(38 #)

AN ERER I

REVIHD A F = aF /) 4 FRERETHEOBRE

Y o 5 — e - R REm N B M Tl IE E

(FIXES)

BIEWTRORF = aF ) 4 FREETHA RS O—FoIEE2 R Lz, B2 7€ =M
/AR DR A ERE T M L, InertSep CI8 FF B &£ NInertSep HLB FFE #H % 5 4 TH5# L,
LC-MS/MS THIE # 47\, HMHRERETER L. SOHFEFHVT, Lk, EINAZ), Fx
Ny Rl E, PR, DATOEEEWIZONT, BYMEHEY A F T4 V123D & 4T
% EM L7z ZORE, Tk, Fry, vl x9S, 3H)hAZ), <, DAZ

TIF 10D DHRE TR TH - 720

F—U—KN:AxF=aF A FRESE, BEW LCMS/MS

1 FL®IC

AF=aF 4 FRESEE ABIENLLRL, E
BRI R 2 BT 5 2 &2 SRV EEDIC
HHENTWA,

RETIE, B o mikic k) BEYHho Y ) 7
7T U ERL CE . IMEGRERIZ B SN
NI AR BIF T o 7245, 2017 £ 12 AR A KR
BT L7z HERERTORREZMET LzL A, KK
KAWL 75774 MI—=KRVEMITLTY )T 7
T ryOEHIZTy NEFREOLN, SITEErRET 5
VBN U720 F72, BEROAEHITERIZRED T,
SHBEOPHEIZ L ZEREDOITLDEPREIVEN
I FHEDD o 72,

ZFVE T AIIDWTIE, B REY TR
HolbDD, INFTHRELXFERML T ol [&
o, IS OHEILE] D T, [Ty ET AL,
=T VT AR EFORHW TH D CPMA  (2N-
6-7003- YTV AFN) N-ZFNV]|T7 I/ 2-AF
VA3 EER) BXUCPMF (N- (6-7u0wu-3-¥) Y
WAFI) N-ZFIVN -AFNVKRVLTIVV) =
FUYETAHELZbOORMET L] ENTWAS,
[EICHRE T 5 B3, SR X Bh Y R 38 i o

B CThH2WEORKE]IY T, =7 rE¥T46%
HPLC-UV, CPMA B &£ O'CPMF 2 & i X 1 5 CPF
(N- (6-710a-3-EY) I N AFI) N-ZFIVELVALT
I F) #GC-FTD 721 EGC-NPDIC L ) ZhZFhER
AT 72OBENEMETH B 2 &, R ORE % M
BNCHR S 2 2 e TELRWI LR EORMENRD - 720
FIT, BN, VI)FTI5EZTFUESLAEED
AA=aF A FRBETHBIORTIZDOWT,
LCMS/MSIZ & 2 =Kok e et L, [AamHP I kSR
T 5 BRIEEFEICHAT 5 HBEOZ LB MWFHET A T A ]
D NF, HAFIA4 ) 2EDXRYMETM% FE M L
72DT, TOMELERET S,

2 MEERE

2-1 =H#
SO I, TBABRTAY =3 F /A F
REEPB I NZK, ZINAZE), RE &»
OISRV
FMPEEMICIE, A RIA Y oplREsEIC, 4
b - THEEBEERL TV A EK, 1FINRAZ
I, Fyy, FhwlLx, bbb, DAZTEHW,
22 MBERES

TEFIT)R AIFraT)F raFTovy,

Study of Determination of Neonicotinoid Pesticides in Agricultual Products. by OZAWA Yuko and
TAKEDA Masam: (Health and Food Safety Department, Ishikawa Prefectural Institute of Public Health

and Environmental Science)

Key words : Neonicotinoid Pesticides, Agricultural Products, LC-MS/MS



5 58 77 (2021)

CI)FT79y, Froas)R, FTRAMEYL =
7 ¥J 24, CPMA, CPMF B X O°CPF @ 10 53 % %
RS E L7,

2-3 AEX

THEmIL, BT 4 OV AHDGHIEERR, PR LFER
TSRS 2 L 7o 24 VERE I, E T4
IV AHDEHSERE A+ = 3 F /) 1 FREIERAIE
(% 20ug/mL 7+t =MV IVEW) 2fEH L7,

ARRBEICOWTE, mEgrsux 77 7HB
LOLC/MSH Z A L7z. Z0MiiddEig, HEERALE
R L7z AKig, Bk (Mili-Q7K) =fH L7z

BAHS 9 20, ¥V — T A = 2 A% InertSep

C18 FF 1g/6mL (UL T, C18) 3 X UInertSep HLB
FF 200mg/6mL (LLF, HLB) %M L7,

24 BEAROFAR

CPMA Z#E i 3 7K T L € 200ng/mL o) 12 A4 UL
AWELL, INhEKTHMRL Tlug/mL D CPMA Zi#E
Wi e L7zo ZooEdEmix, 7= bV E7
i A& — VTR LT 200ug/mL o 5 % R
L, SNH&28bEED TN MY LVTHRL TH
lug/mL ORAEHREER L L7z,

2-5 TWEBLUOHESY

Wik a~ b7 F 713 Agilent # 1260 Infinity %, &
& M7 5113 Agilent #6460 Triple Quad LC/MSD % fifi

#1 LC-MS/MSHIESRM

T A Agilent# Poroshell 120 EC-C18 (M#&21mm, £ &100mm, ##27um)
NI 40T

ka0l A 0.1%FEEAH5 mmol/LEFEE7 Y E= W LK B:A¥/—N
i 0.2mL/min

7Yy MM B 10%(0-2min)—45%(13.5min)—95%(15-20min)—10%(20.01-30min)
A 1ul

A F Vi Agilent Jet Stream (A]S)

A ALk ESI ®Y747

FIAHA Nz, 300C, 10L/min

TG A — N2, 50psi

V= A A Nz, 300C, 12L/min

Fr ) —EE 3000V

HEE—F MRM (ZEGE=5"1) »7)

K2 DRI EMOREL 4>

L l @ CE

(m/z) (m/z) V)

7Ty ITYR 223 126 20
A% 707K 256 209 12
raFyr= v 250 169 8
)T TTv 203 129 8
F7ruars1) K 253 126 20
FT AT LA 292 211 8
=F ¥ A 271 126 28
CPMA 256 126 24
CPMF 212 126 20
CPF 199 128 20

Ql: 7Y h—H—AF
Q3:7uy s bA* v
CE:a)Yarrzt)F—
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(1) Hhit

TR I OREER, AB20gi27 = MY VK
(6:4) 40mLZIMZTCHREYF A AL, 3000rpm T5H%
M OosEL, EFEEE. BRECTEM=MYIL/K
(6:4) 30mL %Mz CROEBEMELITV, Hoh7z bk
Erib¥TrE bbb V/K (6:4) TL00mLIZ
ERLT2.

FokiE, #F10g 12Kk 20mL 2N A T I5 5 MHE L,
CHIZTE P MY LA0mML Z A THEYF A4 XL
2500rpm T34 Ml LB L, RiEEA. il T &
b= IV /K (6:4) 30mL WA TRBEOERE % 1T\,
Bon- b a&bETTE N I L/K (6:4) T
100mL IZER L 72,

(2) AHHL

(1) TELNERSS 10mL (FKI1E20mL) %5
WML, FOT7E,=b)AMLBLE 7M=L/
K(6:4)5mLTar7F+13 3=/ L72CI8IZIEAL,
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L1 R5E
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| 7b=hun kD c AR
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G RERE 1T o 72
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BEIHIE, Smmol/LEEER T v E= w7 A KBEWB L O
ALY )= VEHOTHE LA, CPMFO Y — 27 (25
EhT—) IR N, CPMFIZ73I Y v #% 3
OEBEHLETH L L, FMEMA THIS
BIZL72E A= R E L 20T, BEHIZ
0.1% FER & bmmol/LEEFR 7 » £ = 7 A KBS L O
Xy =& L7,

32 IEAEOBE

4591, 7 b= bJIv /KO % Hl s
ELTHY, KoltExs7E b= M1 /K (80 20)
Db cEmsitk RIS R 2 RINEE R L& LT
Wk, A= aF A FRERIImEAEC, il
T r= MY VERHWVLBRROSTETIE, BEDD
A & > TREPEEORNb Db H o 72,

FIT, WEICAFT=OaF /A FREEIBRH S
7ZEINAED, RE, ZwH) DV EHWT, TEb=
UV /KD HERIZ & BRI FRO I D TRRES L
720 MIEI3H—AL L7238 5 icHhiiid it e LT7 2 b =
FOW/7K (1:9, 6:4, 10:0) 20mL %Nz CTHEBEH
THrMH, 2B L, " ool RS REE A
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MR R R 2 RO 720 MRHIREEIZ T 2 = MUV /K
6:4) PERLEL, TEIZ M)V ENRTHEDR
HWixdehrosze RNT, 7RI MYV /K (1:9)

DORARFIREDE o 72, BEFRE L RE LEWZ
FEERBL72OIIIRTIEET 2Ll H o7 (F3),

JhE Ry & S, FIEEEICIE T b= Y v/
K (6:4) VWA EE LT,

£33 HWEBAEOTE MM KD
HERDEWIC KD HENRO L

Mok (ppm)
TER=MIV/AK TERNIV/IK TERNIV/IK

REWMS  ALEWH

19 (6:4) (10:0)
FINAZIAIF7aTY) 037 0.39 0.31
hE saFT=Tr 0.021 0.022 0.016
EXCIR ITITIV 0.031 0.035 0.031

3.3 ETXKOMEAEDMRE

FK10g12K 20mL # Nz C 154 MER, 71 b=
MU/ (6:4) C2HHELA-EZA, BoN2E
WIEEEL, B 7 A0HEET ) LTHEIETE b o
720 Z2°C, 1HHOMBAEZ T =M1V, 2HHE®
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% LEEELZENTEL, BRIV IV FTIFUH
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OONL ozl b, ZKROHBIZOWTIZ1IEH
Z7ERMN=FVUN, 2EHEETE RN FYIL/K (6
4) TITHZ k& L7,

34 RBERIEOMRE
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AT o720 METICIE, K20g 2 &HAT lug 2N L 7+
F=bU/K (6:4) TIOOMLIZERHL CTHEL &
WINEERE 2 7z,

TRINEREHE % 20mL 470 L 40°C LT Gl L 721 %
FOTEL M= MY VML, KI0mLTI 74 ra=r
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REFEN o7z (Fd TNEEMEFOT £ =
[NUBIZ23 7 INBSUE T EXOF=/AY: £ 357w N a2
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x4 KRIX—REWDZLOEYRE

(%)
HLB PLS2
feeins Fr0 Frl Fr0 Frl
Ty ITYER 989 979
A3IF a7y K 97.3 96.1
raFr=v v 99.0 975
TITFTIIr 449 49.3 427 516
F7oa7) K 99.9 98.6
FTANFT A 100.3 98.6
—FUET L 222 73.7 8.6 84.2
CPMA 58.3 405 46.0 615
CPMF 735 15
CPF 99.8 101.0
Fr0 : SRS L 72w 55
Frl: 7% b= FU/K (6:4) 5mLCHEH LAzM5)
SN holicOlEZ LN L, RN

10mL % i LK 20mL Z iz TAHAR L 723 % HLBIZHE
L7282 A, BT ORINERIZST] ~ 978% & ik
ENTze DEoOMENIZIE, CPMF @ EILFEA70% Ll E
BoN, BEESEVWHLBZ HWA I & & L7z,

KIZ, HLB2H OB IS HE 2B BB EO®EIZDO W
THET U720 RINEVEHE 10mL % 34 L 7K 20mL CTHAi R
L7z xHLBICAML, 72 h=F YV /K (6:4)
ImL, 2mL, 3mL CTHEE L7z ZO#E%E, SmL TIEIT
FTRTCOBGVEL L (K2),

(2) B OME

HLB THRETE L WIRE B X MBI MY % Fr2:
35 HMT, CI8IC L BRI OVTIRE 17> 72,

FoO7E =M NEmML, 7T hr=ZFJL/K (6
4) 5mLTI vy 54 3=y 7 L7-CI812, IR
I0mLAEEAL, &7 b=bU /K (6:4)
2mL & {E A L 7zo & R H o £ 555 o [ 12 91.8

— 19—
B4R (%)
120
——TFEHITYF
100 —+— A 3490TYF
- o HOFTIOY
80 —— T/ FI5Y
-=0-=-FF74OTY K
60 FTAEYL
—E—ZFUESL
40 cecteee CPMA
= 5=+ CPNF
20 CPF
0

1mL 2mL 3mL

2 BHRBREICKZSHLBEMEDZ ADREYNE

~ 999% L BIFTHY, AFRO—HORETH I &AF
T&7o £2°C, HLBIZ L A2 HHOFIIZCIS TOREH
ZBIMTAZEE L7,

3-5 FMAEDORE

LC-MS/MS#ll5E T, SEHAIEDOHL R RLIEARmATY —
IR ES 5 2 L0 d b EHEER % HLB O
B THLTE I MUK (6:4) THIRL luLiE
AT D E, BHEMORWCPME, Y/ 577950 —
ZWZvany—=pPEL, T h=MUIL/K 1:1)
THEERRZHRLEALZE 25 E— 7RI YE
Enfzers, AEEHEET7TE M= MY VK (1
1) & L7

3.6 HEMFHEHLER

B, EEEABLOHECAES L 25 R
Lrol. BETIE, ZKOAI¥ 7T )R8
0.01ppm T 1289%, 0.05ppm I T1255%, ¥+
Ny D=7 YT AD005ppm A T67.0%, Xt
L £ ®CPMF23001ppm ik <T1259% & =0, A F
SA4 OHEME (70 ~ 120%) %=z & kol ¥
ST 7T on TR, R L CTRIE O KIE

x5 ZLUMFHEEERER

Lk 1EINAZLS

vl x P b DAz

I RILEDE e
(%) (RSD%)  (RSD%) (%) (RSD%)  (RSD%) (%)

OEODRTRIE EARE BUE BRTRIE SWRE O RUE OMTRIE SPOREEE O BUE OMTRE SOURE R ORTREEE ENRE HE DRTRIE EARE

(RSD%) (%) (RSD%)  (RSD%) (%) (RSD%)  (RSD%) (%) (RSD%)  (RSD%)

Ty ITYN 001 859 10 17 921 10 18 99.3
0.05 818 09 13 90.5 09 14 882
A3Fr7u7)F 001 1289 17 85 109.5 14 50 1108
0.05 1255 11 62 1148 13 30 1043
ruFy=Iv 001 107.5 13 78 970 11 6.1 928
005 1034 14 638 95.9 10 37 91.0
VITIIY 0.01 99.8 15 22 949 28 45 100.1
005 913 28 28 918 14 27 89.7
FTru7) K 001 80.0 09 26 814 16 15 96.4
005 762 0.7 16 783 09 15 89.6
FT AN FAL 001 931 12 55 90.0 27 33 926
005 908 12 30 896 23 30 89.1
ZFYETL 001 971 27 36 975 33 35 731
0.05 89.0 10 13 96.3 11 22 67.0
CPMA 001 937 16 25 915 44 6.4 959
0.05 90.1 26 6.2 90.0 20 6.1 86.2
CPMF 001 99.8 23 6.5 1176 34 9.3 1148
0.05 856 6.1 109 1126 40 6.8 1024
CPF 001 916 14 25 1005 16 24 1006
0.05 856 07 15 95.9 05 20 929

f OW NN W RW NN BW NN N =N
o SN = e MU oW e W NN MW

—_

oo

26 989 10 09 100.3 14 17 909 16 13
19 964 10 038 953 10 16 87.7 15 21
46 1094 09 19 116.1 21 24 972 16 29
38 1043 L1 10 109.0 27 34 945 16 26
36 98.6 11 29 1047 15 21 920 28 40
33 934 15 14 95.9 13 27 854 21 20
37 99.3 24 2.3 1037 L1 14 96.2 26 26
49 9L7 25 24 971 18 25 920 29 42
30 99.3 11 10 99.9 12 15 90.2 10 2.3
24 94.8 13 12 937 08 18 86.1 20 27
37 98.6 11 14 1020 19 25 922 18 19
40 95.1 12 11 96.7 12 25 89.3 26 27
79 107.3 24 23 103.3 28 23 935 18 23
34 96.5 08 16 954 11 14 89.7 30 32
18 97.2 10 16 1064 51 43 925 16 24
9.1 924 40 42 99.1 17 18 833 30 36
6.2 1259 17 24 1151 53 64 107.1 39 71
112 106.6 57 85 99.8 76 69 921 84 105
27 1040 14 13 1036 14 16 927 038 16
26 976 17 18 953 16 19 886 23 25
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LUWENRON, 6REMTTTHA FIA4 v OHE
fHICHEET AREREHELIEDNTE (KD,

BEXTANIA4 O BEME#H72 S 2o 7285
WKOWTHE~Y N v 7 ADBERZHRT L0, 7
Ty RBEE A CTHE L~ M) v 7 AR
R OB S RICN T 5 - mfEl (LU,
<MY v R KD, LKA IFsaTY R
T, ¥~ MY v 7 AN137T~ 1475, A+ 1L
AL Y EINEPEL 2o/ E 2 BN, F ¥ X
VOZTUET AL, M) v 7 AH067 ~ 068 &
<, A4 ALPHENC X Y EUESET L2 E LS
N7z TNV L XOCPMFO~ M) v 7 ZAHIZ097 T
HY, ) v 7 AL BRENDHEE 2 BILRO
Sheh otz (£6).

%6 HHAYKMJvIRIZEBLC-MS/MSEEADTE
IR

REWMY L& (opm) ¥ MY AR
B S AIFz7ua7)F 001 1.37

0.05 1.47
F Ny ZTFVET A 0.01 0.68

0.05 0.67
FhwLx CPMF 0.01 097

0.05 097

MY Y 7 AR O ¥ — 7 TS EEE R 0O ¥ — 2 TR

4 £ &£

BEWEREL, A+ =aF /1K
1853 D —F AT R ET L 7o

WHEREWAFT = aF ) A4 FREREZEL HH
$THZOIZ, T D) IV/KROWEREZ 2 THIHD
AW LHE 7MYV /K (6:4) HH

FET7TIHH10

A PRER A

WE, BREME QICENT W2, ol 5 C18
BAA S ACTIRE, BFELRE2BELE HLBREAMA
71T 5 TRIERST O - M Z 4TV, LC-MS/MST
HE L7z,

COFEEHCT, Tk, FINAFD, FrNy,
vl x, bob, DAZTO6REWIZOWTESYE
ST A K5 A4 1235 % 0.05ppm B & F0.01ppm @ 2
IR CELMMAE EM L e TORE, K, ¥y
ARy, 3wl TR, EONAES, bk,
DAZTTIIOES A K94 O HEME72L T
W7z,
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