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ELEETE R 3 A T R AR R B R (I S B
iy 228 Fee VSR - BRSO O AT A B DAV 7 2 HY
1% (Liquid Liquid Extraction) * 3T 5 2R 50 A [
FHZEHY(Solid Phase Extraction)i: » {H 15 5L H T
B - MERESRIERE - &
j:EﬁUEﬁ LR OB E R FIRE 2SR DU
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TI—JB\A EEREAMAIK » 1#EE) - FL
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YERE R EE AT IR AT IS R S TE B - 2003
4 Anastassiades¥F A » $RFHQUEChERS (Quick,
Easy, Cheap, Effective, Rugged, and Safe)"” 434/t

 RAEENT R ERE - AR RN ERE

7 BEREELDERETRIRE S - K
IR A VA T 60 P B R 10 mL - R T 58 SR
BIEANBRIHZBINARAT » [
FIRIEI R & - BRTEE AT —FLE - o
CLECR B BRE T E B i S B P e L P R SRR R
ST ERRED -

TEf s i B DL AT R
T2 RAH g A R 5 B B 1 1 8 Xk T 2 (gas
chromatograph/electron capture detector, GC/
ECD) KM E I %5 (gas chromatograph/
flam photometric detector, GC/FPD)ol &\
%8 (gas chromatograph/nitrogen phosphorus
detector, GC/NPD) K = X fH & 11 5 #5
Bt S8 AN i I 2% (high performance liquid
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chromatograph/ultraviolet detector, HPLC/
U'V) B ER I 1% [ 2 B B S T 4% (high
performance liquid chromatograph/fluorescence
detector, HPLC/FLD)% - #5# 8 % N
ELEESDTE] S8 EZE SR
SR o ST AR 3 e BT R R RN
SEAHE M7 & 3 # (gas chromatograph/mass
spectrometer, GC/MS) 5@ FHE #T & f =0/E
{#(gas chromatograph/tandem mass spectrometer,
GC/MS/MS ) sk i g A7 e i =UE 78 (liquid
chromatograph/tandem mass spectrometer, LC/
MS/MS)EEZ E R e i L etafll b - "] {E
FyUERE « ROEFI BB ST LA -

H T A B2 o R SR i TR
R AR b B < TR R AR T Rl
R R g e B T k- B K E AL T A R R
L LIRS ) (CNS14835) % O T I8 K
AFRFER102FE A EBIE " R R
fwBg k- E T A R e, F1s
MALIE.Z T o ASEA FIQUEChER SHI i B
ol e 2 Z wEAERMNHRI3ELAEEBE "'
o PR R B e B T k- S E B M Tk
(F) 1 Bt EYYE S % B R SRR S T T i
HETTPRRS -

MEER TR
— ~ MRERE

CEUE - UKEERR ~ FH R e B R 5 2 PR sl B
Rl s IECKE R NS 58 FH IR RE B
LB B R S PR OME T A e 5 S 7K e IR
$ ~ HE/KEREEEE © primary secondary amine
(PSA) » octadecysilane > end-capped (C18
EC) M graphitized carbon black (GCB)¥J¢
Mk s KT K(EEER K25 CHlE
18 MQ + emBl b)) REEH I EEAE
@ %A (acephate) % 1437H 5 Wi = K5

(triphenylphosphate, TPP)A I HE T,

(C)BELVE (15 mLE.50 mL » PPHE) ~ YK
(FL1£0.22 um * PVDF# &) « B & (25
mL 50 mL > #@th)

(E)FgZ42E i (Ceramic homogenizer) : B¢
Bond Elut QuEChERS P/N 5982-9313 » &k
(] et ©

(OZERL R R« & KRR 4 o R K S
RS g -

(BF LB © SPSA 375 mg ~ HE/KER
f£$£750 mg » C18 EC 250 mgf.GCB 45
mg * A ES mL -

(IEZ I ERAN el
1. BEIFHETRA © B S50 mLEd BT

7K450 mLIB &R - IIABEEE$20.19 gk
%1 mL - ARRIE A5 - DAERRGE
& DU ERE B EIATRA -

2. BENFEETEB © BUFFEES00 mL > AR
W:$%0.19 g VARRIDRE G194 » DA
EE - DU L ERZ B E A B -

(N E RS R 2 OB - Bk R =R BRI
EREE EL 40 mg - FEHEREE - DI EEYA
fE i E A 2250 mL » E RN ERIEHER R -
FA-18CHEYERFF -

(VR R
1. E1%EE8Z LB - BUKEERZ10 mL

B /5990 mLIE &4574] »

2. R - IECRE(L:L, vV © BN i
ECKELAL 2 1 (v)EEBTE S -

()RR 2 Pl
1. B SE A B P AR ME 5% 4925 mg » FETE

E - LBV EAZE25 mL v
R EAEFE - fA-18°CHELEFTE - HUE
EEEFRDIFEERERL ng/mL >
{ELC/MS/MS 53t FIIEHE AW -

2. R ZE A G R B E 2% 1025 mg > KT
TBE - DANEA B IE C e A fg 0 E A 2
25 mL + {FRREHE IR - JR-187C ik
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A7 - HUGE S FEFEDIAE - Ed
Be(1:1, viv)IETEFREEZE] ng/mL - #EGC/
MS/MS3 it FHERHEVE K -

— - (EEERL R

(VR AE I BT ER T B R - IS WA T AT
(Acquity UPLC System, Waters, USA)F15
T =B 5 F (Xevo TQMS, Waters, USA)

CHRAEEITERE ¢ 1.8 um » NE2.1 mm x
10 cm(Acquity UPLC® HSS T3 » Waters
USA)

CHRAERENT CREERE ¢ 1.8 pm > A{E2.1 mm
x 5 mm(Acquity UPLC® HSS T3, Waters,
USA)

() SR AT R B R A - IS RAE T AT
(450-GC, Varian, USA)F1 g =B 3 (55
(320-MS, Varian, USA)

BRI ERE : NEEE0.25 pm» N
£0.25 mm x 30 m(EMEHP-5MS UI,
Agilent, USA)

() S A R P 41 222 'S B (Geno Grrinder®,
SPEX SamplePrep, USA)

(L) (1 (Allegra 25 Centrifuge, Beckman,
USA)

(VIR EAEEE B (MG-220, EYELA, Japan)

()BT /k 855 (Millipole milli-Q, Bedford,
USA)

= RIS

iEgE » 10 g - FETERRE - BR
50 mLEEOEH » R HEINA S 1% M2 i
ETR10 mLK 75 pg/mLAEREEHEVATR10 uL - FF
RPN A M Z S E A VR AR AR » &L
HEOEZE - FBENEZURE SR - BF 1R B S
B DA A AR R 2 B 2 1000 rpm
IR 178 > 1R15°C > 4000 x gt 1575 -
BN B35S mL - B EERHRE - B RE
O DAEnd A AR R 2 2 B % 2L 1000 rpm

IR 18 % - 1A15°C » 4000 x gl (355784 -
I E7E 1 mL - DARRRZEREZ - 5 LR
B2 mLiARE - IRE14  RIEESETE - S
1 > LALC/MS/MS/3HT » SBEL ETE W1 mL »
DL R ZE Mz - BV LANER « IECkE(1:1,
VIV)IETR 1 mLiEfE - BETE o REREE
HAERIEIL » DLGC/MS/MSTHT ©

- BB AR 2R 5F

(HILC/MS/MS

HUZ2 ks ARERRGRRUE R - KRN

SRR HE L 2 R BB TR 0 S BIE R

mL + DIERWZEMIEZ » 53 B AE & H

FE 1 pg/mLARYEVAVES - 200 LK 7.5 pg/

mL A EEEHEATE 10 pl » HBERE ] mL

BEE o K TIHREET N SR

SEEH N TR N P e R L o B E

MR > #1/E0.005 - 0.2 pg/mL.Z FE VLR

AR -

TR BT SR R o3 I E (e -

WM (A EEAE ¢ 1.8 um > N{E2.1 mm
x 5 mm * Acquity UPLC" HSS T3 -
Waters * USA

AR ATERE 1.8 um » NE2.1 mm x
10 cm > Acquity UPLC® HSS T3 °
Waters * USA

ETERE : 30C

ENRVE TR © AVRELB IR FE 73 BT e - 40

i%g
F—  BEAEG
# ] (min) A (%) B (%)
00—20 99— 50 1— 50
2080 50— 30 50— 70
80— 100 30— 1 70— 99
100— 130 1—1 99 — 99
130135 1—99 99— 1
13.5—> 150 99 — 99 11

FEEHFEE @ 0.3 mL/min
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AR 10puL

FEMl7E B BE(Capillary voltage) :

BB T EBE T(ESIHER A3  kV : &
HET-(ESI-)ERAI 1.6 kV

BiEF-J5 I £ (Ton source temperature) :
150°C

I BIUR E (Desolvation temperature)
450°C

EHRE S« 268 OB (multiple reaction
monitoring, MRM)

(5)GC/MS/MS

22 Etaie - RIRGR PR - AR

WEBERYE S 2 B LR BIETR - 73 Bl EEU

mL + DAERMWZERIEZ - 53 510 AGE &N

fil @ IECE:L, viv) ~ 1 pg/mLEEHEVA S

- 200 pLK27.5 pg/mLAEREHEVA IR 10 L

SRR mL - IR &5 - K TR

TTHT » LS B B P B A i 30 N

FF - SR R B10R0.005 - 0.2 pg/

mLZ EE VLR kg &A% -

SR T T BRI 3 40 A foe e

RAAGHTERE © HP - SMS UIEME » N
FEERE0.25 pm » N1£0.25 mm % 30 m

EATERIRE - #)iE : 60°C > 1 min 5 JF
TR 40°C/min ;

HIR 2 170°C 5 FHEERER ¢
Ui 2 310°C » 2.25 min

BEHZSATGE © 1 mL/min

EAE  1uL

£ A S B (Injector temperature) = 280°C

E A (Inject mode) : 53 Jiit(splitless)

At - T EBRAE(ED > 70 eV

IR 280°C

R - 258 (]

I BHREEE

A e B R TR S AR VR 25 10 L > 20 )
AR AT S E RS P T AT 5 U

10°C/min ; #&

T RAFHEV AR 1 pL » 4331k A SR AT B
BRI » RS bR Vi R 15
2 VR R % BB I B S T S A
Z 0 AT IR AR R TR R SR
(ppm) *

RS B R (ppm) =

C © HTSETTICRLR AR 13 b 5 g
B (ug/mL)

v BERURHEL 1R Z B O
(10 mL)

M : B i ie o EHE(g)

ST -5 P R T MR T S R T
IR IETEEHRTE £ 100%) @ AT HE
F-

xR MANBETRERTEE

FHESBE 7585 (%) Y ATHIE (%)
> 50 + 20
>20-50 +25
>10-20 +30
=10 + 50

S

— R mE LR ERET

B SRR UE B TE ALC/MS/MSELGC/MS/
MS » DIZE & I =0 (Multiple Reaction
Monitoring, MRM)H#ETTEHE] - 53 H T H
—RERE R RS2 AR T
(Precursor Ion)&d ZY)HE+(Product lon)77 B
Ry e BT IUEMRE T - FElERE 2 E 2
TR R AN =FNRMY - S5 143 TH R EE 1T %
mINIIAFE TR EE - HH S RERE
0.05 mg/kg * PALC/MS/MS + GC/MS/MS43 7.2
R~ R A B e e — I —
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®R= T M F7SIRRER AR ERZ SENEEARK 2R 2 E BB (LC/MS/MS)

EREETH JE PR T

o R pBEE T > SERCHE MbfE AUREMET > EEE R
Bt ot FXE (min)  FEYEET ERE GEE EVET EE R
(m/z) V) V)  (mz) (V) (V)

1 24D s DU 394 219>161 -23 -15 219>125 -23 -33
2 Acephate B AL 178  184>143 11 8§ 184>125 11 18
3 Acetamiprid RS 279 223>126 26 21  223>90 26 35
4 Aldicarb (S 322 208>89 10 20 208>116 10 8
5 Amisulbrom L FH 9.58 468>229 20 16 468>148 20 50
6 Amitraz L 1057 294>163 20 14 294>122 20 32
7 Azoxystrobin HRFERL 563  404>372 22 15  404>329 22 30
8  Bendiocarb R 3.67  224>167 20 8§ 224>109 20 18
9  Boscalid Hosl 6.02 343>307 35 20 343>140 35 20
10  Buprofezin 25 998 306>201 20 12 306>116 20 16
11 Carbaryl Sl 393 202>145 22 22 202>117 22 28
12 Carbendazim |SPav = 2.68 192> 160 27 18 192 > 132 27 28
13 Carbofuran JIES7S 373 222>165 34 16 222>123 34 16
14 Chlorantraniliprole il 520 484>453 24 22  484>286 24 14
15 Chlorfluazuron o 1044 540>383 42 20 540>158 42 20
16 Clofentezine 5 55 U 881 303>138 22 22 303>102 22 35
17 Clothianidin "eT 263 250>169 18 12 250>132 18 18
18 Cyazofamid L, 718 325>108 20 20 325>261 20 10
19 Cyflumetofen 5w 9.81 448>173 28 28  448>249 28 8
20 Cyprodinil L 793  226>93 50 33 226>108 50 25
21 Cyromazine FT 158 167>125 30 18 167>108 30 20
22 Diflubenzuron gk 735 309>156 20 -10  309>289 20 -10
23 Dimethoate R 279 230>125 14 20 230>199 14 11
24 Dimethomorph ER 583 388>301 35 20 388>165 35 30
16.29

25 Dinotefuran R 197  203>157 20 8§ 203>129 20 14
26  Etoxazole TG 1031  360>141 35 35 360>304 35 17
27 Famoxadone JLiR[E] 8.63 392>331 20 11 392>238 20 20
28  Fenazaquin pEN it 10.60 307> 57 30 25 307>161 30 19
29  Fenbutatin-oxide p2xiili) 11.18 519>197 44 54 519>351 44 32
30  Fenpyroximate pEna 1041 422>366 26 15 422>138 26 32
31  Fenthion P2y -4/ 809 279>247 30 12 279>169 30 18
32 Fipronil e 7.66  435>330 29 -15  435>250 29 -27

33 Flonicamid el 232 230>203 32 18 230>174 32 18
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rR= T I F7SIRRERNEMRERZ SENEEARK 2R 2 E B[ (LC/MS/MS)(18)

TEE T TEPERET-#

R W4 iy, eI RERRE T > SERRSE WML AOSBAET- > R M

(min)  FEYEET ERE fEE EPEET ER R

(m/z) V) (V) (m/z) V) (V)
34  Fluazinam P 9.99  463>416 -30 -20 463>398 -30 -20
35  Fludioxonil IR 578 266>158 14 32 266>185 14 24
36 Flufenoxuron & lE 1027  489>158 40 22  489>141 40 46
37 Fluopicolide ALtk 634 385>175 29 23  385>147 29 49
38  Flusilazole WS 7.63  316>165 32 26 316>247 32 16
39  Flutriafol NG 451 302>70 26 18 302>123 26 29
40 Hexaconazole JETTA] 8.56 314>70 26 22 314>159 26 40
41 Hexythiazox =F &4 10.16  353>228 24 14 353>168 24 26
42 Tmidacloprid TG 260 256>175 28 20 256>209 28 15
43 Isoprocarb e 452  194>95 18 14 194>137 18 8
44  Mecarbam HERIIE/A 7.00  330>227 21 8  330>97 21 35
45 Metalaxyl ppERs 478 280>220 20 13 280>192 20 17
46 Methamidophos BT 1.61  142>94 2 13 142>125 22 13
47 Methiocarb W v 569  226>169 22 10 226>121 22 22
48  Methomyl TS 229  163>88 20 10 163>106 20 10
49  Metrafenone Wiy = 9.04 409>209 20 17 409>227 20 29
50 Monocrotophos [iey 241 224>127 20 16 224>098 20 12
51 Omethoate BRI 192 214>183 20 10 214>155 20 15
52 Oxycarboxin SEARE 296 268>175 20 16 268>147 20 25
53 Pencycuron ErilE 9.14 329>125 40 22 329>218 40 20
54  Phoxim L 872 299>129 20 11 299>153 20 7
55  Pirimicarb Tehn 424  239>72 28 18 239>182 28 15
56  Prochloraz TR VA 883 376>308 17 11 376>266 17 14
57  Profenophos et 976  373>303 36 20 373>128 36 40
58 Propamocarb hydrochloride 577 1.99 189>102 25 17 189>144 25 12
59 Propargite e 1031  368>231 15 11 368>175 15 17
60 Propoxur LY 3.68  210>111 15 16 210>168 15 10
61 Pyraclostrobin [EE: 876 388>163 25 25 388>194 25 12
62  Pyridaben HEAR 1059 365>147 22 24  365>309 22 12
63  Quinoxyfen RS 10.11  308>197 55 32 308>162 55 44
64 Spinosad A GEaiRA 971  733>142 50 31 733>98 50 59
65 Spinosad D WBEiisD 1032 747>142 51 31  747>98 51 53
65 Spirodiclofen IRz 1044  411>313 25 11  411>71 25 14
67 Tebufenozide (et 779  353>133 13 20 353>297 13 8
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R= T U F7SIRRERNEMRERZ SENEBEARK 2SR 2 E B/ (LC/MS/MS)(18)

TE T TEPERE T

R W4 g, e FERAET > SERRSE RiihE AOSERET > RS it

(min)  FEYEET ERE fER EPEET ER R

(m/z) V) (V) (m/z) (V) (eV)
68 Tebufenpyrad 15553 993 334>117 52 34 334>145 52 28
69 Thiabendazole fEge 296 202>175 45 25 202> 131 45 30
70  Thiacloprid RS 294  253>126 35 20 253>90 35 40
71 Thiamethoxam L 233 292>211 22 12 292>132 22 22
72 Thiodicarb Tt Ao 404 355>88 20 16  355>108 20 16
73 Trichlorfon =& 2.82 257>109 22 18 257>79 22 30
74  Tricyclazole =W 310 190>163 38 20 190>136 38 26
75  Trifloxystrobin =R 958 409>186 28 16 409>145 28 40
- Triphenylphosphate® Bl — A 8.66 327>77 40 35 - - -

a. PIERIRAE A

= - P4 EE68IARERNEIEER 2 ZER EEIENN 2R 2 E HEEIFE (GC/MS/MS)
TE ST E JE PERE T2

FEE 4 ica=f E%FEEJ REREET > R RURREET > RIEE

(min) EVEET  ReE EVEET =

(m/z) (eV) (m/z) (eV)
1 Aldrin ISIESY 9.37 263 >193 35 263 >228 20
2 alpha-endosulfan SLRE 10.70 241> 206 15 241>170 25
3 beta-Endosulfan Bre & 11.64 195> 159 10 241>206 15
4  Bifenthrin HISE 12.68 181> 166 15 165> 115 30
5 Bitertanol thZ = 13.88 170 > 141 20 170> 115 30
6  Bromopropylate TR 12.79 341>183 15 341> 155 25
7 Bupirimate k5L 11.00 273> 193 10 208 > 165 10
8  Chinomethionat I 10.52 234>206 10 206> 148 15
9  Chlorfenapyr e LUK 11.16 247> 227 15 247> 200 25
10 Chlorfenvinphos A 9.68/9.89 267> 159 20 323> 267 15
11 Chlorpyrifos LIV 9.16 314> 258 15 314> 286 10
12 Chlorpyrifos-methyl B SU LIV 8.44 286> 93 20 286> 271 15
13 cis-Chlordane cis-A] &) 10.67 373 > 266 20 373 >301 10
14 Cyfluthrin R 14.35 163> 127 5 206> 151 20
15 X -Cyhalothrin IR 13.31 181> 152 20 197 > 141 15
16 Cypermethrin = 14.64 163> 127 5 181> 152 20
17  Deltamethrin B 16.25 253>93 20 253>172 10
18  Diazinon KA 7.64 304> 179 10 179 > 137 15
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< - S EF6RIEEERNIIRER 2 ZEREEAEXNSE RS EAEIFE(GC/MS/MS)(HE)
TE E T E PERET-E

FEE A, 4 et E#FEEJ AiTEaE T > Ejﬁiﬁ AT HeAE T > EIH;E

(min) EVEET R EVEET mE

(m/z) (eV) (m/z) (eV)
19  Dichlofluanid I R 9.07 123>77 15 224>123 10
20  Dichlorvos /N 4.58 185> 93 15 185> 109 20
21 Dieldrin hr e 11.15 263> 193 25 263 > 228 20
22 Difenoconazole el 16.00 323 > 265 15 323 >202 30
23 Edifenphos ELZ AV 12.06 173 > 109 10 310> 173 15
24  Endosulfan-sulfate TR Y 12.17 272> 237 15 387 >253 10
25  Endrin LR 11.49 263 >193 25 263 >228 20
26  Ethion R 11.56 231>129 25 231> 175 15
27  Etrimfos EREZVN 7.89 292> 181 10 292> 153 20
28  Fenitrothion EESUN 8.92 277> 109 20 277 > 260 10
29  Fenpropathrin Al 12.83 181> 152 20 265>210 15
30  Fensulfothion E TRV 11.50 293 > 125 15 292>109 15
31  Fenvalerate b 15.40/15.61 167> 125 10 125> 89 20
32 Flucythrinate T 14.66/14.83 199 > 157 10 451>199 10
33 Flutolanil [=E2 10.68 173 > 145 15 281> 173 15
34  Heptachlor et 8.77 272 >237 15 237> 167 30
35 Iprodione s=1E| 12.63 314> 245 15 314 >271 10
36 Isofenphos ERASUN 9.84 213> 121 15 213> 185 10
37 Isoprothiolane CEEOIE 10.82 290> 118 15 290 > 204 10
38  Kresoxim-methyl SEIRR 11.01 116> 89 10 206> 116 10
39 Lindane Pt 7.70 181> 145 15 219> 183 10
40 Malathion JSEDAVA 8.99 173 > 99 15 173> 127 5
41  Methacrifos ARV 5.90 125>79 5 208 > 93 15
42 Methidathion AR 10.35 145> 85 10 145 > 58 15
43 Myclobutanil #Erife 11.01 179> 125 15 179 > 152 10
44  o,p'-DDD 2, A-TE 11.10 235> 165 25 235>199 15
45  o,p'-DDE 2,4-TE R 10.43 246> 176 30 318 >246 25
46 0,p-DDT 2,4- T 11.68 235> 165 15 235>199 15
47  Oxadiazon e A 10.88 258> 175 10 258> 112 25
48  Oxadixyl B 11.60 163 > 132 10 163> 117 25
49  Penconazole SEraEE 9.87 248 > 157 25 248 >192 15
50  Pendimethalin it 75 9.74 252> 162 10 252> 191 10
51  Permethrin HEE 13.96 183>153 15 163 > 127 5
52 Phenthoate FEN 10.01 274> 121 10 274 > 246 10
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<M - S EFORIEEERNIIRERZ ZEREEEXSE RS EAEIFE(GC/MS/MS)(HE)
TE ST E PERE T

BE T I HUREEE T > R RUREMET > Rl

PR S e wiv  mosr fbm  mimer (6B

(m/z) (eV) (m/z) (eV)
53 Phorate TEHHIL 7.10 121>93 5 260> 75 10
54  Phosalone HrIARS 13.20 182> 111 15 182> 138 10
55  Phosmet SN 12.79 160> 133 10 160> 105 15
56  Pirimiphos-methyl LSRN 8.80 290 > 125 20 290 > 151 20
57  Procymidone BEEE 10.12 96 > 68 10 283 >96 10
58  Propiconazole sl 12.09 173> 145 15 259 > 69 10
59  Prothiofos SEATTLVA 10.81 267 > 239 10 309 > 239 15
60  Pyrimethanil IKEE 7.81 198> 118 30 198 > 156 25
61  Pyriproxyfen S5 13.28 136> 96 10 136> 78 20
62  Tebuconazole Hrafl] 12.34 250> 125 20 250> 153 10
63  Terbufos FETEL 7.63 231>175 15 231> 157 20
64  Tetraconazole 5 9.28 336>218 15 336> 204 30
65  trans-Chlordane trans- 1] &F 10.45 373> 266 20 373> 301 10
66  Triadimefon ZHRGF 9.34 208 > 181 10 208> 111 20
67 Triadimenol =RE 10.09/10.24 168 > 70 10 128 > 65 20
68  Vinclozolin i 8.47 212> 145 25 285>212 10
- Triphenylphosphate® e =K ES 12.37 326 > 169 30 - -

a. PIERIRAE A

B— ~ 277558 R EEH 5 FTHE(0.05 mg/kg) Z LC/MS/MSHEEE T B [E



10

RAHSEVITE S R

MCounts3
1503

125%
100—;

253

)

T T
10 15

20

25 30

minutes

B = - 5176878 2 EEH5&ATHE(0.05 mg/kg) Z GC/MS/MSHEEEF EIE

— iR EREE R EEMR

KFLC/MS/MS 53 At A HE VA TR DA FE B A
FFEZ0.0002 - 0.2 pg/mL ; GC/MS/MS/3 1 F
REHE W AR © IECHE(1:1, viv)IETRGRER
0.0005 - 0.2 pg/mL » FETEEEE 2 I S A #iE
PERE(Coefficient of Determination, r°) 52 3
o8 i AN AE HIFEFE (Instrument Detection Limit,
IDL) » H A e i (R I RR IR E 28 R b i i
B - [ E S B98I 2 FHAEEL(S/N) R TR
1000 & B E M BT 2 AR EL R A3 LA R
H 5 =08 52 Tandem Mass Spectrometry)-H
9 — R EE T [ B 1 BLE BT A S B T oA
[E (Relative Ton Intensities) LB /N F I A R
FFEIES - LC/MS/MSAIE RIS (KR AT
0.0002 - 0.01 pg/mL > GC/MS/MS ]l 2 1K
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Development of a Multi-residue Method for Pesticides
in Foods of Animal Origin Using a Modified
QUEChERS Method Combined with LC-MS/MS and
GC-MS/MS

CHIH-CHEN LIU', YING-RU SHEN', CHIA-DING LIAO', YA-MIN KAO ',
HSU-KUAN CHOU', HWEI-FANG CHENG', SHAO-KAI LIN?,
WEI-CHEN CHUANG’, CHEN-HUA HUANG” AND TSYR-HORNG SHYU®

'Food and Drug Administration, Ministry of Health and Welfare, Taipei, Taiwan
*Agricultural Chemicals and Toxic Substances Research Institute, Council of Agriculture,
Taichung, Taiwan

ABSTRACT

The purpose of this study was to establish a multi-residue method for pesticides in foods of animal
origin. The QUEChERS method was used for sample preparation. The foods of animal origin were
extracted by acetonitrile containing 1% of acetic acid, and then salted out with anhydrous magnesium
sulfate and sodium acetate. After followed centrifugation, the buffered acetonitrile extract was cleaned
up via clean-up powder containing primary secondary amine, C18, graphitized carbon and anhydrous
magnesium sulfate before analysis. Totally 75 and 68 pesticide compounds were analyzed by LC-MS/
MS (liquid chromatograph/tandem mass spectrometer) and GC-MS/MS (gas chromatograph/tandem mass
spectrometer) respectively in a 30 min single run. The recovery and repeatability tests were conducted at
the concentrations of 0.01 and 0.05 ppm in four matrices including pork, pork liver, chicken and fish. The
validated results showed that good accuracy (recovery between 60 - 120%) and good precision (coefficient
of variation < 20%) were found in 88% of all the tested pesticides. Besides, 84% tested pesticides
obtained limit of quantitations of 0.01 ppm.

Key words: foods of animal origin, pesticides, LC/MS/MS, GC/MS/MS





