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Method of Test for Pesticide Residues in Foods - Multiresidue Analysis (4)
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2 W AR S G ST 1007 L&

AR 2 A L

2. &R RMEFEE > R A 478 B R ¥ & (liquid chromatograph
/tandem mass spectrometer, LC/MS/MS) % $72_ 3 j% o

2.1. %% ¢

21,1, Ap kA7 8 m T R
2.1.1.1. 3=k @ 2 4+ i (electrospray ionization, ESI) °
2112, B4 S Atlantis T3> 3 um > p /2 2.1 mmx 10 cm » & o 5 5 o
2.1.2. #+=327F F(Blender) -
2.1.3. #5748 (Grinder)
2.1.4. 3 F ®(Shaker) °
2.1.5. Rk 55 % & (Rotary evaporator) °

22REIAMBY AT RSB LR g L W T EREY R ITR B
Fads® & Mt P ERERE S ) L @I KO T 25C v 2
18 MQ-cm 2 +): B EHRY LR 3 4 3 (3-keto
carbofuran)® 100 78 (&3 L 4 - 2 £ 2 )

23 BEZ 44
23.1. B v %500 mL > PE HF
2.3.2. # F #% ¢ 500 mL -
2.3.3. # & 4 & (Buchner funnel) : 2 /& 11 cm o
2.3.4. /% % P~® (Liquid/liquid extraction cartridge) @ % 34 48 & 3
Varian Chem Elut cartridge > # % f /= £ 20 mL > & F& & 5 o i i#
AR e
2.3.5. 5%&%5"?“ : 300 mL -
2.3.6. Jg" : 3442 0.22 um > Nylon #1 § ©
23.7. % £ :25mL o

24, BEApia B

241 BE4piA R A
P-" fg 50 mL £ 2 #r+ -k 450 mL iR & 18 0 4o~ EEfR4%0.19 g0 33
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AR £38a > EER  PORR TL BEARA R A
2.42. # ﬁvifg,p,,r‘;z B
" f% 450 mL 23 43 ok 50 mL R &8 0 4o~ fEAR4%0.19 g0 03
ﬁj“bbﬁ’”@%ﬁ& Bt (F A EARB IR B o
5. R
PRERESE SN 25 mgo MR A (RAL > CHRFEY
e REIRIBNAM AR RNTM) ‘/M*ﬂ} ¥ 83 25 mLo (F
SHEE R WA ST AN o L REERER LIS > T
AL 10pug/mL > F5 08 SR8 Rk o @ % B 4R Rjp L
AL 1pg/ml - 175 FRFRR -

26, k2 AY
20 LR~ A2 B T AL (#a) !
PRS2 WA I8 g AL T BN R v ALY 4 2 A FF 70 mL>
FHEP-3 04 BT AT AHPELR o 3 B F
o R MAR 30mL £4F 5P 1 =0 0 @ipts £ B ik W 3ISCHUT
7k;§;‘ﬁ‘c/§;‘%%ﬁi AR o K-20%4% 14070 2mLl e r kAR Y 2R

B4 L IRRERE R 10040 1o e £ 80 mL b2
% ‘iﬁ’bi}éfﬂﬁﬁi VRN R ERMEE R B A ALY

3~5 mL > ’Ii?e‘)‘—"#t;& N 3SCHU TR RRIERI I AT
PREAMRT TR 2 SmL (V) SRWERLSEERIRRR KRR
B it 200 uLf’E’ P800 L R S0 > EITHRR o

2.6.2.% &‘Pli e ‘K‘P
PRS2 M9 g0 HAEALT BN ALY o ded 3T ok 18
mL > #% 20 A48 0 4 > FfF 70 mL > 3R F B3 A4 @5
T2 AR LN o fFER N F FL 0 £ U R 30 mL ;aifz*:
Bel S RS & BRI 0 35T T ORI R RIESED R R o
20%% -4 2mL b RERR Y R EIDF A R/RERE
FR L0 A4 e e e fiy 80 mL A =3 kSR 0 IR~ R/
EFR@EErg s M F 4893 ~5ml et o
3PCHT kB RREFIIC AT NI BBEBILFL S mL
(V) > SR mis B iTHiR B o B Rig 200 uL 22 7 f 800
uL > R &333 > l-—lf%ﬁ,, °

263K~ A F S 2 BB X MEH ()
s te 2 AN 2 g HRfT o BR ALY o e d BT K18
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2.7.
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mL- #% 20 445 4 » A fr 70 mLo REF B3 24 0 ] > T

AL FARBLN > M FER W F AL R AR 30mL €4
o1l Bipis £ BRIk 0 ST T RIERBRIESEL R M o #
20%% f“4pp ik 2mb 4o 2 SRR Y R EI93 L 0 R/R P
#1044 o e fee fig 80 mL A i3 kIR HFAL 0 Ml il » /i
FPemag i o i ipdl A F A4 3~5 mL o ekt ER o
B3 CH TR FBREREI G RGF U BRFELETFL S mb
(V) Sip%@igis & TRk Rk o o4&k Rk 200 pL & @ A% 800
uL > R &393 > EiviiR o

R
HREFHRREEERRE 10Ul A 8t~ pip K178 BT H RS
FRTINEEEEAN  RIBRERERRATARELFGET R S
R s plAp A s R Va2 o

AR R AT B IR R A TR iR

BEARBR A RS BT AE AR A A

P¥ ¥ (min) A (%) B (%)
0.0 = 10.0 100 — 0 0 — 100
10.0 — 20.0 00 100 — 100
20.0 — 20.1 0 — 100 100 — 0
20.1 — 25.0 100 — 100 00

#d4p ik 1 0.25 mL/min -

£ ¥ % B (Capillary voltage) : T E 4+ i i 3+ (ESI )4 * 3.2
kV . TS 3+ (ESI )& * 0.6kV -

# 3 R E & (Ion source temperature) : 100°C -

A ¥ 4R B (Desolvation temperature) © 350°C

R4 F B8R i# (Cone gas flow) @ 50 L/hr o

% A7 iE (Desolvation flow) @ 700 L/hr o

WoplHES ¢ % £ & & 4 p](multiple reaction monitoring, MRM) = & i
3 - i k44 % /R (cone voltage) £ i £ it £ (collision

energy)dr® - % % - o
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2.8.2.
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Dl P RRBIRGEE AR AR TR Y Z KRB R T L | %
[ =
2. ApHA T R AY LR B ER T ARG A W
(<100%) ° % % f Fl4eT
AR HE S % R (%) % 3 45 (%)
> 50 + 20
> 20~50 +25
> 10~20 + 30
=10 + 50
Al
BT petk £ U2 (Matrix-matched calibration curve)

B Rl R265AWUT 0 R AR AR EB200 L (a) 0 A
Wl4e » 1 ug/mL 384 7% 5~500 pL» £ 4c > 7 B & 1000 pL (b)
B LEYa3 o X 2T HIEEEFT AT ’i&aifé&g.-? BE GRS 2
ER B ER 0.005~0.5 pg/mL 2 AF TRk R R BT Y
AREREY L REZ 2 E(ppm) ¢

e, A CxVxF
Y & B ®2 5 £ (ppm)= XMX

d LB AT kB RRERRY &L F2 kR (ugml)
Vet 7 2 A (mL)
M: a7t £ ()
F: 8k d ba ki@

e i 4v ;% (Standard addition) :

TP Rk 200 uL (a) » & %4 > 1 pg/mL & %3 7% 0~400 uL >
EArr P AR MAF S 1000 uL (b) > iR E353 > R AR EERLZ O
~0.4 pg/mL < HFFEE B 10 uL A Bz~ AR K 478 HEH K &
PR2T S iEREGFAIT - N AN ERE T EHF A% G fiﬁintsﬁl\]@ﬂ}’
ETFE’J My=mx+n(dc@l- ) T ETHFENRETHRYY LEE2 S
€ (ppm)
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Y=mx+n

m: AL &

e kR (pg/mL)

‘%ﬁ%@ﬂ%ﬁﬁﬂﬁﬁﬁ

, A _ CxVxF
BT L R%2 7 E(ppm)= T

M: Pt irie iz £ £(g)
F:A s d bafw

7

ARz Hw Kﬂxfﬁ;}%(g’g{#)@ ,'-El_*ﬁ LR e
-2 R R R FREPFEEE X A EIEH)Z g v 3
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Foo SR FRSAT 04 R B2 S EF R S R LR (T AT B
5 A A5 4 TEHF 5 L dp+ % W g
e F— LT 5??.33.—:* (m/2)>| 4T R | AfxE [P 5%‘%3-*:* (m/z)>| 4T R FLIE A & (ppm)
A 4 B+ (m/z) V) (eV)  |A 44+ (m/2) V) (eV)

1 |3-keto carbofuran 3-fi 4v FF% 236>208 25 10 236>151 25 10 0.01
2 |3-OH carbofuran ;ZLE\%“ * 238>181 20 10 238>163 20 10 0.01
3 |Abamectin fe == 890.5>567 17 16 890.5>305 17 17 0.01
4 |Acetamiprid 7R 223>56 20 15 223>126 20 15 0.01
5 |Alachlor > 270>162 10 10 270>238 10 10 0.01
6 |Aldicarb R B 208>116 10 8 208>89 10 8 0.01
7 |Aldicarb sulfone B R R 223>76 20 5 223>148 20 5 0.01
8 |Aldicarb sulfoxide 7R s 37 AR 207>89 16 10 207>132 16 10 0.01
9 |Allethrin 7% 320>135 10 18 320>93 10 19 0.01
10 |Azoxystrobin I 3 a7 404>372 25 15 404>344 25 35 0.01
11 |Bendiocarb % F'{ Fu 224>109 20 20 224>81 20 20 0.01
12 |Benfuracarb F3E s 411>190 10 10 411>252 10 10 0.01
13 Bensulfuron-methyl o id A 411>149 26 21 411>182 26 20 0.01
14 |Bitertanol iR 338>269 15 10 338>99 15 10 0.05
15 |Boscalid v 57 343>307 36 18 343>140 36 18 0.01
16 |Butachlor T ARY 312>238 15 15 312>162 15 15 0.01
17 |Butocarboxim wE G 213>75 35 15 213>116 35 15 0.01
18 |Carbaryl Sv i 202>145 20 20 202>127 20 20 0.01
19 |Carbendazim S 192>160 30 30 192>132 30 35 0.01
20 |Carbofuran 4 Fek 222>165 20 10 222>123 20 10 0.01
21 |Carbosulfan 7 e R 381>160 20 15 381>118 20 15 0.01
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Fo— S3FRAc PR O4E R B S EF BRI 28 LR (T S )
s L R .
R ‘e TR (/D) > | e RATE | ARG E TR (n2)>) eRATER | AL E (ppm)
A dr B (m/z) V) (eV) |A¥ & (m/z) V) (eV)
Clomazone R 240>125 29 20 240>89 29 44 0.01
Clothianidin ¥R 250>169 20 20 250>132 20 30 0.01
Cyazofamid % B R 325>108 15 15 325>261 15 9 0.01
Cyclosulfamuron | f & 422>261 24 16 422>218 24 27 0.01
Cyproconazole b5 ) 292>70 20 25 292>125 20 25 0.01
Dicrotophos SR 238>112 20 10 238>193 20 10 0.01
Dimethomorph FE R 388>301 25 20 388>165 25 25 0.01
Diphenamid * R 240>134 25 25 240>167 25 35 0.01
Edifenphos Hok 311>111 20 20 311>173 20 20 0.01
Etrimfos P O 293>265 25 20 293>125 25 20 0.05
Famoxadone AR 392>331 10 12 392>238 10 14 0.01
Fenazaquin S F 307>161 20 20 307>57 20 20 0.01
Fenobucarb TR 208>95 20 10 208>152 20 10 0.01
Fenpyroximate ] 422>366 20 25 422>135 20 25 0.01
Flazasulfuron R 5 408>182 20 15 408>139 20 45 0.01
Fluazifop-p-butyl |R% ¥ 384>282 34 22 384>328 34 17 0.01
Fludioxonil EAw 266>185 13 24 266>158 13 33 0.01
Flufenoxuron E 489>158 25 30 489>141 25 30 0.01
Flusilazole EX 316>165 25 25 316>247 25 25 0.01
Flutolanil im B 324>262 25 20 324>242 25 25 0.01
Flutriafol EAE 302>70 20 25 302>123 20 25 0.01
Halfenprox LR 496>183 25 20 496>461 25 10 0.05
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LE (T 3+ #559)H)

=

F— 3G RS O4 R E2 S EF ORI S lcE

A A5 4 TE 5 C&ek- 20 ) W R
R ‘e TR (/D) > | e RATE | ARG E TR (n2)>) eRATER | AL E (ppm)
A dr B (m/z) V) (eV) |A¥ & (m/z) V) (eV)
Haloxyfop-methyl |® & & % & 376>316 25 18 376>91 25 35 0.01
Heptenophos HE 251>127 20 25 251>109 20 25 0.01
Hexaflumuron = KK 461>158 25 25 461>141 25 25 0.05
Hexythiazox EF S 353>228 20 20 353>168 20 20 0.05
Imibenconazole % Ve 413>344 25 15 413>125 25 15 0.05
Imidacloprid Fidmw 256>209 25 20 256>175 25 20 0.01
Indoxacarb F4E 528>150 20 30 528>293 20 20 0.01
Isazofos B R F> 314>162 20 20 314>120 20 20 0.01
Isofenphos I 346>287 10 10 346>245 10 10 0.01
Isoprocarb S 194>95 20 10 194>137 20 10 0.01
Kresoxim-methyl LRl 314>116 15 15 314>131 15 15 0.01
Mefenacet Pl 299>148 15 20 299>120 15 20 0.01
Mepronil P 228>119 35 30 228>91 35 30 0.01
Methiocarb R 226>121 20 15 226>169 20 15 0.01
Metconazole o il 320>70 34 36 320>125 34 36 0.01
Methomyl pr F 163>88 10 10 163>106 10 10 0.01
Metolachlor i3y 284>252 20 20 284>176 20 20 0.01
Metolcarb Te T 166>109 15 25 166>94 15 35 0.01
Metribuzin S 215>187 25 20 215>84 25 20 0.05
Molinate Fetd 188>126 20 15 188>98 20 30 0.01
Napropamide R 272>129 20 20 272>171 20 20 0.01
Nuarimol R385 315>81 25 25 315>252 25 25 0.05
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Fo- Ot R R 04T R E2 5 E R RGBS S R ITR (@ BT O
247 4 TR H U .
R ‘e TR (/D) > | e RATE | ARG E TR (n2)>) eRATER | AL E (ppm)
A 3+ (m/z2) ™) (eV) |AF 8+ (m/z) ™) (eV)
Oxadiazon o g 345>303 25 15 345>220 25 15 0.01
Oxamyl O 237>72 11 13 237>90 11 13 0.01
Oxycarboxin EE 268>175 20 25 268>147 20 30 0.01
Paclobutrazol ¥ 5.3 294>70 25 40 294>125 25 40 0.01
Pencycuron Fh 329>125 20 15 329>218 20 15 0.01
Pendimethalin * 18 7] 282>212 20 10 282>194 20 20 0.01
Pirimicarb Wby 3 239>72 20 15 239>182 20 15 0.01
Promecarb IR 208>151 15 10 208>109 15 10 0.01
Propanil P 218>162 20 20 218>127 20 20 0.01
Propaphos RS0 305>263 20 10 305>221 20 10 0.01
Propargite % 368>231 15 10 368>175 15 20 0.01
Propoxur Z L 210>111 12 20 210>93 12 20 0.01
Pyraclostrobin IR 388>194 20 12 388>163 20 21 0.01
Pyriproxyfen BAE 322>96 20 15 322>227 20 15 0.01
Pyroquilon R 174>132 20 25 174>117 20 25 0.01
Quinoxyfen Pz 308>197 43 31 308>162 43 44 0.01
Quizalofop-ethyl [P~ R ¥ 373>299 25 25 373>181 25 45 0.01
Tebuconazole L 308>70 20 35 308>125 20 35 0.01
Tetraconazole 5 372>159 25 25 372>70 25 25 0.01
Tetramethrin PP 332>135 15 20 332>164 15 20 0.01
Thiabendazole g 202>175 30 30 202>131 30 30 0.01
Thiamethoxam Fit % 292>211 20 15 292>181 20 25 0.01
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Zo- 3R R A R F2 S LR TR S aE FLE (& HT )()

| &

PRLEE TEHF 5 T4+ 45 A
e Ve L 5@%’&? (m/z)>| AT R | pfwE |7 5@%&% (m/z)>| &7 R | s (ppm)
A P 3+ (m/z) ™) (eV) |[AP &+ (m2) ™) (eV)
Thiobencarb I 258>125 20 15 258>100 20 30 0.01
Thiodicarb Fr s 355>88 25 15 355>108 25 15 0.01
Tolfenpyrad BT 384>197 37 28 384>145 37 28 0.01
Triadimenol e 296>70 15 15 296>99 15 15 0.05
Trifloxystrobin Z & AT 409>186 15 15 409>206 15 15 0.01
Triflumizole AR 346>278 15 15 346>250 15 15 0.02
XMC Y 180>123 12 20 180>95 12 20 0.01
IR CRAFRESF A R AESGEE) A UE S A EZ SR e
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S EROMAEL LR BRI S VR (] A Y

R TEHH LR S W g

R Ve TR (/) > | e RETR | AAELE (TSRS (nD)>) e RETE | ARG E (ppm)
A 4 3 (m/z) V) (V) | & (mf2) V) (eV)

2,4-D ZocwH 219>161 15 20 221>163 15 20 0.02
Bentazone Aidl 239>132 35 25 239>197 35 20 0.01
Diflubenzuron - ARk 309>289 20 10 309>156 20 10 0.01
Fipronil 2 435>330 25 20 435>250 25 25 0.001
Lufenuron I 509>326 25 20 509>175 25 40 0.01
Teflubenzuron (R =1 379>339 20 10 379>196 20 20 0.01

P FE AR A G T ARG R ITE S A BB SR
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