xR 1 BENREEORBRERVAEA4

i bug RT BEAA> (m/z) . buf RT BIEAAAm/z)

B % B& A B E & B
mxe (min) 1 2 3 e (min) ) ) 3

ARIERRREQ) ELROSFREBENT)
aldrin 16.69 260.8 262.8 acrinathrin-1 21.80 181.0 289.0
alpha-BHC 1379 2189 1829 acrinathrin-2 22.02 1810 289.0
beta-BHC 1430 218.9 1829 bifenthrin + 2090 181.1
gamma-BHC 1448 2188 18298 bioresmethrin-1 + 20.34  123.1 171.0
delta-BHC 1505 218.9 1829 bioresmethrin-2 + 2046 1231 171.0
captafol 20.49 79.0 183.0 cyfluthrin-1 2323 206.0 226.0 199.0
captan 17.61 79.0 1490 cyfluthrin-2 23.33 2060 226.0 199.0
cis-chlordane + 18.14 372.8 cyfluthrin-3 23.39 206.0 226.0 199.0
trans -chlordane + 17.89 3728 3748 cyfluthrin-4 2343 2060 226.0 19%9.0
chiorobenzilate 1916  250.9 cyhalothrin-1 + 2170 197.0 181.0
chlorothalonil 14.80 2659 2639 cyhalothrin-2 + 2188 197.0 181.0
chlorthal-dimethy! 16.66  300.9 cypermethrin-1 + 2356 162.9 181.0 1649
p,p'-DDD 19.34 235.0 cypermethrin-2 + 2366 1629 181.0 164.9
p,p'-DDE 18.54 3179 cypermethrin-3 + 2372 1629 1810 1649
o,p'-DDT 19.39  235.0 cypermethrin-4 4+ 2376 162.9 1810 1649
p.p’-DDT 20.05 235.0 deltamethrin-1 + 2528 181.0 2529
dicofol + 2118 2510 deltamethrin-2 + 2555 181.0 2529
dicofol-dec.” 16.88 139.0 etofenprox 2392 163.0 164.0
dieldrin 18.69 262.8 fenpropathrin + 2110 181.1
alpha-endosulfan + 18.17 2409 2429 fenvalerate-1 + 2458 2250 167.0 181.0
beta-endosulfan + 19.29 240.9 160.0 fenvalerate-2 + 2482 2250 167.0 181.0
endosulifan sulfate 20.01 2718 2738 flucythrinate-1 23.73 199.0 157.0 1810
endrin 19.09 262.8 flucythrinate-2 2394 199.0 157.0 1810
heptachlor + 15.97 271.7 fluvalinate-1 2469 250.0 2520 181.0
heptachlor epoxide + 17.44 352.8 fluvalinate-2 2477 2500 2520 181.0
hexachlorobenzene 13.86 283.8 2858 halfenprox 2366 2629 2649
methoxychlor 21.07 22741 permethrin-1 4+ 2271 183.0 184.0
oxychiordane 1743 388.8 permethrin-2 + 2284 183.0 184.0
pentachlorophenol 1436 2658 267.8 pyrethrins
quintozene 1436 236.8 248.8 pyrethrin | + 19562 1231 133.0 160.0
Bt A TR BE (20) pyrethrin Il + 2216 160.0 107.0 133.0
aldicarb** + 575 115.0 1000 cinerin | 18.67 123.1 150.1
bendiocarb 1340 151.0 166.0 cinerin |l 2152 107.0 1210 167.0
butylate 10.72 146.0 174.0 jasmolin | 18,37 123.0 164.1 133.0
carbaryl + 1589 115.0 1440 jasmolin 11 2213 163.1 107.0 167.1
carbofuran 1413  164.1 1490 sitafluofen 2407 286.0 2580 181.0
chlorpropham 13.25 213.0 1270 tefluthrin 1491 1770 197.0
diethofencarb 16.57 267.2 FOHMDEIE®B)
EPTC 9.94 128.1 1321 86.0 benfuresate 1548  163.0 256.0
esprocarb 16.43 222.1 1621 biphenyl 1033  154.1 15341
ethiofencarb 15634 107.0 168.0 bromopropylate 2099 3408
fenobucarb 1269 121.0 150.0 dimethipin + 1429 1180 541
isoprocarb 11.91 121.0 136.0 methoprene + 17.67 73.1 1110
methiocarb 16.28 168.0 153.0 o -phenylphenol 1180 170.1 169.1
methomyl oxime + 7.09 88.0 105.0 piperonyl butoxide + 2042 1761 1774
oxamyl** 11.85 72.0 1618 propargite-1 + 2031 350.1 1731
pirimicarb 15615 166.1 238.1 propargite-2 + 20.34 350.1 173.1
propamocarb 10.55 58.0 188.1
propham + 11.06  179.1 93.1
propoxur 1271 1100 1520
thiobencarb 1661 100.1 257.0

* dicofol 438241 (4 4'-dichlorobenzophenone). ** S RHERIE.
T R4y, T+ NMIERIBRBELEESRESN-RE.
BHEOFEEICEIVEBOE—IMBESh B RIS BELORICRBRMIRICESE D



#& 1 BHHREEOREFRERVRAEAF ()

BT RT RRAA(m/z) T RT RBAA > (m/z)
B E =37 ’ B = ) ]
g (M) 2 3 g (M) 2 3
HHULREE(S6) HHERRBE(56)
acephate 1079  136.0 94.0 141.9 acetamiprid 20.80 126.0 152.0
azinphos-ethyl 2227 160.0 1320 amitraz + 21.87 2932 1320
azinphos-methyl 2168 160.0 132.0 amitraz-metabolite + 1212 1621 13241
bromophos-ethyl 17.81 3589 benalaxyl 19.78 208.1 1481
butamifos 18.14 2860 bifenazate + 21.02 3002
cadusafos 13.58 1589 1578 1269 bitertanol-1 22,67 1701 1711
(E) -chlorfenvinphos 17.20 322.9 266.9 bitertanol-2 2277 1701 17141
(Z) -chlorfenvinphos 17.41 322.9 266.9 boscalid + 23.67 342.1 3441
chlorpyrifos + 16.56 3139 chinomethionat 17.83 233.8 2059
chlorpyrifos-methyi + 1563 2859 2899 cyproconazole-1 18.94 2220 2240
coumafos + 2286 362.1 cyproconazole-2 18.97 222.0 2240
cyanophos 1455 2430 dichlofluanid 1641 2239 123.0
diazinon + 1465 304.1 2,4-dichloroaniline 9.75 160.9 1629
dichlorvos + 8.75 184.9 109.0 186.9 dicloran 1404 2058 176.0
dimethoate + 14.03 87.0 125.0 93.0 difenoconazole-1 2516 323.0 2649
(Z)- dimethylvinphos 16.61 294.9 difenoconazole-2 2525 3230 2648
dioxabenzofos 13.44 2168 183.0 diphenylamine + 12.97 169.1 168.1
disulfoton + 14.90 88.0 89.0 famoxadone + 26.08 3302 1961
disulfoton-sulfone + 18.01  213.1 fenamidone + 2113 2382 2681
edifenphos 19.92 310.0 173.0 201.0 fenarimol + 2214 219.0 250.9
EPN 2096 169.0 157.0 323.0 fludioxonil 18.35 248.0
ethion 19.32 384.0 2309 flusilazole + 18.63 233.0 206.0 234.0
ethoprophos 13.03 157.9 199.9 flutolanit + 18.27 3231 173.0
etrimfos 14.99 2920 imazalil 18.37 2150 1728
fenamiphos + 18.21  303.1 imibenconazole 26.98 375.0 377.0
fenitrothion + 16.25 277.0 imibenconazole des benzyl 1871 2350
fensuifothion 19.20 293.0 292.0 iprodione 20.75 3139
fenthion + 16.65 278.0 iprodione metabolite 21.42 329.0
fosthiazate-1 17.04 1949 103.9 kresoxim-methy! + 18.64 116.0 206.0
fosthiazate-2 17.09 1849 103.9 lenacil 19.98 153.0 2341
isofenphos 17.38 213.0 mefenacet 21.83 1920 136.1
isofenphos oxon 16.74 2289 3141 mepronil 19.57 269.1 1191
isoxathion 18.89 313.0 177.0 metalaxyl 15.91  206.1
malaoxon 15.67 127.0 267.9 metolachlor 16.53 162.1 238.0
malathion + 16.42  173.1 1270 metribuzin 15.63 198.0 1440
methamidophos 8.61 940 1410 myclobutanil 18.59 179.0
methidathion + 17.83 1448 85.0 paclobutrazol 18.00 236.0 238.0
monocrotophos 13.49 127.0 192.0 penconazole + 17.34  248.1
omethoate 12.55 156.0 110.0 pendimethalin 17.20 2521 253.0
parathion 16.72  281.0 139.0 pretilachlor 18.38 2381 2021
parathion-methy! + 16.76 2629 2638 prochloraz + 2291 180.1 3100
phenthoate 17.52 2739 procymidone + 17.60 283.0
phorate + 13.67 260.0 75.0 propanil 15.66 161.0 1630 2170
phosaione 2159 1819 366.9 propiconazole-1 16.89 2590 1729 1749
phosmet 20.82 160.0 3169 propiconazole-2 20.01 269.0 1728 1749
(E) -phosphamidon 14.67 264.0 pyridaben 22,90 1471 309.0
(Z) -phosphamidon 1545 264.0 127.0 (E)-pyrifenox 17.91 2619
pirimiphos-methyl + 16.18  290.0 (Z)-pyrifenox 17.41 2619
profenofos + 18.45 336.9 pyrimidifen 2435 1840 186.0
prothiofos 18.37  309.0 pyriproxyfen + 21.74 1360 226.1
pyraclofos 22.39 3600 3820 tebuconazole + 20.31 2500 1250
pyridaphenthion 20.74 3401 tebufenpyrad 21.20 318.0
quinalphos 17.55 288.0 146.0 thenylichlor 20.22 288.0 127.0
terbufos + 1455 2310 thiabendazole 17.65 201.0 174.0
thiometon 13.93 88.0 125.0 triadimefon 16.78 208.0 210.0
tolclofos-methyl 15.78 2649 triadimenot 17.62  168.1 1121
vamidothion 17.97 1450 87.0 tricyclazole 18.49 1889 1619
triflumizole 17.62 278.0
trifluralin 13.27 306.1 264.0
vinclozolin 1569 2120 285.0

Té RO, T+IMIERKCHRBEEENIRESHBE
BREOFEEIZESVEROE~IRRBESNHBEIZE, BRADORICRBBMIRICESEOT.
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%2 FEEHHLOREDRMERE

0 [EIRE (%), n=3 E EI4RE (%), n=3
BES B FHiEA FikB BES RE HiEA 7B
(M9/0) "g RSD  FH RSD (19/9) "g35 RSD T8y RSD
ARERREE ELAOARZ B
aldrin 0.025 34 2 98 6 acrinathrin 0025 5 74 93 6
alpha-BHC 0.025 98 1 104 2 bifenthrin 0025 5 46 94 5
beta-BHC 0.025 71 5 79 5 bioresmethrin 0.025 17 4 80 4
gamma-BHC 0.025 95 4 99 4 cyfluthrin ) 0.025 13 26 97 6
delta-BHC 0.025 85 8 88 4 cyhalothrin 0.025 13 36 90 5
captafol 0.125 i 30 6 cypermethrin 0.025 15 72 a3 4
captan 0.025 nd 16 24 deltamethrin 0025 7 35 105 5
cis-chlordane 0.025 48 4 98 6 etofenprox 0.025 16 9 96 6
trans -chlordane 0.025 42 1 94 6 fenpropathrin 0.025 37 10 86 6
chlorobenzilate 0.025 102 0 92 4 fenvalerate 0.025 4 43 98 4
chlorothalonil 0.025 77 13 73 <] flucythrinate 0.025 13 23 90 6
chlorthal-dimethyl 0.025 101 2 99 5 fluvalinate 0025 3 63 99 6
p.p'-DDD 0.025 44 1 95 6 halfenprox 0025 3 45 97 6
p.p'-DDE 0.025 17 2 99 7 permethrin 0025 10 27 97 6
o,p'-DDT 0.025 10 26 98 6 silafluofen 0.025 nd 83 8
p.p'-DDT 0.025 15 23 97 6 tefluthrin 0.025 33 17 88 7
dicofol 0.025 54 55 104 18 pyrethrins 0125 77 4 86 3
dicofol-dec. 0.025 48 12 94 16 pyrethrin | + pyrethrin |i 0125 72 9 94 4
dieldrin 0.025 95 1 95 5 cinerin | 0125 84 3 92 5
alpha-endosuifan 0.025 89 2 95 4 cinerin If 0.125 84 9 87 5
beta-endosulfan 0.025 96 4 95 6 jasmolin 0.125 63 5 78 2
endosulfan sulfate 0.025 94 3 99 4 jasmolin 1 0.125 85 5 73 5
endrin 0.025 60 38 103 5 pyrethrin | 0.125 84 1 115 4
heptachlor 0.025 46 8 96 5 pyrethrin i 0.125 59 22 78 5
heptachlor epoxide 0.025 100 1 100 5 H—\A—rREE
hexachlorobenzene 0.025 74 0 112 1 aldicarb 0.125 nd 4 50
methoxychior 0.025 62 16 93 12 bendiocarb 0025 1 57 5 10
oxychlordane 0.025 59 1 97 5 butylate 0.025 87 <] 108 7
pentachlorophenol 0.025 72 11 16 23 carbaryl 0025 6 18 5 11
quintozene 0.025 93 0 100 2 carbofuran 0025 5 14 7 14
TOMDBE chlorpropham 0.025 83 14 77 4
benfuresate 0.025 78 4 46 5 diethofencarb 0.063 56 4 16 23
biphenyl 0.025 83 7 103 2 EPTC 0.025 89 2 92
bromopropylate 0.025 86 5 96 6 esprocarb 0.025 94 3 98
dimethipin 0.025 nd 8 12 ethiofencarb 0.025 6 8 5 50
methoprene 0.025 65 5 76 6 fenobucarb 0.025 43 14 24 6
o-phenylpheno! 0.025 mE 27 22 isoprocarb 0.025 17 13 12 6
piperonyl butoxide 0.025 89 3 88 5 methiocarb 0.025 65 31 29
propargite 0.025 77 36 93 10 methomyl oxime 0.025 nd nd
oxamyl! 0250 nd nd
pirimicarb 0.025 6 8 7 7
propamocarb 0125 nd 22 7
propham 0.025 54 9 76 4
propoxur 0025 6 19 5 3
thiobencarb 0.025 94 4 96 4

RSD: relative standard deviation. nd: not detected. I & BiFIZkUEE R,
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&2 BRERTHoDREDTMEILE ()

HM ElREE (%), n=3 | B3 (%), n=3
BEA RE FiEA HikB BEA RE HEA HiEB
9/9) "y RSD ¥# RSD (W99 " RsD  FH RSD
RV RBRE ERERREE

acephate 0125 nd 11 1 acetamiprid 0.250 15 9 15 1
azinphos-ethy! 0025 59 26 66 11 amitraz 0.025 nd nd
azinphos-methyl 0.026 nd 46 8 amitraz-metabolite 0125 nd 23 9
bromophos-ethyl 0.0256 52 ] 98 6 benalaxy! 0.025 87 2 53 4
butamifos 0.025 92 3 93 5 bifenazate 0.025 71 45 72 1
cadusafos 0.025 77 15 89 5 bitertanol 0.025 59 3 24 5
(E) -chlorfenvinphos 0.025 89 8 83 7 boscalid 0.025 48 1 29 2
(Z) -chlorfenvinphos 0.025 83 7 72 5 chinomethionat 0.025 91 3 86 5
chlorpyrifos 0.025 95 8 100 5 cyproconazole 0.025 30 6 16 15
chlorpyrifos-methyl 0.025 89 11 104 7 dichlofluanid 0.025 55 28 100 4
coumafos 0.025 60 7 94 7 2,4-dichloroaniline 0.025 34 36 59 12
cyanophos 0.025 70 20 58 7 dicloran 0.025 62 14 45 4
diazinon 0.025 93 6 93 5 difenoconazole 0.025 91 3 77 2
dichlorvos 0.025 13 27 6 14 diphenylamine 0.025 71 13 91 5
dimethoate 0.025 nd nd famoxadone 0.025 66 7 80 9
(Z)- dimethylvinphos 0.025 68 4 41 5 fenamidone 0.025 42 4 19 2
dioxabenzofos 0.025 66 43 77 5 fenarimol 0.025 67 6 31 6
disulfoton 0.025 68 26 88 4 fludioxonil 0.025 58 5 42 3
disulfoton-sulfone 0.025 16 1 1 8 flusilazole 0.025 87 6 65 6
edifenphos 0.025 83 8 78 9 flutolanil 0.025 70 1 40 4
EPN 0.025 82 8 100 4 imazalil 01256 11 9 84 4
ethion 0.025 79 21 96 7 imibenconazole 0.025 49 3 94 4
ethoprophos 0025 73 2 50 5 imibenconazole des benzyl 0250 2 10 4 5
etrimfos 0.025 9N 7 94 6 iprodione 0125 32 103 29 7
fenamiphos 0.025 36 13 13 1 iprodione metabolite 0250 55 113 98 8
fenitrothion 0.025 87 12 92 7 kresoxim-methyl 0.025 95 1 79 4
fensuifothion 0.025 16 33 5 11 lenacil 0.025 1 6 2 6
fenthion 0.025 88 8 96 6 mefenacet 0.025 58 21 35 3
fosthiazate 0025 3 14 14 12 mepronil 0.025 69 1 41 4
isofenphos 0.025 91 4 87 3 metalaxy! 0025 6 6 4 39
isofenphos oxon 0.025 25 10 14 2 metolachlor 0.025 81 1 51 5
isoxathion 0.025 62 45 101 17 metribuzin 0.025 6 7 8 4
malaoxon 0.025 11 10 25 10 myclobutanil 0.025 42 7 18 10
malathion 0.025 69 39 68 7 paclobutrazol 0.025 27 4 16 15
methamidophos 0.125 nd 5 9 penconazole 0.025 88 4 64 6
methidathion 0.025 39 36 40 9 pendimethalin 0.025 93 2 95 4
monocrotophos 0.025 55 14 42 6 pretilachlor 0.025 97 0 85 4
omethoate 0.025 nd 5 23 prochloraz 0.025 48 7 81 4
parathion 0.025 94 10 98 7 procymidone 0.025 92 2 69 5
parathion-methy! 0.025 76 19 81 7 propanil 0.025 36 4 20 4
phenthoate 0.025 91 19 99 13 propiconazole 0026 84 3 64 4
phorate 0.025 63 58 105 6 pyridaben 0.025 654 6 88 6
phosalone 0.025 66 28 101 8 (E)-pyrifenox 0.025 79 1 88 3
phosmet 0.025 46 9 45 14 (Z)-pyrifenox 0.025 76 1 83 5
(E) -phosphamidon 0.025 nd nd pyrimidifen 0.025 99 4 90 5
(Z)-phosphamidon 0.025 nd nd pyriproxyfen 0.025 83 8 96 4
pirimiphos-methyl 0.025 93 3 99 6 tebuconazole 0.025 51 9 26 10
profenofos 0.025 84 5 97 6 tebufenpyrad 0.025 93 1 91 4
prothiofos 0.025 40 10 95 6 thenylchior 0.025 87 1 65 4
pyraclofos 0.025 62 2 80 12 thiabendazole 0.125 nd 12 11
pyridaphenthion 0.025 61 20 38 8 triadimefon 0.025 78 21 49 3
quinalphos 0.025 89 14 94 6 triadimenol 0.025 18 2 10 3
terbufos 0.025 63 61 99 14 tricyclazole 0125 7 4 2 42
thiometon 0.025 66 27 87 2 triflumizole 0.025 92 21 73 5
tolclofos-methyl 0.025 91 3 102 6 trifluralin 0.025 86 8 100 3
vamidothion 0.250 nd nd vinclozolin 0.025 96 1 88 3

RSD: relative standard deviation. nd: not detected. & IFEICLYEERT.
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(I) LP-GC %A \W/z GC/MS/MS 43 ¥ ik
(LP-GC/MS/MS) Dt
A REB

R ARSI O—RBOTRE  RILER
BIZE, HIERMOEMBEL R TH D, BIE
B CEE 1 BHI0OoEER
FTLENTE, oAb OERGERFTED,
PERDF ATV =T 5 (NEE 0.25 mm F/2i
0.32 mm, & 30 m) V2 GC T, B
ED—F HHTIT30~40 5 ORI ERFEBMLET
otz kDX T —T LTI, RIERF
M2 EMHETIOICHTLEESTHE, HBERE
PME T L+ 2ERA BN W) D
BHolz, ZHIZRL T, 70 A ORI {EE
W2, AT L0 H A AEBERBIZLTHAWS
Low-pressure GC (LP-GC: {KEV A7ua<hrT
TA4—) DFEFROVNT, SBEEOR T2 &
/NSRBI Z CHRIERF R ZIER D 12 18T 5
ZENTREE 72D, W WA 0.53 mm DOUAR
RT7HFXE TV —H T AIHEE 0.1 mm OF¥™7
VAT bEVAN 72— LU THER LT T L3
LP-GC FDOATLELTRFESNZ Y, 22T,
LP-GC A7 LDMILE &R DOFRE BIESHr~
DIGREBRET D702, LP-GC AT LD EHK
BB B e S TV TR ET LT,

GC/MS % AV BESHTTid. SIM Al
ExAVTHERY—7 LA Ry B RO M
v— 2 DHIBIPEERGEHHY ., T OHR
IR LRI DE, ROT 47 VAN E
DEANZIV I R EREE B EML 72281
X0, ZOLe s —ARESHETETHEML, &
i RE2HTECORMPREILDIENEE
ENb, ZDTD, KDBREDOE Y GC/MS/MS
ZRIEIZAWILE, B ORHMERTIZEDH
EPEZRBCTE, MIERREBLETORME
EFEAECEDLEBIC, BMBEBOBD REIRFTE
%, FZT, GC/MS/MS DB E KR4k
BIZDOWTHET LTz, BT, LP-GC BT AL
GC/MSMS ZHAEHLEAZEIZIY, STk
M DOERESRBIRMEO R LW OFFEL R

— 22 —

REIIE I C& BlIEBRO— B OduE L - B
L EIFFTED,

B. WAL

I AL 7R BB AR E (Rt
3K T2 E- 1 SBER LB 2 L7,

BEEmre s (1)IZFEL,

BEIEERERK: (1)IZFL,

BTN 3R 3 IR B R
LD, TERAEMZT 10 mg/L(T /AT HIVT
TET7x—b AT ER—I R IAZINEAIT 50
mg/L) DREIZFRBL  mERE (30°C) IZRFF
L7z,

2. FE

GC/MS/MS : Varian LA 2ra<vhs 57
CP-3800 KX OVE &4y #T &t 1200L Quadruple
MS/MS ZFEAL, A—FM 75 —X Combi
PAL (CTC Analytics #t) 2 L7z,

3. BaESRMF
(1) LP-GC &gt

GC #5724 Varian 8D Rapid-MS H7.A
[VE-5ms 7724 (R 0.53 mm, £ 10 m, JEE
025 um)iZF¥ETY—HT7 A (N 0.10 mm,
EX0.6m) 2L AT L] EERALE,

GC/MS itk : BRI B LN I LT O
'Y, A —7 B &, 50°C (1 min) —30°C/min—
300(5.67 min) ;7 EADEE, 250C; Fx¥ V¥ —
HAANVT L EAR, 2 p L A4 RIBE,
200°C ;v =F—/FRE, 40°C; N RT77—F
ARE, 280°C; A4 ALEE, 70 eV (EI+E
—R); 747 A NEWR. 50 1 A;SCAM time,
0.4 sec/scans; < AE—7IE, Q1 = Q3 = 0.7
amu; {IEE—F, SIMBIEAA1EEK 3 &8),
BHBEEIIAS— b a—= 7 TOREME
Az,

EAFTE SV ARR T Yy b AN (VA
JE. 30 psi;/S/L AR, 0.5 min; < MEER, 0.5
min; FEARK TR O, 1.3 mL/min (EMEE
—R),



BABQTAT —  REMEGOABE LD T
NT =T A — D BORIEM(C LB
HDARY — NV EFE LI DOEERLE,

(2) MS/MS etk fat

LB L2 FIHELIAME (1) LP-GC &HDRETE
FUCS&HFEERLZ,

GC/MS/MS el : BA& NI DIV G IE LA
T oY, JIEE—F, MRM (multiple reaction
monitoring) E—F (AIES&MEITER 3 28) ;7L
TUHAE, 2 mTorr; v A —71&, Q1 = 1.0
amu & UM Q3 = 0.7 amu, R HIJEEITA—FF
a—= Y/ COREMIC 400 V 2 - ExfE
AL7z, £ B3O MRM &4, Varian 5
Bt R H2ERLR,

C. MR REE
(1) LP-GC &0t

LP-GC &Motmatid. BEDOREFRMH., GC
BIEBOSIRE, 00T =V 7 DEAN
LERERBLTE 3 ITRLE 15 BEEZRAWT,
SIM JIETITo7z, BIERKER OB EICEE
%525 LP-GC &L, Fr ¥y — T AFiE
EORBHEEIZOWTRETT2EEbI2, 38
EABEIZOWTRELE,

XYY —HAFTHEIZOWTIL, 0.7~1.8
mL/min O#FHCTRMLZ, ©—7EEIL, E
OEEIMELBITRHA LI, B =270 SN Hid,
FEOBMEEHIZEL, 1.1~1.3 mL/min LA
ETIRE—EDEE2 T, FilE% 1.3 mL/min
LV ETTH SN Lo R EIFHIfFFcEianz ens
5, U —HAFEIZ 1.3 mL/min &KL
7o

HIBEEIZOWTIE, 10~80C/min O#:FH
TRETLT, fREFFRE O RSD [EERIZELLZE
£, 50°C/min LA_ETi, RSD fEAKRELARD, A
Rya~ NG T DA —T v DR ERIE N TR A4y
THHIED3hoT2 (2 D(A)), Fo, v—2
HERED RSD EZEHHZELLIZEZA 20 *C/min LA
TR 70 “C/min BA_ETiX RSD fE2SEANL .
30~60°C/min O#EEFH TIXIZIE—FE Th-o7= (¥

._23_..

2 D(B)), TNHLOFERNG, FIBHEET 30C
/min £721% 40°C/min R EWZ &G hsoT=, 1%
BRI ETELREDOY — /BB TF
THIEAZ L DI N —E 2 TR DD T,
FIREEIL 30°C/min BN L7-, ZHizkb,
RELEZEBEOPF CRLBRFHRBEOE N
imibenconazole D ERIFIFE L, FIFEDOIEARE H
W HESRDO N 025 mm, £X 30 m DF¥ET
V=05 LR LUEEOR 25 455, LP-GC
BITE TIAY 10 3 ~E¥55 LTI E RS,

REHEAEIZOWTIE, 1~8 uL OFHET
BEHLT-, B — 7@MD RSD fEiX 2~6 uL T
ST p BN 7 wL BLETIEEMLUT, B
EREEDDLIY 2~6 L ZEAFREEEZLN
Te FEABRFHESTEEAIRIRAE N v
IABHELIRY, AT —oh T LRy A
THGEINDID, BHEIL 2 uL 2FEHL £
BRORBREBR CIENEGEERLZVLEAN
BEILEEECTLERDD,

U EDORET LD, K72 LP-GC §&FEL T,
LUF O&EBRB/LNT,
OF ¥ U —H A : 1.3 mL/min
@FIRHEE :30°C/min
@EAE:2~6 uL

(2) MS/MS S0 REt

MSMS &HOREHE. & 3 DEEDIL,
Varian &Y MRM H|E &G BRI TS
11 BEZRWT T,

MS/MS BIFEICEEL 52 DETFELT, B
FREJE. SCAN time (F—F DEVIAHRBEE)
TATGAVNEBERR OT NI HRAEDEEIZD
WTRRETL7Z,

RHEZEEIZ OV T, 1400, 1600 K X
1800 V(ZENENA— b Fa—= T TORE
fEIZ 400, 600 & Tt 800 V 2N A 72ME) 2D\ T
RRETLTz, TORER., BB EEOEMELLIC
B —2 0 S/N ELMEMT26EE(K 3 D (A))
&L SINEEDEALLIN (3 D (B)) BERIZ /3T
bz, ZhUd, BHEREEOBINE LTV



NOBIEL ST FIVREITIEMNT 555, € DER,
(A) DI N—T DEIT IAXBIZEAEEL
ROVDIZHL T, (B) DI N—T DEETIT/ A
AR T FNERICIDICEEMLIZ - THD, Z
DZEinb, MSMS BIE TIERET D /A XD
BHEBEEOEELZITIZAN MRM &k,
ZFHW MRM &HBHLTERDIroT,
MRM &fFELT, BETDH/ A XD HEREE
DOEEEZTINWGEHEEENIFTOLVE
BRE(LNFIRRE Bbid, 2B, BHEIREED
HEMEEHIZ SN ELAEINT 5720 HHEEE
EDRBEEIIROONE 0T, TEDEITHR
HEEDLLEBET D20, BREEEEITTF = —
=V ZBROEIZ 400 V 2N X 7B O PN T
ETHZEIILE,

SCAN time {22V T, 0.2~1.0 sec/scan @
#FE TR, SCAN time 2&<T5E /41X
ML SN BRI 58, ©—r 07 —4
RAVNEBRBD LTz, T —FRA L ME B
THEE—IOBHRMENMET 50T, 1 B—7
HTEVERIE 10 RAVMIMETHLHESNTND,
B —J0RIE 4~5 sec BETHLOT, 1 E°—7dH
72010 7 —ZRAV N RER T DOITNERES
LT, SCAN time % 0.4 sec/scan & FAVDZEIZL
7o

TAT A NETRIZOWTIE, 50~250 p A @
P CRETL7Z, BRETLIZBETIITZ 4T AL
BERICEDEEITIHEV RN T, T4TA
VRDFEMBERBLC, TATANERITEED
PIHETHD 50 u AZRNDZEIZLT,

T HAZOWTEHE, 1~3 mTorr D%

— 24 —

TR, B —27O SN EIZxT 27 v 7
AEOEET, £EMICIIRHEIRELELY /NS
nol, BEREALRIEICIVS D RRDH,
WEDOMDEIET 2 mTorr DEX S/N LD SF K E
pol-Zlinh, TAI L HAEL 2 mTorr %3%
R,

LA EOREIRY, Bilile MS/IMS SRl T,
LT OEEEPFLI,
OBREBRERE : Fa—oU JEEOEIZ 400 V %
AT AEDHFEAN TERE T D,

@SCAN time: 0.4 sec/scan
@T7ATANER:50 uA
@7 = HAE 2 mTorr

D. %5

BEIASHTIE L LP-GC &M O MS/MS
SHERETEE, MPHEEEAGDE
LP-GC/MS/MS BITFEZAT 2 13, I E Re i D &G
ZRDOBIEDO T WS HT S AT REL 22D |
ERRO—BORE - hRIBHHFTED,
ZEED MRM &IV TE. AR FICE
B E TR 7 DR EEZ I, B&HPO
BEBELSIICGELZEGERATHLER
5D,

E. &3

1) J. Zeeuw, et. al. A Simple Way to Speed up
Separations by GC-MS Using Short 0.53 mm
Columns and Vacuum Outlet Conditions. J. High
Resol. Chromatogr. 23(12), 677-680 (2000).



RSD [RT]

&3 BEHNREEORBRMERU SIM XU MRM BIE A4

SIM MRM
- RT
Pesticides (min) monitor ion precusor ion product ion collision
(m/z) (m/z) (m/z) energy (V)
methamidophos 3.72 94.0 141.0 95.0 -15
dichlorvos 3.78 185.0 185.0 93.0 -20
acephate 4.66 136.0 136.0 42.0 -10
carbofuran 5.84 164.1 - - -
pentachiorophenol 5.91 265.8 - - -
carbaryl 6.44 144.0 144.0 115.0 -20
chlorpyrifos 6.64 313.9 314.0 258.0 -15
oxychlordane 6.92 388.8 - - -
dieldrin 7.34 262.8 263.0 193.0 -25
p,p'-DDD 7.57 235.0 235.0 165.0 -25
0,p-DDT 7.57 235.0 235.0 165.0 -25
captafol 7.96 79.0 79.0 79.0 -10
dicofol 8.18 251.0 - - -
cypermethrin 9.02 181.0 181.0 1562.0 -30
imibenconazole 9.94 375.0 253.0 82.0 -10
06 ° —e— methamidophos 6 —&— methamidophos
(A) A —#— dichlorvos (B) o —&— dichlorvos
05 : —&— acephate 5T —&-— acephate
—— carbofuran —&— carbofuran
0.4 —O-— pentachlorophenol 4 r —O— pertachlorophenol
~—— carbaryl g —fy— carbaryl
03 ¢ —{— chlorpyrifos g‘ 3 - —{+— chlompyrifos
~—O—— oxychlordane B’:’ —O—- oxychlordane
02 | ...@---dieldrin 2 r ---@---dieldrin
--&-+-p,p-DDD+0,pDDT “+-4s+-p,p-DDD+0,p-DDT
01 + ---@--- captafol 1 ---@---captafol
---¢ - dicofol -+-¢---dicofol
0.0 ---0 -+ cypermethrin 0 ---O---cypermethrin
0 10 20 30 40 50 60 70 80 90 ...n---imibenconazole

0 10 20 30 40 50 60 70 80 90 ---a---imibenconazole
Ramp rate (°C/min)

X2 REEEARVE—IEREB)ICHITIFEREDEE
RSD[RT]: (R BB OB IZERZE (n=3)
RSD[area]: E—VEE DA IFELERFE (n=3)

Ramp rate (°C/min)



90000 1200000 700 5
80000 -(A) 600 ~( )
4 1000000
70000 ;
,g —a&— dichlorvos 500 - carbarnyl
60000 800000 <
g  —8—acephate —0— p,p-DDD+0,p-DDT
50000 T y 400 |
z | 600000 § TOT e Z —o— captafol
£
40000 - T —p—dieldrin 300 r
3 ---@---cypermethrin
30000 | 1400000 2\ imibenconamle 50 |
D
20000 | _—
1 200000 —@-- methamidophos 100 |
10000 *~
0 0 0 L
1200 1400 1600 1800 2000 1200 1400 1600 1800 2000

Detector voitage (V)

B3 E—V®DSINHIZHTIEHBAEEOFZE

Detector voltage (V)

(n=3)
7000 70000
—a— dichlorvos
6000 60000 —@— acephate
5000 50000 Tg\ —&— carbaryl
'§- —O— chlorpyrifos
4000 40000 ©T
z E  —r—dieldrin
@ £
3000 30000 OE) O— p,p-DDD+0,p-DDT
Z
2000 + 20000 @ —<— captafol
---@--- cypermethrin
1000 + 1 10000
---£---imibenconazole
0 0

0.5 1.0 1.5 2.0 25 3.0 3.5
Ar (mTorr)

—@— methamidophos

4 E—OUDSINEITHTETILIVAREDOFE

(n=3)
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(II) SFE #% AW 586G LERIEF 0B E B K
APV == T Tk Ok
A. TFEEBH
REERESTO—BOREL - HHRLER
D7z, () TIERIEBRROFH RN DONT
BETL7c0s, BICRE - 2 EE R D701
i B REREOREL - DRI DM ETH
Do PERDEFEMEETIIEREUADLEL DR
B ERZHEESNA70, BRIZE<D
L H IR METH T, BENHEEL LY
BIRAICH &L, BRIBRR ORI L - %)
FAEDBHFTEDED, 2O, EEH
WO DFTEHT OB A NTR A K TH5D, SFE £
i BEESCR O A EAICER TS
M FETHY, BRI RbDHFELLT
B IN TV, SFE I3 ek DOIF G L
ANTHEHASEN WD FFHEE R TOBIED, 1B
BELENEEALSEAILICEVIEIE AR
HTEMTEDIZD | B WE ORIRAHH 23
FRETHD, TDI=8, SFE TIIRER DA
HUZ ELBR L TR HERR 55 DA e WVl R 3185
., FBREBMEO KRIEZRERS LA AT REE 725, 1E
57T, SFE ZRWAZ LIz IS o Kigs:
BRI HFINDEELICHHEBRED B 8){kAS
FRE/RT-0, DT EB ORI -HEEm EICK
ELEBMT2bOLERFEIND, T T BEE
LT RIT DM BRI R ORE L 2R
b2 BRIT, I RSO LR LERES
#EELT SFE EZRWEBEEER ) —=
TG E DWW TR L, EBIE I,
(I1) CBE%L 7= LP-GC/MS/MS JE% FV /-,

B. BFEHE
1. &gt

INF AR R D2 420 u m DABHERE 5
BNEBDIREZTHoZEND, HRMEEF
DEFFERLE,

RIS IR BB AR (Fit
T T M EI TR ERR) 2 AL, b

_27_

JZF AT (TEA) ix, Foeflisk T2 o
Rk 3% A L7=, Bond Elut Jr. PSA (500
mg) i3 Varian fH8EEH LTz, TR MHEAR
/¥ Whatman GF/F (Whatman #L) Zf#F AL 7=,
SFE TIXRALREEN X (BRFD AR BRMNEL) Dfdi BE
23 99.999% Db DAL AIZ, HE 99.99% D
bOERGHRIER LR,

BEEREL (1)ICFL,

BEAEMER: (1)ICFL,

BEEEERRK: (1)IZRAL,
. BEE

GC/MS/MS: (I IZ[L,

SFE:HP7680T (Hewllet Packard #) Zf# L
7o

IR MELEE AL OIRHEIZIL ESC2000 (Savant
) E2ERALE,

4. LP-GC/MS/MS &4t

GC HZ2: Varian #:80 Rapid-MS 524
[VF-5ms 774 (£ 0.53 mm, £ 10 m, EE
0.25 pm)IZFYEZU—HT A (N 0.10 mm.
£E 0.6 m, Agilent L) #BEREL =0T LI,
Agilent EE O TIEMALF Y ETY— DT A (NE
0.25 mm, & 2.0 m) & A —RHThEL THEE
L7

BIES&M A —7BE, 50°C (1 min)—
30°C/min—300°C (2 min) —30°C/min—320°C
(5.0 min) ; TEADIRE, 250C; F vV —H X,
ANVT L AT PRIREE, 200°C ;v =4h—/L KRR
. 40°C; N RT 7 —F R, 280°C ;A4
ALEIE. 70 eV (EI+E—R) ; 745 A NERK.
50 u A;SCAM time. 0.4 sec/scans; < At—7
&, Q1 = 1.5 amu X' Q3 = 0.7 amu; B EE—
N, MRM (RIEESHIEE 4 28R) ;7 La0 T2
JE.2 mTorr; 7 EAE., 2 pL. RHEIBIEEITA
—h;Fa—=U 7 TOREMIC 400 V Mz 7
EEEALZ,

MRM & 7V D —P—AF 7 ud 7hA
A VX, Varian #EEORREEINTZREOF T, 58
BEDNEEL P ESNIWERHEBEIR LT, F-.
MRM SHER2WEIEE, (1) THEALEZ SIM



P

BlERAA 2TV —H—AF TR E
aX IMMA TR EETITRIE L,

BEAFE 2 ULARR T Yy e R FEA UV A
JE. 30 psi;” ULVARFRE, 0.5 min; X REEfEL 0.5
min; AR T HOFE., 1.4 mL/min (EREE
—R) 1, BEARTAF =%, RIEMECLERE S
DV T NT =M TA T — D BEDOREE
MEFEH ORI — N ERELELOERERL
7o
5. SFE %44

SFE &Ik oi@b, i, CO,;CO, &
. 0.70 g/mL; IR, 40°C;E S, 115 bar
(1668 psi) ;CO, &, 2.0 mL/min; F#E9HH H FF

L7

. 3 min; BIRSHMHEER, 30 min; S A/WREE,

45°C; TV IRNTANA—IRE  45C v,
30- . m Hypersil octadecylsilane (ODS, Agilent
&) My IRE, 30°C; it A s, 7 mL (AT
VL RED  fIHEB Ny T ET ER=RIL 1T
mL (2 mL/min, 30°C) CT&EHL. 2 SFE #if
HgE LTz, FOBIN Y73 A% TEAEE T &
k> 5 mL (2 mL/min, 50°C) | e\ TTERr=h
UL 2 mL (2 mL/min, 50°C) CHERNaT
qa=r T Ui,
6. RBRATIROFIE

HE 4.0 g ZHEAEIRICEY SFE #1To7-, =
OB FIHABROBRICRE ORI FIc L 5%
BEDOBEEVEHSEDICHBICE T TR
WAL BV, Bbh7z SFE #iHkIT, &
FREMCHEEEBRELE, BEWET B
B n-~FH(1:1) IR 1 mL THEAEL. Hb
MDD TR KR p-~FH o (1:1)IBHK 10
mL THIELZ PSA HTAIZEAL, TN K
Y n-~FH (1) B 20 mL TEHLE, 8
HR IR R BREER, TN RO pnF P
(1:1)JRB#E 1 mL 22 THEREL, PSA BT AT
IORBREBIRL Tz, WHROBELZR
%, TEN RO p-~F P (1D IRKE 2 mL %
A TEMRL, TN ERBRARELT,
7. EANENRER

REEE —H—zen B 01 pgg (¥

__.28_

TR HNT X025 mg/L, TATAINT T
WREHNT T EER—v TINT AR,
A=FY) AT aVF s FTRFY b
U 75— 77—k AZINFAVE L b
VA 0.5 mg/L, AL, TEIITUN, A
RyafF — VRO, AT e AR
R OSIRF A3 1 mg/L) DR EILRDE
NEFIT IR A IRML, IR T 10 /K
BEL CRE2ERIE TLIRELELDE
BT,

8. B&

v —JEEEAVT, R ERETERSY
1To7-, RERAEERL, BEEERKRET
B n-nF P (1: DRI T 25 {£~400
EHRLUCTRAELL, FEEOREREL KD
& Z A dicofol | captafol . isoxathion & %
pp-DDT OHEBEFRE()BENE I 0963,
0.976, 0.984 } 1) 0.991 /Zo72LISM i r = 0.997
~1.000 D BIFREMRMENFLNI,

C. BRI OB

187 BEa W T/hR SR DO ERIENR
EBRZITV, TORRER S ITRLI

captafol & U\ captan |, MRM I THE
A BSROIFIZIVER TER2h o7, LVE
PRIED T MRM R RETT D0, IBINFER
B E LB OIS, chlorothalonil . dicofol |
pentachlorophenol ., propamocarb . amitraz .
amitraz-metabolite } U thiabendazole i, EIIXX
NihroTe M, Zhb o BRI E S cb il
HERER OB E I fE - BEFIZIVEREL
RTVRETHDLTLENDL, SFE HETHEINSH
ehoT-bDEBbhs,

oxamyl . tricyclazole . fenamidone-metabolite
(MPID) . acetamiprid .
methamidophos & UY fludioxonil @ [EIY %
70%HKH T o7z, ZDHH chinomethionat (2D
WTHEL PSA AT LIPBEIESFUISWNZEDME
EIR R D F2FRE THD, €DENPDRIEDK
EUNEOFRRAZZEETH-OHI, EINELE Log

chinomethionat .



Ko/w EDBEfFRERDK 5 12 R LT2, oxamyl,
tricyclazole . acetamiprid, chinomethionat & (X
methamidophos & U fludioxonil ® Log Ko/w fE&
. T €4-044, 1.4, 080, 3.78, -0.8 K
412 THY, FFRED Log Ko/w fEx Fo7- B
WITEIR SN TWALDEHDHZEMND, Log
Ko/w DHDOITFHATERD o7, [RE O
IZOWTIITRATH S, ZbD BEDEES
SRR T DB ESMERNZ N D7 b
JRRTIZZ2nWE B D, oxamyl, tricyclazole,
acetamiprid , methamidophos . fludioxonil X .
GC G THT U7 LRF < AT LHEAELHE
EfERZEILLTWIEND, <y s
EOMAEERIZEVHHSNIZLRo TS T
REMEDS DD, T DIINDORRFTL T KER 4 0 B IR
{22V VT, imibenconazole MBI Z A3 143%&
IR TePASME, 70~ 120% D B AF /2B E 2315
bz, £7z, BN D RSD O FHEIE 6% (0.5
~28%) THUREED BRVERMELNT,

SITEERNZ DUV T, ESR OB R H &% v
v =I5 5-GC/MS &RV HIETH, HBR
IR OTREUT 1 R 4~5 B, BIELZ 40~50
ST DITRTL T, S ERE LIz SFE #5&
LP-GC/MS/MS Z WA HFETIE, #hEh
2 BER R UMY 20 43 THY, KIHESITERTE,
BIEL Mg (LS, £/, SFE [ZBETTH
NDHDT, ZORIZHIOIEENFRETHVIETE
WZENRETHD,

MRM HAIFE DV TIE, 7€k D SIM BIELD
BEREEROLOD, BEIZ SV TE, BRI
Lo TiE SIM HIZE LD A ONTIRRRE DB IEM
WO RO, £, BIZEK#E/Z: MRM
FM (V=Y —AF 2 TuF I F L Y
Var T xNNX—%F) ORFBMLETHD,

>
—
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LP-GC {EIZ W T, TREBEL T PSA &
T L T1EFEHEZ OREBRIFEKRE LP-GC/MS/MS
WCEAE, EERREIFEALIZEZA pp-DDT
DE LU=, V- LP-GC OB T A%, 4Bk
FZLOBMNZANE 0.1 mm OWFTYE T —h
FGLEYAN 74— U TERL, TOEMIZE
WZNER0.25 mm ORIEE(LF YTV —HT L%
H—=RI7 LU TERL TS, pp-DDT DOIH
RKIIH =R A7 6% THEIERT, YRR
IR — T A LI EVEE L, LP-GC T
13, VAN ZZ—E 43 23N 0.1 mm SV,
B~ Ny ARZWRE TIIREDO SRS
BEEETHRRBERLT WA REMENH DI EIVRIEL
ETz, TOH . A EIOMRETIE, PSA HH
% 2 ET -T2 BRIER A I EIZBERA LT, PSA
% 2 E{To=8BE81213, p,p-DDT DiE &I
Bohiahorz, LP-GC & {ERTHEEITIE.
HBREBEERPORSE~N 7 AOBESCEICE
ETAHOLENH), SHEEBICERMTOREEE
SHTCE L e REEERET T AL ERHHE R
b,

D. #&im

SFE {E% W Tt L., LP-GC/MS/MS Gl
ETBHHIEE, RBIBEROFENLHEETD
SHTRERZ KIBICEME T, LB EF D
BREBEAI)—= 7o iriEs L CE TR
THDHIELD ot BRI FIERIEROE
SR PR HRE L G K OV E M I B W
TENZFETHDHEEZOND, B
YED BHEMLRFTRECTHDI20 . TR0
TER . ST E oM R OME AN ZORBNH
FEhbd,



K4 BENREREORSFRERU MRM &4

i L MRM&: 4 (mvz) i mI  er MRM&H (m/z)
B % B ] B B& A
e (min) 1 2 s (min) 1 2
HREZFRREQ9) ELROSFREBE17)
aldrin 6.62  263>193 (-30) 263>228(-30) acrinathrin 8.43 289>93 (-20) 289>91 (-20)
alpha-BHC 566 2192145 (-20) 218>183 (-20) bifenthrin + 804 181>166(-10) 181>165(-10)
beta-BHC + gamma-BHC 5.90 219>145(-20) 219>183(-20) bioresmethrin +  7.90 171>128(-10) 171>143(-10)
delta-BHC 6.13  219>145 (-20) 219>183 (-20) cyfiuthrin 8.88  206>151(-25) 206>177 (-25)
captafol 7.92 79>79 (-10) 78>77 (-10) cyhalothrin + 837 197>141 (-5 197>161 (-5)
captan 6.93 79>79 (-10) 79>77 (-10) cypermethrin + 900 181>152 (-30)  181>127 (-30)
cis-chlordane + 711 375>266 (-15)  375>301 (-15) deltamethrin + 950 253172 (-10) 253>174 (-10)
trans -chlordane + 7.03  375>266 (-15) 375>301(-15) etofenprox 9.06  163>135(-10)  163>107 (-10)
chlorobenzilate 747  251>139 (-20)  251>111(-20) fenpropathrin + 811 181>152 (-35) 265>89 (-25)
chlorothalonil 6.12  266>133 {-45) 266>168(-30) fenvalerate + 925 419225 (-10) 225>118 (-15)
chlorthal-dimethyl 6.63  301>273 (-20)  301>223 (-20) flucythrinate 9.00 199>157 (-15 199>107 (-15)
p,p'-DDD + 0,p-DDT 7.54  235>165 (-25)  235>199(-25) fluvalinate 9.28  250>200(-25) 250>208 (-25)
p.p'-DDE 7.26  246>176 (-25)  246>211(-25) halfenprox 8.96  263>115(-25) 263>129 (-25)
p.p'-DDT 777  235>165(-25) 235>199(-25) permethrin + 870 183>168 (-11)  183>153 (-11)
dicofol + 815 251139 (-20) 251>111(-20) pyrethrins
dicofol-dec.* 6.75  250>215 (-10) 139>75 (-25) pyrethrin | + 763 1230 133.0
dieldrin 7.30  263>193 (-25) 263>228 (-25) pyrethrin 1| + 848 81.0 133.0
alpha-endosulfan + 7.3 195>125 (-25)  241>206 (-25) cinerin | 7.31 150.1 1231
beta-endosuifan +  7.62 1952125 (-25)  241>206 (-25) cinerin Il 8.27 107.0 121.0
endosulfan sulfate 7.75  272>237 (-15)  272>235 (-15) jasmolin | 7.54 164.1 123.0
endrin 7.43  263>193 (-25)  263>228(-25) jasmolin 1l 8.48 163.1 167.0
heptachlor + 6.3 272>237 (-15 272>235 (-15) silafluofen 9.09  286>207 (-10)  286>258 (-10)
heptachlor epoxide + 6.88 3532263 (-15) 353>282(-15) tefluthrin 6.05 177>127 (-15)  177>137 (-15)
hexachlorobenzene 570 283.8 285.8 D1 AR BIE(20)
methoxychlor 8.1 227>169 (-25 227>141 (-25) aldicarb** + 199 100.0 115.0
oxychlordane 6.87 186.9>122.9 (-10)236.8>142.8 {-20) bendiocarb 557  223>166 (-10)  223>151 (-10)
pentachlorophenol 5.89 2658 267.8 butylate 4.58 174>146 (-10) 174>75 (-10)
quintozene 587  285>237 (-15) 249>214 (-20) carbaryl + 647  144>115(-20) 144>116 (-20)
DD RIE8) carbofuran 5.82 164.1 149.0
benfuresate 6.25  256>163 (-25) 256>121(-25) chlorpropham 554  213>171(-10) 213>127 (-10)
bipheny! 4.48 154>126 (-50) 154>102 (-50) diethofencarb 6.63  267>168 (-20} 225>124 (-15)
bromopropylate 8.07 341>183(-30) 341>185(-30) EPTC 4.30 189>128 (-5) 128>86 (-10)
dimethipin + 589 54>39 (-10) 118>58 (-20) esprocarb 6.55 222>91 (-10) 222>162 {-10)
methoprene + 697 153>111 (-5 278>191 (-10) ethiofencarb 6.23 107>77 (-15) 168>107 (-25)
o-phenylphenol 5.04  141>115(-35) 170>141 (-20) fenobucarb 5.31 150>121 (-16)  150>103 (-25)
piperony! butoxide +  7.89 1762131 (-15) 176>117 (-15) isoprocarb 5.06 121>77 (-20) 121>103 (-20)
propargite + 7.86 201>81 (-10) 173>115 (-20) methiocarb 6.56 168>153 (-15)  168>108 (-15)
methomyl oxime + 2.39 105.0 88.0
oxamyl** 5.22 161.9 720
pirimicarb 6.15  238>166 (-10) 166>86 (-25)
propamocarb 4.51 58.0 188.1
propham + 477 1792137 {-10) 179>93 (-10)
propoxur 534  152>110(-10) 110>64 (-20)
thiobencarb 6.64 125>89 (-20) 125>89 (-20)

MRM&: 14 precusor ion > product ion (collision energy, V). MRM&{#535L B & (dprecusor ionD &2 ELT=.
T+ MIBRIEBEEMSARESNRE

T ERA T

* dicofol 53 #2441 (4,4'-dichlorobenzophenone) .

“ SREMERE.
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&4 BENRBZREOFRFEE RV MRM &4 (&)

_— gé RT MRMZ#F (m/z) B % gg} RT MRMZ# (mvz)
s (min) 1 2 S (min) 1 2
YL R BIE(56) FHEHRRBEGT)
acephate 4.80 136>42 (-10) 136>94 (-10) acetamiprid 8.23  152>116 (-15) 221>56 (-15)
azinphos-ethyl 8.54 160.0 132.0 amitraz + 838 293.2 162.1
azinphos-methyl 8.35 160>132 (-10)  160>104 (-10) amitraz-metabolite + 621 1621 132.1
bromophos-ethy! 7.01 358.9 302.8 benalaxy! 7.68  234>174 (-10) 206>132 (-15)
butamifos 713  286>258 (-10 286>202 (-10) bifenazate + 812 258.1 300.2
cadusafos 5.59  159>131 (-10) 159>97 (-10) bitertanol 8.67  170>115(-35) 170>141 (-35)
(E) -chlorfenvinphos 6.82  267>159(-15) 267>203 (-15) boscalid + 9.03 140.0 342.1
(Z)-chlorfenvinphos 6.80  267>159(-15 267>203 (-15) chinomethionat 7.12  206>148 (-20 234>206 (-20)
chlorpyrifos + 6.61 314>258 {(-15)  314>286 (-15) cyproconazole 742  222>125 (-15) 222>82 (-15)
chlorpyrifos-methyl +  6.29  286>271(-20) 288>273 (-20) dichlofluanid 6.55 224>77 (-35) 123>96 (-11)
coumafos + 874 226.0 362.1 2 4-dichloroaniline 4.30 160.9 162.9
cyanophos 596  243>109(-10)  243>127 (-10) dicloran 586  206>176 (-20) 124>73 (-15)
diazinon + 596 304>179 (-10) 304>162 (-10) difenoconazole 944  323>265 (-25)  323>202 (-25)
dichlorvos + 391 185>93 (-20) 185>109 (-20) diphenylamine + 545 1692139 (-50 169>140 (-50)
dimethoate + 583 125>47 (-20) 125>79 (-20) famoxadone + 968 330>167 (-35)  330>193 (-35)
(Z)- dimethylvinphos 6.63  295>109 (-20)  295>280 (-20) fenamidone + 815 2382 268.1
dioxabenzofos 5.59 2158 183.0 fenamidone-metabolite (MPID) + 6.47  175>104 (-15) 104>77 {-15)
disulfoton + 6.04  142>108 (-10) 142>81 (-10) fenarimol + 848  251>139 (-20) 251>111 (-20)
disulfoton-sulfone + 71 213.1 153.1 fludioxonil 7.33  248>154 (-20)  248>127(-20)
edifenphos 7.74 173.0 310.0 flusilazole + 731 233>165(-20) 233>152 (-20)
EPN 808 157>110(-11) 187>139(-11) flutolanit + 720 173>145 (-15) 173>95 (-25)
ethion 7.52  231>175(-16) 231>185(-15) imazalil 7.21 173>1089 (-25)  215>145 (-25)
ethoprophos 5.41 158>114 (-10)  158>130 (-10) imibenconazole 9.93 2563>82 (-10) 375>260 (-20)
etrimfos 6.08 292>181 (-10)  292>153 (-10} imibenconazole des benzyl 7.39 235.0 83.0
fenamiphos + 718  303>260(-15) 288>243(-10) iprodione 8.02  314>245 (-10)  314>271 (-10)
fenitrothion +  6.52 277>260 (-10)  277>109 (-10) iprodione metabolite 8.25  329>127 (-20)  328>142 (-20)
fensulfothion 7.51 308>293 (-10)  293>125(-12) kresoxim-methyl + 732  206>116 (-10)  206>132 (-10)
fenthion + 6.64 278>109 (-25)  278>125 (-25) lenacil 7.81 1563>136 (-20) 153>82 (-20)
fosthiazate 6.79 195>103 (-10) 195>139 (-10} mefenacet 8.41 192>136 (-10)  192>164 (-10})
isofenphos 6.87 213>185(-10) 213>121(-10) mepronil 764  269>119(-10) 269>210 (-10)
isofenphos oxon 6.67  229>201 (-15) 229>121 (-15) metalaxyl 6.39  249>190(-15 249>146 (-15)
isoxathion 740  177>130(-10)  177>116 (-10) metolachior 6.59  238>162 (-20)  238>133 (-20)
malaoxon 6.33 267.9 127.0 metribuzin 6.33 188>82 (-15) 198>110 (-15)
malathion +  8.57 173299 (-15) 173>127 (-15) myclobutanil 7.31 1792125 (-10)  179>152 (-10)
methamidophos 4.04 141>95 (-15) 141>80 (-15) paciobutrazo} 7.08 236>125(-10) 236>167 (-10)
methidathion + 7.05 145>85 (-15) 145>58 (-15) penconazole + 687  248>157 (-20) 248>192 (-20)
monocrotophos 5.76 192>127 (-10) 192>164 (-10) pendimethalin 6.82  252>162 (-10)  252>192 (-10)
omethoate 5.43 156>110(-10) 156>80 {-15) pretilachlor 7.21 176>134 (-15)  176>147 (-15)
parathion 6.67 291>109(-10) 291>137 (-10) prochloraz + 877 308>70 (-10) 308>85 (-10)
parathion-methyl + 637  263>109 (-10) 263>246 (-6) procymidone +  6.97 283>96 (-15) 283>255 (-15)
phenthoate 6.92  274>246 (-10) 274>121 (-10) propanil 6.39 161>99 (-35) 161>90 (-35)
phorate + 563 121>65 {-6) 121>93 (-6) propiconazole 7.74  259>191 (-10) 259>69 (-10)
phosalone 829  182>138(-11)  182>111{-11) pyridaben 872  147>132 (-15) 147>119(-15)
phosmet 8.08  160>133(-15) 160>77 (-15) (E )-pyrifenox 7.06  262>227 (-16)  262>200(-15)
(E) -phosphamidon 6.10 127.0 264.0 (Z)-pyrifenox 6.90  262>227 (-156)  262>200 {-15)
(Z}-phosphamidon 6.35 1270 264.0 pyrimidifen 9.20 184>169 (-35)  184>141 (-35)
pirimiphos-methyl + 648  200>125(-20) 290>151 (-20) pyriproxyfen + 8.34 136>78 (-20) 136>96 (-20)
profenofos + 7.24  339>269 (-10 339>311 (-10) tebuconazole + 7.87 250>125 (-15) 250>70 (-10)
prothiofos 7.20  309>239 (-15)  309>281 (-15) tebufenpyrad 8.15  318>131(-15) 318>145(-15)
pyraclofos 8.58  360>194 (-10)  360>210(-10) thenylchlor 7.82  288>141 (-10)  288>174(-10)
pyridaphenthion 8.02  340>199 (-10) 199>92 (-15) thiabendazole 7.05 201>174 (-25)  201>130 (-25)
quinalphos 6.93  146>118 (-10) 298>156 (-5) triadimefon 6.68  208>181 (-10) 208>127 (-10)
terbufos + 592 231>175(-158) 231>157(-15) triadimenol 6.98 168>70 (-10) 168>112 (-10)
thiometon 5.73 125>79 (-11) 125>47 (-15) tricyclazole 7.39  189>161(-20) 189>162 (-20)
tolclofos-methyl 6.34  265>220 (-25)  265>250 (-25) trifftumizole 6.97  206>179 (-15) 206>186 (-15)
vamidothion 7.13 87.0 145.0 trifluralin 5.50 306>264 (-15)  306>206 (-15)
vinclozolin 6.33 212>172(-20) 212>145 (-20)

MRMZs#k: precusor ion > product ion (collision energy, V). MRM&#H37EL R A& [dprecusor ionD & EELT=.
TH.EBAAY. [+ MIBRICRBARBHENRESABE



x5 NELNHMHLDREDRMEILER

wmgg  [EURE%), n=3 wmmar  BRE%), n=3

B (o) FH  ReD B (/9 ~FH  ReD
ERIERREBE ELAOSRRBE
aldrin 0.1 86 2 acrinathrin 0.1 90 7
alpha-BHC 0.1 102 8 bifenthrin 0.1 91 7
beta-BHC + gamma-BHC 0.1 108 4 bioresmethrin 0.1 99 6
delta-BHC 0.1 103 8 cyfluthrin 0.1 89 8
captafol 0.5 HE cyhalothrin 0.1 89 5
captan 0.1 1 cypermethrin 0.1 85 6
cis-chlordane 0.1 97 9 deltamethrin 0.1 86 8
trans -chlordane 0.1 98 7 etofenprox 0.1 86 6
chlorobenzilate 0.1 92 7 fenpropathrin 0.1 93 3
chlorothalonil 0.1 nd fenvalerate 0.1 91 8
chlorthal-dimethy! 0.1 105 2 flucythrinate 0.1 90 7
p,p'-DDD + 0,p-DDT 0.1 96 4 fluvalinate 0.1 76 10
p,p'-DDE 0.1 101 9 halfenprox 0.1 95 8
p,p'-DDT 0.1 83 5 permethrin 0.1 88 5
dicofol 0.1 nd pyrethrins 0.5 97 13
dicofol-dec. 0.1 254 8 pyrethrin | + pyrethrin i 0.5 118 2
dieldrin 0.1 85 9 pyrethrin | 0.5 143 2
alpha-endosulfan 0.1 83 5 pyrethrin I 0.5 58 4
beta-endosulfan 0.1 81 5 cinerin | 0.5 85 9
endosulfan sulfate 0.1 99 5 cinerin il 0.5 HE
endrin 0.1 101 1 jasmolin | 0.5 102 5
heptachior 0.1 111 3 jasmolin 1l 0.5 96 2
heptachlor epoxide 0.1 91 0.5 silafluofen 0.1 88 7
hexachlorobenzene 0.1 95 7 tefluthrin 0.1 105 4
methoxychior 0.1 76 6 H—r A~ R B
oxychlordane 0.1 92 4 aldicarb 0.5 86 28
pentachlorophenol 0.1 nd bendiocarb 0.1 112 3
quintozene 0.1 98 5 butylate 0.1 89 6
FOHOBE carbaryl 0.1 102 3
benfuresate 0.1 97 6 carbofuran 0.1 106 6
biphenyl 0.1 72 7 chlorpropham 0.1 104 6 .
bromopropylate 0.1 97 7 diethofencarb 0.3 104 5
dimethipin 0.1 89 2 EPTC 0.1 74 8
methoprene 0.1 106 9 esprocarb 0.1 g9 5
o-phenylphenol 0.1 102 4 ethiofencarb 0.1 107 6
piperony! butoxide 0.1 94 9 fenobucarb 0.1 101 5
propargite 0.1 93 5 isoprocarb 0.1 99 4
methiocarb 0.1 108 1
methomyl oxime 0.1 IhE
oxamyl 1.0 3 7
pirimicarb 0.1 105 4
propamocarb 0.5 nd
propham 0.1 102 6
propoxur 0.1 115 6
thiobencarb 0.1 106 3

RSD: relative standard deviation. nd: not detected. % HIEICKYEETR.

_32_



R 5 INELHMMHLDREDRMENILE (HE)

FhomeEE  EURE(), n=3 g BIRE(%), n=3

R * (ngfa) Ty RSD B X (Hg/g) iy RSD
BERUREBR AHERREE
acephate 0.5 89 4 acetamiprid 1.0 27 12
azinphos-ethyl 0.1 99 6 amitraz 0.1 nd
azinphos-methyl 0.1 112 2 amitraz-metabolite 0.5 nd
bromophos-ethyl 0.1 99 4 benalaxyl 0.1 90 5
butamifos 0.1 91 4 bifenazate 0.1 115 5
cadusafos 0.1 99 6 bitertanol 0.1 97 2
(E) -chlorfenvinphos 0.1 102 5 boscalid 0.1 90 8
(Z) -chlorfenvinphos 0.1 96 4 chinomethionat 0.1 30 15
chlorpyrifos 0.1 98 6 cyproconazole 0.1 88 7
chlorpyrifos-methyl 0.1 117 4 dichiofluanid 0.1 108 4
coumafos 0.1 99 1 2,4-dichloroaniline 0.1 75 3
cyanophos 0.1 99 6 dicloran 0.1 102 2
diazinon 0.1 104 7 difenoconazole 0.1 117 5
dichlorvos 0.1 89 3 diphenylamine 0.1 107 7
dimethoate 0.1 98 2 famoxadone 0.1 115 2
(Z2)- dimethylvinphos 0.1 109 3 fenamidone 0.1 82 8
dioxabenzofos 0.1 102 7 fenamidone-metabolite (MPID) 0.1 22 4
disulfoton 0.1 97 7 fenarimol 0.1 85 8
disulfoton-sulfone 0.1 73 6 fludioxonil 0.1 66 5
edifenphos 0.1 93 3 flusilazole 0.1 94 2
EPN 0.1 92 5 flutolanil 0.1 94 7
ethion 0.1 93 8 imazalil 0.5 93 3
ethoprophos 0.1 103 4 imibenconazole 0.1 143 7
etrimfos 0.1 104 5 imibenconazole des benzyl 1.0 90 6
fenamiphos 0.1 98 8 iprodione 0.5 97 8
fenitrothion 0.1 105 1 iprodione metabolite 1.0 115 5
fensulfothion 0.1 108 1 kresoxim-methyl 0.1 98 7
fenthion 0.1 109 7 lenacil 0.1 30 2
fosthiazate 0.1 109 7 mefenacet 0.1 87 6
isofenphos 0.1 102 5 mepronil 0.1 88 7
isofenphos oxon 0.1 106 4 metalaxy! 0.1 102 1
isoxathion 0.1 92 7 metolachlor 0.1 99 6
malaoxon 0.1 107 5 metribuzin 0.1 98 5
malathion 0.1 100 7 myclobutani 0.1 86 3
methamidophos 0.5 30 9 paclobutrazo! 0.1 92 3
methidathion 0.1 103 7 penconazole 0.1 99 3
monocrotophos 0.1 100 10 pendimethalin 0.1 100 6
omethoate 0.1 98 1 pretilachlor 0.1 96 6
parathion 0.1 106 1 prochloraz 0.1 96 4
parathion-methyl 0.1 109 4 procymidone 0.1 a8 7
phenthoate 0.1 110 7 propanil 0.1 100 6
phorate 0.1 100 8 propiconazole 0.1 91 9
phosaione 0.1 88 6 pyridaben 0.1 83 8
phosmet 0.1 99 7 (E)-pyrifenox 0.1 106 7
(E) -phosphamidon 0.1 104 1 (Z)-pyrifenox 0.1 110 5
(Z) -phosphamidon 0.1 113 2 pyrimidifen 0.1 98 6
pirimiphos-methyl 0.1 100 5 pyriproxyfen 0.1 89 9
profenofos 0.1 99 5 tebuconazole 0.1 96 7
prothiofos 0.1 94 6 tebufenpyrad 0.1 96 9
pyraclofos 0.1 97 7 thenylchlor 0.1 87 8
pyridaphenthion 0.1 102 4 thiabendazole 0.5 nd
quinalphos 0.1 87 2 triadimefon 0.1 102 7
terbufos 0.1 99 4 triadimenol 0.1 103 8
thiometon 0.1 28 8 tricyclazole 0.5 11 5
tolclofos-methyl 0.1 104 7 triflumizole 0.1 107 ]
vamidothion 1.0 85 5 trifluralin 0.1 108 1
vinclozolin 0.1 103 7

RSD: relative standard deviation. nd: not detected. 5% HFEICKYEERF .
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2. LC/MS IZ X DN T REmF O R TEORRR

oEMGEE SFEAR



TR 18 EEEEFBMNEAREHDE (BRORD - TLEFREEARER)
SEPRBEE
BEEQO-REELNIBAEERUVANRETMICET MR

LC/MS K 2MIBRFTDERBEESITEDRRE

FEHRE KBRI#E
EIrEERBREEMIEM
TEMRE FHAE
AEETRIEMZA
WEmHE HILEE
RS R
AEBETREMEM
B 5
SWFRAFEZE

MEEE

KZRGPC (FILBBI O M T T74—) IC&EDRBBRELREKIOTNIS T/
FLEEENHET (LC/NS/NS) ZHAEHEIZ LICEY., HEREERUFTEHNBOA—
NA—FREBEVIBERUBRERIIEE (124907 YF A MFL T/ DR FT7
7/ VR O—FSWEEEFZE L, £, SEFEMHEEZAVHBEIZDONT
BEL.EEEERUEEHOBELHMEEL LTERLZ FTLAES (EBTIL—
Blegvrod—Baasvav.var I3 =Y M LBKUFREIATUITO. 1mg/ke
EixdESFEmLIzEE, EULE 70-110%. ZEIREL 15%%KH (n=5) THo-31DIEkE
RD 61%, —EEEETHS0.01 mg/kg LEdLIITHMLELE. EILE 60-120%.
EERE 25%KiFE (n=5) THH=LDILEED 10% TH o=, S BITHREX, BRIE, L
LM EREMEX*ZEBICEETAMIBRICEERTES L ZHRE L

A BIEE®M H—N\A— FREBERUEEY VREEOD
TR I6EESIV 1T EEE, WARME SR EMEERILLZ, T/ 18 FEI,
RoOOT RIS 70—FZRAVEEABHEZEZ HROIKRESELTREVEZZEICEE

L. BREH. BUNRUBNAVHO TEHIEBRREERUEFTEHTERL.
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