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GC/MS/MS (L& 2 HZRERED—F 2R

Simultaneous Determination of Multiresidue Pesticide using GC/MS/MS

R%E %+ E&E & fEE %
Aiko UJIIE, Hiroshi HASEBE, Tsutomu SATO

B 12 B\ TR RS 2 W TR B BB DAL O T TERER T A E 12, € ORBREAE AN &[5
kB E LCRYUDE ) DEFHET 274 N T A 2R 19 4 11 BICHE S 7z BFrTid, BiE, RIEHREZ
GC/MS-SCAN, GC/MS-SIM B & U8 LC/MS/MS-MRM 12 & 2 —FASHETEML T 5. GC/MS HllIEIZB VT,
BRI ORI & Y ERmWEDSA L L5605V, TOWELRML, 74 FI74 v OfRMEICHET 5 R
EHAWMART LI L EZHMWE LTGC/MS/MS-MRM 12 & 5 —F oWk a et Lz, 2R, GC/MS/MS % H
TAHIETHIMMIZEDUELZRETLIENTE, Lo AZSERMWIC X ZESIENRE OHAERIZBNT
BN TH D ENERTE 2, T2, AR OERTHRMEZ GC/MS @ 1/5 TH % 20ng/mL 12 TE %7280, &k
B EOERBEIC BV TR 2R 2 BUTED 1/6 129 5 2 LA T S MBS ROM _ EASMIFE T & 72,

F—T— N RRBEE  —FoMEE  GC/MS/MS : GC/MS
Key words : Multiresidue Pesticide ; Simultaneous Analysis Method ; GC/MS/MS ; GC/MS

1 [FUC®HIC 2 EBRAE
RIT47) A MHEORITIZED, F204FE4H 21 = #©

e, 800 M+ M2 2 REFIIRFAEREN/REIN
TWwbd, BEFTIRFRI6EDLD [FRRICBITLE
IR B G R O 72 B W B\ B B MR A AR B
HARITA ] IZHEL, HRGHTTREEROI K%
Ko THrizo FRI9EEICIE, B3 - BFE20 MBI
DWT 329 B3 (RMEMREE 356) # MRICHAEL FE
ML, EHERMIEIER A 60%~ 140% (AN @ 30
44 0.01ppm) D#PATH > 72 276 ~ 314 3V o i
mEEITo 72,

—77, WE4E 11 Aicid, AEBafsicB v, HRHEE
FELBAITED R (LUV@%) Datosgkc
HERE 525602, EORBREDSEIE & [R5 7 iR
ELTEYDE) DEFMiT AHA4 T4 2?2 HybilE
ENTze A NTA 2 OFNETNOREAEL LT %Rk
B, BANE L RELREEBEE AL I N D, LT GC/
MS-SCAN, GC/MS-SIM # & UF LC/MS/MS-MRM |2
£ B (DTFBATETY) Tid, [IEZ 60%
~140% L LCWB 720, HA4 FI4 212k 2 EILE
70%~ 120% % #H L 7234, ¥3¥ - REOE=ETEE
FRHUIRIEIHA T %, BUTHETIE, L 72B50HE T
IZ2WT GC/MS B X INLC/MS/MS 12 & ) &% 1T
TV 525, GC/MS Ml TIEBUEHA T H I25% 5 ARHEW
= PHNBRE -V I CEL LR EER2ET S
ZENL v, 2T, BUEGC/MSHISEIZ BT, 3Bk
BHHO< ) v 7 22XV ELATEL RABERIZL,
SR LIPS Z L2 HIYE LT GC/MS/MS-MRM
(Multiple Reaction Monitoring) 2 & % —& 5 #T €=
IR L 720

H19 R ICATBURA 2 555 L 720738 - REDH B, L w
AL, DAZ, LI RX, HEZLBLTIZINAZED
fER L7z,

22 ¥ B

- GC/MS : Agilent 14 6890/5973 inert

- GC/MS/MS : Varian #:# 1200, 8400Autosampler

- LC/MS/MS : Applied Bio Systems #1:#, API3000

2.3 GC/MS/MS BIEZ&MH

-GC &tk # 9 4 : DB-5Ms (0.25mm id. X 30m,
= 0.25um), F—7 i 70C (243)—25C / 477
— 150C (043)— 3T /45— 200C (04)—=>8C /%
—280C (1043), ¥t 1.5mL/min, ¥ A IR B
180T, 7?OVARAT )y AEA 5 40psi, EA®E 2ul

- MS/MS £+ GC/MS #l 52/ 5 260 238 (S %k
&4E) O GC/MS/MS-MRM 447 414 % seadifb L C
TN —=F—AFy, TuFs L Fy, a)Va
YIFNVF—RPREL, FEAA Y, WEAL T
FNENHEE L7 Dwell Time I2& D 17X ¥
O BIEFDHIRZNL 720 2547 AV v FEER
L7z MS/MS &fh& & 1IZRL 72

2.4 FHPEEAR

GC/MS #ll 72 F 3R i 1, 3k 20g 12 & B 3R 8
200ng (27 % & 9 IR ARG 2 7 LHATE O
BHHBETHE LT o700 ThbL, BEFEARIT
£ b= MY NV50mL Z IR/ NA A I FH—T 25 W
e Lotk &iEeg#mzx CoaMiRe HEMNET L,
2500rpm T 5 - EEx1TH. 7T b= M) VER
GEL 721, BREICT e M= M) V% 25mL iz 54
e BRLTHERIT, T M= M VEEEDET
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%1 GC/MS/MS-MRM BIESY, MHTRME T2 FRES S CZERENGERER CARERT)
e EHHRE0. 01ppm
AV K1 AUy R2
- 5 FEAAL, BRAL AERT - REAAL, BRATS AERT
BRE 0wy v - | o || mmEe RRE O PRy 3RS - 31108 g o
Y holk A 185>109 (15), 185>93(30) 3 9 637.4 [4vY An70y 154>98 (25), 154>57(20) 3 12 63+6.5
EPTC 128>86 (10), 128>43(10) 3 11 59+8.8 77N ®AMT° 143>99 (15), 143>71(20) 5 15 894140
AE VIR 192>127(5), 192>164(5) 2 | 8 | 89+2.4 [Pyt 136594 (15), 13642 (25) 2 |7 | 16x24
MY 7Y -0 211>183(10), 211>140(20) | 3 | 9 | 76+6.7 |#s5v#z 2085180 (10), 208593 (15) 2 |6 | 76+3.5
HOn%y’ 191>141(15), 191>113(15) | 3 [ 10 | 7822.2 |#hb7zzh72/-b 170>115(30), 170>141(25) | 2 |8 | 81%3.0
1Y7°nan7’ 121>103 (15), 121>77(20) 2 8 89+3.0 |EY#-F 187>126 (10), 187>98(20) 1 4 74+6.2
XNC 1225107(10), 122577 (25) 2 |7 | 91=1.7 |sorey 261>203(15), 261>231(10) | 1 | 5 | 72+5.7
7N An-p 176>120(20), 176592 (20) 3 |9 | 82x2.4 [7oksm 152>110(10), 110564 (20) 1|5 | 81£3.2
Y ILINTEY 16966 (20), 169>168(15) 3 |8 | 87x2.6 |1 o 242>158(10), 242>127(15) | 2 | 7 | 87+3.2
b 145>100(15), 145>113(15) | 1 | 5 0.0 |5mwy 77k 12765 (25), 12792 (25) 2 |6 | 83x3.2
MY 306>264 (10), 264>160 (25) 2 7 89+1.5 |A YINIYY 292>264(10), 292>160(20) 2 5 85+5.5
£/90b4R 223>97(10), 2235127 (25) 3 |9 | 120+4.2 [z 44z 159597 (25), 159>131(15) 2 |6 | 83x4.7
-t 260575 (15), 121593 (6) 3 |9 | 82+1.1 |a-BHe 183>147(20), 183>109(20) | 2 | 8 | 77%1.4
ASHHOA" U Y 2845249 (20), 284>214(25) | 4 |15 | 38+5.2 |#taby 125547(20), 125593 (20) 2 |5 | 66+4.5
v a3y 206>176 (15), 206>124 (25) 3 10 84+3.6 |¥ ApI-} 125>79 (15), 125>47(25) 3 1 88+4.3
i 739 149>103(15), 149>121(10) 2 7 89+4.1 |7°04bY 225>183(10), 225>168(15) 1 5 85+1.7
Yy 201>173(5), 201>138(10) 3 |10 | 88«27 |woryy 219>187(10), 219>174(15) | 2 | 8 | 84x2.3
B-BHC 181>145(15), 181>10930) | 3 |10 | 89=2.8 |745v° v 2005105 (10), 200>132(15) | 1 | 3 | 87+3.7
VAR Y 124>76(10), 11858 (10) 4 |12 | 98x4.2 |supy 2055237(10), 295>265(15) | 2 | 8 | 75+3.7
vy y 125>89 (15), 125>99(15) 2 8 89+3.9 [(/nmhnz) 266>168 (30), 266>133(45) 25 83 82+88
¥ -BHC 181>145(15), 181>10930) | 3 |10 | 86=1.2 |7any'y 2045172(10), 214>105(15) | 2 | 7 | 85+4.7
77 08" AR 138564 (15), 138>110(10) 2 | 6 | 94x5.1 [yi/i 2435109 (15), 243>79 (25) 1 | 4 | 80+3.4
/42 246>137(10), 246>109(20) | 3 |10 | 90+2.3 |7 # 31 2545226 (10), 254>191(15) | 3 | 9 | 85+4.8
847 Iy 3045179(25), 179>122(25) | 3 |12 | o4+2.9 |t nfay 173>130(20), 173>144(25) | 2 | 7 | 89+3.5
YAzl 198>118(30), 198>183(25) 2 8 90+2.6 |14V % 257>162(25), 257>119(25) 3 10 83+5.2
5" ANERY 142>109(10), 142>81(15) 2 | 8 | 75%5.0 [3-n o 161>144(20), 161>88 (25) 3 |9 | 89x0.4
TMILHR 292>153(20), 292>181(10) | 3 |10 | 90+3.9 |f7mbyy 177>127015), 171370105 | 2 | 7 | s2=1.4
M7L-F 268>184(15), 268>226(15) | 3 |10 | 83+3.2 |5-BHC 217>181(10), 217>145(20) | 3 |10 | 73x2.5
17" BA" UkA 204>91(10), 204>121(25) 2 7 92+1.7 (A" /3430 259>120(15), 259>176(10) 1 5 84+2.8
AT M2 103>76 (15), 103>50(15) 9 29 72+6.5 [kr7730 Y 264>127(15), 264>193(10) 2 7 85+2.7
Ry 2305154 (15), 230>111(25 | 3 | 9 | 95+2.5 [ vovt-t 256>163(15), 256>121(200 | 1 |5 | 85+1.7
7 Zh 217>161(15), 217557 (20) 2 |8 | 9%6x1.0 [7oersr 232>114(10), 232582 (20) 2 |5 | 84x35
Feb0-1 223>132(20), 223>147(10) | 4 |13 | 9041 [sont yhrssh 286593 (25), 2865208 (15) 2 |6 | 81x3.8
Ty 198>82(20), 198>110(10) 3 12 92+3.6 |MADKRAF 265>250(15), 265>93(25) 2 7 84+2.9
£ vy Y 2855212(15), 2855241 (5) 4 |13 | 8981 [saaty-n 211>195(10), 211>121(15) | 2 | 8 | 89+6.5
N 5FEYAFM 2635100 (10), 263>127(10) | 3 |11 | 93+2.8 |~y s9mp 272>237(15), 272>141(30) | 2 | 7 | 80+4.4
7350-) 160>132(10), 160>145(20) | 2 | 8 | 94=2.3 |ss340m 2495190 (10), 249>146(20) | 2 | 6 | 87+6.0
SAMY 213>155(15), 213>139(20) | 3 |11 | 90+3.0 [7zvomiiz 2855240 (25), 285593 (25) 3 |9 | 79+33
TANY 227>170(15), 227>212(15) 2 6 92+3.7 |7°0fM)Y 226>184(10), 226>94(20) 2 7 84+4.0
SUAFY 123581 (15), 274>111(15) 2 | 6 | 110£5.1 [t yshassn 305>125(25), 305>151(20) | 1 | 4 | 85+2.2
v HE W 3545306 (10), 354>286(20) | 2 | 7 | 91=1.8 |those-t 286>207(15), 286>161(15) | 2 | 6 | 85+5.1
JrzhaFEY 277>260(10), 277>100(15) | 2 | 8 | 94+2.2 |7 nw 2055132 (30), 205>188(30) | 2 | 7 | 86+5.5
N7 MY 226>96 (15), 226>136(10) 3 12 92+3.2 (¥ 4nanr=pd 123>77(20), 123>122(10) 3 9 0.0
7708 Y =) 159>130(5), 159>90(25) 3 9 0.0 IA7 AAND° 222>91(15), 222>151(10) 2 5 84+4. 4
By 173>99.(15), 173>127(10) 3 |9 | 87115 [#s55% 207>172(15), 207>154(25) | 2 | 5 | 79+3.3
#3900 238>162(20), 238>133(25) | 2 | 8 | 91=2.0 [smpe vz 314>258(20), 314>286(10) | 2 | 5 | 82+3.6
TR Y 263>193(25), 263>228(30) | 4 |13 | 80£3.4 [sons-y 470 301>223(20), 301>273(15) | 3 | 9 | 80+4.1
FEN VN 257>100(10), 257>72(20) 3 9 92+1.8 |71v7° Ot ®N7 128>70(15), 128>110(10) 2 7 85+4.4
5* AFLE VA () 295>109(20), 295>280(20) | 2 | 6 | 95x2.3 |n 5ty 201>109(20), 291>137(10) | 1 | 4 | 86+7.0
JIvFHY 278>109.(20), 278>125(25) | 3 | 9 | 90+2.7 |v*a#-n 139>111 (15), 13975 (30) 1|5 | 8423
M7y Ay 208>181(10), 208>127(20) | 1 | 4 | 93=3.1 |m54p 2435215(20), 243>177(20) | 2 | 5 | 81+3.0
TR b 3365204 (30), 336>156(30) | 2 | 6 | 92+5.8 |7 nEhaszh 331>316(10), 331>286(20) | 3 | 8 | 76+5.0
A B3 119>64 (20), 119>91(15) 3 9 110+1.9 |¥" 71F34 239>167(25), 239>152(25) 2 6 80+4.6
SRSV EE N | 236>194(10), 236>148(15) | 2 | 8 | 93%3.4 | uF qmuy 2525162(10), 252>191(10) | 1 | 5 | 86+4.2
FAFTE 195>103(10), 195>139(10) | 4 |12 | 98+3.2 |n7° smpzi $91° 3535263 (30), 353>282(15) | 2 | 7 | 84x2.2
a-ImVIIvE VAR | 267>159(30), 267>203(15) | 3 | 9 | 93+3.8 [nyaty-n 248>157(30), 248>192(200 | 2 | 8 | 87+5.5
747° 02 367>213(25), 367>255(25) 3 9 9351 [MW7I7=H 238>137(20), 238>110(30) 1 5 11x7.2
Y ANy 212>122(15), 212>94 (30) 2 8 88+2.6 [{Y71vkA 213>121(20), 213>185(10) 2 7 87+2.3
£ Y71/952 (E) 262>91(15), 2625192 (25) 2 |5 | 8621 |F7avay-n 201>174(15), 201>130(25) | 2 | 6 | 27%15
B-pmbIIvE vAR | 267>159(30), 267>203(15) | 3 | 10 * i 131>74(15), 131>86(15) 3 |10 | 88x4.4
TVAYY 123>95(10), 123>81(10) 2 |8 | 80+2.6 |74y 1495105 (10), 149579 (10) 5 |18 | o0
IFhnt’ -4 165>111(25), 165>102(15) 2 7 83%6.1 |7zvb1-} 274>125(20), 274>93(20) 2 7 88+6.6
FHVAR 2085156 (10), 298>190(20) | 2 | 6 | 89=5.4 [v 4t A L-b 1455>112.(10), 145569 (15) 2 |6 | 86x4.4
BT A/ 168>70(10), 168>112(10) 2 |5 | 95£3.4 |7zt 283596(20), 2835255 (15) 1 |3 | 90+4.3
A" 9k 2605130(20), 260>232(10) | 4 |14 | 46+63 |trans—5mpsy 3755266(20), 375301(15) | 2 | 8 | 79+4.3
A vy B 270125(15), 270>127(20) | 3 | 9 | 84=1.8 |44 ##y 145585 (15), 145558 (20) 1 |3 | 8529
778N §A 304>140(30), 304>220(15) 3 8 88+3.1 [t Y71/99R(2) 262>192(20), 262>200 (20) 2 8 85+4. 4
FAHTIE" VAR 331>109(20), 331>316(25) | 2 | 8 | 90+4.7 [sh7 1y 153>111(5), 153>107(5) 4 |13 | 25455
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%1 GC/MS/MS-MRM BIEZEM, HRHETIRE T2 TRES S EERNEIGERER @(Rz)
AME : FHEHREO0. 01ppm
AUy KRl A K2

. EEAF Y, HRAAY AEETF - EBAT Y, HEAA AEBTF
BEE 0 waE vy - | S| mmEe R¥= 0 maE - | o | % mmEe
B-IVN AWI7Y 241>206 (15), 241>170(25) 3 |11 | 88%2.3 [T b5y b 236>125(25), 236>167 (15) 2 [ 6 | 91=4.3
IWMTH-I 219>123(10), 219>95 (25) 2 | 6 | 85+2.4 |cis—omisy 3755266 (20), 3755301 (15) 2 |7 | 82+5.7
$7° 00 3 271>72(10), 271>128(10) 2 | 7 | 89=4.4 |7 550-0 237>160(15), 237>188(15) 2 |6 | 84+3.8
hNITYY 302>111(20), 302>175(10) 2 | 8 | 89%3.5 |7r/5tmy 160>72(10), 160>106(10) 2 |6 | 86+4.6
7" DFHHR 3095239 (15), 309>281(10) 3 |10 | 84x2.6 |7 43z 286>202(15), 286>258 (10) 2 |7 | 92+6.9
V3N 281>173(25), 281>145(25) 1|5 | 90%3.2 |7:43# 303>260 (15), 303>243 (15) 3 (10 | 84%5.2
AR3/AMIE Y (E) 1915160 (20), 191>133(20) 2 | 8 | 90+3.2 |a4ary - 175>111(15), 175>147(15) 2 |5 | 86=+4.1
7 VF3hn-b 262>202 (15), 262>174(20) 2 | 7 | 90x3.0 |Ms5y -0 189>161(30), 189>135(15) 1 |2 | 86+5.4
7 071/%A 3395269 (15), 339>311(10) 3 |9 | s6x2.2 |43y 173>145(25), 173>109 (25) 2 |7 | 84%2.9
p, p’ -DDE 246>176 (25), 246>211(15) 2 |7 | 75%3.3 |tz 248>127(25), 248>154(25) 4 [14 | 80%3.9
77 07y 249>106 (25), 249>193 (15) 4 [ 14 | 91%+4.9 [4y7 075y 290>118(15), 2905204 (10) 2 |7 | 86%5.9
IV - 233>152(15), 233>165(10) 3 (10 | 8919 |[qyssstvisyy 254>146 (10), 254>128 (20) 4 |14 | 76+8.4
DA F9Y 235>143(10), 235>87 (20) 1|5 | 3342 |Fmb Yy 263>193(25), 263>228 (25) 4 |12 | 84+8.4
7 E Y-} 316>208(10), 208>164 (25) 2 |7 | 93=%3.1 |9zaty -n-p 234>137(20), 234>165(15) 1|5 | 89x7.1
HINENTIY 252>146 (30), 252>170(30) 4 |14 | 97+3.8 (M7 i 169557 (10), 169>113(10) 2 |5 | 82+3.4
7H I -0 173>145(15), 173>109 (25) 2 |8 | 93x2.9 |t sy 344>175(20), 3445302 (10) 2 |7 | 85%7.5
12 448 o3 AT | 2455144 (20), 2455176(10) 3 | 8 | 100+3.7 7547 ny7 43 276>105(10), 276>77 (25) 1|4 | 82+5.3
Y7 3ty b 222>125(20), 222>82 (15) 1|5 | 93+3.0 |3907°42p 179>125(10), 179>152(10) 2 |7 | 88+4.9
haTIHE b 247>200(30), 247>227(30) 3 [ 11 | 91%5.8 [fh3/abAE" Y (@) 238>210(15), 238>195(30) 4 |12 | 89%6.7
{5471y 313>177(10), 313>130(20) 2 | 7 | 98%1.6 [sLyEvhizn 116>89 (15), 116>63 (25) 2 |6 | 85+3.4
“havIY 283>162(25), 282>253 (15) 3 |9 | 89+3.6 [tvhuy 263>193(25), 2635228 (25) 3 (11| 82+4.7
a-IuN AVTTY 241>206 (15), 241>170(30) 2 |7 | 8621 |71/8420 293>155(25), 293>198 (15) 3 |9 | 84+2.3
P 163>132(10), 163>117(25) 2 |7 | 9119 |mon vy -t 251>139(25), 251>111(25) 2 |7 | 85+4.4
p, p’ -DDD 235>165 (20), 235>199 (25) 2 |6 | 83x2.1 [E v/ 905 (D) 302>256 (20), 3025230 (15) 2 | 8 | 88x4.5
o,p’ -DDT 235>165 (20), 235>199 (25) 2 | 6 | 8x2.1 |7rvamksty 293>97(25), 293125 (15) 3 |9 | 89+6.4
INTHIE YL 352>188(10), 352>320 (15) 5 [18 | 88+3.5 |17y 231>129(30), 231>185(15) 2 |8 | 86+3.9
477020 119591 (20), 11965 (25) 1| 4 | 99+2.6 |7 ofz 322>156(10), 322>139(15) 1|5 | 85+5.1
A T34 148>77(25), 148>105(15) 2 |8 | 9159 |7y 161>134(10), 161>106(15) 2 |6 | 90+2.5
BE 72771y 342>157(20), 342>171(20) 1|4 | 8631 |t uhyy 123581(5), 123>57(15) 5 [16 | 19+41
BVIIVRTY VIFh 312>151(20), 312>195(20) 2 |7 | 91=5.9 |[pmpztorry 317>287(10), 3175236 (10) 3 |10 | 86+5.9
I (T1VHA 310>109(25), 310>173(15) 2 |6 | 95+3.9 |vr/71uma 169>141(15), 169>77(20) 2 |8 | 87+5.4
£/4971y 237>208(25), 237>182(25) 2 |7 | 81x2.7 [masyy 145575 (30), 145595 (30) 3 (11| 85%7.7
p,p’ -DDT 235>165 (30), 235>199 (20) 3 |10 | 85+2.6 |77 mt 3ty -n 259>191(10), 25969 (25) 2 |7 | 81x4.3
t SINITVIFN 412>349(10), 412>307 (25) 1| 3 | 89=%1.6 |M7nsvaraty 222>130(15), 222>162 (10) 3 |10 | 87+4.3
AR )Y 171>71(20), 171>85(20) 1|4 | 87x2.9 i 153>82(15), 153>135(20) 2 |8 | 88+6.5
77731 b 250>125(20), 250>70 (15) 2 | 7 | 89%4.6 [t yz/n 9971 (E) 302>256 (25), 302230 (20) 3 |9 | 91+5.3
v hoky 7" AEN 253>162(15), 253>184(15) 2 | 7 | 84x4.4 |7zpho-p 288>141(20), 288>174(15) 2 |8 | 88%5.3
£ A DZLT MR 176>131(15), 176>117(20) 2 |5 | 93%3.5 |7 on s yb 3505201 (10), 350>173 (15) 3 (11| 92+4.9
E Y8 JIvFy 340>199 (20), 3405204 (10) 2 |7 | 89x2.1 [v awazzay 266>218(20), 266>238 (20) 2 |8 | 120%21
FAxy b 160>133(15), 160>77(15) 1| 4 | 87%3.2 |t Y7 7047 165>108 (15), 165>93 (25) 2 |8 | 86+5.2
EPN 157>110(11), 157>139(11) 2 | 8 | 95%2.1 [smAMEY=M (X-52) 313>266 (15), 313>268 (15) 4 |12 | 91+6.9
£ A R 320>122(10), 140>98 (10) 2 |5 | 87+2.5 |7 n¥7 ot -+ 341>183(25), 341>185(15) 3 |11 | 8155
IV 255>186 (10), 255>129 (25) 9 |30 | 88+8.3 |t 7zvbyy 181>166 (10), 181>153(10) 2 |7 | 81x2.5
7197 0N My 265>210(10), 265>89 (30) 1|5 | 88=%1.7 |#rhm-p 227>169 (25), 227>184 (20) 1 |5 | 84x3.6
195 177 310>139.(10), 310>171(20) 2 |7 | 90+2.6 |Th4Y I 204>176 (20), 204>161 (20) 4 |13 | 84%6.7
777710k 51 333>171(20), 333>276(10) 2 |5 | 8427 |t 71/992 341>281(15), 341>310(15) 4 |13 | 8157
71/ M)y 183>168(10), 183>153(15) 2 |6 | 83x4.4 (75470 298>123(20), 298>176 (25) 4 |12 | 88x4.7
I5FHHNT’ 163>135(10), 163>107(20) 1| 4 | 84%3.3 |45 #y 356>159 (15), 356>229 (10) 3 |10 | 77+5.8
Y 182>111(20), 182>102(20) 1| 4 | 8931 |~ b4y y 285>70(10), 285>186 (30) 2 |6 | 79+3.5
JFAME MEN 0$Y 296>278 (10), 296>263 (25) 1|4 | 72+9.7 |t Y7 n4y7ry 226>186 (20), 226>77(30) 2 |6 | 83%1.7
73433 293>162(10), 162>132(30) 1| 4 | 5871 |vnapyy 208>181(15), 208152 (25) 6 |19 | 82+3.1
I 251>139(20), 251>111(25) 1|3 | 89%2.9 |#7r3tyb 192>136 (20), 192>109 (25) 3 |9 | 85+4.9
INSYE 7 1645107 (25), 164>135(20) 2 | 8 | 23+6.8 [ynmby7 7 70 3575256 (10), 357>120 (20) 3 |11 | 81+3.4
Jr/¥7° 097 I8 | 361>288(10), 361>261(10) 2 |5 | 88+1.9 [t 57 # 373>265(10), 373>232(10) 3 |9 | 84x6.1
717" 3 b 198>129(10), 198>102 (25) 1| 4 | 8521 |Poyshyy 208>181(15), 208>153 (20) 2 |7 | 74%5.8
YINMIY 163>127(7), 163>91(9) 2 |8 | 97x2.2 |t 59mia 360>194(10), 360139 (20) 3 |9 | 87x3.5
YA AN 163>127(7), 163>91(9) 2 | 7 | 75%6.5 [npAMy 163>127(10), 163>91 (15) 3 |9 | 76+2.6
Iy MR-b 1995107 (25), 199>157(10) 2 |5 | 92+1.9 [ ysray 1475117 (25), 147>132(15) 3 |11 | 84%2.4
710" bbb 225>119(15), 225>147(15) 4 |12 | 91+3.5 [h7zvara-u 188>119(25), 188>82(20) 3 |11 | 80+4.1
T Y3-p 250>200(20), 225>208 (25) 2 |7 | 85=7.0 [m7v7 sz 263>129(25), 263>117(20) 3 |11 | 80+4.8
7 WA 253>93(25), 253>172(10) 3 | 9 | 89+4.3 |matsyy 3545326 (10), 354176 (15) 3 |9 | 84x4.4
TUh—HY—AAL>TOFT b+ >, BREFREBREIECEH INIINTIHA" UFN 308>280(10), 308>107 (10) 2 |7 | 81%5.0
38 : #iH TIRME (ng/nl), 108 : & FIRME (ng/nl) . S:iZHERE (1=6) MIIVE 5h 383>145(10), 383>171(20) 2 | 6 | 84+5.4

ERE : FHfE 1B ERE (=5)
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IEKBRRE S NV 7 A TR 4T ) o RIFEFEHE, 0.1mol/
L FE”&J@E% N LB & UK T pH 2 TS

VAL Y, BPERURE & AR (AR 12g VR0
LTHARZETT) o 20, 40CLUT TR %, 7+

F=FrU/ vy (3/1) 3mL THERET 5. BEHIZ
D772 Carbograph () & SAX/PSA (F) IZEFFL,

57k b= M)/ PV (3/1) 2mL T7F A
IWNEBRELCENT A, T =ML/ bV
(3/1) 15mL T, 40T LUF Tl fMEECE LT 7 & b
¥ 2mL CTEM L GC/MS Ml FHREHER & L7z, 72,
GC/MS/MS il 5 I 3 EHA T X 2 o GC/MS % Fl 3t
BAE T2 N THRBICHIERE L7, WHEFIzon
T, HEEREE GC/MS M58 FAUEHA AR 3L & [AAR 12
7w, AT % 100mL I2ER L72#, 20mL (BT
@16)%\WLT%%%ILtO%§uHiﬁ T
[l L2472 720

3 # R

3.1 REFHLCEETRME

GC/MS/MS-MRM #fll 5 O M & #i 13, R#E % & £ 74
Wl E RS H OBEERE 72 b T 2FICHIRL,
OB TE ISR L2 23R A A Ong/mL,
10ng/mL, 20ng/mL, 50ng/mL, 100ng/mL % i % L
THER L ERE % 1T o 720 MEMAIE RIS 2 72,

PR B SN o7z Lw A E L OREET T
FELL 72 20ng/mL DRAE BRI OWT 6 | D i
LllE 247\, 2 OF#MEZE(S) » 5l TRRfE (3S)
BLUE=TIRME (10S) ZKDHFE1IIR L7, TPN,
FTEFIANPN)ZNVBIE T2 ) FVANVTERLETD
BT TRIEIX 10ng/mL, E& FRMHEIZ 20ng/mL
UTféotothvyﬁiwﬂWi?ﬁ%f?b
TEMOVTNEFHL TL ¥— 27 2HR L CERD

SHNT D 20ng/mL D7 TT T AIZONTIES/N
fEIO LA EZTRERT D2 ENTE LD, A MNTL
YBIXUTPNZKBRLE&ToREDER TRMZ REHE
Wik & L C 20ng/mL & L7z, BATETO GC/MS il
ETIRERE TR 100ng/mL GUEHES 001ppm) T
Hbo

3.2 GC/MS (L& BAIEMEE GC/MS/MS (& B AIE

EE DR

BATEEC & %3 EHA i o GC/MS-SCAN, GC/MS-
SIM HIEIZ BV THREMICL 2P EE— 27 IRE LK
HENLwAZDIN-F VA Fr7u~x b7 T L
(TIC) #K 11ZmW L7z F72, GC/MS/MS-MRM 2 &
BHEIEM L GC/MS-SCAN, GC/MS-SIM 2 & 2% il 5E i
EDEEMFT TR 2R L7, TIC I B W THRERERR
HHRMEMZ L BIEY — 7 LB 5 EIEIZBWT, GC/
MS/MS & GC/MS OMEHEDZRKE N AL
720 2T, WEMRERIED GC/MS HEM L GC/
MS/MS (2 & % HI%Efl & OBIRICDO VTR 2 127 L 72
LwA ELORBEMEE@IZBWTIX, GC/MS MISEIC &
B AR DS 70% A0 £ 7213 120% % 88 2 5 23813 53 f3E

THo722%, GC/MS/MSHIETIEIINSD 53 EFED
+ 33 BRI DWW T EIER 70%~ 120% % TR 5 & & A%

T& 70—, GC/MS HISEEASNNER 70%~ 120% T d >
725 BEEIZ BT GC/MS/MS HIEEAS 2 O & % i
L7z ZDH LD 7O/REH N TIZDONWTIEGC/MS T
86%, GC/MS/MS T 35%TEDEHN51%E KE L GC/
MSHIZETOY M) v 7 AHKROMAEITRE SNz, F
72, GC/MS HIZEICB W TRMEWIZ L BEY -7 LR
HMFWJ‘E&% FEAEMEBMOLTAHADSLE, 156~ 1947,

21 43~ 2543, 295 ~ 32 47 O R FFRF 1213 106 AT
@ﬁéﬂf%b,%wvé,GOMSM 2 & A AR
S T0% 0 F 7213 120% % B 2 % BEIL 37 BETH -

XMooz, Ll j‘:\:'}j‘/\]\])»«)l/jbctv7l/:\: 720 GC/MS/MSHIETIIINSD 37 BIEDH B 24 &2
4.E407 | | 6.E+06
GC/MS-TIC(L® A% <) ’——SOAN‘
= —sIN =
3 g
L 2.E+07 + 1 3.E+06 =
S | 3
0. E+00 o TN J.I‘ " A A AL‘J\ . A A A 0. E+00
5 10 15 20 25 30 35 40
RT (min)
100
80 o9 o ®o
2 60 oo e
R o N °
—_ 20 §89W 8 Q
1] %g 8
— 0 - & o o Q0 OO
T 25 0080 o W é? .3 o@f@ 8@ i 25 ° 4 RT@in
= -0

X1

AINENEEER (C & 1D GC/MS-TIC & GC/MS/MS & & T GC/MS (L& D RIEEDZE

[A] . GC/MS/MS-MRM (C & % AIE(E, [B] : GC/MS-SCAN, GC/MS-SIM [C & 2 AIEE
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(a)2t&
140 o
120
g100
M
& g0
=
o
ﬁ 60
] fe) )
= o
SN
< 40 (59 )
20 - O o o
o .
0 OO0 OO0 O +—00QD ’
0 20 40 60 80 100 120 140
GC/MS/MSI= & % EIURZE (%)

(b)RT:15-19, 21-25, 29. 5-32min (GC/MS)

140 :

120 besecscccccccccccacane P
%100 s o
x| ©q
& 80
y(a thesscsecsesconcenncens [ R
l*_? 60 - B
2 o
SN~
S 40 & Qo

20 | © o °

0 O—0O0—C@—0 : OO :
0 20 40 60 80 100 120 140
GC/MS/MSI< & 5 [EIRE (%)

2 FMEYGRER(ICE TS GC/MS/MS ([CL DRIEMEE GC/MS (CX ZRIEMEDRIR (LwAE<)

F2 EEFMEUNRERICE (F D EUER 70%~ 120% D E K

RINE : AAEHREO. 01ppm

GC/NMSHI7E o R 2 LC/NS/MS
Az GC/MS/NS GC/MS BE R R
L& R 221 223 70
BAAL 227 222 70
LwaAZEl 223 195 69
WAT 230 223 70
E>5NAZS 215 218 68

F1D LO/MS/MSIZ L SEEHIT, RFHAHRZRFTEICK USRETVRREIN~1200TH - REHES

ZITRLELOTH S,

FNZOWTEIER 70%~ 120% % MR A5 Z & TE 72,
IS 24 BEIE Lw AT e (33RE) T 73%
W2H720, GC/MS/MS-MRM HIEASHRGHEW 12 £ 5 E &
WEXEETLOIENTH LI EHRERS NI,

LowAEL, DVAZ, LA, HEZLBLTIEHON
AT HIZDOWT, BIER 70%~ 120% % MR C & 726 =
TTRE BIEE A GC/MS HllZE B & U GC/MS/MS #ll 7€ & T
W E1r-7 (82)s ZoOFE, GC/MS/MS-MRM
ERHH L CREBERTORMY OREZ R LI
£V, 5 HOER RN 215 ~ 230 3L T2
ZENTE, BHELC/MS/MS I & 2 EEEIE, [HE
TR 2 e & 0 3R 2 ATV [ 70%~ 120% T
HolREHESEITRLIELDTH S,

3.3 AEBRTHDOEHBEERE~DER

TRk 20 4E 1 A REEIR B X OST-3E IR O824k L 72l e
WeEA S & LT, WMEERT PO EIREOFKRE RIEH
PSP L 2o MECTHLHESEIRE -2 E
ZUF, RETOEHELT O—F5HI D THRIMAG
B (IS 3EHRE 001ppm) EATWHRIE & EE L 72,
GBS R 2 2 1 ITR L7z,

HHRETIZBWTIE, GC/MS/MS HIZEIZ &) 226 2
N DWW TRIIER 70%~ 120%, RSD25% A i % PR3
HZENTE, 72, MMBEE AW TRELYIT-

72 LC/MS/MS 12 & % 52 Tl 56 £ IZ D\ CENIEE
70%~ 120%, RSD20% Az MR35 2 LS TE, &
HETHO 282 BIEZ AL THI LN TE L,

BREEETHMEZITo -8 AER IR a—
FANVESHECTH 720, BT 1HREICTE Y3
F 5% 0.03ppm B & 72 1Z A4 T OME T TR
fi5 0.005ppm KT TH -7z 70T I FUMRLBEED
FRRRHEHEAEIL, 125, IZAIZ BLX R ED 5ppm, F v
AV A 2ppm, 1 < E V8 0.5ppm, KA A A 0.05ppm,
L & 9 H25002ppm, /hEH (hFEELT) 270.02ppm
THbHI s, MEREINAHTHLLOD, B
ELTHHEINZHEFTOREREHROLDEE X
b7z,

4 F&EO

B —F AT DOWT GC/MS I E I AR R EL
72 GC/MS/MS-MRM — 7 5 #1 DI % 47 o720 GC/
MS/MS Z il $ 528X R IC LA E%2hkET5
ZENTE, WA ORMEM I EED EORENLY
AELETHEN ThHotzo $72, REEH O ER T RMED
LTDEIETGC/MS @ 1/5 THA 20ng/mL ZFER TE
5728, EHE T EOREIREICBW TR T2
WEr 1/5 127 AL TR RO AR TET,
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