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Food Poisoning Cases Caused by Phytotoxins in Okayama Prefecture
HEWNET-, R A D X, WHAIZE, G190, M R RARERE (FA by Fh)
KEF
NAMBA Junko, TSUTSUI Michiyo, IKEDA Kazumi, KANEKO Hidefumi, HAYASHI Takayoshi,
AKAKI Masaaki* (Food and Drug Chemical Research Section)

*Atmosphere Section
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Waters# XTerra MS C18 35 um, 150 x
2.1 mm
# T KB 140 C
BEH - A (5 mmol/LEERE 7 > =7 2K
Biti (5 mmol/LEFfRT > E=7 A RX 5 /) —
VAR
O 7raEYRUEAIRTIIY, QYT
YRUOFraz=y
AB=3070 (TA V2 IFT4v7)
@vay v
771y bt A/B=285/15(0 min)—
50/50(3 min)—5/95(11-15 min)—
85/15(18-30 min)
BEHHM R © 0.2 mL/min
ARHEA R © 5 ul

2) MS/MS&%&H

2.2

fEHBEAE  Applied Biosystems®# API3200 QTrap
A% —7x—X:Turbo V source
A % 4t ESI positive
& — R AW 1 600 C
AFVATV=EBE  O7 bv¥ Yy RPAIRT I
> 4500 V
@)a)y, @VI=rs LV
F¥2=> 5500 V
#EE— F : MRM#
WEA A+ ¥ RUTIRL
ERH 7 L
Oasis PRIME HLB 3 cc 60 mg (LM [PRIME
HLB] &w9,)
Captiva EMR-Lipid (BL'F [EMR-Lipid] &\»9)
Sep-Pak Plus C18 (LLF [C18) & w9 ,)
Oasis MCX 500 mg 6 cc (BAF [MCX] &wv9,)
Oasis MAX 500 mg 6 cc (BLF [TMAX] &wvw9o)
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HEIA D FR21I4FIALIH, BETHEE LAy Yo
FFURy b (FFFFavkryTHIF) OEEEN
JICLCTBRAE L E 25, RIS OMBEERZ 2 L
720

FHIB : FR22E5H31H, HETHEN LAFav ks
THHEEHM S NP E O TERELIZE A, 55
2 &R e, BElT, BILBORFOREREZ B L7z,

FHIC : FR224E12H21H, MAETHEE ShTwi:
FavtkrT7HIFEHMINEHYOME TRY & L
THYZ, HAATBRELZEZS, ®FVRHEAED
JERZ B L7,

FHID : FHE304E6H22H, HETHIT L CwieFa
Ty T LHEN S B R D2 & E R 22 N3 L RER
LTBAELZLEZA, 5560 &R0, EikikE %S ok
EEL7
3.1.2 SIIEHERUEE

HHADE N F ¥ FFa vty THIFTHD
2k, B, C, DOBEHEEM I F a vy TH A TH
52BN ENOT, F¥FFavty THH R
Favkry7TH A FICEINLHABRSTHSHT b K
YRR ART I VOGN EIT o

HEIA: FFVFFavkryTHHTFDOTHR W, ER
VL BHIR

HEIB : HETH L w20l L BEKR

HEIC - MADPS TR & LTEY 2 72 oM

FHID : L LTHDETHRE LTz 8k 2 il
DELIE

MUCHBIADF FFF a vt s 7H A+ OR, FHHIBD
KLYy DFE, FHICO R OB OFBID O kAl 2 Al D 5

%=1 MRMEIEA 7> (precursor ion > product ion)

=451 BERS EE HEsR
. 290.2 > 93.0
P == 2902 > 124.1
2902 > 77.0
A~D
o= 304.0 > 103.0
ARSIy 304.0 > 138.1
304.0 > 156.1
288.1 > 119.3
E.F yayy 288.1 > 147.1
288.1 > 91.1
G H V3= 868.5 > 98.3 868.5 > 398.5
' Fra=y 852.6 > 98.1 852.6 > 398.5
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ETOFBORE2ST7 PR EYRFZATRT I U
M EN/ze 7IREYRPTRIRT Iy ORE#ER (02

; ; I 2k 3

ug/mL) MEHEFIADHY DD 7 ux M 7T A& H21Z
Mol & 21289, HBIA ~ DO 2 HIE7 e Y

v A550 ~ 240 pg/g, A IRTF I UA61 ~ 310 pg/ gkt
SNz, FBIA BOBEDRNLT bu¥rhithth
0.041, 012 pg/mL, HHBOEEDRDH A TRT I VI8
0.005 ug/mLK & 17z,

E1 #%{(FOER

A BBIADXSEFFa > THHADIR, B : EHIBOEYDE, C : EFICOMEMDIR, D : EHIDDIEY

1.6e5
1.5e5
1.4e5
1.3e5

ZAE M (0.2 ug/mL)

R & RISV
= 1.0e5
S 9.0e4
£ 8.0e4
= 7.0e4
6.0e4
5.0e4
4.0e4 |~|:|t°‘/
3% <« 7
1.0e4 |
00 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0
Time, min
4.4e5
4.0e5
3,605 EHIA HEYMDE
2oee & RATIRFIY
2 24e5
% 2065
£ 81665
1.2e5 o
8004 A K FhkaEY
4.0e4
2.0e4
00 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0
Time, min
2 7HrOECRUCZXAKRIIOMRMZOY T T4
xR2 F7hOEY, ROAKRT I OKHEE
h_% :ug/e, FBEIR :pg/mL
=45 A
ERLS D(FH it E3 x BER
FkaEy 240 210 190 110 0.12
AARTIY 240 250 68 190 0.005
B :ug/e BBEFR :pg/mL
e B C D
E3 -1 -2 £HR Jic) E3 *
7oy 77 83 0.041 130 50 111
AIRIZY| 160 90 < 0.005 310 61 290
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Favery7HHFEFARFa vy THHFIET
DY, FF¥FFavrT7THATFEFARF TS FFa vk
VTHHFECTH D, FavkyTHAFIRITEREL
WBEERTEMEDEED), ¥ ¥ FFavr 7H 0%
BIEEARIIEAT, THEOEEDIT D, & HITHBK
FORANYTLVABAL FOT7 PR E YRR IRT 3
YREAR BET L L, BEALEOR, EakitE®, e
e, U, ORREE, BIREGOERZE BT 57, HIZ20g FEE
THHRICETIHE LD LI LML T B,

HHEIATIE, 7 haE Y RFFATRS I Ui &N
TEIMAT, BHOBEL A LMY AF T FFa
EUTHAFRBEFEMLTBY, BHEOREIRD U P
FERIC—H L T2 s, FF¥FFFavkwrT7H 04
VBEHTHAEPHRT A ERBELLZEIZLDE
HhE & e Sz,

HHIB, C, DTIE, 7 PO ¥ Y RUTATRT I VKl
ENFZ LA T, BAOWEL R LMW AF a2
LUy THAABEFEMLCTEY, BEOREIRD U ETTH
ERIZT—FH L T2 e s, Fav sy 7TH I+ 2R
THELZ LIk 2ahEEES NI, Favty
THHFORITITRY &, FHERODIZAIEA 7 T L, 3
BFEUANA YR T IV FNEL T3 TI<ERmRINRT
W EMRE SR TWRY, BRI (7~9H) 2Fa
TRy THHFERETHEIESTH LY, FHHIB, C,
D& L ICHFIAHE Z o 72BN TE 5§, il L
b LBbhd, Tz FHICIEIRFEEN TR L LT
MATHLBEEEGEST2F a7y 7T F+ ORI
WeoTBY, FHHERVCBAZAFICL 28029
POMERPATHTHoT2bDLBbh s,

TrRYEYRPRAIRT I VL8P0 HZH 720
W2, 2oL RBEFPFEL TS Z L2 REICHA
L, SRR & AR O 50 ) 5 W Tk S 3
WOV CONEHRE, BEAMHT 2% L LTI #ErD
HRBIEE L TW SEPEELEZ SND,

32 YaylitkaerhE
321 JREFMICEHIN-EFHOBE

FHIE : FK27THE2H24H, HEECICHAL TWz A
Ay LN SN BHE =T LA L T, Ba L7
LZAh, EHEOIERE 2 L7z,

FHIF : FK29FE4H5H, HERECICHAELTWAR
Ay LN SN BHE =T LA L T, Ba L7
LA, EHOERE 2 L7z,

3.2.2 SIIER RUHEH
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HHIE, FORNER A, A4 2 THDH I LS h
72DT, AL e VIZEENBHGHRITTHS ) a) Doy
WraEdT-> 720

FHIE F: HBECICHEL TV =T LR L 724
/]

BFI3IZHBIE, FORM DG EEZ IR,

323 9WEE
WIS FE 125> TIT o 720
3.24 #HER

HEIE, FEHIT, BEELICHEL TV =5 L #FL
R ) 3) YARIE S Tz, ) T ) Y OFEHEH(0.01
ng/mL) R RFIEOHY OED 7 ux b7 T 2 & K4
R BHEIZRBIED130 png/g, FHIFA1600 pg/gT
Holz,

325 EE

A4, A UNFRAL VB TH D ARG
DT NVABAL RO 3 ¥ xfmdh, BET S LA, W,
VRS OREIRE BT %, 2~ 3 gBE L2275 TH 3040
PICHEREREZ R 52 LAEN SN TEB Y, BRI
10gTH 2%, 24 o) a1) 213200 pg/gfiE & #H
BHENTWVAE RO, MEMEE Y L EVHEIZ %
72285, AUl R, RO ENIC L A b o LHEll S
5o

HEE, FCik, Vay y2Rishzc e iamzi<, &
o= L@z WS A4 £y EHEULTBY, B
DIER D BFEAPHFIERIC—H L T2 end, 24 +&
VKX BEPEHEENESNZ, AL EVOEZ=TR/
Ev e, FEIF I AFERBINRT W L HE SN
T2y, EERL LSy =2 O L9 Rl
(Z98) BH2H, A4 £y ORVIEIEL FHHWY, 24
OB (11 ~4HoMcEEICE Y RLS) 12
A4 =T OXRNEIHESTH L5, FHE FL bl
FBIASE Z o 22D RN THE 5T, L2 D&
Bbhs,

V) VICEAEPEEN DI, 7T oY YR
ZaART I VL HAEPEEFBICERICEmL, T
OB TEFE L TWL T EPREHEEEZ 5b,

33 VYIZURUVFvAZUILLBBPE
331 REMICEHEINAEFOBRE

HHIG : FR224E2H19H, MFEROEEZZFET2HIHIZI
LYy A E22H19H IR IfT V- T T
L7 Zh, BhioiEkE 217,

FHIHFR2THEIAI0H, NAROBETIHEL 72 %
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#®, FEHRE LD, RN W T 0L THRA
L7z A, AR ORERE 5 L7z,
3.3.2 AHEBRUER

HHIG HED WXV Y A TR ENLATESTH 5
VI RF X A DEHBROHN T 5720
FHIG: EDOTV XY AL ER PO THT v A E

FHH: EOYV ¥y H A EROBEKRTHLE LD Y
A EDK

HISIZHBIG, HO Y v 4 EDBEERT,

333 SEE
VS DY 126t > TiT 5 720
334 R

VXTAERDHERNEY T =Y T v A= hE
WEICRIN SN, VIV ROy 3=y oFEHES (2
ug/mL) ROHFIGORKAY ¥ FA4EDO 7O N7 T
L &6, M 2 3R TV T = V9331 ~590 ug/g,

X3 #®IFDEER
E : EFIEQEYMDE, F : EFIFDIEY

8686

5500
5000
4500
4000
3500
3000
2500
2000
1500
1000
500

Intensity, cps

Z#S (0.01 ug/mL)

«— 3z

.0 _. 6.0
Time, min

7.0 8.0 9.0 10.0 11.0

9000
8000
7000
6000
5000
4000
3000
2000
1000

Intensity, cps

EHIE HEMDE

e Yauv

500
0

1.0 2.0 3.0 4.0 5.0
Time, min

6.0 7.0 8.0 9.0 10.0 11.0

K4 YaAYZOMRMZ7AY T T L4

X5 #®FEDEE
G:EHGHY v HAE H: EFHDOY v HAE
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F ¥ 3= HM0 ~ 460 pg/gih N7z, Vv M4 EITK
EEPR~FREDODL D LD /NS S RBEAD F A%
AEL, £, L0 L EO S BMBMEDE 2> 720
335 £E

VX HAEIE FARFRABTH L, HHRGTO TV
I7TNAEAL ROV T ROF v a=iE, APdrik
CFIEEDRERTIE RV, LRI ¥ AL EBIZHEITRLTW
Bo LAL, BHFMGREEBLZEOTINE, vz
VROFx A= yplE L)L CHETNTEY, 208
GERYBEPTICERTLE) 2 L5, Bh#Hzrsl &k
FTERNEZ>TWE, KEDOV SV RUTFra=%
BREr§ % LR, R, BERE, HEZ, BhiE HG, RERREE,
FAE, RS OREIRE B L, BEAEAIRIICEDY,
VA EOWEIREEKTIE, 100 gdb 720 P 75 mgd

VIZVRPFYA=ZVEFZATED, €209 b 3~ 8%
PROHBIZH L E bl Tnb, —7, Bz - Tt
W2t L2 O8R5 100 g 720 100 mgll ooy 5=
YROF A EEATHDLEVDRTWS, 72, 3
REDOOVIZFICD Y GV R F vy A U hE LG
FN2Y, WATIEY 5= D50 mgOBATHEL RS
FTZEBmLERTWEY,

S OFBIO X5 N FEALOER THREE UILHE L 7-
VA EEBRAL CATHEY R THOANI G A S
W mhEE B 720113, 3L R RRIC R L 72
VA BRAERRNI L, FITHRLZTHL 2 LK
FLEZ R OND, G I, IRAF, % E 5B ToE
BAEY ZEAMLTOL ZERREEEZ SN D,

838
5.5e5 BEER (2 pg/mL)
5.0e5
, 45e5
S 4.0e5
2 3565 5
2 3.0e5 Yaz—>
5 == y’d
£ 25e5 =
£ 2_0:5 VIV N
1.5e5
1.0e5
5.0e4 l
0.0 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170
4.4e6
4,06 e o g
3.6¢6 FHIG KA YHAE
» 3.2e6
& 28e6
,.g’ 2.4¢6 F
S 2.0e6 a2
S 1666 A =R SN &
1.2¢6
8.0e5
40e5 J\
0.0 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 17.0
Time, min
6 VIZURUF+IAZLOMRMYZOY NI T LA
xR3 THHAEHROVS L, FrAZLDIEHE
£ G
BB AL BEE BER 5 BEK
1KEE RE KB |FERERE| BE
INEIR R 4 4 4 P Ti=
o= 590 410 280 250
Fyya=2 430 330 170 230
ug/g
=45 H
RES X | IN(REEFR) |
BRI g B g5 4 g )i i
INEVIK R & & & & & & L1
VI 31 120 36 66 110 300 190
Fra=2 40 220 45 100 130 460 230
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4 BEBAFO7 FOECRGZAAKRT I A
G aY) > O—FEDORE
41 HIMIEEHEODRET

FHE, H PR AN S 72100 mL (M4 580.7
g HEH®E22 g) ZGF/BAMEH TG A8 L, Rk
ZMACTIERELIZI00 mLE L7ze 22251 mLZE4HL,
A% 7 — )V TIEfEIZI0 mL& L7z,

FUI X & ) —V/~NFH B EREM Y T LB WE L
Too AZ = /NFHVEIL, FREORXAY - ER
Y 7 = VI F 2 ZEEEE R 201 ngiiin L TRMET L
2o AY 7 —=)VEORIEIZT T ¥ 9399 %, A IR
53 UH100 %KY T YA110 %TH - 720

A1 # 5 2 1%, PRIME HLB, EMR-Lipid, C18, MCX %
OMAXZ v, B 5 201 ugi®hn L CTHE L7ze 4eft
Je O R % AR T, BIERIZPRIME HLB (&1 &1
I ROT) , MCX (EH&HAT) RUMAX GEHE&MET)
THRIFRHERTH o720 72, MAXEMCX % MAX7S L

X% 5 X9 EMEL (BT [#EfEA T L] Lwvnd,) |
FEA T DHEREE 2 BT L X 7 ) — VR A 722 ICMAX
ZEDAEL, MCX%K3 mLTHk#E#, SN THEBL
LA, 3WEEDBICI0 %DOENERTH ), Rif iR T
Holz,

BRI I 2 W TERINEIGRER 2 17V, ko ik %
Fio7z0 MR ORERZ ESRT, ETOLNTRIZ
KD S NS, A ¥ ) — I/ NFH VRO BDSEAE]L
TIFLC-MS/MSH AT ARG i DI B 253 Thk - T
BY, BHEAENMEE I N, BERRE SIS T 5
EMEZZE LT, KT OIZB S FHIUA T, &b
i f T & % 4143 (PRIME HLB (&M 1T) O A& THEL)
ZERAL, Yo L7oHLEEZ KTIORT . BB, 25 /) —
W/ NFHF AR EEMAY T 5 (MCX (GEMEMD)) <
WA &MT F Y ESTRYCHEMLZT baEy
BROAIET I VEHFHTELIEBWMESNTEYY,
AL, A S NGO X o T, o522 3RA

x4 EHRHTLHLSDBELHE (%)

PN PRIME HLB PRIME HLB EMR-Lipid
N O =) L T L
AFR AR AFR & B8R BHIR
BN AR/—)L FHI EhH AR)—)L ESG AEt A=) ESC i
1mL 1mL 1mL 2 mL 1mL 2mL
== 43 48 91 4 70 110 0 60 60
ZaRSIY 55 43 100 53 51 100 79 26 110
yayy 73 40 110 75 4 120 92 25 120
HS L EMR-Lipid MCX
ArT1a=y L A%/—)L 5 mL, 5K 10 mL A%/—)L 10 mL, 7K 5 mL
AR AR AFR iR AR AR R i g AR
BEE | A8/ | EBD LI M A e s AL P VTS &t | Ao | a—n * &ptm
1mL 1mL 10 mL 5mL 15 mL 2 mL 3mL 3 mL 5 mL
b == 13 14 27 0 0 32 32 0 0 0 110
RaRFIY 76 16 92 0 0 38 38 0 0 0 120
Jayy 90 16 110 0 23 19 42 0 0 0 120
Hh5 L MAX SEHENS L (MAX + MCX) A&
ByT A=y A%/—)L 10 mL, 7K 5 mL A%/—)L 10 mL, 7K 5 mL FHI A2/—)L
Loy AR j=kabd g ¥ pite 3 AR ESCa AR/—)L K =1:1
=B S AR/—)L W1 HE *A5/—)L A2/—)L 7K &I ZHD 5% KBIETUEZILBEAR/—ILBR
2 mL 3 mL 2 mL 3 mL 3 mL 10 mL
FhoEy 38 56 94 0 0 0 110
=y 43 60 100 0 0 0 110
yayy 38 54 92 0 0 0 110
£R5 BRIEiTH 5 OEYE (%)
e 1 2 3 4 5
~FHUNER + + — + —
Hh3 L PRIME HLB E#EDS L (MAX + MCX)
T - AR/—JL:K=1:1 3mL|5% KBEILTVEZILER
e (BFRED) AR/—)LiBEKR 10 mL
== 100 97 100 110 110
AaRFIV 97 110 110 100 110
)ayy 110 120 120 110 120
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LRI
I

K5 A& GF/B
I
105 F R A/—)L
|
EEHS L

PRIME HLB 3cc 60mg 5@&:)‘9/—)1/:7}( (1:1) 2mL

TR AR/—)L:7K (1:1) 4 mL
|
A 0.20 ymATL VT4 )LA—

I
LC-MS/MSHIE

X7 9Hh70-—
xR6 BRIEH S OEYRE (%) (5H1T)
7ZhOEY | RORS3IY yayr

1 100 100 120

2 110 110 120

3 110 110 120

4 98 100 120

5 100 100 120

FEHEIRE (%) 100 110 120

BHTFEE (%) 40 4.7 1.9
TLEVRRVWEAELEZOND, L7z ¥ FFavbr7H AT 2R LR
4.2 LC-MS/MSa#hrsff LCBELAZ L samE ROEHOBREL R

WIS DOFED 12T, 7B Y RIRATET 3
AT ) VRSN L7z, BERIE, 20 ~ 100
ng/mLOFEPHTAEFE L 728 2 A, BIFREHE ¢ = (2)

FALTCFavbry 7Y+ 2RAELLIEICEIAE
EP%VC&O f:o
Vay) L bEREMUEE L. EHo=F &

142

0.999) HME5h7z, MALTAA LV OREZBRAL-ZLIZL L AP
4.3 RINEYREER THo 7o

BRI 100 mLACAEHE % 4200 pgidsin L <, 70547 B) 7rhEEYROAIARS I VBT YIZLD
70— TR Z A7\, ST TRl L 72 /5 R % 261K AhFER C720iE, 20 XD REFANFEEL T»

T o 3 E DI IILERIZ100 ~ 120 %, BEATHEEEIE1.9 ~ 47
%THY, TICHRTEBMETH > 720

5 &

PN TIFR2] ~ 304EDI0ERICIAE L, Bt v & —I12
DD o 78 ORI TE AIRAR X 5 £ Bl o 5K
WEDGH ZATH 720 72, RO 7 by RUTA
IR IVBRICY) ) Y O—FoMEERF LIS
%, LT ORI S,

(1) 7hREYRPRATRTS I VX B EPESMEFA

FEILEREFRE > 2 —FR

(4)

5w R RICHEML, MY & AR O
R OEN S EFOHHEWIC OV TR EZ, TH
T 2% &L TTEPOMEMITEIE L T L
CENEELEZOLND,

VS ROFxaz vk b EREIUEEAE L
720 /NEREO SRR THEE LIDUHE L 72 K B3R LIS AR S
BOLIV v A ETRBRAELZLICLH2EPET
%otoya:y&0+w3:y’;éﬁ¢%%%
CleDdITiE, REFHSUIARICEB LY Yy I E iﬁ
RV &, FERYBRE, ZIFHERL2Z2T#H D



(5)

1)

2)

3)

4)

5)

6)

7)

8)

9)

10

=

11)

BRFEEZEZOND 3B, DHE, TR A7, L% &K
BETOREEMZEAML TV S ERBELEZ SR
5o

BRIgH o7 hu ¥y RUPAIRT I ViU
VY O—FONERRE L, BT E L ClRE] A
#HAML, PRIME HLBCTH# S 2 700k & fE L 72,

1) a

X
SERC304EA H 26 H A TE A 55 B A8 BE 36 - Ay A R £
wn B AL A R Rl AR AR R JE0426 5515 [ A A
Pz & B i agpi 1 O IZ oW T
JEAEGHEE: ARAEWIC L2 R HBICERLEL &
9 https://www.mhlw.go.jp/stf/seisakunitsuite/
bunya/kenkou_iryou/shokuhin/yuudoku/index.
html (20197 107 7€ X)

WA —, JEEINAYL, #3391, AuhHESE, 4o
FOLC/MS/MSIZE 2 EmPo7 huy, Z2aR

7 3 v o HiE s, WIDRBREREE v ¥ — 48031,
127-132, 2007
BB —, JEBINZL, IUAR %, A3 5 SR
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