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FILY M. BEEDERICIHADVY 1—YaVERBLTVET,

7ILY DK, VAT L A5 A EEERE. REeEEFD55A. HERE. @
B, WaICWLcDTRXTOTOERATEDD TRUWVWEEEZR L, BBEROIH
DEKRICHBIDA LT T

Fle. 7ILY MIEEFERR. BLVAEE. BIEESHINDRY Y T, ZTUTERD

TR CERRRERRHICR T DHVRHICKD . BEFDDOM LS IUEI R LDORE
DEERZEYIR—RULE T,

#1 UL Agilent Bond Elut QUEChERS & U SPE R :
BREREDROFE—5
SEELD Agilent Bond Elut SPE (&, EME< MU IZADSHERICH Y TV ZEHEHS
KUEHRL. DPADELCHD—HN S, TURTIEHE. HDOBERMEOSVERZNIRLE
T, Bond Elut BT 7 U, LUTORBTEEINTVET !
- Agilent Bond Elut QUEChERS Fv FZEEX [, SFIFHRBEESITADT >V TIL
&, DFHRRT v I TCHBICHHET 5T EHTEFT,
+ BESHUHINY F—=IENIHEB JU3EL SPE Fv M. FEORGRY A TVRY
U—=70 VKU TS NTWS T, HERIOSHE2(EEFAETT,
WHIEEH SH USRIESN. ERIERHE/ T v MCEHIN TV DIc). BEL
BHCH AV I RLPIMT DT ENTEFT .

* Agilent Bond Elut ;RU—[&. 8L pKa SBE CTOTRRD FEFRFT DI ENE
BECY ., YUANR—ZDIEEIFELD, Bond Elut KUST—EXS, IVFr¥aZy
JHICTEIRBICKDEZBESETCUR o FETH. EREDITERZRFDHILENT
EEXT,
COERTRE. BREEHDTOEREEII—Ty FZENICALETED. RFERD
TOZYOEGVTIVRIMEXY v REBNTLE T,
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ST

KEEFEA (USDA) HY 2003 FEICREFE LTz QUECKERS ( [FvvFv—X] EEE) F. BR
BT )VDERURDIEHD AV Y KT, TDXAYVY ROFRZERY Quick Easy (A TE
%), Cheap (KfMi#). Effective (X152#Y). Rugged (E2ZE). Safe (<) DEXFENSZTIF
SNTVFET . R/IBRDAT v TTRESNSEDSH CREELT I v I T, BT
TIVENRITHERT D ENTEFT,

QuEChERS (&, REPEHICZFND S F I FUHEREODTAICHARE SN IZY
JTIH. RETIE. BAVELZE. BYLSORRICEFNIMETRYEICFE CTHR
DL > TVET, FEOREPEHFR. BA. TEYT v YEEDRREDELIERMICS
FNDLLDEEICDNT. XV RHBBHAINTVET, 2] XV RERHEIN
THEH., HFRETDT I =y IDIEELBEITLTVE T, KRETIE. REROEEE
e (ADAC) IC&K D, 2007.01 AVw RHORBIENTVET . FRMND EN 15662 2007 TH.
ENEBMEDFENALSNTVET,

QuEChERS Tl&. 2 DDRF v I =EELET !
1.KM4EE EBREDFE b Z BV CIETHEIC KD DEZRX—X (T LTci it X
Fv
2EFEIFTHEBFEDOEDEELAENERZHAWVTTFMIEZEREL. &5
MR ZET D IEEREIME (SPE) AT v T

S8 SPE RF v T TlE, 1#%-2 #&77=> (PSA). C18. IS T 74 hMA—RY TSy Ik
EDZHERERZANT. AT YT 1 TEBITHMHEINDEEDY M I AN ZRE
LE T, #iH Ui tEMDRIEICAVSNS—RIIEaHFAE. LC/MS, GC/MS. &
KUYV T LEESHE LC/MS/MS. GC/MS/MS T,




CCTIH ERDORERIFEFHHT > T)VICHIF S QUECKERS XV v ROEARFEFIEZFENT UE T, BRI RT v TDH T,
SESFIEREEEDTRAOY Y T)UAUEZRE T & N TEF T,

[ BTN ¢ 10 g Tl 15 g ]

l

7 = MYILERN

M+ v FEEIR
FUTFWRYY K. | | FUTFLRYwE, | 127 7BD A0KC NTed o) AL
HYT)L 10 BT 15 2007.1 XVv K. 15662 XYV v IS,
. . YY) 15g HY T 10g

pH Zf#Es8 L. 5~55 [CFIE
PIEBIREEZZ 7NN
BEOELIEE

N miREE

* QUEChERS XV w R
cRAOU—Z5TD
n=¢7

BEE T CTARELRRE
hEETBHEFE.
Ny IT7HDDFY b
ZFERAULET., 1 &
REELT. \wT7
HbDFvy bDFER%E

[ Fi&H: 1mL. 6mL. 8 mL* ] HWREUED,
9781 SPE v MEEIR
P W EIREEE -
—RREIIERRE EELHEDHHIRE —ARBITE SRR BELHEDHDRE *QuUEChERS XV w R
BKRUEHERH BLUHRA BLUEHEH BIUHRH DY DRMDIELE
2mL BKU 2mL BKRU 2mL BKU 2mL BELU LEHE
15mLFv b 15mLFv bk 15mLFv b 15mLFwv b
AN J
BEODHDIRE BELERDHIRR  EBFROHIRRBLU | BROSLRRSLIV
BLUHERA BLUHRH EF3RH EFRH
2mL BKY 2mL BKU 2mL BKRU 2mL BKU
15mLFv b 15 mLFwv bk 15 mLFwv b 15 mLFwv b
AN J
AOAC XV R EN XVv R
BrSRODR

( "

)

CEERER. XV Y RCEDRESNTVET . v MITNSOREECHUTHEREINTVE T BUE (T /F27IVA/—IVE) ZHDREICDOVTE. TD
ERBET LC/MS/MS [CKDEEDTUET (D8 SPE RT v TZ&E), CNSOBMERF. 28 SPE FIED—EBTH S PSA LHEEALET.
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CO7TVT—ray/—hTlE BETEE. Mg 2R,
B, RELEYVT)VAIMEXY v RT3 QuEChERS ZRAWT.
UV IICZEND 15 BEOBEOHMHZIREEIL TVET . OH
EIClE. —MRIVERED Y TIVTRES N2 IR DD DEFIED
KUHERMRECT, RENICRESINDREZFERALE L., C
DOBRDI/INy T 715U QUEChERS XV w RiF. BEB LI
2003 FICEREINCBDTY, AEF. BRIFVEZSUVI
(SIM) ZfEHE D ETc GC/MS ZER L. RE 10ng/g FTORET
TLWE LI

GCMS {4

FEAV—R: X=a7lb

EALO: ATUw kU

Hh3L: Agilent J&W HP-5ms D)L bSAF— b

GC F+¥ESUAST L. 30mx 0.25mm, 0.25pm
(BREREES 19091S-433U1)

FrUTHR: ANUD L QYRS MTJO—E—K

F—TVBETOHS I 70 °C (2 53)~25 °C/min ~ 150 °C (0 %)
~3°C/min ~200 °C (0 %) ~8 °C/min ~ 280 °C

(759)
AAE: 1uL
MS S
Fa—rT7A): Atune.u
TR SIM

A7 VIR, ME, ZNZN. 230 °C. 150 °C. 280 °C

NSURT7—S1 ViR
RIS 400 %
INFISAVEE  F—hFa—VEE

Agilent Bond Elut QuEChERS /\v 7 7 IZ LI+ v b
BREREES 5982-5550

Agilent Bond Elut QuEChERS AOAC 38F v b, —RNIERRB LV
BFEMA. 2 mL. ZPmES 5982-5022

Agilent Bond Elut QuEChERS AOAC 738§ SPE v . —RRHIISRR
BELUEFEA. 15 mL. ZPREFES 5982-5058

Agilent J&W HP-5ms D)L bS5 4F—b GC FvESUHS L,
30 mx 0.25 mm, 0.25 ym. ZRFEES 19091S-433UI

QuEChERS #iiiFIE (A7 v T 1)
HEE LU D10 g % 50 mLRDSDBF 1—TICAND

'

AIATY DV TIERMBE LV 1 DERILT v IS

'

ACN 10mL %7540

'

MgS0y 4 g 3K NaCl 1 g (BBERES 5982-5550)

'

PIEBIRZE 50 uL (TPP)

'

30 BRRILT v IR D

'

5,000 rpm T 5 EEODBE

QuEChERS 5388 SPE (AT v 7 2) BLUMR

£383 1 mL % PSA 50 mg &KV MgS04 150 mg &£ &HIC
1.5 mLIBODREF 21— TICAND (BBmES 5982-5022)

'

30 BRERILT Y IRXTD

'

5 D=L B

'

05 mL ZH > T)VINA 7 ILNAND

'

1.5 pl 2 GC/MS [TEA

1: —AREVISSRE S KUEFRD QUEChERS HIHHFIE



&R

2500 | —IRHVIFERES L UEFRAD Agilent Bond Elut QUEChERS B KUD8EL SPE Fv ML D
YT IVRTIEE D50 ng/g ZRINY >~ IR
2000 |
X
5\ 1500
™ 1000 2
500 1 3 5
| TV I |
0 T T I T T T
0 5 10 15 20 25 30
B (53)
2500 | —RRHIIFRED KUEFHAD Agilent Bond Elut QUEChERS HIEB KUDEI SPE v MTEKD
YT IVEIMEZ DY Y JRERD TS VU
2000
X
Q‘ 1500
2
N
1000 -|
IS
500
N ml TP T Y | " l MJ—-']
’ 0 I5 III] ||5 EI[I 2I5 SID
T BER (9)
R 2. UV dMERO TS0 RN > JHEY DL
{K QC 10 ng/g 1 QC 50 ng/g 7= QC 200 ng/g
BE ENRE RSD Bl RSD ENREE
Jo0OJLiRkR 102.8 5.0 96.7 10.8 99.4 28
o777 /=L 92.0 6.1 79.6 6.8 89.5 6.3
U5y 97.9 2.0 88.5 9.7 92.6 42
FATI) Y 90.5 9.1 98.8 55 1021 44
XFIL7OILEURZ 88.7 71 90.0 43 98.5 31
20JLEURZ 935 6.5 95.6 4.0 100.2 12
Jyooanyy iz /v 90.3 5.0 89.1 6.4 99.4 0.6
ANTZoOLIRFY R 87.0 3.2 85.6 54 95.4 39
y-oalLF>y 92.3 35 90.0 6.8 95.9 20
a-o0)LTY 955 47 85.8 6.9 935 2.6
F4ILRUY 994 42 93.6 53 99.9 18
DDE 945 42 87.1 5.7 927 19
MBIV RAIWT 7Y 97.8 2.3 90.8 28 99.5 23
NILX KUY 100.7 48 93.0 34 97.6 2.1
IIRR 725 45 79.6 35 96.6 3.0

& 1.4 UTF)U QUEChERS XV v RZEFILc U > JHREEEEDEINE & BIRME (n=4)

CD7TUT—2 3y /— hDOFEERZE CEICIEDICIE. www.agilent.com/chem C

5990-4468EN 7Z1&RZR L C<TZE LY,
8
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Agilent Bond Elut QUEChERS EN Fv 72U/
LC/MS/MS #&H(C KD ) IR DT (SEtE= 5990-3938EN)

(F U

COF7TUT—v 3y /— TR MNEEREE (EN) TEDSNICEE. . KilE, RN, BFE. K25 (QUEChERS) T
JVEEY T7O0—FZ2FRANT, UV IICEZEND 16 BEOKBREZMHOIUBRIDFEZB/NLUCVET, TO&. RIT 1
TAFVIRIWFIINIFPIYavEZSUYT (MRM) E—ROI LY SORTU—AF L5 VT LEESTZHEIFEDRICRIAD
OY kST« (LC-ESI-MS/MS) [C&KD. UV IO SHiREREAELE U,

e

HPLC 5% WL TIL 10 g ZEHEU (005 g)
EIN Agilent ZORBAX VLAY hE—/{TS5 R 50 mLRLIETF 1 —TICAND
Eclipse Plus7 T Z)ILNF V)L LC A5 A *
735/ 3.0 mm x 150 mm, 3.5 pm
(BBRES 959963-312) IS &R 100 uL S FIVSHIMNL. 1 HRIRILT v IZTD
TR 0.3 mL/min ¢
NI LBE: 30 °C
FAE: 10 pL ACN 10 mL Z3I0U. 1 HREEE
T5aia: A: 2080 X% /—)L/H,0 5 mM BFEE 7 >~/ E ¢
=9/, pH5.0
B: ACN A5 mM EFESE 77> EZ=" n. pH5.0 Bond Elut EN 3/ N REFIIL. 1 DREAFCTLLIRED
——RIL#E: 1:1:1:1 ACN/MeOH/IPA/H40 (0.2 % E) *
ISITUN TR
&35 % B (mL/min) 4,000 rpm T 5 SRR ODEE
0 20 0.3
0.5 20 0.3 ¢
8.0 100 0.3
10.0 100 03 L3&J»dD ACN & 1 mL 7% Bond Elut EN 5381 SPE 2 mL Fa—7J(C.
10.01 20 05 F7zl& 6 mL % Bond Elut EN 438 SPE 15 mL F 1 —JI1C#Y
12.0 100 05
13.0 ®T
KA RS 45 1 DERILT v IALEDB, 2mL Fa1—T D& 13,000 pm T2 9
,ag.l..'j.’ra}ljg/rL\ 17 ﬁ BRODEE. 15 mL F1—TJDIFAEIF 4,000 pm C5H DEROD B
s 5t /
RIF4TE—R & 200 uL A — RNV TSIA 7 IVICE L.
tx;ﬂ%rg 350 °C 1% & (FA) ACN BAR10 pL ZAmU. 7K 800 uL THR
ARFE: 10 L/min ¢
XITS5AY 40 psi
S 4000V BT IL% LC/MS/MS THH
N Y,

[ 1. QuEChERS EN H > J)LAIIUEFIEO 7O0—F v— b

10



&R

x102
1 MRM (192.10001 & 160.00000) { QC -1.d 112 213 8 314 4

0.95
0.9 -
0.85
0.8 -
0.75 4
0.7 4
0.65 4
0.6 -
0.55 4
0.5+
0.45 4
0.4+ 1
0.354
0.3+ 6
0.25 4
0.2 13

0.15 15
0.1 3 9 12

) 1 14
0.05 5 7 16

0 et
I I I I I I I I I I I I I I I I I I I I I I I 1

I I
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
NIV (%) vs. BDAHEFRE (9)

.

2.10 ng/g AMY Y IHMEHDOI O RIS Lo E—IBES 1. AFIRRA, 2 7€Tz—h 3. EXROIY, 4 DILIRVFIL, 5. A5 50TU R,
8. FPARYFY—)b. 1. ITOIRR, 8. TORI RV, 9. FAT7Z—XF)b. 10. ALINUIL, 11. TRTORR, 12. XY 3FY—)b, 13.270I )b,
14.9707)V7Z R 15. JUYFILXFIL, 16. RUTILZZR

1"



120 —
O1mL E6mL

100 —

80 —

60 —

[BIURZE (%)

40 4

20

K 4+ N 4 £ 2 K 3 2 2 K 2 2 £ a %
x84 52 F R o2 o5 L4 ok &g
N 8 O £ - 2 n & @8 =2 3 S
A Y X 4 PN N Q O | R L 0 N N N 3
® [N A 2 o < n N % H D N o # z
R v N N < BN 2
[N h " )
I R
\
3.1 mL 438§ SPE & 6 mL %381 SPE DFERDLLE
AN B

Agilent Bond Elut QuEChERS EN XV v Riith+w b
EZRAREES 5982-5755

Agilent Bond Elut QuEChERS EN %35l SPE v b, —RZMIFRR
BIUERA. 2 mL. ZBRFS 5982-5021

Agilent Bond Elut QuEChERS EN %35l SPE v b, —RRMIFRR
BELUEREMA. 15 mL. ZPmES 5982-5056

Agilent ZORBAX Y IUAY bE—IVTS X Eclipse Plus 7=V
AFYI LC ASL. 30 mm x 150 mm. 35 pm. ZPRBES
959963-312

D7 TIVT— 3> /) —hDREhZE CEICIED(CIE. www.agilent.com/chem/jp T
5990-3938EN Z1&3R L C < fZE Lo

12



Agilent Bond Elut QUEChERS EN 4= 7R L7z GC/MS [C KD
U > DR EBEREDNT (L& 5990-4073JAJP)

(F U

AP TUT—2 3> /—RTlEk. BRNFRIE (EN) (CEESEDH DT
7 )UEIAEE. QuEChERS (quick (L&), easy (). cheap (KA
#8). effective (RIRM). rugged (STHAE). safe (=) ZHEHL
feo UV OICHKET D GC THWATEER: 17 FBEDBREDMmHE Y
U—27w INDIRRAICDVWTERRALE T, DXV vy RICIE. K
/7 b= MULRTOMERME, SROMBOME/ 28Ty
7. DEERE (98ISPE) ZERA LI U—2T v IRTw TH
FOFET, UYIRERICSENDENOBEDDICIE. FIRA
FVEZHVUVT (SIM) E=—RODARIOXY NS T« /BEDH
& (GC/MS) ZERULFE LTz,

AR

GC %%
AAO:
AAOSAF:

FrUTPAHR:
AAOES:

AAORE:

AAE:

ATUw "R RO
N—=IhE:

F—TVRETOIS L

RARS:
FyESY - TJ0O—-
Fo/09—:

Aux EPC HZR:
Aux EPC [£77:
N3 L

D
URRUS%:

FEER:

MS {4
Fa—ZFT7A):
T~

AF VY-, MEE,
NSURT7SAVIRE:
AR SR
NIVFTSAVEE:

ATUy kU

ANUwORSTIT—I\. FEENIEEH
(EBES 5188-5398)

UL

KT8 2018 psi (AVAY Y NI w I v—
E—R). NyTTS5v 185 1.0 psi

250 °C

1.0 uL

0.75 93C 30 mL/min

70 °C (1 %) ~50 °C/min~150 °C (0 %)

~6 °C/min~200 °C (0 %3)

~16 °C/min~280 °C (6 %))

35

Purged Ultimate Union (335 &%S G3186B) —
PRASLEEANODNNY I TSy alfE
Fo

Purged Ultimate Union [CECEENIEANU D Ly
S4T0E 4.0 psi. J\w TS v 1B 80.0psi
Agilent J&W HP-5ms D)L 5S4 F—h 15 m x
0.25 mm x 0.25 ym (BPEREES 190918-433U1)

;EAOE Purged Ultimate Union DR (SPE@RES
G3186B)

65 cm x 0.15 mm x 0.15 ym DB-5MS D)L 51
F—hk

Purged Ultimate Union & MSD (D

Atune.u

SIM (EREDEMIE. 5990-4073JAJP ZSHRL T
<rEEW)

ZNZEN. 230°C. 150°C. 280 °C

2.30 5
A—hFa—VEE

13

QuEChERS =IiE

MUY IV 10 g EHEU(+0.1 g). 50 mL DEODBEEICAND

'

PIBRERZE (TPP) &K% 100 uL EMUL.
WEES OC )1 IERZMA. 1 DS

'

P b= UL (ACN) Z10 mL X, 1 DEFTIRE S

'

Bond Elut EN QUEChERS #itH v bDIESR/ (7w hEINZ 2

'

FrvIZL. 1 9EEIREDS

'

4000 rpm T 5 DERODHE

/

ACN D_EEHH'S 1 mL %Z Bond Elut EN 538 SPE v kD
2 mL sHERE(CH8ED. F/zlE. 6 mL % Bond Elut EN 938§ SPE v <D
15 mL FHERE(CF2E)

/

1 HEEHL. 2 mL HEREDHBAF. 13,000 rpm T 2 SEHE0IEE.
15 mL SHEREDIFE(E. 4000 rpm T 5 HREBEDD B

'

IR 500 pL 24— bV TSAIA ZILICE L.
ACN AR 1% FEEAR 25 L ZI1R. THITES

'

GC/MS Toif

[ 1. Agilent Bond Elut QUEChERS EN ¥H{EEDT7O—F +— b



AR

20000
18000:
16000:
14000:
X 12000:

A ]
B m
3 10000

AN

A 80004
6000:
4000:
2000:

—HRHIFERSE & BFSZA M Agilent Bond Elut QUEChERS HIHHB K U381 SPE v MEFEA LT, A

U2 JMHRD TS & 50 ng/g BTV TV T S GC/MS 0OV M S L

J

18000 —
16000 —
14000

12000

X i
N 10000
B i

4.00

T

it T —T— T
6.00 8.00 10.00 12.00
B3R (93)

1

6.00 8.00 10.00 12.00
BERS (9

14.00

T
14.00

7 —
16.00 18.00

=
20.00

16.00 18.00 20.00

2.V JHERD GC/MS 207 IS A(A) YUY IMEROT S, (B) 50 ng/g AU > JHiERK. E—JBE:1. II0OIRR, 2. 0- 7Tz /=),
BLUYTFY A FAFY /Y, 5. o0050=)b, 6. JO0VEURAXFIV, 7. 90077 =R, 8. 700XV Y T /Y, .ANTZIOLIKRFY R,
10. y-20J)LF>, 11.DDE. 12. a-20ILT V. 13.F«4IVRU Y 14 ITF AV, 15. RETY RRILT 7, 16, RILAZRU Y, 17. IRKR,

AIEBERAE. U VEE NU T 2 Z)U (TPP)

14




120 - Agilent Bond Elut 78¢ SPE D 2 mL & 15 mL DF v hEER L. Y T)UHEED
DimL  BOmL |4 ) & 5 mL DIEEOENEINE - R

100

80

60 —

BEINER (%)

40

20

X = N = N = ~r N ~z N = N N N N N X
= | N 11 N H [l N N N o ik ) N N o =
2 ~ B\ O N X [N H R = = z h N X >
O L o S A ‘?_E| O g 3 H § XN
) £ > ) 2
{Q = E Er 2 O A 2 > :Q ih A <
u I\ A N (4 u] N
° 2 n O Q H
. O 5] e &
o D Q N 5
N <

3. Agilent Bond Elut 381 SPE @ 2 mL & 15 mL DF v hEFEA L. BV T7IVHEHED 1 mL & 6 mL DIBEESDEINEREFEE

FEER
Agilent Bond Elut QUEChERS EN XV v RifitH+ v b
ERAREES 5982-5650

Agilent Bond Elut QUEChERS EN XY v R$388 SPE v .
—HRIERRB LUEHRA. 2 mL. ZPmEESH982-5021. 15 mL.
ERmREES 5982-5056

Agilent J&W HP-5ms D)L bS54F—b GC A5 L.
15 m x 0.25 mm. 0.25 ym. EBE@ES 19091S-431U

CD7TIT—2 3> /—bhD5EeRZE CEICIED(CIFE. www.agilent.com/chem/jp T
5990-4073JAJP Z1RZR L T L TEE L,

15



Agilent Bond Elut QUEChERS EN 3= N {EEFE U T
LC/MS/MSIC KD HhD L VEFRDREEEDNT (SCEES 5990-4395JAJP)

(F &I

A7 TU— 3> /—TlE. QUEChERS (quick (Fu&). easy (S
B), cheap (IKffi#8). effective (N5REY). rugged (SR 1%E). safe

IO VYIH YTV 10 g Z5HE (£0.1 g) L.

(Z2) EN YV T IUaiBEEER U, ho L VESCEET 3R 50 L E’E‘%il‘jw*m’
FH1E 13 EEQBEQHLE S U—Y T v ICONTHELE
IS 8LV AC X/\ AR 100 uL EINR (MEITIHUT). 1 DBERILT Y IR

T, ROLVER, BEESZHETDT, J57 74 hi— SO ATTTER 1N ””; WEEREC), 1PN Y
R TSw (GCB) Z 7.5 mg/mL SUERDZVREEFZAD .

1% HAc Z=3 ACN 15 mL. Bond Elut AOAC QuEChERS itH+v MZEFSI
EN £81 SPE v NERZIRL. ACN HHRET DF v MNSEML ¢ - Pon ;t : g
T, ROLVERBYCSENZENEEE. KYF 1 TAF

FrvTZLS. FCT1OBILIRODE. 4,000 rpm T b5 HRBE DB

URIWFIWIFIY3VEZIUYY (MRM) E— ROILZ b
FUTFIAY w K * EEXY Y R

ORT—A1F 50T LEESTEEPEDEIRES OV

~FS7T 4 (LC-ESI-MS/MS) ICKDEELF Ufco * *
ACN 7 1 mL % 2 mL#g ACN fH#7 1 mL % 2 mL588
SPE Fa1—TJICBY SPE Fa1—TJICY

= LI/ 325 L 727500
EARERTE ¥

16

HPLC {4 30 MERILTY IR 30 BERILTYIR
AN Agilent ZORBAX VLY hz—/NTS X * *
Eclipse Plus 7 T Z)Lb-AFVIVHT L. 13,000 rppm T 2 HREHE DB 13,000 rpm T 2 S BEhED B
3.0 x 150 mm. 3.5 pm (ZPREES959963-312) *
ne: 0.3 mL/min ACN _Hi&ds 825 uL %
HILBRE: 30°C BDFa1—TICET
PPN 10 L
0, SIEESR
BEE: A. 2080 %5/ —JL/Hy0 5 mM EFEE7 > 30°C & Ny ek
EZ9A. pHED ¥
B. ACN FI(D5 mM BFES 7 E=" L\, pH5.0 ]
o X 0.1 % FA =8 ACN 600 pL (AR
——RILEE: 1:1:1:1 ACN/ X%/ —)L/IPA/Hp0. 0.2 % FE
Z20 *
IGSIITU M FERZRUILD E NILT v I A EBERDR
0 20 03 EVSSEERS U, LC/MS/MS ESSEEEL. LC/MS/MS
05 20 03 FIeld GC/MS 97 F1elE GC/MS 4
8.0 100 0.3
10.0 100 0.3
13.0 "7 o .
1. QUEChERS EN FIEQTO—F v— b (4 U IF LB EEESE SPE. 2 mL YA X)
RARS ! 445
Bt IIL5 A L 17 9
MS R4
KIF 4 TE—R
HEE: 350 °C
HARE: 10 L/min
RISAH: 40 Psi
FrESU: 4000 V



fasR

-
x102
T 112 2

o] 3 7 3|4 IS ;

0.8 -|

0.7 |

0.6 -|

05

04 -| 9

0.3 | 4 8

0.2 - 10

01 2 4 ]\\5 6 1112}1

' S V/\0 S N 1 W S VA G V1 ¥ S —
05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 11.5 12 125
LRIRY R (%) EBXDAHEER (99)
— _/
K 2. EN XYy RTUMBULTE RO U VERY NUORTS VT (A) BKUB0 ng/g ALY )L (B) D MRM 0% RS L, E—=JRAE]. XAFZRKA, 2. 72T —h
JLEXROVY, 4 DIWRITI L 5. AZFOOTYR, 6. FFRUFY—)b, 7. 7OKRI )b, 8. AILIXUJL, 9. T hTOKRR, 10. AXPFUIL. 1. XYOFY—=)b,
12. 270V 20, 13. IUYVFYLXAF )b, IS NEMEHE, TPP,
10 ng/g QC iFhN 50 ng/g QC 30 200 ng/g QC iFh0
ERE RSD (n=6) ERE RSD (n=6) ENRER RSD (n=6)

A& = RIRA 85.0 8.3 87.7 2.7 95.0 9.4
77—k 88.6 5.1 84.6 3.1 94.6 9.3
EXsOvy 68.7 3.7 65.7 15 71.9 10.8
HILRIET I 94.0 5.4 91.4 2.7 53.5 9.3
A4=507YUR 102.0 8.9 85.4 6.1 100.1 1.1
FPRIFTI—=)L* 712 4.4 71.6 2.4 79.2 9.7
JOmRI X)L 98.2 5.7 96.3 1.8 93.9 7.2
AIVINU )L 98.5 3.6 94.0 1.7 97.4 7.2
I ~JORR 102.3 6.0 95.3 1.7 91.0 6.8
AIFU)IL 88.8 6.4 86.8 2.8 93.5 117
KRy3aAFV—=)b 104.5 25 96.4 2.0 84.6 55
yJayz)b 101.5 42 92.2 24 86.8 7.6
TUIFILAFIV 99.7 6.1 97.4 1.6 95.3 6.9
t TEESEERDEE

& 1.6 mL DFIEL SPE HBRE (BBRMES 5982-5356) [CKDIFMIND L VEICZENDEROOUNES KUBERM

FXEER
Agilent Bond Elut QuEChERS EN ¥ v b
EREREES 5982-5650

Agilent Bond Elut QuEChERS AOAC 538l SPE v b, BRESLR=E
EHRA. MBS 5982-5321 S KU 5982-5356

Agilent ZORBAX Y ILAY ME—IVTS X Eclipse Plus 7 T=ILAF
DI LC AS L. 3.0x 150 mm. 35 pm. ZBREEBS 959963-312

CO7PTIT—23> /—bDFEER7ZE CEICIEDICIFE. www.agilent.com/chem/jp T
5990-4395JAJP ZHRZR L T L LY,

17



AQAC XV w <




D7 TIVT—2 32 /— TR REBIMEFEHS (AAC) B
XAV R 200701 TEDSNcEE. GE, EEE R0, B
F, LIS (QUEChERS) U JIVAIRUEY J7O0—FZANT, UV
JICEENS 16 EROEBREZMHB LURRT DFEZBNT
LTLET,

A7TUT—237 /—hTESNIE 5 ng/g VWD YU IHEE
DEE TR (L0Q) [F. FATXERSE (MRL) ZAXELTEOTUL
F I, EINEEROFMEF. 10, 50, 200 ng/g TUTc, @I
(& 76~117 % (*F13 95.4 %) T. RSD (& 156 % ZTFED X LTz (F
1943 %).

HPLC &%
H3 LA Agilent ZORBAX VLY ht—/I\TSR
Eclipse Plus 7T Z)UNFZJU LC AS L
3.0 mm x 150 mm. 3.5pm (ZBEETES 959963-312)
TR 0.3 mL/min
HSLRE: 30°C
AAE: 10 L
TREE: A: 5 mM EFEE 7 EZD L. 20:80 MeQOH/H50
T pH5.0
B: 5 mM NH40Ac. ACN HC pH 5.0
Z— RV 1:1:1:1 ACN/MeOH/1PA/H50 (0.2 % FA)
JSITU N TR
iSiE| % B (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
RA RS 45
BEHUA UL A L 1745
MS S
RIFATE—R
HABE: 350 °C
AR 10 L/min
S 40 psi
FrvESU: 4,000V

19

BB LY TV 16 g ZIEREICETEU (20.05 g) .
50 mLiEDDBEF 2 —TICAND

'

1S 7R 100 L ZB >V TIVISHMU. 1 PERILT v OB

'

1 % BEEE ACN A& 15 mLZARMU. 1 DEK<IRD

'

Bond Elut AOAC it/ (& RZEFN L.
FrvTZLTHS 1 DEFTRLIRD

'

4,000 rpm T 5 SRR B

'

383D ACN B 1 mL % Bond Elut EN 8% SPE 2 mL F2—7JI(C.
FTzl& 8mL % Bond Elut EN 938 SPE15 mL Fa1—J(C#8T

'

1 BERILT v O A UTeDBISERDDEE

'

& 200 uL Z4 — bV TSINA T )LICE L.
WEITINU TEVIIEAR 800 ub THIR

'

B 7)L7% LC/MS/MS THHfT

1. QuEChERS AOAC B J)LRTAEFIEO 7O0—F v— b

Agilent Bond Elut QUEChERS /{7 7 &b AOAC i+ v b
ERaREES 5982-5755

Agilent Bond Elut QuEChERS AOAC 4381 SPE v b. —HREIIS
RESIUHRRA. 2 mlL. ZRES 5982-5022

Agilent Bond Elut QuEChERS AOAC 4381 SPE v b. —RXEIIS
RESKIUHRA, 15 mL. HEES 5982-5058

Agilent ZORBAX VY JbXY FE—INTS5 X Eclipse Plus 7 T ZJbAF
DIV LC AS L. 3.0 mmx 150 mm. 35 pm. BRR@EEFS 959963-312



Fa5R

1, MRM (192.10001 & 160.00000) £ QC-1.d 1y, 23 8 3[4 4
0.95 |
0.9 |
0.85
0.8 |
0.75 |
0.7
0.65 |
0.6 |
0.55
0.5
0.45
0.4 n
0.35
0.3 6
0.25
0.2 13

0.15 15

0.1+ 9
: 14
0.05 5 7 16
0 PV
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 1
NOY B (%) vs. D IAHBFR (53)

T T T T
1 115 12 125 13

2.10 ng/g AMY Y IMHROI O MIS Lo E—IBES 1. AFIRRA, 27€Tz—h 3. EXROIY, 4 DIRVFIL, 5. A5 50TU R,
6. FPARYFY—)b. 1. ITOIIRR, 8. ORI RV, 9. FAT7Z—XF)b. 10. ALINYIL, 11. TRTORR, 12. XY 3FY—)b, 13.270I )b,
14.9707)V7 =R 15. JUYFILXAFIL, 16 RUTIL7ZZR

-
120
O1mL OgmL
100
80 |
s
60
=]
o
40
20 |
0 1
X -+ N\ N e = X = = = X = = © = “
% | N n R | % X N = % 1 I 1 '~ |
@ R a ® i ~ = o RS < [ni ~ N N RS [N
1 N £~ ,’\ I ™ o %% A > ™ + o = g R
S ) S N < A S U N
A S J = " < N I N H D) N a + z
R - ~ N < {Q N
LN ~ " A
e x
- Y

1.1 mL 58] SPE & 8 mL 5351 SPE DFERDLLE

D7 TUT— 37 /) — MDRERZ CEICIEDICIE. www.agilent.com/chem/jp T
5990-3937EN ZHRZR L CLTEE LY,

20



A7 TUr— 3> ./—NTlE. QuECKERS (quick (). easy (F
Bi), cheap (IKffi4%). effective (XNRM). rugged (SMHAIE). safe
(&) AOAC TV JIVeMEEZFER L. UV DT3B 9% GC
THWAREE 17 BEOEBEDOMEEIU—27 v INDORAICD

WCEHRRLE T, Uy IMERICESENDENOREDDICIE.

BIRAAVEZSVUVT (SIM) E—ROARIOYKNIST /8
E91E (GC/MS) ZfERLF LT,

GC ¥
F—roU TS
AAD:
Hh3 LA

FrUPHR:
UFroavsd4h
Ov+>y:
F—TVRETOIS L

AAE:

MS it
Fa—ZIT7AI
TR

AF VY-, MEE,
NSURT7SAVIRE:
AR SRR
NILFTSAVEE:

Agilent 7683 7 — b TS

ATUy kLR

Agilent 30 m x 0.25 mm x 0.25 ym HP-bms
DIV ESAF— b (EBm@mES 19091S-433U1)
ANUDL, ARV NIV vE—R
IOJVEURZAXF)V%Z 16596 H(COy I
(B#EAHS LNy REH=22.0 psi)

70 °C (2 93) ~25 °C/min ~150 °C (0 53
~3 °C/min ~200 °C (0 53) ~8 °C/min ~
280 °C (11.5 43)

1.0 uL

Atune.u

SIM (FREDFHMIE. 5990-4068JAJP ZSHRL T

<rEEWy)
FNZEN. 230 °C. 150 °C. 280 °C

3.00 53
F—hFa1-VEE

21

MUY IV 15 g FHEL (£0.1 g). 50 mL DRDSEEICAND

'

PIBREREE (TPP) 7&R7% 100 uL EML.
WEIFESAC R)\A TBERZEMA. 1 DEEH

'

1% DHAc ZZ2T 7 = kUJL (ACN) Z15 mL 11X %

'

Bond Elut AOAC QuEChERS #fii+ v hDIERR/ 7w MEINRX 2

'

FrvIZUTC. 1 oER<RED

'

4000 rpm T 5 DEHRODEE

'

ACN D_EEFHH'S 1 mL % Bond Elut AOAC 381 SPE v ~D
2 mL sHEREE(CTEB). FTcld. 8 mL 7Z Bond Elut AOAC
5388 SPE ' D 15 mL HEREICTEE

1 HEHEHU. 2 mL EHEREDIZEIF. 13000 rpm T 2 HEHEDIBEL
15 mL FHEREDZS(E. 4000 rpm T 5 DREHE DD BE

'

500 uL DR ZEA— MOV TSRINA 7 )LICKEE)

'

GC/MS To#f

[ 1. Agilent Bond Elut QuEChERS AOAC HIHERRD T O—F v— b

Agilent Bond Elut QUEChERS /N 7 7& b AOAC HiiF v b
ERmEE= 5982-5755.

Agilent Bond Elut QuEChERS AOAC 988 SPE ¥ b, —hZ#IiE
RESKLUHFEA. 2 mL. PRES 5982-5022

Agilent Bond Elut QuEChERS AOAC 988 SPE ¥ b, —hZHIIE
RESIUHRA. 15 mL. PEEFS 5982-5058

Agilent J&RW HP-5ms DJL bS5 F—b GC A5 L. 0 mx 0.25 mm.
0.25 pm. ER@EES 190918-433U1



.

Abundance

Abundance

2000+
1800
1600
14004
1200
10004
800
600
400+
200

—RREVIFRR E B D Agilent Bond Elut QUEChERS 3 & KU EL SPE %=
ERUE. UYOdMERn IS0 & 50 ng/g At > ZILEHE S D GC/MS A
0% IS A

2000
1800
1600
1400+
12004
10004
800+
600
400+
200

1S
0 L e
et T e T T T e e
5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00
Time (min)
B
1S
2
12
3, 6 j 16
t J i I |
WL Lo g A o Prepsl  f | |
5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00
Time (min)

2. U JMH&RD GC/MS 0% hIS L, (A) YUY JHERD TS0, (B) 50 ng/g AU Y MK, E—J@E 1. YIOIKRR, 2.0-T )T/ —)b.
3.947Y />, 4. o0040=)b. 5. AVINVUIL, 6. T70T)VF =R, 7.0V T/, 8. TRy b 9. ¢-20LF Y, 10. TV RRIVT 7.
. F4JURU, 12.DDE. 13. TFA Y. 4TIV RRILT 7Y 15. TV RUYT b 16 RILXRU Y 17 KRR, WEBEE UVB U T T 2)U (TPP),

-

Agilent Bond Elut 5387 SPE D 2 mL & 15 mL OF v bEBRALE. YV TIVHEHED 1 mL & 8 mL DBEDENCEINEREFE

O1mL @8mL

B (%)

120

100 —

80

60

40 +

20

JoOJLiRR

= N = =2 *r A L A A A a N N N N X
| N 1 B) 1 N 2 ik P =) a * ~ L o) #
N\ »n [u] 4 N H < 2 n A [y N 5 X >
H A a = 2 N 2 O 2 2 H 2 A} X I\
N Ay [u} R n 2 iy Q X N X o 2
2 ) O o A N i A i~ A A <
1 N N e N N N
H n u] H H H
n 5] b
© Q &5

n

4 3. Agilent Bond Elut 238{ SPE D 2 mL & 15 mL DF v hZEFERLE. UV TILHEED 1 mL & 8 mL DIBFEDEINEEIEE

CD7TITr—23> /—hDFEeRZE CEICIEDICIE. www.agilent.com/chem/jp T

5990-4068JAJP Z1RFE L C L FZE LY,

22




A7 TV — 3>/ —KNTlE. QuEChERS (quick (FuE). easy (&5
B), cheap ({Effi48). effective (XI5RAY). rugged (SR IE). safe (B
£)) AOAC UV 7 IVaIUEEZER Ue. RO L VERICKETD
GC THHOIEER 18 FERDEFIRBYMIOMEE I U—27 v TAD
IBARICDWTEHBALE T, 281 SPE (CEFEND IS T 74 hH—iK
VJSwY (GCB) ICKD. FEEEZRFDEBENEULLKDNDH
REITHT Bfesdlc. MUVIVZERIMUBEXY v RZEFERULE
Ufeo RO VEHHRICS ENDIZMDEREDDITICIE. IR
FVEZHUVT (SIM) E—RDARIOXY NI ST« /BEDH
& (GC/MS) ZFERAL. ENESLUBREICEALT. COXVyY
RZEWREELE LTz,

GC R{¥

AEAO: ATYUw RUR

FEAOSAF: ANUwHIRETIVT—I\ FEEIEEH
(BBEREES 5188-5398)

FrUT7HA: NUD L

AEAOES: EATRF 196 psi (AR NIV Y v—F—
R). Nwo TS a8F 1.0 psi

EACRE: 250 °C

AAE: 1.0 uL

ATUw "R RO 0.75 3T 30 mL/min

N—URE:

F—TVBETOHS L 70°C (1 43) ~ 50 °C/min ~ 150 °C (0 %) ~
6 °C/min ~ 200 °C (0 %3) ~ 16 °C/min ~ 280 °C

(6 93)
RARS: 37
FvESYU - JO—- Purged Ultimate Union (3352Z= G3186B)
Fo./0J—: -SMASLEFAODINY I TS5y a(fER.
Aux EPC 5 X: Purged Ultimate Union [CEEESNfeNUD L
Aux EPC 77 E1THF 4.0 psic J\w o TS v aBF 80.0 psi
NS L Agilent J&W HP-5MS D)L k5S4 F—

15 m x 0.25 mm x 0.25 pm
(BREREES 19091S-431U1)

D ;EAOE Purged Ultimate Union (DRS
(BBEREES G3186B)

65 cm x 0.15 mm,
0.15 ym DB-5MS D)L b5 A F—k

FEEER: Purged Ultimate Union & MSD DR
MS conditions

U KU

Fa—ZVJT7A4)L  Atuneu

T—F SIM (EXEDEMIE. 5990-4305JAJP ZSHRL T
<rEEWY)

AFA V=R, MEME, ZNZEN. 230°C. 150 °C. 280 °C

NSVRT 754 VRE:

RIS 2.30

RIVF IS4 VEE F—rFa—VERE

23

RO VEYYT)% 15 g 5H8U (£0.1 g). 50 mL DEDOSBEEICET

PIBRERZE (TPP) J&i&7Z 100 uLBIML. AEIES QC R)\A IERZFMU.

1

1% HAc Z=E 15 mL D ACN /FRB KU Bond Elut AOAC QUEChERS
Ty MEIIR D

FryTZULT, 1 FEFCERIRES U, 4000 rpm T 5 SRESRODHEE
FUTFIVDAY w R * BELEXY Y R

Y

1 mL O ACN Hitig7=

Y

1 mL @ ACN &=

S8 SPE Fv b 2 mL HERE(CEEYS DB SPE Fv D 2 mL HEREICEY

30 FRE

13,000 rpm T 2 RO EE

\
E&H7%Z GC/MS D

1. RO L VEY Y T)VICDLTD QUECKhERS AOAC HIEMERDTO—F v— b~ (2 mL DY

'

325 uL @ LI V7EENN
30 R

13,000 rpm T 2 R ODEE

\

825 uL @ ACN D _LEBfEZ
BIDFERECET

30 °C @ Ny 7O—TEIR

\

600 pL @ 0.1 % FB& ACN JBRH T
R

'

B UBERRERICHhTD

L&dr%E GC/MS 1

A ZXDFA VI FILDIEL SPE XY v REBKVMBIELTEHEL SPE XV v R)



FUIFILD AOAC BEIXYV Y REBKRUHEIELTC AOAC BEIX YV v RZERELTC
50 ng/g AINDKRILVEY Y FILD GC/MS 0O IS

4500

FN

o

=

=
1

7.8 12

L e e Bt B s s e s s s M B s s s s s s s B e s B S — T

4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

4500

N

o

=

=
1

2500 7.8

1113
] 10
— e e Pl
4.00 6.00 8.00 10.00 12.00

B RS

o

=3

=
L1
—

T T T T
14.00 16.00 18.00 20.00

3. AU IFIVDIEISPEX Y v R(A) BRUIBIE U BISPEX Y w R(B) [CKDAUE U150 ng/g AN LIcD L VEYS Y J)LUHIHRDGC/MS 0% IS L

E—IRE1. IIO0IVRA, 2. 0-Tx VT /—)b. B UYTFU 4547/, 5. -o0040=)b, 6. JOVEURIAXFIL, 7.900XYY T/,

8. JOLEURZ, 9. ATFIOIIRFY R 10. T#ILRy b 1. a-20JLF >, 12.DDE. 13. y-Z0ILT V. 14 F4)LRUD, 15 TFA Y, 16. MBIV RRILT 7.
170 NIVARY ., 18. VIR, IS: FIBRESE, TPP

24



{ELVQCIREE(10 ng/g) HIZEDQCERE(50 ng/g) =UIQCIERE(200 ng/g)
]

R ENREE RSD LhES RSD ENREE RSD

JU0OILIRA 94.0 3.0 91.7 105 80.9 46
o-7x=)IT /= 95.0 22 92.0 19 781 38
% 83.7 3.1 93.9 12.2 91.8 33
FATI) Y 973 43 95.6 9.9 91.8 3.3
soosoz)L” 475 6.8 44.9 6.6 49.4 43
JOLEYRAXFIL 741 4.6 ni 45 72.2 58
JyooaNyy Iz /" 975 76 66.8 39 68.8 6.8
20)LEYRZ 88.3 3.0 79.6 35 77.0 35
ANTZOOLIRFY R 74.9 1.9 81.6 1.7 782 39
THIRy K NA NA 98.8 6.0 71.1 6.7
y-20lL7> 106.0 49 1122 33 93.6 53
DDE 80.3 22 86.8 9.6 754 35
a-z0lLFY 107.6 42 108.4 35 91.6 37
FAIRUY 99.7 26 93.7 9.6 789 34
IFFy 914 34 100.0 5.0 107.4 16
WEETY RRILT 7> 93.7 48 973 8.8 89.8 43
NILAZRY Y 84.7 5.7 748 9.9 84.6 6.0
PEa v 98.4 55 84.2 95 81.2 3.2

"BIELTS# SPE XV v RTO#ER

R 1.RDLUVEDAOAC HEIX YV w R 1 mL DYV TIVE, 2 mL OFERE. LC/MS/MS DFEREKD

FEER
Agilent Bond Elut QUEChERS/\y 7 7&bD AOAC i+ v b
ERERES= 5982-5755

Agilent Bond Elut QuEChERS AOAC £8Y SPE +v b, Ba%%
SURESIUHRM. 2 mL. RZEFS 5982-5222

Agilent Bond Elut QuEChERS AOAC #38Y SPE +v b, Ba%%
SURESIUHRM. 15 mL. PRBFS 5982-5258

Agilent J&W HP-5ms D)V bS5 A F—b GC AS L, 15 m x 0.25 mm,
0.25 pm. BPEREES 19091S-431U1

Agilent Ultimate Union, ZRFZES G3186B

CD7TIT—2 3> /) —bhDFEeRZE CEICIEDICIFE. www.agilent.com/chem/jp T
5990-4305JAJP Z1RZ2 LT LT LY,

25



AP TUT— 3> /—RTlE. ADAC [CEEE DS B Y T ILEL
L. QuEChERS (quick (Fu&). easy (&), cheap ({EAMi4E). effective
(3hERMY). rugged (BMANE). safe (L)) ZERLE. ROV VEIC
TRE T BRI 13 BEOBEDMEBEIU—27 w FICDNT
HEALZE Y. 28 SPE ICBFENDIT T T 74 bA—RVYTSw o
(GCB) IT&KD . FEBEZFOERENE L KON SREICHAN T
B1EHIT. MUVIVEFINUEEXY v REERULE L, Y
IFILDIEL SPE XV w REBIEUTEDEL SPE XYV v REHIS
HDET. DITHRYIT R TOENREFBRENS AV v RZEREEL

FUT

HPLC S&{%
N3 L
iD=

NI LRE:
FAAE:
BENE:

Ll

—— Rl

JSITU M

RA RS
BEUA UL A L
MS ¥
RIF4TE—R
HZEE:

HARE:
XTS5
FvrESU:

Agilent ZORBAX VLY hE—/INTS R
Eclipse Plus 7T =)L —~FVILAS L
3.0 x 150 mm. 35 um (SBRES 959963-312)

0.3 mL/min
30°C
10 L

A:20:80 X%/ —)L/Hy0 H15 mM
NH;0Ac. pH5.0
B:ACN =15 mM NH40Ac. pH 5.0

1:1:1:1 ACN/ X% /—)L/4Y 70OEIL7 b
T—JL(IPA) /Hp0. 02 % B

DinE==S
S % B (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
13.0 fFik
45
17459
350 °C
10 L/min
40 psi
4000 V

26

IOV VEY YTV 15 g SHEL (20.1 g). 50 mL D:EDHEEICAND

100 uL D IS BKRU' (HE(TIHUT) QC R/A ZFRERML. 1 HREEH

1% HAc Z=E 15 mL ACN /& &E & U Bond Elut AOAC QUEChERS
M+ Y MEMR D

FryTZULT, 1 FEFCER<IRES U, 4000 rpm T 5 SRESRODHEE
FUTFIAY v R * BELEXY Y R

Y

1 mL @ ACN iR

Y

1 mL @ ACN iRz

538 SPE v bD 2 mL FHEREICET  DELSPE Fv bD 2 mL HERECET

30 FREE

Y

13,000 rppm T 2 DRBHE DB

Y

FEE7% LC/MS/MS
FIelF GC/MS 47

'

325 uL D LI V7ZEEN

30 B

|

13,000 rpm T 2 S BEhEO B

\

825 uL @ ACN D _LEBfE7Z
BIDFERECET

\

30°C D Ny JO—TEME

\

0.1 % FE&ZZE 600 pL ACN JER T

'

B UBERSEREChTD

FiESE% LC/MS/MS
FfclE GC/MS S

B 1. RO YEGYTIVCDOVTOD (2 mL B4 DAY IFILD7EL SPE XV y REK
UMBIE LTc38) SPE XY w R) QUEChERS AOAC RO T7O—F +— b
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B 2. AU I F)ILDSEL SPE (A) BRTMEIE UTe5388 SPE (B) (CKDAURBUTZ 50 ng/g FMUTERD L VES Y TIVHHR®D LC/MS/MS 207 hIS I,
E—JRE1 XTI RRA, 2 7ETx— b 3 EXROIY, 4 AINRVIIL 5. AZFI5O0TUR, 6. FPRYFI—)b, 1. TORIT X)L, 8. AILIKYIL.
9. ThTOv T 10. ATV, N.ARYTIFY—)b, 12 2TOIZ)0, 13 TUVFILXF)b, IS NEHMRE, TP

27



1 mLBKY 8 mL DZEL SPE [CKBDENCEINES KUREE

120
OlmL @Z8mL

100
80|

60

IR (%)

40

20

X z N g L 2 3 2 X 2 2 2 2
= ,, n 2 B < 3 ] i1 "
b Y 3 2 ® 4 ¥ 2 §F g 4 4 %
i N z A 0 Ky € 3 N > N O 4
& p x (4 Q A u] R L X n n a
= [S 3 2 @ kY N H by N g
N I\g ~ < 3
N h -
3.1 mL 5388 SPE & 8 mL 38§ SPE DEUNES KUHEE
>3 =
FEER

Agilent Bond Elut QUEChERS /N 7 7 &b AOAC HiHF v b
EBmEES 5982-5755

Agilent Bond Elut QuEChERS AOAC 738 SPE v b, BFRZZL
RESSUHRA. 2 mL. PRES 5982-5222

Agilent Bond Elut QUEChERS AOAC 738) SPE ¥ v b. BRZZL
RRBKLUEFEMA. 15 mL. BFEES 5982-5258

Agilent ZORBAX YUY b—INTS R Eclipse Plus 7T =)V
AFYILC AS L. 3.0 mm x 150 mm. 3.5 pm.
ERmEES 959963-312

CD7TITr—23> /) —bhD5ERRZE CEICIEDICIFE. www.agilent.com/chem/jp T
5990-4248JAJP 7Z4RZR L C L fEELY,

28




AKPTUG—23y /— Tl BROHIRESLUEHERAD HPLC 24
Agilent Bond Elut QUEChERS AOAC v hEFERULT. RO L VEHR HS L
DEZENHODEERMHE (SPE) DFIET MNLIVANZETo S
BORECDVWTHHRULET ., EIELEADAC XYV v REFEHTS

&, 8 FEFEEDEFEMEIUREE 50 ~100 % [C. RSD (& 10 % KislcZ 77&%: )

neENXKEL@ELF LU, ??7:;@]5:
AAE:
#Ee:
——RILiFE

/3 BEFIER D ACN HIHHR

FUTFILDAY v R * EELEXYY K ISVIV
1 mL D ACN %= 1 mL O ACN #iHiR%Z
9781 SPE Fvw bD 2 mL SHEREICTE T  HEISPE Fv hD 2 mL HERE(CTET
325 L D ML IV 7=EMN RARNS
AstY A OIS
30 FoEEE 30 FoREEs
GC {4
AALO:
13000 rpm T 2 SR B 13000 rpm T 2 REHE DB SEAOSA T
825 ul O ACN D_LERE% FrUPHR:
BIDKERE FEAOES:
FEADRE:
30°C D Ny 7O—THig A
¥ 27Uy bR RO
600 uL O 0.1 % B ACN SHRFT N—YURE )
EER F—TURETOIS L
* RA RS
1B B £pESY - I0— -
Y * Fo/09—
—EE% LC/MS/MS —EE2% LC/MS/MS N
Aux EPC A R:
[ M [ MS %3
FIel&E GC/MS Dfr FIzlk GC/MS Dt Aux EPC FEAT:
Hh3 LA
1. ZUIFILDAYV Y R (MUVIVIEL) BETEBIELEXY Y R (MLIVEHBD) D
4381 SPE FIE FEER:
URKUD%:

Agilent Bond Elut QuEChERS /X 7 73&D AOAC i+ . e
EBmEE= 5982-5755 5

Agilent Bond Elut QuEChERS AOAC %38 SPE ¥ b, BRZZTRRE
SIUHER. 2 mL. EEES 5982-5222

Agilent Bond Elut QuUEChERS AOAC 438} SPE ¥ b, BRESLR=E
BLUERA. 15 mL. ZF@RES 5982-5258

Agilent J&W HP-5ms D)L bS5 A4 F—b GC A5 L. 115 m x 0.25 mm
x 0.25 pm, BPE@EES 19091S-431UI

Agilent ZORBAX YUY b—INT S X Eclipse Plus 7 T =)UAF
YIWLC ASL. 15mx025m,. 0.25 ym. ZPREES 959963-312
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Agilent ZORBAX VLR hz—/I\TSR
Eclipse Plus 7 T ZJUAFV)LAS L
3.0 mm x 150 mm, 3.5 ym

(BBEREES 959963-312)

0.3 mL/min

30°C

10 pL

A:20:80 X%/ —)L/Hy0 D 5 mM EFERS” >/
EZJL. pH50

B:ACN D 5 mM BFEE 7~ EZ /. pH5.0
1:1:1:1 ACN/ A% ./ —)L/IPA/H,0.

02 % FEE=Z=Z0

IS % B e
(mL/min)

0 20 0.3

05 20 0.3

8.0 100 0.3

10.0 100 0.3

10.01 20 05

13.0 ®r

45

1745

ATy RUR

AU w IR TILT—I\ FEEEE
(BBREES 5188-5398)

NUD L

FT8F 196 psi (AVAYY NIy v—E—R).
Ny oISy 285 1.0 psi

250 °C

1.0 uL

0.75 53°C 30 mL/min

70 °C (1 43) ~50 °C/min ~150 °C (0 %3)~6 °C/min
~200°C (0 53) ~16 °C/min~280 °C (6 %)

35

Purged Ultimate =74~/

(BBEREES G3186B) — D AS LALEAOD/\w &
TSy allfER,

Purged Ultimate 1=4 V[CEEESNIEANU D L
EIT8F 4.0 psic J\w o TS v aBF 80.0 psi
Agilent J&W HP-5ms D)L bSAF—h

15 m x 0.25 mm x 0.25 pm (BPE@EFS 19091S-433U1)
AAOE Purged Ultimate 124 >/ (DR

(BBEREES G3186B)

65 cm x 0.15 mm.,
0.15ym DB-5 ms DJL A F—b

Purged Ultimate 1= >/& MSD (DR



.

120 —

BIEBY 1 ADRE SPE (L& DRROLBS LUREOEEICHTS
R LT VS & 3 EIREO SN L
.

100 — L
- O 1mL. MLIV&D
& O 1ml. MLIVEL
i @ smL. NLIV&bD
S g O 8mL. MLIVEL
g :
8 T
|
4 T
S -
&
r
=
%
X
A
i 40
X
2
S
N
&
r
£ 204

0
HILRIE I EX~OvY FTPRNIEFI—)L y7Ov=IL /

2BELEXAVY B (MVIVED) BRUEFUIFILDXV w R (MLIVIEL) DBED 1 mL SKU 8 mL D73EL SPE DIERDLEE.

FUIFIWDRAY Y R(MLIVIEL) BIEULEXYY R(MLIVHD) BIEULEXYY R

Bz RSD (n=6) ElxE RSD (n=6) IC&DRE BwhEE
a)[VASZEN 38.9 14.6 98.5 25 RIFT1T LC/MS/MS
FIRVII=) 218 19.7 69.7 2.7 RIFT1T LC/MS/MS
ExX~Ovy 276 212 65.2 37 RIFT1T LC/MS/MS
>70Y=)b 29.6 234 63.1 32 RIFT1T LC/MS/MS
s00%0=)b 211 16.4 47.3 59 RIFT1T GC/MS
PEGIVA 30.1 24.0 87.9 6.1 RIFT1T GC/MS
yooaRvy Iz /v 537 45 711 6.1 RIFT1T GC/MS
THILNRy ~ 62.0 14.6 88.2 6.3 RIFT1T GC/MS
JoOJLIRZ 88.8 6.0 204 89.8 FBICRAT 4T GC/MS
og-7x=ZITx /=) 88.6 46 737 14 DENCRAT 1T GC/MS
FATI I 94.9 59 81.3 4.0 bFDCRAT 4T GC/MS
07> 103.9 45 101.3 45 xU GC/MS
NILAZRY Y 814 72 83.3 5.1 =L GC/MS
7EJz—h 955 5.6 99.8 47 xU LC/MS/MS
AU 108.0 25 109.1 19 =L LC/MS/MS
JaRo )b 97.0 319 6.7 25 xU LC/MS/MS

K 1. MVIVHMZREUIBEDEESNXY v RICKDDEL SPE FHEDRRENDFE

CDO7TIVT—2 3> /) — DR ZE CEICIED(CIE. www.agilent.com/chem/jp T
5990-4247JAJP 7Z1RZ2 LT L 2L,

30
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Agilent Bond Elut QUECHhERS & b7z U D < BHigAR R 8

[FUIC

/0O>d

LC/MS/MS 3% (STEREES 5990-4974EN)

DYFRERICEEND 11 BEOF/ OVRPEYEZAET DX
Yy RERFELE LR !

s DVED SOOI DM S REEIC(E. Agilent Bond Elut
QuEChERS Fv MEERLZF Ul

* FHICIF. Bond Elut EN i+ Y hSKU 5 % FE (FA) PEh=
MUVBERZEERLE Ui,

- FEHIC(3. Bond Elut 298 SPE v b~ (BBmmEE=S 5982-4921. 25 mg
C18 BV 150 mg MgS0y) ZfEFA L F LTz,

- MUY T)V% LC/MS/MS THHUE Ulz.

« EETBR (L0Q)IE 5.0 ng/g TULTE,

* 5.0~400 ng/g DEFE TIREIFDEFRENESNE LTz,
- 5 F)LEUNEEIS 62.0~113.1 % T. RSD (n=6) f&ld 22~34% TL

feo

iEaRsRlF

HPLC 5&f%
N3L:

T
NS LRE
ENE
R

RARSY
ISITUM:

MS SR{t
I
HZBRE :
HAFRE .
XTSAY
FrESU

Agilent ZORBAX VLR hz—/VTFS R Eclipse
Plus 7T Z)UNF2)U LC A5 L. 150 mm x 3.0
mm, 35 pm (BREES 959963-312)

0.3 ml/min
30°C

10pl

A) 5 mM EFEE 7 VEZ D LKA, pH 3.0
B) 111 X& /—)L/7E = KUJL

445

ISR (99) % B
0 15

SRE (mL/min)

0.3
0.2 15 0.3
8.0 75 0.3
9.0 100 0.3
115 (=l
RIF4T
325°C
8 L/min
50 psi
4,000 V
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QuEChERS #iHHFIE

BELFED > 7L 2 g Z5TE (£0.05 g) U,
50 mLi=OF 1—TJICAND

IS Z)XA 78R 100 pl. BRTHEICIEUT QC 2/ 38K 50 pL 2
AL, 30 BERILT v ORI D

30 mM KHoP04 8 mL. pH7.0 )Xy T 7ZFANL. RILT Y IRTD

5% FA ZZ0 ACN 10 mL Z AU, 30 BEK<IRD

Bond Elut EN QuEChERS i+ RERIUL. 1 DEK<IRD

4,000 rpm T 5 SRRSO B

ACN _E5&3* 1 mL % Bond Elut QuUEChERS 28
SPE2mL Fa—JICEY

1 DERILT Y I AU, YA IOE0DEICEKD 13,000 rpm T
3 DEbE DR

42 800 mL ZRIDF 1 —T(CF L. 40 °C D Ny TR

1:9 MeOH/H,0 w/0.1 % FA 800 pL [CBREL D5,
MIVT v I 2B RUBERD

0.22 ym BEELIVO—RREV T A LI TH Y TILEDB

B 7)L% LC/MS/MS THHT

B 1: FIEMERO Agilent QUEChERS FIEQ 7O—F +— b
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2. D VHEPICSENDHENE 11 BRDEIRE

FXIER

Agilent Bond Elut QuEChERS EN #iti¥ . EBEZEES 5982-5650

Agilent Bond Elut QuEChERS 538§ SPE v b, Z8@EES 5982-4921, 5982-4956

Agilent ZORBAX VLY bz—INTS X Eclipse Plus 7T ZIbAFVIV LC AS L. 150 mm x 3.0 mm. 35 ym. EPGEES 959963-312
AgilentAE>V 7 1 )b#. 022 ym BEEEZ)LO—RX, BRGEES 5185-5990

COFPTUTr— 37 /— hDTeM7ZE CEICIEDICIE. www.agilent.com/chem C
5990-4974EN 7Z4&ZR U C L TEE LY,
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Agilent Bond Elut QUEChERS EN &= ~ZZzFHULYC
DR ARYREE ALK > 77 = RO LC/MS/MS 341 (SCRAZES 5990-4975EN)

(FUsHIC QuEChERS i FIE
DUFHERICEFEND 9 EDRILIR V7S RRTEYEZAEY
XYy RERFELX UL : HELFFEY > )L 2 g Z5TE (2005 g) L. 50 mLEDF1—TICAND

s DVFED S DD DM EFERICIE. Agilent Bond Elut

QuECHERS > ML L1 IS 2/ B 50 ul, BECHEITHUT 0C R/ ZER S0 L =
« (I, Bond Elut EN #itHFw hBKU 1 % BEEE (AA) ZST AL 30 BERILT v TR
7ErZ MUILEERLUE U,
- #&SIC(E. Bond Elut AEEEFZEL SPE Fw b 6 mL (150 mg
PSA. 150 mg C18 &SU 900 mg MgS0y) ZfER L ZE LTz,

» #E Lic > J)V% LC/MS/MS THHRLE Ufco

K8mLZFML. RILTvIRTD

. /E—FBE (LOO.) l; 20 ng/g Z;Lero 1 % AA 7&%@ ACN 10 mL %;Zﬁﬂl]b\ 30 ?EE&(E%
+ 2.0~400 ng/g DEE CREHRDEREDEOSNF UL,
« Y 7IVEIER(S 53.0~92.8 % T. RSD (n=6) fEld 2.1~16.8 % T Bond Elut EN QuEChERS #itH v REFIIL. 1 HRIK<IRD
Uico
4,000 rpm T 5 BRI EE

EaasRitF
HPLC 5Ré¥ fct #Bond I EChERS AEEEREL
CHS L Agilent ZORBAX Eclipse Rapid Resolution HT Plus C18 ACN L&ds GSI;IE-Z mf';l‘fg‘.‘,:%g_ghs st

LC A5 A, 50X 3.0 mm, 1.8 pm

(BRREES 959941-302)
bR 0.3 ml/min
HS LR 30°C 2 HERILT v H . 4,000 pm T 5 HEGE0SBE
FAE 10l
TEENE: A) 5 mM BFE 7V E = LAGER. pH 3.0

B) 11 X% ./—JU/77E=KUIL A 4 mL ZRIOF 2 —TICHL. 40 °C D Ny TEIR
RA RSV 3549
JSITUN: B5E (99) % B SRE (mL/min)

0 15 0.3 1:9 MeOH/H,0 w/0.1 % FA 800uL IR LT,

0.2 15 03 RIVT v o 2B LVBE R

6.0 60 03

6.01 100 03

70 =1k 0.22 ym BEEEIVO—RREY T4 LI THY TV EBE
MS 4
TR wRIT4T
HARE: 325 °C
AR 8 L/min B 7% LC/MS/MS THH
XTS5 50 psi
FrESU: 4,000 V .

J [ 1: Agilent QUEChERS FIEO7O—F v— b

ENIEHR

Agilent Bond Elut QuEChERS EN #lii¥F v b, Z3mEES 5982-5650

Agilent Bond Elut QUEChERS EN BEESFIZH SPE ¥ b, #BmmES 59825156

Agilent ZORBAX Eclipse Rapid Resolution HT Plus C18 LC 35 s, 50 X 3.0 mm. 1.8 ym. ZRFRES 959941-302
Agilent REV T ¢ L. 022 pm B )LO—X. BBERES 5185-5990
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6 0 0 0 0 0 = = = 4 4 = 4 4 4 4N N ow owE
95030200 o NZazch NN
paivaaon

2.100 ng/g B LAFREHLEYID LC/MS/MS 20X IS Lo E—I&S 1. AT 7IT IV, 2. AWT7FPY—=)b. 3. RILT7
5. AWT7ABIY, 6. AT F7AMFVEUS I, 1. A T7o00EUT IV, 8 LT 7 A FPY—)b, 9. LT 7IX K

{E QC (5 ng/g)
e 1))

H1 QC (100 ng/g)
EREE RSD

STV A ZIWT7AFI=)b,

D, 1S (RERMREE)

= QC (400 ng/g)
e RSD

AT 7ITIV 73.9 15.6 90.0 13.7 81.9 5.3
AT 7F7I=)b 62.9 16.8 75.3 8.4 67.9 5.8
AT FASIY 716 115 92.8 6.6 82.0 42
AT 7 AFYI—=) 62.8 47 60.7 6.5 53.0 2.1
AT 7 AGIY 874 6.9 90.0 10.7 83.4 34
RIVITFARFIEUTIY 81.8 9.4 84.8 8.1 76.4 2.9
ALT7rFoOoudIY 84.2 10.0 78.6 6.3 73.8 3.6
AT 7 A SFTY—)L 85.9 7.6 82.3 5.9 78.1 33
AWT7IARFIY 71.8 8.4 80.9 49 75.6 33
= 1. EEHER- BIE BRI (n=6)
-
ENRFEEBRE
100
90
80 ! 7
0
g 7
& 60
50
40
30
20
10
0
N 2 D 2 D N D = 2
n | n | N n n | N
N N In N b Y kY P 4+
n [ R h R =) =) b L
S N N kS N Ry hy) 4+ R
n S n A n N [ul £ n
3 n 2 n 2 H+ o X K
X S X 3 X £ Q N n
X X kS N n 2
M n 2 X
n =2 X
3 X
X

3 UVRICEENDRIVIRY 7S 9 FEEDEINE & BiRk

CO7TIVTr—23> /) — bD5EERZE CEICIED(CIE. www.agilent.com/chem T

5990-4975EN 7Z1REE L CL12E L,
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Agilent Bond Elut SPE —

HEFRDTNZYR—bT D

MBILWY > T URIILE

AXECEEHOBER. FHP. RAMAHFEFE TS
BUICEBSNDT EDHDET . ENFEELT
FENTVRIEEZMRE, BHICKDERDET
O, AXEZER. PR BRI
ZUSNTVET,

IV - Fo/O0V-HA=Ht
© Agilent Technologies, Inc. 2012
Printed in Japan May 14, 2012
5990-4977JAJP

I =3
%DD

QuEChERS Fw K&, 77T L2 D Bond Elut SPE FRMD—DT
9, 7YYL bD Bond Elut SPE ®FIE. KETEEL ISO-
9001 BEE(Sn > C. FRMICHERIE Z0RBAX HPLC 15 LAFIE
MICALWSNTWVWSHDEAUTOTATREINTUVE
9, Bond Elut SPE ®FRIE., 7O NI ST 4B PHS A
HRRDEFRBRAFA—H—THDT7 I MNESTIEDMR
BEMBEZHBA TLET,
cEBROAN—KNIJYIPAL NS 96 DTV TU—KET
DI A+—X v hTHATED. BLELWRUSY—. YUH
£ EDIRER
cBEAESLDDENCREMZRA. BLVLWARICH
WINCTED=BREME> U NES
c—BUNTFUA XZRRT SERREDRESE O
TRCEKD, BNET7O—R)—EINTH—Y VA%

* 5D SPE DM EFRT DRLVWEEY =T 4 —/)U R
7YY

QuEChERS IRERMEBD S A J T (REE) =
www.agilent.com/chem/quechersdemo CTCE&EUEIETE T,

BEROFICOVTE, R—LX—=ITHTEBNTLTVE T,

Agilent Bond Elut SPE 2,
www.agilent.com/chem/jp

AANRIVE I bEVY
0120-477-111

Agilent Technologies



