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Modeling of HPLC Retention Index using 4-Hydroxy Alkyl Phenone and Application for Mycotoxin and Pesticide Analysis

Yohei KITAOKA - Yoshiki ONJI - Hirokazu YAMASHITA and Akiko OKAYAMA

A FaFxo7)WVF N7/ 0 )7FrarsA Ty 7 AERALT, BEEAZ O N7 14 =128

VB FERMEEBGEEL 72

4-e FOXF o7 IVFX N7 o/ YIIBEHHOEEL T W &, FENICTHREEDN L

CHRERWETHDHZ L, LC/MS UFIZESD) THAREEDRH L &, BKED SBUKMEF CIRHEFEA Y /N —
TEXLIL AL KEAD LA I NF LV EEBEOHPLCY 7y av A7y 7 A VER L7,

*

EHEERE I ORNIG & L TR E O Z7E0 & ot
D7z OIALEWE ORH R 2 L FENRKD L, &
H Cl3 B Am el & L CHE7 L 72GC/MS & LC/MS
WEH SN TV,

GC/MSTIIES/NNT 71 VoA Ty 7 AWHE &
LCThh, 720 ENEERAMZEAT (NIST) 7 —
N — A242888D AL AT DOT292924D ) T
YavAYFEy s AOF =y BEE N TWwEY. o
NOEDOTF—=FIFERIZ NI H T L OFELREGDFRER
TN T B ORI, ) CFFo#AE, F L CRME
W) B —FF AT DA 7 SIIEH ST B

HPLCIZ DWW T, 19904E (IR AN BFZE S 72750,
WHALINZ) T a v A YT AT = N—2
MER ENG Z T d o,

AT RF T UNIOWTINE TISHI2009 8 % HE i
L7:FrisvadV 7> a v A4 Y Fu 7 2RV BH LM, T
WENT ) VIPESITA F LR EE R = & & Bk
PR A2 AN L EN VT ENLERDEA TR,

ARWFFECIEH - 124-e Fux s 7 vd L7/ v %
VrrarvAryrTy 7 APEICHERLTY A3 %
SUROEED YT a A Ty 7 ARER L
ZTOERMEEMGET 52 L L L.

il

H &
1. #HEE
ATy 7 AREHREYE (C8 ~C13) IZIEH s bk T
DL e FaFy T IVELT L) D6 WE T
L7 (C8:4-vFuxi 77/, CO:4-LF

Oxy7uvt 7/ Clo4-v Fuds7Fu7 o
J v, Cll:4-vFuFiNrua7x/ v, Cl2:4-v
FafxinAFH 7/, Cl3:4-v FaFinA
)7z /). INbxT b= MY NVICER LD
L, ENENORERIOUME %25 X H20%7 £ b= b
JVTHIRA L.

HWEMEE LTI~ A a b3V 1TWE (E2),
RS (K3) &, ThEN T = ) VDD
WIETKGR DB A L CllE L7z,

2. k&

HPLC# Z &4 idInertsil ODS-3 (21mm LD., 15cm,
3um, GL¥ 4 = >~ Z), TSK gel ODS 100V (2.1mm 1D,
15cm, 3um, ¥ ¥V —), Cadenza CD-C18 (20mm 1D.,
15cm, 3um, Imtakt) ZfEH L 7.

HPLCZ£i& 1%, HP-1090 DAD (HP), Alliance 2695 HPLC
(Waters)-API3000 (AB SCIEX), G6430 Triple Quad
LC/MS (Agilent Technologies) # it ®HPLCH T 4 &
DOAEHLETHH L7z, Wi d, hiEdr SERMEA O
T M= M)W IKRDT TV MEHTHIEL 7.

3. UF>oarAr Ty AOEEFE

A7y 7 AEHEYE (C8~C13) DR %800 ~
1300 LTV T ryary A a0Ex bt sd 5K
Xz HWEE L7

RI=(Tm-Tn)/ (Tn+1—-"Tn) X100 +nx 100 (1)

Tm: HWED) 7> a %4 2 (min)

Tn: A Y7y 7 ABEYEORFZEHn (8~13) @

V7rrvaryy 42 (min)



BRRUER
1. 127y AZEPEDEE
L7y 7 AEEYEIIMSICH o2 EREZH L,
AH .0 43 R0 v NE e 12 A2 Bl AH oD pH <2 % 1l 35 48 4 B
DB T\ T WHERETH L Z ENRDODLN 5L,
FZ T, Frisvad ) 7Y a vy A 7y 7 ATHPE
NEZ7NVEFNV7 /) ORPYEL L T4 Faxy
TIVENT =) VEFHTALEIEE LT
9, BEMHOPHIIKF L W2 L 2RI 572
O, f~veraxvrFrTe )/ rEHV, O01%F
BR-7th=bU, @K-7EF=FJI, @10 mM
FEfE 7 v E= A- T M= MY NVTT IV MNE
L7, 2o#EE, KUIRLZE ) ICWITLoBE)
Ty —TR¥—rsllshTc)rrvary
A DA BEALD o 7z, [AIERIZERIFRIRILA < 7+
VA HIE L7z BRI A max (22 bh3 7% { 4-e Fu
FLIFNVT 2 rORERPEELTBY, HEs
O TIXpH DA 21 e\ 2 EATRIE S L7z,

0 25 5 75 10 125 15 175 20 min

175 @ *DAD, 5217 (252 MAU Apx) Ref=1 798 855
150 | "DADY, 5.230 (162 MAU ApK) Ref=1.755 & 65
125 {1 'DADY, 5.254 (152 mAU ApK) Ref=1.396 855
100 Abs,
% L
25 80 f\
0 - - - T 60 /’ =
0 e 5 15 10 5 {L f min
mAU @ | /‘/ P e SRR
175 20 \
150 \_
R S
15 O s
75 200 250 300 350 400 450 500nm
90
25
0

0 25 5 75 10 125 15 175 20 min

1. 4 v ¥ xzF L7/ yOHPLCZ U~ N7 T4
EUVARY bV
@®01%FW-7E F=Fr1Y W
@K-7Eb=M1W
@ 10mMEEET > E= A- T F= b )b

4-v Fax 7 )VF)IV7x/ v&Frisvad® 7 )L F
V7 x/ ®OHPLC (UV 275nm) 7 U~ M7 I L%
K2Rz 4~ e FadFs 7 ud )7 o/ VidRxE
FHOTNVEINVT = I AR CERLTH
M % 5512 A N—=TE L ZEDHE IR 57z,

£ 2Ty 7 AREEYE L LT T VF 850
L=bra7 i M 2 oWMELH LD, REEY
BaxhN—T&5L 2k EFrisvadD 7T IVF VT = /)~
ATy 7 ALDMEDT RN B B 2 L PARLEOE
M E2 4. CUMEDO4- e Fasy 7 VF L7«
) v OWEOTELL e Fuxi T v x LT vk

TVEILNT ) DA Ty 7 ZAHEOBIEMIZ DWW
TS HOBFTRELE Lz,

mAU
50
o C8 C9 C10 C11C12C13 g—roxy
FILVEINII/>
30
20 K
10
i 5 75 10 125 15 175 20 m
Y FLELTIZIY
50
20
30 Cc8 C9 C10 C11C12 C14 C16
20
1 L L Ll
0 T T T T T T T T
25 5 75 10 125 15 175 20 min

M2, 4~ FOF 7LV FVT /) ETVEFLVT ) VD
HPLCZ u~ N7 4
717 A Inertsil ODS-3
B 0 A 0.1% TR
B 7thr=tUN
30%-98%/1845rCTD ) =T 75T T Mg

2. 4-eROXFSTPILFILT /DA F 1L (ESI)
ELC/MS/MS

v FaER I F VT /) vE ALy T7a—Ta il

ETDHLERTTFATAFVE—FRTTY I —H—1F

»eLTm/z 149, 7u¥ 7 b4+ &L Tm/z 120

Em/z R2HME 5 N7,

O]

R
R m/z \
TS 135 s =
Eteeeees 149
[ 163
BU ...... ]77 ‘
Pe-vv--- 191 120 o
Hxeeeeee 205 m/z

3. 4-v Fax s 7ivE L7/ v OZI Ry —

ZOZERPSL, M3IRT L) Z4-e FaFd 7L
FNVT /) YORENNY — P EESI N Iz d
L4 FuXx o 7R T o) VRAEEER Y H
VvV, 01% FMEBY T T - —A LT, 7
o kRS FAA Y RIREL, Uy MM A v R

=4 —F HLC/MS/MSHIlE 1T - 72, WlERM %
KU, 7ux b7 I A%K4AIR LTz T RIEE

PESNAZ EpSA v FaFI 7 IVF LT o) V%
VrrarvAyary 7 AETLHLC/MS/MSHIEN



DISHA R L 2o 72,

1 4 e FaFT7AF LT = llES

Collision
Precursor Product
Compound lon (m/z) lon (m/z) Energy
(Volts)
92 -30
c8 135 120 -24
92 -34
C9 149 120 24
92 -30
C10 163 120 24
92 -30
C11 177 120 24
92 -30
C12 191 120 24
92 -30
C13 205 120 24
4aet C11, ¢12
420 C13
Ee
36e4
3268 C10
<2 30e4
: 5:223 cg

177273 g TR TR
Time, mn

9 10 11 12 13 4 1

K4, 4-e Fudx7ud s/ ViRAEERD
LC/MS/MSZ7 < N7 J L
717 4 0 TSK gel ODS 100 V
BEH 0 A 0.1%FERAKET
B 7thr=btUWw
30%-98%/155rCD 77T T 1 — T4 TH

3. HPLCUF> a1 Ty 7 ZADEtEEZDICH
X2, X4 CTIECILUED Y — 7 BEA L 7% 5 1H
MR SNT. VFriarvA Ty 7 AOFHEILH
TeoTE)TFryaryd 4 AOHEMBHIETIZASD
LW I =T E2RHAT20EDNRH L LN
R LR 7.

1) ~fabFs>
17*@%30)7/{ B NE R 2 N A A P e
ADWERREZR2ITR LT

2. YA baxL o) TFryas A rTFEy A

Mycotoxin R.L
Scirpentriol 731
Deoxynivalenol 731
Fusarenon—X 759
15—-Monoacetoxyscirpenol 800
3—Acethyldeoxynivalenol 808
Fumonisin B1 899 *
Gliotoxin 933
Diacetoxyscirpenol 964
Fumonisin B2 988 *
HT-2 toxin 1013
Fumonisin B4 1040 **
B —Zearalenol 1068
Ochratoxin B 1115
o —Zearalenol 1136
Ochratoxin A 1230
Zearalenone 1236
Verruculogen 1296

HPLC-DAD, Inertsil ODS-3, 0.1%¥E-7t,=F)JLT30%-
98%/183 CTODNV=F7 ISP ITUNEH.

T=12L, *[ZLC/MS/MS, TSK gel ODS 100 V, #E1#8(%0.1%
-7 =)L T30%-98%/ 150 TDH ST H—T4
THEH.

** L HFETE

2) B

MDD ) F v a v A Ty 7 ADMER
BEFRIIRLT.

e FaFs7uE vz / vid, BEMHORE
2T Y, HENETHRAE SN CLC/MS (FFIZESI)
THOREEDRD ), Bk SBUKME E To L #H
BHN=TEDLIEWgmorz. THUTXY, VT
arA Ty ABEYHIMHEHTE S LWL
Motz AE, w4 akF v BEOHPLCY
TrarA Ty 7 ARER LD, SRiEA Ty
J ZRERYEE LCHELZ) Ty a sy s A ahES
NbEH 7oy MEtroR#EibeziT) 2, Cl4
UEbko4-e Fuxs7Vvd Vv 7/ Y 2fHT52 &
Tk A YTy 7 A% ERT A5 L2 HIEEL T 5.

F 72, ST 2 BEEOODSH 7 & THIGE
AT o208, SHIMOODSH T A LAMZH by o
TEUVRIYATINF L COGERCENRTWAERY Y T
VAT T 2=V H T A (PFPA 5 4)W 8k M E
EM 71 5 & (HILIC)® TOME b REFT 2 FETH 5.



#3. BEIEQYFrarAVYTEy I A

Pesticide R Pesticide RI. Pesticide R.L
Aldoxycarb 715 Dimethomorph 1203 Phoxim 1377
Oxamyl 726 Ferimzone(E,2) 1210 Cyprodinil 1384
Clothianidin 795 Methoxyfenozide 1214 Pencycuron 1388
Chloridazon 835 Pyrimethanil 1217 Indoxacarb 1390
Cymoxanil 859 Dymuron 1222 Pyrazophos 1396
Oxycarboxin 860 Flamprop methyl 1226 Hexaflumuron 1405
Thiacloprid 870 Cumyluron 1235 Novaluron 1405
Aldicarb 908 Chlorxuron 1243 Trifloxystrobin 1408
Carbetamide 946 Butafenacil 1243 Clofentezin 1417
Thiabendazole 950 Chromafenozide 1252 Triflumizole 1424
Azamethiophos 966 Iprovalicarb 1253 Cycloate 1434
Bromacil 985 Simeconazole 1257 Benzofenap 1443
Bendiocarb 989 Triticonazole 1262 Benfuracarb 1442
Tebuthiuron 1003 Flufenacet 1265 Oxadiclomefone 1445
Carbaryl 1027 Cyazofamide 1274 Fenoxaprop—ethyl 1450
Monolinuron 1048 Epoxyconazole 1276 Pentoxazone 1452
Thiodicarb 1052 Prometryn 1285 Furathiocarb 1457
Acibenzoral-S—methyl 1074 Indanofan 1290 Lufenuron 1461
Dimethirimol 1074 Mepanipyrim 1292 Quizalfop—ethyl 1461
Pirimicarb 1072 Tebufenozide 1300 Propaquizafop 1474
Furametpyr 1080 Diflubenzuron 1301 Teflubenzuron 1479
Methabenzthiazuron 1091 Fenoxycarb 1310 Cloquintcet—mexyl 1481
Diuron 1105 Naproanilide 1311 Fenpyroxymate(E) 1490
Fluridon 1145 Tetrachlorvinphos 1316 Fenpyroxymate(Z) 1490
Azinphos methyl 1147 Clodinafop—propargyl 1322 Flufenoxuron 1500
Pyriflalid 1157 Cafentrazone—ethyl 1324 Hexythiazox 1508
Azoxystrobin 1157 Anilofos 1335 Etoxazole 1527
Oxabetrinil 1174 Carpropamide 1345 Chlorfluazuron 1541
Linuron 1179 Benalaxyl 1352 Carbosulfan 1656
Fenamidone 1183 Triflumuron 1362 Spinosyn A 1710
Methiocarb 1185 Cyflufenamid 1364 Fenpropimorph 1745
Boscalid 1190 Mefenpyr—diethyl 1366 Spinosyn D 1779
Ametryn 1192 Pyraclostrobin 1370

LC/MS/MS, Imtakt Cadenza CD-C18, (A) 0.05 MEFEE7 > €= LiJKiB & — (B) 0.05 MEFEE 7V E=0 L AR/ — LB
TSI UNEH. BYERE:15%—40%(14)—40%(3.55)—50%(64) —55%(843)—95%(17.553)—95%(30%3")

X o
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Study on a Method for Simultaneous Analysis of Pesticides in Processed Foods

with Supercritical Fluid Extraction

Hirokazu YAMASHITA - Takayuki NISHIYAMA - Yohei KITAOKA - Yoshiki ONJI and Akiko OKAYAMA

&
A OB BRI E S B D I EIRY 7 B3
RAFMRE, BORE - RO EDP TRV
DAL TS, ZOL) ZREO L &, B - [
ML EGFORE RESITEOMEZ HWE LT,
HEER AR (SFE) 2 fEH L 72 —F otk o Mg
o T 5, %ﬁ””fiﬁ*:%%ﬁzioﬂf
THEA M RIZRIEIBM G DO—F oL OWE 217 -
t.é@,ﬁ%ﬁmwﬁﬁ%l%&<,miﬁﬁ%ﬁ
%12, SFEIZ & 2HMHEMEOWw B2 MET L, 7RInEIL
ABRIZ X B 2B UM A2 T o720 T, ZTOHNFICOWN
THET 5.

n||||

Bk

1. &

Bt v ¥ —TOB/EOMEEBELSHEIZLT, H
HEa v, LMV L—, G ADLD, GEB
FABES, BLXUOBH T I4 FRT bo 5% HH
L7z, &3 z3F 070y ¥y —ETH—LE K

V) F L BN LT AR L. R IE R
WK CREETE, WNREEEZBRI L 2w & 2R

L7 I v 7@ Be LTHW.

2. HREE

%& (ZHE DT, MRAHEEE T2 GC/MS I 3R A
TR (BE3541L53) D9 6 D3RG &R f & L7z,

3. REE
BESHR? (2 7

4. ¥ &
SEOFEIE, YUY Y ABED4202S % i L
72, FOMICE LR E R I 7

5. SFE%f
SFEL&MZHHE T D A 12 MPalZ
DD GAFZBERD & 7 — & L 72

AR L7720, %

6. GC/MS/MS4 14
BESRY (c#e 1 7

7. REBRBEROAR

K402 =L, 7 A EEL (T4 ) lgc‘:ﬂ&ﬂ
WR)~— (T2 T78=)) 1g&FLEkTHoIZEM
L72th, & ICHKE L. Z2ooimbE o
Jitdi, SFEZBEHNNORLE T, B & OHHEERT
BOI AT ML AIERT B 12 L 72

8. RINEYRHER

%77 7RI L, FBHIREEDN001 ng/gB
L0l ug/gl B L HICKBRELRIML. E=ld
< )y T AMEREHCTITo72., Y MY vy Ak
wmRE, 7T B R RIEL TE O HEBRBIE T
AR L 72001, 005, 01, 05, 10 ug/g? KIEHE A
OWERE R, SR L2, 1B 2064704 % 5 HRHAT
W, BO5NEREICOWT, EEFEE DS S
7z [ ICIRE 3 2 RIS IS 2 RBE 0 %Y
VERFI T A 54 2 1% (T TRBTA K514 7))
2> T 24T o 72,

BRRERUEER
1. SFEHEENDOFKIES ED%ET
T EIIBEBRAEM 2T, L CEbshT
W LDNL L, BEEICHARS LR EEIE.
L7235 C, B~ FTIHER I RMED R < 2 o CTHl
HEENIEF I ThbI e Wz E R Ae S/ £ 2T,
SR BRI OBL A E A IOV TR S 2 AT L
72, ZOMEREELISRTD, BH—ILL725k 412



ToTN—=)V1gktI A4+ 1lgrfd LK, ok
BRINELZEOT IR, L2rdREDOFETE) 2
T E R CIEFEICHBEEERIT) 2 e TE

K1 FETTEORE

b FOTIR—IL  EF(4F  IFRLL—t i
4g — 05¢g — X

1g 1g 2¢g - O
2g 1g 1g - @)
4¢g 1g 1g - ©
g 1g - 1g X

5g 1g 05¢g - BER-BE
4¢g - 05¢g - BEE

T7OF7 =L IIEERKEBEDE RS
TESARETTXRRMUL—MEWThEERE T EELERBEL-EA,

2. SFEMHZEEDO®KE

B R T B 7201218, SR sk oI
B TEBIZITHERE D> O RET L2LEND L.
—7, BEFRAROERINGZOEEIE KGFET 5
CEPHOENTBY, BEEZKLTLILTEE2S
OFRMEY OB Z SENDLDOTIE RV EZ LN
7z, ZTT, KRG OBERERAIEL I EEED
V2, REEAT AOMIE ) MG L7z, 2ofRE £ 2
RS, HERDISEMPaA 5 12MPall £l %= Fif %
CEICLY, BRERYWEERSEAT LI Lo
72, ODSFI v 7 I b0EEHEIE 7
F= R UHT & N AR TR O 7 R
BHLIENTE —TF, INLOEMFEDENIC
L0, BERSOMBMFICRKREZIRS N7
Doz enms, mMLERmoRaE MBiET%12
MPallgtE L, 71 M= MV V& EHEEIHE T
HIrELT.

F2 SFEHIH &Aoo e

— REEH RE N HEYDOERBMEE (mg/e)
pa g ey

(MP) £a9H LRLMIL— EADD
Ty 15 16.11 8.99 20.37
FER=RL 15 0.63 0.24 0.29
FEr=RJL 12 0.16 0.21 0.16

SFEIC&BHHIRMEZEITL, Bohf- B RERELEL CRBYOERLREL .
REARENZE 15 MPa A5 12 MPa [CEET B2 LITLY, BREMOEENRDLI-.

3. AMMEYREERER
FREOSEMT, STEEOM T AMIZOW T R334
B4 DI ER % 17 - 72, Rd 7z ER/EIZDOW
T, YT A FI A4 120 o TR L% % 5
L7z, 3%bb, FHMEERDLE L DI, —TTld
B O W & Foh L CHRATREEE & ENAEE % 5K,

HARFIA OHBEMEZWREL TWE0E ) hof]
EERAITo 72 HIEEERY L Ak, SaEHcBn T
SERNZEW LB R » O AYE (B, HEL
bICHEMEZW729), BHE (AU TEEHS0~
150%), CH%E (ALAFVCTHEED30~50%), DHIE (K
FE30% Ad b L <X, KEOHEMEZ S %) O
ADDT V=TI LT ZOfEREFE I IR L.
ZMETA T4 2O HEMEZ#E L7z AHED R
&, WA g A 242104 (72%), VRV b L=
2541855 (76%), WHE A DD 209845 (63%),
B ABEE 1223105 (67%), HH 7 T4 FART b
25815 (77%) TH o 72, S HEFEOMAK T X CTTH
TEAE % R L 72 31 33450, 16604 (50%) T
otz BHIEDRIED 0857 (15%) o722 L9 5
H b T2615 (65%) D EIEATHEE50%~150% D
HPFANTHELCHMETE L2 L bho/z. 202
D, KFEEGWWRERBRIIRESINL OO,
REORWIILAEMO—Foiriks L THHTRTSH
LEEZLND.

—Ji, WENRPOBIKTDHETSH - 72 313113
1555 (34%) Th -7z, BEEZ /- S 2WHREE LT,
FIALEREE DR R E Y — 7 S E 2 bR D, KB
WZOWTHBHEDIRIETH L4+ 7 & 7 — v,/ Kok
(Log Pow) % #-X7-& 2%, Log Powd 2041 & %
WIZ6.0LL F O EEIIDHIE L 2 2 EENE oL D
?, Log Pow3207> 560D M D 2 IZLDHED B
DREEAEAEL 722 s, B L Z Y M EF RS R &
DORICHIRE R BENZ RV L3 TE o 7.

DHEI3HK D H b, ST X TOMAKTDHE
Lo 7DD T D384 Th - 72, DCIP, EPTC,
TCMTB, 7% 3I7Y K, 7I+FFX, 71 Fru—
V, TA7zy)NLL—Lb, T hFF— AHDY,
IIRYHFZR, ZhY)TITV—=), FFHFXPY =
WV, FAPMIZ—=bF, HNVXFIF FI)XFF 41—}
JUNAKRA, ruuax7, Jr7a7)V7=R, V7
ONXZ), V7OV EKA TVF VLKA, VT TINVET
v, AR I Y, FTIXRVEYY— ), FTARMF
YN, FEYIITN, FAATFTA T 7L, P27 FIF,
FINVTINVTZ=F, FLF, 294 AMFT Y, 72
)V, ¥V3IV Ty, JxryFUuELT, TFL—
b, AVXRy N KVEFAY, ANTVLY E/S
O hERA,

7, DHIEDOREFEDH L, 4FEOKIKIZONWT
FHEMZER L TWAI2220b 5§, 1HEEOK
KCDHIELE o 72DIX28 T TH Y, TN HAEE
WELETA T4 L ORBEMEAzE G722 &



3 WINENGEERIC & 2 2 PR R

. T B

HE g m (mw®) BE T2 T L= Lk BEAEE JofAer DA
A 70~120% O 242 254 209 223 258 166 (50%)
B 50~70, 120~150% O 37 19 21 58 23 50 (15%)
C 30~50% O 2 1 1 4 4 5 (1%)
D 30% 3K i O, or x 53 60 103 49 49 113 (34%)

it 334 334 334 334 334 334
FEECH D, T BSOS b 2AWH S 1 E ki %

ANPDODIKRTDHEE RS2 DTHLY, HHEA
PO S FEEOF TR O IFERENE VO, ZoZ
EVHEEEZELTDHERE > TWLDOTIE LW
HEM SN D, BEEADPDDRTDHIELE % > 72260

SIELLTFomY Thsb. BHC(B), BHC(6), 7

FLAMALEY, LAY FFHHAINVTMP, =570t —
N, F¥¥oukySIFN, F/rFI0, suaTy
TV, VANVKINVANKRY, VT aAF =),
RNV AN) Y, FHFIN, =YL, MLV Tx
YESR, JNVTINVGTY, EFVE =), TT7E
FH Y, T FUYUEN, T TIRNY, TN
LL—bh, Zxr7aFy =, 7T Y R—},
TVIFIFHIy, TvIrsuagy s XRyF), SO
IRZOV, ATa ). SR, RETHEARE R R
BN, BHEADPODL ) ICH—EHD
HTDHE & T o 72ARIZOWT, BTALEE S % et
TLIEDPENTHLEEZLIND.

1) ivE s, T i —,
63-74 (2012)

2) T TEAE, LT,
278-290 (2012)

3 BEAEGMAEEAMBAEMLETRBMALSE
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Validation Study on a Simultaneous Analysis for Determination of Pesticide Residues
by LC/MS/MS (Vegetables and Fruits)

Takayuki NISHIYAMA - Hirokazu YAMASHITA and Akiko OKAYAMA
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FE2 OWREE N F S

pEg (n?/l) (n?fz) F(V) CE(V) BEg (n?/12) (n?fz) F(V) CE(V)
Adoxycard 2400 2230 100 0 Fomamidons 3120 920 120 24
2400 1480 100 8 3120 2360 120 8
2371 720 80 8 . 2261 1210 80 16
Oxamyl 2374 900 80 4 Methiocarb 2261 1690 80 4
- 2500 1690 88 8 . 3881 3010 160 16
Clothianidin 2500 1320 88 12 Dimethomorph 3881 2730 160 32
Chioridazon 2220 920 160 28 Bosoalid 3430 3070 140 16
2220 770 160 36 3430 2711 140 36
Cymoxani 1991 1280 80 0O Ametryn 2281 1860 140 16
1991 1110 80 12 2281 680 140 40
Oxycarboxin 2681 1749 100 8 Ferimzone(E.2) 2552 911 144 32
2681 431 100 36 ' 2552 1321 144 16
Thiacloprid 2530 1260 116 16 Flamprop methy! 3361 1050 120 8
2530 900 116 40 3361 770 120 40
. 1160 890 80 4 . 3692 1490 88 8
Aldicarb 1160 700 80 4 Methoxyfenozide 3692 3132 88 0
) 2020 1750 172 24 . . 2001 107.0 160 24
Thiabendazole 2020 1310 172 36 Pyrimethani 2001 821 160 24
Carbotamide 2371 1920 80 0 Dymuron 2600 1510 120 8
2371 1180 80 8 2600 1190 120 16
pzamethiphos 3250 1830 116 8 Cumylaron 3031 1850 100 8
3250 1120 116 36 3031 1249 100 36
Bromac] 2610 2049 80 8 Chioroxuron 2011 720 140 20
2610 1169 80 40 2011 461 140 20
Sondiocart 2241 1670 80 4 P 4751 3310 144 8
2241 1090 80 14 4751 1799 144 36
) 2291 1720 120 16 . 3952 1750 88 8
Tebuthiuron 2201 1159 120 28 Chromafenozide 3052 3392 88 0
Carbary 2020 1450 100 5 provalicarb 3212 1191 88 16
2020 1270 100 20 3212 2031 88 0
Nomoimuron 2151 1259 100 16 Simeconazole 2042 701 116 16
2151 1480 100 12 2042 731 116 32
Thiodicarb 355.1 88.0 80 12 Triticonazole 318.1 70.0 120 12
3551 1079 80 8 3181 1249 120 36
) 2110 1399 120 24 3641 1940 100 4
Acibenzolar-S-methyl o'y 4350 120 32 Flufenacet 3641 1520 100 16
Dimethirimol 2102 711 144 36 Cyazofamide 3251 1080 88 8
2102 14041 144 20 3251 2611 88 0
Furametpyr 3341 1569 140 32 Epoxiconazole 3301 121.0 140 20
3341 2901 140 12 3301 1229 140 12
- 2391 720 100 20 Prometryn 2421 1581 140 22
2391 1821 100 12 2421 2001 140 14
. 2221 1650 100 12 3411 1750 100 4
Methabenzthiazuron o5y 1500 100 36 Indanofan 3411 1870 100 8
) 2330 720 120 20 — 2241 770 160 40
Diuron 2330 1600 120 25 Mepanipyrim 2241 1060 160 24
Floridon 3301 3100 180 28 Situbormaron 3110 1580 100 12
3301 2590 180 52 3110 1409 100 36
Pyrifalid 3191 1390 144 24 Fenoxycar 3020 1160 180 4
3191 830 144 40 3020 880 180 15
Azoxystrobin 2040 3720 120 10 Naproaniide 2021 1711 116 8
4040 3440 120 20 2021 1200 116 20
Oxabetrinil 233.1 147.0 80 4 Tetrachlorvinphos 364.9 126.9 100 12
2331 770 80 32 3649 2388 100 16
. 2490 1509 00 12 | oo o 8504 2660 128 12
2490 1820 100 12 3501 911 128 28
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BEL (,S)Z) (,S/ZZ) F(V) CE(V) BEs (n?)Z) (n?/zz) F(V) CE (V)
4121 3460 160 20 4112 1950 110 22
Carfentrazone-ethyl | o1 3660 160 16 Benfuracarb 4112 2521 110 10
Alofos 3680 1250 116 28 | o " 3761 1900 100 8
3680 1989 116 4 3764 1610 100 28
Carpropamide 3341 1389 100 20 | oo 3621 2880 160 16
3341 1960 100 8 3621 1210 160 28
Benalax 3262 1481 100 16 conoxazone 3711 2861 104 14
3262 910 100 40 3711 1860 104 30
S 359.0 1559 120 12 e rathioard 3832 1950 116 8
3500 1389 120 32 3832 2520 116 4
. 4130 2951 116 8 . 3731 2990 160 16
Cyflufenamid 4130 2410 116 20 | Quzalolop-ethyl o o200 160 24
. 3731 3270 100 8 5110 1580 120 16
Mefenpyr-diethyl 3731 1599 100 32 Lufenuron 5110 1409 120 40
Pyraciostrobin 3881 1940 112 8 Propaquizaiop 4441 1000 140 16
3881 1630 112 24 4441 2000 140 20
Sroxim 29091 771 80 36 ofubormuron 3810 1580 100 12
2091 1290 80 4 381.0 1410 100 40
Cyprodin 2261 930 160 40 | oo o 3361 2380 116 B
2261 770 160 40 3361 1920 116 24
Pencyouron 3201 1249 140 24 | Lo o7 4222 3664 140 12
3291 2180 140 12 4222 1380 140 32
- 5281 1499 144 20 Hoxythiazox 3530 2280 100 11
5281 2030 144 40 3530 1680 100 23
oyrazophos 3741 2221 140 20 Ffemoxuron 4891 1580 140 16
3741 2380 140 20 4801 1409 140 40
Novaluron 4930 1580 120 20 Etoxaroe 3602 1410 160 32
4930 1410 110 38 3602 3041 160 16
Fexaflumaron 4610 1580 140 16 Chiomumpuron 5400 3829 152 20
4610 1409 140 40 5400 1580 152 16
Trloxystrobin 4091 1860 120 12 | oo oo 4222 3664 140 12
4001 2060 120 8 4222 1380 140 32
Clofortering 3030 1380 96 12 Carbosalfan 3812 1181 128 16
3030 1020 96 40 3812 1601 128 8
S 3461 2780 104 4 Soinosyn A 7325 1420 180 28
3461 431 104 24 7325 1890 180 32
Cycloate 2161 830 80 12 Fenpropimorph 3043 1471 160 28
2164 720 80 16 304.3 571 160 32
Benzofonap 4311 1050 172 32 Spinosyn D 7465 1420 180 28
4311 1190 172 16 7465 980 180 40
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i DA ERnLs bb BSRATS Eyay oD BRE JAT Enls beh BSRATS Tuiy o

Aldoxycarb A A A (o} C C Mepanipyrim A A A A A A
Oxamyl A B A B Cc C Diflubenzuron A A A B C C
Clothianidin B A A B A B Fenoxycarb B B B D C D
Chloridazon A A A A A A Naproanilide A A A B A B
Cymoxanil B A A A B B Tetrachlorvinphos A A A A A A
Oxycarboxin B A A A A B Clodinafop-propargyl A A A D B D
Thiacloprid A A A A A A Carfentrazone-ethyl A A A A A A
Aldicarb B A D A A D Anilofos A A A A A A
Thiabendazole A A A A A A Carpropamide A A B A A B
Carbetamide B B A A A B Benalaxyl A A A A A A
Azamethiphos B B A D D D Triflumuron A A A D D D
Bromacil B A A A A B Cyflufenamid A A A B A B
Bendiocarb A A A A A A Mefenpyr-diethyl A A A A A A
Tebuthiuron A A A A B B Pyraclostrobin C A A A A C
Carbaryl A A A A A A Phoxim A A A A A A
Monolinuron A A A A A A Cyprodinil A D A A A D
Thiodicarb B A A A A B Pencycuron A A A A A A
Acibenzolar-S-methyl A D A A A D Indoxacarb A A A B A B
Dimethirimol A D A A A D Pyrazophos A A A A A A
Pirimicarb A A A A A A Hexaflumuron B A A D D D
Furametpyr A A A A A A Novaluron B A A D C D
Methabenzthiazuron A A A A A A Trifloxystrobin A A A A A A
Diuron A A A A A A Clofentezine B A B D D D
Fluridon A A A A A A Triflumizole A A A B B B
Pyriftalid A A A A A A Cycloate B D A A A D
Azoxystrobin A A A A A A Benzofenap A A A B A B
Oxabetrinil A A A A A A Benfuracarb A A A A D D
Linuron A A A A A A Oxaziclomefone A A A A A A
Fenamidone A A A A A A Fenoxaprop-ethyl A A A B A B
Methiocarb A A A A A A Pentoxazone A A A B B B
Boscalid Cc A A A A C Furathiocarb A A A A A A
Ametryn A A A A A A Quizalofop-ethyl B A B B A B
Dimethomorph A A A A A A Lufenuron A A B D C D
Ferimzone(E,2) A D A A D D Propaquizafop A A A B A B
Methoxyfenozide A A A A A A Teflubenzuron B A A [ C C
Pyrimethanil A A A A A A Cloquintocet-mexyl A A A A A A
Dymuron A A A A A A Fenpyroxymate(E) A A A B B B
Flamprop methyl A A A A A A Fenpyroxymate(2) A A A B B B
Cumyluron A A A A A A Flufenoxuron B A A D C D
Chloroxuron A A A A A A Hexythiazox A A A B A B
Butafenacil A A A A A A Etoxazole A A A A A A
Chromafenozide A A A A A A Chlorfluazuron D B C D D D
Iprovalicarb A A A A A A Carbosulfan B B A B D D
Simeconazole A A A A A A Spinosyn A C B B C C (o}
Triticonazole A A A B B B Fenpropimorph A A A A A A
Flufenacet A A A A A A Spinosyn D A A A A A A
Cyazofamide A A A B C C

Epoxiconazole A A A B B B AT IL—TH 75 84 88 64 69 48
Prometryn A A A A A A B IL—T# 17 7 6 19 9 22
Indanofan A A A A A A
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Outbreaks of Gastroenteritis Caused by Norovirus in Nara Prefecture
— 2012/2013 Season —

Masaki YONEDA, Chiaki OURA, Yosuke URANISHI, Machi INADA, Mamoru NAKANO
and Yoshiteru KITAHORI
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A PEEEFRE, 1A DS 3 HICHERTSEY — 27 28
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DR EGFATLUREL, 13— XV 1056 &k 2 2\ i
BECHERL L T\ 7298, 2012/2013% — X 21153410 &
R L7z,

— 7, B FEGEH1E, 2010/2011 3 — X >~ D 31541,
2011/2012% — X » 2855l & ik 3 % &£ 2012/2013
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Results of the Radioactive Cesium in Foods (H23 ~H25)

Yuka SOMADA - Seiko KIMOTO - Jirou SHIROYAMA and Akiko OKAYAMA
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Study of JATA (12)-VNTR Method for Mycobacterium tuberculosis
with Microchip Electrophoresis System

Yuki KOTOHARA - Mayumi TSUJIMOTO - Sumiko TANABE - Kazuko TAGUCHI and Hisako OHMAE
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Prevalence of Enterohemorrhagic Escherichia coli detected in Nara Prefecture, 2013
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Epidemiological characteristics and virus analysis of hand, foot and mouth disease in Nara Prefecture 2013

Yoshiteru KITAHORI-Masaki YONEDA - Yosuke URANISHI - Chiaki OURA -Machi INADA and Mamoru NAKANO
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Epidemiological study and genetic analysis of human metapneumovirus
in Nara Prefecture : 2010-2013

Chiaki OURA, Yosuke URANISHI, Masaki YONEDA, Machi INADA,
Mamoru NAKANO and Yoshiteru KITAHORI
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Epidemiological characteristics of norovirus associated with sporadic gastroenteritis
among children from the 2006/2007 to
2011/2012 season in Nara Prefecture, Japan

Masaki YONEDA, Akiko OKAYAMA and Yoshiteru KITAHORI
Intervirology 57, 31-35, 2014

The present study aimed to describe the epidemiological characteristics of norovirus (NoV) associated with
sporadic gastroenteritis in regional populations of Nara Prefecture, Japan, from the 2006/2007 to 2011/2012
epidemic season. Fecal specimens of sporadic gastroenteritis collected between September 2006 and August
2012 in Nara Prefecture were examined for the presence of NoV by reverse transcription-polymerase chain
reaction. The NoV genotype was determined by nucleotide sequence analysis. In total, 274 NoVs associated
with sporadic gastroenteritis were identified. We detected 10 different NoV genotypes: GI/3, GI/4, GI/8, GII/2,
GII/3, GI1/4, GII/6, GI1/7, GII/12, and GII/13. A high NoV detection rate of 35.9% was identified in 1-year-old
children. Among the 274 NoV isolates, 142 were obtained from males and 131 were obtained from females (the
source of one was unknown). The most prevalent genotype was GII/4, accounting for 117 of the 192 different
NoVs identified by sequencing. More epidemiological data will be required to determine the epidemiological
characteristics of NoVs in other areas of Japan.



Molecular evolution of the VP7 gene of Jananese G2 rotaviruses before
vaccine introduction

Do Phoung LOAN, Toyoko NAKAGOMI , Doan Hai YEN,Yoshiteru KITAHORI
and Osamu NAKOAGOMI

Arch. Virol, 159, 315-319, 2014

Changes in the prevalence of G2 rotavirus after vaccine introduction are an important issue. However,
such changes in a given country should be interpreted in the global context over time. We determined 35
Japanese G2 sequences and compared them with 508 globally collected G2 sequences. The D96N substitution,
a substitution known to be associated with an abrupt increase in G2 strains and antigenic changes, emerged
in those strains that formed a nascent lineage outside of the currently predominant lineage (sublineage IVa).

Further studies are warranted to monitor the potential of their global spread, since they also appeared in

Europe and Australia.
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