BT THRIBEBZOL, XY I PR ARE 10EOBRERIIEILC-MS, 7<F
AW GC-FPDICLDIEL 7, £ OFE, 7 HEDOHED & OEIEIL, X ¥ 3 Pk
Afe & 10 HEOBRERS (Y70l R A1 01 mgkg, Bl 0.05 mgkg Tl T 709~
107.4% (FHREHERZ< 11.0%). 7 <82 (001 mg/kg #M) T 77.5~855% (FHxHZ
HefiZ< 85%) LML RIFTH > 7,

(&%)

1) E#s, NCIE—F GCMS BLXUIT27V0hH 55 GC-<A4 70 ECD I & 2 8/KE
IR O LR, RAETEE, 49, 390-398 (2008),

2) BANEBREHARME - BRORL L2EFEIENEEE "R BYE T2
BT BT 5 ) 2 7V EETFHREOBEICE T AR, SKERMhOBREBRDE
HEHE B L O ERBEORGEE) PERI19EERE - oHFeREE.

3) E#s, LC-MSICEBEERHTFTA L -S-AFL, X FRA PV RAFAEL
LT R BMV-S-AFNRNF OO, BERS 50, 64-69 (2009),

4Y/MIS, GCIREBEEYDTO 7R 72— FRUX Y I FARADERE, BEEE 38,
204210 (1997).
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BREREGDFPEIz—F, TAPI— BT
ARAE FHRAODSH

OLk#E—, KREEE. MEmE.

AREBIHE, Z LR~

RN R B AT AT

[BEW] BRCEBTHIREEORY T 4
Ty 2 RHEOEAILLY . BAREBIR L
THEERSOEEEPRES LT, TOD
b EEFEIACHEHBEBEY s —FpR &3
R R X AEERENERE L, BEREH
MRSy CHERL S ND “BAKEDEFEEL L
TR ORBRICHLILZ D 2 EEDHIE
NBELRoTWD, £2T, Hloytz
AL, O LEOMBEARZNWT 7 =— k.
AZIRERABLOA A bx=— DRI
EEREL, MROBKERMIZGHALEZD
THET 5.
[HFE] R FA. Frai—- ST, %2
U, HEV, H/IP, 4R, AEES (Fa
—H% . 2PV a—<wA,
FXUEGT. AFRTIA) REEXZAV
BRISIR OF B - FEGPCT Y — T v
FYATFAERE Y VY AL ARG

Solid sample 10g
Liquid sample 59

( 0.5 mL each-de mixture as surrogate )

Ethyl acetate extraction
with anh. Na2S04 dehydration

abo_

using CLNpak EV-2000 with EV-G
and acetone-cyclohexane (1 : 4)

P&‘!A (500 mg) cartridge SPE
Te‘st solution for LC-MS(/MS)

Scheme 1 Sample preparation method

BTN R

Prep GPC81003 25 A1) % FIv . Scheme 1
WHECTHB U, J&E : SIME— FLC-MS
By ELCMS-2010A, 35 & UMRM-E — KRLC-MS/MS
B #Prominence LC/7 794 FARAL F L R
7 & AAPT4000MS/MS & LA F D & TH W 72,
51 At Capcell Pak CI18 AQ (Zmmi,d. X
150mm, 3 um), 77 LEE: 40°C, BEIFE: A
W& Smmol/LEEFEE 7 v F = ¥ A K B
Smmol/LEEBR T VB =W LA X ) — N, T 5
vy &M BIRRE 0%—10min—95%—
10min—95%—0. 0lmin—0%—20min—Stop, ¥
B 0.2mL/min, ZEAE: 5ul, 4 A4 bk
ESIAR YT 4 7.

(BRRBLOBR] KBIZLY, AkBEM%D
BT E7x— 1+ (log Pow = -0.89) 7 ¥
ERBNOHMRRSHET I ENTEE,
£, INOOBEIHBEHIENSFTHY
GPCTOEHMBE VW=, RBIZ X » T
ZEIZIHMH SN T AIESCBRER S R L%
BiRelC Bt (BRE) Tz MT&k, &
B, WE - -BOMEEETDIINALDERKS
RBERCBET D ZDIZLC-MS(/MS) #E A L
Too TORR, FHTHRERBIOENEERR
FTHY., WTFhORESL0. 0lppn TOE &
SHBFREEZ LN, £, Yu s —F
WMED #RVHILT, EEMELEIVED
BIEBTER,

1) E.
1641-1649 (2006).

2) L%, R 49,
(2008).

Ueno et al., J. AOAC Int. 89,

J—309-J-313
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GC- 1 ECD iz X 28 D PCB, AHEFRERK
RO a7 ARO—FLPEORE

OXRBAEE, MiFRE. LB KEEEX, = kR— (BRRELEMEET)

[#E]

FHRCHRLELIRO—RE LT Y
fRMECEBERICEE L TRY . ANETIZE
fi - BESNT PCB, AHERREBER
V7 o NT VEOEEBRELXTo-TEZ, Th
5O E L RN E P IRV R
IZEGLTWD, 207D, [REOHM & 58t

(k) ZHRBEATILERDH Y BEIZ. K
f5 - HRBEOBSbE BN E LTI VRE
v < 2 % 7 4 — ( Gel Permeation
Chromatography. A F GPC) . YU W F VT 5
ryuavw 777 4— (AT Y BTN CO)
EROE-ASTEERELTWDY . L
L. Iz L o Tt il Sn s HER L0
eI BN OB EIER LE L 72 Y | GC-ECD
RO RREL_AOJETIE, 7avw b
SALICHEY - PERDLRE EREITD
ECORMBEERD T,

22 C4HE, fEkD GC-ECD 12t T, &
RLEECEBMICENT: GC-1ECD #8A L
ETC, —EFE/WEOLRERBTZOTHRET
B,

[Fi]

HVF, . 2 EROCTH U EHAWE,
2. XBRYE

PCB., Hi#HEFRREE (¢-BHC. p-BHC,
y-BHC. 8-BHC, 7NV KUY, T4 KV
x> KU, pp-DDT . op-DDT. pp’-DDD,

op-DDD, pp’-DDE) . 7 a5 ¥ (cis-7 1
NT V| trans-7 ATV ARV T a T
cis-/F o an wans-/)F N, ~NTE 0
N, ~NTEZarE R A R)
3. RBRE R DREL

B 830 GPC/SPE (%@ v—xAP A R
G-prep GPC 8100) % LA TFDOEMETHNY |
1 ¥ CTHB U, 7T 2 Shodex CLNpak
EV2000-10E (10mm i.d.X250mm) X2 A&E#E,
H— K757 A Shodex CLNpak EVG-8B (8mm
id.X50mm) . 7 7 AIRE 40C, BEHIE T
huiv 7 a~FY o (15:85) | Hid# 2mL/min

R 20g

K 30mL

HEV AR
TR/ AR A1:2) 100mL
FEV A B

TEB
ARy 50mlL
FESHA EDR
LB
BRAKHS L (SRR K BENa)
R
TR/ YA U(15:85) 20mLIER BV B
(1.25ml)
GPCiEA
26~40ml(13~20DE 45
Carbo* C/PSAIZhFL BT
THby/HOA%H(15:85)1 SmLIEH
REE
AFHY 1.25mLER
‘ H
(1mL) (0.25mL)
GC/MS
1mL5> Y
SEKRT M IDhTLA T
ALY 45mUBH(E1ES)
BEBRTFNL/A%H(10:90) 40mLIBH(FE 285
b3 ]
ARUIMLER
GC- ¢ ECD

X1, RBREKROAE T o—
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4, JE

FaTAAfrzsay -TaTVAaT
LD GC- 1 ECD (H&fE Agilent 6980) & LA
ToLEETcHVY, MELEL, #7210
Stx-CLPesticides (0.25mmi.d. X30m) . @Stx -
CLPesticides2 (0.25mm i.d. X30m) . EARR
EE 250°C . B SRIRE 300°C, 0 T AIRE 80°C
(1min) - 20°C/min- 180°C- 4°C/min- 280°C
(12min) . ¥ v V¥ —HAJE 1.2mL/min,
EAFX VA RZAZY v b LA (1min,
300kPa) . EAE 1uL

[BREUOEE]

1. GPC % A7 BilE - F

BEWR Y Cit, GPC ~DAMFEZRE 10g 18
WL LTWezd, GPC 717 ADRKER B
255 BOBEAMAE SN 2R LR
Molz, TOBEERIZE. ~FY /T =)
U AR K BB O BAEBRE & 17 5 M BEAR
Hoto, UL, REBEERES B2, 3BH
EoTidm~ewnya URERT SR EDRE
RBH o7z,

4 MEl, GC DBEBZELIZHEV, GPC ~DFE
BB VR TCEDLEBEZONZTZD . LY
SEERED B VRNEDOHN D T A~DEEL O
¥ CHREEED T, FOREE, N 10mm (&
X 50cm) OATLAEEAL, BHKE LTT
 ho/ra~xHr (1585 #RVWLZE
T, GPC ~DREAT &S 1.25g tHY & RIEIZ
WAOSERZENTERE, ZHIZLY, D
B E LB Z &R E e o T, R
AT 5HEEED LRES72 98 65mL L EkRD
NTREWZHIT 2 Z &R TE T,

2. YU BTN CC ERAWZSE - R

PCB {3 GC-u ECD 7 u< 25 & L2238
DE—7 BWHBT A, YU BTV CCI L
D OHEBERRBEERN VoL UHETED
IO A20ERS 572,

ASEl B—RRTAKRERD  BWHEMEOH

HIZEN BRI LF R DY 7L 60N (Bk
4%*%1m~mmm7g%m%MMm®ﬁ_
TR T RIERTETALTHW, 20K
H. PCB & WDIHYME D% < % PRIz /B
THLENTER, 2B, TA/FU:/;szDE
% PCB L BET 52 LB TERIDSTZM,
@ﬁ®w7A%mméGouKD*£DTN
TOHERYEE S - EBRTHIENTEE,
3. ESHNENERER

4 FEOABHI N RWME (PCBO. 05ug/g. A
HERREZE 0.005pg/g, 7 o5 UHH
0.0025pg/g) AWML, BEUNEEZ KD, %
DFEF PCB T 109~125% (RSD=10.4%) .
EFBEHZRBE TR P R EERNT
67~111% (RSD=10.1%) ., 7 o/ V3T
% 69~121% (RSD=21.7%) LMK BEIFTh

27,

[&3E0iR]

1) #EB 6. BKERMF D PCBs, 7 a T
CYEB L UABERRREO—FoITIZET
LUNBEEI/I U T T7 4 —BLO U A
GNATATaw NI T T 4 —DIEH. B
HIHFATER, 57, 55-64(2007) .

2) FHF 5. NCT E— R GC/MS BLUF a7
WH T b GC-~A 71 ECD |2 & B LKEWSD
KRERBREDOSZH G . BEHE, 49,
390-398 (2008).
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I

LCMS® AW RaTAEBESHEICR T 2 EROHA
~RBEFDOKDORIETHE~

NN RER FH RATREH AR
OWKITE, WREEF, Al &
BREE, RTEA

XL &IC

EHTREEREDOLCMSHE~OEBRTL LT, AR~ M) vy 7 X250 TCTAMEH
TWBHR, RBREFOKIZOWTEESNS LHLNLTWRY, £ZTHE, HBEFOAMN
LCMSHIEWRIEFTERBIIHETIRRET - LOTEORREBET 5,
A&

BREOKENE L RRIEEHOSKR L OBRER~B Iobic, HROBKEAREIE
AR S M (0,25,50,75,100%) DK/ AF ) —NMBEESERCHR L, 20ppb OEHRRIK %
AL, SEOBE (F128R) toVWTLCMSMS AIEREHE L=,

BE~ N v 7 ARTABES COBBIIOVTHERT 20 hiT, B REROA
B b v 2 ARSEEMLUERBRBELCRBRERAMANOEEOBERT+ 2B E LKA L
T UBERBRIEICOWTHRERICHE - AlE Lk,

(1) LC/MSEREREDEASLE
<  N) v 7 RERNMOBERRIE L LT, BREAESEREZK/ A5 /) —VEREE
(& kE: 0,2550,75,100% ) EAWTHFRL. % 20ppb IZHRE.

KM~ b )y 2 ARBIKE LTHEET £2 MNERBEH
¥ TRSTIBRETIHERY VRBEICHR D RRE HPLC

(2043 A 7 BEREEEER) | KREVWEk %fﬁ : Wa\t;rs # chuityUPLc System
. = -a F I ¢ Waters
v RV v 7 ARSEHFML, amm_@& iy UL B O 3t . 100mm
B b v 7 ABREL LT, A8 F~x h S5 LEE: 400
* LOMSIZLABESO—FRBRE (BEH) (¥ |#E: 08ml/2 TAER: 54l

2 I :/ % - RS 7591)}\§#'
R4 A 25 B ESEES) | IKHEVEEY MY v A mMCH,COOH-Aq

7 ABSTETML, & FARIC R, B:5mMCH,COOH-MeOH
it 2 3 RBREAMNMOERBER+IEBEL. 04Y A95% — 1 43 ABO% — 154> A5%
@ORBIEIMLICSOu L vz 2FEMLIE DD, 209 A5k — 205 5 A95% (22 % )
(2) BRERRE LC/MS

5 5 P . ¥ & . Waters 3 Quattro Premier XE
ARRTH () RIRATH Mixds67 04t |2 Hatrs 3 Quawr e

(3) AEBBEHE XK20EBY, *v P SUBE: 3kV
A FEEBEE: 120°C

£1 BEORNKBRBLEDIN-THE X R 1T F11 825 AREREBHIRDE

| X RFEEHM XA 08 RBORKONE (LEMKBEFEDOIIL—T )

Aldoxycarb,Methomyl.Oxamy, Thiamethoxam,imidacloprid,Clothianidin,Chloridazon,Oxycarboxine, Thiacloprid, Thiabendazole, Aldicarb

X REHM A 08 LLE 12 REOBEOIZE (LEXKBEAIHOTIL—T)

Bendiocarb,Azamethiphos,Carbofuran, Tebuthiuron Monolinuron,Carbaryl, Thiodicarb, Trakoxydim,Pirimicarb, Dimethirimol, Methabenz thiazuron

B | urametpyr Isoxaflutole, Azafenidin,Phenmedipham, Azinphosmethyl,Pyriftalid Fluridon,Fenobucarb, Azoxystrobin Dimethomorph,Acibenzolar-

S-methyl,Fenamidone,F erimzone DimethomorphMethiocarb, Boscalid,Chloroxuron,Dymuron fprovalicarb, Triticonazole,Epoxiconazole,
Simeconazole Flufenacet,Cumyluron,Oryzalin,Difubenzuron/lprodione,Cy azofamid,Naproanilide, Tebufenozide, Tetrachlorvinphos

X REEHM R 12 UEOBRRERE (LERNKBEEOTL—-F)

Mepanipyrim.Fenoxycarb.Imazalilindanofan,Anilof os,Pyraclostrobin,Clofentezine, Triflumuron,Cyfluf enamid Pyrazolynate, Cycloate,

C Carpropamid,Di-allate \ndoxacarb,Quizalof op-ethyl.Novalren,Quizalofop-P-tefuryl, Aramite,Benzofenap, Teflubenzuron,Pencycuron,

Furathiocarb,Lactofen,Clomeprop,Fenpyroximate,Cloquintocetmexy! Hexaflumuron Flufenoxuron,Cycloprothrin Fenoxaprop-ethyl,
Oxaziclomefone,Pentoxazone,F enpyroximate Propaquizafop,LufenuronHexythiazox MibectinA; SpinosynA, Abamectin, MilbectinA,,
SpinosynD, Tridemorph
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120

m &R &
SE, BROKBEEORZEICHEHMRRRM L EA %gm°
L R1OLBYSEORIEE ABC DI INV—T §§90
AL, BeORETERC, FA—THEsE  8Y \
TREL B, =R ©
BB (TrUyI2REM) SERBRA gR 40 qbﬂwwwwlii;‘ﬁ
B 1, REBESARICH LT, SRKOExE  J® , |—e—rwr8
— /T RBREEKE 0% %100 & Lk) OFR ¥ —0—'h~7'C b\\n
EIIN—THRHOEBER L, P 10
KRBMAED NV —T Cld., BKRBSOWIULNL L B 00 B 0 B 0
MBEZHSRTE—7 BREOBIOEREF L, 8K Bl <Yy ARBNEERERRISSTS
5 100% TIAAER Y — 2 BRI %I bRIBIBD BRRIL—TORR

Lic, ARBEMEPHO I NV—TB TR, EOBRAEIZINV—FCER TRV LOD, RRIZKRDPE

MER LI, KEMEDOAZNV—T1L, EBRBICEDLLT, —BOV—-I7EBER-T-,
FRER2 SNCRENORBECKE LT VEEORRE

R RF ¢ LRBBBRTF ORREPME M= VBERBRBOERON, SA—TA LY
N—FCDHEDIZHAPNWT, ZA—7RE 2 EE3 2R LE,

KREBEED I N—T7C (F3BR) Tk, = Vv 7 2B RMObD L, B RF v R
HIIFE CRMER R U, RS TFORBRIEE, SKE2S~S50%DHWET MY v 7 RERM
LY HRBIBATHEMER L,

KBEBDOIIN—TA (K28HR) T, REMEFORRELW 2 BloR PEmERLE
bOO, FOMORBRIKIILT, SAREBOLT—EBOE— 7 AR T,

120 120 e —Ty Y
s i F 4

= Omeme "0+ MV
——— 7

-
o
<o
—_
[~
(=]

(-3
o
-3
[~

N IAERMELERBOKKN TS
HBC IR (%)
o
o

M IRBE B MBI BOKRIT S
M~ TR (%)
[--]
Q

40 H e=me TMjyyA%E RN 40 \
=t 4 4 \k
20 [ —o= &' Fy-+HIY 20
, =
. . 0 ‘
a K@ 0 25 50 75 100 & X (%) 0 % 50 15 100
E15/-1(%) 100 75 50 25 0 g4%/-4(%) 100 75 50 25 0
VN E£&8 52 BRIN—T AOER M3 BRIN—TCOER

1 €m$0%(i&/—»mwamﬁﬁ&mﬁ&vb)/yx%m@mﬂm%ELL%A?&
-2TbH, %%meﬁwaBf%wﬁa&ot

2 KBEMEOCRKIY, S§KARXIZMHN., BRBE~ORERIZI Y BOEAER LS,
i, REMC N o7 AEOPHB M URBRELEZES, BEO—EHR~ I I vy I R
B Mz B~ABITL, BICEREBY Uiz,

3 ABEESEOBREIX, SARCBOLLTEEESEKELE, AL, REURBRKOBAIX. &
B 2 FR> L.

4 [LCMSIZ L DBESO—FRRE (BEY) | OIRF+REBEOHIRBIZRIF T, 1§
WEEIELFECRETH o, L L, SERELE M U BERECBRERHSOLRET
Tk, REHBRRELVAR_ALE CELIED L.

5 Ihbik, BEOKEMLZER LELOMSRREOBERBRAMEETCHS LRLE,
SABEVEREOERICIE, KBEEOREOCHLEINROBE CHIITRHBITEN A, R
RABSEORELZSDAE THNIEMBENEL D B BRI,
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A-5

EifEddhoe FOalLFy oEEEREREE

ESsCEESARLAENIER  ORFMEE., MUZE BRE T, BREVXF

BRI R SR

[BE9] & FravF v (HO) RHRKEE
%%ﬁf%@%ﬁ@%%?%D\%¢&m
ppnD G EREBRBEIN TN S, —FF, HC
AR FETARRBRNLELTHD
T, BE - NS ORBEE BBfE

EAEEREIET) O—RAMD 8 OHRE
(REEENPEMNCED DN TWVRWEE,
BREORSTHOIVEAPBRICERICEE
NAMELE—-Thd L&, MHBLLDE
GIBEESENAIEEBATRRLRZN) O
M|, TOED, HCREHPIGEE Y
PERESESNTVAONEEBLTEL
LRRETH B, €T, FFRCIRERS
BESNDZRHED I b, BEFRKD2WTHE
BEEOEERELITo 7,

[FiE] MERB L LT, REBEOH LA
AERAEE4I0BEOHA, B, FREREW
A B, BIER., EEFHE AAR
% THPLCIC L 2SR ERAZE O —BRRE
I (BAEW) | (CEL TV, HC-difk%
AW PIESEICI LV EEETTo T2,

A THV - EER CRES S o0
TU TR LT,

E&EiES s o< b7 77 Prominencei V
— XHPLC (B EBERH) ; V7 4
Mightysil RP-18 GP (3 um, 3X150 mm, [
HIL¥ER) ;47 A5EBE 40C; BHHE
0. WFBEORTE,=FI NV, EAE 10
wl #E 0.4 mL/min ; EESHE API-
4000 (Applied Biosystems$@) ; #lE®—F

= 4

ESI+ ; BIZEA A (mz) 363.12—121.00
(HC) J1)367.12—120.90 (HC-d4)
[BRERUER] EHEBOHCEEE (P4
&) X, AFHAIL. 3~32 ppb (7.6 ppb) . EhE
2.7~40 ppb (14 ppb) . HERH0.2~3.7 ppb
(1.2 ppb) BROHFRO0.1~2.0 ppb (0.5
ppb) Tdh o7,

WEFINZEDI - % 4 NVE
WSS SEOHEEL LT, Bl ShiE
BREEsLBHEZZR LIt MO9—%
v ME (t99%H) #AVTEHE+199% X s
EEROTZHEE. FH T2 ppb, FiE T4
ppb& 720, EM & N A% F A 0%
&U%Wﬁ%ﬁk&otolnmxﬁﬁﬁ
ERSHAEFERELTHHOIIHRL, EROLY
FREATHWRZLICIBbDEHESN
fro SEBONHERTRELEEORE 2T
BIzBWT, BREZFEHE+ 9% X sED
LAETH o ehd, RREFEOLR
e UTITFHMEFt00% X sEIZ1. 58V T
2OERUAMEARYLEZLND, Lias
ST, KRETHEONEBEENS, i)
AHCRAREFELBEL, FA T35 ppba;
v 250 ppb, BAE TIX50 ppbE M iZ70 ppbd
WEINT,

—%., B RUFBICBWV T, ABET
BoNIETOENR—BEETHH10 ppbll
Tlhofe b, —BEEZERATSC

EMTRETHELEZLND,
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