplePrep 2010 GenoGrinder®) : 1000
rpmi b0 g e B R o
2.1.6. 3. % (Centrifuge) : ¥ :£4000 xgi4 + > Fr4g B ¥ £ 15°C2 ™ —’Fi,‘ o
2.1.7. ¥ # J&%5% & (Nitrogen evaporator) °
22. 3% ¢
PREEPE PR PEERACIOR GRS L REAMBRY AT EE L
W2 T ERISE R AR K AT EOREFEL4 ~ B -RELPL4E ~ primary secondary
amine (PSA) ~ octadecysilane, end-capped (C18 EC) % graphitized carbon black
(GCB)32% * A 475 5 2 35 K (0 R FE3025°CF 2 18 MQ-em +) 5 B &
R AR RO > (acephate) 6078 (578 L& - ~ &2 % £ 2 BRfe =
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¥ fig (triphenylphosphate, TPP) b 3R 4% 2 5. o
23. BE 2 H
23.1. 4 % 2 15mL2 50 mL > PP -
232, )% 1 34/20.22 um > PVDF# % ©
233. % 8% :25mL% S0 mL > 744 o
2.3.4. 14 L 3 F # (Ceramic homogenizer) " : # * Bond Elut QUEChERS P/N
5982-9313 » & B & o
235 F P MY L 3 moREipAE4 g2 moKPELA L g -
23.6. & * g g0 2 PSA3T5 mg ~ &R ALFL4£750 mg ~ C18 EC 250 mg
2GCB45mg >tk f imE£5mL ©
Il BTV ARGMEALERED TR o
A2V RET R ATERRY B LT EL B LR o
24 BB AR B R DU
241. Bd4p3 kA
B ¥ FR50 mLgr 4 & K450 mLiR £ 15 0 4o » fER4%0.19 g2 7 ]
mL > A fEIR &3 > By 0 PR R IEHS B ARIBIRA -
242 . # #4013 %B -
P-% FE500mL > 4e > AEAE4%0.19 g0 B fELR £33 > Mgt
Jai B TE R B4R R B o
2.5 AR R 2 el
PRz F R P RRE S N940mg c HREL T MY BB ET TF 150
mL > %5 p 38R R o 30-18°CH L 737 o
251 g 20 R Rk o 0P AR 75 pg/ml > B 1F2.8. 5 4k Wi
COESNNE LS B S
252, i B PR ERGR > 27 BRI TS pg/ml > B F29.1 &
LC/MS/MS & 45 % 2. p FR4R 274 7% o
253. g E PN HE RR 0 YA B AR LTS pg/ml 0 B 0F292. %
GC/MS/MS % 47 # 2 3RAE M2 7% o
26, A2 AW
2.6.1. % 1%B A2 o %ipi
Porkpppel0 mL2r ¢ 990 mLiR £ 393 o
262. p gk - e =, viv)iB iR
PAfpE el L (V)RR S e
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27 B k2 fel
271 R EHREY EERE 925 mg > WA T > e i RE e F 125
mL > T 5358 Fg > 3-18°CHF K pTi7 o i EEERRET ﬁ%ﬁr%
31 pg/mL > #i%2.9.1. & LC/MS/MSA 5 # 183 % o
272 PR EFHBRY LB L 925 mg WA MA@ T RBED T
X 225mL > (5% R o 3-18°CHF L pF 5 o E&i_%%ﬂ@/ﬁy. RN
b s e (L, vv)iB R AR L 1 ug/mL > #182.9.2. 8 GC/MS/MS A 47
* AR o
28 iz AW
Rt RREE > 10 g s HREA T B3NS0 mLgEc g ¢ o LS » 7
1% e 2. ¢ % 7% % 10 mL% 75 pg/mLp 54533 72 10 ul > £ & B 4 » 14
fiﬂ?%lwi Bk A FrCEE T EAR TR BB
ASHL > R T R I S5 T 1525 1000 rpmik i & 1 £ gz 4R
A &ETs 0 15°C 0 4000 xgdrs 1248 o B~ b FRSmL > FABTIM A > B
L s F o 1 e ﬁﬁhzﬂﬁgﬁ%;‘ffafg‘rﬁ&% 121000 rpmdk F & 12+ g7
I 1A 415 0 *215°C > 4000 xgds 544 o B~ Fix lmL > M F § k2
B3z ARE P U EBImLAE REET > KRpiBig > &iviRl M
LC/MS/MSA 47 o F Bt iFizlmL > 1§ FexIb|§c > REFUF [ L
e (L, vv)iaR1ImLiAfE » REBE] » CRMEiBig > EiviRRIl>
GC/MS/MS A 47 o
2.9. % F T peth B a2 fliE
2.9.1. LC/MS/MS :
B b fe 0 28 EA B KGN IR S AR
P~lmL > 12§ § X3 B3z o /,,\ Glde » if £ 7 PR~ 1 pg/mLAR A R S~
200 uL % 7.5 pg/mL P 2R E 2 % V10 UL > @ 84 5 1 mL 0 R &35
3o@Tﬂﬁﬁ@ﬁﬁﬁ’$%%%EW%%ﬁ%iﬁ%aﬁ“’&
W2 kR > ®Wi¥0.005~0.2 pg/mL2 A F 7 etk E 4 -
AR K 47 8 B OE S A iR wE 2
%3 ¥ 41 Acquity UPLC® HSS T3 » 1.8 um » A j£2.1 mm x 5 mm °
% 17%¥ : ACQUITY UPLC* HSS T3 > 1.8 pm > p /£2.1 mm x 10 cm »
k17 F 8 A 1 30°C -
BEARRR CAREBRI T AR FHA A
P& F¥ (min) A (%) B (%)
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0.0 — 2.0 99 — 50 1 — 50
20—-8.0 50 — 30 50 — 70
8.0 — 10.0 301 70 — 99
10.0 - 13.0 1 -1 99 — 99
13.0 - 13.5 1 —99 99 — 1
13.5 - 15.0 99 — 99 1 —1

## Aok ¢ 0.3 mL/min o

A% 110l -

£ g % & (Capillary voltage) -

TORAES b @A (ESIN)# * 3.5kV >
TS Y @I (ESI )& * 1.6kV o
g;g—? J 8 & (Ion source temperature) @ 150°C -
7% WA TR & (Desolvation temperature) : 450°C -
,;{ RIS T %2 £ K & P (multiple reaction monitoring, MRM) - &+
¥ - i % 48 T R (cone voltage) ¥ zi 4 i £ (collision

energy)dv# - % £ = o

2.9.2. GC/MS/MS

Pogd WAl R28ERWAF P IEE R E S R AN E
P~lmL > v % § sk 3 Bdg Av\‘;v' [4e » FE A - e =(1i,viv) ~ ]
ng/mLAE 2 73 5% 5~200 pL % 7.5 pg/mL A 28453 73 i 9 10 L > 1 48 75
21mL >R E&353 o« T 71 EiE7T4L+7 ;]A,g R LS A
AE G BHEZ ER > B 170.005~02 pg/mL2 AF T ek £
R R R RO Sl S

%47 ¥ t HP-SMSULL fm g > p %5 & 025 um > /20.25 mm % 30m °

K158 R 1 4% 1 60°C > | min ;

AR & 1 40°C/min ;

¢ R 1 170°C ;

AR & 10°C/min ;

%78 1 310°C > 2.25 min -

# 4% F ik 01 mL/min e

Arg 1l

2~ B8 & (Injector temperature) : 280°C -
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2~ #1258 (Inject mode) @ # 4 Ji(splitless) °

B RS DTS R FEEED > T0eV
4+ RE R T 280°C -
Rt C S EF BWR o BRI R RN AR = o

3 NIRRT SR § TR RETER
I U e S A AT 2
o

2
=S E

2.10. #FBF% 2 7 £

2.10.1. LC/MS/MS
HAEEPRRIZEER R L10 L & B ~ e ip & 47 & 55 13 &
é,@ﬂn%ﬁ&@ﬁbﬁo?ﬁﬁﬁﬁﬁﬁﬁ%@ﬂﬁiﬁ?%@

FOR BRI S RV ER 2 > F kT ARFE N RN

TR 2 RE KT A 2R

B

C:d AP pRBEALETHRRY & L F2 kA (ug/ml)
V:iEE R 7 1% ¢ AR A (10 mL)
M:BHrdretiz £ E(g)

2.10.2. GC/MS/MS

‘f?ﬁ B"%ﬁ,liHﬁ Jfﬂ—?/puf‘z*luL’l»\“v' 1)‘5{9#5%}’}’?3%?\2‘3@

o R29.2.8 R F AT o etk AR R R ATELE LF G

25 EF R R HAES R CVEN 2 5T S E S R e

LR%E2 7 2 (ppm) :

CxV

M

C:d AP i ERLFHRRY & L F2 kA (gmL)

VBt 7 1% ¢ %% % WA (10 mL)

M: Btk Atttz € £ (g)

ES AR R A Y THEPEFIHE I IR I FZ LE G
(< 100%) * 3 FldeoT

A0 ¥ A+ 58 A& (%)

e L E%2 7 ¥ (ppm) =

§ 4% 7 19

% F %)
> 50 + 20
> 20~50

+25
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10~20 + 30
10 + 50
Rl . ARHR D 2L T E R Uk - A D F L= o
2. M B E AT T T ik F R UGC/MS/MS & LC/MS/MS 4 45 -
3T PR R LF TR kP A
$4 2
1. Lehotay, S. J., Mastovska, K. and Yun, S. J. 2005. Evaluation of two fast and
easy methods for pesticide residue analysis in fatty food matrixes. J. AOAC Int.
88: 630-638.

2. European Committee for Standardization. 2009. Food of plant orign-

NV

determination of pesticide residues using GC-MS and/or LC-MS/MS following
acetonitrile extraction/partitioning and clean-up by dispersive SPE- QuEchERS-
method. DIN EN 15662: 2009-02 (English version).
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Zo- CEERER23EREZ P IHER R E R R Sl LR AR PYLC/MS/MS T B HY)

& 4 4 TE 4 3 A $ T 152 (ppm)
7 = o ‘s IR (m/z)> | BT R | AL R[9SR () > | BT R | AL £ o R
A B (m/z) V) (eV) A B (m/z) V) (eV)
1 |Acephate TR 184 > 143 11 8 184 > 125 11 18 0.01 0.01
2 |Aldicarb 17 5 208 >89 10 20 208> 116 10 8 0.01 0.01
3 |Bendiocarb T s 224 > 167 20 8 224 >109 20 18 0.01 0.05
4 | Carbaryl S i) 202 > 145 22 22 202> 117 22 28 0.01 0.01
5 |Carbendazim b % 192> 160 27 18 192> 132 27 28 0.01 0.01
6 |Carbofuran b ik 222>165 34 16 222>123 34 16 0.01 0.05
7 | Clofentezine AN S 303 > 138 22 22 303>102 22 35 0.05 0.05
8 |Fenthion B 279 > 247 30 12 279>169 30 18 0.01 0.01
9 |Flusilazole P E 316> 165 32 26 316 >247 32 16 0.01 0.01
10 |Mecarbam PRI O 330>227 21 8 330>97 21 35 0.01 0.01
11 |Methiocarb B R 226> 169 22 10 226> 121 22 22 0.01 0.01
12 |Methoprene i T 279> 81 24 24 279> 95 24 22 0.01 0.01
13 |Monocrotophos Erly 3 224> 127 20 16 224> 98 20 12 0.01 0.01
14 |Phoxim T ER 299> 129 20 11 299 > 153 20 7 0.01 0.01
15 |Pirimicarb e 239>172 28 18 239> 182 28 15 0.01 0.01
16 |Prochloraz #Fip 376 > 308 17 11 376 > 266 17 14 0.01 0.01
17 |Propargite s 5 368 > 231 15 11 368 > 175 15 17 0.01 0.01
18 | Propoxur x 2 210> 111 15 16 210> 168 15 10 0.01 0.01
19 |Spinosad A B A 733> 142 50 31 733 >98 50 59 0.01 0.01
20 |Spinosad D B2 D 747> 142 51 31 747 > 98 51 53 0.01 0.01




105 47 A HEHZETE 1051901286 FEHHEETE

Ao S BBRE2ALEL N IEREL2 E R BRI S8 LR RPYLC/MS/MS B3 H050)(H)

AT 4 TR &+ e S0 o) £ &' (ppm)
% % - iy |PAEIME> ERATE | BELE FRET (mD)>| SRATR| AL E o | pos
A Y (m/2) V) (eV) At #+ (m/2) V) (eV)
21 |Thiabendazole g 202 > 175 45 25 202> 131 45 30 0.05 0.01
22 | Trichlorfon R 257> 109 22 18 257>79 22 30 0.01 0.01
23 | Thiophanate-methyl | ® 2 % %% 343 > 151 40 27 343 > 268 40 17 0.01 0.01
L.S. | Triphenylphosphate |#&f: = ¥ fin 327>177 40 35 - - - - -
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22~ AR R #F2Z FEF RERE 28cE T2 ERYLC/MS/MS § 3+ #5550
g P TR TS Z £ 1&'Y(ppm)
7= — L PRUET (m/2)> | B RAT R | AR R T SRYS (n2)> B RATR | BELE | y -
" ~ U ¥,
i T argimb | (V) @) | AFarms | ) (V) T
1 | Diflubenzuron - ek 309 > 289 20 210 309 > 156 20 -10 001 | 0.01




e
fu

CIRERE 36 L EL N EE 52 5 FF L RS 22 2R 18 '(GC/MS/MS)
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AL TE A A £ &' (ppm)
7 =X , SRS (m/z)> | R £ W ERALF (m/z)> | FRfE A £
#2 ‘et g g v X
A ¥ 3+ (m/z) (eV) A ¥ 3+ (m/z) (eV)

1 |Aldrin P % 263>193 35 263 > 228 20 0.01 0.01
2 | Chlorfenvinphos S 267 > 159 20 323 >267 15 0.01 0.01
3 | Chlorpyrifos ERAR 314>258 15 314 >286 10 0.01 0.01
4 | cis-Chlordane Cis-¥ % * 373 > 266 20 373 >301 10 0.01 0.01
5 |Chlorpyrifos-methyl | ® AL g #74> 286>93 20 286 > 271 15 0.01 0.01
6 |Cypermethrin o 163 > 127 5 181> 152 20 0.01 0.01
7 |o,p'-DDT o,p'-if iF 235>165 15 235>199 15 0.01 0.01
8 |Deltamethrin B2 253>093 20 253>172 10 0.01 0.01
9 |Diazinon = i 304>179 10 179 > 137 15 0.01 0.01
10 |Dimethipin EXF 118 > 58 5 124 >176 5 0.01 0.01
11 |Edifenphos Eh 173> 109 10 310> 173 15 0.01 0.01
12 |alpha-Endosulfan oa-% B 241 >206 15 241>170 25 0.01 0.01
13 |beta-Endosulfan B-% B & 195> 159 10 241> 206 15 0.01 0.01
14 |Endosulfan-sulfate B I S 272 > 237 15 387>253 10 0.01 0.01
15 |Endrin X% 263 >193 25 263 > 228 20 0.01 0.01
16 |Ethion CRIS N 231>129 25 231>175 15 0.01 0.01
17 |Etrimfos PR O 292 > 181 10 292 > 153 20 0.01 0.01
18 |Fenitrothion EL A O 277> 109 20 277> 260 10 0.01 0.01
19 |Fensulfothion LAm 156 > 141 10 292 > 109 15 0.01 0.01
20 |Fenvalerate bl 167> 125 10 125> 89 20 0.01 0.01
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Lz FEERICHLER P EESL § £ R GRS S TR EUGOMSMS)(H)
7 4 4 L= ¥ Z & 1#&'Y(ppm)
7 =X , IR (m/z)> | AR | WSRMEF (miz)> | FLdEa £
A LR o o L F\E;?;{
A i #+ (m/z) (eV) A i #+ (m/z) (eV)

21 |Heptachlor £ aE 272 > 237 15 237> 167 30 0.01 0.01
22 |Isofenphos I 213> 121 15 213> 185 10 0.01 0.01
23 |Lindane 7 181> 145 15 219> 183 10 0.01 0.01
24 |Methacrifos I 125>179 5 208 >93 15 0.01 0.01
25 |Methidathion Pl O 145> 85 10 145> 58 15 0.01 0.01
26 |Permethrin Rk 2 183> 153 15 163 > 127 5 0.01 0.05
27 |Phenthoate FEn 274 > 121 10 274 > 246 10 0.01 0.01
28 |Phorate AG T 121 >93 5 260 > 75 10 0.01 0.01
29 |Phosalone A 182> 111 15 182> 138 10 0.01 0.01
30 |Phosmet A 160 > 133 10 160 > 105 15 0.01 0.01
31 |Pirimiphos-methyl ERE=2 N 290 > 125 20 290 > 151 20 0.01 0.01
32 |Propiconazole I vl 173 > 145 15 259> 69 10 0.01 0.01
33 |Terbufos FAm 231>175 15 231> 157 20 0.01 0.01
34 |trans-Chlordane trans-¥ % * 373 >266 20 373> 301 10 0.01 0.01
35 |Triadimefon =g 208 > 181 10 208 > 111 20 0.01 0.01
36 |Vinclozolin % ?:L, B 212> 145 25 285>212 10 0.01 0.01
I.S. | Triphenylphosphate | Fif& = ¥ fig 326> 169 30 - - - -




