BEYDRERE-FLSITICBIT 57 b= )W X 2HHZ RO & 25
o/NEENA, LEET. MARS, ExBE - BASHETA AT 44 = R)

[izT®iz]

BOLL - BZEERODLENFEEDH, BEFOREEESTICBNTEL D L OEEE )
RIS R ERRICHOITT D Z L RRDHATND, EH 5 I3HhH#EIEIC QUEChER £V 2, kil
BAEICREAR D — N U » DEE AW CGRIE—F0HE STQIEZBR% « FHli L T\ 5,

QUECKERS 13 & i 4y il — 75 041k & L C 2003 4RI £ S LR, Biffa —nr v Tl
Official Method & L THRAENTH Y, HATHAERL 20WHE THRF S T 5 999,

QUEChERS iEDFe{# & L CTalkl 10g (BME DHE 1L 5g+ 7K 10mL) (2L TT7E = |
U 1omL 2N A, im0 B X D%, ERETICRERKE LT 5, L LikBhHT &
S TR ICE DN DR OEN R > TnD (K 1), &2 TR CIlEatE o
T = UG R DOV TRME - BT E1T o7, 72720, ASK® QUEChERS JLI3HT
BRI Z W TR Y EF7 2 h= M) VOREITEEMEICHEEZ B XN E ) %
MELTRL,

1 BT oFFOE L6k, 1E5 AR, KEH)

(€297 |
1. Uk

ZHNAE, KE

EONAEIL T — R at v —%2 Wiz, 10g % F8 & LB IR E 0.05ppm & 725 X
INIEHR A UM L 30 /3 fE L= b D&k e Lic, KEILI V&2 AW COBfett, 59 FF&E LUk
FIREE 0.1ppm & 722 X D ITRHEAAIN L 30 43 fiE L7=1% . 7K 10mL Z iz ThEM S E-b D%
ke L7,



2. XPSREIR
GCIMS X R EIST A B IR AA TV ) v o= raFAr Z7uau b’ kA EPN,
7 xRN L— hD 5 R4 DL ERN T EAERA (D FERRA) ZHlE Lz,

JEEEIEYESL © GCIMS RS R IR GIEHE M 22 (BAALS) v, ZERN I FEIERAR L L
TPLBIEY v/ — NEAERERR 1 (10 FEES) (MK T3) 2#H Lz,
ZOMBRIE - B, 7 =Bk 3Na2 KFd, 7 = EkFE 2Nal.s AKFy (BIEIL) Mk
Wi~ 7320 L (FOEHiEE)

[EFH : Smart-SPE C18-30mg, Smart-SPE PLS3-10mg.

Smart-SPE PSA-30mg(7 A A7 « %A = R)

4. HEEB LOVIESH

GC AL : REFEALDEE LVI-S200(7 A A7 1 %A = R)
FEALREE : 70°C(0.3min)-120°C/min-240°C(0min)-50°C/min-290°C(38min)
N : 250l

GC : 6890N(Agilent). MS : IMS-Q1000GC(JEOL)

15 2 : BPX50.25mm i.d.x30m, [Ei50.25um(SGE)

F 7 LNEFE : 60°C(4min)-20°C/min-160°C-5°C/min-220°C-3°C/min-235°C-7°C
/min-310°C(8min)

Fry VT HA a2 s7e— 1.2mL/min

A7V Mt 150mL/min(0.25min)-0mL(4min)-30mL/min

5. FEBRTIE

109 (KEIX 50+ 7K 10mL) % 50mL L ICR&Y &0 7' b=k UL 10mL ¥R
Lz, V2R b —H—52HWTHEET A AL, HfbkF M) oA 1g. 7= 3Na- 2
AKF#) 19, 7 = U FE/KSE 2Na - 1.5 KFi¥ 0.5g, MEKHiE Mg4g 22 T 1M E 9 L.
LB EIT o7z, B ARERIK S LT 059 4vEL L., 7k 0.2mL & #sh0 L C [E+H C18-30mg
238 L7-, [EFH C18-30mg 27 F=hr UL - /K (4:1) ImL THE L. L0k L abher-,
BOHNTHRIZAK 2mL 23S L, [EFH PLS3-10mg (238 L 7=, HIRIZ 15% & HE K 20mL % 7R
AL THelE EEM U7 [EFH PLS3-10mg ([ FFHAAN L, it Bk I3 #s T 7z, [E4H PLS3-10mg % 3
SRS Rz S 7o, [EFH PLS3-10mg FIZ[EFH PSA-30mg % il L7 & b o —~F i

(15 : 85) 1mL TR &H7-, 0.1% PEG300+1ppm 7 =F > kL > -D K/7 & k> 20uL i
MU T ImL IZER Ltk & L7z, GC-MS |2 25uL AL, HEEIT - 72,



[FHEREET] (X 2)
A, EETEIC X HHIH YD BRI TR 7 r—0i V1T o7, )

KH.10g 12K 20mL Z3RmML., 7 b=hFUAB0MLIEMLT-, Y=L —HF —THEY
FA XL, BBl AidEITS72, FHREICT ' =RV 20mL ZBML, FHERS|AiEZ2{T-
oo FF DAV HIHIRZ 100mL IZER LTz, R ImL % 2B L EAEIC K 2 RA 1T
GC-MS (2 50uL FEA L, MIEETTo7z, OFER., QER%. ONEBEM (Fig) 12K
BRI 0.1ppm & 722 X O ICRIRAZRIM L, IINEINGRER 21T > 7=,

B. QUEChERS {£E% JtiZflitiR &% 20mL IZ & (b S ¥ - 5H

QUEChERS £ % JTIZ R & 0O % 28 L S & TEBR 21T > 72, KE 5g (2/K 10mL % ik
L. 7' b=k U 20mL THiH 247 o 7o, SR ImL 2 53 B U EFRIS K D2 ATV
GC-MS (T 25uL Y EA L, HIEZIT > 7=, OFFEER, @Ok, @HIERER (Fiik)
(ZFRRBHRIREE 0.1ppm & 72 D K O ICEIRAIRIN L. IRINENGRER 21T > 72,

C. QUEChERS £% JtiZ 2 BEBEhH 21TV 20mL 12 ER LT %A

REELONE S ALAE T QUECHhERS 1£%4 Jti7 & h= kUL 10mL CHIH 217V, 7Rk
W7 b= hUAEKRE 13mL, 19 NAE 11.5mL B L CHEEMEZITV., G5
HE 2 Ao T 20mL I ES L7z, I 1mL 4y B U EF IS L 2 F5 LA 1TV GC-MS (2 25uL
HEAL, WEZIT-7, OMEHR. QER%R. ORIEER (FRE) (ZHEHIRE 0.1ppm
ER D X OITEIEETI L, BNENGERER 21T - 72,

D. BAERFRANNAEIC X B E

KE. 59 Z/K 10mL TIAME S 73BN 7 & F= h UL 10mL TIRMZIT 7=, HHik
0.5mL % 4y Bt LEARIC X D REHIAITV, GC-MS 12 25uL JEA L, HIE&#1T - 7-, BEEZICR
BHRIREE 0.1ppm & 722 K 9 IZRIEB LOWEE (LUF, AFAERRININEE) 23 L. &hnlE
WGRBR A AT o 72 RN LT 5 MOREFNLICRERERON, SEOFETROLETH D
RN ZAT Y v (DA & AW CRIERISINNERIZ LA RIE AT > 7225, fl1E
WZHW 2 FTLERRIINEE ORGHIMNE Th 5 L b b,



i AP

=# 109

FHID. Yra s — N E RN
BEFMOD

FHr=FJL 10mL
RESHAX

I BiE 19

I HIVEE3Na2/KFIH 19

| YIvBEIK3R2Nal.5KF1% 0.59
| KRRV AU9A 4g

%’E‘a“f# (FTIRES, 153)

= 1053 B (53, 3000rpm)

Trb=FILE
BERMO
#EL 0.5mL (GR#40.50M L) 4 ko.2mL
FHIA. S EUmL GRE.2¢F24) 4 7K0.3mL

FHMB, C. sy BimL (GUEH0.5gFH2Y4) +7K0.3mL

Tﬁa.r.?f‘ﬁ FEHL ;AR

[El48 C18-30mg
' FEb=RJIL-K(41) ImL
#m K 2mL

[E48 PLS3-10mg

BES A 15%REK 20mL

IEITE PLS3-10mg

5|8z 4% 353
|
[E4H PSA-30mgZiEfE

BH TR -ATH(15/85) 1mL
B
0.1% PEG(300)+ 1ppm ZxF > kL > -Dik/7H k> 20uL
;- S 3/S)1E)
ERAML T -~AFHUTHE)

GC-MS (K A250L F#12.5mgte L)

FEAA. 50uL FUEHOMgHH Y
B, C. 25uL 5R%H12.5mgfH 4

2 B~ 1o —

[FEFREIC X 2 HEEROHE]

QUEChERS %%kl 10g (2xf LC7 & b=k UL 10mL THitH 21T > T\ 5, Lol %
DB O N D R EIIEDIC L > TR D 1T D VAR Tl 8.5mL, KE Tik 7mL
ORI F LN D, RV OTE =M VTREBICEThD L EZ L, Bbhih
Hik &g O 7% b= h U W3 —bENTn5 LD &35, QUEChERS EDEIILHE
2% 100%, 70%. 50%. 30%ZHNZFHNDHAIZHOWT, MQUEChERS £, @iEIEIC X S Hh
HE21T->728H D, @QUECHhERS % JTIZ 7 = kUL 20mL CTHiHEEE T > 7= D, @
QUEChERS £ % T2 2 Bl 217\ 20mL (2 ER L7=H D, Nernst O3EdiER] (1) %
AWTHIE R R A B L=, SR ROBR % T 2 72 DS ToOHEEIZEN G O &
T5, (EEFE=EhEE L GHEEZITo 7, )

SYBURE K= (—7E)= BB D IE
FEVEACN 10 /%
HE D

FAFLE + ACN 70D K 4
TSI — /i

1 Nernst ®4>ECEH]



QUEChRESHIH @ 40iEHH ACN20mLitH BEHHEER
(0.5mLAER) (1mL%ER) (1mL%H) (1mL%En)

100.0 98.0 100.0 94.4
70.0 92.0 82.4 81.7
50.0 83.1 66.7 67.5
30.0 66.1 46.2 471

K1 BHHERIEC L 2R Gl

QUEChRES {EIZ L it fE L this 5 & 7 h=FU v 20mL THitHL72b D, &5
(IEANEIC L DR EO T2 BIEOEIE (=) N0 ET5 2 L8305
(£ 1) . %712 QUEChERS I TIRIENNR D o31E &2 DM NBEF ICRNLD EBEZ BND,
L72>L. QUEChERS EITHIHICHEN I EEHANTEY, TOEE2EBICANTICEHE LT
STl EFEOFEE L IXER R D FRENER D 5,

Fio, ATLERRINNEE Z W5 2 & ¢, ERlodmtEE, B IO REBEC X 2K E
FIES 2 Z &N TE D, ATLBRRINNEE & U CEAT 2 EITER & FEEOXE 2Rt 2
EMHEE LW, B OLERNICHERRDN R b LT\ D, LaL, B ITHT
SUERIRINTNAZE 2 N2 2 L I3RS Tz, MIET 2720 O RTLERRANNAE D55 E 24
BEThHDHEEZD,



(R L BE]
1. QUEChERS JEIZ X %3m0y BifE#% O b HH TR &

QUEChERS V£ TIEaEHT X - T DB ORI iR BN R 72 > Tz, 139 VAT
TER=RFUAEABSMLFLNTZDIZ L, KRETIETE =N U AER TmL 5547
ZEND, RO —EAREBIERFL TS EEZLRD, RINTE =Y VEE
10mL 726 20mL ~HIN EH 72556 T GREHE A~ O RIR fF & I BT R b vz o 7o,

FlHIEE ST, BETE b= UV EIRIE, BE 5 RO BEE 1T - 7ok R,
BMLZE&O7E = I ARIZEEERON, 20 &b, REHE~OMNRET
BI-EThidLEEZLND,

2. QUEChERS IEIZ & 2 ishnlaly iR

1E 9 AR JOVKE 2 VT QUECHhERS A1 X o flitHit:, B CTHER L7z, OFF&EE
%, @D oyHE% . OIERRT CRERE%) (0B 0.05ppm (13 5 LAEL) | 0.1ppm (K
2) L7020 X OB A TN L BSNEIGRER 21T - 7o, RS A 2 LN ISR L (K3),
1E 9 NAFTIEIA T D2 < A3 80~100% T RAF /2[RI R 4245 B 17z, K TiX 70~80% D [HIIL
ST bDRZ <, KT 50~T0%DEIFH, K72 65%LL EDREINRDOYNZ > T2,

Z 2T, KREOHFPHEERIEIC XD EIROBEN R E VWL E X K &2 AV ChliHE
TEDFHM, Rt 21T > 72,

120<

100<120

90<100

80<90

70<80

60<70

50<60

<50

0 5 10 15 20 25

3 QUEChERS fifitH iz L 2[RI R —&



TR X 2 WRINIEI AR R

WEEIC L B

QUEChERS (£ % st iR &4 20mL (228 b S /7256

QUEChERS £ % JtIZ 2 BEREhH 217\ 20mL IS ER L= %6

AT IRANNER IZ K 24 E (QUEChERS #£1Z L S filiH)
A, B, CENENDOEINESHZ LU NIRRT (M4) . £72, 5% £ TIZiEH O QUEChERS
B EICA WO R L RT, D, BTLERINEIC L 26 EE2 T2 b O Kb
EURENR R, IRWT A, BEIEIC LS80, B, 20mL fifit, C. 20mL &% & W9 #ER
Boniz, £72. WTROHA S QUEChERS JEIC & 2 & il d~ 5 & SRR R A
M kL7, ZAUTANR OBERIEIC LD EINER (=HHE) & REROMM A RS,

o w>»

120< ® 10mLfiH
m A
100<120
m 20mLh HY
G
50200 = Y I
70<80
50<70
30<50
0 5 10 15 20 25 30

4 AAHEIC K D EES A (KE)



(L]

RELE LTEINAE, KEZHAWT STQIETIRMEIGREBRZ1To72 (£2), 1Zo9NA
T, 1FE A EDREEITOWTHEIERN 70% %25 B ERPE LT, KEIZD
WHZE < DRFET 70%LL E & WD BIRERG B, 29RO B 272 L T\ %, 70%
LR DR DT HIEE A EDRILEN 50%LL EThHoTzlzd, A7V —=v 7R ke L
THARBEEEZF->TWDHEEZLND, 1T NAREICHAAKE DTN m LSRR ICEDS
NDHHEREN D72 2 EIE B RWENIZ S - 72,

% 2T, REZHWT QUEChERS YEIZ K 2 HhiH ., #ZEIVEIC K 28, QUEChERS %% 7t
(I AT R & 20mL 12 2E 872 6 O, QUEChERS 5% Jti2 2 BEpEHh i 2170 20mL 1278
HLZb O, AHLERRIMNEIZ L A IEZ1T 272 b OIZ W THINEIGERER 217\, [\1Y
KEREHLUTHELEZ (M4) (£F2), ko STQ ¥ (QUEChERS filitt) THIIXERA 50%
LB T0%RTE ORI HOWTHER T2 &, il TREZZ2 (bS5 2 & T, BUEN M 1T
DRGYND V . ZAUTATR OB & FEROBMA R Sz & B 2 bivd, ik
DOHFEFEEHHSDONRT A THH TREZER T UT IO TIERWNEE XD,

FromH TREEZZ ST LD, ALERRMNEZ AW D Z & TRIEDIZL S 2 41E
LIEEMERDENE S, fHEE L TERomRZE ESE5 2 LN TE 7, AL
IMWNEEZ WD RIC DN TIEAH#, SHICHRFBRNETHDL EERX D,

(3% k]
1)QUEChERS.com(http://quechers.cvua-stuttgart.de/index.php?navio=1&nav20=0&nav30=0)
2) Michelangelo Anastassides et al., J.AOAC Int.,86,412-431(2003)

3) M.Okihashi,Y.Kitagawa,et al., J Pesticide Sci., 30, 368-377(2005)

4) M.Okihashi,Y.Kitagawa,et al.,Food 1,101-110(2007)

5) KIHERER D, 5 30 BIRIEE GV TE 2 554, 102-114
6) JEAET B HP  GCIMS 12 &L 2 %S 0 — & 3BrE (BAEW)
(http://www.mhlw.go.jp/topics/bukyoku/iyaku/syoku-anzen/zanryu3/3-001.html)
7) AFEECD | RN 5 43 5. 36-49 (2009)

8) Wi AfEEE Vol.49, No.5, J309-J313 (2008)



http://quechers.cvua-stuttgart.de/index.php?nav1o=1&nav2o=0&nav3o=0
http://www.mhlw.go.jp/topics/bukyoku/iyaku/syoku-anzen/zanryu3/3-001.html

[FINAE

=

QuEChERS

QuEChERS

A=x/E o 20mLER e 20mLig  20mLER BEIEME RIEWHE
EUREEG%) [EUREE%) EURE%)  EURE%)  EUREE%)  EUREE%)  [EURER(%)

Acrinathrin 98.5 112.8 1285 1279 945 107.8 112.6
Benfuresate 83.7 84.1 78.1 94.2 82.7 91.8 107.9
Cadusafos 90.2 86.8 80.3 96.1 815 93.1 104.1
Chlorobenzilate 91.3 873 79.8 91.0 76.9 90.3 94.2
Chlorpropham 95.9 92.0 86.5 1059 84.8 100.9 104.8
Chlorpyrifos 89.7 90.9 79.0 89.1 79.9 84.7 89.9
Cyfluthrin—2 95.6 98.0 93.5 99.5 83.8 92.2 107.8
Cyfluthrin—3 91.0 91.9 86.7 91.4 74.2 85.5 104.3
Cyfluthrin—4 824 71.9 78.0 78.6 64.4 82.4 90.3
Cyproconazole—1 82.1 771 75.0 88.5 78.0 85.4 103.9
Cyproconazole—2 83.0 79.3 721 89.6 77.0 81.4 1041
Diazinone 83.6 90.0 76.2 86.0 82.3 88.6 100.3
Difenoconazole—1 89.5 85.6 78.9 79.3 74.4 78.2 94.9
Edifenphos 89.6 93.6 77.3 86.0 76.8 74.9 96.7
EPN 99.6 98.5 95.7 119.7 878 118.2 108.2
EPTC 78.1 79.1 69.3 90.7 72.9 79.5 94.5
Esprocarb 90.6 98.2 78.8 88.4 80.2 874 90.8
Etrimfos 83.6 87.7 75.0 85.7 715 86.1 96.3
Fenitrothion 89.2 94.8 844 95.8 85.9 104.6 109.7
Fenobucarb 82.0 77.0 78.2 99.8 80.1 86.2 101.9
Fenthion 55.1 79.4 62.7 61.6 61.4 68.3 66.2
Fenvalerate—1 88.8 96.8 77.2 79.5 75.8 774 90.9
Fenvalerate—2 84.9 83.7 73.4 72.8 701 79.6 923
Fosthiazate—1 73.7 75.7 73.6 99.1 76.2 83.6 971
Fosthiazate—2 71.4 71.0 71.7 98.0 72.6 81.4 96.9
Halfenprox 79.9 81.2 54.6 57.0 61.6 51.9 715
Iprodione 89.6 1041 1241 137.1 115.6 140.2 1243
Mepronil 93.0 91.0 67.6 87.8 85.0 99.9 120.6
Myclobutanil 82.2 83.3 81.0 95.6 774 84.7 107.0
p,p’-DDD 90.9 921 69.9 76.3 73.7 74.7 81.8
Parathion 89.8 93.3 86.1 95.4 79.9 93.1 105.1
Parathion—methyl 91.6 94.8 90.0 104.6 849 98.5 1153
Pendimethalin 94.0 89.2 76.6 88.2 75.0 845 91.3
Permethrin—cis 87.8 84.2 62.6 61.2 64.7 57.2 77.9
Permethrin—trans 954 93.1 68.0 66.9 67.5 64.0 80.3
Phenthoate 86.9 85.7 68.9 74.9 76.4 89.7 113.8
Pirimicarb 35.1 30.3 35.2 58.5 32.1 63.2 41.7
Prothiophos 88.8 92.9 65.7 755 725 71.2 82.1
Pyraclofos 894 83.0 85.2 89.2 73.8 88.2 90.5
Pyrifenox—1 63.2 69.9 67.4 90.1 71.8 86.6 92.0
Pyrifenox—2 66.9 76.1 66.7 90.2 734 89.2 93.4
Pyriproxyfen 93.6 89.2 79.5 88.2 76.1 85.5 91.2
Silafluofen 61.0 63.0 415 409 445 34.0 494
Tebuconazole 79.5 791 69.9 83.7 735 825 99.1
Tebufenpyrad 89.6 79.6 71.8 80.8 715 79.6 83.4
Thiobencarb 89.2 91.5 84.0 96.3 791 90.5 92.0

£ 2 FFECLL2EMENGERGSER 5 (1F5NAE, KF)



