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Reseach on Countermeasures Against Mosquito-borne Infections Such as Dengue Fever
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L, BURIBRIKIZ Z 0, TRk 27 AR R RGeS B S
AWCLRE, fEB R T > 7 OWENRA v Z—F >y hoT U\
—7p FHTNIZIEAT L7 b, 2N 2 7- DI — s 4 28
Z I EITR LT 5.

Fiz, BB HBIEEY SR S AEIGIERD L TE
09 U, Yy F—AEBLLE EREICBENTE, K
HIS OB EIIR LB,

SR 30 FEEELE, A v F—Ry FIBEWERITEFER L.
FNEI6 HIZ AT A Fd 385, 1 HIZB YA F2n 9

BREIEAN UREEIT 720 T, ZORRIZONTHRET 5.
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1 HE - HEEROESR

e 2, BEAIRLS,, RyA2Md, K5 TR, ike
B ARELE LTz,
ABHAIIE, RSB E Y (IS E RO LBV IREL
LB, BIROBRITE T T, RO LY piiLEE =i L
. RERAE, T vy Uy —TREL, BERI,
g TR O —{b LTe. R, 5 A ORIz W
ZOFFMA LT B Uik % 2 2730 mgfrm L,
AL —=NemlLAiMNA, SHTHEEER T L, 045 pum~
VTG UTANE—THB LI L DOERENRRE L. 728,
[FEEMRARHIE, WERRAIEEAE L.

oo

2 RER - RERK - HE
FEDREAE LIAFERITIRIDO LB TH D,
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—/L TR U CEHERIR & LTz

F72, @-PHPPIZ OV T, SER265RI T RN LRI AERT
ZEAT (B JRSTATEOE N RIRGE 2 BB 50AT) & 0 ikl
W22 b O Lz,

AL ) —)VE, ZOMOFEIEIIHIHPLC H 5V MILC-MS
JL— R&EER L. KIZOWTIE, SIMPLICITY UV
SYSTEM (MILLIPORE#-#Y) -cHibi U 7=tk &M Liz.

F1EHER T

o X
5-Fluoro-AB-PINACA | Cayman Chemical | 95%LL_k
NM2201 Cayman Chemical | 98%JA E

3 EBERUSHENS
(1) A7V —=v &
@ GC-MS
HEE : QP2010 Ultra  (BiEBU/ERTHAL)
715 2 : DB-SMS+DG (30 m x 0.25 mm i.d., EJ/E0.25 um,
Agilentt#Y)
H T HIEEE - 80°C (1 minhold) —5°C /min—190°C (15 min
hold) —10°C /min—310°C (16 min hold)
¥y UT—HA : He, 308cm/isec (HIFEITE— I : Bk
HEAEHRE :200°C, A7V » FLREA, HAE : 1uL
A B =T = A AIRE  280°C, A A ARIREE 1 230°C
A A ALK EI 3, JIEE— K : SCAN (m/z40-700)
® LC-MS
4EfE © ACQUITY UPLC % UQuattro micro API (WaterstE#Y)
775 2 : ACQUITY HSS T3 (2.1 x 100 mm, 1.8 pm, Waters#H-5)
B : AR 10 mMF[RT > &= LEERE (pH 3)
Bit 7tEr=hkUs
77z MEE (AB) :90:10 (Omin) —80:20 (4 min)
—10:90 (8-14 min)
P : 0.3 mL/min, 77 AUREE : 40°C, JEAR :2uL
F¥x &7 ) —FEE :35kV
JRVAREA A N, 600 L/hr (350 °C)
A A PRIRPE 1 120°C, 21— B 20 VRUS0V
A A Ak ESI 5 positive / negative
JEET—F : SCAN (m/z 40-1000)
@ LC-PDA
H18 : Nexera (Btfl/EiTtiiy)
#5 2 : Atlantis T3 (2.1 x 150 mm, 5 um, WaterstEHY)
BEME © A 10mMFRRT &= LMEEHE (pH 3)
Bk 7Ehr=FrUL
75z b (AB) :90:10 (0min) —80:20 (50 min)
—30:70 (60-90 min)

P ;0.3 mL/min, 77 AMRE 40°C, HFAR 20l
fatis : PDA, WIERE : 200-450 nm

I #HRRUEE

A A S THEA LRI 1~3 ROVB ¥ b THEA L7
1K 4~12 OFERBH 2R 2 177

IR 1~3 2 Bid, 3 FEEOIEERm B R S, &8
OREERZK 1 1TRT.

—F, BE4A~120201%, FEEEMEOHFIWESEND
OSBRI SN2 o T, B CORERAIE
FEhiti L T2, GC-MS DT A 77 U 5% (WR10, NIST14
%) ZHWT, ERBERSER2DOEBVHEELE.

F2 ERRRHRSY

Ll PR TekriRy
BiE1 EwRA 5-Fluoro-AB-PINACA ,NM2201
B2 R o-PHPP
B3 ik o-PHPP
k4 A ZUkyy
MRS & A

k6  gEAl H 7 =AY
i 7 ik 7YYy
WiE8  fk BT =
i 9 TRIE Yty
k10 ik 7Yty
MR 11 ik 7Yty
MR 12 ik 7Yty

A BN DILGC-MS T4 77 UKERIZ L DHEED A

NM2201

o-PHPP

1 B oREER
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RIZ, BRI 1~3 ORE TR OV TLL FIORT.
1 &K1

BB 1 2251%, B 78/ A K TH 5D 5-Fluoro-AB-
PINACA R TN NM2201 25 &47z. 5-Fluoro-AB-PINACA
WA V& —v VR FY X RER, NM2201 131 > R—b
HANRFXL T — MEWEROILEM T D, A7V —=0
D GC-MS D b—H LA A v 7ua~< v 7T 5 (TIC) %K 2
2R 50 43O € — 2 73 5-Fluoro-AB-PINACA, 58 430
FERSYT &2 D E—27 3 NM2201 ThH-o7-.

77, 1843 & 35 AFITIT NM2201 D A X ) — )V b HE
ESINDHOe—r BRI

S TC
605,071 2
NM2201
5-Fluoro-AB- \A
NM2201 NM2201 PINACA
M)NGITRRD M)W R ~ Bu e
- @ 0 = R
B \ & sl \ 2 glg ‘?}
@ o =2 bl . bl
e ke -
10|.0 20|.0 30|.0 I 40|.0 I 50|0 EOI.O 64'.0
Time e

2 M 1 o GC-MS SR (TIC)

(1) 5-Fluoro-AB-PINACA

KR 1 2> B K & 3172 5-Fluoro-AB-PINACA D GC-MS O~
AANRT MVER 3 ITRT. HREART ML GC-MS D5
A 7°F VR C 5-Fluoro-AB-PINACA |t v b L, LC-MS T
b ENLEIES AT BEERT v 77— 2Bl
AT L] DT —=H_XR=ALIFF—FH LT\, BRAZ, mk
304 I IHNRF LT I RIMNIZT Z 7 A, mz23313A
VRSN RERT D INRFTT I RTHRAE LT T 7 A
R, m 145 XTI A AN TFNDT T T A N EREEE L
7.

FENEL, GC-MS I LC-MS I & AHEHER, & DRI &
NAToTz. FRNAIR & B ERR 2 FIREIRG Licb o (A3
A7) HREL, B—7 by TRENRPoTZ 0D,
5-Fluoro-AB-PINACA TH 5 L [FE L7-.

728, GC-MS DI A 77 UKERTIE, 7 vHRNB 4ALZo0
72 4-Fluoro ~ o F/VEMER S B v b LTz, 1L, GC-MS
KONLC-MS D~ A A~ b, F£72, PDAT—FH LM
TN T2 HBNEREE T o > 7o, A, MERIEAROS AL,
T AR MVHER URFFRE b 2 &, IR A

FVOREBNEE LV, B X —ZB\ T, FT-IR %%
FH U7 A BB OHEBNTONT, @EICHRFHLTEY.

L2rL, Yo Z—F GC-IR ZFrA LT\ o, Bl
FBRPLETHY, SEIF1EHTZVH 9 mg LETH-
72O EETE R oT-.

100

5
90
80
o
S g0 304
g 50
jo) _ 7 AL
g 145 ore MW348
30
204 6 213
w0 42 | 17
b “Il 5?,1§5 P45271 312 349 381 420 470 510 334 386 £20657583
4:""9'0""111'0"'iéd"é&o""29'6"'é&o""séo"':'uio"'héd"é&d"'séd"é&o‘""/"
m/z
3 MK 1 0 GC-MS Sy 5
(= A A7 ML RT*50.830)
*RT : fREFRFHE (53)
(2) NM2201

FIR 1 2 DR & 7= NM2201 0 GC-MS D~ A ALY |
NWERAITTRT. BFEART MVTIE, miz232 KOV 144 OE
— 7 BEHER N TWDDS, GC-MS DT 1 7T VBT,
by NTOEEMNREHEG VD, KD At Z E R EEECH 72,
FIT, LCMS D7 a< N7 T ALK AART L (K5)
R LI A, HFEIL3TS ThdHZ EBRHEESN.
TRBDT ENB,NM201 ThbHZ EMHEE SN, 723,
393 |3 MH+NH, A A2, 768 12 2M+NH, 1 4> Th D EEZS
nb.

[

20
10 o 116
6,93;, ], 57183212041 271300 341 375 415443 486 320 556 590 627654 636

4 K1 D GC-MS i 5
(= A A~ k)L RT 58.380)

F, NM2201 DL H 7, IARF T T— NRERI T
B A RiE, AZ =V COfET 5 2 L E b T
%, 18RS JITHI- Y —21E, T4 75 VREIZHBND
T, NM2201 OF 7 X LRGN A X J— VRO T Lok
DENTEE S NI A Z ) — VR Th D EHEE S LT

WL B DBEORTICBNT, 1 VA — LB
DHEDIEA Y J—NEEFR TR L SfEL, A2 R—VEk
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EROLOIE, 1FEAEHHET, BERENX /U LD D
FIHLDFRE RN ERHBI LTS Y.
AEMEH L2 NM2201 1%, 77 % L=bA > R—/L LR
¥ T—bTHY, HEOESNTRITVIERNE NS Z &R
R TE T

) ?QK/NMnm Y
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£ 906

85 © 8541l 9%
080 AL e

- —— Time
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5 A1 D LC-MS bR
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(B) wAA~Z7 ML RT9.18
2 #®K2 3

B2, 30301%, WF /) ROBEEW TH D a-PHPP 23
BHENE. A7 ) —=2 T8O GC-MS O7 a~ v 7T A
%M 6 (\TRY. 31 3D E—27 5 a-PHPP Th -7

7B, BR 2 OMEEITIZE 100% TH o728, Z7u~< b
7T DIHEEESRED LD THD.

TR 2 2 B &7z a-PHPP 0 GC-MS D~ A A~ kL
ERTIRT. BTF URIEELRBILD, XR—AE—7D
BHRL, ENLSABTHFNE D ThH o7,

T, AR MV CIIEEEEN LV, 320
DE—I7 BT A7 F7 VRRFRIZIN T o-PHPP HEEEHE AR
By b L2 e bIEEHEEN TE 72

o-PHPP DX 572 F /7 L RWEIE, EADTEGEL,
KFED 2 DL NI 23-2F I UREAET L Z ERHBATY
% (K8 . Zdi=%, oPHPP S b M LY
—21%, oPHPP NEARTESGHL, KFED 2 Dl
o-PHPP B\ T D LHEINT-. Ko T, DT
o-PHPP EHEE L7z, E£72, MK 2 O Sz o-PHPP @

GC-MS D<= AANRT MUZRIT D, mil54 ODE—271%, A
REULLALOE—7 THD EHTE SN

F 77, BSHTRND GC-MS D= A AT b )L ER9ITRT.
GC-MS D~ A AT FIVTHE, m/z 257 \ZRHEDS mz 73 2
W T3 FA A, ma214 A VT 4 DT UALLTHRL
72bD, mz 152124 I =T LA ND mz B3 2oz b D
DERIENTZ. ZO X, BOMEmIAEEL Y b< AR~
7 MR =— 7 TH DT, EEHEICAHAE 25720 T
72, RAWELBEBTDHZE LS ENTE D,
BB, RE 2 22D &7z o-PHPP O LC-MS 1281 5
T AARY NZOWT, a—FER 20V RS0V O
BOHLOER 10TRT. mk 70,72, 84 ICRHND 3DDT 5
TACME, Bl PUVRELODOLODRETHS.

10T RO, a—VEEE B 5 & %54 & OfZEn
WML, 77 AT —va iz, 2=—r7
NAANRY NUVPMEDL ZENTE, SR TH I L
HTED.
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Sensitivity Fluctuation in Liquid Chromatograph Tandem Mass Spectrometer (LC-MS/MS) during Pesticide Residue Analysis
Tetsuya NAKAMURA, Tomoko TOMINAGA and Chika IWASA
Tokushima Prefectural Public Health, Pharmaceutical and Environmental Sciences Center
D=

ROTF 47V A MIEICL Y, RSO OHTEHIZREICHEN L, BIERERI3m R &RIRMER R 5
N5, RKEFZEE, Yo F B DK v~ N T T - 2T ARVERGHTRE (LLF TLC-MSMS] £\ 5. )
DFEFRIL A % HRENCRE L, RIS ORI R EB 235 Z L A BB L L. fERIE, Sty —
THEME S N/EREREREICE TS, REEBROWMET —% G5{EW, %4 0.05ugmL) & Lk, REHFIL,
2018 4E 4 225 2018 4 12 A & L, HIRIANIZ LC-MS/MS OIEREN Fhi S vl (ERERTEIZ BT D IR A O %
X, 35 (LEHH, 21 (LAY THREFFMABZBRO N, BELEBOER L LT, BREROD T AZHR%
T oD, BEEEROLEER/E, MOBRLBEIND. REOFEEMEZERT L7201, YEFBREORLD
7, R EENC, EEROLEN S FIMA T 2 LB TRE S

Key words : ZH 3L pesticideresidue, {RIE7 a~ 757 « & 0 F AE & 54F liquid chromatograph tandem mass

spectrometer, FEZH) sensitivity fluctuation
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52 .
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BEHRRO LN, ROV TIE, BERICHERO
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MS/MS ORIET — & &t HFRINRE Uz, AR,

201844 AMB 201812 HE Lz, 7221, JlEFiz=s
—VET, FHIEINLT —ZI3BRA LIz, LC-MSMS Df&
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LC-MSMSIZ L 25t e, 35{bamThsd (R
.

2 HEH

(1) BRI
FREBEEGERA L LT, BL7 A/ AR T3NS
t, BIB kS, Dr. Bhrenstorferfl, Sigma-Aldrichft:
PHEFREINTHND LOEFAVE.

(2) ¥t
RO OFIRICIE, BRI 7 & +
v GRRBEEGERA) , ~FY GRREEGBH) [, A4
J—v @Rk v~ N T 7 0 —H) BRI

(3) #E

FAERUR R ONEATEER OTIRL L, BT ARDART 5
AT ELRAY =)L EAy NEER LTz, e AR G
DOFRIIL, BEFEBRE (BFEI0mL) ZEMA L. 7tk
7T ABUBRELE, AR~ TR L, RRSETn
LRV, A=y RERESRy #—E LT
ACURA 835 (Socorextt) AfEM L7z, MIEM A 7T,
7T ABDFR AL T (FE2mL) %EH Uiz, R
W ONRATEAER OBRATINE, AFRRBRITE (B 7 R
Nk, FE20-50mL) & AVZ.

3 BEZEROAYE REEH

BEREMER 2 ZNTNT B by (A v, A4
—/L) WL, 1,000 pgml (F IR Ry, PTL
AR 4E 200 pg/ml) DIFHERTR AR LT, SAFHER
W% 05mL T (FI7ANyXuay, V70N Xa otk
%25mL) BELEE, 7 FT50mLIZERL, &k
5310 pg/mL DEAEHER B LT, Z OIRBIEAER O
WA A5 ) — B LT, IR SRR S LT,
0.005, 0.01, 0.02, 0.05ug/mL DL 7-. FEUER
T, IRAHERER & B, BEORERICALL, HiEE (9°C
UUT) TRE L7, EHERRIY, FESPNGRR L. BE
FEAERLE, RIS T AR B BRI U7z, R AT
L, WIE B YA ICTRE U

4 DIEH

RIRORTEN L, FEATHIIE 9 (S8 U — A4k i v
EETHEL, EH L. MK RERARGITEERL,
— = UV ATHIE Uiz, Bl O st R SR O J
EAEIZIE, 7T 7L LTAZ —%RIE L.

(1) &

LC B : AR NANOSPACE SI-2

MSHEB : —Fx L7 koA TSQ Quantum Ultra
(2) BESRME

[LC 8]

715 I : CAPCELLPACK C18 AQ (2.0mmLD.X 150 mm, #i
FFE S5 um)

717 BIREE : 40°C

BEIE . (A) 10mM FHET E = LK,
—/

B) A%/

rovxs b AB (%) :955 (Omin) — (15min) —5:95 (10
min) — (0.Imin) —95:5 (9.9 min)
it : 0.20 mL/min
HEAE :5uL
[Ms #5]
A A AL L ke AT L—A Ak
A F v AT L—EIE 13000V (+) /2500V (=)
2V ¥a rHAE  1.0mTorr
Sheath Gas Pressure : 60 mTorr
Aux Gas Pressure : 15mTorr (+) , SmTorr (—)
Capillary Temperature : 300°C
HIEE— R : Selected Reaction Monitoring (SRM) , E=4#—
AFy, aVarzpr¥— (FI1)
5 FHHRE

(1) REEAERR R OftH

HIEH, BEAEERR A HHE R £ Tofm A, ’E
TAELAHEL H > DRIE B £ ToRR B R A LZ. BIER
O FIEHEF SR L.

(2) BEIEAER ORI EAB)

FREAR AR A TEHERR 0.05 pg/mL O & — 7 HFEORIFY 7228
R U7, REEEE, wATRE L.

REAB = FHEEFFOE—7 EiE / WESS 1 oY
— 7 &

(3) {ERERTRIZI1T 2 R O R 2 E)

{ERERTZ 1T D IR B IR SRR 0.05 pg/mL D E—2
EREOD RSB A Lol U=, BEHPRIREY, 7 — % BSIES
ANZHE S TOZRWG A bIEA ATREZR, Mann-Whitney D U 1
B, SEHFHAEKER 5%E Uiz, il 7 M,
EZR %Mz .
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® 1 TSRS OWIESRM

TLh—Y% EETug EYIENS
BELEM —A T 7 MAy EFF—

(m/z) (m/z) (eV)
TET=—h 184.0 143.0 10
AV I 163.0 88.0 11
FT A YA 291.9 211.0 14
S N =P 218.0 105.0 18
saFr =y 250.0 169.0 15
AIKarY R 256.0 209.0 21
TrHEITY R 223.0 126.0 20
XY=L 216.1 128.1 12
FANY L 202.0 145.0 11
FHAINNT 355.0 108.0 15
D= 233.0 722 25
T ) TANT 2252 95.1 20
TYFRUA by 404.0 372.1 15
Y=oy 249.0 160.0 17
A RELT 388.0 301.0 20
FU 7S ARG 295.0 215.0 20
ra=w7z ) YR 3952 175.0 16
ARZEY A 2242 106.1 21
STV TF IR 325.0 108.0 14
CINRy Xy 311.0 158.0 15
A EVAN 3532 133.1 17
TI=ANT 400.0 150.0 18
A= 3292 125.0 32
AV REYINT 528.0 203.0 35
N A 346.0 278.0 11
TrrenFiA—| 4222 366.1 15
AV A 7325 142.0 32
Z¥ /D 746.5 142.0 32
STINF T 426.2 287.1 16
TINANT 7 IR 412.8 170.8 36
A= 328.0 243.0 19
FINA A 379.0 195.9 21
VES $=0 509.0 325.8 16
INT ) A 487.0 303.9 17
JaNTINT Aa 538.0 5178 16

m #82

1 REFREGGARRORZA

FHAHARH, 106 BRIEZ ST AN, 14 BN CTRERIE
WA NER Sz, 7271, 2018 4E 6 H 12 BRIESE, Ml
EFIZT T —PBAE U700, TSR LRI LTZ. 6> ¢,
AR T DG %, WERF1~13 L Lk (R2).

EAEREEE, 2018 €E4 A 6 HICFAL S -, EEHERR TR
ABHEIER ECoKBRENL, K14 B, K256 ATH
oz, RAEAERRELA > SHE R £ ToRR A, &/
1 H, £k 20 HThotz. WEES 1~7 1HERERT, WES
5 8~13 IHERERICHIE S4L7z.

K2 JRRATHEEIRIE OFE

BE R ROBER
#g VN L (R) A (R)
1 2018/4/20 14 11
2 2018/4/25 19 16
3 2018/5/17 41 3
4 2018/5/30 54 16
5 2018/6/19 74 11
6 2018/7/18 103 6
7 2018/8/7 123 4
8 2018/9/12 159 1
9 2018/10/10 187 5
10 2018/10/23 200 18
11 2018/11/6 214 5
12 2018/12/4 242 6
13 2018/12/18 256 20

2 BEEEROBRHMBRELHT

TR A IR AEYER0.05 ug/mL O B — 27 A OREIRAY 72
EEB AR L. (B3) . VIARC R B PG
T, ERER, RIBICRUE LR L, 20 2nmR18.17, 68.61
fBECERLE —F, 7772 VREOTNVANLT 72
RiL, E6E%, KIBICBERT L, ZEiuRsN0.06, 0.037F
FTEFLE.
3 BEMRICETIEREZERDBRELE

{ERERTA I IV T D IR B IR AERR0.05 ng/mLD B— 27
RO IMEE L LTz (R4) . 35(bG8HD 5 b, 21{LEH
THEFHARICEREEZDNRO ble. BEENBDLIL
72U EHD 5 b, 19bE W CTRYE ER, 2{bAa W TRZIRT
BRD LNz, 1MEEDIZ SN TUIFEBEZERRD b
723, LA TRUE LA, ofb&W CREIK T OB AR L
7=.
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F3 R ORI A

FREE B DR EEEL Y

R b
1 2 3 4 5 6 7 8 9 10 11 12 13

77 z—Fh 1.00 112 091 1.06 1.08 1.00 1.03 1.36 1.61 1.68 2.42 1.95 1.95 242 091
AV v 1.00 1.03 1.15 1.31 1.25 1.17 1.20 1.35 1.25 1.30 1.49 1.39 1.48 1.49 1.00
FT7ARFRY A 1.00 088 1.14 1.19 1.11 1.30 1.09 3.38 1.48 1.91 1.63 1.57 1.50 3.38 0.88
vArY S 1.00 1.00 1.52 192 217 236 227 043 1.10 1.30 1.34 1.45 1.54 2.36 043
saFr=vs .00 098 085 095 1.13 1.17 123 121 1.36 141 2.06 1.72 1.62 2.06 0.85
AIF a7y kK 1.00 1.07 092 1.10 1.20 1.36 1.29 1.43 1.55 1.63 2.03 1.77 1.56 2.03 0.92
TeZITV R 1.00 1.06 099 1.17 118 115 111 1.40 1.37 1.49 1.84 1.55 1.59 1.84 0.99
XY=L 1.00 1.13 1.30 1.26 1.53 1.39 1.39 1.04 1.17 1.30 1.58 1.69 1.56 1.69 1.00
VA% 1.00 095 112 1.29 1.25 1.32 1.00 1.22 1.37 1.30 1.38 1.46 1.40 1.46 0.95
FAINT 1.00 1.01 0.84 1.02 123 1.42 1.47 1.44 1.35 131 1.84 1.59 1.66 1.84 0.84
DavA=4 1.00 1.00  0.90 112 1.17 1.14 121 1.10 1.28 1.29 1.74 1.43 1.50 1.74 0.90
T2 ) TANT 1.00 1.02 1.05 118 1.16 121 1.20 3.03 3.07 1.13 343 1.30 1.35 343 1.00
TYHRIAIrE S 1.00 1.00 1.33 1.43 1.02 118 1.10 0.33 0.37 1.06 043 1.29 1.25 1.43 0.33
V=maw»s 1.00 085 094 096 1.13 1.20 123 0.93 1.00 1.19 1.38 1.37 1.38 1.38 0.85
TANENT 1.00 1.47 1.61 1L19 08 092 127 123 1.14 1.73 1.19 123 127 1.73 0.88

R T ARG 1.00 093 1.00 1.22 1.14 1.23 1.29 1.03 1.02 1.05 1.26 1.17 1.25 1.29 0.93

sa<vZz /YR 1.00 094 096 1.06 1.13 1.14 1.17 1.00 1.05 1.17 1.30 1.25 1.30 1.30 0.94
ANZEY A 1.00 087 1.07 1.18 1.19 1.22 1.22 1.06 1.07 1.03 1.08 1.17 1.25 1.25 0.87
T T7r IR 1.00 086 079 091 1.11 1.14 1.10 0.97 1.01 1.11 1.47 1.11 1.20 1.47 0.79
VINRXa s .00 099 088 099 1.20 1.24 1.23 12.90 13.38 16.04 18.17 17.31 18.10 18.17 0.88
TIT T2 )R .00 092 085 096 1.00 098 1.03 0.06 0.07 0.07 0.09 0.08 0.09 1.03 0.06
TI=ANT 1.00 1.09 1.25 1.42 1.13 1.36 1.16 1.08 1.14 1.08 1.15 1.34 1.30 1.42 1.00
~Nrvras 1.00 097 1.07 1.21 1.11 1.18 1.21 1.17 1.07 1.08 1.00 1.24 1.34 1.34 0.97
A REHINT 1.00 079 081 0.89 1.04 097 1.10 1.22 0.91 1.01 1.37 1.05 1.09 1.37 0.79
)T =L 1.00 087 093 1.03 1.05 1.08 1.09 0.91 0.95 0.97 1.29 1.10 1.05 1.29 0.87
JrxreadA—| .00 09 071 086  0.90 1.08 091 1.33 1.27 1.42 1.68 1.44 1.49 1.68 0.71
AE /A 1.00 083 064 086 1.00 1.03 098 0.94 1.18 1.16 0.97 1.52 1.57 1.57 0.64
AE /D 1.00 081 048 069 092 087 093 091 1.04 1.09 112 123 1.38 1.38 0.48
ITINTFT s 1.00 091 082 077 094 1.03 089 1.22 1.16 121 1.55 1.32 141 1.55 0.77
TNVANT 7 I K 1.00 082 069 095 1.03 082 0.9 0.07 0.05 0.03 0.05 0.05 0.06 1.03 0.03
AT 1.00 063 067 1.04 08 092 056 68.61 60.46 48.38 64.50 56.78 60.88 68.61 0.56
FINNR AT 1.00 083 073 089 087 087 082 123 0.93 091 124 091 0.99 1.24 0.73
U =g 1.00 083 072 081 087 086 087 1.13 0.92 0.96 123 1.00 115 1.23 0.72
INTm) g AR 1.00 087 1.06 087 080 091 0.89 1.36 0.94 1.05 127 1.05 1.30 1.36 0.80
VA=Y, 20 Wya = 1.00 082 074 090 087 09 087 1.45 1.10 1.04 1.46 118 1.29 1.46 0.74

a) : WEFS [~7 1MERERT WEES 8~ 13 IMERERICAE S, BREEBIHT, SREESOC—/mHEZIEERES | Ov—/ ' TRL TRk,
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K4 (EREATRRICIHT D REIEER DR E)

ERERT (0=7) EfEt% (n=6) p &
TET=—h 1,398,846 2,466,703 0.001"
A I 1,558,635 1,831,850 0.008"
FTARFYA 876,145 1,259,132 0.001"
EA hrYv 5,414,418 3,709,907 0.18
VA= o=t 1,026,914 1,555,146 0.002*
A3 a7Y R 919,966 1,329,717 0.001"
TEHIFY R 2,896,389 3,949,540 0.001"
EXY =L 650,182 715,528 0.37
SN L 1,950,172 2,390,595 0.01"
FAHNT 575,943 854,929 0.02"
D= 1,219,290 1,472,656 0.01"
T ) TANT 5,451,027 10,297,172 0.01°
TYFRIA b 13,863,005 9,393,042 0.30
Yooy 762,637 976,150 0.23
DA NENT 3,255,290 3,363,854 0.53
KU 73— ARG 558,359 546,970 0.63
sa<wrz /YR 18,301,364 21,000,724 0.10
ARZEY 2 1,278,494 1,167,651 0.84
YTV T 7 IR 2,850,150 3,170,197 0.14
PINN R 918,891 15,319,705 0.001*
Y EVEAN 14,287,639 1,101,577 0.001*
TI=ANT 1,053,591 1,038,910 0.73
AV A= 10,413,489 10,536,773 0.73
AV REYINT 537,984 593,073 0.07
N A 8,862,268 8,685,818 0.84
TrreaFyA—|h 10,160,147 16,019,583 0.001"
AE VA 5,284,718 6,278,372 0.07
A¥ 3D 988,124 1,263,020 0.008"
SITINFT 2 5,927,931 8,240,998 0.001"
TINANT 7 IR 650,677 38,917 0.001"
A Tavt 29,683 2,044,152 0.001"
FINAR K 254,158 280,506 0.01"
NAZES §= 322,510 400,549 0.008"
INT ) gAY 43342 56,798 0.01"
I aLT LT Ra 625,055 885,352 0.001"

IERERAIRIZIT 5 B — 7 EREO B A il U7z,

*:p=<0.05

vV Z%

A, Yo —IZBIT B R EERAE IOV T, LC-

MS/MSDEITERLEE 2RI L. 2 ORER, 71T L%
WaETlERER, 2 < LAY TRIERED ER SR LA
72 —J7, NERBER TR LNALEMLH T,

RIAEAER OREEBOER & LT, MamERT5 2 &
NEZHND. EEERRE T, KM ECLD P T 4,
A TR, BEINTE~OBENLOWENLZY 5 5. Hkr
H—TlL, Wi B R FEEEEEEEOREIC A SE, 15
EEE L DEMEREE 1 TV, A A ALE - BRSO
= NOSR, R TEE IT R A i LT\ A. ARl
EREIL, EMARE IR, a—F ) =R TROD T A
RPN To . RELTEHOEZERE LT, BT L5550
WM LT Z E BT LD, ARFE T, ERERICE< D
LAY THERE D LRANRD Siviz. —7F, KIER R
TRRDLNTALEM L H Y, (LB L - TR DR L
pote. AT LOFERIRGSS, {LEMOWIEITERT 2 & -
DD, FEZHTOREICITE > TR, ks, T
FRIZEBNTY, RERGEEROPET —F 2T, K
43T L DY— I EROEBEBIE UIER, T OEBERK
Epole Z B RESNTND 9,

LB AR BRIOTER & LT, EHEROLEEAZET S
N5, BREROLEMWECONTE, —ikme LT, 6 ARE
BR1E G°CLLT) LTHMEIT W& ENn—7, HBRICHEH
T HIEAERIE 2 B~ A 2 RFHIR S LT, 2l ki
RELRNE T2 0B LH Y, —ED RN
Yo —TIF, FHERROERMIRE | £/, ROTUER
ORI, FEERREARE, i 2~3 @FEE LT
5. ABFETI, BRI, ROK256 HET, RA
AL, FRELTE, 1 B 20 B OFPHCEA Sz 2
MERE N, BEEROLERICOWTIE, Yo Z—IcBiT
DRATHIZES 5B, FERAMRSREN 2SN TS, L
L, JATIFE CriG L LI RaRimued &, AR Tt s L
TbLDEFERC—HLTELT, FHEAWER L~V TOR
AR SN TV, R, ESRERERE GREE 1,000
pg/mL, W) OLEMEEGEEL, BMIRE | 40 & 5%
EINTND Y | AN 2 ER D, EHEROLE
MAEBRANT D720101E, BHEARILE b o TERIFHIR 2 3% 0E
TROVENDD. BEMREOEEE LM &5, i
KOBEMICONTY, B EET 582615,

AWFRORS & LT, BT TOMRTH L Z &, #%F
HWANRET — & DBERSTHFET A o ThDH Z Lz
FHD. AR 2 REEERIL, FEBEROMI & [F—
=V ATHE SN, T, FEEREER O LA IE
THRBREITRRY, BEICET DA R AR TER
TETVRWATEEIED & 5. il 21, IREIEER DT
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PRAY =Ry NEAERy X —F WD, FHICLY
BIREICGRENE L T\ Z E N EZBND. A, Hiic
B A BT 255G, SREGRAHERRER Y OFEMOMT L
TETHD.

V &R

B ¥ —CEEINTERBREREIZBIT S, LC-
MS/MS DRI 72 B AT FHI 4 LT, WA OIS A il
TR D72 0IIE, SR D 7 &7, IR 7R AN Eh0,
TR DL TEME SO TR 5 B SR S 7z

SE 3

1) EAGEE  RETHORBREESE,
https://www.mhlw.go.jp/stf/seisakunitsuite/bunya/kenkou_iryou/
shokuhin/zanryu/index.html (201949 H 19 H BI7E)

2) BEEGBHEEERGRREMERETEEN REHEH
0124001 5 : BRI T 2R3, SISO IBWI A
EEMDR TH DWEOMERE, TR 17 4 1 A 24 H
(2005)

3) ZHEM  RORECEITH LC-MS/MS ST ORI,
IR, 131(7), 1019-1025 (2011)

4) B, REERE, =MMR, i EEfhtEE v
JRPEM P IREE AR GCMS 12 1D 2oy — A4,
TSRS, 37(6), 351-362 (1996)

5) Y Kanda : Investigation of the freely available easy-to-use
software ‘ EZR ’  for medical statistics, Bone Marrow
Transplantation, 48, 452-458 (2013)

6) AIRHTAEERY | BRSO —F SN BI BT — & A
DEBUERERICOWT, sUBHEAE AT IETER, 76
(2010)

7) AARREEERFAT RIS - TR E DO S
M BT 4 2018, 46, HRAEHIRALENRIFT, R (2018)

8) HFE , WIIMZ |, BikE 1, fth RREEREI BT
HIEBEEIZ OV T(Z O DESEEER OB BRI, 18RI
PRAEBRIFE & o & —4FH, 24, 3-7 (20006)

9) BRI, KEBIACF, FBSHE, i FRBEEE ) LI
7o, B AR SRR IR D 22 FE ER ARG, S HUR
BRI FERTIR, 57, 65-73 (2016)
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TR No9 26-31 (2019)

BEERICEIT2RERERERE
—Fmk 29, 0 FEEICKRELEEBEMICONT—

B RS IR R e v 7 —

LT
Bk BT bR Bt

=H HEE-

hE ERT - Ak EE

Survey of Pesticide Residues in Tokushima Prefecture

(Pesticide Residues in Agricultural products in the Fiscal Year 2017 - 2018)

Tomoko TOMINAGA, Tetsuya NAKAMURA, Rie YOSHIDA, Junji NAKANISHI and Chika IWASA

Tokushima Prefectural Public Health, Pharmaceutical and Environmental Sciences Center

=

=
=

TR 29, 30 AFEEICHER IR THEM L RED T OB EERAER RIS OV THET 5. 2 FRTE~ 100 RIEOHRE %

Tolcl 25, 52Hknn 1121HE (41 fllH) OEBBENRE S, 2055 2 RIKIC

BEEAH Shz.

Key words : 7&H IR pesticide residue

I [XC®Ic
Yo7 —TlL, BNTEELOVHEL TWDEMOLE
AT 57, EEEAeNAARERESE CUT s

EEE] XD ) WKESKHBRELE/KL, BROREe -
ZLOM EICHS LT 5. HREREIEFE, YR a3
2= —y g VETRREROFERY AN2ns, HigkoREE
WG DTN TIRE SN TV D, E 29, 30 R, AR
SRR 2 B ol N S OV PERIEE A D 2 MR R b B R
HHE SNTEY, ERI0FENY ¥ —2BiT R E
ARG FREREED 7 BRREL 5D TS D,
WRPERPEMI O\, IRPEMIETEAT CIOE Sh b ZFEZA%
IR S AR U, BARELER LTI LA
Ths.

AENE, TERE 29, 30 AEEEIC I D IRBE REPEM) DR iR
THERIZONWTE Y L OTOT, 5T 5.

Y SR

BWC, BUEELERT D%

I Ak

1 iREK

SRR 29 AR B IR 30 AREES AT T, R RN TS (20
R RO E (80 iR Sz, F 100 Mzt
L7z,

2 BREAREE

141 THH Z A IR Y Uiz (B 1) . 141 THE ONFRIL,
WA 84 THH, #XRA 39 HE, BREH] 17 HE RO E
FEHKI 1 THE TH D.

ZD5L, ZYVERHE 2 A& FERE O BIEMIC OV T,
HIEE A2 UHE %, 7o, MRl ER Lo
W DSIIEIGRER & 3506 L T\ D BEFEDIC OV TCIE, [BIIRER
DR 50% LA EOIEH A REktg & Lz
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# 1 AEXREHE

ik | BEH -2 2

BHC B AY R A DAFIVERA NG F A AFIV TrrEaFvA—h
DCIP VlZaVNiZ JA hx—F INVT Ty A TxrTaNpl) s
EPN FFNRA VITINET s E7z ) TITaT eV
y—BHC raFy=vys AR YR = = AP AWE SN
FIrVFRY rav7z ) VR BAL T T 7 akx P ZaVE SIS
TELZITY R 7 e )RR FT A RFYL B AN TINT )AL
TE7x—h ranz et en FAIANTKPA Y IV v a7 TaFFRA
TZ=HNT ranT e s ERA FAA vy IH—7 LR RY

%&“Eﬁﬂ 84 47%*7‘*?71*‘/0 7n/v?/v7ix‘ny 7:—7:71/7f‘ ‘ E:U VT RUFAATNT
AV TahnT raaNsYl—h FT Tz ET R B IRAAFN =
AIFr7aTY R vraze s Frs FINRY FETANE RAFTE— b
A RIS Do aVRARF LR F IR R Tz ) FFINT ~TFF
TFFT 2 HINT JANVEK b T\z/i} by RO A Tz ) THNT AE I KRR
T hEFY v PZa=a b4 FIVTRA 7 o RIVIRF A AFAIINT
E N VAT VIR [ RA=91% 94 FES g AFEF A
T TR A TN R M7z 87 R 7x i hx—Fh NT z RS
T Y LR VAR INTFF AN
TYEVA Py A VA RN EFNVE ) —v Futay—
AV T2 RA TV FVBATFIV EFY = e 7=/ /X APt =
ATavts raafa= FhTary v 7=} )N Ny rays

;F;rzhﬁu 39 e ‘::/\\\:/3‘)‘\/.‘“—‘/‘/ :{77‘77 IF \ v‘7°:7f/‘»~/b 7/»3/‘\1:%‘/:» 7"/1/&\)‘ IS
IF AT RA VL N7 AT rITVRA = TN T v A=
FHEYTEFIV VravNT =R 7T TNANT 7 IR ANRZEY A
BT ER—v Tz ) af = R) 7N = TN RT =N AT a=)v
* ) AFAF— b vraaf = FV7 2R A ATV TavI R
EPTC BdrA=4 rY7ZATY N7 Ltk Lo

Iiﬁ-?ﬁﬁll 17 T a—n ‘ VAFE \ 7°*?ijl\ AR 7=
TR HNT FARINT TUFT 7 a—) A7xzFEy b
7anTa 7y s F=V7 a—)v RUF A AZY Yomaas

R 1 Nras kI =

FHEEA '

it 141
3 HE %15 2 DB-SMS+DG (30 m x 0.25 mmi.d. JEJE 0.25 pm)

(1) FREeER

BIRATER 63, 79 (BHLF (B )

SRS (RGBT ) R, BEsbT B %=
MAFETZE () %L, Dr.Ehrenstorfer GmbH £

(2) #¥s%

7' h=RUL, T N T A BKEEET U DA,
hvmy, T by, ARV ARG E, A&/
—/UIZHPLC Fl, BHEET v €= AITaRSARE A F 2.

C18 7 7 AL Biotage ft#! Isolute C18 (EC) 2g, 777
7A MI—ARUPSA AT NIV TIRY vF Py
>4t ENVI-Carb II/PSA % Fu 7z

717 KRS 60°C
10°C / min—300°C

(I min) —25°C/min—125°C—

(10 min)

FEALREE : 250°C, A v ¥ —7 =—X{RE : 280°C
A A PRIREE © 250°C, POEMHEE : 150°C

Fx VT =R

1.7 mL/ min F2BEE

He 7 = F 7 A : 2.25 mL/ min
N2 ¥ 3 A 1.5ml/ min
FEAR 20l OVUVA RATY » KL RFEANE)
t 7 H b=V 3mL/ min

(2) ik r v~ v 7T 7EEHSIEEE (LC-MSMS)

O HE

(HPLC &) &4 NANOSPACE SI-2
MS ) ¥—FxT L7 bkl

4 EERUSHEH
(1) A7 v~ NI 7ERBHHFEE (GC-MS/MS)

O HE TSQ Quantum Ultra
Agilent Technologies #144 7890A / 7000B © HtrStE
©@ St (HPLC %B)
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717 2 : CAPCELL PACK C18 AQ (2.0 mm LD. x 150 mm,
HIAFE 5 pum)

BT LR+ 40°C

BEE - AWE 10mM FElET > &= LK,
B A%/ —/L

7Zvxy MR AB 1955 (Omin) — (15min) —

5:95 (10min) — (0.lmin) —95:5 (9.9 min)

PIHE : 200 pL/min

HEAE 55Ul

(MS )

AFAGE =Ly b AT L—A Ak

A AV AT L—FEIE 13000V (+) /2500V (=)

2V VarHALE : 1.0mTorr

Sheath Gas Pressure : 60 mTorr

Aux Gas Pressure : 15 mTorr (+) , 5mTorr (—)

Capillary Temperature : 300°C

5 BEAE

[EFEHE A W2 B E h OB GC/MS 12k
DL —FNTIE) D ICHE U TR L, 7D 12 DLk
TR ST AL 9 10 L0 HaBior S L7z,

& BT, PR ORGSR, AU A8 L7 b DIc 20T,
PRI L 7B EESE S OV T DS M A 920 L,
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FEREBE Y E®R No9 32-39 (2019)

EEIOEEICHEITHAEBRBRDOAFVF Y FEBEIZONT (FMRH)

TR RS IR R S v & —
IR @BE-EEHF BN -85 RF

Oxidants Concentration in Tokushima Prefecture  (XLIV)
Shinji TATSUKI, Yusuke KIKUNO and Kyoko TAKASHIMA

Tokushima Prefectural Public Health, Pharmaceutical and Environmental Sciences Center
%25
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VIR IIEE S - WL HICRAIER0.

Key words : A4 %3 % MEFE oxidants concentration,
B (EEM, ) emergency reports (warnings and alarms)
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