" - L]
S o™ , ®
. L]
\\ \\?'. [ .o
X '..' .."
g P
. 0 a®
\\\"‘.if ® ®
a“ & “. \V“‘:. ® .
XN
! Nee

&

h
i
|

Mnt Bond Elut QUECERS BRESM 7 TS — 5> /—

of Confidence

Yoo eslsure

3 :'-'- Agilent Technologies




I QuEChERS

BRI MTOMIEEE oo 4
QUECRERS Cola et b
Agilent Bond Elut D582 QUEChERS DAEEERERIETENE ... 14

I VYDA YR
Agilent Bond Elut QUEChERS v P CRIAMEZFT oz > I DX BBRERED GC/MS D (STHRES 5990-4468EN).......... 15

B EN XYY

Agilent Bond Elut QUEChERS EN FFwiNEFBL Yz LC/MS/MS #RHAIC R B> IR BBEESE DT (SCERES 5990-3938EN) ... 18
Agilent Bond Elut QUEChERS EN FFwiNEfEFUTE GC/MS [Ckd D> IFRMDIEEBEEEA (STRRES 5990-4073JAP) ... 21

Agilent Bond Elut QUEChERS EN FwiZ{ER LTz LC/MS/MS [CX DML EBHROKBERENT (k&S 5990-4395JAJP) ....24
Agilent Bond Elut QUEChERS 7727U)L 77 =RFwh & KU HPLC-DAD [CRDBAMTD 77UV 7 =ROBAIE

(SZFREE TS DIG0-DIBBEN)........oeeveeeessieeeieesss e 26
Agilent Bond Elut QUEChERS 3fiH 3w KU Agilent 5975T LTM GC/MSD [C R DA REFHRFEED SR 5
(SZFRBE TS DI0-B323UAUP) ... 28

Agilent Bond Elut QUEChERS EN 2P NEEEA LI LC/MS/MS RHRIC R BIRZE-ROD R BB BB DM (STHREES 5990-6400JAJP)...30
Agilent Poroshell 120 LC 735 A Z{#FEUTE Agilent 1290 Infinity LC &, B> ) URTAEFED Agilent Bond Elut QUEChERS [Z&2

TEFDIRIVEVDBRITE (STHREES 5I90-BEBIEN).....oooovvveeeeceerieisise e 32
Bond Elut QUEChERS #iH-v b & Agilent J&W HP-bms DJUN S F— GC D5 LA7Z AWK DOEERZED DT
(SZFREE T DIG0-8TOBUAUP) ... 34

I AOAC XYYk

Agilent Bond Elut QUEChERS AOAC Fwh7ZFLYZ LC/MS/MS &SR DU Tk BBERER D 4T (SCRkES 5990-3937EN) .....36
Agilent Bond Elut QUEChERS AOAC ZFwNEER LT GC/MS (Ckd U IR B EEE AT (STERES S 5990-4068JAP) ... 39
Agilent Bond Elut QUEChERS AOAC ZFwEBEALTE GC/MS [k AL > B B RS (SRR ES S 5990-4305JAP).... 41
Agilent Bond Elut QUEChERS AOAC FwEfEREUTE LC/MS/MS iR T KDDL B D% BB RN T

(STRRBED 5990-A2ABIAJP) ... 44
5774 MI—IR7ZZZE Agilent Bond Elut QUEChERS AOAC FwhBRUN LIV ZBWERDO L ERDFEESEZR D
EEOUNEDRIEL (SCHAEEFD 5990-428TJAIP) ..o 47
Agilent 1290 Infinity LC 8KV Agilent 6460 ~NJZFJLIUEEFR LC/MS ZZ{EFAULTE UHPLC/MS/MS [CRBDNE—T—Re]D
BEEDBITE (STHREED 5990-5028EN) ........oooeeeeeeeeeeeeeee e 50
Agilent Bond Elut QUEChERS AOAC =& KT HPLC-FLD Z{#E A LT 3B FFR DR )L 7 = ROAIE

(STBREEE BO00-B395EN) oo 53
Agilent Bond Elut QUEChERS AOAC Fwh &K U HPLC-FLD ZFEAUIc DL RA SRR L KZRDDT

(STBRZE S 5O90-5A8TEN) e 55

Agilent Bond Elut QUEChERS B3KU' LC/MS/MS Z(EFRRUIZ T 54 RIRT RO 7 ZUIL 77 RO (XAtEES 5990-5940EN)....57



Agilent J&W DB-35ms d3U° DB-XLB GC 715 L Z=fE LT SR MD PCB (D GC/UECD DT HRUHERR

(SZFREE TS DIG0-B2BBEN)........erevveeessoeeeereeesss s 59
Agilent Bond Elut QUEChERS AOAC tE v AZ 8 SPE ZERUICL Y AB KOV TV T LhORED 57

(SZFREE T DIG0-BBDBEN)........orevveerrsoeeeereeessss st 61
Agilent J&W DB-36ms 2JUNZA F—h GC IS L7ZZA W GC/MS/FPD (CRBDUY b B RIEBREED D

(SZFREE TS DIG0-TTBBUAIP) ...t 63
Agilent Bond Elut QUEChERS AOAC Fv 72 FUYZ LC-MS/MS ARHC KK HIEBERED DT (EAES 5990-8034JAP)......... 65
BRIEOIOBMICESEINOMEBL NILDEZED GC/MS/MS [CRDEEBDBRURDERUBE (&S 5990-9317JAJP).....67
GC/MS XV W& LC/MS XV YRDMEHEDRICE DI 1—AFRDREDSHEREDHT (SLEES 5990-9924JAP)................. 70

N ZOfthiOREAX VYR

Agilent Bond Elut QUEChERS v E B U DV AHEH/ O R4 EID LC/MS/MS [CRDAIE

(STEREESS 5990-B0BBEN). ..o 73
Agilent Bond Elut QUEChERS EN = iNZE R Uc D /B ) LI 77 S RZRFVERID LC/MS/MS [CRDAIE

(STBRBED 5990-D0BBEN) ... 76
FU—TH A ) DEF SR IO D) VEEED GC-pECD DITBLOEER (SCHAEES 5990-5553EN)...ioovvve s 78
{EIERR Agilent Bond Elut QUEChERS XVWRICKBDLUEZ A JUFRDEZEDAITE (EkEES 5990-6432EN).......ovocveeeoeeee 81
Agilent Bond Elut QUEChERS dSPE T > 7 JURTIMES KUERIER DB-bms )US A —b GC AT LZFERUIC

GC/MS [CHBEADLBIRFEIERLIKER (PAH) DT (SCHAEES 5990-6668EN).........oorrvvvecrrrieieeeeieseserees e 84
BEAT—=)IFEDIVSNSA F—hZ2FERUC GC/MS/MS [CXDBMPDEZED DT (A& 5990-7706EN) ..o 87
Agilent 7000 RUZ)LIUEERR GC/MS ¥ AT L2 {ERUCEFROEZ SR BDAIE (SCBEES 5990-7714EN) oo 89

EEHY VT )UAEF EZBVNEFRNITEVBROE 7S/ 0D LC/MS/MS 54T (XERES 5990-9107JAJP)...92
BB b SNt/ oU—> 77w hEE Agilent 7000 2J— XU JUIUEERR GC/MS 2 AT Lz ERALIC

FRART T IHRDZ D TEEREEDAITE (EREES 5990-98BDEN) ... 95
EIERR QUEChERS XV wWRICKDENMIHIRB MDD 36 FERRDEMFHEZRERD LC/MS/MS ROU——27
(STBREED 599T-00T3UAIP) ..ot e 97



=5y —
=EED = -
T2 CEmE. FREMODEVEBRPMENKOSNTWVNETT, TDRILE

T T )UBINE  sickaersic. sesrosstissoss Ax<moTLET,

(: d: %) FILYME. BEREOERICGAZYV1—vavERHULTVET
- o FIUVNDESE. S2T L, DS, EERIE. MREFDEHA. SR
EFEMEDOE0) RERER. MACVBHTRTCOTOEATEOD TRUNEEE R L, BEH
o DAFDERICBIGALET » PILVNILERRER. BILEVAEE. BIEMED S
ﬁﬁﬁéﬁj\jﬁ NBASwT. ZUCERDEECERNSRHCET D8O BHICED. P

DFREDHERZE S R—AUE T,

Agilent Bond Elut QUEChERS 8& U SPE BV JILAIMERG : RERBZ2SHD
F—%

Agilent Bond Elut > 7 )URTAERI R, BMHIEINWIZAWOHEERICT VTV
HHBXUEMRL. LR TIERE. hDOBRMEOSWVERZNIRLUET,

Bond Elut FAT7=U(E BUWRERLEICEDE CRESNITRDELIIFRILL
ERERMCTERMY Y T)UAIED —— XY R—UE T,

* Bond Elut QuEChERS /\w&r—JiEaithd KU B HEL SPE FvhzER TN,
FUPDHRTCHHO—EUCRELFVIEEET. BHDISAITEDZ D TR
B SRYBED T ATV I CERICHTTEEXT,

c M ZBABDERBAIRII—RASLBEIVIYUNRASLHISBEHIELL

Bond Elut SPE BRICIE. SFXXFLA—PIyIETL—MERDHBREINT
WEd,

- FERANILD(CKD. XV wREaFEE. QUECKERS U ) LETIME Y JO—F D>
MUNJVDARIRA AT R—ENET,
PIVYRDRZETERINDF—LDEBRT ANIEIDBEHKD-_—X
EUR—MURITET. LW TUT =3V ERIBBEFEICDVTIE. www.
agilent.com/chem/jp (D QUEChERS D X—I7ZxTELTEET L,

cL 0?//5/

Trisa Robarge
BT )VABERHRENY R —I v




QuEChERS, <l&

KEBRFEECKD 2003 F(CEAFRE SN/ QUECKERS | [FrvFv—X] EEE) (4.
Quick (%), Easy (&8). Cheap ({E{i4%) . Effective (h5R#Y). Rugged (LA .
BEKU Safe (L) DIENFET. BROY YV IIVEILESEDREZERLUTVE
o COFMIFIER(ICTVTIVT. RIRDRAT VI TEMELET VT ILDINRN
EOU—PwIHEIBE T T,

QuEChERS [&. RYBLUBHICSINDEHMDISADLERDEBREDDHT
RICAFESNcBDTID, EFETIE. REPRBEFCHRUANDBMmICEFEN
DHEDSRYEICHZDINABENLNOCTVNET, TESFERY. T,
W, FCEBROTVVRLBEDZFERRBICZFNOHBERDEEICDONTD
AVYRDRFESNTNE T, R]EE [RER] XV YRDAFHEEETHD. F&
DIFFELMEFRUANILTITONTTVE T KE Tl REIDHTEZEE R (AOAC)
H'2007.01 XV wRZERRLTCHD. I—0Ov/ \DFHT DXV, EN 15662 2007
CTHEKROTAEZERLTVET,
QUEChERS [FRMD 2 AT T THRITLE T,
1. KEBEARBOBOFE{LZHIMHMEIC R DD BIICE DHHAT YT
2. BEZAHENRERDSTIFT TS AN B ZERUCTSYEZRET D,
SO T =27y TSI BERRHL (SPE) AT,
DEUSPE AT VT TIE, B 18k - 5 2#4%7=>/ (PSA). C18. IS T7AA—KVT
SVIIREDZABRERID. ATvT 1 THBAHITDSTEIFTEYRIVI L
BYDREICRIEE T, MESNECHRIEEYZRAET DI DRH AL
DAL LC/MS Ffzld GC/MS, HDWVETNSICHINT 25T LAIETT .

eEvbhETY

M8/~ L) QUEChERS B @A T3>
EHiR—hg Dl 7IUN
Tld QuEChERS 7 J7O—F &K
ET2RLDTIUT—2a VR
HUCTWET, COHARTIFE. &
N6O7 TUTr—23vESHIE
TUET, ADAC. EN. FfeldFAU
TIFIVDAVYRIEE, PTG —
3V CEHEDSHDIZEEX WR(C
o CT7 I —avzEnfEL.
DO JO—-FDErvaves
BITRULET, YhUwIRDIESE
PRRIEEY DT S ACE D%
R DENFIBRDHARLT
W&ET,




QuEChERS v

ATFv71: i

DAV W (AOAC KTzlF EN) [CEDWCTHIHIR) (Wi —I B IRULTLIEE L,
pH FAEEHDIRIF. pH DEFEZZ(FTPTVEEICEALEFT, REIFA XUl
RYPEIIIFRTTIL (10 g F/2ld 16 g) [TBRFEEBZRIMNTDIET, WRE
SOREZARBICHE TSN TET T, BE/ I BE/ WIICADT
WET . CDfzs. QUECKERS XV wiDIEREICHEL, BFZT T IVICHRMUIcE

([CIRZRINCTEE,
QUECKERS JeBtti=F /N 50 mL DS+ vy TOERE

RDFTD [CHI BFmICIE. TNSDWEDFYNMSBLUETALADES=ZYIK SIRTE, pH FEFAD MgS0,. Noll, FTcIETDHOIE
EIFAYDEENET. ESSYIREIFAFORMIE. 13 N—YBTEL  HEFE SRR LICASTLE.
EEL.

Bond Elutz.

EIZVIREIFATICIOMEBENRKT
70 % FZHESNE T o QUECHERS FFvhEEIBFIC, ET(3HfE
ACHBKROVEEITE T

QuEChERS fiH+wvk
50 mL Fa—JfdE
50 @
AOAC 2007.01 BD  6gMgSO,. 15 EFEEFRUML & 5982-5755CH
7L 5982-5755 5982-6755 59827755

FUIFIL L 4gMgSO,. 1gNaCl &b 5982-5550CH
(T>7ILE10g) 7L 5082-5550 5082-6550  5982-7550
FUTIFIL L 6gMgSOy. 15gNaCl &b 5982-5555CH
(7B 15q) 7L 5982-5555 5082-6555  5982-7555
EN 15662 &0 4gMgSO. 1gNaC. 19T BFR &0 5982-5650CH

?D'/;% 0597 T/B—FhUDL15K 7L 50825650 5082-6650  5982-7650
FOULTER L 4gMgSO,. 0.5gNeCl 7L 5982-5850
EYAEER 7HL 49 Na2S0,. 1gNaCl Z\) 5982-0032

* K. Mastovska KU S. J. Lehotay (DFNE, J. Agric.Food Chem.2008, 54, 7001-7008.



QuEChERS &b

AFYT 2: 9BOV—-0FvT

AILIEZITORmMODIERES., AT D QUEChERS XV wNITEEG U El SPE Fwis
BERUCLIEE Ve CORTYTITIE, ATvT 1 THHUc g RZ. D8
D SPE FEIEAI#IRE MgS0, Z2ORDEICBLE T . FIRAIMIRIFRRAERDRK
MYZEIREL. MgS0, [FREITEKDZRELET T . BEDRZEEHDHIESIVIR
EIFAIMEODEHFVDRHLTCVET (Fa—T 1 £H1D 2 EfTE). i~
EIFAPHEDF NG BB@RESDREIC [CHI HBMIWNTVET,

QuEChERS Z&Fvh. RUBKIUERA

AOAC 2007.01 EN 15662
PR BB E S AR BmES
— R - BB 2mlL 100 {& 50 mg PSA 25 mg PSA
BB, —EBOIEEDIUBREZRE 150 mg MgS0, 160 mg MgS0,
5982-5022 5982-5021
5982-5022CH 5982-5021CH
15 mL 50 @&l 400 mg PSA 150 mg PSA
1200 mg MgSO0, 900 mg MgSO0,
5982-5058 5982-5056
5982-5058CH 5982-5056CH
IEES /SO - 2 2mL 100 & 50 mg PSA 25 mg PSA
ERES . —ERODYERE, 50 mg C18EC 25mg C18EC
BEE. BRURTO—IEkRE 150 mg Mgs0, 150 mg MgS0,
5982-5122 5982-5121
5982-5122CH 5982-5121CH
15 mL 50 {& 400 mg PSA 150 mg PSA
400 mg C18EC 150 mg C18EC
1200 mg MgSO0, 900 mg MgS0,
5982-5158 5982-5166
5982-5158CH 5982-5156CH

HRESORED [CH) ORBEF. £SZVIREIFAFHETT,
(#7<)




QuEChERS Z8Fvh. RYMBKIUERA

AOAC 2007.01 EN 15662
AR BRmES
BDHDEHFK - R 2ml 100 1@ 50 mg PSA 25 mg PSA
B, —SBOERBDIUEE. HhOF /A REK0 50 mg GCB 2.5 mg GCB
o007 )VERE. FEBEZF DRECIFERART 150 mg MgS0, 150 mg MgS0,
5982-5222 5982-5221
5982-5222CH 5982-5221CH
15 mL 50 @&l 400 mg PSA 150 mg PSA
400 mg GCB 15 mg GCB
1200 mg MgS0, 885 mg MgS0,
5982-5258 5982-5256
5982-5258CH 5982-5256CH
EORVER - R 2mlL 100 {& 25 mg PSA
B, —BOEESKIUEE. HhOF /AREKU 7.5 mg GCB
20071 )V7ZkRE. FHEESZR DRZEICIFERRT 150 mg MgS0,
5982-5321
5982-5321CH
15 mL 50 @&l 150 mg PSA
45 mg GCB
855 mg MgS0,
5982-5356
5982-5356CH
BEEEEDSDER - R 2mL 100 1@ 50 mg PSA
B, —BOFEESKIOIEE. HOF /A RELV 50 mg GCB
20071 )V7ZBRE. FEBSEZR DEZEICISERAART 150 mg MgS0,
50 mg C18EC
5982-5421
5982-5421CH
15 mL 50 @&l 400 mg PSA
400 mg GCB
1200 mg MgSO0,
400 mg C18EC
5982-5456

5982-5456CH

BRESDOERRED [CHl DREBIF, ESZVIREIFATHNETT,



QuEChERS Z38Fwb : ZOfDBRAXYV YR

AOAC 007.01 EN 15662

PER BBERES

ZOMOBEAXVYR: 2mlL 100 1@ 25mg C18

BEEY Y ) OB E SRR DI Y = bR Zs 150 mg MgS0,
5982-4921
5982-4921CH

15 mL 50 {& 150 mg C18
900 mg MgS0,
5982-4956
5982-4956CH

INTORRIAT : 2mlL 100 1@ 50 mg PSA
MG ZFRFDOERER. BEE. 1858, ¥/ (UA, 50mg C18
HOF /AR, 20074 )UIEE, 7.5 mg GCB
IRCDNNITRFH7ZRE 150 mg MgS0,
5982-0028
5982-0028CH

15 mL 50 @&l 400 mg PSA
400 mg C18
45 mg GCB
1200 MgS0,
5982-0029
5982-0029CH

YIRS 15 mL 50 {& 50 mg PSA

MEEHIE. #8. J5E. 5/ WERED 150 mg C18EC

RO RFHZERE 900 mg Na,S0,
5982-4950

B@ESDOREN [CH] DRR@IF. ESZVIREIFTATFHNETT,




#2295 Bond Elut QUEChERS 38+ v (BRDERSB LU XV YRE)
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#3292 Bond Elut QUEChERS S EIF Vb (BRMDEEHS IV XV YRE)
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EN
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#2293 Bond Elut QUEChERS 38+ v (BRODERSB LU XV YRE)

—RERME | BhEHZESS BRZZCR BRSFTED BRLERZS0
B3R, EN Fzl3 SRYEHR. YIEERD EN BULRMERFR. SRYEHR.

amIn—-7 @ AOAC EN &7z[3 AOAC Fleld AOAC EN AOAC D
BOHDITUTIL | BORVWIVIIL
(2O007+)b. (zOO7+)b.
AHOF/AR). AHOF/AR).
>1% ORERA/REE  TEBEZERD TEHEEZERD | BE/HESTED
ERY VI BOBVWIYTIIL | ZZ0UVTIIL | BREICEERTT BERICHERRT H2TTIL
. SN2 SRR SR
BN
PNt R B hiE
ﬂ —HE.FRE
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) ,‘ - LB
-y 1P
e
~NOEOTV K.
g it3
#&M~
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QuEChERS €S =Y IRKEIFAY
ESZVIIEYF A Hld QECKERS SAICBIT BB DMERSSITHHHTED
TEETT . CORDARICEDHHNERTIEDET

- HHPFEREZ 60 MENSDTD 20 WEIE TREHE -1 U2 TILBTeb 70 %
DF5EFEHE

- BREOSVHHZ 350 1 OFE TR
- BEEHOREZR/IME
- BOREZHE., YEZBICHEICHT

QUEChERS FYNIZFENDESIVIREIFAHIL. BNCIRHRENZR DS%
BEDMEIFAYTT,

QuEChERS €SSy IREIF MY

e AH BmES
50 L Fa—TRESZVIREIFAY 100 & 5982-9313
16mL Fa—TRESZVIREIFAY 100 & 5982-9312
2ml Fa—TRESZVIREI AT 200 & 5982-9311

QuEChERS i #ESSEE

TPIUVUNEY 7 TU—2 QUEChERS W EIFTIEL, ADAC XV Wi EN XV
TRESNTLS QUEChERS RDIRHERAEDIRHEL CWLE T,

- RERZE AR I DI D EE FE7ZHER
* GC & LC D D=BEIC{EAAIEE
* QuEChERS (D3I g <ICfEFIFTRE - MARIFAE

QuEChERS FiZSEREE (HAKRFST)

e nE AIER BEES
HPLC 33KU GC PIBBERAE, ADAC XVwiR 1,000 pg/mL JNSFHA>-d10 (VI F)L-d10). a-BHC-d6 (a-HCH-d6) 5190-0502
QC /&R, ADAC XV Wik 500 pg/mL UVEBNJTI I 5190-0503
HPLC POBBARZE, EN XV wi 100 pg/mL NI (1.3-2700«v70aE)L) UVEE. 7 AI)LINT> 5190-0500
GC PEBARAE, EN XYW 5,000 pg/mL (2265-7hZ200ETTZ)b) MUTIZILAS Y, 5190-0501
NJZ (1,3-¥700«V70OE)L) UVEE
GCAZ=#EA QC YO —b. EN XYk 500 pg/mL (223445 ~FToOOETTZ)L) PUNSEV-A0 5190-0499
1,000 pg/mL

13



Agilent Bond Elut H'¥#£229" % QUEChERS (D
1ZREREFIR

INTCORYE(FEFTY 2T )L T QUEChERS XV ERITI DI DEARIEFIRZRICTRUET . DITHERATYTD
BREFIEC, BHDISADEHAEEREIMAICT TV 2allE CEEX T,

iy M EEIR
— . RIREE
FUTFILDAVIR | | FUTFILOXIR Al PHEBEER | . mme QuECHERS
Bo LR 10g LR 15 AOAC 2007.1 XVwi EN 15662 XVwi g
HYIILEB 15 g HYIILE10g o
« ZOU—=V DR
* ST DEE
R T TR
YU TIEREIFAX BN T BIEAE.
22D 50 mL Fa— T pH SEESEHFw N HE
=
PN ZRUJLERN R
EHIORE B HDMEIEE R
pH ZFES3L. pH 5 ~ 5.5 [CFEE
BRI TN
REDU. DD EE
98 SPE Fvh%EEIR
AOAC XVwR EN XVwR
ARETEEFSE BERR/tHZ =S DEF il A e RERR/HZE S DEFH BIRER
—RSBR - | EB/WESOBR- —RWEER-  EB/WESOBR- |
- 293 QUEChERS
21 EP2 =E = T
2mL BELO 2mL BKRU 2mL BRU 2mL BKY . 5 -
15 mL Fwk 15 mL Fwhk 15 mL Fwhk 15 mL Fwik * T SRmOIER
- rEyE
BOHDHE - EESTEDHS BDHIHE - BOREFE -
Y B3 - YA Y RYH
2mL BRU 2mL BKRU 2mL BKXU 2mL BKRO
15 mL Fwhk 15 mL Fwhs 15 mL Fwh 15 mL Fws

}

E&HE 1 mlL. 6mlL, FfelE 8 ml*

\

RESU. mDDEE

L

" RENT 2 LEHRDEIFERFAICLDEESNTSED. COREEICEDEeNEFYIARSNTVET,

BRMEZERDRE (JT/F7 )N/ —IVERIEE) Tl

BT LC/MS/MS [CRDBEEDTLET (DBIRATY

JIFEBLET). NI DERT YT TEAT D PSA BIRICERIEEZENE L. BINRAMME T I20D%ZR <1z

TY,



ZL U j‘)lﬂ)%‘/vl\

Agilent Bond Elut QUEChERS v N B T RIAUIE =TTz > oD
FREREEEE(D) GC/MS T (STRRES 5990-4468EN)

[FUHIC

CDFTIT—23TlE. SRNIEY > TIVFRLIEX VYR
Tdpd QUEChERS ZERLTC. UIICEEND 15 BEDE
BEDWHERIITDTEICDOVTEHBLET., CORIEIC
F. —RRNIERY T TV TRE SNSRI DS HIER
MBROFERMEZET, ZENITRESNDREZFRL
FUlco COATD W T77EL QUECKERS HIHEXVWRIE. B
EDBEF 2003 FICHRRINCBDTT,, BIEIF. BIRAF
VEZAUT (SIM) R EDETE GC/MS Z{ERL. BE
10 ng/g FCOEETITTVELI,

15



aR R

GC/MS 4
VAl VNE

AAYV—X
AAO:

FrUT7 AR
F—TVRE
JOJ5 L

AAE !

MS SR
Fa—ZTTPA):
TR

AZ VR, THER,

BRGBEE
NIVFTSAVEE:

NSURT7F—SAVRE

Agilent J&W HP-5ms 7)UNT A F—H.
30 mx0.25 mm, 0.25 um
(BBE@EES 190915-433U1)

JXZa7I)b

RATYUwRLA

ANUDL EREE—R

70 °C (2 &),

25 °C/min C 70 ~ 150 °C (0 73f&).
3 °C/min C 150 ~ 200 °C (0 7).
8 °C/min "C 200 ~ 280 °C (7 73/&)

1ul

Atune.u
SIM

ZNE 230 °C. 150 °C. 280°C
4%
F—hFa—VEBE

CO7TIVT— 3> TERUIC

AA

QuEChERS =Fl[#
QuEChERS HItHFIE (RFv 7 1)

IREIFA LU T10 g %2 50 mL i@ DEICAINS

Y TIVERML 1 pERILT VIR

10 mL @ ACN %750

MgS0, 4 g KU NaCl 1 g (EBERES 5982-5550)

50 uL O PIEBERZE (TPP)

30 BEIRILT vI R

5,000 rpm T 5 S BRSO BE

QuEChERS £8d SPE (RFv7 2) BLURMH

& 1 mL % 50 mg D PSA SKU* 160 mg D MgS0, E&EBIT
16 mLEDEICE T (BBmES 5982-5022)

30 BRERILT VI X

5 DRI B

05 mL ZS T IVIA T ILNAND

1.6 pl Z GC/MS [SEA

1. —RRIVERY S KIOEFRD QUEChERS TR

Agilent Bond Elut QuEChERS /Ny I 7IELHlIEF v b, Bim&ES 5982-5550

Agilent Bond Elut QuEChERS Z38IF¥ v, —RERERMB LUERRA. 2 mL. BBRES 5982-5022

Agilent Bond Elut QuEChERS AOAC 538) SPE Fvb, —BMIERMB LUEREMA. 15 mL. EBREES 5982-5058
Agilent J&W HP-5ms DILNS A F—b GC F+ESUAS L. 30 mx0.25 mm, 0.25 ym. EBE@EEES 190915-433UI

16



25004 — RIS R B KOBHZAD Agilent Bond Elut QUEChERS B K584 SPE FvNC KBTI
BIALIREE D 50 ng/g AINU > IR

2000+
X
A
T 1500
i‘: 1000 2 14

mi2 IS
500 ! 34 5 589 13 l 15
0 1 At sk _.l l; I _l’.. l 110 _ix J
0 é 1‘0 1|5 2|0 2‘5 3|0
B (4)

2500+ — BRI B ROUEFSZAD Agilent Bond Elut QUEChERS 3B KU 84 SPE F kBT T

2000 BLIRR DU dMEROD IS0
X
@\ 1500 |
R 1000 |

IS
500 + | I
0 A m i L,_‘,s———-ﬁ!
0 é 1‘0 1|5 2|0 2‘5 3|0
B (5)

2. UYIMERO IS0 ERmI Y JME DR

1. FYUIFILD QuEChERS XV yRZRWV Y IhBEEQEINELFIRM (n=4)

{& QC 10 ng/g 1 QC 50 ng/g ={E& QC 200 ng/g

EYES BN [EES RSD
Jo0)LIMA 102.8 5.0 96.7 10.8 99.4 2.8
o-TZ)LJT/—)b 92.0 6.1 79.6 6.8 89.5 6.3
r> 97.9 2.0 88.5 9.7 92.6 4.2
SATI 90.5 9.1 98.8 5.5 102.1 44
AF)LoO)LEURA 88.7 7.1 90.0 43 98.5 3.1
20JLEUIRZ 93.5 6.5 95.6 4.0 100.2 12
JoOaRIV I/ 90.3 5.0 89.1 6.4 99.4 0.6
ATZHoO0IRFIR 87.0 3.2 85.6 5.4 95.4 39
g-o0ILTY 92.3 35 90.0 6.8 95.9 2.0
a-20)LT> 95.5 47 85.8 6.9 935 2.6
Ta)bRU> 99.4 42 93.6 5.3 99.9 1.8
DDE 94.5 42 87.1 57 92.7 19
MBI TP 97.8 2.3 90.8 2.8 99.5 2.3
NIUARI > 100.7 48 93.0 3.4 97.6 2.1
IV 725 45 79.6 35 96.6 3.0

D7 TV —3> /) —bDREMZECE(CIEDICE. www.agilent.com/chem/jp T
5990-4468EN ZARZRL C <L,

17



CEN XK

- Agilent Bond Elut QUEChERS EN #v 72Uz LC/MS/MS 1R (C KD
> R BBE DD (XatEE= 5990-3938EN)

[FUsIC

TOFIUT—vaTIE. BMNEEREE [EN) TEOHSN
FERREVED > T EILET TO—F T WECHERS %
FRALT. UYICEEN2 16 MEORBBEAMEL, &
U—2 Py TSROV CHIALE T, 20, RIT+
TAFVRIVFINITFHYIVEZSUDY MAM) E—R
DIVINORTL—AF ALY T NERAFERBED
BIoRAEOONNI ST (LC-ESI-MS/MS) [CRD. U~ T
VRO REEEATELEUIC,

18



aRRt

HPLC &4
VA IANS

TR
IZIT Uk

MANT Y :
B TAOILEA L

HRE
HRE
XITSAY:
FreESU:

MS RFRI T+ TE—

Agilent ZORBAX VU z—/NTF S X Eclipse
Plus 7TZ)LANF)U LC S AL 3.0 x 150 mm,
3.5 um

(BBEREES 959963-312)

0.3 &7zl 0.5 mL/min
30°C
10 uL

A:bmM BEEE7 > EZD /L, pHb5.0. 2
0:80 X5./—)U/H,0
B:5mM BEEZ7>E DL, pH5.0. ACN &

1:1:1:1 ACN/MeQH/IPA/H,0 (0.2 % &)

B¥RE (59) %B JRE (mL/min)
0 20 0.3
0.5 20 0.3
8.0 100 0.3
10.0 100 0.3
10.01 20 0.5
12.0 100 0.5
13.0 &T

45y

179

K

350 °C

10 L/min

40 psi

4,000V

QuEChERS &

WFELIc > TIL 10 g Z5TEL (££0.06 g). 50 mLEDEICANS

100 pL O IS B&RZ T > T)UISHML. 1 DRERILT VI X

10 mL @D ACN Z 0L, 1 D ERES

Bond Elut EN $fiH/ S —I7&38 000,
1 PEFCEIRED

4,000 rpm T 5 RO B

ACN B &3+ 1 mL % Bond Elut EN 938 SPE 2 mL Fa2—T(C.,
&Jcl& 6 mL 7 Bond Elut EN 538§ SPE 156 mL F2— I

1 DERILTYIRAU. 2 mL Fa—2DIFAIF 13,000 rpm T 2 3.
15 mL Fa—2DIBE(F 4,000 rpm T 5 DR BE

AR 200 pl 24— TSI A 7 )UICEL, 10 il D 1 % FE ACN BR

72U, 800 L DK THIR

B> T)V7% LC/MS/MS TH#T

CO7TIT— 3> TERUIC

I =3
%DD

1. UVIICEZENBEZFED QuEChERS EN U2 T )LRTAIEFIE

Agilent Bond Elut QuEChERS EN XYV v RifitH+ v, Z57E= 5982-5650
Agilent Bond Elut QUEChERS EN 531 SPE Fvb. —lRHIERRS LU RYA.

2mL, BBEREES 5982-5021 HKTclk 16 mL. BBGEES 5982-5056

Agilent ZORBAX Y ILAYRME—INTS X Eclipse Plus ZT=IUAF VIV LC AS L.
3.0x 150 mm, 3.5 ym. BPEREES 959963-312




FaR

x102
1+, + MRM (192.10001 > 160.00000) low QC -1.d {, 213 8 a1 4

0.95
0.9
0.85
0.8
0.75 +
0.7 4
0.65
0.6+
0.55
0.5
0.45
0.4+ 1
0.35 -
0.3 6
0.25
0.2 - 13

0.15 15

2
0.1 3 9 12
1 14
0.05 | 5 7 16
0 Lt
T T T T T
15 2 25 3 35

T T T T T T T T T T T T T T T T T T T 1
05 1 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 115 12 125 13

NIV (%) vs. BXDIAHBFE (53)

2. 10 ng/g AMUY THERDIONNI S 1o E—TBES IAFZINRA, 27ETT—h 3EXNOVY AHIRVI I L bAZFTOTUR,
6.7 7R\ FV—)b. 1.900)UIRA, 8.TORI XV, 9.F74 TPR—bAF )L 10.9)L\U)b, N IRTORZ, 12033V —)b 132709 Z)0,
14.2007)L7 ZR 8. ILVFY AT IV 16TV =R

120
O1mL BE6mL
100
80 —
S
2
i 60
40
20
0,7
X L D 3 S = X 3 =2 =2 X = = * = *
£ | 2 2 a 1 £ IS w 2 = A 1 { I g
H A =) Y B 2 = ES) x = g D ) N = N
% N % D) I kY =] ES £ = ™ +H u] = N X
X s 9 < N ) N ] R -+ Iy N n N N
< 2 hil < n n N 2 H D b 2 i 2
X R N P~ X N h < = g B
= N 32 n T N S
7z 5 i fal A N Y
I ES = EN D "
pn)
o N = +~
R o BN Iy
g n b
PN <
nf
.

3. 1 mL 238 SPE & 6 mL 2384 SPE DIERDLEE

D7 TV —3> /—bDREM7ZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-3938EN Z1E=RUL CLEE LY,

20



Agilent Bond Elut QUEChERS EN Fwi7Z{ER Uz GC/MS (XD
U R EBEEDHT (CEES 5990-4073JAJP)

FU&IC
CO7TIUT—23>7TIE. MNEZER (EN) TEHSNI
MROIEY > T )VETALIE? TO—F Tdp4 QUEChERS 7Z{E
AU, UVIICEFENSD. GC THATEIRER 17 IEADIEEER
EHmMmBU., JU—27vITIRHIAICDOWVNTCERBRLE Y,
COXVYNICIE, K7 B ZNIILRTOVIRRE. \BREN
MEDHB/DBEAT VT, SIEERRHL (536X SPE) ZZ{EH
UIeoU—2 7y TR ITRMENE T, UV THERICESE
NHBENDREDDICIE. BIRAZVEZIUVT (SIM)
E—FDOARIZONNT S T4 IEEDHTE (GC/MS) ZERL
FUlze

- |

o E e

GC K%

N4 Agilent J&W HP-5ms )L A F—~.
15mx 0.25 mm, 0.25 ym
(BBEREE= 19091S-431U1)

AAO: ATUYRLA

EINEE A ANUYO ST ILT—I\ RNEHDIEE
(ERRES 5188-5398)

FrUP R AU L

AEANOESD: HT8F 20.18 psi (EEE—R).
I\ TZw 85 1.0 psi

AADRE 250 °C

AANE: 1.0 uL

ATUYMIUMD—VRE : 0.75 5T 30 mL/min

F—TVRETOISL 0 70°C (1 53/). 50 °C/min T 70 ~ 160 °C
(0 738). 6 °C/min T 150 ~ 200 °C (0 Z3[&).

16 °C/min C 200 ~ 280 °C (6 72f&)
37

J\—I{F2E Ultimate 124>/
(BBEREES G3186B) — DT HT L&
AANODN I TZwallfER

RANS
Fr3U-J0—--74./09—:

Aux EPC 3R : J{—IfF2E Ultimate 1 =F ([CEEE ST
AU L

Aux EPC [£77 HTEF 4.0 psi. N\ T 5w a6 80.0 psi

FERES FEAOE J—IHE Ultimate 124> D
(EBRES G3186B)

URNJO% 65 cm x 0.15 mm x 0.15 pm DB-5ms
TV AF—h

FERES ) =2 Ultimate 1=A4>/ & MSD (DR

MS ¥

Fa—Z2T0T7A): Atune.u

TR SIM (EREDFFMIFER 2 Z50R)

AR, HEL
NoVRT7P—SAVRE
BB

ZMNZ1 230 °C. 150 °C. 280 °C
230 3

VLFISAVEE:  A—hFa-VEE

21

QuEChERS &

MBUIZT > )L 10 g ZSTEU (0.1 ). 50 mLEDEICAND

100 pL (OPIEBARZE (TPP) iARZZ AL, MEITFRUT QC ) A AR
MR ERILTYIR

10 mL D ACN Z AL, 1 DEF THRES

Bond Elut EN QUEChERS #iEIE) S —7%27v N

FrvIZL. 1 DER<IRES

4000 rpm C 5 D EERODBE

ACN /B &3+ 1 mL % Bond Elut EN 9384 SPE 2 mL Fa1—2(Z.
/& 6 mL 7 Bond Elut EN 538¢ SPE 15 mL F2—2JIC#& T

1 DERILTYI AU, 2 ml Fa—TDEHE(E 13,000 rpm T 2 2.
15 mL Fa—JDIEE(F 4,000 rpm T 5 DR BE

R 500 pl ZA—h > T S5)A 7 )UITHE L., 26 pl D 1 % FE ACN AR
ZMA. TAICEE

GC/MS THHT

1. UVIICZENBEED Agilent Bond Elut QUECHERS EN I FIIE




fasR

20000

18000:
16000:
14000:
12000:
10000:

VAAZP S

8000 - 1S
6000 |

4000
0 M —

LI s B e B e B

T — T T = = L
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
B (93)

18000 —
16000 —
14000

12000 — IS

VR
|

N 10000

A2
|

8000 1

6000 -

1
8
5 6
- 3
4
4000+ 1 7 16
i 9 14 l
2000 1oha A13 Hs 17
0- LY L

A
T T P L L s e e e e e AR — A
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

B (99)

=

2. UYOMER®D GC/MS 20OXNI S L, (A) U THHEDT S22, (B) 50 ng/g AU IR, E—0&S 1.920)UIRX, 2.0-7xZ)LTT/—)b,
3UVFTU ASA7Y />, 5.o0050=)b, 6.70)VEURAXF)L, 1.9207)U7 =R, 800XV T/ 9IANTZIO)VIHRFIUR, 10.p-0
OJLT> 11.DDE. 12.a-20)LT> 1374 )URUZV A TF A2 16 BRI VRV T 72 186.8)UXRUZ/
170K R 1S UVBERNUT T =)L (TPP)

COrPTIT—2 3 CERUCESR
Agilent Bond Elut QUEChERS EN XV wRilitiFv . EmEE= 5982-5650

Agilent Bond Elut QUEChERS EN XVvR# 81 SPE Fvb, —iRHNIERMB JUEHRA. 2 mL. SREZES 5982-5021
FJ2lF 15 mL. EBEAES 5982-5056

Agilent J&W HP-5ms DIJLNS A F—b GC A5 L. 15 mx 0.25 mm, 0.25 ym. EBE@EES 19091S-431UI



207 Mg ml memL

100 4

80 |

60

BN (%)

40 +

20

o
|
[

X 2 A Q 2 = iz z A “,5 A 2 A R A X
£ | ih N 1 [ Iy n ih a ih ) N Iy ) =
3 S\ NooR O % R £ =2 2 X ) N £ ¢
g iy = I & X = b d g 2 H 2 x ]
h N X a £ N H _ 2 N X z
N N Ay = i N g ) 3 1N i’ <

1l Ry y O O > Y

H = Q N H

N S & e

s} o ‘]2 =

YoV 7 =R ¥o00R Y IV

3. Agilent Bond Elut 238% SPE (D 2 mL & 16 mL DFwhZEERALE. Y T)VHEEN 1 mL & 6 mL DFEDLOINERENEE

D7 TV —3> /—hDREM7ZECE(CIEDICE. www.agilent.com/chem/jp T
5990-4073JAJP Z1RZRL CTLIEE W,

23



Agilent Bond Elut QUEChERS EN Fwi7ZfEHUTC LC/MS/MS (KD
MO VEROFREBEREDNT (CBES 5990-4395JAJP)

[FU&IC

CDOFPFUT—3>TlE. QUEChERS EN > ) LRTALIE
JO—FZFRLT. MOLVVERDEIFIFTLISADE
BEE{XRITD 13 EEOREREEZHHBL. JU—2FPvT
FDAEICDODWVWTCEHIBUER T, MO VEIR, BFRES<E
HEIDT. IZT7ANI—IR>TS5w2 (GCB) %Z 7.5 mg/
mL SCBROLVRYEFIZAD EN 8L SPE v b7z
RU. ACN HIHERZZDFVNITBINUET . MO /EmH
MICEFENDENEEZ., RITATAF/RIVFTIVIF
22a3vEZYUVT (MRM) E—ROILIZMORT—A 7
NS T LAEESERFEDBTCREIONN S04
(LC-ESI-MS/MS) [CRbEEUZF U,

HPLC {t
VAT Agilent ZORBAX V)L tz—) VTS X Eclipse
Plus ZTZ)UANFUILAS L
3.0x 150 mm. 3.5 ym
(BRREES 959963-312)
M 0.3 mL/min
NILRE: 30°C
AAE 10 uL
TREA - A:5mM EEEE 7> EZD /., pH 5.0, 20: 80
MeOH : H,0 &
B: 5mM BFEE”>EZD /. pH 5.0 ACN 1
TRV 1:1:1:1 ACN/MeOH/IPA/H,0. 0.2 % ==L
ISITUN: B (9) % 7thZhJIL RE (ml/min)
0 20 0.3
05 20 0.3
8.0 100 0.3
10.0 100 0.3
13.0 8T
MANT 445
AstTAOIEA L 115
MS ki
KIF 4 TE—K
HRE 350°C
HARE 10 L/min
X245 40 psi
FreESU 4,000V

24

QuEChERS @

RO VOB T 10 g ZFHEL (£0.1 g). 50 mLERDEICANS

100yl 0D IS BKU AC R A Uiz (WEICHUT) N0, 1 DRETRILT YO X

15mL M 1 % HAc ACN J&/&E KU Bond Elut QUEChERS AOAC #7780

FrvTZ2UT 1 DEFCI<IRES L. 4,000 pm T b DEHED B

FUIF VDA N EIERAV YR
ACN 3% 1 mL 7= ACN % 1 mL 7Z
2 mL 8k 2 mL 8L

SPEFa—TJICBET

SPEFa—JIC &Y

|

325 uL DNV 7275

30 BRERILT VI X

|

30 BRERILT VI X

13,000 rpm T 2 &
EIODHE

13,000 rpm T 2 3
BRI

ACN B _L&d* 825 pL 7=
BDFa2—TICH#ET

30°C D N, TR

600 L D 0.1 % FE ACN BRIC
Sl

RILT YO AL, BE RIS

BUEEZERL.
LC/MS/MS Zfeld GC/MS T

BYFEZEL.
LC/MS/MS EFzld GC/MS TH#fT

B

SPE SAEIEMRZY Y SPE. 2 mL T-1 X)

ROVVEICSFENDFEBESZD QUEChERS EN F)E (FUTF )LD EL




FaR

%102
T 112 213 7 3|4

0.8 -
0.7 -
0.6 4
0.5 -
0.4 -
0.3 - 8

0.2 10

2 ’\ 1
01+ 3 5,6 1112)
0 1k¢ J /\\

T T T T T T T T T T T
05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 115 12 125
VARV ZEAT (%) vs. BXD:AIESRE (93)

2. EN XVYRTRIEBUERDOUVERNIIX TS0 (A) BEKU 60 ng/g FMUIZTTIL (B) D MRM ZOXNT S Lo E—TFS (1. XFZRIRA,
27ETT—h 3EXNOVY AAIARVI T bAZFIOTUR, 6.F PR FV—)b, 1.TORI A0, 8.4)U)\U)b, 9. TR TOIRA,
10AXTFU)L, NAYTFV—)b 122TOI )0, 13.0DVFVLXF )V, 1S - IEBIREE, TPP,

F1. 6 mLDSBE SPE Fa—7 (BBRES 5982-5356) IC&DH/MAUL VEICZFNDEREDOERNES JUBRNE

10 ng/g 740 QC 50 ng/g 7500 QC 200 ng/g 500 QC

WRILEY EIES RSD (n=6) EIES RSD (n=6) EIES RSD (n=6)
AFZRRR 85.0 8.3 87.7 2.7 95.0 9.4
7tEIT—h 88.6 5.1 84.6 31 946 93
EXrOY 68.7 37 65.7 15 719 10.8
AV SN 94.0 5.4 91.4 2.7 5359 03
A=HHOTUR 102.0 89 85.4 6.1 100.1 77
FFPRUEI—=)L* 772 44 716 24 79.2 97
TORZFIL 98.2 57 96.3 18 939 72
AL 985 36 94.0 17 97.4 72
IhJORA 102.3 6.0 95.3 17 91.0 6.8
AFUIL 88.8 6.4 86.8 28 935 77
RydFV—=)U 1045 25 96.4 2.0 84.6 55
S m | 1015 42 92.2 24 86.8 76
OULVFILAFIL 99.7 6.1 97.4 16 95.3 6.9
 EAEEERDER

COFP TUTr—> 3 TERUCRR
Agilent Bond Elut QuEChERS EN i+ v . &&= 5982-5650

Agilent Bond Elut QuEChERS AOAC %8 SPE v i, BRESTRMB LUHRMA.
P RES 59825321 B 5982-5356

Agilent ZORBAX Y IUANYRE—INTS X Eclipse Plus ZTZILAF VIV LC A5 L.
3.0x 150 mm, 3.5 ym. BPEmEES 959963-312

D7 TV —3> /—bDREM7ZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-4395JAJP ZRZRL CTLIEE W,
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Agilent Bond Elut QUEChERS 772J)L 7 =& KU HPLC-DAD [C&D
BRUVBAFDO UL =FDRIE (X agS 5990-5988EN)

FU&IC

CDT7 U —23>TlE. QUEChERS U 7 )LaTILIE ) 7
O—F7=ZERAL. NEBIREELTAY IV INERANTE
FRHRO7 U7 N EDTS DTTEIC DV TCEHRIELE T,
T7OUTF NG FEEPINABROEIERYEL TERICE
UE g, 7OUJL7=ZRDEINEE 84 ~ 93.8 % T,

Il J\AFURY TEL 210 nm (SEREUTS A A —RPL
A 1128 (DAD) Z1{BZ 1= Agilent 1200 Infinity HPLC SU—XT
TLEL,

assR

HPLC &%

No4L: Agilent ZORBAX HILIC Plus.
4.6 X50 mm. 3.5pm

M 0.2 mL/min

NILEE 30 °C

AAE: 5L

Baa: FAVIST AR
A:3%5mM BEER
B:97 % PRI

IR 104

AN A L 34

1R DAD (210 nm)

26

QuEChERS FIE

P TIL 1 g ZFEU. 50 mLEDEICAND

1,000 pL @ 20 ng/mL IS, 1,000 pg/mL R \A Z7&R7ZS> T )UISTR N,
1 DEsR<IRES

5 mLn-AFF R 1 HEE<IRED

9 mL D7KE 10 mL D ACN Z7 . 1 DR HRED

772U)L77 =R FD Bond Elut QUEChERS 18/ Wi —I7% 7300
1 DEHRES UL 4,000 rppm T b HDEE DD BE

EEBDOAFY U EERER

CH,CN JE(D_F5&3#3% 6 mL 7 Bond Elut QUECHERS
58 SPE 15 mL Fa— (AT (PSA. C18EC, BEXU MgS0, BZT).
1 EHRESL. 4,000 rpm T 5 D ERODEE

1,000 uL ZA —h > TZ5)\A 7 )UICES

> 7)L7% HPLC-DAD TH#T

1. BRARICEZENS7 V)LD QUECKERS U ) LATALVESFE




lln%

. ESrnilioF:Eh Fixy)| | Oy v o
6 7
5 6
4 5 AFTYILTIR(IS)
B >4
€3 g 3
2 2
1 1
0 ‘ : ‘ ‘ ‘ ‘ ‘ ‘ ‘ 04
0 1 2 3 4 5 6 7 8 9 10 0 1 2 3 4 5 7 8 9 10
B (99) B (99)
X2 JSVOOMBEROION S A X 3. FMUCH#RHADIOYN T A

K1 HYYIWPOF VLT ZROENRFEE RSD (n=6)

=R (ng/mL) %RSD (n=6)
500 84.0 32
1,000 938 22
2,000 922 15

CD7PTUT— 3V TCERUCER

Agilent Bond Elut QuEChERS ¥ v, Z7IUIL7 ZRA. EBmES 5982-5850
Agilent Bond Elut QuEChERS EN 538§ SPE Fwb. #m&ES 5982-5156

Agilent ZORBAX HILIC Plus 735 In. 4.6 X 50 mm. 3.5 pm. ERGRE= 959943-901

D7 TV —3> /—hDREM7ZECE(CIEDICE. www.agilent.com/chem/jp T
5990-5988EN Z1E=RL CLEE LY,

27



Agilent Bond Elut QUEChERS #iH+ VB KU
Agilent 5975T LTM GC/MSD (C RDFEEEF KPERED 1R 58

(SCHREES 5990-6323JAJP)

[FUsIC

CD7P T —3>ClE. QuEChERS EN B> 7 )LaTaLIE)”
TO—FZFALC. BEFXRICESFNONZEEZEET
BDAEICDODVTEHRBELEY, FTU—IIMPF1OUZRE
NhUwOZEUTERUER U, DflE. Agilent 7693 A4 —h
YT S%ZEA T Agilent 5975T LTM GC/MSD AT ATITWLE
Uz RTLY DT 77(& Agilent MSD ChemStation (DBEEE T T o

HaEsRF

e

VA diNe Agilent J&W HP-bms LTM.
30 m X 0.25 mm. 0.25 pm

H—RhZL: DRNSLEBUHED 1 m A5 LEFEAO
[CHE#T

GCMS Y RT L 5975T LTM

AEAO: ATV AT ISR

F—hI>TS: Agilent 7693

SSERSRI

FALDRE : 280 °C

AAE 1L

AEAE—R: RATUYRUR

FrUTPHR: ANUDL

ANYRES 26.878 psi. EEE—R

AV I0JVEVURZAXF )7 16.593 53T
RTOwZ

M A—=TVRE : 70°C (2 7).

25 °C/min "C 70 ~ 150 °C (0 Z3&).
3 °C/min C 150 ~ 200 °C (0 23 f&).
8 °C/min "C 200 ~ 280 °C (10 23/&)

NSURT7P—S5AVEE : 270°C

MSD A& TJ1—2R 270 °C

AF VIR 230 °C

VSRR 150 °C

AFNMEE—R: El

AFvE—R: TIVAFr, 50 ~ 550 u
EMV E—R: AR

TARE 5.00

EM EBE : 1129V

AR SRR 39
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QuEChERS &

FRNEIR—b b g Z5EU. 50 mLEDEICAND

5 mL K7L, 1 DER<IRED

10 mL ACN Z7A4N0L. 30 #ER<IRED

Bond Elut QuEChERS EN #it) \wor — 272780

1 7 EHRES UL 4,000 rpm T b 7 BEHEOBE

ACN BMD_EEd+ 6 mL 7 Bond Elut QuEChERS EN
ELPE1S mL Fa—T(CET

1 EHRES L. 4,000 rpm T b D REEDDBE

0.22 ym T4 )LF T LEH 4 mL 228U, Z—hSF 2V TS5)\A 7 )UICANS

HT)V7% GC/MSD TH#T

1. fEREFRICZENDEFD QUECHERS EN FIE




lln%

TINIEIR
2.2e+07 1
26+07 -
1.8e+07
1.66+07
1.4e+07 4
1.2e+07 4
16+07
8000000 -
6000000 -
4000000 -
2000000 - A
BRI —> 10.00 20.00 30.00

2. FTU—PIBNTHINLIE MA 0.2 ~ 1.0 pg/g DEZE, DRS VIRDI I ICRD, INTCDT—TVNEREZ 2 HLINTRETER U,

CO7TIT—2 a3 CERUCER

Agilent Bond Elut QUEChERS EN i+ v, B3@ES 5982-5650

Agilent Bond Elut QuEChERS EN 38 SPE v, EBRES 5982-5156

Agilent J&W HP-5ms LTM 535 Ls. 30 m x 0.25 mm. 0.25 pm. BP@E= 29091S-433LTM

CDFITVT—23> /—hD5Eeh7ZECEICIEDICE. www.agilent.com/chem/jp T
5990-6323JAJP Z1&ZRL CLIEE L),
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Agilent Bond Elut QUEChERS EN F-wiZ{ER U
LC/MS/MS & IC K DRI DIREBEFED D

(SCHREES 5990-6400JAJP)

FUSIC

TOFTUT —3> T3, QUECKERS EN B/ 7 LRTAIE 7
JO—FZFERALT. BRPODEIXITEITRADEEZN
RID N2 BEODKBERZHHEL. JU—VFPvITIDH%E
(COVTHBBLET, BERBRED/OOTILBZEN
i, BESHEEOZV\H Y IILERBBEINET, HRE
BEOEROATEIF. KEIONN ZT144. MBM E—RT
E)ET B TLINORTU—A A AL BB Agilent 6410
R LIIEAR MS 2T LSHEA SN 1200 Infinity S/U—
Z7EERLTITVEUIC, THEINE(F 87 ~ 108 % TUIE
(F9T 935 %).

aR R

HPLC ¥
YA IR Agilent Poroshell 120 EC-C18.
2.1 X100 mm, 2.7 ym.
(BREREE= 695775-902)
ME 0.4 mL/min
NILRE: 30°C
EAE: 10l
[ESILER A5 mM FE KBR
B: 5 mM & ACN /&K
bl 1V 1:1:1:1 ACN/MeOH/IPA/H,0. 0.2 % FEEE=L
ISIT U B (99) % 7EhZRJIL
0 5
1 5
3 50
7 90
8 90
8.2 5
9 5
RANS 25
GEHAONETA L D
MS ki
HKIF A TE—K
HRE 350 °C
HARE 10 L/min
S 40 psi
FreESU 3,500V

30

QuEChERS &

REIFTAAUET VTV 2 g ZEHEU (+/- 0.1 g). 50 mLEDEICAND

100 L O IS AH
(10 pg/mL D TPP) &t > FJUITAIIL. 50 ng/g DiREICT D

FrvTZL. 1 DERILTYIR

8 mL DKZEEF2—TICMA. FrvTZ2UT 1 DERILTYIX

‘ BSZUIEIF A 2 B 10 mL D AN EEF1—TICNZB

Frv Tz 1 HREIRED

Bond Elut EN #1118/ o — 7730

20 PR5E<IREDS UL 4,000 rpm T b D REE DD B

ACN (D _L&d* 6 mL & Bond Elut EN 2382 SPE 16 mL F2—(C#E T

FvTIZUT 1 2ERILTvI AU, 4,000 pm T 5 RO B

IR 1 mL7Z 10 mL Fa—TICFL. 40 °C LAITDEFR TR

ACN/ZK (1/9) ZZ(E L. 7%BY7%Z 1 mL D—EE(TAR

VRERY % 0.45 ym DR TAB

LC/MS/MS ToH#7

FERRICEFNDEEED QUECHERS EN F)E



0.9

6
\‘)
[
04 ‘ 5 8 1 L 12
0.3 ‘ ‘ ‘
02 I
0.5 1 1.5 2 25 3 3.5 4 4.5 5 5.5 6 6.5 7 7.5 8 8.5

AYUS vs. ROAHESE (53)

2B N XVYRICKDILIBE NS 50 ng/g AT > T)LD MRM ZOX NI S LE—0&S 1. 7ET7T—h 2EXROVY., 3AIRUST I
4FFRYFI—=)b bAZFIOTUR, 6.4 FUIL, 7. TR Z)b. 84)L/WIL, 9.2 T709=)L, 10.TRTORA, 1.3V —)b,
120U VF 2 WXF )b, 1S TPP

# 1. Agilent Bond Elut QuEChERS Z{ERALIHMBEHRRNOEROEREL BRI

10 ng/g 740 QC 50 ng/g ;7300 QC 200 ng/g 340 QC
HRILEY EYES RSD (n=6) [ETES RSD (n=6) EYES RSD (n=6)
7EII—h~ 80.5 % 5.4 % 91.7% 29% 88.9 % 8.2 %
EXNOYY 431 % 3.0% 422 % 3.4 % 43.4 % 9.8%
V)1V 2N 114.6 % 11.6 % 97.6 % 20% 105.0 % 6.2%
FPNRUEF—)U 98.1 % 6.9 % 90.4 % 24% 81.7% 58 %
A=FoOTUR 104.3 % 1.7% 108.6 % 25% 93.9% 79 %
A<TUL 975 % 44 % 87.8% 56 % 92.4% 46 %
JORAFIL 98.1% 24% 1102 % 1.7% 107.8 % 39%
allAG)IY 89.7 % 1.4% 104.9 % 3.3% 108.1 % 52%
>7OY=)b 84.9 % 21% 925% 37 % 93.9% 55%
ThZORA 103.4 % 31 % 11.2% 32% 104.9 % 5.7%
~NdFV—=)b 108.7 % 29% 94.3% 45% 89.8 % 33%
TUVFVLAFIV 105.7 % 12.4% 96.4 % 25% 99.2 % 55%

COFPTITr— 3V CERUEER

Agilent Bond Elut QUECHhERS EN #iHFwi~. SRmEsS 5982-5650

Agilent Bond Elut QuEChERS AOAC 3 SPE ¥v b, BRZEZSCRUB IVUHRA. 50mES 5982-5356
Agilent Poroshell 120 EC-C18 735 s, 2.1 x 100 mm. 2.7 ym. ERGR&E= 695775-902

D7 TV —3> /—hDREM7ZECE(CIEDICE. www.agilent.com/chem/jp T
5990-6400JAJP Z1RZRL CTLIEE W,
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Agilent Poroshell 120 LC /3= LZ2{E LTz Agilent 1290 Infinity LC &.
> 7 )URTALIERA® Agilent Bond Elut QUECHhERS [CKDITEHD
TILEVDAIRE (XEigES 5990-6589EN)

[FUsIC

CDF7TIT—23>2CIE. QUEChERS EN B2 7)LRTALIET
TJO—FZEALT. ITECEFNSD 13 BEDNLEVZ
MBI BDIECDODVTCEHRRALET . TEICEZFENSRILEY
DAIEAVWRIZ, Agilent Poroshell 120 EC-C18 5 A%ZfERAL
7z Agilent 1290 Infinity LC TRIFELEUIZ. XV wRDEIUEEL
916 ~1072% C9,

aR R

QuEChERS &

NEIFARXUET VTV 6 g ZEHEBU (+/-0.05 g). 50 mLE=DEICAND

30 MRHRODBEL C. T2 TILEF1—TDRICEL,
B QC R/ A Z7ER7E AN

FrvIZLTH YT )V 30 BEMRILT YT AU, b mL DKZ7N

FrvT7ZUT 10 BRERILT VI AU, 10 mL D ACN Z&F 12— (SR

HPLC {4
P51 Agilent Poroshell 120 EC-C18, 3.0 x 100 mm, FrvIZL. 0 WEHRES
2.7 ym (EBRES 695975-302)
B2 Agilent 1290 Infinity LC. DAD #&Hi 287 (/A Bond Elut EN i) ol — 70
e 0.8 mL/min
NILRE : 30°C
AAE 10 pL Frv Tz, 1 DEE<IRED
RERE : 230 nm
TEE - K- PERZNILISIT U . ] - .
HSIT U BRI %K % PERZRUL S S SO e,
0 80 20
5 50 50
8 10 90 ACN [B(_E33 6 mL 7% Bond Elut & SPE 16 mL F1— T
FrvIZL. 1 DERILTYIR
4°C. 13,000 rpm T 5 HRE DB
\ R 4 mL ZBIDF1—TJTHBL. 36 C DERT R CHIE

32

2mL D 1: 4 ACN/H,0 (CFEEARR

|
\ RILTwo 2., 10 HEHBERILIEL. 0.2 ym D

FE )V O—RAREY T/)L5 T8

AN

AU I EA -~ TS5I\A 7 )UICHET .
FvTI7%ZU. RILTWvIALT HPLC THHT

1. LE(CZEFENBMTILE/D QUEChERS EN FIIE




FaR

mAU
25+
mEFHEEY

TSUIT 0.5 ppm AN FEEETHEEY

il A LJL,JUMM J ol ]
ol AA_._A__.ULMM“&L_AHW_

T T T )
0 2 4 6 8 min

2. ISVo9VT)bE 05 ppm RNULIE T S50 TILDIORNI S A

R1. IEREINDHRILVEYOAREAICHFEL QUEChERS XV RO EIIRE L HIRME

WRILEY BEIUYZE (%) % RSD (n=6)
TIZNUA—)b 05 107.2 35
10 98.2 0.98
TJURZVY 05 97.6 2.3
10 101.7 0.58
FFEUAGIY 05 101.8 0.96
10 96.1 12
RILT /> 05 98.9 15
10 96.2 1.8
EROJLFVY 05 103.5 15
10 92.3 0.23
BB D )UROILFYV 05 104.3 19
10 918 0.17
XGIIT IV 05 100.0 1.4
10 95.6 0.25
TIANSIA—I 05 99.4 13
10 97.8 0.54
FANZFOV 05 98.0 0.85
10 98.2 0.15
XF)VFANRTOY 05 97.1 0.99
10 92.1 063
TZOv 05 103.4 12
10 925 0.68
IIF)VRAFILRZNO—)b 05 100.9 19
10 97.3 0.79
AFt2NO—) 05 98.5 16
10 916 0.81

CDOF7 TUT—2 3V CTERUCETR

Agilent Bond Elut QuEChERS EN HiH ¥+ w s, EBmES 5982-5650

Agilent Bond Elut QuEChERS AOAC 538 SPE Fwh. PITROFSEEEEMIA. 15 mL. HRES 5982-4956
Agilent Poroshell 120 EC-C18 735 s, 3.0 x 100 mm. 2.7 pm. ZBGRES 695975-302

D7 TV —3> /—bDREM7ZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-6589EN Z1E=RUL CLEE LY,
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Bond Elut QUEChERS 4 vi~&

Agilent J&W HP-bms D)L A F-—h GC 5 72U EKFD
R EEDDNT (EiE= 5990-8108JAJP)

[FUsIC

COF T —3>27Tld. QUEChERS EN > )URITALIE 7
O—FZFEALUT. KICEFND. GC CTAETREHFIFEE
BOSAD 5] BEDKBEEZmEL. VU—27vTdd
FECDWCERBBUE T, 7ILV/NTIE. 962 FEFEDEE,
KREY. BLOERDULRDEH<EYEZZE 6GC BXU
GC/MS RIL F— &R — X (BRES 6167204 #RFLEL
foo SEERIF. 5975C ANEME MSD & Agilent 7683 A —~H>
= (ALS) Zfiig A 1= Agilent 7890 GC T1TWL\EUTz, 1E&MID
B Agilent J&W HP-5ms DJUNS A F—k GC AT LTITVE
Ufco [FEAEDLIUREE 80 ~ 110 % TUIC,

aR R

GC {4
VAN Agilent J&W HP-bms 7))L A F—h.
30 m X 0.25 mm. 0.25 pm
(EBERES 19091S-433U1)
EALRE 250 °C
FrUT7 IR NUDL EEE—R
UTF>2ay54 L0vF27 - 20)LEUIRAXAF L7 16.696 cOwvy
EAE—R: RTUYRLR, 0.75 53°C)C—E 50 mU/min
AAE 1L
F—=2: 70 °C (2 53f&). 25 °C/min T 70 ~ 150 °C
(0 53). 3°C/min T 150 ~ 200 °C. 8 °C/min T
200~ 280 °C (10 5378). KRS 320 °C (5 5}
MS ki
BIEGFEREE 45
MSSBE : 230 °C (A ~/I8). 150 °C ([UEEFR)
NSVRTFP—24A42 280 °C
MS S4J35U: Agilent RTL BBEES1 TS (G1672AA)
BKU NISTO8 BENHT S+ TSU
MS : El. SIM/AF+>/
AFvE—N: BEE&H (50 ~ 550 amu)

34

QuEChERS @

M UIEK b g ZEHEU. 50 mLEDEICAN. b mL DKZEZN

IS ARZZRNL. HEITHUT GC R A TBRZMA T 1 DRERILTVIX

10 mL @ ACN &MU, 1 BRIV v IR

Bond Elut EN QuEChERS $hH1&) N — D72 750

FrvI7%ZL. 1 DEER<IRED

4,000 rpm C b S ERRODBE

ACN B _L&d» 6 mL % Bond Elut EN 238§ SPE 16 mL Fa—2(CH#E T

1 HRRILT Yo AU, 4,000 pm T b D= BE

IR 0.5 mL ZH > T)VIA 7 )UICHES

GC/MS TH T )L7ZEDHT

1. KICEFENDEZED Agilent Bond Elut QUEChERS EN HHFIIB




fasR

VAo S
380,000 3
340,000 §
300,000 §
260,000
220,000
180,000
140,000

100,000

60,000

20,000

47

53

54

B 5.00

1. AZ=ZRRA
2.920)UIRA

3 AANT—H

4. E/2ONRX

5. BHC o 1A

6. A\FoOOXT TV
7. IARP—h

8.BHC B =%
9.UVTY

N, JTFUh-d10*
129479/

10.00

10. X700

15.00

13.BHC & R4

14. 70/

18 XFIVINSTFZY
16. Z0)LEUIRZAAT )L
17.E>o0V0Y
18.\T75o0)L

19. X55+)b

20. Jx=hOFFY
21 EUSIRAXFIL
22. 7LD
BXIZFFY

0. TIVFFY

20.00 25.00

25.20)LEURA
26, )\SFF>

27. KU IR
28. NTJ5o0)b-exo- TiRFIR
29. XUIAXF
30. AV ITVIRA
31 FF )RR

32. NUPIX/—)b
B AFIFAY

34. J5o0—)b

36. 7))L
36./VTOF AT

30.00 35.00

37.p,p'-DDE
38.=o0J5Z)L
39. TRUY

40. p,p'-DDD
41.0,p-DDT
R.IFFY
43.p,p'-DDT

4 N)TTZ)UIRATT—R
45. 47OV

46. TRAX WS
4.7 NIY

48. 7> 70O)\NJY

9. FhSUIRY

50. 7RO

51. S LAFV)\OJ>
52. NJLARUZ/ |

53. NJLARUI

54 IRJLARNIZ/ |
55. 7x)\LL—h
56. NJLARNUZ/ I
57. FILF AN

* BB

2. 200 ng/mL TRICEFNBDEEDN—5 LA F IO S A (TIC)

CO7IUT— 3 CERUCER

Agilent Bond Elut QUEChERS EN i+ v, B3EES 5982-5650

Agilent Bond Elut QUEChERS AOAC 58] SPE b, EBmES 5982-5156
Agilent J&W HP-5ms DILNS A F—bAS L. 30 mx 0.25 mm. 0.25 ym. ER@EES 19091S-433U!

D7 TV —3> /—bDREMZECE(CIEDICE. www.agilent.com/chem/jp T

5990-8108JAJP 7Z1RZRL CTLIEE LY,

35




AOAC XYV wis

Agilent Bond Elut QUEChERS AOAC #v 72Uz LC/MS/MS 4R C K2
> R BBERERD DT (XatEE= 5990-3937EN)

[FUsIC

COFTUT—v3V/—h Tl BRHFCZERR
(AOAC) nTAV W 2007.01 TESDSHZ QUEChERS BT )L
R F JO—FERUT. UYIICSENS 16 BEDE
BEEEMNSIOBET ST AEBNLTET,

K7 TVT—237 /—RTROSNIZ b ng/g EWVWVDUY IR
EOESE TR (L0Q) [F. FRATXEERFUE (MRL) ZRET
B CTWVET, BIURSEERDFINES. 10, 50. 200 ng/g TLIZ,
FHEEINERE 76 ~ 117 % (F19 95.4 %) T. RSD (& 156 % %=
NEIOEUE (F15 4.3 %)o

36



HPLC {4
NI LA

D=
NOLRE
EANE
TEDE :

TRk
ISIT U

RANS

MS {4
RIF4TE—R
HORE
HARE
XITSA4Y
FreESU:

BEUAOILIA L

Agilent ZORBAX V)L hz—/\T SR

Eclipse Plus 7T=)LAF)U LC AT A

3.0x 150 mm, 3.5 ym
(BBGREES 959963-312)

0.3 &/zl& 0.5 mL/min
30°C
10 pL

A5 mM NH,0Ac. pH 5.0,
20 : 80 MeOH/H,0 &
B : 5 mM NH,0Ac. pH 5.0, ACN

1:1:1:1 ACN/MeQH/IPA/H,0 (0.2 % &)

B (99) % B SR& (mL/min)
0 20 0.3
05 20 0.3
8.0 100 0.3
10.0 100 0.3
10.01 20 0.5
12.0 100 0.5
13.0 ®T

45

1745

350°C

10 L/min

40 psi

4,000V

QuEChERS &

MEIFAAUeT > T)L 15 g ZIEHEICETEU (£0.05 g).
50 mLEDEICAND

100 uL @ IS B&R7Z T > T)UISHIIL. 1 ERILT VIR

15mL D 1 % BEEE ACN AR ZAiNU.
1 DER<IRES

Bond Elut AOAC #iitt/ S —I72 L. FvvTZ2LTh'S
1 DEF CEIRES

4,000 rpm T b BRI EE

ACN B(D_EE3H 1 mL % Bond Elut AOAC 388 SPE 2 mL Fa—(Z. FfelE
8mL 7 Bond Elut AOAC 938X SPE 15 mL Fa—JICET

1 PERILT VI AL, DR

IR 200 pL 24— T S) A 7 )UITHE L.
WE(RUTEYIIEAER 800 L THIR

B>7)L% LC/MS/MS TH#

COrTUT— 3 CERUE
Agilent Bond Elut QUEChERS /\'v 778D AOAC Hi+v b, EBmES 5982-5755
Agilent Bond Elut QUEChERS AOAC 538 SPE v, —RRFITERMS KUEFRH.

2mL, BBEREES 5982-5022 FKTclk 16 mL. BBGEES 5982-5058

1. UVOICEZFNDEZED QUEChERS AOAC U J)LRINIEFIE

Agilent ZORBAX Y ILAYRE—INTS X Eclipse Plus ZT=IUAF VIV LC AS L.
3.0x 150 mm, 3.5 ym. BPEREES 959963-312




FaR

1+ MRM (192.10001 > 160.00000) low QC -1.d {1, )3 8 314 4
0.95
0.9
0.85
0.8
0.75
0.7 4
0.65
0.6
0.55
0.5
0.45
0.4+ 1
0.35
0.3+ 6

0.25 +
0.2 13

0.15 - 15
0.1 3 9 12
! 14
0.05 5 7 16
0 -
T T T T T T T T T T T T T T T

T T T T T T T T T 1
05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 115 12 125 13
NI b vs. BIDAHER (53)

2. 10 ng/g AINUY TR DIONNI S Lo E—TFES I XIZNRRA, 27ETT—h 3EXROVY AAIANVT VL b AZFTOTUR,
6.7 7\ FV—)b. 1.970)UIRA 8. TORT A 9.F 4 TPR—bAF )L 10.4)L\U)b. 1T IRTORA 12033V —)b 132709 =)L,
14.25007)L7 ZR 8.0V FD LXF)L 168U TV =<

120 4
O1mL EgmL
100 ~
80
S
w60
=
@
40
20
0 H
X + 2 4 L = X 2 = 2 X =2 = L =2 *“
B ] P N = i S I " ) = I 1 U ) |
Z H o 2 n @ = X » 4 u] R n R % R
I N - D u] 2 o E + =) ) N O 2 4 2
) » X < o D N u] ) R + 0 N N A IN
= Y 4 3 b < n N % H D A [m] i 7
-~ R u N B % N X z
] x L} n n A
H N = o
IS h 1
® N
[ u]
n
A

3. 1 mL 238 SPE & 8 mL 2384 SPE DIERDLEER

D7 TVT—3> /—hDREM7ZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-3937EN Z1E=RU CLIEE LY,
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Agilent Bond Elut QuEChERS AOAC v hZ{EAHUC GC/MS [CKD
U R EBEEDHT (EES 5990-4068JAJP)

=487.] tw

CDF7TUT—23>Cld. QuEChERS T J)LRTALIET
O—F7ZFALT. UVICEFENSD. GC THMOTREFS SR
SFTIEITAD T BRDEKRBREZ ML, JU—27yT
FHIPEICDOVCERRLE T, UV IMERICESFNHEN
DEREODFICIE. FERAFIVEZSIUVT (SIM) E—RD
HROOINI ST« JEENHTE (GC/MS) ZERLEL,

iaRsRF

GC {¥

VAN Agilent J&W HP-5ms )L A F—H.
30 mx0.25 mm, 0.25 ym
(BREEE= 190918-433U1)

F—hI>2TS: Agilent 7683 A —h1 > TS

EAO: ATUWRLR

FrUTHR: ANUDA EE

UF>2av54 L0vF>7 - J0)LEURAXF )U7Z 16596 S (COvy
(BEEHT LNYREST = 22.0 psi)

FT—TVBE 70 °C (2 53&). 25 °C/min T 70~ 150 °C (0 53f&).

JOJS 3 °C/min "C 150 ~ 200 °C (0 53f&). 8 °C/min T
200 ~ 280 °C (11.5 /&)

AAE 1.0 uL

MS S{¥

Fa—Z0T7A): Atune.u

TR SIM (BREDFHMIF 7 TUT—23> /—hD
x27=8WR)

AZ R, TSR,

NOVRTF7—SAVRE - Z1NZ1 230 °C. 150 °C. 280 °C

TRIRATBIEE 3D

RIVFTSAVERE: F—hFa—2EBE

J— N ~ = — &1
CDO7PTUT— 3> TERUCRE

QuEChERS F|[&

MU > )L 16 g ZEH2U(£0.1 g). 50 mL DEDEICAND

100 pL DPIERIREE (TPP) FARZZA L. HEITIHUT
QC R/ \A TERIEMNA N FERILT VIR

1% D HAc ZZ D0 16 mL (D ACN 7Z75 /N

Bond Elut QUEChERS AOAC #fi1R/ \wor — 2723780

Frv Iz 1 DER<IRES

4000 rpm T b =D B

ACN D _EEJ+ 1 mL 7 Bond Elut AOAC 538§ SPE 2 mL Fa—TJIC,
&/l 8ml % Bond Elut AOAC 5384 SPE 15 mL F2—JIC#& T

1 EMILTYI AL, 2 ml Fa—TDHE(E 13,000 rpm T 2 2E.
16 mL Fa2—JDIEE(E 4,000 rpm T 5 DR BE

R 500 pL Z4 —hF >V TS\ A7 )UICE T

GC/MS TH#T

B 1.

U DCZFNDFEREED Agilent Bond Elut QUEChERS AOAC I FIIB

Agilent Bond Elut QUEChERS /\v 778D AOAC i+ b, EB@mES 5982-5755

Agilent Bond Elut QuEChERS AOAC 438 SPE v b, —iRRIIERY B S UEFRA.
2 mL, BRERES 5982-5022 &KTzl& 16 mL. ERGmE= 5982-5058

Agilent J&W HP-5ms DILS4F—bk GC A5 L, 30 mx 0.25 mm, 0.25 ym. EB@EES 19091S-433Ul

39




lln%

2000
1800
1600
1400
1200
1000 1S

VAP Y

800
600
400
200

L L B L B L B A B B
5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00
B5R (93)
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B 2. UYIMEARD GC/MS 2OXNI Sl (A) UV IHERDT S22, (B) 50 ng/g ANV TR, E—0&S 1.900JURA, 2.0-71=)L71./—
b 3547V /> 4o0050=)b, 6.AL\UIL. 6.9007)L7 =R, 1.9000XV T/, 874V, 9.a-20)LF 2 10.TVRAILT 7,
1M.79¢JURUZ/ 12DDE. 13 TF A4 BRI VRV T 72 15 TVRU T R 16 UANI 1T.9R A, 1S UZBENUT T =)L (TPP)

120 - O1mL m8mL
100 +
80
S
W 60 —
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40 +
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0
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n =2 KoY [u] [m] D) N iz ik £’ A <
1 o Q < o N B B
H N n o H H H
n N o i
S n b =
iy n
AY
kS

3. Agilent Bond Elut 2381 SPE (D 2 mL & 16 mL DFwhEBRAUC. U TIVHIHED 1 mL & 8 mL DIFEDEN/CEIUNEREAEE

D7 TV —3> /—bDREM7ZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-4068JAJP Z1RZRL CTLIEE W,
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Agilent Bond Elut QUEChERS AOAC FviZ{ERUE GC/MS [CLD
MO VEROKRBEREDNT (CBES 5990-4305JAJP)

[FU&HIC QuEChERS FIE

COPTUT—=/32/Cld, QUECERS ADAC T~/ ) LRIAE ‘ HOLEY YT 16 g ZEHEL (0.1 gl 50 mL EDEICANS

TJO—F7ZERALC. hROLVEICZFENSD. 6C CRIERRE

BEESFTLEISAD 18 BRDEERE =ML, JU—>

: A . 100 oL D 18 BKU' AC R/ A TiER %z (RBICINUT) AL,
YT FBDIEICDVCEHBELE T OB SPE [CEENSY

1 DERILT VIR

SIPANI—IR2T 5w (GCB) [CRD. FEHEEZRFDE

EHBLLKDNDOBEICHL T SfzsIc. MLIZRINU
TAABIERR AV YN ERUE UTe, ThOL VEHERICEEN

16 mL D 1 % HAc ACN BRE KXV
Bond Elut QUEChERS AOAC fitH=Fv <778l

BDENDEEDAICIE ERAAVEZYUVT (SIM) E—

ROHRIONNI ST« IBEDITE (GC/MS) ZEMRL. El
INESIOBIRMECEIL T, COXVYNZEIRFELE U,

FrvIZUT 1 pEFCi<IRES L. 4000 rpm T
b DEPE DD BE

FUIFILDX IR EIERR XV W

ACN 58 1 mL A48 SPE F-wis
D 2mL Fa—JITHET

ACN 458 1 mL &8 SPE i
D2mLFa—JTET

ARt

F—TVRETOTS

AT

AZ VIR, MEE.,
NSURT7F—SAVRE
S Salis]E
NIVFITSAVEE

FvESU-TJ0--77/09—:

70°C (1 22f8). 50 °C/min "C 70 ~ 150 °C (0 73f&).

6 °C/min "C 150 ~ 200 °C (0 23f&). 16 °C/min T
200 ~ 280 °C (6 9375

3D

J\—FE Ultimate 124>/

(BBGRESS G3186B) — DTN S LELFADD
NN I7ZwallfER

Z1Z 1. 230 °C. 150 °C. 280 °C
2.30 73
F—hFa—VERE

M

GC R{4
VAN Agilent J&W HP-5ms )L A F—H.
15mx 0.25 mm, 0.25 um ‘ 325 uL DRV AT
(BBEREE= 19091S-431U1)
EAD: 2TUYLR 30 BRIRILF o2 | | 30 BRIRILF o2
FEAOSAF: NUwOZST)T—)  REHEIIREH
(BBREES 5188-5398)
FrU7HR: B isIN 13,000 rpm T 2 D REERED B 13,000 rpm T 2 S BEED) B
SEAOES DATES 19.6 psi (EEE—R).
JI\woTZwa85 1.0 psi ACN D LB 825, %
= /=
EALRE 250 °C BIDF1—T(CHT
PN 1.0 L
ATIYIRUMD)—V5RE : 0.75 93T 30 mL/min 30°CD N, A

600 L D 0.1 % FE ACN BRI
R

RILT YO AL, BERILIE

Aux EPC IR JC—IRIE Ultimate 1= A VICERRE SN BYEEZEBL. BEYEEZERBL.
ANUD L GC/MS TH#r GC/MS TH#t
Aux EPC 77 : DHTEEF 4.0 psiv /o TS a5 80.0 psi
BV i} = Ny AN
jEE SEAOE ) — Ut Ultimate 1=4~ O/ 1. /T\'jl/\\/ﬁtf/z)b@ QuEChERS AO‘AC HMEFIE (AU F)LD5EL SPE
17 O 3 BROEIEMSEE SPE. 2 mL P4 X)
(BBGREES (631868
URNJOE 65 cm x 0.15 mm. 0.15 ym DB-5ms
DILNSAF—h
b3 ol JX—I4F2E Ultimate 1=A>/ & MSD (DR
MS S{¥
Fa—Z0T74) Atune.u
Tk SIM
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L J«l sl L ™
0 =t e T~ 0 T U — —T —r
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
B

B2 FUIFILDHREL SPE XV YR (A) BROEIEMRZIEL SPEXV YR (B) [CKDIIEUIE 50 ng/g HMIULIERDOLYES Y TIVHHRD GC/MS JOXNI S e E=UFES ¢
1.9200)LIRRA, 2071 Z)b 72/ —=)b. BUYTFU AFAF7Y /Y, 62004500, 6.70JVEURIAAF IV, 7.9200RYY T/ 820)LEURZ,
INTZIOLTIRFIR 10.74)UXwh, 11.a-20JL7>, 12DDE. 13.g-20)L7 >V 1457 4)URUY 18 TFF >, 16FBEIVRRILT7> 17R)LXRNIY, 18.IRIR A,
IS : PIBBARAE, TPP,

COFP T Ir— a3 TERUCER
Agilent Bond Elut QuEChERS INwI78&%bD AOAC i F v, EHmETES 5982-5755

Agilent Bond Elut QuEChERS AOAC 938 SPE ¥v b, BRZESTCRRS JUEHRA.
2ml. B@RES 5982-5222 F/z(F 15 mL. ZBEREFES 5982-5258

Agilent J&W HP-5ms DILNS A F—b GC A5 L. 15 mx0.25 mm, 0.25 ym. EBE@EES 19091S-431UI



R 1. AOAC 781 SPE ZERULILKILVEDZ . 1 mL DYV TIVEE 2 mL DF 1—TZERALILEED

LC/MS/MS DFER
fEL) QC JREE (10 ng/g) R D QC JREE (50 ng/g) =) QC R (200 ng/g)
e RSD EIYES RSD EINES RSD
Jo0O)LIRR 94.0 3.0 91.7 105 80.9 4.6
o-JxZ)LTT/—=Ib 95.0 22 92.0 79 78.7 38
sy 83.7 3.1 93.9 122 91.8 3.3
ATV 97.3 43 95.6 9.9 91.8 3.3
Jo0v0=-)L* 47.5 6.8 44.9 6.6 49.4 4.3
I0LEUTFAXFIL 74.1 46 .7 4.5 72.2 5.8
JooaNyyIT /o 975 76 66.8 39 68.8 6.8
20JLEURAZ 88.3 3.0 79.6 35 71.0 35
ATFo00TRFIR 749 19 81.6 1.7 78.2 39
Y] %N ol NA NA 98.8 6.0 71.7 6.7
y-20ILFTY 106.0 49 112.2 33 93.6 5.3
DDE 80.3 22 86.8 9.6 75.4 35
a-20LTY 107.6 42 108.4 35 91.6 37
T4ILRUY 99.7 26 93.7 9.6 78.9 34
IF4Y 91.4 34 100.0 5.0 107.4 76
BTN RILT 7Y 93.7 48 97.3 8.8 89.8 4.3
NILARD 84.7 5.7 74.8 9.9 84.6 6.0
IRRA*" 98.4 5.5 84.2 9.5 81.2 3.2

"MEIEM) B SPE XV RDFER

D7 TV —3> /) —bDREM7ZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-4305JAJP ZRZRL CTLIEE W,
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Agilent Bond Elut QuEChERS AOAC vz LTz LC/MS/MS
RBCKDMOL 2V ERODFRBEEREDHNT (EES 5990-4248JAJP)

=487.] tw

CDFTUT—23Cld. QuEChERS AOAC tF >/ 7 )URTALIE
7IO-FZERALC, ROVYERDITESTEISAD
REEZERKRTD 13 BEDZEREMEL. JU—27vT
FBDIEICDWVNCEBBLE T, DB SPE (CEFENDT ST 7
ARH—INTTSwT (GCB) [CKD. FHBEZFH DRENE
USEDNBDBEICHIN T DHIesIC. MUIV7ZRIMUIIE
ERAVYREERUERUIC, ZUIFTILDEL SPE XV Wi
CAEIERRSIEL SPE XV YNEHAEDE T, "RIEEHW TN
TORINEEBRMDOXV YNEARIELE U,

aR R

HPLC %{t
VAN Agilent ZORBAX V)L X tz—) TS X Eclipse
Plus 7T ZIUANFUILAS A
3.0 x 150 mm, 3.5 pm
(BREAEE= 959963-312)
RE 0.3 &7z(3 0.5 mL/min
NoOLRE 30°C
EAE: 10 L
TREHE A5 mM NH,0Ac. pH 5.0, 20: 80
MeOH/H,0 51
B :5 mM NH,0Ac. pH 5.0, ACN
Z—RIL%E 1:1:1:1 ACN/MeOH/r ¥ Z0OE)L 77 )LI—)L
(IPAV/H,0. 0.2 % FBESEH
ISIT U IR () %B JRE (mL/min)
0 20 0.3
0.5 20 0.3
8.0 100 0.3
10.0 100 0.3
10.01 20 05
13.0 ®T
MANT Y 45y
BETAIILEA L 1745
MS S&i%
RIFLTE—R
HRE 350 °C
HRE 10 L/min
i 40 psi
FreESU 4,000V

44

QuEChERS @

‘ ROLVEY )L 16 g ZEHEL (201 g). 50 mLEDEICANS

100 ul D IS BKRU QC R/ A /@R %Z (MEIHUT) L.
1 RERILTYIX

15mL D 1 % HAc ACN J&&d3 U Bond Elut QUEChERS AOAC #litH=+ 72780

FrvIZUT 1 HEF CE<IRESL, 4000 rpm T
5 DB

FUIF)ILDAV R {EIERRXV YR

ACN 338 1 mL Z538L SPE FwhD
2mL Fa—JICET

ACN #hiH3% 1 mL &5 8K SPE FwhD
2mL Fa—JICET

\ 325 ul DL &R

30 BRERILTYIX 30 BERILT YO

13,000 rpm T 2 HRBRDODBE 13,000 rpm T 2 BRI B

ACN B _LEd» 825uL %2
BDF1—TCET

30°C D N, R CFI%R

600 L D 0.1 % FE ACN JAR&(C
B

TILTYIAL, BERLE

BYEEZEL.
LC/MS/MS &Kfzld GC/MS THH

EYEEZER L.
LC/MS/MS & GC/MS TH

1. IROUZVEY )LD QuEChERS AOAC IR

(AUDF)LD7EL SPE BROIEIEMZEL SPE. 2 mL T X)
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=
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2. FUIF)LD5EL SPE (A) BROMEIERRZEL SPE (B) [CRDAIBUT 50 ng/g AIUISIRDLVES Y T VIR D LC/MS/MS 20X RIS L,
E—OBS IATZNRA 27E8T71—h 3EXNOVY ANV I I bAZHFIOTUR, 6.F 7RV EV—)b 1.70RTZ)b, 8.4)LI\UIL.
9.TNTORZN0AXTUIL, NARYTOFYV—)b, 122TOV )0 N3 IUVFDLAF)b, IS : NBHREE, TPP.

D7 TUTr— a3V CERUCES
Agilent Bond Elut QUEChERS /\'v 778D AOAC Hi+v b, EBmES 5982-5755

Agilent Bond Elut QUEChERS AOAC %38] SPE ¥vb. BFRESCRUB LUEHERA.
2ml, BRERES 5982-5222 &TalE 15 mL, ERARES 5982-5258

Agilent ZORBAX Y ILAYRME—INTS X Eclipse Plus ZT=IUAF VIV LC AS L.
3.0x 150 mm, 3.5 ym. BPHREES 959963-312

45



120 —
O1mL m8mL

100 +
80

60 -

EURE (%)

40 |

20

X a N 4 L 2 2 2 X 2 2 2 2

= | ) ) o i + =) = o | 1] 'S

‘Z H m] ™ N N X = o kS N n ®

& 5 x 2 & X §F 7 2 L K 858 3
2 ke % n n »

x ~ hY) - ™ < n H N N H

N 1t ~ % ~

e h iy

ASY

3. 1 mL 2388 SPE & 8 mL 9387 SPE DEIUNEHKUHEE

D7 TVT—3> /) —bDREMZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-4248JAJP ZZ1RZRL CTLIEE W,
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T=>5T7A NS
@ b (&S 5990-4247JAJP)

[FUsIC

K7TUT—23>0 /=Tl BRDDOIRYE RUEFSE
FAD Agilent Bond Elut QUEChERS AOAC FFwiNZFERLT. R
L VEBROEES DD EEHEML (SPE) DFIETM LIV
AT OIGEDREICDWVWTHRRULE T . {E1ERM AOAC

XVYRZEFERT E. 8 BEADEREDEINEF 50 ~ 100 %
[C. RSD & 10 % FmlceNZNAEL @ LLE U, GC/MS
BRULC/MS/MS ZfERTDCET. TOXVYRIE, BFRE
BEXOBVERRICZENDHITHEHEEREDIH UL
TOTCRZRHELET,

QuEChERS ¥F[&@

/D BEFNRED ACN HHHR

FUIFILDX IR EERRXV YR

ACN HH& 1 mL 25384 SPE Fvhd
2ml Fa—JICBT

ACN R 1 mL 72388 SPE D
2mL Fa—JICHEY

[ asworvzvEEm |

30 BREIRILT VIR \ ‘ 30 BERILT VIR \

13,000 rpm C 2 RO B 13,000 rpm T 2 BRI B

ACN B(D_LEd» 825 pL ZHID
Fa—JICBT

30 °CD N, T CFzIE

600 L D 0.1 % FE ACN JARIC
B

MILTYI AL, BERILE

BUFEZBL.
LC/MS/MS Efzld GC/MS TH#fT

BUEEZBL.
LC/MS/MS Tzl GC/MS TH#fT

1. ZUIFIDAVYE (NVIVIEL) BROEERXV YR (NLVIVE&H0D) D7) SPE
Flig

47

HPLC &%
NS

==
JILEE .

jjjA/lmeF
AEAE
BEE :

e DV F

TSITUN:

RANS>

BETATILEA L

GC R4
VA VNE

p=INE
AAOSAF

FrUT7HR:
FEANOEST

FAANDEE
N

ATUYMUINDN=IRE
F—TVRETOTS

AT

FoE'5U- IO 75./09—

Aux EPC H R :

Aux EPC 77 :
BHEB

YRR

b3 ol

—N>/72Z 0 Agilent Bond Elut QUEChERS AOAC Fwi~
SFOMNVIVZRWCROU VEROFERGEZRH DR

FEOINERD

aR R

Agilent ZORBAX VLRV E—/\T SR
Eclipse Plus 7T ZJUNFVILAS A
3.0 x 150 mm. 3.5 um (BREAEES 959963-312)

0.3 &/zl& 0.5 mL/min
30°C
10 pL

A5 mM EFEE 7> EZ DI/, pH5.0
20 : 80 MeQH/H,0 th
B:5mM EERE7>EZD/\. pH5.0. ACN

1:1:1:1 ACN/MeOH/IPA/H,0. 0.2 %

FHEZ0

IS (99) % B RE (mL/min)
0 20 0.3

05 20 0.3

8.0 100 0.3

10.0 100 0.3

10.01 20 0.5

13.0 ®wr

45y

17 93

Agilent J&W HP-5ms 7)UNZ A F—H GC.
15 mx 0.25 mm, 0.25 pm
(BBE@EES 19091S-431U1)

RATUYRUR

ANUYO S TILT—)\ REHEIREH
(EPEREES 5188-5398)

ANUD L

DB 19.6 psi (EEE—NR).

JI\wo 2w ak5 1.0 psi

250°C

1.0 pL

0.75 23°C 30 mL/min

70 °C (1 53F&). 50 °C/min T 70 ~ 150 °C

(0 53/&). 6 °C/min T 150 ~ 200 °C (0 ).
16 °C/min T 200 ~ 280 °C (6 57&)

35

JS—IHFE Ulimate 1=F > (BPRES
G3186B) — DHTHS AEFAOD

I\ TZvalciER

JX—IfHE Ultimate 1 =4 [CEEESN
ANUD L

DHTEEF 4.0 psi. /o TS5 A% 80.0 psi

JEAOE JS—IfFE Ultimate 1A >/DE
(BBGREES (G3186B)

65 cm x 0.15 mm. 0.15 ym DB-bms
D)L AF—b

J{—I4F2E Ultimate 1=A>/ & MSD (DR




lln%

120 —
-

100 =T
ﬁé O 1mL. RLIVEHED
(I\ O 1mL. MLIVIEL
g [ 8mL. MLIVEHD
2 o0 @ 8mL. MLIVIEL
H -
E L
Q T
| a5
BV
S T
EN S
& 60
&
+<
R
X
h)
2
NPT
e
I
&
=
=
R

20 |

0

HILRVE Y L ExhOvy FFRUHI—) ¥7OvzL

2. {EIERRXVYR (NVIVED) BROFUIFILDAV YR (NUVIVIEL) DEBED 1 mL K08 mL D7 EL SPE DFERDLLE

CO7P TITr— 3V CERUCRS
Agilent Bond Elut QUEChERS /\'v77&b AOAC i+ v b, EBmES 5982-5755

Agilent Bond Elut QuEChERS AOAC 38 SPE v b, BRZESCRUS JUHRA.
2mlL. BBRES 5982-5222 F/zlF 15 mL. EBRZES 5982-5258

Agilent J&W HP-5ms DIJLbS 4 F—bk GC AS L. 15 mx0.25 mm, 0.25 ym. EB@ES 19091S-431Ul

Agilent ZORBAX Y IURYME—INTS R Eclipse Plus ZTZILAF VIV LC AS L.
3.0x 150 mm, 3.5 pm. BPEEE= 959963-312

48




R1. MLIVEFIMUTAEERS B SPE YU—V 7 v I ZERLIEEDREDREANDTE

NRIEEY e RSD (n=6) EINES RSD (n=6) 25 BHh75A
VAV 389 14.6 98.5 25 mIT47 LC/MS/MS
FPRUFI—) 218 19.7 69.7 2.7 mIT47 LC/MS/MS
EXrOYY 21.6 21.2 65.2 3.7 IS LC/MS/MS
>7Ov=)b 29.6 234 63.1 3.2 RIT4T LC/MS/MS
o000 211 16.4 47.3 5.9 RIT4T GC/MS
IRIRA 30.1 24.0 87.9 6.1 RIT4T GC/MS
JoOoaNyy IV 53.7 4.5 71.7 6.1 mIT4T GC/MS
VIZaNs 62.0 14.6 88.2 6.3 mIT47 GC/MS
20U 88.8 6.0 20.4 89.8 FRCRATAT GC/MS
o-JTZ)LIT/—=)b 88.6 46 737 74 DFMNXATAT  GC/MS
FATI )Y 94.9 5.9 81.3 4.0 DIFDHRATAT  GC/MS
J0)LTY 103.9 4.5 101.3 45 FU GC/MS
NILARDZ 81.4 12 83.3 5.1 U GC/MS
FEIT—h 95.5 5.6 99.8 47 U LC/MS/MS
FIVIUJL 108.0 25 109.1 1.9 z\"] LC/MS/MS
TORZFIL 97.0 3.19 6.7 25 U LC/MS/MS

D7 TV —3> /) —bDREM7ZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-4247JAJP ZZ1RZRL CTLIEE W,
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Agilent 1290 Infinity LC SKU Agilent 6460 ~UZF)UPLEERR LC/MS 7
{EFRAUC UHPLC/MS/MS [CRDNE —T—RDEZEDAIE

(SCEREES 5990-5028EN)

[FUsIC

CDF7TUT—23>Cld. QuEChERS T 7)LRTALIEY T
O—F7ZEAUT. EC #3H) 396/2005 THEESNcRAZE
LD (MRL) (10 pg/kg. SRFTZIFER) KimDL )TN
E—T—RNCIEZFEND 40 BREOREZHMHL. JU—27y
TIBFEICDNTCERALE T UHPLC BXRUNIT)LIME
& MS ZERUENE—T YR IR ([CEZENDMER
HEDOEMBRIOEEDTZTRLELI,

BIRME. BERM. BROBREDEHRNOAVYREKROHE 4%
BEZEHmUE LT, &6l B8t SPE OU—277w T D
FE(CDWVTHIANEUC. #H TBRIF 500 ~ 10 ng/kg (ppt)
TUfce TNUE. BRMEEDHRTE LT 10 ug/kg (ppb) D MRL
ZEKIBICTESECTT,

assRt

RAYYRINS A= :
NoL: Agilent ZORBAX Eclipse Plus RRHD C18.
2.1 x 150 mm, 1.8 pm
BENME A:0.05% (wh) FEE7ZVEZDL+001%
(v/v) FEEACER
B: X5 /=)L
ME 0.5 mL/min
JSITUN B5E (99) % B
0~5 10 ~ 65
5~65 65 ~ 95
6.5~85b 95
85~10 10
BE 45°C
AAE 2ul. Z—NILiES7ZER
(FZv2ail—h 5 8. KX /=)L 1/1)
Eduul MS/MS
A4t TLoNORTU—, RITATA AL
Jet Stream I\SX—%
TR ZRE 250 °C
TIRTARE 10 L/min
X ITSATES: 30 psig
V—AANRE 340 °C
V—AATRE 11 L/min
FrESUSBE: 4500V
JX)VEEHE : 500 V
HbiAd
A F=vJ MRM : FPIVT =23y /) —hDxR 1 ZSR
T )L EMV 50
YAT)VEE 200 ms

50

QuEChERS &

B> 716 g ZFHEL. 50 mL mDOEICAISD

100 pL @ TPP &&= 7440

METINUTRINA a7z m

30 BRARILT WO X

15 mL D 1 % v/v BEEE 7 Zh =~ LA E Bond Elut AOAC
IS (BBERES 5982-5755) 77NN

Fa—JITF vy T2, 1 DEF CEIRED

4,000 rpm T 5 AR D EE

JUVITAIVE (NP HTAX 02 pm, BEEILO—X,
BREREES 5061-3366) T 1 mL DY T)L7Z5EL.
SPE IFU CEEDITI DH\ JU—27 v T 76

DD BEEUEHIER 8 mL % 15 mL D Bond Elut AOAC

D SPE Fa1—7 (ARRZZSOY Y TIVA. BimES 5982-5168) (TS

30 WEMILT VIR

13,000 rppm T 2 Sy BE

JUVITAIVE (IR FAX 0.2 um, BERILO—X,
BlaaEsS 5061-3366) T 1 mL Z25:8UL. 247

B

NE—=T—RICEFINDEZED Agilent Bond Elut QUEChERS AOAC hHFIE



sk

101~ *5.975 101
. 5|
5.1+ |
= IAITATT7AY
NI 3281 > 282.1 48
¥
X
A
®
=

*5.972

IAITA4T7AY
328.1>254.1

T \ \
58 59 6
B DAHEERE (5)

T T T
61 6.2 6.3
x103

Calibration R2 = 0.9998

S L ARV R

T \ \
57 58 59 6

\ T T T
6.1 6.2 6.3

DAHEE (43)

T T T T T T T

T T
3 4 5 6 7 8 9 10N
FREZ (ppb)

T
12 1

T T T

T T T
3 14 15 16 17 18 19 20 21

2.

LOD (0.5 ppb 1ZEEAR) (CHIFD 2 DDRSVIV3

51

YDA AV —ABRORE—=T—=RICEENDTIL7 Iy TDIRER




0,5

ATV b vs. MOAHERE (53)

3.1 ppb THEMUIENE—=T—RT 2 T)L 2 DHERD MRM (074274 T7A VERBIZI7ERTR). COY Y TIVTIFNEL SPE ZRITUCWVE B A ABBREDN ST aVIEmL
TLEEA.

CO7TUT— 3V CERUEER

Agilent Bond Elut QUEChERS /\v 778D AOAC Hi+v b, EBmES 5982-5755

Agilent Bond Elut AOAC 738 SPE Fa—7J. BRIAZSZGY VT IVA. BimES 5982-5158
Agilent ZORBAX Eclipse Plus RRHD C18 35 Ls. 2.1 x 150 mm. 1.8 pm. BP&@EES 959759-902

D7 TVT—3> /) —hDREMZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-5028EN 7Rz C<LfEE LY,
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Agilent Bond Elut QuUEChERS AOAC Fvhd& KU HPLC-FLD Z{ER LI
FSEIANFRDIREE AU P =DAIE (X EiEES 5990-5395EN)

[FU&HIC QuEChERS FIE

COrPITUT =237 Tld. QUEChERS T > Z7)URIILIE 7T REUF A ZUIIBHIE 2 g ZEHEL. 50 mUEDEICANS
O—F=FRUT. TIVAUVRAAZ/NCKDTIUHT LEER

{£#(C HPLC - FLD [CK D> TEEHAFRD ) Uik 77 = REY) 7%
REYDECONTHALEY . EUNE(E 76.8 ~ 952 % WO A0 mmT s W0 & D

N . A AR T T VIS Boa<IkED
Ttz HPLC - BYRL (FLD) X/wREBaL. 9 IBAED 2 A ATBRET > VTN ARERES

177 OV N e AT GAND V= D72 b AN U7 a8

8 mL DAKZZRMN 30 WER<IRES

PHTIE. IS FURY T 7Z KA Tz Agilent 1200 Infinity /U —
Xy Ay = 406 nm BEKU A, = 495 nm [CERTE SN oE AR

1182 (FLD) ZEALTITWVELIZ, {EE¥ DS Bl Agilent I mL@ B U e el bl s
Z0RBAX Eclipse Plus C18 5T A CTITWEUfce T—4 & HPLC
2D ChemStation VDT P (CRo>CUIBLFE U, Bond Elut QUEChERS AOAC 1) Cwsr — %75 M.

1 EHRESL. 4,000 rpm T 5 BRI BE

ﬁﬁ%‘# & d» 6 mL % Bond Elut QUEChERS 5384 SPE 16 mL F1—JIC# T,
1 DEHRES L. 4,000 rpm T 5 DEEDDEE

HPLC &{%
VAT Agilent ZORBAX Eclipse Plus C18. )
4575 mm. 35 o HH 4 ml ZF 21— T 35 °C D N, THAR
ME 1 mL/min
NTLRE 25°C 200 pL 7 600 pL D 0.05M NaOAc. pH 3.5 [CFEAfE. 200 uL D
EAE - Bl 0.02 % Z)IVAUVRAD=27255 Mo 1 DEHRED L. 60 DEA>FaX—h
TZENHA A:0.05 M BEEEE NI, pH 4.5
B - MeOH H2/7)U% HPLCFLD THH
ISITUN: B (9) % B
0 35 1. BICEFENDRILIR 7RO QUEChERS AOAC > ) LRTALIESFE
35 41
50 55
& Ex = 405 nm, Em = 495 nm
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fask

0.155

0.15 -

0.145 -

38 (LU)

0.14 -

v WWWWWWWWWMN

0.13 -

0.125 I I I I I I
0 5 10 15 20 25 30

B (93)

2. JSVODFBHAMEROIONN S A

0.2
0.19
0.18 4
017 4
0.16

LU

0.15 7
0.14 4
0.13 1

0.12

0.11 1 T T T T
0 5 10 15 20 25 30 35 40 45 50

5 ()

3. 50 ng/g LNV CRINUEIBBPHRERDION NI S0 VRV T 7I 7 I 2 AT PF 7= BRI ITFZEVI Y (IS), 4 RV T7ASI 2,
BRIVTPAIVY, § RV TPAFV =), 1R TP ANEYEUS VY, BRIV T7IO0EUT I 9 2V TPANFTY =) 10 VTP IANFYY

CO7IVT— 3V CERUCER

Agilent Bond Elut QUEChERS /\v 778D AOAC Hi+v b, EBmES 5982-5755
Agilent Bond Elut QuEChERS AOAC 538] SPE b, EB@mES 5982-5158

Agilent ZORBAX Eclipse Plus C18 35 s, 4.6 x 75 mm. 3.5 ym. ERGRES 959933-902

COF7 TVTr—3y /) —bDFeRZECE(CIEDH(CIE. www.agilent.com/chem/jp T
5990-5395EN Z1E=RUL CLIEE LY,



Agilent Bond Elut QUEChERS AOAC Fwh & KU HPLC-FLD ZfERU/cgE T

DEZIRBEIERRAILIKERD T (S EEES 5990-5441EN)

=487.] tw

CDFTUT—23Cld. QuEChERS AOAC tF >/ 7 )URTALIE
7IO—FZERLT. ROUDSICEEND 16 BEDZ
IRFBERKILKER (PAH) ZAIE T DTTAICDVTCERRALE
9o CODHTDEUNEF 83.4 ~ 101 % T, HMEERZEIF.
3 DDEFHAMNLANILT 0.6 ~1.9% TUIE,

DHTIE. INA FURYT7Z A Tz Agilent 1200 Infinity /U —
REEHAEHER (FLD) ZERALTITL. T —% (3 HPLC 2D
ChemStation ¥V 7D T 7 CAIELFE UTc. EWVEINEREEN
TEREDESNEUC, LIch'o T, TOXVYRIE, EBEOD
YA TIVCEENSD PAH DRBEEABRICEL CWVET,

kAR

HPLC &{%
NI Agilent ZORBAX Eclipse PAH C18.
4.6 50 mm. 1.8 pm
WE - 0.8 mL/min
NIOLRE 18°C
EIN= 5l
BENME A BRA AKX
B : CH,CN
JS5IT U 5 (9) % B
0 60
15 60
7 90
13 100
R 230 nm (Acy) TD UV, FicEHHES (Ex)
BRUFEN (Em) BREIFIFICEL
R
Ex/Em
BSRA (53) iBE (nm) PAH &t
0~ 5 (E5) 260/352 Nap. Ace. Flu. Phe. Chr
0~ 14 (7R) 260/420 Ant. Pyr. BeP. DahA. BghiP
0~ 14 (%5) 260/460 FIn. 1,2-BaA. BeA. BkF. InP

b5

QuEChERS =F|[8

NEIFAAUIcE T VTV b g ZFHEL. 50 mL=DEICAND

2,000 L R)\A Tiagza s > 7)) UISHN 1 pEsR<IRED

8 mL D ACN Z710 1 7 ER<IRED

10 mL D 1 % BEEk ACN JBRZZANN 1 HER<IRED

Bond Elut QUEChERS AOAC vz A 0 1 DEIRED L.
4,000 rpm C 5 S EERODBE

_5&d+ 6 mL 7% Bond Elut QUEChERS 3% SPE 15 mL Fa—2(C# 9,
1 DERES UL 4,000 rppm T b HDEE DD B

0.45 ym PVDF U2 I T4 L5 T8

LR 1 mLZA —N VTSRS T IUCE T

B>7)V7% HPLC-FLD T

1. RICEEFNS PAH D QuEChERS AOAC U T )LRTAEF IR




faR

0.4

3 0.2+

B (59)

2. ISVODRMERDIONNI S Lo VORNM STDREIFHIN—IICHDE T, R=254VIOYMISITIF, 260 nm/352 nm DS/ SR ERZE
ERAUEL. MORIE/EARA TIERINUADTFZRLER Ao

12
1
10
5
87
6 9 12 13
2 6
4

4 2 3 8 Hs

2 AN

0 \ \ \ \ \ \

0 2 4 6 8 10 12 14

B (93)

3. REZSURMUIEET > TILMD HPLC - FLD 270X NI 5 LADERZEKR. 1.Nap. 2.Acy. 3.Ace. 4.Flu. 5.Phe. 6.Ant. 7.FIn. 8.Pyr. 9.BaA. 10.Chr. 11.BeP.
12.BeA. 13.BkF. 14.DahA. 15.BghiP. 16.InPo CDT > TILDFIMLANIL (P TUT—23> /—kD5k 3 ZS8HR), 7OXNI T LDEWVERD TIE.
260 nm/352 nm Dfpe/EIRERZFRL. 7RVEED TlE260 nm/420 nm 7z, KB EBOE TlE260 nm/440 nm ZERLEUc, 7+ TJF LTl
230 nm [CHI1FD UV #H7ZEERLELI

CD7TUT— 3V TERUCER

Agilent Bond Elut QUEChERS / Vw7780 AOAC HHF v, BBmES 5982-5755

Agilent Bond Elut AOAC 238§ SPE Fwis, BEBRZZT U )V, 15 mL. B@ES 5982-5158
Agilent ZORBAX Eclipse PAH C18 /35 /s, 4.6 X 50 mm. 1.8 ym. BPmEEES 959941-918

D7 TVT—3> /) —hDREMZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-5441EN ZHRZRL CTLIEE L,
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Agilent Bond Elut QUEChERS 3K U LC/MS/MS Z{sERUTC
TZARNRT RO 7TV DT (SEES 5990-5940EN)

=487.] tw

CDF7FUT—232Cld. QUEChERS 772U)L 77 NI FIE
7% AOAC dSPE ZU—>77v 75T )URiE? JO—F 1
FEDTETERL. LC/MS/MS ZA&HIC, C 7oL =
NERBIREICAWVNT I SA RRT MO 77UV T =R ZED
I BDIAICDODWVCEHRBHLE T 77IUJL7RDEINEE
97 ~116 % CTI o O HTICIE Agilent 6460 T )LIUER
LC/MS Z&fii A 1 Agilent 1200 Infinity >/ —X7Z2ERLFE U,

727U )7 =R K3 Agilent Bond Elut QUEChERS (C kD3l &Y
U—>27wTHERU LC/MS/MS FHTICKD > T THIRTS
FEICKDEVHEHNEESBNICBENEONEOX VY YRE
BERLEL.

kAR

LC/MS/MS {4

HI: WA €18,
2.1 X150 mm. 3 pm

NILORE - 30 °C

TAVIZTAvTE—R (%B): 25 % X5 ./—)U/97.5 % 0.1 % B

e 0.2 mL/min

EAE 10 pL

DATHER 19

RANT VB 3D

BENITRSE RITAITIVINORI—AFAEE—R.
Jet Stream #Aili & {5

FrESUSBE 4,000

JX)VEBE 500V

D—2ZATRE 325°C. 5 L/min

WIRHRE 350 °C. 11 /min

57

QuEChERS &

TSARIRTH 1 g Z5H8L. 50 mLEDEICAND

500 pL @ 1,000 ng/ml Cs-7 UL T =R > T )UITTAN

5 mL DANFHVZRIL. RILTVIX

10 mL 7K. 10 mL @ ACN. Bond Elut QUEChERS 77Z7UJL77 =G
I\ =R M. 1 DER<IRED

5,000 rpm T b S EE DD B

NFUVEEREE

ACN BD &+ 1 mL %, 50 mg D PSA KU 150 mg D MgS0, =
ST 2ml YA 7O \A 7 IUICHET

30 BRERILTYIX

5,000 rpm T 1 D ERODBE

500 L DIHRES — TSI A 7 )UICHES

LC/MS/MS To#f7

1.

TSARIRT NCZENS72U)L77=ZRD QUECKERS U~ ) LETIUEF R




lln%

x10
8
MRM kST v 3.
! —TC
64 12C-AA 72.0~55.2
s 12C-AA 72.0- 26.7
— 13C-AA 75.0-58.2
4 13C-AA 75.0~ 29.0
3
2

1 I

1
1
\

—

‘1‘””2”Hé””[‘l””é””é””‘

2. 10 ng/mL PZUILT SREELES KO 500 ng/m RIEREAEC,- 72U L7 SRODIORNI S s

K1 BMULEISARRTIE LU 111K FEMZBUI (n=3) BYTIVICEFEND 7 IVIL7 S ROEIREE RSD

JIhUyIR POV T7ZRRIRE (ng/mL) % EIURZE (n=3) %RSD (n=3)
1:1 ZK:ACN 50 116.6 4.07
1:1 ZKCACN 100 114.06 4.85
TSARRT 100 97.14 (IS IMIEE) 5.04
TZ5ARIRT 200 97.50 (IS UHHIEH) 2.55

CDOFTUT— 3 CHERAUEER
Agilent Bond Elut QuEChERS Hii¥F v, 7IUIL7=ZRA. EBmEES 5982-5850
Agilent Bond Elut AOAC 53'&8 SPE Fwis. 2 mL. ZBHRES 5982-5022

D7 TV —3> /) —bDREM7ZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-5940EN ZARZRL T L,
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Agilent J&W DB-35ms &KV DB-XLB GC A AZ{HERUCEMERD
PCB D GC/UECD ST RUTEER (STHHE S 5990-6236EN)

FUSHIC

TOF T —3Tld. QUEChERS B T )LRTIIE T 7
O—FZFERAUT. SlElICEFNS 19 FFED PCB (RUIE
{EEZxZ)V) L. 2U—2 7Y T IHAICDVNTER
BALE T, SRMEREE 72 ~ 116 % TUIZ. 727 uECD
BHEESLUT 2T ILFrESY 6C B LB 1= Agilent
7890A GC VAT LEFEAIHTET, 1 BIDEATRESHE
SR BRI CEETER U, e GCZ/\—YgL 2 AEX
TUFFwES - J0— - 72 /0OI— (CFT) T A ZITE
wHELELI,

QuEChERS &

BY>VTIL3g (£ 0.1 g) ZEHEL. 50 mLEDEICAND

YOT—MS ERZZARNU. BZE(TIRUT QC R) A TR 7Z 7o
1 DERILT VIR

B2 TIUT2 mL DA 7V KERINL E SV IMEI FTA Y 2 EZIZ D
(BBGREES 5982-9313) 1 HEMILT VI

‘ 1% BEERESD 15 mL D ACN RN ‘

‘ 1 HERILTYIR ‘

Agilent Bond Elut QUEChERS AOAC 1R/ \wor — 27275
(BRmEES 5982-5755)

F+w 77U, Geno/Grinder ZfERAELT 1,500 pm T 1 2EERIRED

4,000 rpm T 5 SRR ‘

ACN B _L&d* 1 mL 7 Bond Elut AOAC 738§
SPE2mL Fa—7 (BRRZZSC Y TIVA. BimES 5982-5122) (.
&/zld 8 mL 7% Bond Elut AOAC 538§ SPE 16 mL Fa—2
(BER7ZZT U TIVA. BimES 5982-5158) ([CH8T

1 EMRILTY2I AU 2mL Fa— (& 13,000 pm T 2 55,
15 mL Fa—TI& 4,000 rpm T 5 D EE DB

R 500 pl ZA —h TS5 A 7 )UICHKES

GC uECD THOHT

1. BFHDIEIERR Agilent Bond Elut QUEChERS AOAC 1 FIIE

aRR

GC ={¥
NSLT: Agilent J&W DB-35 ms.
30 m X 0.25 mm, 0.25 pm
(B EREE= 122-3832)
NoL2: Agilent J&W DB-XLB.
30 m X 0.25 mm, 0.50 ym
(EPRES 122-1236)
GC: 7°277)b pECD #& 387 A 1 Agilent 7890A
YIS Agilent 7873B 5.0 uL U
(BREREE=S 5181-1273)
CFT )1 R IN—=V5L 2 FERATUvEFrESY -
70— 70./09— (BimES (G31818)
FrU7 7KZ& 85 cm/s. TERE
3.5 ml/min
EIN 1.0 uL Z7UwhL/A, 250 °C.
0.3 9°C) =5 E 50 mL/min
2 3 CTHAL—/ 50 mL/min
F—T>: 110 °C (0.1 53/&). 25 °C/min T 110 ~ 200 °C
(0.5 53f&). 10°C/min T 200 ~ 240 °C (0.5 Z3&E).
30 °C/min C 240 ~ 325 °C (1.5 72f&)
AAE: 1 ul. 250 °C RTUWKL A,
0.3 93¢/ {—=<J 50 mL/min
2 3 CTHAL—/)50 ml/min A~/
F277)b pECD : 350 °C. Ny X—=277w 77,
ERENT L+ A—=277vT =30 mL/min

(ERUIHIER

JI\A7)b FEEAIUa—THSZINAT U
(ERRES 5183-2072)
AP IVFrvT ROUa—FvvT, & (BBmES 5182-0717)
AP IoA T —b 100 pL >R /HE AR R DA
(BREREE=S 5181-8872)
VUVIN 5 ul (BREREES 5181-1273)
I FRINVZANIU— (EBEREES 5183-4759)
AAOY—IL: SXVFFEAO—)
(BREREE= 5188-5367)
AAOSAT RNEENEES. 7277 b7 — ) B
(BREREES G1544-80700)
J1o)b: RZ 0.4 mm, 23—,
85/15 NANX)/TZT7A
(BREREE= 5181-3323)
CFT JavT a7 BB (BBE@REES G2855-20530)
CFT 73l SilTite 7T=Jb. A 0.25 mm
(BPGREE= 5188-5361)
20 fEHEKER | 20 fEILAER) L— (BBGRES 430-1020)




IUPAC 1
~UZOO-m-FIL (SS)
IUPAC5
IUPAC 18
IUPAC 31
IUPAC 52
IUPAC 44
IUPAC 66
9. IUPAC 101
10. IUPAC 87
11, IUPAC 110
12. IUPAC 151
13. IUPAC 153
14. IUPAC 141
15. IUPAC 138
16. IUPAC 187
17. IUPAC 183
18. IUPAC 180
19. IUPAC 170
20. IUPAC 206
21. FHZO0ETTIL (SS)

Agilent J&W DB-35 ms 21

© NN

2. Agilent J&W DB-35ms d3KU' DB-XLB GC 35 L THHTLIE 50 ng/mL FAISESHAERD GC/UECD ORI S Lo IONNI ST DSRAISHIN—IIEEHE
NCTVET,

COr7TUT—2 3 CERUCESR
Agilent Bond Elut QUEChERS /\'v 778D AOAC HiH+vb. EBmES 5982-5755

Agilent Bond Elut QuEChERS AOAC 538% SPE. RREFZ=ZL YV JIVAL.
2mlFa1—7, BREES 5982-5122 &FfalE 15 mL Fa—7, ERmES 5982-5158

Agilent J&W DB-35ms 735 In. 30 mx 0.25 mm. 0.25 pm. BPERES 122-3832
Agilent J&W DB-XLB 35 L. 30 mx 0.25 mm. 0.50 ym. ZBRES 122-1236

COF7 TVTr—3y /) —bDFeRZECE(CIEDH(CIE. www.agilent.com/chem/jp T
5990-6236EN Z1E=RU CLEE LY,
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Agilent Bond Elut QUEChERS AOAC =+ 8L SPE ZEEFR LT
LY ABKOUY YV T)VHRDERED DT (SEkEES 5990-6558EN)

IEUIC QuEChERS ZEI|I&
COF IV —3/Tla. pH BEEEDHD AOAC HIHHX Y I S e s FO S T S

(Sl TN B SPE XV w7ZERU. GC/MS [CKDFEHE

DHTRICUYZAB ROV TG T )V 7ZRIMES 7575ICD

WTHBELET., SFIFHISAD 26 BEDEZAFN IS BROR) A TBRZT > T)USHMN. 1 DERILT VI Z
FUIzo 2H1(E. Agilent 7890 GC ZRT LAEBIRA A VEZS
UZJ (SIM) E—R7ZFRWTZ Agilent 5975C 2/U— X GC/MSD 15 ml 0 ACN (1 % BeBt) 270, 30 BRBE<IRES

RERUTITWVWELUC, IR TDIEEYICIETSYEDL L.

BNCEREZR To -
EERIEERLELR pH FAEEEd+ AOAC ARG/ \wior — 7.

1 SEHRES L. 3,000 rpm T 2 RO B

3n =it ACN BD_EEH 1 ml #2458
SPE F2—7 (MgS0,. PSA. C18, GCB Z=D) [T
GC 5% 30 BERILT YR U, 2 DR BE
N4 Agilent J&W HP-5ms 7)UNTA FF—h
30 mx 0.25 mm, 0.25 ym N B
EBRES 190915.433U) 05 mL ZA— NI\ PIUCHET
EYST Agilent 7683 —h > TS, 1. UHABEOUYTICEENBEED QECHERS 5> 7 LATLEFIE
100 BHAFID Y TIURLA fTE
EAO: ZTURLZ
FPUPAHR AUYL, EREE—R

F—DVRETOIS L 10°C(253). 25°C/min T 70 ~ 150 °C (0 23/E).
3°C/min C 150 ~ 200 °C (0 Z2fE).
8 °C/min C 200 ~ 280 °C (7 7/&)

EAE 1L

MS S&{%

Fa—Z0TPA): Atune.u

TR SIM

A AR, TUEEHR,

NSVRT7—SARE - F1NZ 11230 °C. 150 °C. 280 °C
BRI HREE 4 53

RIVFTISAVEBE: F—hFa—VBE
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fask

100004 @)
9000 ISUHOLY LR 1. Y0OLRZ 15. JOV=RY
%% 2. a-BHC 16. TVRZJLT7 |
5000 3. AFYIOORVEY 17, F)LRUY
5000 4. B-BHC 18. 4,4"DDE
4000 5. y-HCH 19. TVRZILTFI
3000 6. YRRV 20. 4,4'-DDD
i 7. SOEUTARSFIL 21 BEETVRZIL TP
0 8. AXFIINSFAY 22. 4,4-DDT
9. ATFoOL IS *TPP
200004 b) 10, JT=hOF A 23. JOEJOES—k
18000 FIEHDO LY R 1. 7Lk~ 24, y-)\ONJ>
16000 12. YSFFY 25. ZT)\UL—h
14000 13. Z0JLEURZ 26.7)L5 AR
e 1. (SFFY
8000
6000
4000
2000
0
2. LA ZHMERD GC/MS, (a) TZoDLE ZH#. BKU (b) QUEChERS U 7)) LEIMLMEE (SAIILIEL & A&
200004 a) i o 1~ =T
18000 I3V DU TR 1. YoOJLRZ 15, JOVIRY
16000 2. a-BHC 16. TVRZILT7
E%g 3 AFHIOONVEY 17, FAILRUY
10000 4. B-BHC 18. 4,4"DDE
8000 5. y-HCH 19. TRXILT7
6000 6. JRJLikv 20. 4,4'-DDD
4000 7. JOIWEUTFZAFIV 21 BREETVRRIL T 7>
2000 8. AFIINSFAY 22. 4,4-DDT
0 9. ATJ&OL IS “TPP
10. Zz=hOF 7> 23. JOEJOES—K~
2000 D) EmEBOU Y TR 1. IR 2. y-)\Oh
160004 12. RSFFH 256. Jx)\LL—b
14000 13. ZOJLEUIRZ 26.F L5 XN
12000 14. )\>F 74>
10000
8000
6000
4000
2000

3. UZHI&R®D GC/MS. (a) TS50V A&, (b) QUEChERS U2 ) LATALIBHE DRIV > IR

CO7TUT—> 3> TERUIC

Agilent Bond Elut QUEChERS /\v 778D AOAC Hi+v b, EBmES 5982-5755

Agilent Bond Elut QuEChERS AOAC Z#IF v, TRTOREY A TH. HEES 5982-0029
Agilent J&W HP-5ms DILS A F—FAS L. 30 mx 0.25 mm. 0.25 pm. BB&EES 190915-433U1

COF7 TVTr—3y /) —bDFEeRZECE(CIEDH(CE. www.agilent.com/chem/jp T
5990-6558EN Z1E=RUL CLEE LY,




Agilent J&W DB-3bms T )UhZ A —b GC K5 L7ZRELC
GC/MS/FPD [CKkDU OB RRBEZED DT

(&S S 5990-7165JAJP)

[FUsIC

COF7TIVT—23vCld. UV IMERFPDE ppm KU
MEARHK (0P) REABREEZTEN DUNRNICAET S
feHDA ROV CEFMICERRALE T DL A F—h
B GC DDA I\WwI TSy 2= ERUC B IR,
QUEChERS U T ILIOU—2 Py T2 ERTHILET, KD
MOV 0P BE(CDVWTHBNIHERAFTONELIC. <
D—EDREERICIE. Agilent 7890 GC &, RN ERHEETH K
U Agilent 7683B A — bt > TS 72 fi A 1< Agilent 5975C MSD
EERLELIZ,

QuEChERS FI|[BE

REIFAAUEH VT 16 g Z5HEBU (£ 0.1g). 50 mL E=DEICAND

HO5—MIS FBRZZRNL. HE(THUT QC ) A ZER7E Ao
1 DERILTYI X

B2 T)VIC15 mL D ACN ZFIL. ESIVIREIFA Y 2 @2iNZ D
(BRmEES 5982-9313)

1 DRERILTYI X

Agilent Bond Elut QuEChERS #i:18) Cw o —7 750
(BRBEE S 5982-5555)

Geno/Grinder ZfEE L. 1500 rpm T 1 D R&E<IRED

4,000 rpm T b BRI B

ACN BD_L&Ed* 8 mL 7=
AOAC 7388 SPE 16 mL Fa—7 (—MRINERYBRUEHMA) [CBT
(BBaREE= 5982-5058)

1 DEMRILT YA L. 4000 rpm T 5 =D BE

MHRZES—NS TSI\ AT )UICET

GC/MS/FPD TH#1

1. UrdY > ILD Agilent QUEChERS it FIE

63

aERM

GC {¥

NI Agilent J&W DB-35ms )LZA F—h.
20 m < 0.18 mm, 0.18 pm
(EBRES 121-3822U1)

GC/MSD : Agilent 7890 GC/Agilent 5975C /1 J—X
GC/MSD

YIS Agilent 76838 A —h > T3,
5.0 uL YUY (B@mEES 5181-1273)

CFT )1 R J\=IR29TAXTUYS (BiEREES G3180B)
AWk 3:1 MSD:FPD

MSD URNJS% 1.2m X A 0.15 mm NEET1—XR
JUAFa—T

FPD URKUZ% - 1.4 m X AR 0.15 mm NEET1—XR
JUAFa—T

PCM 1 : 3.8 psi EFF

AEAO: 1l R7UwRUR, 250 °C. J\—TURE
0.25 9°C 60 mL/min, HRATz—/\—F>/.
2 53°C 20 mL/min

FrU77: AU L TEFE 43.5 psic 95 °C

F—=T: 95 °C (1.3 93f&). 15 °C/min T 95 ~ 125 °C.
5 °C/min "C 1256 ~ 165 °C. 2.5 °C/min T
165 ~ 195 °C. 20 °C/min "C 195 ~ 280 °C
(3.75 53f8)

MANT VWO TZwa: 280 °CT 5 . J\WwoTZwamhd
PCM 1 [£77 70 psi. J\wZo T Zw>athd
AEANCEST 2 psi

MSD : NSV RT7—S42 310 °C.
A7/ 310 °C. PUEEAR 150 °C

EAUIHEEm

A7) ZEeo Tz THSAINAT )L
(BREREE= 5183-4496)
AT )FryT: IV TFrv T (BRES 5181-1210)

JAPIA S — 250 pL S 2 /BRI

(EBERES 5181-8872)

POV 5l (BBERES 5181-1273)

TIY L FPRINVZANIU— (BBRES 5183-4759)

AAOSAT RNEET 2T IVT—I ANV IRSAF
(BBREES 5188-5398)

T3 P72 0.4 mm. 53—, 85/15 N2~X)L/
I5T7A b (BhmES 5181-3323)

PCT TvT 4 ABBF b (EBERES (62855-20530)

PCT JT35Ib: SilTite 7T>)b. PIE 0.25 mm
(BBREES 5188-5361)

20 fEHAKER | 20 FBILKERIL—N (EB@ES 430-1020)




lln%

Agilent J&W DB-35ms D)L bS5 A4 F—MASLICBIF S

ERETSENDEEEEOBN T 1 FFRYTARYAFTIV
2. XFZRIRRA
3. XEVIRR
4 7EIJI—h
3
2 MSD (SIM): 45 ng/mL FPD (P): 25 ng/mL
4
| "
400 500 6.00 700 800 9.00 10.00 400 500 6.00 7.00 800 9.00 10.00

2. TREIFIMAREED GC/MS/SIM $3KU FPD ZONNT S LADEBD AR . Agilent J&AW DB-35ms Ul FvE2SUNS L THHT. BIN—IITEHOIOVN
IS TARM7EER NS LRDAT Iy MEIE MSD : FPD = 3:1

COFPTITr— 3V CERUER

Agilent Bond Elut QUEChERS 18/ Cwor— . BERES 5982-5555

Agilent Bond Elut QUEChERS %381 SPE. —fRRVERYBLUEFHA. 16 mL Fa1—7. HEES 5982-5058
Agilent J&W DB-35ms D JUNSA F—RA5 A0 20mx 0.18 mm. 0.18 ym. BB@RES 121-3822U1

D7 TV —3> /) —bDREM7ZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-7165JAJP Z1RZRL CTLIEE W,
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Agilent Bond Elut QuEChERS AOAC v 72Uz LC-MS/MS R (C KD
KPFRBEEREDODNT (EES 5990-8034JAJP)

=487.] tw

TOFTUT—3TlE. QUECKERS AOAC B>/ 7L BTALIE
PIO—FZFERALUT. KICBFENDTETIFHITADE
BHEKITD 12 BEDOKEEERZHMHL. 7U—27vTd
BAEICDVTERIBLE T . 941, Agilent 1200 Infinity 3/U—
ZE TUORORTL—A F bR U Agilent 6460
NUZ)UIMEERR LC/MS TITWEUc, FHEINEK(E 76 ~
108 % TUIE (P T 97.8 %)

aR R

HPLC {4
NI Agilent Poroshell 120 EC-C18.
2.1 X100 mm, 2.7 ym (BBGREES 695775-902)
M 0.4 mL/min
NIOLRE 30°C
N 5l
BENME A 0.1 % FEKBR
B: 0.1 % & ACN AR
ISITUN: B (99)  %B
0 5
1 5
3 50
7 90
8 90
8.2 5
9 5
RANS > 245
BEUATILEA L 15
MS {4+
RIF4TE—R
HORE 350 °C
HARE 10 L/min
XITSA4Y: 40 psi
FrESU 3,500V

65

QuEChERS F|[#

NEIFAAUET T TIL 6 g ZFHEU (+/- 0.1 g). 50 mLIRDE(CAND

50 pL D IS /A 2787 (10 pg/mLTPP) 2. JbO—)LT S 0%R<
FRTOYVT)UTFMU. 100 ng/g DIREICTD

FrvITZUT 1 DERILT VI AU, 10 mL DKZEF2—T(THM

FrvITZUT 1 DRERILTYIAL, BSZYIREI T A T7%Z
B&F21—JITNAD

16:mL O ACN (0.1 % BFER) Z&F 21— ISR

Frv T2 T 1 HRHRESU. Bond Elut QUEChERS 3R N — 727N

Frv Iz, 20 BERIRED

4000 rpm C b D ERRODBE

ACN B _L7&d+ 8 mL % Bond Elut AOAC 538§ SPE 16 mL Fa—T(CH#ET

FrvIZUT 1 ERILT VI AL, 4,000 pm T b D RERODEE

IR 1 mL % 10 mL F2—JIZBL. 40 °C LIFDEFR CEIR

ACN : K (1/9) ZfERAL. EBYZABLC I mL(CTD

0.45 ym XTI THEU. LC/MS/MS TH#T

1. KXY TILD Agilent QuEChERS IR




faR

X100
et ‘\2 1|z 23 IS
3
1.78
1.7
1.68 ‘ 3
iH
1.55 '
1.5] ‘
1.45
1.4
1.35 7
hlL
1.25
1.2
1.1§ ‘
1.7]
1.08
1
0.95
0.9 ‘
0.85
0.8}
0.75
0.7)
0.65
0.6 4 9
0.59 10
0.5
0.45 1y
0.4 8 I
035 [ i “
0.
02 6 ||| | 1
4 \ | 12
o1 | 5 | A
008 A —— | — — | Tk ‘J |9 l\y A

02040608 1 12141618 2 22242628 3 32343638 4 42 4.3‘4.5,4.8 ? 5.% 5.13 5658 6 62646668 7 72747678 8 8284 8688
Counts vs. Acquisition Time (min|

2. ADAC AVWRICKDIIBUIZKIC 10 ng/g AINLIET > TILD MRM JOX I S Lo E=T&FS 1.EANOYY, 27 ETT—b 3AIANVT VL
LFPRUEFI—)b, bAZFIOTUR, 6T, 7.70RTZ)b, 84)L/WIL, 9270V )L, 10. TR TORR, 1.3V —)b,
120LVF 2 LAF)L, IS TPP

120% -

100% -

80% -

60% A

40%

20% A

3. KICEZFIND 12 FEDREDEINENEE

COr7TUT—2 3 CERUCESR
Agilent Bond Elut QuEChERS /\v 778D AOAC Hili¥ v, SmES 5982-5755

Agilent Bond Elut QuEChERS AOAC 538 SPE +v b, BBES LUV HEZCRMS LUHRA.
ERmEE= 5982-5158

Agilent ESSEYIREIF Y, 50mL Fa—7, BRES 5982-9313
Agilent Poroshell 120 EC-C18 A5 s, 2.1 X 100 mm. 2.7 pm. Z0&ES 695775-902

D7 TV —3> /) —bDREM7ZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-8034JAJP ZZ1RZRL CTLIEE W,
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EIFIORORDCEFENDMELNIVDEED GC/MS/MS [CLD
EEORUBRDRUIBE (S EiE= 5990-9317JAJP)

=487.] tw aEsR

TOF TV —3VTld, QECHERS UV TILEIMET T | o s

— % g N TRENAE (3
O ?72@3\3 L. 6 Erﬁ@ﬁﬁéiﬁfﬁ%bcﬁ?ﬂﬁi (£ DIFAS L Agilent J&W HP-5ms ™)L S F— 1.
V. FUVY AFD NER. OVa0, BROMOLUVE) 15 m x 0.25 mm. 0.25 ym
[CEFNBREN 33 BEQREAHNT 2 5E DT (BB 1900143101
SHBALET . CDDHTIE. Agilent 7890 GC &, BEDKVEIE | HSLDESR: ANDE JI=IAIE Utimate 21—~/ D
TERMIE MRM T*— 5\ — 2% (X 2 Agilent 7000 UL (P Ss1ezere)
B8 GC/MS/MS 7F 54 FTHFNEUI oc: Agilent 7880 2)—A GC
FT—hI2T5: Agilent 7693 A —~I> T SHEROT > T)UNA
5 UL YUY (ERRES 5181-5246),
1L 7EA
EANBBE A (PEh) ([CXDHEE 3O
QuEChERS B SEABIBIR B (PRI [CR235% 3@
YTV eV 3 [E
S )15 g EEHBL (£ 0.1 g). 50 mLEDEICANS FrUTHR: NUDL EE
EAD: TILFE—REAL (MMI)
100 pL O IS BKV OC R/ A Z3R (HEITHUT) &L AN 2807
1 5BERILTVIR EAE—R: JUVARZ TV RE—R
ANV RAES : 36 psi. 1 DET
15 mL 0 1 % HAc ACN &340 Bond Elut QUECHERS AOAC Jitt! ATUIMNIIAD) =T : 1 57T 50 mb/min
FuhZER EAOESD: 3H78F 18.35 psi (RT Ow2).
I\ TZw a5 1.0 psi
FryTELT 1 HEFCHIRESL. 4000 pm T RTOF22 8.298 . JLULEURAXF )L
5 SRGED B F—J>IOTFAb: 100°C (2 5378). 50 °C/min T 100 ~ 150 °C.

6 °C/min "C 150 ~ 200 °C. 16 °C/min T
‘ 200 ~ 280 °C (6 /&)

‘ ACN HIHR 1 mL 5388 SPE FwhD 2 ml F1— T T

RANS Y : 280°CC2%
FrSU- 70— 77./09—: )\—IFE Ultimate 14>/
‘ 30 BRERILF VIR ‘ (BRRES 63182-61580) —

DHTLEEAOD/ VI TZvallER
Aux EPC A 1 ) \—I1FZE Ultimate L=4 >/ (T

‘ 13,000 rpm T 2 S BEDABE ‘ NUDLZRE
TU—RSA 9442 0.0625 1 >/F x A2 0.010 4 >/F x 100 cm,
316 SS Fa—J. A—TVD_LER
‘ BEFEZEBL. GC/MS/MS THHT ‘ Aux [£77: DHTEE 4 psi. J\wT T Sw a8 75 psi
1. EEMBRUERYD QUECERS ADAC 3 FIE UANIDS TEET2—ARVUAF 21—,
0.65mX0.15 mm
(BREREES 160-7625-5)
URNIOS D J\—I1F2E Ultimate 1=74>/ & MS DR
MS : Agilent 7000 U)LY EEFE GC/MS
TR MRM
FHINR—R: FIVYNEEBSOBE S RNET 5

N—2R (B3ERES GI250AA)
NSURTP—SAVRE : 280°C

AFVIRRE 300 °C

MHEmEE Q1. 02 &BIC 150 °C

TBIRRF B 235

JUYavARTO—: ANUD LT TFFIR 2.35 mL/min,
N, IUT3>/73Z 1.5 mL/min

MS 2 BfRE : MS1 BKU MS2 = 1.2 amu

(IEBERESTZIF D1 RERTE)
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7571 112 2|3 3|4 415 5|6 6|7 78 8|9 9[1oto|11 mniz 123 1314 14
7] Z0)
65| YRUYHIRTSVY

\
3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19 20 21 22
HOU bk vs. BIDAHBERS (49)

1 102 213 3|4 415 5|6 6|7 7|8 8|9 91101011 12 1213 13|14 ~ -
7.5 5 FLVIR MO

7 1 ng/mL %70

2
15 W B2 P e
19 AT 78 VAL e zoﬁﬂ 23 0 ik U
05y 2
I I AL I
I I I I I I I I I I I I I I I I I I I I I I I I I

1 T T
7 8 9 10 " 12 13 14 15 16 17 18 19 20 21 22
AU b vs. BRDIAHBFR] (5)

P
|
©

2. FUVIDINIYOIRTSoE 1 ng/ml DEFZZRMUIEA LIy D 66/000 MRM 20X S L. E=I&SICOWNTEF 7 TUT —23
Y/ —hDRIETELIEEW FUVITIIVIXTE TILEF AR (33) [FUARY AR 1 ng/mL TIIAREINE B A TUI.
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35.0

——FrY —|—FLVY —A—AFd
—— INEH =L 1) ——kLvE

30.0
250
S
2
S
& 200
B
X
N
R
N 150
S
<
4
S
ST

5.0

0.0 /)—\/)—\/)—\ \\)\ I \)\)\)\\)\\)\)\\)\\)\:\>\)\)\\)\:\)\)\)\)\&\)\)\ \)\)\/)J)

B U U AN AV L N LY IS U AR NN U OO CP AR S 2N U S LIPS S0 P US USRI
BN 7 ) S >4 8.7 . 9 B AT < AV o
PO 5 P g al S O O T S NN LN T
¥ 2 Ty A=) Q()(} ERANZAT N <>(_)°\{// S %) K N A
5 N N a0 X
‘V/) ()<> X z) 1){)0 ,@i@’

3. TERSFENRIYIRITITTD 10 BIDFADBERNE (AR ZFFRED % RSD)

CO7IUT—2 3V CERUCER

Agilent Bond Elut QUEChERS /\v77&D AOAC i+ v b, EBmES 5982-5755

Agilent Bond Elut QuEChERS ifLFA581 SPE ¥, Bim#ES 5982-5022

Agilent J&W HP-5ms DILNS A F—b GC 7S5 L. 15mx 0.25 mm. 0.25 pm. B&EES 19091-431Ul
Agilent BES XUBIEETMIE MRM F—INX—2X, HRES (GI250AA

D7 TV —3ay /—hD5Ee7ZECEICTEDICE. www.agilent.com/chem/jp T

5990-9317JAJP 7ZZ1RZRL CTLTEE LY,

69




GC/MS X wik& LC/MS XI)yRDEHFEDTE(CKRDT1—XHD
EEOTFENEDMT (XaEES 5990-9924JAJP)

=487.] tw

CDOF TV —23>7TIlE. QUEChERS U7 )URITALIE )" T
O—F=FEARAL. HBRI1—ATSFEND 39 BIEDXEE
EDOTIENEDHTIC 3 EDEER TN LT (GC/MS.
GC/MS/MS. LC/MS/MS) ZZ3hRIICH]A T &5 EIC DV TER
BALE T . GC/MS DZEER(F. NITIV P IV AT 4TI %
A. BFAAE (H) E—RNTHEET D Agilent 5975C ~U—
Z GC/MS A F—h XL MSD [THEE Tz Agilent 7890A /1) —
X GC TITWLVE U, GC/MS/MS (DZEE&(E, El E—RTENMET
% Agilent 7000B MU JUIUEHR GC/MS [CHEE S 1/ Agilent
7890A ~U—X GC TITWLFEUTZ, LC/MS/MS DEERIE, Jet
Stream Ffifi 2 {E A UTE Agilent 6460 U — XU F) LM E R
LC/MS X T LTS E S NE Agilent 1200 Infinity ¥U—XT
TWEUE, COBENEZ JO—FTlEF, BRI1—2X|(
BFEND I BEOREZSVVEREETCAIU——2J0, 1
I BDICHITBILVERED DA MEL TV T,

F ROFIEE. QUEChERS [CRDIMETFIES dSPE (CKRDT
U=y IFIREERULERED S DI DN TD—HR
E}‘]H?jﬂ—?ﬁgo

QuEChERS F|[E

P01 — 15 ¢ (£ 0.05 g) ZZ2D 50 mL =DOE(CHKET

15 mL D 1 % BFEE 77 T ZhU)LEREPIEREAEZ N, Frv 72U T
1 DEERES

ADAC /Ny T7&DHIG) (o — (BBERES 5982-5755) 227U,
FrvIZ2UT 1 DER<IRED

4000 rpm T 5 =D BE

a1 mL 7% 2 mL dSPE 72— (BBEREES 5982-5022) &L,
FrvTZ2UT 1 DREE<IRESTFRILT VIR

4000 rpm C 5 D ERDDBE

3B 200 pl ZBRZEL. GC/MS. GC/MS/MS. &fzld LC/MS/MS THHT

1. Agilent QUEChERS I FIIB, 7E : TDZFIEIF. QUEChERS [CLDIMETFIE
EEISPE (CRDTU— TPy T FIEZERUZEEDSDHEICDL

TO—mmIE»77O0—F T,

GC/MS SR

GC R4
NS4

AAE
AEAE—R:
AANDRETOIS A

F—=22T005

SIM DE
AF vV DIHARE -

UF>2av54 L0vF 0T
UZNJOS

NSVRTF—SAVRE
IO TSV aRER

MSD DR+
AFTVE—R:
K
AFVIRRE
MHSERE

Agilent J&W HP-5ms 7)UNTA F—h.,

15 m X< 0.25 mm, 0.25 pm

(BBEREES 19091S-431U1)

Tul

O—)LRRTUYRUR (RILFE—RFEAO)
60 °C (0.35 73/&). 900 °C/min T 60 ~ 280 °C
(15 23&). 900 °C/min T 280 ~ 300 °C
AFrVE—F

70°C (1 22/)

50 °C/min 'C 70 ~ 150 °C

6 °C/min "C 150 ~ 200 °C

16 °C/min C 200 ~ 280 °C. 280 °C (5 &)
290°C (4 2. I\woTova)

SIM E—F

60 °C (1.5 23/&)

50 °C/min T 60 ~ 150 °C

8 °C/min "C 150 ~ 240 °C

50 °C/min C 240 ~ 280 °C. 280 °C (2.5 &)
100 °C/min "C 280 ~ 290 °C. 290 °C (2.05 53&)
290 °C (4 . N\woTSwra)

1 mU/min EREET—F

2.7 mL/min

(BB, EEE—H)
I0JVEVUIRAAF U7 8.298 £y (COwvo

0.7 m x 0.15 mm ASHEENIREH.

(BBGREE= 160-7625-5)

280 °C

RIVFE—RFEAOE) —I1FE Ulimate
AZAVDBEICHHT LS.
J{—IfF2E Ultimate L= >/¢& MSD (DRI
0.7 m DUANIOZ =&, )\ —IE
Ultimate 1 =4 >/(D[E /7% . ##Bh EPC EYa1—
JUZEERUT 4 psig [CERTE

CaXAE
RAFvE SIMIFERIICEST
BFA 421t (E)

300 °C
200°C
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GC/MS/MS {4

GC {¥

VAN 2 "D Agilent J&W HP-5ms JUNS A F—.
15 m X 0.25 mm, 0.25 ym
(BREREE= 19091S-431Ul) ho L7
JS—IHIE Ultimate 1=F > TS

EIN 1L

AEAE—R: O—)LRRTUYRUR (RILFE—REAO)

AEABETOIS A 60 °C (0.35 47f&). 600 °C/min T 60 ~ 270 °C

A—=20TOTS 60 °C (1 53f&)
40 °C/min T 60 ~ 170 °C
10 °C/min T 170 ~ 310 °C (1.25 53f&)

RE 1.224 ml/min (ETRE)

TRIRRE B 2345

REE—R ERE. JOVEURIXFILOUT V3>
54 L7 9.143 HCOvY

NSVRT7—SABE : 300°C

SRR 19 8

NNt 15 JS—IFE Ulimate 1=~/ (PUU) 7% 2 D
15 m DITHS LDBICEHR. DITDTREIC
GC A—T>7% 310 °C. ;EFAOESZ 1 psic
PUU DEA%Z 60 psi [CIRFFLT. DS L1 %=
4 RE)I\wo TSV

RUTILMERE MS DT

Tk BF A7 >/1E (El). MRM

AFVIRRE 300°C

TSRS 180 °C

LC/MS/MS i

LC 544

VA I Agilent ZORBAX Eclipse Plus C18.
2.1 X100 mm, 1.8 ym (BBGREES 959758-902)

NILRE : 40°C

EAE 5L

BEAE - A1 0.1 % FENKER
B:0.1 % FEE7EhZNILIBR

DT 15 &

e 0.3 ml/min

ISITUS: F)EA 5% B. 10 2°C 95% B.
TD#%D 5 BT 100% B

FUTIVIHERE MS DOSE{F

T ESI. ?RYF 1. MRM

D—=AHA 350 °C. 11 L/min

LRARE 11 L/min

XTI ZATES: 40 psi

FrESUSBE 4,000V

JX)VEBHE 1,000 V

— 4

n




lln%

A x10
8.5

8.0
75+
7.0+
6.5
6.0
5.5
5.0+
4.5+
4.0
3.5
3.0 ‘
2.5

2.0

8 |
03: \ l ! M LM 2 1L [T i M ! ra

T T T T T T T T T T T T T T T
4 5 6 7 8 9 10 1 12 13 14 15 16 17 18
DA (523)

]

2|3

©
r
IS
o
o
=)
)
~
©

8|9 9|10 10|11 1112 12|13 13[14  14]15

5/1616(1717|18 18

hovk

5
B 5o :

2.8
2.6+
2.4+
2.2
2.0
1.8+
1.6
1.4+
1.2
1.0
0.8
0.6

o] }\\
0[2): N A &A\ \ A = L
‘ ‘ " 35 45 55 65 715 85 ‘

0.5 15 25 35 45 55 9.5 105 115 125 135 145

hovk

.5 .
DA (93)

2. 10 ppb (ng/mL) TAMUL. GC/MS/MS (K 2A) SKU LC/MS/MS (K 2B) ZfFEAL CEFRI1—ATVIRI WO X TRESNICEED
MRM h52223Y (ERETR)

CO7IUT—2 3V CERUCER

Agilent Bond Elut QUEChERS /\v77&D AOAC i+ v b, EBmES 5982-5755

Agilent Bond Elut QUEChERS AOAC %38]l SPE v b, RSB LUEHRA. ZmES 5982-5022
Agilent ZORBAX Eclipse Plus C18 35 s, 2.1 x 100 mm. 1.8 ym. B3&&E= 959758-902

Agilent J&W HP-bms DILSAF—F A5 L. 15 mx0.25 mm, 0.25 ym, EBGRE=S 19091S-431Ul

D7 TV —3> /) —bDREM7ZE CE(CIEDICE. www.agilent.com/chem/jp T
5990-9924JAJP ZZ1RZRL CTLIEE W,

12



ZOMOBRZEA IR

Agilent Bond Elut QUEChERS Fw iR Uz DA+ /0O2%
TAEFID LC/MS/MS ([CRDAITE (S 5990-5085EN)

[FUsIC

DYUREICEEND 1N BREOF /O RNEAZRAET D
XV RDEIICRIELE LI,

+ Agilent Bond Elut QUEChERS FwhZEARALT. DVHENS
TREEYEmMBL. JU—2P v T

* JMEBICIE. Bond Elut EN I Fwih& b % FEE7EA MY
ak7zER

« JU—27w7ICI&. Bond Elut 238 SPE Fw b (BB@mES
5982-4921, 25 mg C18 3KV 150 mg MgS0,) {3

- WHUIEY > )07 LC/MS/MS THHT
- EETBR (L0Q) (& 5.0 ng/g
. HREBHRIF 5.0 ~ 400 ng/g DEIF CELF

« BRISARIILIET > T)LDEINEF 62.0 ~ 113.1 %. RSD
(n=6) Bl% 22 ~13.4 %

73



AR

HPLC &4
VaIANS

TRE
HILEE:
EIN-—N
FEE

MS {4
R
HZRE :
HARE
XIS4T
FreESU

MRANT A L
TSITUN:

Agilent ZORBAX V)L z—/NT S X Eclipse
Plus 7T Z)UNFV VAT A
3.0x 150 mm. 3.5 ym (BB@ES 959963-312)

0.3 mL/min
30°C
10 L

A:5mM BB E D LAKAR. pH 3.0
B: 11 X&/—=)L:77ErZNJIL

)

K ()
0

0.2

8.0

9.0

1156

mIT47
325°C

8 L/min

50 psi
4,000V

JRE (ml/min)
0.3
0.3
0.3
0.3

QuEChERS (@

IEI A AU Y > 7L 2 g Z5HEU (£0.05 g).
50 mL EDEICAND

100 pL D 1S ) A T3, 50 uL D QC RJ A T &7= 4o
WEITHUT 30 BENILTvIR

8 mL @ 30 mM KH.PO.. pH 7.0 /X I7Z&RINL. RILT VI X

10 mL D 5 % FE ACN BRZRIL. 30 BEE<IRED

Bond Elut EN QuEChERS flitH 4w 275U, 1 DR <iRED

4,000 rpm T 5 AR RE

ACN B(MD_E&d* 1 mL % Bond Elut QUEChERS 98X SPE 2 mL Fa—J(CH#E 9

1 DERILTYIRAL. YA 7OmDDEIEZFERLUT
13,000 rpm C 3 BRI BE

IR 800 mL ZRIDF2—TITEL. 40 °C D N, THZIE

0.1% D FEHZHEND 800 pl D 1:9 MeOH:H,0 [CEAREL.
MILTwI R, BERINE

0.22 ym BFBE ) VO—XRE> T4 LI TY T ) 7258
(BRmEES 5185-5990)

B> 7)V7% LC/MS/MS THHT

74

1. $4EFID Agilent QUEChERS FIBD 7O —F+—h




l‘ﬂ%

110

90
80
70
60
50
40
30
20
10
0

ENE

- A D A A D N A - N
-~ n n n n n N n N I‘( NS
ny b ko) H k) b H b = N A
kY H H H + H H # 2D 2 =
A [m] [m] u] [m] [m] u] N + ] n
N N N N N IN »n ~ ~
i o N R o N
N ko o Ay b
»n H

2. DURFEICEFENSD 1 BRDF/ OV RAAEAIDBINEK BRI

P TUT—2 3V CHERUCESR
Agilent Bond Elut QuEChERS EN HitH¥+wb. Z5mES 5982-5650
Agilent Bond Elut QuEChERS %381 SPE Fwb. 2 mL. E3@ES 5982-4921 K/(3 15 mL. BPmES 5982-4956

Agilent ZORBAX Y ILAYME—IVTS X Eclipse Plus ZTZILAF VIV LC AS L.
3.0x 150 mm, 3.5 ym. BPEmEES 959963-312

COF TVT—3y /— D5REiE CEICIEDICIE. www.agilent.com/chem/jp T
5990-5085EN ZH&RZRL C<LTEE L)
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Agilent Bond Elut QUEChERS EN F=v b7 HUTE D AFliEAR A ) Lik>
77 ZRIERID LC/MS/MS (CXRDRFE (3= 5990-5086EN)

[FUsIC
SURFRICSEND 9 MBI PSRRI R
THAIYRERDESIEHLE LI

« Agilent Bond Elut QUEChERS Fwh7Z2ERLT. TVAFEDS
"WRIe&YEmBL. oU—>27vT

 JHICIE. Bond Elut EN 3 FwhE 1 % BFER (AA) 7R
N LARZER

- OU—27wIIClE BBEIRES O T > )URO Bond Elut EN
98 SPE 3w, 6 mL (150 mg PSA. 150 mg C18. &S0 900
mg MgS0,) Z{E A

s B UIe > 7 )U7% LC/MS/MS Tt
- T2 FBR (L0Q) (& 2.0 ng/g
« MREHR(F 2.0 ~ 400 ng/g D EETERR

o AINEUGEERDEIUNER(E 53.0 ~92.8 %. RSD (n=6) B[ 2.1
~16.8 %

iaRRF

HPLC 5
VAN Agilent ZORBAX Eclipse ZEwRLY JL—/3>/
HT Plus C18. 3.0 x 50 mm. 1.8 ym
(BBE@EES 959941-302)
e 0.3 mL/min
NILRE : 30°C
AAE 10 pL
EE - A:bmM EFRP >V EZD LKA, pH 3.0
B: 11 X&/—)L 7RI
MARS A L 359
IZIT U B5 % B
()
0 15
0.2 15
6.0 60
6.01 100
7.0 8T
MS kit
T RIT47T
HARE 325°C
HZRE 8 L/min
X254 50 psi
FrESU: 4,000V

76

QuEChERS F|[#

NEIF A XUIRFIEY > T 2 g %Z5TEU (£0.05 g). 50 mLIERDEICAND

50 L D IS ) A TR, 50 ul D QC R) A T7ER7E AR Mo
WE(TIRUT 30 BRERILT YR

8 mL DIKZEARINL. NILTYIR

10mL D 1% AA ACN FARZZHINL. 30 MERIRED

Bond Elut EN QUEChERS #f1tH 3+ 27800
1 DEEE<IRES

4,000 rppm T 5 S EEDD B

ACN B _LEd 6 mL 7z RERN'EE NS> TILAD Bond Elut EN
QuEChERS 38 SPE2 mL Fa1—T(CH#ET

2 DRERILT Y AU, 4000 rpm T 5 D& B

IR 4 mL ZRIDF2—T(TFEL. 40 °C D N, TR

0.1 % DFEENZFE112 800 L D 1:9 MeOH:H,0 (CEAREL.
MILT YO AL, BERILE

0.22 ym BEB 2)LO—AAE Y T4 VI TH VT E3E
(BBGAEES 5185-5990)

B> 7) V7% LC/MS/MS THHfT

1. DVURHEICEFNDRIV T4 7 SRRFEEID Agilent QUECHERS FFIIE

1] ]
%DD

D7 TUT— 3V CERUE
Agilent Bond Elut QuEChERS EN i vis.
BREREE= 5982-5650

Agilent Bond Elut QUEChERS EN 538}l SPE ¥vb. Rl ZE=
YV TIVA. B@ES 5982-5156

Agilent ZORBAX Eclipse SEYRLYIb—23 HT Plus
C18LC AS L, 3.0x50 mm. 1.8 ym. ZBRES 959941-302

Agilent REY 741 )L%. 0.22 pm EEEERILO—X.
BRERE= 5185-5990




56

& 2.

®/1. EEOER - OINEEHERME (n=6)

100 ng/g AINBFREHALIRD LC/MS/MS VO NI S o E—0FS NI TPIT IV 22 ITPF7I)—IL 3R TPASI Y ARV TPAFI—)U,
52V ITPRAEIIY R TFANFIEUS I 12V T77o00EUS VY 8 ZILITFZANETY—)b, 9 RILTZIANFD . IS (RIEBITEE)

{EL) QC JBEE (5 ng/g)

FFEED QC RE (100 ng/g)

=L QC J=RFE (400 ng/qg)

EES RSD [EURE RSD EIES RSD
AWoT7ITIY 73.9 15.6 90.0 13.7 81.9 5.3
AW T7F 7= 62.9 16.8 76.3 8.4 67.9 5.8
RIITPAZIY 71.6 1.5 92.8 6.6 82.0 42
IV ITPAFI—)U 62.8 47 60.7 6.5 53.0 2.1
RIVITPAETI 87.4 6.9 90.0 10.7 83.4 3.4
2V ITPANFIEUST T 81.8 9.4 84.8 8.1 76.4 29
2)Voroo)bEusgI > 84.2 10.0 78.6 6.3 73.8 3.6
) TPANFTY—)U 85.9 76 82.3 5.9 78.1 3.3
RIVITPIANFIY 71.8 8.4 80.9 49 75.6 3.3
100
90
80 T T
70
B 60 T
=
B 5
40
30
20
10
0
N B D = N D N = D
N | n | n n n | ”n
N N n N o e ke N +
n ~ R 1 R =) ) k) L
M H N K N y y H X
n N n N n N = L n
=2 n =2 n =2 # m] kS N
X 2 X =2 X L AN} M n
X X R N n =2
N n =2 X
n =2 X
= X
3. DIUREICESENS 9 IED RV T4 P ZROEINESBIR M

D7 TITr—3> /) —bDFEehZE CEICIES(CE. www.agilent.com/chem/jp T

5990-5086EN 7ZHRZRL C<IEE LY,
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FUV=TFAIhDZESRKITOIS s (CLP) RFED GC-pECD 3R

S ELUHESR (k&S 5990-5553EN)

[FU&IC

CDOF7TUT—23>Tld. QUEChERS U~ T )LRIALIET
O—FZFEALT. MROAU—TFAILTVTILT 20 1
MOEFESNTOT S L (CLP) BEZDHTT HITEICDNT
FEALE T, T277)U pECD BXUT 27 )LF+ESU GC 7
SLT7TO—FICKD, ZU—=TYVTIVICHREB IRV
T7VETVRAIT 71 BEENBDEE(T 1 RO EHE
ROMZBIICRITCETEI U, CITlE. BREEHDR
RICHIET D, AU—TFA )LD CLP BEZERT DIcH
DRBETEIADDAVYNZRUET o« COXVYRNIE,
FU=TFAIVDOEBNERAIU—_2T(CTa7 VAT A
WECD 77 JO—F 7 GC/MS [CDDFEREVTERTESHT
EZERUCWVET,

QuEChERS @

FU—TAAIY T 3g (£ 0.1 g) EBiAA/K 7.0 g ZEHEL.
50 mLEDEICAND

10 mL @ ACN ZZ;7500*

4 g M MgS0, & 1 g D NaCl H¥=3119 Agilent Bond Elut 4"J</7)1 QUEChERS
MR W —2 (B@mES 5982-5550) Z7N0

FrvIzU, 1 DEm<IRES

3,000 rpm T 2 =D B

ACN JE(D_E7&Ed* 1 mL % Agilent Bond Elut QUEChERS AOAC
(BEZZTY >V TIVA. BimES 5982-56122) 081
SPE2mL Fa—TJICHET

1 DERILT VIR, 2mL Fa—T T 3 5/, 3,200 pm T EE

AR 500 pL 24— TSI 7 )UICHE T

pgC-ECD THOHT

1. AU—TFAVICSENDEZED Agilent QUEChERS FIE,
* A A O FRIREYEIF I TARM

ikassR

GC {4
NI

NSL2:

GC/7"277)L pECD :

CFT )N/ R

FrUTHR:
F—=2:

EAE

T 27 )b p-ECD :

Agilent J&W DB-35 ms

30 m X< 0.25 mm. 0.25 pm

(EBRES 122-3832)

Agilent J&W DB-XLB

30 m X 0.25 mm, 0.50 ym

(EBRES 122-1236)

T°277)b pECD #HB KU 7873B
F—hT T S%EEA T 7890A

=I5 2 AAATUYEFrESY -
J0—-70./09— (BP&RES G31818)
7KZ&. 56 cm/sec

110°C (1.4 43f). 21 °C/min T 110 ~ 285 °C
(1 £38). 30 °C/min T 285 ~ 300 °C (2 53FE)
1 ple 250 °C RTUwWRLA,

0.3 53¢/ \—<J 50 mL/min

2 3 THAL—/U50 ml/min 7>/

350 °C. N, X—0 W,

EMENT L+ A—07wT =30 ml/min

JIAT7)

IAT)FryT

I AP AT =

VY
AN
AAOY—)U:
AANOSAT:

JIo)b:

CFT JawT 427

CFT2x3)b:

20 fEHARER -

ERAUTCHFEmR

RKBRAOU1—NTHSRINAT7 )L
(EPERES 5183-2072)

RUa—Fpv T (BRRES 5182-0723)
100 pL SR /HEBEELOD R

(EPRES 5181-8872)

5yl (BBRES 5183-4729)
PRIZNIU— (BEES 5183-4759)
FXAYFFAOY—) (BREES 5188-5367)
Ta7 )T — )\ EEER S A

(EPERES 61544-80700)

AZ 0.4 mm. 33—, 85/15 NN/
J5T774 b (BPERES 5181-3323)

REBFwis (BB@REES G2855-20530)

SilTite 7T5)b. P32 0.25 mm
(EPERES 5188-5361)

20 fEHARER)L— (EBEREES 430-1020)




T

Hz

7000
6000
5000 |
4000
3000 o

] 4

- 2
200 . ) ;

] 6 8
1000

EAI\M_,J\_AHMMM—'\J

0 T T ‘ T T T T ‘ ‘ ‘ ‘ T ‘ T T ‘ T ‘ T T

5 6 7 8 9 10 1 2 %

1. FhZo00m-FILr (HOF—NMEE) 9. guOLTYV 17. p,p-DDT
2. a-BHC 10 @-oOLTY 18. TVRUVPILFER
3. gBHC 1. IVRZLT7 | 19. BT URRIL 7Y
4. bBHC 12. FAIURUY 20. XNFTOL
5. ATHoO 13. p.p-DDE 21 TRV
6. d-BHC 14. TR 22. FHoOOETIZ)L (PO —MEE)
7. PILRUY 15. p,p-DDD
8. ATFHOOTRFUR 16. TVRZLT7 I

2. 80 ng/mL O CLP EEEEL 20 ng/ml DY OF —MEREZ R INUIcA U—TF A US> T)LD GC-pECD YOI S A
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Hz—
7000
6000
5000
4000 2
] 3
] 5
3000 g
: 4
2000
] 6 7
1000
. 1
1 Snmmm A pn A
0 T T ‘ T T T T ‘ T T ‘ ‘ ‘ T ‘ T T ‘ T ‘ T T
5 6 7 8 9 10 1 2 %
1LFNSo00mFILY (JO5—NE) 9. g-7OLFY 17.IVRUVPILFER
2. a-BHC 10, @-o0ILTY 18.p,p-DDT
3.¢-BHC NIVRRLT7 9FBIVRRIL T 7Y
4. b-BHC 12. p,p-DDE 204N F 20
5ATHO 13,54 )UK AIVRUVThY
6. d-BHC 14IVRUY 2 FHYO0ETT)) (HOF— N
17IRUY 15. p,p-DDD
8ATHFHOOIRFUR 16 IVRZILT7 I

3. 80 ng/mL @ CLP EEEEE 20 ng/mL DY OF —MEEERINUIcA U—TF A )L > T)LD GC-pECD YOI S A

CDO7TIT—2 a3 CERUCER

Agilent Bond Elut ZU</7 )L QuEChERS IS/ \wor—, EBRES 5982-5550

Agilent Bond Elut QuEChERS AOAC 438§ SPE. RREFZE=ZLY VI IVA. 2 ml F1—7, BimES 5982-5122
Agilent J&W DB-35ms 735 In. 30 mx 0.25 mm. 0.25 pm. BPEmES 122-3832

Agilent J&W DB-XLB 35 L. 30 mx 0.25 mm. 0.50 ym. ZBRES 122-1236

D7 TV —23> /) —bDREMZECE(CIEDICE. www.agilent.com/chem/jp T
5990-5553EN ZARZRL T L,



{Z1ERR Agilent Bond Elut QUEChERS XV wWiN[CRBDLUE A A JLHRD
EEDHE (XEES 5990-6432EN)

[FU&IC

D7 TUr—3> Tl Agilent Bond Elut QUEChERS [CKD
M EIEIERRDBL SPE 7Z Agilent A ROZONNI S T4 HKU
Agilent 5975C ~J—X GC/MSD EHEFEDHETEATDIE
T. VEVIvEYIWIVAAIVICEETNDRBEREZHE
JHEECTRERLMEFIECOVWTHBALET, Tyt
v )VAAUCEFENDEEDMEIE. 1LY XD
BMILIcH, REETHDHEBEASNTCWVET, CZITRT T
JO—FTlF. BEDOHE SPE FIEZRIIDMHFIEDA
FHELOBTERLTWVDIZ. SIM Z{ERUTZ GC/MS
THWMAREIED ) — VTR DMEONE T,

-]

fRaasRt

GC &%

YA Agilent J&W HP-5ms ) US4 F—h.
15m X 0.25 mm, 0.25 ym

AEAO: ATUwRLR

AAOSAT ANUWORGT)T—) \ ANEELIEZ
(BREREE= 5188-5398)

FrU7 AR ANUD L

EAOES: 19.6 psi (EEE—NR)

AALLNEE 250 °C

AAE: 1.0 uL

ATUYRNRIIAD)(—TRE : 0.75 9T 30 mL/min

T—TVRE

JOIS 70 °C (1 53/)
50 °C/min C 70 ~ 150 °C (0 73f&)
6 °C /min T 150 ~ 200 °C (0 9f&)
16 °C/min C 200 ~ 280 °C (6 57E)

MS kit

Fa—ZVITPA): Atune.u

TR SIM (BREDFHMIE 7 TUT—23> /—hD
* 3 s

AZ IR, THER,

NSV AT7— ZNZ11230 °C. 150 °C. 280 °C
SAVERE

TRIRAF SR 2.30 93

RIVFITSAVEE: F—hFa—VEE

81

QuEChERS &

VEVA ALY TIL 3 g ZEEHEL (£ 05 g)
50 mLEDEICAND

IS Z)\A ZEREMEICTHUT QC 2= 7R,
1 DERILTYIAUTRE

12 mL DKZZAIILIEH. 10 mL D ACN & 2 mL DAFH & 7T Mo
1 DEE<IREDS

Bond Elut QuECHhERS EN #1H18) \w o —7& 3R 0.
1 HEBEIRES U, b DR DD B

NFUVBBIUA A IVBD EEHER—)VENYNCHRESE

ACN % 1.6 mL % AOAC 9384 SPE2 mL Fa1—2
(EmBLUBRZEZSTCY VTV (CET

2 ~ 3 EMILTVI AU, 13,000 ipm T 2 ~ b DREE DD B

ACN HitHi& 72510 ADAC
2mL 38 SPE Fa—7 (RIS LUBRZSOUVTILA) (BT

2 ~ 3 HREIRILT w2 AL. 13,000 rpm T 2 ~ b DRI=DDEE

BIAIE EEHEE L. GC/MS THHT

1.

VEVAAIVICEENDRZERADIEIERR Agilent QUEChERS EN HiH IR



é %105 1
Te+08 3 ]
E TIC: CB 3X FP 2 mL HEX 5 SIM: CB 3X FP 2 mL HEX
e
8e+07 ]
E 1 Ll .
% TIC: CB 2X FP 2 mL HEX SIM: CB 2X FP 2 mL HEX
6e+07 3 37:

4e+07

N | N e

TIC: CB 1X FP 2 mL HEX SIM: CB 1X FP 2 mL HEX

2e+07

LJJ Ay L JJ/.\/L

1 s 0 N
e e i i T R mn . T ;

1 f T T T T T
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 400 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

2. ANFUUDTIPERDIEL SPE FIRZEHDAY VREFRBRORE( LS Nt CB (IhO—ILTS2/0). FP (AOAC 7384 SPE. BERREBFRZ=0Y
7 IVA). HEX (NFT2)
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x10° ]
4
] 200 ng/mL KR MRS
1S
20
3] 78
15
12,1314 23 24
1 10 22
] 1 2 25 26
2:
1 20
1S 200 ng/mL F LMD QC
3
] 22
L 23
6
24
1 2145
21 25 26
0 ““‘—-"“A/WHHMHWHHU‘HMHWHHUHW‘
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
1. Y20)UIRA 10. JT=hOFF 19. TVRZILTFI
2. a-BHC 1. 7ILkU> 20. 4,4'-DDD
3. AFHrOOXTEY 12. Ro5FA4 21. BB TRV T 7
4. [-BHC 13. 20)LEURZ 22. 4,4'-DDT
5. y-HCH 14. )\SFF> 23. JOEJOES—K
6. IRk 15. ZOYV=RY 24. A-)\OKNJ>
7. o0O)LEUTHAAXF )L 16. TVRRILT7V | 25. 7xv)\Lb—k
8. I\SFAUAFIV 17. Fq)LRU> 26. TILIANI Y
9. NT&uOL 18. 4,4'-DDE

3. 200 ng/mL ZTUR MUY AR FRAN MY ZZGRNUIZ D> F)L0D GC/MS O NI She TS, FINBIS IORIMNEDLUEY 7 A ) VHERDS
OVNISLERUET . 26 BEDEZEDDSS 26 FEEC. FHRSD < 6 % DEREOBLVERMSSNEUIZ.

CD7TUT— 3V CERUEER

Agilent Bond Elut QUEChERS /\v 778D EN i+ v, EB@ES 5982-5650

Agilent Bond Elut QuEChERS AOAC 538 SPE v b, BBIFB IV BRZSTCY VI IVA. HmES 5982-5421
Agilent J&W HP-5MS DILNS A F—bAS5 L. 15 mx0.25 mm, 0.25 ym. Bm@ERS 19091S-431Ul

D7 TV —3> /—bDREMZECE(CIEDICE. www.agilent.com/chem/jp T
5990-6432EN ZARZRL C<LIEE L,



Agilent Bond Elut QUEChERS dSPE ©r >/ 7 )LRIAIES

KU E%HER DB-bms

DILNZAF—b GC AT L7ZEHUIZ GC/MS [CROBPADEIRSE
TRERAEIKZR (PAH) D734 (SCEREES 5990-6668EN)

[FUsIC

CDF7TUT—2327ClE. QUECHERS 73 BEIFEHE (dSPE)
VIR TO-FZERALT. RICEFNDHERESD
FUOMEBDZIRFBEMRRILIKFR (PAH) ZAIE T DT7AICD
WCEBALE T o#7lE. YILFE—NEAO (MMI) BKXU
Agilent 7693 4 —h T > T S72 1A T Agilent 7890 GC HKU
Agilent 5976B GC/MS A7 L CTITW&EUTZ, GC (CIE BEN/ W
272y aBICEDGIEAT « (PCT) RAM S LBERELE
UTco DN 80 ~ 139 % TULTE,

QuEChERS &

B2T)L 3 g ZEtEU (£ 0.05 g). 50 mLiRDEICAND

YOT—MIS BRE. MEICINUT QC ) A Z78R7ZER o
1 DERILT VIR

P TIUIC 12 mL DERA 7> K7ZERIL. ESSVIMEIF AT 2 @RS
(BBRES 5982-9313)

156 mL O ACN Z75 1L, 1 ERILT YO Z

-3
EaRRit
GC R{¥
NoA Agilent J&W DB-bms Ul
20 m < 0.18 mm. 0.18 pm
(ERRES 122-5522U1)
GC/MSD Agilent 7890 GC/Agilent 5975B GC/MS /A7 La
TS Agilent 7693 A —hU TS,
5.0yl YUY (BBERES 5181-1273)
PCT %558 - J{—Ift2E Ultimate 1T=4>/
(BREREE= G3186-60580)
FvUT ANUDLAL ERE. 1.7 m/min
UZNJO%5 0.7 m X A%E 0.15 mm ASHEIELIEEH
JUHFa—T
PCM 1 : 3.8 psi EE
MMI 05 L A7UwkLR, 320°C. 0.8 9T
J\—<J57E 50 mL/min
2 3 CTHATZ—/ 30 ml/min
F—T> 50 °C (0.4 53f&). 25 °C/min T 50 ~ 195 °C
(1.5 93). 8 °C/min T 195 ~ 265 °C,
20 °C/min T 265 ~ 315 °C (1.25 53&)
RANSI\WOTZwa:315°C T 798, /\WwoIovaEh
70 psi. /N T7ZwaDEALES] 2 psi
MSD : 340 °C "SR TP—SA /.
340 °C A A ~>/J&. 150 °C PHEHR

Agilent Bond Elut QUEChERS A7 )LXVwRIIHER) \Wwir—2 156 g fi%E
B2 T)VISHM (BBEREES 5982-6555)

Geno/Grinder Z{EMAU. 1500 rpm T 1 HREBE<IRED

4000 rpm T 5 3RO BE

ACN J& 8 mL % Agilent AOAC 298¢ SPE 16 mL Fa2—2
(BER7ZZ TV TIVA. BmE= 5982-5168) ([CHET

1 PERILT VI AL, 4000 rpm T b pERERODBE

GC/MS TH#f7

1. 8> J)LDIEERR Agilent Bond Elut QUEChERS i FIE

84

AU FHEmR

JINA7)b FBAIU1—MTHSRINA T
(BhREES 5183-2072)
AT IFrvT ROUa—Fvv7, & (BBmES 5182-0717)

IAT AT —h 100 pL SR /AEREE DA

(BREREES 5181-8872)

AN 5L (BBE@ES 5181-1273)

TIYL: TRINVANIU— (EBE@ES 5183-4759)

AEANOSAT NEET AT VT —I\—\JVIRS AT
(BhmE= 65188-5398)

JIo): A 0.4 mm. 23—, 86/156 XA/
IS5T7A (BBE@ES 5181-3323)

PCT T T 4D REBFwh (BB@EES 6G2855-20530)

PCT 7x3IL: SilTite 7T >)b. A2 0.25 mm
(BREaEES 5188-5361)

20 fBHAKIR - 20 fEHLKRERIL— (BBRES 430-1020)




VAP

130000 —
120000 — 2
110000 5
100000 —
90000 —
80000 —
70000 —
60000 —
50000 —
40000
30000
20000
10000 —

~ A

Agilent J&W DB-5ms DU bS5 A4 F— M ASLTO 16 FEXED PAH D5 &

0=

>FosLY
7EFrIOFUY
TEroTY
AL
JIFUNVY
TUNSEY

o e wN -

7.
8.
9.
10.

11.
12.

T
10.00 12.00

iSIE |

INFSVTY

=%

NVX [a]| 7SV
ouey

NV b TINASVTY
VK IIFSUTY

14.00

16.00 18.00 20.00

13. RV X [al EL>

14. 427/ [1,23cd EL>
16. IRV X [ah] 7TtV
16. NV [ghi] XU

2. Agilent J&W DB-5ms DJUESAF—h GC FrESUNT A (BBRES 122-6522U1) [CKD 4T LI 500 ng/mL PAH REERD GC/MS 20X MI S L, BIN—

JICERHBDIONNI ST« 72 {EH.

85




TNV
6000 — 3
5500
5000 2
4500 !
4000 4 5
3500
6
3000
2500 7 8
2000 | 10
14 16
1500 9 12 13 15
1000 uu M ’ 25 ppb DF ISR
500—"“]5 t o Q
0 ~ d TS Vo DREER
—— — — — — — — — ——
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
i
1. FoILY 1. JASVFY 13. RV X [a| ELY
2. PEFIFLY 8. ELv 14. A5/ [123-cd ELY
3. PEFITYV 9. RV [a] PS5tV 16. IRV [ah) PVRSEY
4. )AL 10. UL 16. XY [ghi] UL
5. JrFVhlv 1. RV b TIASYTY
6. PUhSEY 12. RV K ZIA ST

3. Agilent J&W DB-5ms Z)UNSA F—h GC FrESUATATHOMUIEMER T S0 & 25 ng/ml AIE3mE R D GC/MS SIM 270X~ S 1,
84 R—I|CEHDIONNT T T4 = E .

COr7IUT— 3V CERUCER

Agilent Bond Elut QUEChERS IS/ \wor—3, BRES 5982-6555

Agilent Bond Elut QuEChERS 438§ SPE. RERFZEZS LY VI IVA. 15 ml F1—7. HEES 5982-5158
Agilent Bond Elut QUEChERS €S v IREIFA Y, 50 mL F1—7. BmES 5982-9313

Agilent J&RW DB-5ms DILSAF—FAS L. 20m X 0.18 mm, 0.18 pm. BB@ES 122-55622UI

D7 TV —23> /) —bDREMZECE(CIEDICE. www.agilent.com/chem/jp T
5990-6668EN ZARZRL T L),



HEAD—IUFTED IV A T —b A F—2={ERHUIZ GC/MS/MS (C
FOBRMAADEREDDHT (X FEIE= 5990-7706EN)

[FU&IC

CDOF7TUT—23>Tld. QUEChERS U~ T )LRIILIET
O—FZERAULCEMDEBREZDT I DTAEICDONT
SALEF T ROANTST—, J\F T 4F 3 FFo. U
FAD 5 BREDRYBFLUHFRZERUEUIC, DThiEEE
15 33 FABRDARBLREZEIRL. Agilent D)LNSAF—h
ZA F7ZFMUZE UTze QUEChERS AOAC XV wRICKDIEHL
IERPBROHRINIY IR TSIV T)VICRERE
mZENNUELUIC, TRXTDTANE, 7693B 4 —hF> T
Z&7000 YU—XRUT)VIEERR MSD X5 LR A e
Agilent 7890A GC TTTWL\EUIz. B LIZ Y > T )L ERL T,
HISRAD—)UAE Agilent D)USA F =S4 FDENZH
REZRULE LT,

QuEChERS F|[&

REIFA XU TIU 15 g ZIEREICSHEL (£0.05 g).
50 mLEDEICAND

100 pL O IS B&RZT > T)UISHML. 1 DRERILT VI X

16mL 0D 1 % BEBR ACN 7B 2500, 1 DfsE<iRES

Bond Elut QuEChERS AOAC 18/ \wor —I 7780,
Fa1—JIFryIZ2UT 1 HREE<IRED

4000 rpm C b S EERODBE

ACN BD_E7Ed+ 1 mL % Bond Elut AOAC %384 SPE 2 mL Fa—2JIC.
F/zl& 8ml % Bond Elut AOAC 384 SPE 15 mL Fa—J(CH# T

1 DRERILTYIAL =D B

WMERZET —NF TSI\ AT I)UTEL. DT

B> 7)V7% GC/MS/MS T

1. BmICEZFNDEZED QUEChERS AOAC U J)LRIAIEFIE

87

k3R

GC {4
bax VAN

GC:
F—hT2TS

FrUPHR:
AEAO:

ANV RES
ATUYMIINDN =T RE :
AANOES:

RTOw+>7 -
F—=227077AI:

MANT
Fr3U-J0—--70./09—:

Aux EPC 3R :
JU—RSA:

Aux [£77:
R

URNIDS

Riess :
MSD :

BERVT !

TR
Fa—Z2IT7A):
NSYRTF—SAY
R

AFVIERE
MEURE
TBIERE B
JUyavARTO—:

MS 7 BfRE :

Agilent J&W HP-bms T)UZ A F—h.
15m X 0.256 mm, 0.25 ym
(BR&REES 19091-431U1)

Agilent 7890A >—X

Agilent 7693 A —hF >V TSHBKXOT VT
KA. 5L YUY (ERRES 5181-5246).
FAAE 1 ILFEABBEA (7Y

P 3@ UV IILRI EYD 3 A FEAR
B B (7ERZNUJL) HE 3 [
NUDL EE

MMISEADL JULARZTUYRL R
E—K:280°C

36 psi. 1 DET

1 43°C 50 mL/min

S4B 18.35 psi (RT Ow2).
I\ TZw 285 1.0 psi

8.298 73, ZOJLEUIRZAATF )L

100 °C (2 22f&). 50 °C/min T 100 ~ 150°C.
6 °C/min "C 150 ~ 200 °C. 16 °C/min T

200 ~ 280 °C 6 DERKF (P TILDHD
fz&). 100 °C (1 23f&) 100 °C/min T 100 ~
280 °C. 5.2 DEMRE; (WhwOIRTZo
DAFDIED)

280°CC2%

J—If42E Ultimate 1=A4 > (EBRES
G3182-61580) — DT HT LEFALOD/ WD
TovallfER

)= Ultimate 1=A > [CEEES N2
AU L

F10.0625 -1 >/F x A 0.010 4 >/F x 100 cm.
316 SS Fa—J. A—TVD L

DHTEE 4 psi. J\wTTSw a8 75 psi

EAOE J—IAFE Ultimate 1=4> (D
(BBEREE=S G3182-61580)

RNEET2—ARIUAFa—T,
0.65 m X 0.15 mm (EBERES 160-7625-5)
JX\—I{F2E Ultimate Z=A4>/ & MSD DR

Agilent 7000 ) LIUEEHRA —b,
NIF—RVATUONOZOZfIE

INITF—RVAE—IR
MRM

Atune.u

280 °C
300 °C
Q1 8KV Q2. 150 °C
239

He 7 T>F 3R 2.35 mL/min,
N, IUT33Z 1.5 mL/min

MST S8&KU MS2. 1.2u




1 12 23 34 45 56 67 78 89 91010Mm 1n12 1213 1314 14

29

24

- 14

] 3 15
26 0 g
27 18 19 2
] 4 LR 21 25 -
I . 12 28
1 2 8‘ ﬂ 13 17”HS 20 23 b
| 6 4 ko
AL ne 1L s =l o
R o 0 1 12 13 a5 1517 18 19 20 o2 2
1. XF=RRA 8. hoSIv 15. MLOZORZAXF )L 22. JOV=ERY 29. IRAX Wk
2. Y20)LIRX 9. UvFv 16. o0)LI)IVFP =R 23. TRUY 30. RO
3. XEVIRR 10. 479> 17. 7)LRU> 24 TFA 31. NJUANIE14K
4 FPEIT—H 1. yOoO~0=)L 18. XSF A 25. BB TRV T7> 32. IR
5. o-JIZ)LT7T/—=)U 12. ZO)VEURAXF)L 19. YyoyOoaX oI/ 26. DDT 33. TIVIARNUEMER
6. AXRI—h 13. EvoOviy 20. EUSRAIF)L 27. TRUVT Ry
7. IUARI—hk 14. 73)L)\UJL 21. MLV ZR 28. 4 70OVF

2. ASAD—IUNEDIVNSAF—hS+ F 7 ERUIC. 10 ppb THMMUIZ QUECKERS B> )LD GC/MS/MS ZOX NI S5 A

COF TUg— a3 TERURERS
Agilent Bond Elut QuEChERS /\'vJ77&b AOAC HitHiF v, ZBmES 5982-5755

Agilent Bond Elut QuEChERS AOAC 738} SPE Fvb. —iRMIERS LUERA.
2mL, BR&RE= 5982-5022

Agilent J&W HP-5ms DIVbS54F—b GC A5 L, 15 mx 0.25 mm, 0.25 um. EBE@EES 19091-431U

D7 TVT—3> /) —hDREMZE CE(CIFDICE. www.agilent.com/chem/jp T
5990-7706EN Z1RZ=L C<fEE LY,

88



Agilent 7000 MUZT)UIUEERR GC/MS 2 AT L7 ERUCEHD
L5 EDAIRE (eSS 5990-7714EN)

[FU&IC

CDOF7TUT—23>Tld. QUEChERS U~ T )LRIILIET
O—FZ#EALC. L—ILEBRICSFTNOIERERRE
B, SREBHRRIEKER. BIORUELEET =) VEZR
EIDITAEICDODVNTCEHRLET . affld. “EBRIEREFAAIY
JILFE—READ (MMI) & Agilent 7693A A —bT > T 571
A fZ Agilent 7890 GC & Agilent 7000 ~UZFJUPUEEHR GC/MS 2/
AT LTIHWVWEUIZ, COFPTUT—23>TIlE, QUECHERS
MEZBEEASAICTIBEU SPE VU—2 7Py T FIAEHE
HFEDE T, FRIEEHD 6C/000 ([CLDMEFRIBE TR
M RZESLEUIS,

89

k3R

GC {4
HSAL():

arZNVIR
FEAT—R(1):

FAADRE

JOJ5

AANOFEF UL
ZATUYMIIMDN—TRE
FEAR—RSAF

AEAE—R(2):

AADRE OIS A
EAONYNER
EAORYNIO—:
EAONY NS

HOE :

ANRE
ZATUYIMUMDI—IRE
ENR—RSAF

FrUTPHR:
F—TVBE
JOJT

RTLEED
FEAHIET -
ot S
MC &%

MS NSV RT7P—SA ViRfE :
MS A A~iR

MS POEEtR, 1. 28 :
JUI3BIVHR
MS1/MS2 S BHAE :
MRM FR7E :
BFIRIF—:
AANEE—R:

A —hFa—2:

Agilent J&W DB-5ms )UNSA F—k,
15 m X P2 0.25 mm. 0.25 pm
(ERRES 122-5512U1)

Agilent J&W DB-5ms )LSA F—h,

0.65 m X P£Z 0.15 mm. 0.15 pm

(BBEREES 165-6626 DSHIHA)

1 L 3—JUR) YVRRZTUWR LR, €O, A2E]
NILFE-READ (MMI) KU 10 pL
IR ER

50 °C (0.05 23f&). 600 °C/min T 50 ~ 325 °C
13.0psi € 0.75 S
1 43°C 50 mL/min

A 2 mm, <ILFI\WT)L
(BREREE= 5190-2296)

10 pL BRI, COBEINILTFE—R
AEAO (MMI) BKU 25 L U7 (ER
40 °C (0.31 53f&). 600 °C/min T 40 ~ 325 °C
5.0 psig

100 mL/min

0.31 9

0 psig

100 pl/min

1 43°C 50 mL/min

A 2 mm, <ILFI\wT)L
(BBEREES 5190-2296)

ANUD L ERE. 1.2 m/min

50°C (1 73f&). 20 °C/min T 50 ~ 200 °C (0 &)
10 °C/min "C 200 ~ 300 °C (1.5 23f&)

PCB 118, 12.370 HIcOvY
G3186B. 2.0 psig DEETENE
AANOES

325°C

300 °C

150 °C. 150 °C

237 (1.5 mU/min). AU Ly (2.25 mL/min)
DAR/DTAR

FIVT =237 /) —hD% 3SR
-70 eV

BFEE (H)

ERET A

5




QuEChERS &

NEIFA ALl Lh—IVEHEH 2 g ZEHEL.
QuEChERS i 2—JICAND

FEBRFHR 10 mL %5557 turbovap
Fa—TICERYNTHD, 05 mlL FTEH

IRHBUI ISTD (7 b /ITBRE) 723N

20 mL DY OOOXE 2/ (DCM) Z75 . 0.6 mL FTHEFESE,
10 mL DCM ZZi7510, 0.5 mL K THEF

BTV 30 BERILTYIALTRE,.
13 mL DERA 7> KERIMNL ESIVIMEIFA Y% 2 BINZD

10 mL DAFHZZRIMU. 0.6 mL FTEFH

BT HERILTYOAUTRES. 15 mL Ot
IR (1 % BFER7 B ZRUILER) 2. 1 AEMILT VIR, BE

2U73% 180 °CC—HREM L. 197
ZE(D 15 mL SPE Fa— (A M

QUEChERS AOAC 1227 R (5982-5755) ZA . Fa1—J%&
1 DEFTIRESL 1 DRERILTvIALTRE

19 D% SPEF1—TWT 10 mL D
DCM BKU 20 mL DANFT AV TFava=rd

Fa—27% 3,900 rpm T 5 DE=EDODEEL.
Fa—D% -20 °C DAHET 30 DS

BfELICmE RZE > U7 SPE Fa—JICA
13 mL @ 40:60 DCMANFT 2 T/EH

FTENZNJJVER, 1 g DFKFREES NI LDA S
ERRE N CEDEITEY

MR 0.6 mL XTHEF. 71 2 DOFIEZEDERT

1 HRFTIRES L. Fa—T% -20 °C DmRElC—REL

HERZ 0.6 mL FCTEFKSE. 2mL A~V TS)A7IVICET

1. BICEFENSSRYED QUEChERS U T)UIE S RO TU—>
7y IFIR

x10 4

1. FosLY 1. oUty + Ty
9 2. PEFIFLY 12. RV b+ DA STV

3. PEFITYV 13. RV K DA STV
. 4 DALY 14. RV [e] KLY

5. IRVVYFATTV 16. RV [a] B

6. JTF kLY 16. XUV
7 1. PUNSEY 17. 47/ (123 -¢cd] ELY

8. JIASVFY 18. IRV [ah) PURSEY
6 9. ELv 19. RV [ghi] RULY

10. RV [a] PURSEY
5 3
4 1

6 ; 1"
3 2 8
10
) 12
5 13
15
14
1 mjt 78 19
. ALl L
5 6 7 8 9 10 n 13 14 15 16 17 18 19

AUV b vs. D AHBER (53)

2. PAHWZRILEYD TIC MRM ORI S L




130.0

120.0

110.0

[EINE (%)

100.0

HCBD a-HCH HCB  b-HCH g¢-HCH d-HCH Aldrin Isodrin  op-DDE p,p-DDE Dieldrin op-DDD  Endrin  pp-DDD 0,p-DDT p,p-DDT

(B)

BN (%)

130.0

(C)

120.0

110.0

100.0

BN (%)

90.0

80.0

PCB28 PCB52 PCB101 PCB118 PCB153 PCB138 PCB180

3. LA—)UEHEISAIUIZ (a) OCP. (b) PAH, $KU (c) PCB EDBRILEYIBIUEE (%) BDI S TRR

D7 TUT—2 3V CERUCETR

Agilent Bond Elut QuEChERS /X 778D AOAC ¥ v, BmES 5982-6755

Agilent J&W DB-5ms DIVNSAF—bAS L. 15mx0.25 mm. 0.25 ym. BP@EES 122-5512Ul

Agilent J&W DB-5ms DIV SAF—PAS5 L. 0.65 mx0.15 mm. 0.15 pm. ERGREES 165-6626 DS UIJHT

D7 TV —23ay /—hD5Ee7ZECEICTEDICE. www.agilent.com/chem/jp T
5990-7714EN 7Z1RZRULCLIEE L,
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RG> TIVaEF Ex AWNEZRMN) O 8EH R0
T SL./ 2D LC/MS/MS 37 (&= 5990-9107JAJP)

[FUHIC

CDOF7TUTr—23>7TlE. {EIERR QUEChERS XV wRE K
U Agilent Bond Elut Mycotoxin SPE Z{# B LT Y > 7)LETALIE
=1L\ LC/MS/MS ([CKRDNU T 487 S0/ Vi
HI2EAEICDVCEHRBEULE T . CODHTICIE. MassHunter
Optimizer VY 7D T 7l A 1= Agilent 6460 kU —F)LIUEEHE LC/
MS ZERLEUC. BINEE. AL/ 7 T4 =T HEICH
LT 72 ~ 105 % TUJzo QUEChERS 77 7T0—3F &, Mycotoxin
AT LZEERUEHRERD SPE V-2 v TOWNWTFNTHE
NEENENMESNE Uz, SPE OU—2 77y T ERUCHI
WIBUT VT ILDABOU— 2 TEWVERE FRMESNE
U7ch. QUEChERS 77 7O—FZFERUCRIMUELIZ Y VT
DF MR F TR TU .

AT iadas

HPLC &%

VA IR Agilent ZORBAX ZEWRLY JL—2/3> HT
Eclipse Plus C18. 2.1 X 100 mm, 1.8 ym
(BREREE=S 959764-902)

a8 Agilent 6460 ~U 7 JLPUEEHE LC/MS.
Agilent 1290 Infinity LC

M 0.25 mL/min

NOLRE 30°C

AAE 10 uL

[EEILER A:K+0.2 % BEEE. 5mM

BB EZD A
B: X5 /—)U+0.2 % BEEE. 5 mM
[iE 7 Y slw N

MS/MS Sk{5

ESI BKU Agilent Jet Stream / VT X—2% . pos/neg SR HETINDER

RSAVITHRE : 200 °C

RSAVIHARARE : 8 L/min

RISAYHES: 45 psi

—AHNRE 400 °C

V—AHARE : 12 L/min

FrESUBE: +3,000V

JX)VEE: 1500V

IS EMV 500V

DEERE : dZwh, AZwh

92

QuEChERS &

5 g DFW7ERFL. 22D 50 mLIERDEICAND

10 mL D MeOH : 7tzh=R~UJL (85:15 viv) SEERZ AN U.
FrvIZUCES

Bond Elut / W 7kttt S or —2 (BREEES 5982-6550) Z 2 ANUL.
FvTZUTRESL. mODBE

_EEH 1 mL 7% 2 mL 5384 SPE
Fa1—7 (BRRES 5982-5022) (CHET

FrvIZL. MILTYIAUTREL, EDDEE

0.2 um X T THE

N, FRCFRFESHE. 1 mL D H,0 : ACN (80:20 vwv) [CFEARR

1. F¥D QuECHhERS AOAC B> ) LATILIEF|IE

Bond Elut Mycotoxin XY vk

25 g DFERFY)

100 mL 0D MeOH : 77EZRUJLEER (85:15 viv) ZFANUL.
FrvI=UT 1 BRBIRED

&3 8 mL % Bond Elut Mycotoxin Fa1—2 (EBRES 12102167) ([CEL.
DREINE

N, R CHFES . 1 mL D H,0: ACN (80:20 vwv) [CHEAHE

0.2 ym X I THE

2. BYICEFENSNA INF D Bond Elut Mycotoxin SPE > )L

BILIESF)E




®1. MIFEVESIUETZSL/ V0D MS BHRFE

TUA—YA1F> TOY o7 VY3V IRILF—
15-7EFILTHAFVZ)\U/—)L 356 321 95 5 T4
16-7EFILTAF+=)\/—)L 356 137 95 8 mIT4T
15-7EeFIVTHHF2Z)\/—)L 339 137 105 12 mIT4T
ITVEFIVTAFIZIINU/—IL 397 337 95 4 FHATAT
ITEFIVTAFI N/ 397 59 95 20 XATA4T
IP eIV —)U (DAS) 384 307 105 4 i)
IF eIV =)L DAS) 384 247 106 6 T4
T7F2=)\L./—)L (DON) 356 265 95 4 FATAT
T4+ =)\L./—)L (DON) 356 59 95 20 XATAT
TJHL/ X 413 263 95 8 FATAT
TJHL /X 413 59 95 28 FATAT
HT-2 b2 442 263 105 4 i)
HT-2 bR 442 215 105 4 mIT4T
RAVSZH—I 400 215 95 16 MIT147
XAVSZA—Ib 400 186 95 16 mIT4T
—I\L/=)b 37N 31 108 4 IAT4T
—)\/=)b 37 281 108 8 FATAT
—I\L/=)b 37 59 108 24 FATAT
T2hF2Y 484 215 120 16 i)
T2hF2Y 484 185 120 14 mIT47
ersu/ v 317 175 190 16 FHATAT
ersu/v 317 131 190 24 XATAT
ersv/Y 319 275 185 16 FHT4T
vrsu/ Y 319 205 185 16 FAHTAT

#F+ 2. 50 pg/kg (n=9) TINEY VI IVITHENMUTESMICSIF DIEIERR QUEChERS &EAH—MUwS/ SPE D

BEURES—5 DOLLE
{EIENR QUEChERS [B]  {EIEKR QuEChERS Bond Elut Mycotoxin ~ Bond Elut Mycotoxin
IR (%) RSD (%) SPE EUREE (%) SPE RSD (%)
Z)\b/—=)b 5.6 73 7 93 "
FTHAFIZINU/ =) 6.4 85 8 84 "
THL /X 6.8 81 9 89 9
RXAVS A=) 6.8 94 9 71 9
15-7EFIVTAFV )N/ =)L 12 88 9 72 10
3IT7EFINTAFIZINL/ =)L 7.2 100 9 92 1
IT7ERFTIVILR =) 7.7 105 2 104 3
HT-2 8.0 83 8 99 4
T2hF2Y 8.2 83 8 100 4
vrsSU/ Y 8.4 87 8 79 9

93



x10?

\/[/

~

0.9 ]
0.8 ]
0.7 ]
0.6 ]

0.5

ERT7INFT VR

0.4
0.3

0.2 4

0.1 J
0
46 48 5 52 54 56 58 6 62 64 66 68 7 72 14 16 78 8 82 84 86 88 9

HDAHESE (5)

3. 50 ppb NERNIWIRIZE, 1 KBBOIEE(LIONI T Lo TDAVYRDIBE. 167 EFILFFFV I/ —IVE 3T EFILTFHFY U/ —ILDRIEE
2DV T3, BEDEENEIE COREICIDERISNDID. YOV ST DHBIEHEFEVSISTEL TS L,

CDOF TVTr— 3V TERAUCEER

Agilent Bond Elut QuEChERS I\ I 7IEUIHINY o —3., BI@mES 5982-5550

Agilent Bond Elut QuEChERS %38 SPE Fwb ., BPMGES 5982-5022

Agilent Bond Elut Mycotoxin SPE A—kUwJ, 500 mg. 3 mlL. EEES 12102167

Agilent ZORBAX SEYRL Y )L—<3>/ HT Eclipse Plus C18 A5 Ly, 2.1 x 100 mm. 1.8 ym. ZBR@EES 959764-902

> - - . ” < 3
————
GG Ees

D7 TV —23> /) —bDREMZECE(CIEDICE. www.agilent.com/chem/jp T
5990-9107JAJP Z1&ZR L C<LfEE W,

94




B b SN/ o —2 77w EE Agilent 7000 U —XNUT )L
PUEEHR GC/MS Y AT L ERUICEIEST T ) VHFDREBEERD

Z R AIRE (A= 5990-9865EN)

[FU&IC

CD7TIVT—23> Tl BE(ESHN Iz QUEChERS T2/
AR TO—-FZ2ERALT. ROOREZEINRIITHHET
BDEAFIC, JOVMNI STE—DJDZEE., MRIEEYDU
T2aVEIALDY TS, FEREDOETORREEDH
TIAPZOMOHEMBY ZR/NBRICHIZDHTTIEICDU
CTERALE I SRIHRD (L. Agilent 7890 GC T MRM
E—rZEALZ GC/MS/MS & Agilent 7000B U7 LILEE R
GC/MS Y AT L7ZERULTITWE U, COFHMBIET T
O—FCl&. QuEChERS HIHICHEWVTC. —BDHdiERZ
BOCHDRRIIC L DT =27y TETVNE T,

QuEChERS FIE

2 g DEZIFREE + 10 mL D7K%Z 50 mL DT SRAFvIEDEICAN.
30 MEIREDS L. YUy ADAKFZE 30 2 EHFD

10 mL D7 EZRUILZERIL. 1 DEHRED L.
4.g M MgS0, + 1 g D NaCl Z7&00.
1 2 BRES UL TPP (ISTD) Z72800LC 10,000 rpm T b & DD B

FEAZRUJVE 1 mL7Z 16 mL TS RFvImOEICED.
1 mL D n-ANFHUEKU 5 mL D 20 % NaCl KARZAMNU. 1 5EIRED

| 10,000 rpm T 1 SRR BE |

| nAEHBO—EE 2 ml A — TS5 PIUCE T |

1. 2D QuEChERS B T)UMHB ROOU—2 77y TFIE

iR
GC =4
NS0

A INVIE

FrESU— - JO—KE

FT—hITS:
EN--

RTUWNLUZEAE] -
AEAE

AADNRE

JOJS
ATUIIMUMMDI—ITRE
RTL1EEY

FrUP TR

FEAOEST

PCM £77
F=TOIT L

IRANSBSR :
MANSVIRE :
RANSVES

MS hSYRTP—SA
RE

MS SR{F
AFMEE—H:
BFIRILF—:
Fa—:

EMT A

MS1 73 BfEE -

MS2 T3 BHEE -
NI D
Y3V IRILF—:
ROTILEA L

aVTavEIVARTO—:
MSSBEY—:

Agilent J&W HP-bms 2)UZA F—h,
15 m X< 0.25 mm, 0.25 ypm
(EBSRES 19091S-431U1)

Agilent J&W DB-5ms T JUNZA F—h,

0.50 m X 0.15 mm, 0.15 pm

(BBEREES 165-6626 DOUIHA)
FEASET (PCT). Z2a—<X TN
O—JLEYa—)b (PCM)

Agilent 7693A A —h1 T35

2L J—=)URXTUwRUA, €O, /4]
NIVFE-READ (MMI) Z{ERA

153

M—bZAF. W 2 mm MdHTERNEMAEL
BEHBSAF (BBRES 5190-2296)

50 °C (0.1 53f&). 600 °C/min T 50 ~ 300 °C
1 93C 50 mL/min

~JZILZUL 6219 HlcOvo

ANUD L

17.460 psig EETE— (DH78F)

2.0 psig EEE—R (91755)

50 °C (1.0 23/). 50 °C T 50 ~ 150 °C.
6 °C/min "C 150 ~ 200 °C.
16 °C/min C 200 ~ 280 °C (4.07 7))

209>
280 °C
JEAL 1.0 psig. PCM 60.0 psig

280°C

BF 141t

-70 eV

BA—hFa—

10

1.2 amu. {EME

1.2 amu, H{BEIE

TV =237 /—~DEEER 2] Z8HR
TIVT =23y ) —~DEEER 2] #5HR
5 T AT IUIRITET BIHDE A I
TAVRIBIEODNS I3 VEITIHUT
2~28ms

23 (1.5 mU/min). AU L (2.25 mL/min)
A7 >/J8 280 °C. Q1 150 °C. Q2 150 °C




x108 vk e 7

3 rEoAO—IL /
HFa—I /
FAIOIY

ROTLY
/ U/ UV /
N (1) /
;—M‘ A (2) A -
0- A - -

T T T
3 4 5 6 7 8 9 10 n 12 13 14 15 16 17 18 19 20 21
UFrvavsd4L(5)

hov b

A
‘{

HWRIEEMDAHE

2. QuECHERS 1D 77 Zh = b UIERICH T T4 P2 DMDIHREYHIFRICZ <KD TSI EZRT JILAF v MS JOXNI S A (1 FEDL
L—2R) & b RIS EHEZERB U EEOHMEYORIBLRI DR (2 BON/—X)

1607 (2)

 <50% g 1001
m 50-70% S 80
" 70-120% gy 807

W <20%
W 20-30%
u>30%

To.o mg/kg‘ 0.1mg/kg | 1mg/kg |0.01 mg/kg| 0.1 mg/kg | 1 mg/kg
HIZ (o2

3. AIILANIL 0.01, 0.1, BEKU 1 mg/kg DIFFRBLOHRICSFNDFHREBRERD (1) £ENEEINES KU (2) RSD DT

CO7PTUT—2 a3 CERUCESR

Agilent Bond Elut QuEChERS /Ny 7 7IE UM/ S\ or—Y, BmES 5982-5550

Agilent J&W HP-5ms DILNS A F—bAS L. 15 mx 0.25 mm, 0.25 ym. ER@ES 19091S-431U
Agilent J&W DB-5ms DILbSAF—=FAS5 L. 050 mx 0.15 mm. 0.15 ym. ER@ES 165-6626 MO LIHT

D7 TV —23> /) —bDREMZECE(CIEDICE. www.agilent.com/chem/jp T
5990-9865EN ZARZRL <L,

96



{E1ERR QUEChERS XV WNICKDENIEIR B AR D 36 FXEDENY)H
=EmMD LC/MS/MS RTU—Z27 (X#Et&= 5991-0013JAJP)

Ciliadas

[FUSIC

CDOFTIVT—230 7Tl BRI 4 EEOBYHAERER
(RILVT7ZIVFP =R KRIRZ O8>, F/0,. 20ER=))
"mRAOU—22F BIcHDIEIEM QUEChERS XV wRIZDL)
TEHRBALE T, 4 BEBOINTOIEYREERRICDOWVT. &
DAVYRTHRIFEINENMEONE U, D, 51
F—RT7 A g% A 1z Agilent 1260 Infinity LC &, Agilent
Jet Stream FT T MNOX T —A Z G RZ A T2 Agilent
6460 MU Z)UIMEE LC/MS TTTWLWEULIC. AN KUWIX(C
AT, 0. 3. BROERT TV THIDXVYRZE
L<EARTEELU

QuEChERS FIE

MEB(TIHUTREYF A ZAUfeH>F)b 2 g (+/-0.05 g) &
ZED 50 mL=RDE(ICHE T

4mL D H0 ZHIMNL. FrvTZ2UT 1 ERILTYvIR

10mL @D 1 % BEEE ACN BRZHINL. FrvT7Z2UT 1 DENILTYIR

QuEChERS HitH 1/ \wor— (BRERES 5982-0032) 27N

FrvIZUT 1 ER<IRES L. 4 °C [CRESTVORE M
ERDDBEEZERLUT 5,000 pm T b DEEDDEE. 30 DEKE

FED_ B 6 mL % 16 mL 387 SPE Fa1—2
(BBEREES 5982-4950) [CBL. FrvTZ2L T 1 DRERILTvIX

5,000 rpm T 5 D REBERDD B

LEBHDS 4 mL ZFREL. ENVEF2—TICBT

40 °C D N, TEZIR

1mL @ 2:8ACN:H,0 [CEAEL. 10,000 rpm T
10 RO B

LEHEF—NTF TSI AT IUTET
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HPLC &4
VA IANS

pin=1
NILRE
EIN--N
BEAE -

TSITUN:

MS i
B
HARE
HRE
XITZAY:
FrESU:

AFvE—N:

V—APRE
V=2 ARE :

Agilent ZORBAX ¥/ JL\>/z—/ UHD Eclipse Plus
€18. 3.0 X100 mm. 1.8 ym

0.5 mL/min
30°C
5L

1:H,00.1 % 8
B:ACN
B () %A

0.0 90
0.5 90
1.0 80
4.0 75
8.0 40
9.0 5
12.0 5
121 90
15.0 90
RIT4T

300 °C

7 L/min

50 psi

3,000V

350 °C

10 U/min
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10
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®1. HEFIEORBE(LDER. Na,S0, ZETCHIHIERSMZEBNCEREICEDSVWTER

AV 1 2 3 4

IR MgS0, + NaCl Na,S0,+ NaCl Na,S0,+ NaCl Na,S0,+ NaCl
DESPEZVIR C18EC + MgS0, C18EC + Na,S0, C18EC + Na,S0, C18EC + Na,S0,
AR 1% FB7 NNV 1% FBPEN_NIL 1% FEFENNL 1% FEIENZNI)L
K 8 mlL 8 mL 4mlL 4mlL

KBRS DFHIEINER 22.95% 43.66 % 4512 % 70.46 %

AV T7 2L Z RO EINE 10.86 % 25.96 % 33.25% 54.35%
F/O0VDOFGEINER 86.79 % 47.69 % 62.69 % 64.44 %
I0ER—)LDFHLOINE 55.12% 38.02 % 49.89 % 65.37 %

vrsu/ v 8.4 87 8 79

K2 BESPENSA—IDRBELDIER. SHEEMZM LT HIHIC PAS ZZL dSPE ESYZEEIR

AV 1 2 3 ) 5

ity Na,S0,+ NaCl Na,S0,+ NaCl Na,S0,+ NaCl Na,S0,+ NaCl Na,S0,+ NaCl

BUSPE =W 50 mg PSA + 100 mg PSA + 50 mg SAX + 100 mg NH2 + 300 mg C18EC +
150 mg C18EC + 150 mg C18EC + 150 mg C18EC + 150 mg C18EC + 900 mg Na,S0,
900 mg Na,S0, 900 mg Na,S0, 900 mg Na,S0, 900 mg Na,S0,

AR 1% BFER 1% BFER 1% BEER 1% BEER 1% BFER
7RIV 7RI 7RI 7Ec NI 7NN

K 4mlL 4mlL 4mL 4mL 4mlL

KRR ST DOFIEIURE 54.57 % 42.23% 59.87 % 33.70 % 66.10 %

IV T7 Z)V7 ZROFEINEE 64.37 % 63.27 % 77.35% 51.71 % 71.80 %

F+/0VDOFHEIE 73.88% 88.34 % 76.82 % 97.03 % 84.66 %

20OER— )LD OINE 85.12% 100.11 % 7157 % 70.27 % 91.17 %

CO7PTUT—2 a3 CERUCESR

Agilent Bond Elut it Fa1—7, F@ES 5982-0032

Agilent Bond Elut QuEChERS %38 SPE Fv . JREEBEMA. FmES 5982-4950

Agilent ZORBAX ¥ )LM=\ HD Eclipse Plus C18 35 Ly, 3.0 x 100 mm. 1.8 ym. ZBGRES 959757-302

D7 TV —3> /—bDREMZECE(CIEDICE. www.agilent.com/chem/jp T
5990-0013EN Z4RZRL C<LIEE L,



LC. LC/MS

EROEEUVLENY - EERRICHET S
SREL I 14RE

TIVUNE. &REUANILD LC & LC/MS YR T LZEfR#L
TLET., BLRELEEZEIDHNTIVMERE LC/ N
MS. ZNRINISA TSUIFUTRBRAZRE TES TOF- =
MS YRT LIFE, FERMEDFL LC/MS SHTZERITI DI
HDOVY1—Y3VERMATVET,

Agilent 6230 TOF LC/MS

T ————
pi—s s
T e—
Agilent 1290 Infinity LC

GC/MS ]
BN YT PHUVEETS, ;
BVBESBREERRULET |

HSLENOER. THEANOREES, EVRETR ,
EBEATERRT DOORBEUIER, GC/MS/MS =
IV —yaVBRICEE SNV T LEERT HTE
T,

= —

7000 ~U—XRUZ)LIMETE GC/MS
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BREZEMEPTTIE. BROEESHELIKDSND
EEBFIC, EEHOETHEREINET, COLIEZ—
X[CHADIEHIC. EHEBROMICTAIRITHESDME
BEZERHICESDTRITDHILEHEHERZTI LV ME
RELTVETD,
EHDEVLERERH_ITDIHSLE
EEYSI):
« HPLC 8&U UHPLC A Agilent ZORBAX 8KV
Poroshell 120 15/
* GPC/SEC AT LB LUVIEEEFF — PLgel.
PL aquagel-OH. %515 L, EasiVial BT E
* Agilent J&AW GC B3 L - DL RS AF—b. BRI,
Select &K U PoraBOND PLOT
* GC. LC. BKRU MS AT ARB XU IREIZHE

s BMEOF TUT—23VICRINT BDNAZL GC BLU
LCASLA

BRROE—JMEEEHIFITHIT7IL /MDD

;H¥Eom

« GC D Agilent NEMREIVR—RV N (DILSA
F—=rSAFB KLU T—ILRY—]b. UltiMetal Plus 7L
FUINWEBRIISIVEE)ICED. BR7Z TUT—
VavICBITdEEMEILEYD o ITHEEZ @ &

+ GC. LC. MS. [RFH . D FAHKADBILLVEFERD
iz

s FETSYURDDITHESRICOESE T D GC KU LCHEE
M7zt Agilent CrossLab jE3EMR

s MSHM/INA7ZIbF v b DILhSAF—RNEAOSAT
FEDEFMILEER

« JOX NI S T4RIZEDICHICERETEIN pHETB K
UER
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I Analyte

10T T 1 T -SSR 26,
AN DIORICS ... 53, 73, 76,
POTIMONES ... 8888
LT 10D 1 PSS
pesticides............ccccoviiiii e

polyaromatic hydrocarbons (PAHs)
polychlorinated biphenyls (PCBS)............ocoo itttk

polynuclear aromatic hydrocarbons (PNAS) ............co ittt 84,
LT 1 1 T 0T
Lo (1T T LT SN

- 1 ;1 (-] 1 1] 1

I Matrix

0L, COOKIMG ..ot f b6 E £ h bt
T A T 1 T

(11 TR

L 1T 11 1T 1T 1T -]

shellfish, shrimp ...

L] 11T £
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white flowers ....

QUECRERS DEfiitioN........cucueeeereereereeressessesseessessesessessessessessesse s s 5
QUECRHERS DiSPEISIVE KItS ....cccoceuccirieisisiesssssssssssssssessssssssssssssssssesesssssssssssssssssssssssssssesssessasasssssssssssssssssssssssssnssssasssssssssssssssssssnsnasanas 7-9
QUECHERS EXTraction KitS ......oiovuimsrismismsnsssnsssssssssssssssssssssssssss s s s s 6
QUECHERS HOMOGENIZEIS, COIAMIIC. ......ccueecurerescursrecssssesessssesesssesssssseseasssesess e sessssssessssssessssesEssssesE s nesE s s s sE e s A sE e s A sE e s A sE s s s nE s s s 13
QUECHERS IVIEhOOS, ADAC ........ocoriurisrisressesssssssssssssssssssssssss s eSS 36-72
QUECRERS IVIEhOOS, EN ........cocececeeereereeseeseeseessessessessessessessessessessesse s ssessessessessessessessessessessessssssssssssssessessessessessessensensensensenses 18-35
QUECHERS Methods, OFigiNal.........ccccovuiieieeenenrcsessssssssssssssssssessssssssssssssssssssssssssssssesssssssssssssssssssssssssssesssssnasssssssssssssssssssnsssssssssssssassssens 15
QUECHERS IMIEthOds, OHET ....cecuisisrisies s bbb 73-99
QUEChERS Methods, Standard............ccocieirrimisssissinsss s s s e 14
QUECHERS SeleCtion GUIE ............cvuiuiniisinsirissssnsss s s s s 10-12
Standards for QUECHERS ProdUuCtS.........cccoiiicceirriesscse s s sesssss s s sssssssessssssssssssssssssssssssssssasssssssssssassesssssesssasssssnssesssassenees 13
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