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QuEChERS EN Fv b{ER LT
LC/MS/MS fBRHIC KD
BRERPDREREDSH

7IJUg—3> /—b

BmZE

COF7TUTr—2 3y /— TR BRFOESITITERROREZNFKT D 12 &%
DERBEEDOHMEHEIU—27 v TZIT3ER (Quick). fEEE (Easy). KMt (Cheap).
hERHY (Effective). EXZE (Rugged). U CZRZ (Safe) 7& QuEChERS EN U~ 7 )LaTMLIE
P7O0—-FICDWVWTCHBALFE T . AU IF )LD ENEICIF FEER/ 72 = MUJLRT
DYERME. BOFMIC K DM/ DERAT Y 7. DEIEEHE (581 SPE) ZFEA LK
U=V P v TRTyIDNZENET, BREMEVICSINDIRNRBEOEER. E
AFIRIVFIIVIFP O aVvEZSU YT (MRM) E— RTEIET . T bOR
TU—AF M5 VT LEESHET (LC-ESI-MS/MS) EHxEhEfickiFonOv hJ
ST 4—CTEEULFH Ulc, INTOMFIEEMDOEINELBREICDVNT, TOXV Y
RONUF—2 3V TVE UL, COFPTUS—2 a3V TRURE. BRICEFENDE
FE[CDWLTD 5 ng/g DFEETER (LOQ) (&, FRATRERSE (MRL) KD BHKIRICEKLMET
UTze EIINET A RDRINA T LX)V 10, 50, BKU 250 ng/g TUTE, [FEAED
BEOTEUNEDEEIS 87~108 % (FFIT 935 %) T3HO. RSD 1 10 % Fi (F5
T52%) TUT,

Agilent Technologies



FUBHIC

EN QUEChERS XV v RIF FICEMNICBVWCBEBHFDEED M TLL
ERETNTVET [1-2l, COXYVy RTIE. 7t b= MUV ZEE

RU. RIS, DECZSIERITIehICEKREY IR L (MgSO,).

NaCl. BXUBEFRZR DI I VEEZFERLEY Y TILHSD
BRZEITVWE T, JU—UT7 v T Tl —k/ZR7ZVDOEFZS
DFEIEA| (PSA) £/ Uic D BAEHEHIH (288 SPE) ZHALT. U7
N By IADSERBREREL. KRBT IRV D LZERL
T. MEYHOKBEKZERELET. BV MY IRICHUT, &
RBRURTO-NWEZRETDRDDIST 74 bA—KRY TS5y
2 (GCB) >, FEEBKLUBSZIRET B1cHD C18 IEE. ZTDDTE
BRIZECDAT Y TICEMT DT ENTEXT,

BREEREOIOOT7AILHEIND . BRSEEDZLY
VINWERKENE T, Licho T TO7TUS—avIClFEsk
SEENZLER[ITD EN 598 SPE v hZERIRULF LI, D
FvbTRE 1 mL OB VTILRY 2—ALICKHULT 25 mg D PSA &
150 mg @ MgS0, ZfEFRALE T, ACN HHR 1 mL &b 7.5 mg D
GCB ZEMUTHOE T, GCB [FERPRT O—ILIEEDFEDF=Z

R 1. BROE2HIERERH_LDIER [3-5]

WET Dleth. BREEEBRDZTINDIV M v IADIYU—UT Y
TISBERICHEM T, IU—U7 v TOMESERT 2 GCB DEITIK
FLET, AT S GCB ZIBWITFE. WESNDTHDFHIEXD
fedhe JU—VigH U TILR MUy I RADFENF T, ADAC XV w R
TIIEERIZ < D GCB Z{EA LK I HY (ACN &K 1 mL 8572 D 50 mg
@ GCB). EN XV RT{ERAT % GCB [FFER(CAF LR SNTLF
9 ( [BFZZ0] HmlClE ACN #ii&R 1 mL &57cb 2.5 mg D GCB.
[BRZFEDZV] REICIF ACN HIHR 1 mL &b 7.5 mg D GCB).
GCB [FFEBEZR DREDHHICRKEZSAE T, ADAC XV v R
DADEENET Y TIVY MUy IABTYU =V [CEDRITH. F
HBEDREIKIECKDNE T, NUTH UL EN XV v RTIFFE
BEDREREFEAE, HAIVFT dfc<KDONFBAD, YVTIL
NhUYIRERDEHICED T T,

CDTARClE. 12 BEDEZEZEALT. Agilent b T7U—2 EN
Ny T 7 —(FEHEFY b (BRES 5982-5650) CBRSHEDZL)
RYPBXUHFRADY Y TU—2 QUEChERS EN 538¢ SPE Fw b (BB
mES 5982-5356) DMAEZFFMULE LIco TDXYV Y RONUT—
Y avlE, EREREBRECDOVWTITVOE Ufc, &1 (S, BEITHM
LIle NS DREDIEZHIFREAFH LOERERLE T,

Uy dhTH
=i kA Log P pKa L MRL (ng/g)*
7EI7I—h B VIS -0.89 8.35 0 0 20
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YUY IPTD

2R iR Log P pKa B MRL (ng/g)*
ATV A1=5J-=)b 3.82 6.53 20
cl —CH,
0_/_
Cl /§|
N
\=N
A= o07YUR RXAZAF /AR 0.57 NA N/NOZ 1000
N N)<
NH
l _— L\/
Cl
RyAFI—IU NUZY—L 372 151 cl ol 50
N
N~ \>
\QN
JORRAFIL HIVITA— 0.14 NA )\ 2000
0
H
O\H/N\
0
eEXkOvy EUIy -0.19 4.06 600
.
I
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/ AN N/ \”/
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N
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12.00 N
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HyC
IJUVFILAFIL 2 bOEILY Y 3.4 NA 50




KBS

lsE

ITRTCOAREEBEIE HPLC FFDHILV—RDHBDTT, X5
/—JU (MeOH) &7t r=rUJL (ACN) (& Honeywell CRE. = H>
M. YRF—TV) hSBAULF UM, 8 (FA) & Fluka (R14Y., X
SAVINAL) hSEBAULF Ulc, EEAZEWEIX Sigma-Aldrich (KE.
SX—UM, €Y MLAR) DSEBALF Ul REMREE (U VB KU
7T Z)b. TPP) (& Agilent Technologies Inc. CRE. 75D T 7M. U«
WV V) DBSAFULF U,

EERE

EEB KUOWEMEEE (IS) BA& (AILRVSF I LD 05 mg/mL ZFRE
2.0 mg/mL) %, MeOH. 0.1 % FA 27 ACN j&7&. B&LU DMS0 TZN
ZNFRU. 20 °C THREFLE Uz, 0.2, 1. BEKU 10 pg/mL D 3 EERE
@ QC R/\A Z3&HlE. ACN/K (1:1) (0.1 % FA 24) TEARRLE
UZee ACN/ZK (1:1) (0.1 % FA 275) [SAE LTS TPP O 2 pg/mL B8R %E
IS 21 IBRELTHEBELE LR,

RESSUMHE
Agilent 1200 = 'J—2X HPLC (Agilent Technologies Inc.. *KE. 71U 77
JLZ=77M)

IO ORTU—A ZF{bZER UL Agilent 6410 bU J)VIMER
MS 2R 5 Lx (Agilent Technologies Inc.. *KE. U7+ )L=7M)

Agilent > 71U—% QUEChERS EN /Uy 7 7 —{JEHitE v b (285
HS 5982.5650) BLUBRSEROZVRYB KUHRADY YT
1J—2% QuEChERS EN %38 SPE v I (BR@E&S 5982-5356) (Agilent
Technologies Inc.. *KE. T5T T 7M)

Agilent ESZ v IREYF A, 50 mL Fa—T., BmEES 5982-9313
(Agilent Technologies Inc.. KE. T T 7M)

TRV RILIRA I OE0DDHRE (Brinkmann Instruments, >KE.
Za—3—IMN. YIITRAMMU—)

Flying Pigeon 5&D\%) B#% (Anting Science Instrument. H[E. _t3E)

BT IaiiE
YU IR

Bk, EESBIEDFS% Teavana Corp SEBAULE Ulc. CORE
EERIFE Z—URICAN, -20 °C TSR LE Ufc. CORZEHT
FEHEC L. FEEDBSEFE UL, BHIC. RELEDSREER
[FZERDOHEL. TRIEHEREF U, TIEECTHNIE. HEFIC RS
AT ARAZMAF Uz, DU TILEZERCHERL, BERULF LR,
RICHTIEY VT IVICREDHHF D—YIRZ BV & =R LFE LTz,

IR DR

HPLC D4+

N3 A Agilent Poroshell 120 EC-C18.
2.1 x 100 mm, 2.7 ym.
(EPRES 695775-902)

Pini==1 0.4 mL/min

NS LRE 30 °C

AARY 2—LA 10 uL

ZEnE A:5 mM FA ZKER
B : 5 mM FA ACN /&/&

JSIIU K B5E (49) %B
0 5
1 5
3 50
7 90
8 90
8.2 5
9 5

RAKSY 2 58

WOALOILEA L 11 58

MS i

wKIF4TE—-R

HARE 350 °C

HARE 10 L/min

XITS5a4Y 40 psi

FrESY 3500 V

DITICEHET DZDMDFRHEZER 2 [CRLET .

i/ 5

2 g (£0.1g) DHEIL LY >V FIL% 50 mL DELDEEF 1 —TJICAN
F LTz, QC Y TIVIC 100 pl DIEZT D QC R/ A Ii@RZERMNLE
UTeo 100 uL D IS Z)\A 787 (10 ug/mL @D TPP) =, WEBT S0
ZERRKITRTDY Y FIVITHI L. 50 ng/g iBEICED RS ICARULE
Ufco Fa—TJICF v v T=MF. 1 PRARILT v I RZFH—TlEH
LFEULE T4 ARVUZFBERLUT. 8 mL DKZEZNZENDF 21—
[CMZFUfce Fa—TJICF vy IZFF. 1 DEARILTYIRZF
H—TEHULELR. S0mL Fa—TJRESIvIKEIFAY (EBR
5 5982-9313) Z&F 1 —TIC 2 AANF UTc, T4 ARV Y ZER
LT. 10 mL D ACN ZZNZNDOF 1 —TJICMA FUle. Fa—TIC
Fv v I%ZMF. 1 FEFTIRDBEE Ulc. 4 g DFEK MgS0,. 19 D
NaCl. 1 g DY IVE=F RUD L, 059 DY IVE=F RUSDL 15
KFMID 5D Agilent B> 71U —% QUECKERS EN HtitE)/ (v &%
ENENDOF 2 —TICEEMAFE Ulc, BENT Y TIVERE KL
L. EEREADTRICHBREINDKRSIC. Foa—TJ&FEHLT.
FT 20 BEE<IRDEBEEHE U, B TIVF 2—T% 4000 rpm TH 5
BEODRELE Ul



& 2. LC/MS/MS (KD 12 BEDREDODFICER Uil biAd T —5

PoEd [A=17] MRM F+ 2RI (m/z) FSIRXV% (V) CE(V) RT (min)

7tEIz—h 1) 184.0 > 143.0 60 3 1.66
2) 184.0 > 95.1 21

EX oYY 1) 218.1 > 105.1 125 21 1.95
2) 218.1>78.1 50

HILRVE I I 1) 192.1 > 160.1 110 16 3.25
2) 192.1 > 1321 32

FPRUGY—) 1) 202.0 > 175.1 145 26 3.37
2) 202.0 > 131.1 38

(=45507UR 1) 256.1 > 209.1 125 1 4.02
2) 256.1 > 175.1 17

AU 1) 297.1 > 159.0 110 23 440
2) 297.1 > 69.1 17

TORRFIL 1) 2102 > 111.1 70 1 4.81
2) 2102 > 93.1 23

ALY 1) 202.0 > 145.0 50 5 4.98
2) 202.0 > 127.1 30

¥7Ovz)b 1) 226.1>93.1 125 40 5.84
2) 226.1 > 108.1 33

I hJORR 1) 243.1>130.9 125 19 5.98
2) 243.1>173.0 1

RyaAFVJ-—-)b 1) 284.0 > 70.1 120 15 6.20
2) 284.0 > 159.0 37

AWESINGIN 1) 314.1 > 222.1 90 1 6.62
2) 314.1 > 235.1 11

TPP (IS) 1) 327.1 > 771 160 49 6.80
2) 327.1 > 152.1 : 49

1) EEAFY

2) A A

S SPEOVU—-VT VT EREER

_EEBACN EH'S 6 mL % Agilent &> U —%7 QUEChERS EN %3E% SPE
15ml F1—7 (BPRES 5982-5356) (CBLE LTz, 15mL Fa—J(C
[& 150 mg @ PSA. 900 mg DK MgS0,. 45 mg D GCB BAA DTV
T Fa—TJ%FrvITERL I DERILT Y IRZFH—TlEH
LFE U, COF 21— TJ7%, RENILRDFM TS 4000 rpm T 5 73
BhEDDEELE Ul MHEEDS B 1 mLZ 10 mL Fa—JICBL. %
SHETRT 40 °C K CrIRSBE Ui, B5NIEREBY% ACN/K (1/9)
ZERALUTARRL. 1 mL D—FEICULFE U RIC, %EY7% 0.45 pm
DAVTLV T« IVY (BRRES 5185-5836) TAMEU. LC/MS/MS T
PRUF LI,

HR(THELV) BRSEENZVRRAD EN 98 SPE Fv hEZDT
A FDFRICEARLF U EN XV v RICKDAE U eREIEY >
TIVIE. CORRTHRBICEZAF LD, LC/MS/MS DEETRER
MICKD., YhUwWOIRTSo0O MRM 207X bS5 LICIFHRIE
BYICHITDFHE—IFESNFBATLURE. 1 BLU2I[C. ¥
NIwORTSUT (IS Z#RXINA )& EN 5B SPE XV RICKDT
MIBENTE 50 ng/g DFRINEHERFHHEYID LC/MS/MS 207 ~J
SLZERULET,



%103,

2.3
2.8
2.7
26
25
24
2.3
22
2.1

1.9
1.8
1.71
1.61
1.51
14 IS
1.31
1.21
111

03
0.8
0.7
0.6
0.5
04
0.3

| |
0"~~~ A _A/k-sﬂ_ Fav lx
0.5 1 15 2 25 3 4 4.5 5 5.5 %

HO FEMDAHEEY (min)

1LHEEY NI YIRTSUIDOMRM 0% bS5 Lo E—JDHE 1S : TPP

%103

Far i b B
NG~ 00w W
w

(SRR
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6
I. |
| 8
5
L4 a A TN
35 5

4 4.5 5 5. 6 6.5 7 75 8 85
AT b EMDAHE (min)

2.EN XV w RICKDIEBENTE 50 ng/g DFMY Y TILD MRM 20X bI S Lo E=JDEE 1. 7ETT— b 2. EXROTY Y, 3. AILRVYI I L,
4 FTPRYGI=)b. 5. AZ5o0TU R 6. AP UI. 7. TORZXFIL. 8. AILNYUIL. 9. 2T0OIZ)b, 10. THTORR, 11.RXYTIFY—)b,
12 5LYVFILXAF)b, IS TPP



EfREEEETR (L0Q)

T A RZET eI N TDEEDRERDBERERF (L 5~500 ng/g TL

feo Y MUY IRTSYIICRINA I UTHER LIciE#R7 5. 10, 50,

250, BKU 500 ng/g DUV THERR L. ABRME#EE LT 50 ng/g D
TPP ZERALF Lic. MRIEEVDEMNETRE (NRIEEVDRE
/1S DRE) [Tx L THRIEEMDBRBEL ARV X (HRIEEPD
E—omE#E/IS DE—J@ERE) 270y b2 ETRERZIER L

R 3 EERHHEMICESEN S REDERK

B EREGER R?

7tIz—hk Y =2.0260x + 0.0347 0.9995
ExtOvy Y =2.3741x - 0.0141 0.9999
HIRVEFI I Y =2.9630x + 0.1685 0.9991
FPRUFI—=)b Y =1.5021x - 0.0034 0.9998
1=45o07UK Y =0.0625x — 0.0002 0.9998
AIYUIL Y = 0.9445x + 0.0190 0.9997
JORZFIL Y =1.8301x + 0.0362 0.9998
AIIKUIL Y =0.3677x - 0.0014 0.9999
>7OYy=b Y =3.0000x + 0.0809 0.9991
I hTJORR Y =1.2764x + 0.0425 0.9986
NyIdFVI-Ib Y = 2.7559x + 0.0259 0.9999
TULYFILAFIV Y =0.1976x + 0.0119 0.9969

2 4. QUEChERS Z{ER U IliE AR P OREDEINE FIR M

FUleo INTORECDVWTHEILSN/C 5 ng/g DEZ TR LOQ (5
ng/g) [&. RYBRUHHRICEFTNDINSDEED MRL KD BHEL
BTY. & 3 ICHEEEIESTEN SABBERE (RY) ZRLE T,

ENES L UBEIRN

10, 50, BKV 250 ng/g DUNILTHER LT U TIVICEEIZEY S
ZAI\ADFTBHTET, OIEREBREZHHILE U, NS0 QC
YUTIE. YUy IRZINA OGERZEBECEELF U, &
LARIVTHZ 6 EEDRL TITWE Uiz, BINES KUBIRM (RSD
EUTRY) TR 4 ERIICTRULFET. COREEREHLS., 11 1888
DEZETENEEIREEBELHFONcCEHNDIMDET, EX
OYVOERERFELEDF LD, BVREEHEONE Uz, EX
rOYVIE, pH 5~55 [CHIFDMEFIED pH OFEZZIFTPTL.

HBREDEVEETT .EX O JJCH@[L:F@*gL%ﬁFD 2=40))
73)[/\/9 I L FTPRUZI—)b, 7OIZ)VIF. 988 SPE AT v T
THERAYT 2420 GCB OTFE FCEINELKRDODNE T,

HREEY 10 ng/g ih0 QC 50 ng/g il QC 250 ng/g 30 QC
ElRZE RSD (n=6) ElURZE RSD (n=6) ENXZE RSD (n=6)

7EII—h 805% 54% N7% 29% 889% 82%
ExXr~Ovy 431% 30% 422% 34% 434% 98%
VAl |VaVEIIN 1146% 116 % 976% 20% 105.0% 62%
FFPRIGI—)l 981% 69% 904% 24% 81.7% 58%
(=407 UR 1043% 117 % 1086% 25% 939% 79%
AU 9795%  44% 878% 56% 924% 46%
JORZAFIL 981% 24% 1102% 17% 107.8% 39%
IRV 89.7% 11.4% 1049% 33% 1081% 52%
»7OvzIL 849% 21% 925% 37% 939% 55%
I h7OKRR 1034%  31% 1M2% 32% 1049% 57%
RyaFry-—u 1087% 29% 9%3% 45% 898% 33%
AVWESIN &IV 105.7% 124 % 9%4% 25% 992% 55%

120.0%

1 | & 1

100.0% ! L l T Y . P—

80.0% - _I _ - .

40.0% b

200% — — — — — — _ —_— =
0.0%

oav N s% R T T SO
'P' ~c<>‘) ; )’3) % 40 A"\ %a @\3 5,/) 404@ ;{"/\ vg&
i J,)r,ﬁ\l ,ﬂ S AL P r-_-Jlo .)’5?}
N

3. BRICETEND 12 BHEOREOEUNES KUREDIER



fasm

Agilent B>~ 7U—2% QuEChERS EN /\w 7 7 —ffEHEF v b
BRSZEENSLRYS JUHRADIE SPE +v MEL RIS
FNOINERNLTREOHE, 5F. NRNTHERXY v Rz
L& T, 781 SPE THEATNDAED GCB (FTEBEZFHIDOEED
HBICREZSZAFT B, YUY IRCRINA T UIREYEIC
BEOKOIREEBRMF. FERPOZREE. SHOEEREAE(C
Mt 2HDTY,

SEH

1. European Committee for Standardization/Technical Committee
CEN/TC 275 (2007), Foods of plant origin: Determination of
pesticide residues using GC-MS and/or LC-MS/MS following
acetonitrile extraction/partitioning and cleanup by dispersive
SPE-QUEChERS method. European Committee for
Standardization, Brussels.

2. P. Paya, M. Anastassiades; “Analysis of Pesticide Residues
Using the Quick Easy Cheap Effective Rugged and Safe
(QuEChERS) Pesticide Multiresidue Method in Combination
with Gas and Liquid Chromatography and Tandem Mass
Spectrometric Detection”, Anal Bioanal Chem., 2007, 389,
1697-1714.

3. http://sitem.herts.ac.uk/aeru/footprint/en/index.htm
4. http://www.mb.ws001.squarestart.ne.jp/foundation/search.html

5. http://www.mrldatabase.com/?selectvetdrug=0

e

PILY hOHBET—ERDFEMCOVTIE, 7ILY LD
Web H-1 b (www.agilent.com/chem/jp) ZZEL EEL,

www.agilent.com/chem/jp

FILY MME FXEICRODERINBE. Fle. FXEOFEAICKDMBENETF
EHEMICE U BIBEICOVTHIREL S BTV IEEF T,

ANEICEEHOBER. P REAFESFELUVICEEINDIENHDETT . EfFE
ATHSINTVZBEZRE. BEICKDFFDFILEL . FXEZER. R, ¥R
HTERRELSNTVET,
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