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Agilent Bond Elut QuEChERS AOAC
Fv bZHVE LC-MS/MS #RHHIC KD
KPZERFEDOD

7IUor—v3av/—hk
BRRS

D7 FUTr— 3> /—RNTlE. AOAC QUEChERS SAIC KD B JILETLIEZ L
T RICBFENDRERIL 12 BEOKRBEERZMHS SRR T 57 JO—F =B8N
ULET. CTTRALREAYIFILD ADAC XV R, &R/ 7= NJILYR
T LTOYIEAHE. EOFRMIC KD/ PERAT v 7. HEERME (98 SPE) C&
DPREMAT VI THEBEINE T, ILY NORTU—AF IV T LEBESHELME
HFEDEERIFEIOY NI ST « (LC-ESI-MS/MS) ZRI T 4« TAF<ILFTILY
POV avEZYUYYT (MRM) E— RTERL. RBIERICHIT DY —5' v MRED
FEOBEEZAELF U, IXRTOAMPRERE(ICDOVT, BINREBREDSD
S5XYVy ROBMUEEESRLE Ulc, COF7 TUT— 3V TESNIIEbng/g EWLVDS
BEEDEZ TR (L0Q) [&. FKEEEE (MRL) ZRKES TED FT, CIUEROFINEE
(& 10. 50 250 ng/g & L E Uiz, FHIEINER(E 76~108 % (5 97.8 %) T. RSD IF 10 %
ZTREDbFRUR (F9 4.7 %)
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AOAC QUEChERS (3. EREBREOHHICE ALSNTL
F7 (120, COIPETIE. 7 R MU ILHHICHE, Sk
RIZYY L (MS0,). EEHIDBEIEERNTY T ILh 5K
DEEIFL. HEEFELET, BRAT Y ITE. 1R -2
7= (PSA) TiER| ICKD TV TILY NU v IZRDHDER
BOBEE. K MgS0, |- 2R DBEKH D=
HEDEISBERRE (8 SPE) BELSNFT. ZORFy
TTlE. ZNENORBY NIy IRTHUT, BRPRT
O—IVEBRET IS5 T 74 MI—KY TS v (GCB) . f5H
EHEERET S C18 5 E ZOMDIERNRINENBT &5
HHFET,

CO7TVs—2a TR, BEEHEDSEFNSIERRAD
AOAC 5384 SPE v FEEIRULF Ulc, CDFw MI7ZERZ
UL 1 mL Z7=b . PSA 50 mg. MgS0, 150 mg. C18 50 mg
ESAHTVET, NRETIE. 12 BEOEREZRWT. Agilent
Bond Elut AOAC /\w 7 7+ v b (BB@ES 5982-5755) &.
EBESLUHEOSFEFNDIRESXUTHFAD Bond Elut
QuEChERS AOAC 7381 SPE v b (EBREES 5982-5158) D4EE
FHBLE LUlc. FAROINEREBRETCIMHELE Uiz, & 1 1S,
KRR TAHVCKFREDIEZNME B LUKEBRTEIERZ X
EHTVFET,

KERFE

HEL(LSY

ITRTOAFEEBIR(E. HPLC FelF PRI L — ROBDEFER
UEUfce X5 /—I)L (MeOH) &E77E b= MU JL (ACN) %Z
Honeywell (KEIZZAVM. YRF—JV)HhBEAFLF L.
=+ (FA) % Fluka ( R-1*Y. Sleinheim) hOAFUE Ufe, EFITHE
G7Z Sigma-Aldrich CREZX—UMEY ML/ X) hEBALE
UTeo PIEBIZEE (U VB8 N 7 = =), TPP) % Agilent Technologies
KETSZDIPMNIAILZY b)) DBBSAFULFE LR,
RERR

BB K USRS (1S) R (TN TDEET 2.0 mg/mL. 122U
BRIV F I LIF 05 mg/mL) Z. MeOH. 0.1 % FA Z=3 ACN.
FelE DMSO ZRHWTIERL L. —20 °C TIREULZFE UTe, 0.1 % FA
ZZ0 ACN/ZK (1:1) ZEWT. EE 0.2, 1. 10 yg/m D 3 EXED
QC AMEREEEERUE Ul ISHIARE LT, 01 % FA &=
= ACN/ZK (1:1) ZEBWT 10 ug/mL D TPPBRZERL U E LT,

RECHH
Agilent 1200 & J—X HPLC

Agilent 6460 ~U Z7)VIUERR LC/MS X5 L,
IV bORTU—A 7 ViIRES

Agilent Bond Elut QuEChERS AOAC /v 7 7ttt
(BRRES 5982-5755). BEEHLVHBDZSENDIRES LV
B¥5ZFAD Bond Elut QUEChERS AOAC %38 SPE v k (ERRBES
5982-5158)

Agilent ES v IREIF AT —,

50 mL Fa1—7 (BR@ES 5982-9313)

ITyRYRIVTERE

(Brinkmann Instruments, KEZ1—3—JMI TR XU—)

Flying Pigeon i&=i0v70 Bk
(Anting Science Instrument, HE, _LiE)

HPLC SR{¥
AN Agilent Poroshell 120 EC-C18. 2.1 x 100 mm.
2.7 ym (BBERES 695775-902)
TR 0.4 mL/min
NS LEE 30°C
FEAE 5uL
e A:0.1%FAZZTK
B:0.1 % FA ZZL ACN
J3ITIV bk BRI (99) %B
0 5
1 5
3 50
7 90
8 90
8.2 5
9 5
RARSY 259
YA UILEE 19
MS Skt
RIFT4 TE—R
HRRE 350 °C
AR 10 L/min
XIS4Y 40 psi
FrESUY 3500 V

DICEET DZDMDRMAE. K2 [CEKEHTVET,



K 1. REDEFHME S KUTEERHIER [3-5]

BER Fi ] LogP  pKa MRL (ng/g) BE
FEIT—hk By 089 835 20 o o
“\-.D/T'--.N/l'k
/S H
\NH
AU FIVINA— 236 104 50
0 0
w O
Val VAN NIVALZFI—=)L 148 42 100 N OCH,
b2
N
3 ;= 7= “) =3 H
y7Ov=Ib F-UJEUSYY 4 444 500 |N\\“I/N
=N
S4HUI P 382 653 20 [ —CH,
0—/_
Cl
'S
\=N
A4=H#07UR  RAZIF/AK 057 NA 1000 NN,
NS NJJ\NH
l = L../
ol
Ry3aFV—) KUZY—L 372 151 50 o -
N
Y
LtN
JORF I FIVINA— 014  NA 2000 J\
0
H
R
0
ExkOvy EUYY 019 406 600 KL
=N
|
N NH
7 N~
T
= ]
N
FFRUFI—)  NUISZHY—L 239 413 5O "
12.00 N s
N N
i
I ~T7ORR Hiky 299  NA 5 M g P
0
HC
CH;
0
SULYEVLAFIL ZROEILUY 34 NA 50
CH,0 = _OCH,



x 2. 12 BEOEZE Hf(ICAVLE LC-MS/MS &4

FrIRIb

TSTRIH—

RT

(m/2) BE (V) v) (5
ExXrOvY 1) 218.1>105 130 20 1.44
2) 218.1>78.1 50
FEII—b 1) 184.0>143 65 3 1.59
2) 184.0>95 20
AN 1) 192.1>160.1 110 15 319
2) 192.1>132.1 30
FPRVII=)L 1) 202.0>175.1 160 25 332
2) 202.0>131.1 35
(=Ho0FUR 1) 266.1>209 140 10 401
2) 256.1>175 15
ATV 1) 297.1>158.9 150 20 443
2) 297.1>200.9 15
JOmRF )b 1) 210.2>111 70 10 4.81
2) 210.2>93 25
AIVINU)IL 1) 202.0>145 70 15 4.99
2) 202.0>127 40
¥7O0v=)L 1) 226.1>93 150 37 5.55
2) 226.1>77 52
I hJOhRR 1) 243.1>1309 115 15 6.00
2) 243.1>96.9 35
RyaAFVI—)b 1) 284.0>70 125 10 6.22
2) 284.0>158.9 30
TUVFYLAFIL 1) 3141>222 70 3 6.66
2) 314.1>116 5
TPP (IS) 1) 327.1>77 170 40 6.85
2) 327.1>152 45
1) BB
2) ERAAY

B2 D IVaingE

BT it

REOZEFNEVERBIBERZTOVY—T v FTEALEL
Teo REFRIFEZ—IVRICAN. 20 °C T—HRARLE LT,
REeLEEETHEH. KHHDBEWCODEVKSICLE L. &
H. BRUCKD SHEBELERITZHRRL. KKHETEBERL
feo UV TIZEHDEICT BIDIC, YU TV EREICHIBRULSR
Ufco AIREIFISEIF. MBRPIC RS A7 A RZMAF LI, &
BYVTIVT. BICRADKRESORMDEFELEWNC &=
BUFEULR.

i/ o E

BERLIEYYTIL 5 g (+0.1 g) %= 50 mL BEREICANE L.
QC YV FIVICIFEET 2 QC FRARK 100 pL =ML E L,
WMBATS VIERL TRTOY Y FIVIT IS FINEHR 50 pL
(10 pg/mL @ TPP) ZHNZ.. > 7)UHEE% 100 ng/g ELEL
oo BRBICEE LT 1 PBRILT v IRZFY—CTEELE
() Fal

T A AR —ZHVNT, F=AEICK 10 mL ZIIZ F Uit iR
MEICEZLT. 1 PBRILTY I AZF Y —TEALFE L,
50 mL Fa—THD 2 DOESZIREIFAY— BRES
5982-9313) ZERABICIMA F Ulfco T« ARV —ZANT,
ACN (0.1 % FA) 15 mL ZZEAEISHINLE Ul BAEICEE
LT, 1 9. FTIROF Uleo #K MgS0, 6 g, BEEEF ~UD
s 15 g ZZ Agilent Bond Elut QUEChERS AQAC H1E/ (v &
., ZEABICEZEMAF U, mAEZLO>DEERALE
D5, BEETVTIVEEDEMU. BEERORNT2(CH
BIDKIIC. 20 WE. FTLLIRbF Ul YV TILDA ST
ERE % 4,000 rpm T b DEELODBEELF U,

4780 SPE $&5

ACN t&EHE 8 mL %Z Agilent Bond Elut QuEChERS AOAC &1
SPE15 mL Fa1—7 (EBMmMES 5982-5158) [CFELFE LI, 15 mL
Fa2—TIC(&. PSA 400 mg. K MgS0, 1,200 mg. C18 400 mg AP
ADTVET, Fa—TJICULoDEEZLT. 1 oERILT v
OAZFY—TRALF U, EENTRODBIKREZRWNT.
4,000 rpm T 5 ZEERODBELE UTc. #IHR 1 mL Z 10 mL
Fa1—TICBU. 40 °C UATOERATEBRIEF Lic, INIC
KDOEBONIEEKEYZ. ACN/K (1/79) ITAREL. 1mL LD &K
SICEBLFEUE. ZD#E. 0.45-um 2B (EPamEES 5185-5836)
THRBEYWZ3BL. LC-MS/MS THHULE U,
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02040608 1 12141618 2 22242628 3 323436398 4 42444648 5 52545658 6 62646668 7 72747678 8 B2 84 86 838
Nk v BORISFM ()

H1. KXY I YIRTSVIDMRM 207 bITS5 L

8
| AN

‘j ! il | 12
¢ N I:" ——— L : E A dl‘ | Il'\ \ A

02040608 1 12141618 2 22242628 3 3234 3638 4 ng;;:a.u 5 ?é‘.'ui 6668 6 62646668 7 72747678 8 82 84 806 88

B 2. AOAC XV w RICKDIBEUTKIC 10 ng/g il LIE SV TILD MRM 207 RIS Lo E—OBS 1. EXMOJ Y,
27ET71—b B AINRYIIL A FPRYFI—)b, 5. AZFo0TY R, 6. AP U)L. 7. TORFRID.
8. 7ILIXVU)L, 9. 27OV )b, 10. TRTORR, N.RYOFY—)b, 12.9UYFILAF)b, IS TPP



SREES

HREFIB(ICHKL., AFARTIEF. BESLUHEOZFNIEMR
FH®M AOAC 381 SPE v hZRKDBHICHEAHLF LT, LC-
MS/MS DENTZEREDBMF T, Y U IRTSID
MRM 20% FS LTI, §—5'v MEEYITHT B2 FHE—
JIFBRREINFEBATUR. K1 &E21C. I MNIVIRTSVY
(IS 73580) @ LC-MS/MS 0O~ hF S Ls&. AOAC 738 SPE XV v
RTHIBUTZ 10 ng/g IR D I OY RIS LZERULET,

x3. KHEHRICEENDREDERE

B ENRSER R?
exX~Ovy Y =1.0525x + 0.3331 0.997
7tJ7I—"h Y =1.2109x + 0.0897 0.998
Val VAN Y=1.9011x + 0.2080 0.998
FFRIEI—=)U Y =0.8764x + 0.1622 0.999
A4=5o07UR Y =0.0778x + 0.0135 0.991
AIFUIL Y =0.3765x + 0.0552 0.997
JOR+FR) Y =1.8122x + 0.6237 0.993
AUV Y =0.5832x + 0.0042 0.999
>7OIJZ)IL Y =1.0002x + 0.3903 0.998
I ~ZOKRR Y =0.4793x + 0.0783 0.992
KRy3dFV—=)b Y =1.3872x + 0.0117 0.996
TUVFILAFIV Y =0.3921x + 0.0058 0.996
EREEEETIR (L0Q)

PMUIET N TDEET, BERDELREHE 5~500 ng/g TL
Teo XMV YORTSVUICEREZRMU. 5. 10, 50, 250, 500
ng/g DEECTHRERZIER UE UTc. NERERE U T, 50 ng/g
D TPP Z{EAR U E Uz, MERDIERICHIc o Tld. DITHRE
EDEMEE (DITNFYDRE/IS DRE) (XU T. 2R
BEDIEN L AR YR (SISO E— I EE/IS DE—JHEiE)
Z70v bLF U IRNTDERT. TE TR (L0Q) [F 5 ng/g
TUfc. CTODEF. RRBLUBTHEICSENDIERD MRL =T
E>TVETY, &3 (T, BREFEAEXSIBREME R) ZRUE
ER

2 4. QUEChERS Z FBLVEKRMIIREEDEINR S IR

10 ng/g 50 ng/g 250 ng/g

AN Pl il
RE ER=E  RSD* B RSD*  [E¥E  RSD"
Ex~Ovy 80.3 % 45% 76.3 % 38%  90.1% 42 %
7EIr—h 85.0 % 23% 92.8 % 32%  963% 1.9%
PRV I 1023% 83% 99.0 % 20% 1082% 58%
FIPRVFI=)L 9%6% 54 % 89.4 % 47%  839% 6.1%
A4=5Fo07JUR 1005% 102% 105.4 % 28%  91.7% 82%
ATV 99.2 % 44 % 92.6 % 55%  938% 53%
TORFZIL 96.7 % 37% 103.6 % 11% 1082% 27%
FIVIKUIL 88.0 % 5.6 % 100.7 % 30% 1081% 39%
>7OYzIL 90.3 % 1.9% 925 % 89%  924% 51%
I ~70ORR 1041% 34% 105.8 % 48% 1105% 61%
KRy3aFV-=)b 1039% 22% 93.9 % 69% 905% 3.0%
TUVFILAFIL 1015% 103 % 94.7 % 25% 1006% 27%
*RSD (n=6)
ERE & BR N

#afetr > 7)UIC 10, 50, 250 ng/g DIRE CRERERZERNL.
BUNEREBRMZFHHUE Ulco ¥ hU Y I RIIREIRICER
S5LC. INSDAC BV TINEEELE Ul FREICDVT,
D7 6 [EHEDIRUE Ufc, BUREREBIRM (RSD & UTHRT) O
F—5%RLERICRULE T, INSOFERHS. 12 BHED
BECEBNEINELBENESNDZEHDHDET,

Agilent Bond Elut QUEChERS AOAC /\w J 7B+ &, BEE
BRUWBZZSTCRES KUHHADIEL SPE Fv hEER (L.
KICZFND2RFNTBEDOBRICBV T, BFETER. HD
RFEX Yy RORIBLEFET, YU v I RRINEEZED &
[CAIE U BN EBIRMEE. RICEENDEHEEDZRER
FRAEICHIFIHBRHEENTLIE. §—U'y MEEYDEET
(F. KOFHYPPY MU w I ZADFEICLDTHIEEUFEA
TUM. BBED LOQ [, KOFHE MRL ZRED F UTc. A
RTHAVCEED. BLWVEECREZRDODREZNTEHDTEH
2T E#EEZDE. Agilent Bond Elut QUEChERS AOAC BB K
U781 SPE Fv MME, EHROBEN b v IR CTEZENDMHD
BEOANICHBVNTH, BNIERKRTHDHIEVZIFT,
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KERDT—HF. RERWEHERERLIEDHDTY, 7ILV D
IRB LY —EZDEMICDOVTIFE. 7YYL D Web 1 b
(www.agilent.com/chem/jp) Z CEL 2L,

www.agilent.com/chem/jp

TILY ME. AXEBICEDDRRSINIIEE, Fle. AXBOEAICKD M
HEICEEENICEUDBECOVT—YRBES B TLIEEE T,

ANEICEHDOER. FHA. REAREFGFELUICERINDIENHDET.
EFEEATHINTVIBEZRE. BHICKDFNDFAILFL . ANEZEK.
B, BRI EBBEULSNTVET,.
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