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AOAC 8% A dSPE ¢ Carbon S
I1)=>TwTERD LC/MS/MS [2£5
ROV IROKREERDS
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KT TVr—>3> /—hTlE LC/MS/MS ICEZBHETRIL VY IHRD 26 BOKREEES T
IZ Agilent Bond Elut QUEChERS AOAC XD & 28X - ERAHBE ML (dSPE) Fvk&
Carbon S VU —>7 w7 EBAEHOETERT2HEICDOVWTRGLET. 2T tEaIE. —IIC
FERINZTEIEHRIIRDEBENSKEN LD EBEIRL £ L7, Carbon S ZAWLWSZ D AOAC
BEM ASPE ¥V bDIFE. J5T771bH—R>TS5v o (GCB) #RAULBHRERD AOAC EEHA
dSPE F v IR DS oRINEA T EL. BEOEERBRERENDESNET, CarbonS %
L3 AOAC B8R dSPE Fv D 2 DD (2 KT 15 ML) IZ&K>T FHEINE >80 % F—
k@D RSD <20 %. RILVVIBETRIYIZDEERE >95 % & —ELIMEENESNSC
CHENITENF LT,



IECHIC

FORFXPHFHICIF. KBFX0orO007r
ILRILTFA>DEDIC. RABENIEEIC
ZCEENZBEDHBDET, OV o
Fid. BEAEICE-TABICHBAIRET
T BEMHEMEYOREE+DICITHT
|12 LC/MS/MS % GC/MS/MS & L\ o 7= 1%
BICERZZECY Y TILHEYOEE
FEAZITOBE. BHOTYNIY IR
BN HDET, TO5VoTMRICIE
LC/MS/MS T < w217 >l
GC/MS/MS TOY WO RAF . BH R
PMS AAVBEADY )Y I RER-RED H
DET. CDIcd. HERICEBPINICITII>T
SRR =Ty T EIToTC. BRI
HYERETZCHEETY,

BE. QUECHhERS &t SPE v hTld. &£
FRVWEBRINIYIRTFEERETZDHD
D)—=>TvI2ATyF e LT, GCB #{EAL
TWEY, GCB IFBHRFRETHERMICENT
WB—AT. HEDRE. FICTFEEEMD
EIUNEEE TS 388 HH0 £7, Agilent
Carbon S WERIF. RREEEN =BT
NIERTEBEDSERNTT )Y RKREMT
o COHREMBR L. BEYHRROY T
IRy o2 5, GCB IMERICBEIE 7
IFENULDERERETIZ DI, &
BEZPT VDT RY) O LIUNEZ K@i
B EIEZCHTETET,

AR TIE. 20 BEORKRNLEXEZH
WT. E0RTLYYIHEEEYOTR )Y
ROV —=>T v F257y T LT Carbon S
(Carbon S % {EH 9 % AP-dSPE) % £ A
9% Agilent Bond Elut AOAC &%/ dSPE
FUhCZFDOMEBE LT, GCB (GCB =AY
% AP-dSPE) =9 % Agilent Bond ELut
AOAC 8% dSPE &= LE L. ZDIERESE
FHELE LT BEIF. TETEFREEITR
ME—RRBIICOITSNZREN DD % ER
LELTco MR BR V) —>T v IFIERTTH
BROWECBEDIANIERICREICRDEEZS
N3, SEEO/OOT/ILIN) I %R
KITBTYRI IR LTRIL Y IEERL
E O/

REF &

B SUHE

BEEECARHIZEE (IS I2FVT b
Agilent Technologies DIZ#E SRR (B
&S 5190-0551) F7:z(F Sigma-Aldrich
(EYPILARC =M KE) OERD
BRERREISMREZERLE L, LC/MS
JL—ROT7trZtUJL (ACN) BLOEZE
JL—ROEE. K7 >E_ILELUTY
{t7>E=o L% Sigma-Aldrich "SEAL
FLlT

RS SUIZERE
BEREZNAUBR (26 BEORK) &
SV IS N1 UAEKIE. 10 ug/mL BED
ACN ARICEAR L. 71)——(Z —20°C TR
BELE LT 1ZEX N OBR T FERRTICE
BTCHDICEELIZSATHBERLEL. £
B®IF7V—H—ICRLE LT

1% EfEz &8 ACN AR IE. 10 mL D2k
EeEE % 990 mL @ ACN (7ML IR L.
ERCTRELFEL,

ERERBEME

A2 IE. Agilent 1260 Infinity Il 7 L =
> 7L R > 7 (G7104C) . Agilent 1260
Infinity Il X1 7)LH >S5 (G7129C) H&
O Agilent 1260 Infinity Il <ILFAZ LY —
EXAyh (G7116A) THAL T NS Agilent
1260 Infinity Il LC >R FAZF->TITWVE
L7ze LC ¥ X7 L. Agilent Jet Stream
Electrospray - # > iR#E#H D Agilent Ultivo
N ZILIUERR LC/MS > X7 L (G6465B)
ICEHRLE L. T—2DEDIAH EDHTIC
I&. Agilent MassHunter Workstation V7
T T EERLELR.

Y FILETLIEBICER L7c E Dt D8R 1
TOrEDTY, Sorvall ST 16R /D7) B
(Thermo Scientific Inc.. YT Fa—tvw
PCKED) . EXwi (Eppendorf. Za—3—
oM. KE) . Agilent Bond Elut QUEChERS
AOAC ¥ b (BSGES 5982-5755).
Agilent Bond Elut QUEChERS AOAC 2% D
HBHFBER dSPE vk 2 mL (Carbon
S.) (#&mES 5610-2062). Agilent Bond
Elut QUEChERS B D $% % - £EA dSPE
Fwvhk 15mL (Carbon S.) EB@EEFS 5610-
2064) Agilent €5 2w o REYF 15— (50
mL) (&@ES 5982-9313),

Pl

F£ 112 LC/MS/MS &H %=, R 2 ICIFH—
7ybk® dMRM XS X—=2%—BTRLTW
F9, M1 IZ. QUEChERS AOAC #hH .
Carbon S 7—>7v 7% AW3 AP-dSPE
H{T>CHAR L7 100 ng/g BELNILDK
TLYVOREREMAMY > TIL RO S —
FyREZEQHEANA MRM 27O 5 A
ERLTVWET,



R 1. LC/MS/MS XV R&MH

R2.2—7VrEED AMRM /N5 X—%

HPLC £&fF MS £
N1 Agilent ZORBAX RRHD Eclipse Plus C18 5154, 2.1 X 100 mm. 1.8 um (88552 959758-902) E=f ROFATE—R
e Agilent ZORBAX RRHD Eclipse Plus C18 ¥ UHPLC #— I, 2.1 X 5mm. 1.8 pm HRBE 120 °C
- .

(EBZES 821725-901) e 12.0 L/min
e 36°C XTTTH 40 psi
EAE 2uL FpESU 4500V (ROF1TB&VFHT+T)
i A) 10 MM NH,0AC. 0.5 mM NH,F /{77 —. 0.125 % FEKEH

B) 10 MM NH,0AC. 0.5 MM NH,F /8 77—, 0.125 % FESAHK (ACN/H,0 95:5)
RV ACN/MeOH/IPA/ H,0 1:1:1:1

B (99) %B &g (mL/min)

0.00 15 03

6.00 95 03
SSITUR 8.00 100 03

10.00 00 03

10.01 15 03

13.00 ik
RANT> 29
BEHAOLEAL | 155

MRM Fv > 1)L TZTRARE MRM Fv¥> 2L TIITAE
beiPSES Y] (m/z) v) CE(V) | RT (%) beLiBSES Y] (m/z) v) CE (V) | RT (%)
1) 142 & 125 13 1) 210.1&110.9 13
ABZIRKRZ 90 1.76 TORZFIL 75 6.00
2) 142894 13 2) 210.1& 168 5
1) 184 & 142.9 9 1) 370.1 & 218 25
FEIE—F 65 1.25 TIRRILTAY 104 6.09
2) 184 & 49 21 2) 370.1 &260.9 10
1) 218.1&104.9 21 1) 202.1 & 145.1 9
EXtAaCy 115 1.25 FLNUIL 70 6.23
2) 2181 &78 53 2) 202.1 & 1269 33
1) 214 &183 9 1) 248.1 & 129 13
FALI—h 100 1.36 Lol zIxay 72 6.26
2) 214 & 1249 21 2) 248.1 &93.1 42
1) 189.2& 102 4 1) 220.13 & 69 70
JONEAILT 72 1.62 TrZ2>-ds (IS) 76 6.38
2) 189.2& 74 26 2) 220.13& 1789 18
1) 192.1& 132 33 1) 298.3& 144.1 21
PANZANZE NN 115 2.60 EpFETIy 76 6.50
2) 1921 &159.9 17 2) 298.3 & 58.1 54
1) 202 & 131 37 1) 482 & 284 33
FTRUE) =)L 145 3.14 Ja7>h3zZ)70-0 72 6.89
2) 202 &175.1 29 2) 482 &177.1 70
1) 210.2 & 140.1 17 1) 284.1& 159 37
IFUE-I 96 4.38 RyAFV=) 130 773
2) 210.2&70.1 34 2) 284.1 &70.1 17
1) 256.1 & 209.1 13 1) 226.1&92.9 41
1IHo07UR 105 4.46 >7OvziL 165 7.94
2) 256.1 & 175.1 21 2) 2261 &77 53
1) 230&199 5 1) 388.1&193.9 12
ATk 85 4.61 ESoozxkney 72 8.40
2) 230& 1249 25 2) 388.1 & 133.1 38
1) 326.1 & 129 26 1) 411.1 &209.1 10
TIXY T L 72 4.98 —azxirer 72 9.07
2) 326.1&109.1 62 2) 411.1 & 1439 18
1) 2081 & 1159 2 1) 373 & 331 13
Jx/THANT 74 5.36 JOFFOR 72 9.92
2) 208.1 &89 14 2) 373& 145 62
1) 221&51.1 80 1) 411.18&429 64
FoOTIOY 72 5.48 2eOronoizy 72 10.05
2) 221&102.1 14 2) 4111 &70.9 14
1) 297.1& 159 21
AL 140 5.87
2) 2971 &41.2 37




x10°
3.0
2.8
2.6
2.4
2.2
2.0
1.8
1.6
1.4

Counts

Acquisition time (min)

B 1.1S £Hi2 100 ng/g @ 26 DA —7w bREE RMLIcRT LYY > 7L d LC/MS/MS MRM 20X b5 Lo B> 7ILIE QUEChERS AOAC i+ i
THhH#. Carbon S VU —>7 w5 AP-dSPE v bR L THEL & L. BRIRICEIKE—IAEICOVWTIE. T2 ZIlHBEEW,

B 7ILEiE

EDBEEATLOVDIE. HTOBKRET
BALELI. > 7IL%E —20°C T—HuES
BThHBE. I Z—THE{LLE LT X
IC ANIEW R IR YT ILE 16 g
FrEL. 50 ML= O EEF2—TICAN. Hh
HET -20°C TOU—H—ITREELE LT
HELERTUYTIv oY7L (16 9)
w0 L. QUEChERS AOAC XV wRICLT:
HoTHH LE LT Carbon S2 mL Fa—
7 AP-dSPE IC2WTlE. T mL 0ikEY
EERYNTHLELT Carbon S 15 mL
Fa—TAP-dSPE IC2W\WTlE. 8 mL d#E¥hk
H¥xF L £ L7, GCB % UL 3AP-dSPE
IC2oW\WTiE. ELEDRUHEMEY%E2 mL
Fa—TFIF15mML Fa—TICBLE LT
ITRTDFa—THLo>MDBEERLT2~3
DRILTYIZALTH BODBEERICHT F
Lfco RIS, YU FILD EE%E 5 EDKTH
FRL. ACN 20 IZXF L TK 80 DERI&H > 7L
EEELFELI. HRY > TIL%E LC/MS/MS
PRBICEALE LT BRY V7 ILBIANIE
FIEEE 2 1ITRLET,

’ REZPFA LRI LYY I% 15gFHE L. 50mL DEODEF 2 —TICANE T, ‘

y

| L IS /5 SRBE T TINER A I LET, 30 WARLT v 2 ALET, |

|

| 1% BERE ACN 587 15 MLEFRM L £ 9. 19WR<IEL 5 LET, \

y

| Agilent Bond Elut AOAC M E M L. F 2— %8 L TSAMIEY 5 LET, \

y

| 5,000 rpm T 5 S EEDSEE L £ 7 \

|

LE® ACN % Agilent Bond Elut QUEChERS AOAC 83 dSPE F 2 —7'
CmLFa—TICImLFF15mLFa—TIc8mL) IZBLET,

!

1HERILTY I XL THSEODBERICHTE S,

|

ZF—= B2 TFSNATILIC 200 uL DHHEYEFH L. 800 uL D i1 A VK THERL KT,
BOMERILTYIRLET,

|

LC/MS/MS BT DY > FILDERDTT T,

B 2. QUEChERS AOAC it F v M £33t AP-dSPE 21 —>F w7 %175 £DKRTL VYV ITH Y TILD
YT ILEILIETIE
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Carbon S ZH W3 AP-dSPE &

GCB M\ % AP-dSPE

22—y MEUNE CBIRMEICDWLWT, Carbon
S #{#/A L7z Bond Elut AP-dSPE ¥ GCB %
EAL5BMD AP-dSPE & EEE L £ L7,
BLY>TILmEn s OEmEEE EE
L. 2mL dSPE Fa—7%fEMR L TLHEHZE
EITWELTco U2 7L % 6 BIEDIR LD
TEIMBL L7 T >7I)LIE 10 ng/g @
22—k 100 ng/g @ IS (FhZ2>-dy)
TTLANAOLELTe K3 120 RUL>Y
DRy IZHED 26 DR —4y ~D[E]UR
LY RSD (%) ZRLTWVWET,

Carbon S ZF % AP-dSPE dF[E|IY =
OABELTELS (72 %)« EDHARY DD
UV (|F 40 ~ 97 % TLT=o —H. GCB ZAL
% AP-dSPE (FFHEIUEIMES (64 %)« &
PHFRYDEIINER(E 9 ~ 106 % TLTz, [A]
INRDABARRE L. EXOT T, LAY
B L, FTIRUAY =)L, FOT7IAOV, 7R
JLool7zzany, ¥/OYD)L, FO+
FURCVOHANAFEIEEDRETE
SnElLfc (K3), 22l WOD DFEE
BEODMHRYTIE. WELIZCIFVRL K
REUNRAMEVWC CIFEBICELET, /TXX
=2 —=>Ty TR ZRWIHEICIEED
ICENTEINEZERLTVWSI LS. TN
I&. dSPE 27U —>7v 7 ORIICEIFHELTL
F9 L, ETFEESEDERICOVTIZEIRE
ICEIFR BEREDHZDIE2~3 DE
EICBRSNET,

120
M 2 mL AP-dSPE with Carbon S
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3. RYULYYIHROD 26 BOREKMEEDODHTICDOWTD. Carbon S #fA L5 Agilent Bond Elut AP-dSPE
r GCB #A\W\% AP-dSPE D LE#E



Carbon S ZHMH W3 AP-dSPE @

2mL & 15mL

Carbon' S # W% AP-dSPE @ 2 DD
X @mL & 15 mb) IC2\WTid, MEED—
BHICOVWTISICHABEETTVEL 2 mL
FyrEFRALIEBEDZ—7 v ~OFHEY
(£ 80 % 15mML FvrEFEBLIEBED
22—y OFEEINEIF 81 % T. RSD &
FHT <15 % Tlico WINDFEH. FY
ZHRIF RSD 15 % KT HFREHEATL
Jzo Carbon S EBLIF. WINOFEAT
HELTLI K4 2. 2 DR % dSPE
FubERFALEEEO—BLIEENERZE
FERNSRLTWVWET,

BRRE

Carbon S = L% Agilent Bond Elut AP-
dSPE 3 BEZZ{ETI NIV IRRER
[FICBEFEIN. RILYYIHROTRIY IR
BROBREICDWVWTEHBAEHATY, K 5 2.
Carbon S #F\\% AP-dSPE «Xif8d GCB
W3 AP-dSPE o<~y I RBRRE
T, YT OBOHENGREE E 450 nm
BT LC-UV I2&>THEz UV IRUIRE TRl
TWET, ChHDfERH S, Carbon S =
W3 AP-dSPE I$7RIL VIR )W IH
506% /007 EBEERELZIL
ME[MIFSNE LI, TNiE. GCB #BUL\2
AP-dSPE T1E5M1 % 98 % DBHRREXR
FEIEDIERTT,

I AP-dSPE with Carbon S 2 mL kit
Il AP-dSPE with Carbon S 15 mL kit
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B 4. Carbon S #FW5 AP-ASPE @ 2 mL Fv k& 15 mL FvbEFERLIIZEEDHRIL VY THD
EENO—E L1 MHEE

OSPE GCB| DADTA Sig=45004 0 Ref=oft 4SPE Carbor 5| DAD 145104500 40 Ref=of b Spinach Extract| DADTA,Sig=450.0,4.0 Ref=off

A FTULYYIIEI YT R 7')—>7'\y7’t;l,|

| B) GCB 7 —>7 v /%175 AP-dSPE |

| C) CarbonS & J—> 7w 7%4T5 AP-dSPE |

Resporse.

[ 5. Carbon S #f\L\3 Agilent Bond Elut AP-dSPE ¥ GCB #f\\% AP-dSPE Z{EBL7ZFED
IV OZRBRFREDLR, 707N AIE 450 nm 835 T LC-UV T F L7,

Nicosulfuron

Proquinazid

Spirodiclofen




XYy K DOIKEE

AV wRIFE, 4 BOEOERLAFT. KoL
v 10 ng/g & 100 ng/g @ 2 #&EED 2/
TURBEDERIL VYT THEIELELI, 7
SOVDym ISCLTERL. & QCH>TIL
ICx LT 100 ng/g TRINAOVLELT. 9 D
DIBEF|$. KL >V 5~ 2,500 ng/g
DFEET. Carbon S #AHWL3 15 mL Bond
Elut AP-dSPE CTH& L=<t vIRTIY
OTHABLE LI, 7 BEULOFvITL—
YaVEEERVLT. 2EMOREREE
BLE LT BIREBRICIE. BRFELERBE 1/X
BATITERBVTVWET, 2—7 v DIESIR
DERFMEIE. 3IZRT LD IFEAED
&—4y b TR (RY) >0.99 #8TL
BETREINTVWET,

2=y hOBE . IEFEEED DT
KT A3 ~110 %. FEEEDERET 35
~69% TL7 (83).GCB oK hHbDIZ
Carbon S EF B WS TAIBICHE
LizldWa. FEBEDZ—7 v THREN
BWERrmofcdld. dSPE 2U—>7v/
ICEBERINRICBEBRLTVWEY, B A&
DBEICLOT FEAEZITPTVERETEN
rEBREREEONZEREENBDET L T
NRTODHTTRYIT. RSDIE <16 % £720D.
ZLDE—7 Y T—HD RSD & ADFE LT,
dSPE *v kT GCB o1 bIC Carbon S T
BRIZAVWSHBEIC. BREOALEEVWSH
51 20X )yhHEENELT,

COfERIE. Carbon S #FL\3 Bond Elut
AP-dSPE IC&->THRIL YV IHRDERES
WDIHDAY Y ROEECBRELNA LT
BCHERTECHIC. GCB #AWSELEFED
AP-dSPE ICZDFFBESRAONZ B~
LTWERT,

R L —
www.agilent.com/chem/jp

AZARRAVZT 2B

0120-477-111
email_japan@agilent.com
ARG B RBAR TOEAEEEL TS0,
ERRERRESAICEICEREIT>TENERA.
AN B ICEHOBR. FH. HRtRERIFTERLIC
EBEINBZ_LHBOET,

DE96164012

TILVE - Fo/OY—hkRaHt
© Agilent Technologies, Inc. 2022
Printed in Japan, May 5, 2022
5994-4769JAJP

% 3. Carbon S =F L\ AP-dSPE ZERALTIHED. RUL VY IHR®D 2 DOR/NA 7 REDREIREE L

BE
FrUIL—> ol 10 ng/g ¥55 RSD 100 ng/g RSD
b LESES Y] (ng/g) R? (%) (n=4) HBE (%) (n=4)
AZIRKRZ 5~1,250 0.9920 87.2 25 97.7 6.1
77—t 5~1,250 0.9927 88.0 2.4 93.0 6.1
EXtary 5~1,250 0.9956 62.3 4.5 40.2 6.2
FALI—h 5~ 500 0.9962 95.4 2.6 100.6 6.3
TONEAILT 5~ 500 0.9942 71.6 3.1 69.6 7.0
IR ED I\ 5~ 500 0.9920 68.6 35 54.7 6.8
FTRIET =)L 5~ 500 0.9907 49.2 4.3 45.0 55
IFJE-IL 5~1,250 0.9882 70.6 2.8 64.7 6.8
1IHoOTIR 5~1,250 0.9885 100.7 6.1 107.0 53
OARI—h 5~ 2,500 0.9840 97.8 23 99.2 6.6
PUZSIN 5~1,250 0.9891 711 5.2 65.3 7.0
2x/THAINT 5~1,250 0.9850 106.6 1.1 1105 6.1
FOTROY 5~1,250 0.9933 53.9 35 4563 4.4
ARFUIIL 5~2,000 0.9901 755 4.7 83.2 4.4
TORRFIL 5~1,250 0.9904 104.4 2.1 1101 6.6
TIRRLTAY 5~2,000 0.9952 87.6 6.9 67.9 8.0
Nlrolzzxor 5~2,000 0.9989 418 4.9 35.1 7.4
AILNDIL 5~2,500 0.9979 97.1 4.8 108.6 5.6
2e0F s> 5~1,250 0.9894 69.3 4.1 62.8 5.7
IOz >~5ZU70O-)L 5~1,250 0.9947 94.8 4.1 69.5 8.5
RyIAFI—I 5~2,000 0.9985 94.1 1.9 1069 6.1
>7a>ziL 5~ 500 0.9948 59.9 5.6 51.3 79
EZo/0xkoe> 5~ 500 0.9982 81.1 6.3 70.0 5.7
—azx)Lzay 5~ 500 0.9977 82.5 4.7 87.7 6.2
PARE AN 5~ 2,000 0.9960 43.1 6.2 332 7.4
2earonizy 5~2,000 0.9881 107.5 106 90.5 6.2
it

Carbon' S # A ' % Agilent Bond Elut
QUEChERS AOAC BB D % 3Fx « REMA
dSPE v hZERWIHE. fEkD GCB =HA
L\ % Agilent Bond Elut QUEChERS AOAC
BEROHBEFX - REMA dSPE F v M,
BEOEEREOI/OOTIILINvIREBER
ZRETE. TEBEDREDLINELNE
TEBZCHEERACNE LT, DTz, GCB
ZRAWBBIFED AP-dSPE v hIZDEFE
THroNBEEZLNET, Carbon S =4
W3 AP-dSPE @ 2mL & 15mL oWLWgho
X Th, —BLIEA—TVvrDEERRE
BRBRENMESNZZCHEMITONE LT

BE R

1. Zhao, L.; Wei, T. Capitva EMR-HCF
NAZW=2U=>7wF e LC/MS/MS
TRWR TG T2y RHED
RIWVFUZR ERDFHEBREOAE,
Agilent Technologies application note,
publication number 5994-4765JAJP,
2022.
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