BT BB AR TE R B & (Redh DL PR HEENT oS 2E)
R FE R T

HAREED ) A 7 EFLD 1= OIS
MIEAREE K Bz KERNHIZERT  BREE - ISR E

E D RS S OB AR DL KOV S OFEEIR LOHEE | Tl 2028 AT A1 AR

VERRSANET ., BERMAET CiThn i 7 7 OB IZRB VT, A THE X
_7ﬁ®¢_%@77ﬁﬁﬁbfwé E R STz, MERE T 7 OIRIESR T I X
072D | ARZE)IRBEZUVET T 7.96%, EIIRSAIVET Tk 8.79%. & & RS Clik
3.13% (FEFIZ X DMEFE Y 7 OERRTE) & HEFHSle, HEFE Y 7 Ofti@R LI L Y
HRB 60D, < OBRE ., IRESNIHRE 7 713, ol Tl 7 7R T » T
B EIVTITIRIE S, KFEN TEE LA STV e, KEMTEFS T, 5 OHEE
DOEAR T CTHR 7 7R STz Z Lo R L7-%PH T, M~ 7 S S -
WRETRME L@ T 5 2 L i3un & Bbitd, DNA ~—H—I{2 X 2 MR & B o
HEBR DR R, M 7 7 Ok = & 127 b R R 2 (TTX) HEOZEREEENH S 2T
STz, BEICH, IR, FFIRICIZEIRE O TTX S SHu, 2005 OERALIZMR R A AT & f
Shic, £, M7 7 OB NIRRT OMMOABMENBRSPAIND Z ERREB I
776

MEIRSAIIC 225 PE S 3Rl & 7z LC/MS/MS I L AENEBERE LD Tl
LC/MS/MS i£1Z X 2 [EWN H B A VL OMENLIZ DU T RN H 7 11 i @ﬁﬁ?@%io
ERTRAA OGNS, TOZYMWERFHE Sz, £o, IRINEGREROMS R, FHE L F
FEA CODEX OMREFIMMEZ /- L CWA Z EMBH LN -T2, 7 78 TTX I3,
LC/MS/MS HERHIHRZ T HAHD~ b U v 7 A XD A A A 084217 T\ D
TEWREEINTZ, FDT-H, AT O TTX 2003 521X, ~ U v 7 AMERY
HANWBHZEREFLWEEZ %%Lﬁ_o M-toxins D3 HTIERRGE & SALBI DO ZFEIZ DUV T,
%mT5?ﬁ4’%wf M-toxins (TH IR & B g B2 &R ChH D — T, HiEL i

TIEEB L TCWRWZ EXRfER Sz, 72, M-toxins 1AM HEH & TV —FH T,
&é&f%ﬁ’**bfwé EMHLT ST,

BRHAMED @O EYE B IR FE DO 3 HHEDMESL) TlX, A E DI OmMY —FH LD
D LC-MS/MS JIE RIS ot Sivic, 38T 7 KX @EIED Ry O RFFITEN T 6 O
PIRIRL, 2AB Y & AQC FHEMRY DO — 7 BRIZBEHFTH -T2, £7-. £ AQC K
HHEERMEHOT a7 b A A AF v OFER, FHEREEIEEKORED A 4o pi 4t
WMLTHRHES., 2T Xy b 2O TRIBIEAM T, RBRIREOMRR T
%, AQC FEMIMOLEN AR LI LT, T 727520, ART UL LT
—NVEEETDHZEICED, AQC REREE ORE ., HEEOKREL, B v o7 iHW
72 TCA OF I L A2 F BRI ROBEER E0M Tz, TREOMIRE O Z %2 W28
EIGERER OFEF, BN & B BRI R TH Y | 1 mglkg (2351F D ENNEIERIL 50-150%
OFIFAN ., FHREERZEIL 5% AN E R R CTh o722 &b ROVTEILET RO XS

WCARBROITETH D Z PR SN T, A ml OB EEURE 2 H v 72 55 == [ 2[R

~

) )ﬂﬂ& o

5w 3



REBRTIX, 7hrErERafRk T I vVOFHEEZEERINEC LY RS & & BICHEE
L. 20O DMEICKTT 2 ERIEOEFEER I T 52 & CTREINEARD =, fHRIL, 7 e
By, RaRZ I e BT 80%LL &R | JHMTHEEE, EREIIBAKEDTA RF4 v
WA L7z, £72. HorRatfEH 2T 2L T &R ole, ROMTiEIL, &P FERFCEH e
SFTEE L CHREMEAZ B L, H2T1ROZOMIE Lz, 2072, K37 < il
DL WIEEUEHZ B W TIE, MHERME T2 aTREMER B 5, L L, AOVHEIIRHEHO
KIS TR EE L BELZAT 2RO WIIETSH D Z LR Sh,

(B ARFEORTHOBAEMAFAEL R BREFEO Y R T a7 7 A V] TH) T,
EEMMIC XD BFFEOMMIZONT, 30 FHOT —F Zii& Liz, TORE., BhEF
TRXEROHEEIT D 720 b 0D FECFH S WA S, BMESITH EOEBEHRED—o &
2o TNDZ EDHRINT, REMDEZIRIKNET2RPEORAEIX, —BIIC 4, 5 AN
LN, Fa vk THAA () O XD ITMOFEHICEFEORRE & 720 L3V & EAEY)
LIFET 5, BTPEOFIR & 72 2 @MY ORI E L LI L TBY, HiE1 7
AV, Favkr TV HAE, N AT N EOBAEROWRE NI E o T2, T
FIIAAL BV RO, X7 T U EORFOBRENZMEM B R o7, Frio, 4 X7
FATr e VA L BIcEEOROa e F U EE A, ITEITECEDEIE EERE
ENTEY, HFICEETREESEHMWEEZOND, THRFEOI A T 77 A /L] OF
BEEEITV, & a R OESHEWIZ W CEEM 2 BRI E ERR LTz, 205 OREHITR
SRR EE HP ICHBE T ETH D, £72. ¥/ 2L 2BTHOEERE 7Ly
R ZfERR L, ENLEES R MEEMETLEEERRO T = 7Y A b AT TETH
Do DR T Ly NI, SESERBRAETE /) aOR B AE MR TE ARG E 2B L,
EVLTWEEO X /) 22O TR HFORA » M EFEICRET 5, 2k, &
T EHE PRHICIERICENIER TE A NR L ol

WHIEr A K4 - FTBATZERERE 4 K O

AT AT FERE B 31T % I A HRFEEH

Rl Rk - REEBANAIERT - 7 —T K AWFFE TR, S<HEEZIT LD & LBk
M BE— - KEEBIRATIERT - EEMITER HRBRE O Z e a oAl 7z S Ratt

P ZE - KPESANBITERT - FFEE HARERITAR DA 2 IR - JE i U | PAFR

NEE R - REEBANAIZERT - AFFER BRI AR e i 5 &bz, W

TS - [E 7RSSR S A AR SEAT - FHFIT6 U CIEME R E Bt 2175 Z & &
A HEIE T 5,

TGP OKEEREES - EMAEEREE  BMARECE T KRS CoER
REF R - KBERPRE - RAEIERRAT KIS T, I & OV
TN e KEERPRE - KEVCBRE R OWAE(T ), RS <O HIRIICOV

B T BEEOTATHIEIC LV LD R
FAA I -l BIRAREER BEAFZE T - B RBOWHEICHB L= 5 <220, o7
et ¥ —FHMEE ~ = —ZHWTH - ORI S EZH 5 )
BH R ENLERGLRMEAENEI-Z KT ol bic, HESSICEREND T
WS == R Fo R k% (TTX) #2512 HPLC



EIZE ORI 1), AT TIE, HEXTS
Wk 2 AT, B KE A R A k5 &
LT, O THB LIS F~Yy—h—%
HAWTHE - ORI G ZH LT D, £
7o MRS < DERALBIFE I DV T,
LC/MS/MS & V5 Z iz kv  TTX (2
MZTEEREZRKICONTHIERET D Z
LT RV | EfEBMEREA T O o BREME R
FACOWTIL, EBEAC 2252350 S
TV 5 LC/MS/MS ik 2) #[EN TR
FRAT D70, EEAFEEIRO KRS T 77
AREDEHE KMHEAMED HMELE Z D
LC/MS/MS Iz XS C L, BIEEDOH
BREONEETHDL~ U AEERBR LD
FARIZ DWW THREET 5 & & biT, ENRE
PEEFREICBWN T, MANRETXERK
M H R ALV AT,

R 1 ARFREIC DWW T, PS8 A R R
i & /1 U CIRIRIZERNC & 72 2 i 5 i e
RFZERT (MBI 12 & > T R 72 o0k & B
T 5, SeDIEATEE S (H30-8 5h-—
fi%-008) IZHBWTEHEMBD LX) 2D
o kGl Lic i Bat L. &S
WOV TIZE RN O R 2Rk T
%2 EmAlfese, BaE NS fe—F AT
EEME L, — ). %/ a0HERSOEH
TR HTIEIIRTEITHESL STV 7228 |
ENTOHRHFERERFNZNF ) 2, BEEHED
BN T DERLGY D oM 2 eI T
T D

HREIZ X DR O TR 2 2h By
ORNERANZGE C D =012 ABFFE T, I
T B R (v =2 - @) ZRIK &
THRPEBERGRIZ, EDORHADIRECH
N2 A L CEm 2z 5, £72. 84
TG AR — 22— (LT, HP) ok s
NTWBTHKRFEDOY A7 T a7 7 A )0]1C
DWT, BRI ERZ1T 5, BT, HEE
2T 72 BAREICE T o et o 7B
DWTHFT L, R L iS5 ik
EIRET D,

SCHR

1) Fisheries Science (2019) 85:237-245,
https://doi.org/10.1007/s12562-018-
1265-7

2) J. Chromatogr. A (2015) 1387:1-12,
https://doi.org/10.1016/j.chroma.2015.
01.086

B. HFEHE
B-1l. RS OBRERRKEOSSDOHRIE
RO

AR AT 3V TR T S vz @A ET o
KIRT TIZHOWTHNRIEREICEE D S FE -
FEEER 21T\, ARG IS K OERE & b
LFEFEAN 7 7 OB BB ARz D, FER
7 7 D—HEBIZHOWTIL, AR AE TRt
ARERIC R, A, IR, 3 X OVAEFEARIZ
i UL SO EEAHIE L2tk MIRT
FBREF TRLIR D, Fo. KT HIT )
LA EBA LT KEMTEEFITB T
ISR FAELZITV, FREALLSESD
RN ATEE CTHIVUZER 21TV, ML~ 7
OB E FHE T D,

FEREIZHB W T, M L Bbh A HE AR
B~ 7 ® DNA &bt (Gfgo~% 7 —
EERE) L7 A DNA #ftte— X
FIT AN ) HEE AW IEREIC L Y
45, L7247 & DNA Z#Ri L L
T, BAPE N7 7 ZJEMAJE 11 ORR L)
B~ —h—0—HELA (SNPs) %
TagMan 7 v & A 12X V@B THRIRE L.
il - MERR PR ZAT D, £, HEREDOZ < HEBL
T 5 A DT OV TIL, ddRAD-seq %
WE0F ) AT RO ENT=Z50
SNPs |23 < i - MERRHR 24T 5, FH - M
TS RN EED & | BIHEAA BT 2l
KR 7 7 OIS &5 S MR OIRE SR
HERIT D, E o SHEREEAD BT S
iz 4L (B2, e, e, AEFERR) o
WEHEE D | B AERE RS E LR
(2015) (ZHEU 7= L THROMMZIT,



153 5 AT fh AR % B R R L2 K P A AT
GEATICIENT T %,

biEE, FHRR. EHR. TER, MR
JIBR, AR B IR . RIRF IR CERIR S 41,
BIn AT L » CTRFIE SN 7 7B &
OHERE 7 731 107 MR 5 B 69 frifkiz o
WTCAMEEZRR T & (B, AL, P,
PIEL S L < ITFEH) (2o T Lz, AFET
IINT LT iR 7 7 OFEFHIZ OV T,
HROMERE (FLHR) LT, hT7777
X7, d~T70XvaurA 77 I
TIXS TS avLs T IX g AT
7. HERE &MRE & OHERE (R U ASHEE R,
Backcross) & LT, (RT7 7T X~<=T7 7D
M) X o707, (A7 70X~ 770
) X~77, (A~ 7 7 XvavuA 77
DOHFE) X avhhA 77 ThoT,

B D ORI AR, AEEE T
V23N U 7= BN B GRER & 2 e Nr L7 7
EERW, 37206 7 7B X OMRET 7
DR R R, Pl >V i, iRk 2.0
g Tk L. 0.1% FEMEYAHR 8ml ZWsInL .
REVTA X LT, ENEHBEGET M
ML, s U CRIRRE £ Tk, mO0y
BEL C EIE&ENN L, EEARL T, ey
Bricflt U7z, IRBEAARIC DV Cid, Filfk 2.0
g lZxfL, 0.1% MEFAISHR 9ml ZWRINL .
REVTA X LT, £k 95 C LLEDE;
W TR L, ke U CEIRRE £ THA
%, m DBl T EEE 20ml A AT T A
2B U7z, am Dy BECAE U7 BRI
0.1 % MEFRIRIE 9 ml 26 95 —FERML.,
IR, mOOEEL T EEEZKIFE &Rk
DAAZ7ZZ2ZEYL L, 20 ml ITER L
72, T HEARL T, HILIC-MS/MS %y
itk L7z,

BFoNToFER»S TTX HOE &
ZEH LT, TTX OERICIE, LoFEET
LU, & NMR ([ TEfMHT L7z TTX
BEEME 2N\, £D0IEND 5,6,11-
trideoxyTTX <X 5-deoxyTTX . 5,11-

dideoxyTTX 72 &0 TTX g {kIE. Btk
FILTEVHERLVEG N WeaEs
7 JINEL DOTFEME ALK IS & EN D Y &
R L LCER LT,

B-2. EBEMICZY LM vz LC-
MS/MS £ & 2 ENHBEREEORES
(1) 24 MR

A.D. Turner > OFRERC, FHMEH #I1ZB
T HMEAFLI KO LM AT A K74
VEAESE L LT, Byl ot
14, 2087, 5HRE) OFMEIGRER % 32
Jiti L7=,

ABHE, W5l Lo F AR EEAS &
THA AT L, TR E Gl 4k
AW, RET A Tex H5EIK, 200g
PlbZ I —TH—b L7z, RBRICEL
T, REtE Lk 7 4 A 3t H i x
GHELTWRNWI L0, ERICHETIE
— I PR ENRR N EEHER LT,
LC/MS/MS 4y #t iz i 9 5 ik 1. o
Chromatogr. A 1387 (2015) p1-12{ZHE W,
i - BTALER 21T > 72, AT T R v
WX, HFF ONRCHRGEFEAZHEY)E 12
B4y (C1/2, GTX1-6, dcGTX2/3, dcSTX,
TTX) %M, MEIEEYE L. CRM-
Zero-Mus (Mussel tissue matrix for
negative control., A A ~X— A k) X
NRCH % Ao, F7-. BEHRIL, AR
=it (0.25 % B3 80 %7 h="hKV
MZEDHER) . = Y w7 AgEf (R
BT HAN—=ANOHIHIES LT LT
P XA HA_—2 FOFIHHRIZ X D7)
AW, ARBRTIE, BN, RERO
EAME, MR TIR, E& TR, =2, M7
FE | SRR EIZ OV CREE L 72, CODEX
OMREMEIZED LI TNHHAIZ DO
T, BWE L TWD W Lz,

1 FRIMER T (0 R ORI

DT CERZ274-3 A 6 B R A 77 @4

5 A O R A o 2 A R T A R AR R



030675554 75)

*2 BETICERE T ORIEFICET S
RBRIEOZ YR A RZ A4 D
—HBIEIZ DWW T (Ek224:12 H 24
AR A 57 848 15 3K A o R B b 2 A
Rl 255 1224515)

*3 FAO / WHO, CODEX STAN 292-
2008

(2) M-toxins D3 HTIEMRGE, LRI O EHFE

bR 2T A L0 BB L 7M1, M3,
M5-HAL LU, {LFEFETH LN M2,
M4Z EMERERERS & L THWT, o4
DRGEEAT -T2, £70, MBEMEEFEIZLY
FLLTERE T A 2 ANF L, FEHN D
W ITEAL R (HAE, B, B,
filfl, ShERE, ERERD WL, Zh
%, MRS KO ZAT 5 & BAC At
WAL ZVG T DA REMERN D o T2 12D Th
Al

I, AHE S O FER X O Turner
5DOFEEMAEDETToT2, T7b b,
FHEERIZ K 2B U, ~F 3 i %
L7-tk., B — KV v (Watersth
Oasis HLB) (Z# L, [R4FAi (Mercktt:
Amicon Ultra) T# b=k % . ENVI-
CarbTZ U —rT7 v 7 LT,

B-3. WA WEY B REBO S IE
DHEST

1. FREDZOFERD—FHITE2

1.1 3k

WENGRER I, A #r, 72
V. AA eI ET AL, ) FH
TR 7 U E Sy (B HlREE) © 7O
EOZEHWT,

1.2 RAE - RK

(- 220V A A RT BRI
Sigma-Aldrich -8 ORI A2 U T,
L E—/Uid Tronto Research Chemicals
FERLOIEHERIE 2 2, L7 e L Fr
TV RN L7 VT Y v iE Combi-

Blocks fH# DEEARERIL 2 FV o, PIEBIEHE
R LR L (k) o O-Methyl-D-
tyrosine (MTY) % /=, TN Ei, A ¥
J = -7k (101) IRIRICEE L 100 pg/mL
DIEMEFREZFH L, 202 H 2B Y
VIR, A RT W, AVE—)L LT
IV TV R LT INVT YD
5 DOREMEFIRARG L, A%/ —/L K

(1:1) BRI THINL T 10 pg/mL @ 5 fl X
D ZBIRGIEERR 2R U,

V72 10%(w/iv) TCA %,
HNTAT AT (KR) BOFEEREEZ VTR
B L 7 BEVER IR O A BRI FI VW 72 2% TCA.,
80% A ¥ / —/VIEHRIX, 10%TCA ¥R 20
mL ([ZA %/ —/LZ&1Z T 100 mL IZEZ
LG L7z,

B — MU » ¥, Agilent
Technologies 1% ™ Captiva EMR-Lipid (3
mL, 300 mg) & L7z, FHEEICHN
713 5 BB IR IT, B L7« v AFEHESE

(BR) o> APDS ¥ 7' 2 — RIZ 9 Feik
WA AW, FE R baEEERIL, Waters
8D AccQ-Tag™ Ultra Derivatization
Kit (RO NI V6T 2 )% /7 U jb-
NAZ A4 IPA (AQC) 3mg %. [ v
MEBOBAT £ b=~V /L 1 mL (Zf#
LT, 3 mg/mL OERZMREL THW,

Z OAFBRE IR O K Y LC-MS/MS
HECZ N T AL, TR D7 R
B ST LC-MS & Fwvwiz,

1.3 &

BEVTAF =T, k) ~A7rn7y
7 e =FF o 2a har NS-51 (¥
Rl —&%—% 7 b NS-10P (10.5 mm
o X140 mm)) ZHW-, TAITav s
bt — 4 —|3., Thermo Fisher Scientific #1:f
@ Reacti-Thermo™ Heating Module % /]
W7z, LC-MS/MS #:i# 1%, Sciex fH#l D
Exion LC AD -5500+ QTRAP Activated
Z Rz,

1.4 LC-MS/MS #I& &4



XD ZF 5 oy L O EREEYE 1 %y Ol
ESM%E B3 & 1-1 KU B3 % 1-2 [T/”RL
776

1.5 AEBRAK O

D Z OHHTIE 2 ORBIFIARIE D
WS %2 . B3 Scheme-1 (278 L7=,

1.5.1 #hH

k5.0 g % 50 mL R Y YL
(PP) Sl DA ICE V£ Y | 10 pg/mL
DONEBEEHRE (MTY) %K 0.6 mL Z 30 L |
JEFNT% 30 /MR E L=, 10%TCA ¥%iK 10
mL }, QA %/ —)L 10 mL % 12T 2 53
REDFAALIH, REVTA F—DFH
AL ) —)VTHD, SDHICAZ ) —)v%
PP #5E yb B o 35 mL OFERRE Tz
7o . 2,000%g T 5 4yl Ly L.
A BO0mL A A7 T A |ZEE o1, EL
RS OFEHNC A X/ — V% 15 mL Nz T
IR, IR, 2,000xg T 5 4y Oy B
LT, BEEZRY DA RT T 2ailiD
H, AHX ) —NVEMZTIEMIZ 50mL & L
776

1.5.2 HEH

iR A 2 mL Y | = O0EE (10-15
mL %) (k& v k L7z Captiva EMR-Lipid
J— KV v VAR L, HiR, 1,000xg T 1
SyfEiE O EE L IR A Clz, 20—
MU P ERIOREOREEICE Y B LT,
EDICHHIR 1 mL A4 L, IEHIRZ TR
L7,

1.5.3 FHE MKk

2 mL OARJEMEAERF A H Z ABZ 7 )
2 —/NA T T, B.1.5.2 BRI TH LR
MK 100 pL 2 B0 £ 0 13 O FEFEETR 300
ul Z Nz TRMA%Z,. 5612 AQC RIEEIE
(3 mg/mL) 100 uL Nz CTRF L7z, A
7V a—Fx v 7T EHADTHERAK, T
vy e—%—7T 55C, 10 Rz L
7=, SRR L7, /K 500 pL % AL CIR
fML7eboZzBREEE Lz (001 g
sample/mL),

1.6 EE
BRI ERR ORI, LT
iRz 9L 7=,
@D 1 pg/mL 5 fE & O Z R A TEHEATR
(2%TCA, T75% A ¥ / — VIKIR)
10 pg/mL 5 i & O = IR AIEYER K
(50% A & /7 —V¥#E) 1 mL KO
10%TCA AR 2mL (2, A X/ —/L%
MMz T 10 mLIZER LT,
@ 0.1 pg/mL 5 i & O Z BB O EAEATR
(2%TCA., 80% A ¥ / — VIKIK)
1 pg/mL 5 fi & 0 Z HIRAEERIT &
2%TCA, 80% A ¥ J — VIRIE T 10 %
AR LT,
@ 1 pg/mL WNEBIERE (MTY) %K
(2%TCA, 80% A % J —VIAHK)
100 pg/mL WHIAE#E (MTY) %K
(50% A & /) —VERiK) % 2%TCA.,
80% A ¥ / — /LWL T 100 fEAR L7z,
O, OKV@%IEE L, 2%TCA, 80% A
Z )=V THRT 5 &Il2k b, N
A (MTY) 100 ng/mL Z#&HT 5. 0.
10. 20, 50, 100, 200 ng/mL @ 5 fiZ ®
CHRGIEERREAR LT, ZnbD 6
¥R 100 pL % 2 mL ORGEVERLER 3 2 H
FABMA T ) 2 — A TIVZEVERY | B-
3.1.5.3 BEMILICHE > THEMRI L= B
D % fgmp AR IR & L7= (0. 1. 2. 5,
10, 20 ng/mL), = Zi 5 uL & LC-
MS/MS IZVEA L, A RS U e Tt
BRI, ZOMD 4 s IINEEE
& DOHEFE Z RO TRREMR A R L TR E
Rz,
1.7 4 A ALk O SRM &40 ik
BHEOTOA A AT, =L 7 ha x>
L— A FALIERY T 4 7 — K (ESIH))
TTolz LAHY D SRM S0 ik
{Bid, BEMEF R A A %/ —L - K (1:1) iR
RICEVEEARL T, YU URTIT
ka4 72—V g Nk WBEESITENC
AL T2z, ZOMORRTE, 7Ty



A AX ¥ PHEZEZTV, B LTS
SIvE m/z 171, 116 DA A I2HOW T,
B.1.6 FE TR L7= 10 ng/mL OFEK
bt DV A AV, LU O FIE TR b %
1T-o72,

O DP % 80V IZ[EEL, CE % 10-70V *
T 10V % AT, SRM &, (m/z116 X
30-90 V)

@ WA K L 72 -7 CE &38R,

@ @T#EIRL7 CE ZEE L., DP % 30-
110V & L C SRM HI5E,

@ HREEN K E 72> 7 DP %33R,
2%, EP & CXPZ 10 VIR E LT,
1.8 WANEIEER
B-3.1.1 BB CRLEEDZ 5glc 5k

O ZHIRGIERERK (10 pg/mL) KON

e (MTY) iR (10 pg/ml) 2%

0.5 mL oW L, IBFt% 30 4 E

L7ebO&ERMEEE L RINBE @ 1

mg/kg), £ DT 3 [EFHTOERMENGE

BrRA21TV, B-3.1.6 FEE CTIER L 7- &t

TEE LT, RRFCT T v 7R BRIER L~

NU 7 AEAELRHE GREF 1 mg/kg FH24)

AL, EFREGETOIV - OREL

HENZEB T D~ MY v 7 AOR8% 70 L

776
2. HEEY OEERERE 2 AR

BREMLERRR (T by, RaRT I

¥)

2.1 #¥
AR B = M SR (R B o BB R ER R & L

T, VU Faoo FTisEirE A UD

TE D (BEEID) &Ny Y Faa ot k-

WEEteFADI— F Y —R (HHEEEO)

AR U7 GRS EIX B-8.2.7 EEEREH

DR, NV F=od, 202144 A 18

A I B PN O (LR CEREU% , -20°CLL T T

B L ChHhoTmbDEFER L, £7-. A

THETEI EFADI— MY —RITLLTFD

BV L THWE,

QxAURLTIE) -

(JFAEH =R 700 g, =22 300 g,
WH ZF KREUX2 (9 gX2), TFiM
RKEL3(12gX3), LxHo2wWw K&L5
(18 gx5), W KEU 4 (9 gx4),

B A RSL 6 (18 gX6)

(EE) SR =03zl
Too TARTIIKIZRELTHShE Lz,
TIA RN TEMEAN, KR EY) o
AR EMZ TS, AR EboTX
o= bz Tz, SN
e LTE L, eI, HR
MR IRBDETEZEL, WO TEE2NZ
77

@ FADI—FY—Z

J5stE) = —hrY—2 (N #HDOL FLE
PAdh) 260gX34E, 7 A 400g, AU —
THMRKI U X3 (12 gX3)

(FREE) FRAZ ARG LTc, 7T AR
NCAV =T HEAIN, TARAEWD,
I— M/ =R ANTIEDT,

2.2 BE - RK

FEESA T, B £ 7 ¢ L A FERE (BR)
WOT b o URBE KT R A 2R T
2 U BALKFERE K E T, NEEE
el LC, BERNMKERILEY DA 2R
7 2 v-d3 BAb/KFEmEYE (Tront Research
Chemicals t1:#) Z M7=, &K D
HERAHBE L ETHEL, A% —iZ
WIRLC,. 7 hrbEy, AaiRI I, Aa
RT3 -d3 & LT 100 pug/mL OFREFEIZ/2
LRI LT,

10%(w/v) b U 7 v a g (TCA) %, 7
NTAT A7 (BR) BOFrkatdE e & & v
TR L7z, R — Y v ik, Agilent
Technologies 18 ® Captiva EMR-Lipid (3
mL, 300 mg) % iz,

Z O FERE R O FH K OV LC-MS/MS
HIEC W T ARSI, TR DI R
B X% LC-MS A& vz,

2.3 &



AR 5 ] L (AR O AR R RUR O BT
Retsch #8777 1> K v 7 A GM200
O (BF) Hia—ARLr—yv g vl — R
ot v % —PS-3000S & H W7, LC-
MS/MS HIE DB &5 HrEHT W iR
t ~ Y VI ERR O E A N,

2.4 LC-MS/MS &4t

B A OWESMZ B3 & 2-1 X1 B3
F 2-2 1R Lz, aBRes i 3] akiER oo 254
BADWIESM A B3 %K 2-3 KUV B3 % 2-4 12
T~ LT,

2.5 REAROFRR

A FEA ORI R E OB % | B3
Scheme-2 IZ/R L 7=,

2.5.1 HiH

B 5.0 g 2 50 mL o PP Sl Ok s
ICEDERD . 10%TCA i 10 mL M 8 A
% ) —n10mL Mz T2 0MAET A
X LTzte, REVFAF—DOHEAZ ) —
LT, &6 AKX/ —)v& PP im0
WHE O 50 mL OFERRE Tz 72, EERR
k. HiE. 2,000xg T 5 4y M OB L.
FHEART AR, A¥ ) — L%
A CTIEMEZ 50 mL & L7z,

2.5.2 HEHL

K A2 2 mL Y | w0 (10-15
mL %) 2 v b L7 Captiva EMR-Lipid
J1— kU v PICAR L, iR, 1,000xg T 1
SyfiiE OB L ISR A iz, 20—
N PCEBIOT T AROELREE (10
mL &) [ty FL T, 5K 1 mL
ZAM L, FERICE DL TR LR
HiREEY |, KEMMZ2T10mLIZER LT
(0.01 g sample/mL), Z DK%= 0.2%
(Wiv)TCA. 8%(vIV) A& J— )iz L Ve
FRLTb O BREiKE Lic, AT L
IIATEMEAERE 2D TT T ASA T v %
77

2.6 EE

0.2%TCA, 8% A % J —/VIRIET 1. 2.
5. 10, 20, 50 ng/mL DFEAES L 2 FHHL L |

ZFhZh 5L Z LC-MS/MS 2 EA L., #E
SRR 2 VERR L CIRE 2 R D72, NS
YEEOB AT, BE 0.2%TCA, 8% A %/
— VIR AL L 7= 10 ng/mL O A 2R 7
- d3 WEBIEYERR IR # . HPLC O A — k
7T —=Th5 uLFEAL, T hrE
A aRT I ENEMERE L OEELZ RO
THREREZIERL CREZ KD,

2.7 BB OFRR

FERERRID

NYY RaaOlFE (MTFXER) %
BfE%., RIATAAFET7— K7tk
= HWTHERIEL, 7 e &
AaART IV OEAREE B-8.2.5 RBRAK
DOFRBUAE Ml - R L LC-MS/MS 12
IOMELE (7 b 245 mglkg, A
aR7I:7.0mgkg), Ziak 300g &Y
RO, BEm L2 AUNLTIEH 435 ¢g
IR LT, BRE & RBRIC BRSO L7
b D& B —bakEE Lz,

FERERRID)

FFEOANTY Raoo B (GEL %)
AWAER, 7— R ey —THhHikL. 7
hepErERAaRTIIVOEAREE B
3.2.5 ABRBEKOFRBITHEHlH - KR L,
LC-MS/MS Ik v lilE L7 (7 hrEL:
225 mg/kg, AR T I :127.6 mglkg), =
L& 200 g BOVEDY , HliEkm LT AD
I—hY—A700 g LIRFILT-t&, HWIRT
7—FR7uty—2HOTHHLEZLO
¥kl E L7,

2.8 FEHERMEIC X 5 BHERAR O fE
5}

& 5 Lt EARIEIZ LV kD B
NiBERE o7 fpv b 2af T3
CORE (xmgkg) &b 2, REHOR
IEEEAY 0, 0.5x, x, 1.5x. 2x. 2.5x. 3x
ETREICRDEIICT bu b AaR
7 2 v aR RN L 72, B-3.2.5 &
BRBROBBEICHE VL - BRI L, LC-
MS/MS (2 £V 3HF Uz, BE OUIEIC



T HE—IHEE ey LT —4 %
RN ZHRIECLVERERL, 20 x 91
D OIHR P OFRS DIREZRDT, F
7o x YU/ OREMER IR L LT 2571 &
FLDHZLITED, 95%EHERAE KD T
AW & L,

2.9 H—HRBR, ZEERR

AR OR VD@% N2 25 ¢ T
BORY, 24 ORI =F L BRI IHTE
D37z, 2025 6 HORRE T H A
IGRIR L, 1 Ao E 2 AT o0 HR
Bt & L7-, Thompson 5 DHE VKt
N, ANOVA (12 X Kb 7= R E I O FE (R
7= ss & Horwitz ORISR OTZ0p 25 &
(2 —PEZ R L 7=,

BERE A 12T FEMIM (45Fn 5 4 10
H2H~12 H 28 H) DOHIZIZHBWT, &
FABOL @O brbE Yy, AaRT I
vE2OHMTTCERE L, BEEEHIE £ D
JITE st BB 00 S I i v o0 22 TE 1 % B
i L7z,

1) Thompson, M. and Wood, R. /.
AOAC Int. 76, 924-940 (1993)

2.10 77 v 7 RB

R A IR\ CL BRI O O FR L
WEEARD ZIFE 9 L EEREQORALC
MW= 20I—rY—2%, B-3.25 &
BRBBORBE I L v - BRI L, LC-
MS/MS (2 L 0 538 L C HhiE Y — 7 O f 4%
ZWEN DT,

2.11 HER=EM[ILFERER

FEha LS 5 4 10 H 2 H~12 H
28 HOF 3 MAME L7z, 10 A 2 AT
AR OR@% 10 #ECEAA LT, 12
A28 BECIz7 hutrbrakrRs I
Z2QOMTCERLET — X ZNE L, R
BB E 7 v — R FE—CTh -7z 10 #&RE & |
E 51Z LC-MS/MS DO#FRLIA DS54 4
FCTRH—? 6 #EDOT —XIT>W\ T,
Cochran #7E & Grubbs BEIZ L Y #h Uil
EEH L BT, BIE (%), JHMTHEE

(RSD:%) K OV=E[EHEE (RSDr%) % 3K
7=, [EILRIT B-3.2.8 fEERINEIC L B
BB OE T TRO - E DM OHEEHIC
T LHERMEOVHIEDOE L L,
HorRat fEITX =R E (RSDr%) & Horwitz
DA TR SN D ERIFEE O (PRSDr%)
DL Lz ZNHD 4 DDOINT A—H —
# B-3.210 77 U 7HRBRICL VR
PEE & BT, BHOKER DOOHTEDRY
PERMERRICEIT D204 K74 > 2 (LLF, K
BDHA RTA ) ITHE-> Tl L7z,
LC-MS/MS D#&fE LIS D 53 #7 St 53 A
—Th-o7- 6 D S H 3 FERIE, NEE
WERHIEZ T 2RI W TH SN H -
7o, PNERFEYERG I oA 1 X 5 E Bl
D HIT 5T,
2) ML ZYEMERICET S
TA RTA o JBEMOKEER . FHoT
10 H

B-4. B RBORTHEORAEMH
EROQ TERBOIV R 7740 B
#

(1) =M XL DB mOMERIZONT

JEAEGHIEEE CERk 10 FLRNIEA
BEAE) o [RERFEFEEE KOEAEYT
BE R — = ORYEMAER (R
ffEss : B 5 9 H) I TARESNEF
BHEED OB, MR RE (SSEYD) &
JRIR & 3 % Fe kA filv e U CARBIFE O 3 At
Gl LT, 72, TR fiegre LT3
L7,

BHREFEOBAMITICSH -0 . FARIRIZ
DWTITEATEE ~BEFHFORE L
{Tol-BIREN BT 2H0EMNRE L, &
5D JRIK & 72 o To @ ERE T DV TEL

HeEE ] LG SNT-FELEDT,

- RS PRk 4 4F 34 B ~T0
44 64 %) IS TR HSSE
Gl

- R[EHTRAENFEITE DR



- REMT B IR OHBERRE B
(2) ¥/ =mikrRPROEERE 7

L bk

BHRHOFK 25 FhEx/ 2k, £
o EAEN LS LT F ) 2 b L
RWEIEBETRETOINEO R T Ly
FOERCAE BER LT, FRIC, %7 =34, O
2L, DI DIE BE VoS EER
AL A T ER IR U CHEHAE T DM
WD Lemb, X/ aLtmgflx/an
KA ORFRZ IR L TIEWVWEMD Z &N
TEHEIITHEELT,

ERICHT=0 ., X/ atgHx/ ak
HICHFEAY % B L CHis IC Bk 2 R
LRI RTHA T DL, FHEALO
FED 3020 09 < R 7R BT i %
HTAZLic L,

N7y MIHE# LY 21X, B9
BOREMFENR L NEHY ) aL, Tbe
LT WEHT ) a2 @R LT,

TERIERIE, %/ aOHEMFE (KMER—
et AR L WREATIEE) OB
Whob & EICTRREREBE T 2
8)

D BEAGEE TBEREDOY R a7y

A V]
https//www.mhlw.go.jp/stf/seisakunits

uite/bunya/kenkou_iryou/shokuhin/
syokuchu/poison/index.html

2) RGBS [H¥x 2l X
HEELELE I
https!//www.mhlw.go.jp/stf/seisakunits

20 =1
R i

B
IJL:{‘ Pty

uite/bunya/kenkou_iryou/shokuhin/
kinoko/index.html

DBNLNWEDIHFEEDOIANAYT 4K
W, FmoArt (2017)

4) AT RR il 7 — 48 AR
DEDZ, hEFERE (2017)

5) X bLRThOMDED I, UL ERE
(2015)

6) R H A X 1 - T, fRELE
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(1987 - 1989)
) BERHET 7 4 — L R R X H
ARKOFEDZ, (BR) FEB7et (2010)
8) Index

https://www.indexfungorum.org/na

Fungorum

mes/names.asp
THRTEDO Y 27 Fa 77 A )LV DEH
TBRFEOV R T 774 )V] (FEA
FEE HP \ZHE#E T ED =D, 148 (5
SAEFE) ([ZEAEE O/ T ERYEE (B
I ATERE R R AR 2R Lk LT
RE L7 PRl B e > THRAMEEX A K
Jiti U7z,
FEHNEL, ROX ) 2 KOS O F Y
FOMFEWH IO b EAEEETTo T2,
<X A - BE  RIER—JEE, RE
T, WEATEE
X aDEMSy AL L
C BN ORI I T
COPHTIE RS

(3)

(fREE~DEE)
Briz7a L,

C. MERRLELR
C1. #ESSOREERIKE RS S D@
b RE (ki
(WFFEAER)
FZR)IRBRZEE ISR T 2 BRI
BWTIE, 2023 4 3 A~4 HIZHEFED O
KB IZ BV TEYME S L7z 5t 402 k%
BRI LTz, ZOREE, SEET3E (M7
T =TT~ 7 7)) 370 K L HERE &
B A2HEAH 7 7 32 @RI T 6
7=, A7 71225V T, TagMan 7 v
AL DM - MBI AT o728 2 A,
16{EES b5 7 7 X~ 7 7 OMEFEF— Y
(F1), 16 [EAN N T 77 X~T7 7D N7
7 7~ O R L (BC) LIRSz,
D DOFRERNG MAR)IREZHETICE
D MERE O IRIERIL 7.96% & HEFH S T,



RSB ICB I 2 MR EICE
WX, 202847 A 5 HB X6 HIZERE
AT S - E 6198 JEIR 28R L=, &
OFER., SEEKT 8 (aviha 77,
aAFLTT AT T T e T,
I¥ 7T v~T7 7, NT77) 5653k
L MERE & O SR 7 7 545 fERIC
gFbn, BEAHT ZICONT
TagMan 7 > &AL D8 - MR 21T
Sl T A, 282 HENI~vT I X ay
YA 77O FL, 25T AN T~T7 X
I AT TDYa v A T 7m0 BC,
AR ae 7 X auh A 770 F1,
VEER~ 7 X <770 F1, 1 f@ER
I T IX a4 770 F1 25056
Nz TG OFRERN D BEHIREAIETIC
B DHEFEOIRMERIT 8.79% L HEFt STz,
T/, AHEEOPRHEIC O THERAZ < H
WLizvavhg 77 ad~7 7OMARE
DENZHOWT MRS Gz 4551 BRI
DT, ddRAD-seq {EIZ L W RS2 7
J U A K72 SNPs (& B - HEfRH B %
11272k Z A, 3395 AR BRI AR
vavutA 77, 675 NI~ T IX v
a YA 77O F1, 347 BRI B A
Prigd<7 7 132 ARSI~ 7 7 X3
U AT IOy a v A T 7~ BC,
2 RN T~ T I X a vt A 7 7 OHE
Bt (F2) SHmlsinz,

B EMERICE T 2 BEMFHAE IS
TIE.2023 4F 11 H 16 B2 7 7 ik Tifa
18X TGt 96 R AR LTz, 7ok, [l
DR R I I S (AT A C IS I |
7 T OHERDNREEIC L > TIThTHE Y,
IERERIRIEROHEEIL TE oo 7208, I
EHEEEIC LD 1 BIRTE OMEFEIRE R A HE
W EHiz, BEEITL MR Y 7 03k &
Nleb kGBI, BHVIChT777EL
THEE 7z 96 fE{KIZ DV TagMan 7
AT KD - R AT o7 2 A 1
RN NT 7 7 X~7 7D F1, 2 E{ER k
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T ITXT7 7D KNT 7T HE~D BC &
HRIS T, 2D OFE RN S | & B IR
HicBW T h7 77 & LT Ictsnz
RIS I 1T 2 MERE IR ERIT 3.13% & HERT S
AN, Eiko LB 2 HIFRERICX
LHERE T 7 OHEBRE OBIAETH Y | /N
D FTREMEDS BV,

PR RBEZEE T, B IRRIIE T, B
X O%E B AR THIC 31T D HERE OO it aEIR
DA T, ZFhENFERILA EAe - T
W, FFL BZEE IRV TR, BRI
X H8EYTH Y | WERMES 1T X0 MR
7 IR EN T W, D E I, KAIETHIC
BWTIX, HICBWTHERE 7 71338 S
DT LI KEMTHEFLITHEA SN,
TN TH % N C 5 HLER R ORVE T Cigghll -
PR S v Cunie, BB, FETIZREWT
X, MR T ZI3RER I Lo Th DR
fraiieb &, =N N7 77 ELTHEDY
T b TWe, AEEFEOMREILT
SR AYIEESY e

A HRCCERAE S VT B, KEEIN Tt
R EM LRI R, B X OEESE
s B AL AT AR ST AT X 0 Rk X7 BN SR
TS IR I HERR SR\ ChRAN S 7= fE ik
D955, DNA ~— 7 —IC & 0 Mifd & op)p) &
M= Et 82 IR DMk (B, fhiAl, T
gk, AERERY) K0 A EAREREHE
i (2015) (ZHE U 7= L TR 21T\,
15 B AT fh H R % MR ETAN F L2 oK PE B AT
ZEATIZ AT LTz,

(BL)

AR S T2 3 MR L OWESE £
TIZIFHE ST 6 HLRIZ I DAt o
5. SRR T 7 OFERERSCMERE D
IRFERPLIT IR IC L > CRES BAD 2 L
BN o T, HEFEOIRIE SR IR
SUAETIZEB W TE < (8.79~16.50%) . K
KT 7 DOWERED L A ECAL A IC 3
WK 72 (0~0.15%), 7=, AR
& AbiE O R 72ALE I & 2 A H R TIE



MEREDIRMERIT 0.15% 72~ 7-, F)IIR LA
HECIXIRE~ 7 7 DOHLDETHY . =
D &9 TGP CIRHEFR 3R D T 72V M )
Nholz, —H.vavrA 7 rba~<wo s
D HEFE D 25\ B 3 IR CIIHERE D TR S8 38 H3 22
HLTEL, £ R3~5FEHED 3EMOM
HT.ENEH 13.35%., 16.50%. 8.79% & |
[F] U 30V T HAREE 2 & (IR R AR
ELLEHT L ENRPELNT -T2, £,
B BRI 38 L ORI oK PE Hi &
v H— XD RBORUED B o T ARSI B
(HE/KE) 72 El2BWT, NI 7 7 % E
KGR LT DREOWRBM, NTT L
TV DOMRENEZ GEENLTEBY, SHIZE
OHIZIZ N7 7 7 HFmO BC A& ETW
HZENHLMNZ o7z, LED X DIT,
R3~5 FEEDOREICL Y, RERT7 7 DF7R
REGT HUZ 35T D HEFE 7 7 DIRIE R &
N VASSY

Al BESINAETICB T3~ 7 7
L a vt A 7 7 ORI AR R G
MFEREOMEREOFIZ, F1 L0 b S HITHEA
TEHERE (F2 X° BC) IR FHSEIR U > T
WBZERHABENI o T2, ZTDOZ i,
2012 £ 5 2014 2T T, KIRIRSCME
BRI CHTE DO MERE S KR ERAE LR,
MAEDITEALIT F1 THDL WO ERL
FRE SRR | MBS i H LI
FCTHATND Z EAURB SN, —J7, T
FHTAIRG DR S Vo2 % 5 F B 1
WCBWTIX N T 77X~ 7D FL E T
TIX< T 7D T 77 IEA~D BC ) 16

R ORI SN, 22 CTHAHERS N
HARBELUBE CHATHAS Z ERRIBIN
7=,

HERR 7 7 OPRIEIRILOMRETIE, <O
BAICBWTC, RIE SN HERE 7 71X, di
B W TR 7 7R » TR S
WCHGE S, KEMTEHEECWMASNT
Wz, REEM T 3EFHS T, 5 SUBRE O

BTECHME Y 7N RS T\ &b,
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A L7 i Tk, MERE T s ST
WRETREME LTHiET 52 &3 & A
bivd, —J, A EFHE L7- 0K R E
EfOREN THY, FkfaThD T T
ThERL~ 7 THDT7 TRHLTHoT2Z
END, NI T TR ERIG LT DI
T, MRS ENETIRES TV D
IFRHTH D, ek, SFEOFETIE, D
R EBANBRRIFETIX, T T 7L
~ 7 T OMEREIKEIMN T 3E 78 SIS
. BERENTHWD Z R LNIT/R > T
Wb, NI T T EFexG LT HIERET
X ESREMRETO X IS, iiEEICKET
TORNCIEELE PR L PERT 25602
<. F72 b7 77 FEN 7720 E &I E
WELS THET2FHITTE R0, D720,
HEFE DU - JEiERI 2 R T 5 72 DI,
IR ) OB T AER IR DI EEF D ) %
BCREREZFEST DL, [MOH0DFAL
Th#HLDODVEND D,
MR 7 DF T (RS & BE)
HILIC-MS/MS 2 L B 0T DfE R, 77
BLOMR 7 7O/ &1 TTX Bo&H
FEEFME A 58272 o 72 (C1-Table.1),
FizonWTliE, IFEFeTCommT, 10
MU/g % BRI D EENESERO vz, &
BIECTORKENZ, 2T 77X ay
WA 77T 231 MU/g THhoT-,
WENCRBWT, b7 7 7 ORITRAFRE,
~ 7 T ORIFMERE N TVDHA, K
TIITX T T ORMETI0MU/Ig x5
ENRRD BT, 0 &id, BRICHE
(2017). % (2019), £& (2023) 53
BEICHE L TR, —HOREHLOME
INHEFE 7 IR STV D Z & 2R
LHDTHDL, LIRIKOHDANF L0 f]
WIDMEE L 7ol v 7 X< 77T
1L 6 MU/g Tho7o, AT v
J DRI ERE, ~ 7 7 O RITR AR AT
Lo TWAED, ~T7ITXNFTT7T7DXK
212, 10 MU/g % R 2 fEEO HEL fath



SNb, BEEEZBEL. AT I XY
~ TN BT LT —HILFTRNEEND,
FRIZ DWW TiE, 2 TOfERT 10 MU/g
Z Flalo 7=, BEEOREER L OBERICER
W, NS 10 MU/g B4 55 R4
BONEGERH LN, T—XEREETD

EMFA T RICHE L TWAD Z SRR LT,

FRIRIFICEOBITNEE TV D H O LS
N, KR¥H  (2017) X, =27 70
BEARRTE 2 Lhle U, A O B2 TTX
GERNEFTLZ 2R LTCND, L
Do T, 7 7B W Tid, iR D %%
WIZ K BIEYREE S Z L, IELWERE
BHTDICEEEEZ OND, BEIZBW
T, MREREIC A FERALO 732 RIS
1795 Z D70 L9 JiikEEHWGRE
IZATH Z e SN TERY . @E Xk
THRER LTS,

FEERIZOWTIE, &2 TOEIRT 10 MU/g
R DBIRITRRO bro T,

7272 L, BIFEEOARFEICB VT 1 MRIE
DBDHH Lo TNz a® 77X g
YA T T OMRET 71X, SEEATFLE
ERBT R THETH > 7272, R RO
PR LI ol-, aF 7 7 OREHEIIRA
RATEEOHBINLTEY . LD X I ITHEH
NEDVER DN HERR 7 7 | ZHk & S 5 ATREME DS
boHID, SHLEENKLETH D,

PFIEIZ OV TIE, IZIERTOMT 10
MU/g % LRl 5 EKAZRD Tz, BRETO
BARMEIX, S~7 X avHh A 70T
575 MU/g Th - 7=, BERIZE T, ZFEh
FED T 7 TR\ Wi & RO EIER S WS Z &
DEEINTNDD, (v XTrauig)
Xvavuhag 77T, ZEEOHEKEID L
BB TR B S N2 B IR O1E 5 CTRED
FEo>TWE, (w70 X<w70) X~<7
70, 1RO & 2r > 7228, 9.3 MU/g
L7 10 MU/g % Flalo T/, (Rl
TEHERIN-I~T7 I X~7 7T 253
MU/g Th o772, HifEAR T 10 MU/g %
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EESATREME S & D,

gl >W\WTiE, (FF7 77 X~<77) X
N7 T (=70 XvauAT7T) X
I T, avITIXa AT Tk
br< MEREL~ 7 C. 10 MU/g %1325 )2 kAl
HEEIVDRE SN0, (ERTOBEH LR
O MLEASTE] LW S o) B 2 B
Do

TTX OHERFARIZ OV TIL BRSO
WD bDD, BY T ANLBRE ST,
TTX OIF5, Bl S kL, 4
epiTTX, 4,9-anhydroTTX, 11-nor-TTX-6
(S)-ol. 5-deoxyTTX. 11-deoxyTTX. 5,6,11-
trideoxyTTX, 4-epi-5,6,11-trideoxy

TTX 5,11-dideoxyTTX 6,11-
dideoxyTTX 4,9-anhydro-5,6,11-
trideoxyTTX 4,4a-anhydro-5,6,11-

trideoxyTTX Toh 7=, HFEZFEIL, TTX
DA 1 & LIRro %% % (TEF,
Toxicity equivalency factor) 7% 0.01~0.17
EEZOND, Lo T ERE LIEREZEERIZ
*fL T, TEF 3% U, & /EMIc#iE 2
&L TTX Bafko 8 FILA LA Tz,
ZOZENS T EEET DERICIE. TTX
DIHTRFICE=H T TE DI ENIRE
STz,

F7o. B LURHEREIZ DWW TIE, AEREES
Hr L7= 69 MARIZIN 2 T BIAEEE S R &
INZ 51 129 MR 2 gt Lo & 2 A, 23
DE—MWREBHIPRESEDDLZ LT
<, RMEFTFITBT HEALOH FHIEN TR <
MR SD Z EDRIB S LT,

C2. EEMICXYENFEMS
LC/MS/MS #ic X 2 ENEBEREEORE
N
(1) 24 PERFm AR
R T 11 A O TR L OE
£ FRIZDOW T, C2-Table.1 12777,
VRINEIGERER 1%, 2 JREEIC &0 90 L 7=,
fER A, C2-Table.2 [T/~ IABRERRIC



LB ER T, HE 78.3~105.3 %, HHTH
FE15.0 %LL T, KL 24.1 %L FCThH -
oo 10~ PV v 7 2B (REZTHA
FHR) Tix, FE 69.4~101.8 %, (TS
FE13.1 %LL T, KL 24.7T %L FCThH -
Too SHIT, v MY w7 2RER (AT %
A HA IR &2 AWBRICiE, BEE 65.6
~93.2 %, PHTHIE 13.1 LA T, BNKEE
302 %LU TFThHolz, ZH5DREHE,
CODEX OVEREFHHHMEIZED LTV D
TR, E& TR, =2 (BUGE) | =N
FEEE D EHEZ i 7o LT,

—H T IHRETHAFD 7 78 TTX 1%,
R R 2 W2 ERICB W T, 27.3~
38.2%DEINFKTIH > 7=, FIEEZ~ F
v 7 ARER (LT VXA HA KR <
ERELIEE DA 34.7~49.7 %DEILE TH
ST, bV w7 ARER (K¥ T4
FHR) CTERLIZEZ A, 57.8~T74.0 %
DEMLEN G DTz, TTX AR 2 IR
LT~ U v 7 ATHRL, F—EEIZ
BFser—7xz U7 akiGLIZEZA, <
U w7 AFRTZ Y TER/NS W &R
o Tm, DXy, TTX %,
LC/MS/MS HIEFRFHZBWT, BRE T HAH
D~ FV w7 AT X DA A AL O
BT TWD I EREBZ LI,

~ N w7 AREREROCDLERIL, A7
VXA TAERETIHAD N v 7 AD
ENRL L L EBE L, @~ Y
I AEBRIRTDHZENEE LN EEZDL
o,

F 7= AR ER Tl J. Chromatogr. A1387
(2015) p1-12 {29t - T Supelco 1> ENVI-
Carb EAH A — MU v U & HWIZN,
Agilent 1:® Bond Elut Carbon [E#+H % —
Vo PEFERLEGAEICE W TSRO
BERELND Z LR LT,

(2) M-toxins D/ HHERRGE, FHALHI O EFE

AFLE# bR Z T HA (2023 4 6 H
~9 AHE) 1BV T, M-toxins (3915

-
—
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EBRN E BRI ThH oo d, HiE L
RICIZEBRE L TN E R T 7,
—J5 T, C hF o0 GTX B, STX $%
DFZRSTIE, PR, B, fR, AR,
AEFEONT IO DRI SN, Z
DX, MREBINMEKFOT T 7 b
AT HELT AT LI VTR,
M-toxins ~DZEHLN 72 I TR & oRIB
ST, £ LIS K o TREM O EsERE
MWEIRND Z L% 2 b=, M-toxins DA
& EOREIL, KRR (OH 5 &2
ETHY . IR S LD RTOTE & ik
LTCHEL 2%, BENOREHEA =1L
L C. M-toxins ~ & Z&H#i95 Z & T, K
TR T <20 | (RS~ DO AR S
nNoEEZLND, SEIOEHARZIHTIC X
D . M-toxins [ZARMCHEH STV —F
T, HOBREERRNIZEEL TS Z &Y
LN IR0 T,

Fio, SRIORBRIEI HIX, i M-
toxins & BbiLd v — 7 NEHRME S v,
6O M-toxins [XRTFEEIC~ D AR
#BR & LC-MS/MS & D)2 TEdf L 72
K& 7> TWDRREMER H 5,

C-3. NAKOE WS B RE O OHE
DHESL

1. FHEEDZOFRT—FHITE2

1.1 LC-MS/MS HIE &4 D&t

1.1.1 BE&MF

k7 IO LATY > L AQC #FHiEK
b8 4 iy Z RRFIS T 272D, S0t
T LT E YO R y ORFICEN T
Phenomenex f:® Luna Omega Polar C18
EER LTz, BRI O 7 o~ 7T Al
BWT,LAAL Y v EZOMO AQC #HE K
e D — 7 FRIZRIFTH -7 (C3XM 1),

KFEXOZOWMEINERO 7 v~ k
TTBIBNT A RT U, LA E—IL,
FasrOLEN T Y D 3 SR, W
DEDZNZBNTHRME —7 DR F—



DFRLLL T e, RHER ITRIER G D 3
IR L TERY, ERZYETLHBE
Wb oTolob, SBEEN 1.6 LRI/ s
Ericrov=r MR b L7 (B3
#1-1 KO C3 X 2),

1.1.2 BESWT&H
%AQCﬁﬁﬁgwm%@ﬁuﬁ7%4
T AF ¥ CORER, FHERCRAE B kD
m&ﬂLLM@%ﬁ/#ﬁ%LT@&éﬂ
o 2T Xy A F DO T,B-
3.1.7 £ A LKR W SRM &0 & kic
N LTETFIEEZFAT LIERER, WTIThoFE
bt DPIX 90V & 720 CE1E m/z171
T30V, m/z116 T70V L72o7-, il b
U VI ERRO MS/MS HIE BT,
SRM a2 HEx G & Z & I A1t
TDMEND DD, ROHEICB VT, 3
WTATaX T b AT TR—D/RT A —
B — %R ETE 0, MOKBEICE A
D BRD AT E D57 ) A KIBIZHIT T 5 2
& p3Hf bf&)éo

1.1.3 #geoHT ORIERE
HIERIG L Uiz b oy Rt % C3 X
3R LTz, MR o) ITWTFholkds

Wt 0995 LSy ERMIZIRECTH
>7,
o H R AT T D E X S b W) % 4 0

WLUHGE LT, % DOREERZE & R O
ENOHEIMOERBHRZRDIE A, A
A1V A% T uglkg, A AT L 3 pglkg.
AE—N, TasrOrX T ) U RONT
VW7 nd 2ughkg E72 0 5572
EREZA LTS Z LR TET,

1.2 RBRER O

REBIAIR ORI B VLTI, AQC i
Wk ORENEZHR LT LT, T 74
/7 (Amanita pantherina) % H\CT, AR
FUMLE LVE—NLVEE
AQC PR E D b, fHEE O/,
Brs 7 W TCA OFEIZ L 55

mETHILITLD,
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BARMERYRDOGE: & 217V, B3 Scheme
1 ORPLEEE T v — 2SR LT,

1.3 WEBEEHEDRIR

ALHTIEIE, Hhi - F% B
LC-MS/MS HIE & ERIZHEL KT TH
RP#EZ < HDHTD, %@Jﬁﬂ\?pﬁt%ﬁ%ac
WU ECTOMIEERIT) ZENEEERD,

U, ZEFNARERR S o7 2 B
ZNEIERE L UTHRET LTe, v A2 0%
FWTZRINEIGRER 23V T IR DK
TREMGROEEB DR o7, ZORKE
LT, VA ETIZEEICEGEENDT I /R
yidy; @LTméT PHENRE 2 BT,

TE RN ARRE SR S v i= 7 2 BRI A D
éfﬁ ISMFETE LRV, FERERRIRD T 2
JBENEDZICELBRIZEENL TV LSS,
bt AQC BERIC X vEFEMR{IL S,
LC-MS/MS #llEZ 3 Cla U FFREfE I
B L, 5 A A Akl Z2 5] & 2 3
REd B2 LN, TDOD FRHZED
ZHEREE T ORI, ZRICEEND TR
J WD ERMARESEZ WD & 20
FERERRAR DB L0 | 5RO A A AL HN]
Z T CEIGEME T D WITEET 5 &
Ez bz,

A BINEREEHE & L CEA L7 O-Methyl-
D-tyrosine (MTY) %, IERRB DT I/ 1
ThorI L, 7a~v 87T A THREFRHR N
REL, M7 I VBEE—TRNER LR
WEWD 2 OOBHTERA L7, BT
ORI T, FHEEE TEH ORI
JLERRAEIC 31T D RO LB 2 fiiET 2
ZEMNTXDIEND, Z7u~w T T77 4—IC
BT OIRFIFHOEB OIEE L D720
B ThHoT,

1.4 FANENNERER

7RO E O Z & AT RN E R
(BSINREE 1 mg/kg, n=3) DOfiHE% C3
F3 LRI, T TV AVDA RT VER,
T)XRETDLE—I, VTV HETD L
CE—NKROT VAT o EBRE, T0-



120%DEPHANTH 7=, RTHOEXDZ L7
%4y CEIRIL 50-150%DFFHNTH Y |
AR Z21% 5% AN Th o7 Z L b,
D ZHIC 1 mglkg DIRE TEHEN D K
NEBROIRLSHEINT D ENRFARETH T,

[EICRAR N OER ZRGEET 2720, 8
BALE® O T 7 > 7 REOFEIRIZ, 100
ng/mL OFER(CIABAEER K Z 100 pL
Mz T, 10ng/mL O~ kU v 7 AEAEERIK
ML CERELE (C3%32), v U v
7 ZKEUEDYSIEAEYE (253 5 Held, [mleER
CRBEDIE L 72 o= 2 LD FIERIG T
DR ITFIC LC-MS/MS HIEICI T 5 A
A AW THD Z E RNtz VI
DT VNI Y ATHONTIE, < b
v 7 ZFEHEDUSIHAE L9 5 s 81.7%
ThHolzOIZxt LT, BRI 54.4% L 72
-7z, LC-MS/MS #IIE LT & [EIGRIR
DOHERNH D EEZ BTN, JRIRIZFFE
T&EhhoT,

2. AEMEY OBEEREREZ Az

BREMEFRRR (T hrbty, 2RaR7

V)

2.1 R AW EEe

FavbryTHYIAE (FXFFavtk
VT YA EET) 13 AR oMY T, B
HRLLTHE SN Z 2L, HEiTA
MAoFTAA Y, DIFBCREARITF 7
T AT IE RITIAR T L REEDNSCT
Wiz, —EEZEBLTRFENRE SN T
W5, ZOHTY, DAETREFEOHED
BHbZ VDI, ZEOETHRE L CW=TF
3 BT HAFHORE TR T LRRGEL
TRATHIEAVCLZTIEY ZFERNETSH
FHITHDH, £, Kk FERIE LTUL F
a3V T IR LT AW
[XI—F Y —R] ZBELEFHHRES
nTWab, SE, 2 b0HEFESHIC, X
AR TIE> B~ R v 7 R &F DG
BOL, FADI—FY—RE~w Y v
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A LT BRI 2 T L CRABR =L
[l ekl 2 St L 7=,

WEOF a7 HAEHOAETE
HFNZBWT, bR ENET b
R RAaRT I OB ITE 10~%%
100 mg/kg IZiETHZ &b HDHN,. T DR
JE % e U 7o BB eh 2. AR TERER O TN
W& > TR DITITHE KRB AR NS,
ZZTHAENX. 7 e AaKRT I vk
ZECETe VY Fan 2 L CRfEER
B 2ifl L7- (B-3.2.7 BigERE o),

HEMY O FEREE 2 Z & T B
RELOEAT T ARIRE & 7 o 72, ARl
HEHCE TN AT bt AaRT I v
DEREE, BEHERINEIZL Y RS &
EHITHEET D FIECEM T 2 T 572 (B-
3.2.8 EHERMEEIC & B HEER B O E A
). TORE, FEREODT b i
107+13 mg/kg, A AR TF I 1% 2.76+0.38
mg/kg L7go7z, BEABQ@DOT e
X 58.7+11.4 mgkg., A 27K T I X
6.27+0.77 mg/kg L7po7-, ZYVEMEZRD
RT A= —ThHDHEIERIT, ZnbDHE
xS EREOESREHE N TS LT
KT,

2.2 HERAB OB —M L BEM

BEARO, QICEEND, 7 hr e,
ZAART IV OB OEERE s« &
ANOVA (2 L v HH L. C-8.2.1 HRERIZHAW
To R RUBE TR oD 7o 255 O BLAE O HE E i
% . Horwitz DU AL CTop ZHMH LT
Lz, WThoRESL, 7 hrEr R
aRTIDOMSTTss<030p &R0, +
T —TH D ENHEEND BT,

ZEMERRBR ORGSR, RO 0 F i
MR OkIZ, 7 b e 91.2%, A=
KT IUD 96.2%E Te o7, [RIRRICHHERR
BQOHlIX, 7 FEE VD 94.6%. A=K
T IUN101.1%E 72 o 7=, FEERED., @
EBlT, 7 hr B CEEMFPICES T
DHEPMB SN2, UBEOELEICE



WTEDOEBEMKTHZ L& L,

2.3 HEHEMER Y DY MR

BB A 2B WTEHE L7 7 > 7 i Bk
X, RO, @L b, T hrEy, A
aRTIvDIsu~ NS T AIEREYE
THE—Z 3R ST, ®RMITIRAT
ot

2.3.1 10 #%E8IC & 2R =ML FRER

ATLERRRE 7 v — R [E—Th - 7= 10 #
B4 LC-MS/MS HIE S % B3 % 2-3 12
L7z, i/ L72 LC-MS/MS [T A — 1 —=° A
Ry I PR AT AERRIERKE 1T K
XIE N DH D LR SN, ST T A
. WTNoEE s C18 O 7 A% A L
TVNDENR, A= D —RR SRR EICE
WRRBND, BEFEIZOWTIEL, A D
WINFNC X T o E =7 L TIE L Bl 7
VE=U A BIRIZTE =Y LTIE
K AH 7 —VEMA LB (B G) <
UPLC 7 2% LT 7 MR
AT LB (BB C) b o7,

10FEBEIZ X 2 i BR == [ L [RIRRBR O i 3
% C3FK4- 1 C3F4-21Zr LT,
Cochranf @& & Grubbsfi &2 & 2 4 UfE
e CHEASNIZT — X130 o 72, [\
T2 EHZBW T, 7T ha
V. AART I EHIT80%LL L Lo
Too DHTHSES, EMEEIIRAKEDTA R
T A A LTz, HorRatfE ¢4 T2
A& oTe,

BB DD T e 2 1383.2% T, B
KEDHA RTA DI F7A4T ) T90%%
FlEl-72, ZEMERBRTAONZT ba
YOWHOREBEL HEZ LD, R
@7 hua B ORILEOFER &bk L
TEANEL 7o/ D, IR T Ly
U FaaORENS ORI &
DA LT REMEN B 2 b T,

Zoft, DHMTRE, ERRBE L HICE
IKEDHA RTA4 AZH@E LT, 7277
L. #HEREOD T ke v OHorRatfE
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31.6& 720, DHHEOFBIEILH D H D
O, FPEOX S >E @ PRI D X
DREWFERERST2D,

Ll b, BEERE T v —MF—Th o
T2 1088B ORE R 1T, B OD 7 hr
VDRI RRZLL/NEX < HorRatfEn =
RREVFER L 2o 228, ORI
BAF T, ROWTEDORTLERERIEDOPLHMEN
ARSI NDRERE o T,

2.3.2 6 MR X 2B =ML FIRER

LC-MS/MS DOHEFELIS D43 HT Sl & T
[f— 6 #&RE > LC-MS/MS & 44 % B3
& 2-4 TR LTz, A L7z LC-MS/MS (% A
—H—RARy YRR D DD SyHT
T AT BEEL L TR LT Restek (8D
Raptor C18, 2.1 X150 mm, 2.7 um % >,
BEIHE, 7702 FEEEBRICTH-
2 e, B0/~ N T T 14—
BT HBHIRIETH D EE BT,

6 FEREIZ L 2 ek M L [FEBR O fE e &
C33# 51 M C3 £ 5-2Z/rk L7, Cochran
FiE L Grubbs BEIC K DAMUERE T
HENT=T =2 hoT=, FIRERT 2 o
OFHEEREHZBW T, 7 by, AaR T
LU EBIT 80%LL LT e, BHTHREEE,
EREEIZRKEDOHA T4 AL
TWz, ¥72, HorRat fEH 2T 2LL T & 72
277,

BB O 7 b o o ol gL
88.0% L7V, BKAEDTA RTA DY
FZAT VT 0% &L T N FaElo7z, —F
T, AEFEN LSRR OD 7 7 v 78
BE~OWIMENE (WSINERE : 10 mg/kg)
v Moy 7 ZiEREER GUBH 10 mg/kg
FHY) ORBLEAICT DX, T
97.9%. 99.4% & BAFCTh -7z,

Z OFEFIZOWT H 10 #EEI DRk ==
H[FEFRBRORE R & RIS, ZEMRBRTH
LT b OWDOEEL LFE XD
N, BEREIQO 7 h o v oEIER
DFER LI LT 5.2%E o722 &b,



FhHERE OB NIRK & & 2 HivT,

AL HTEIL, BHER I H rTRE 7R AT
B U GREEZEBE L, 2T 1 EDOAR
Ot E LT b2, IR~V K
auDORZERE . KGHBDI A EEL
WERBHZ B W TIE, MHEME T35
RN D D, 2D REOMERIZ L - T
X, B3 Scheme-1 (I RTHEEDZ DM
%2 ok ESEIC, 2 B E21TH Z
& TR DENHEZ A E S5 2 &N
LR Db Livievy, L LA EIORER )
O, ROWEIIEFPFEORICIL 7R E
ELREEZATH2NHEOEWIITETSH
DT ENIRES NI,

2.3.3 3HEAIC X 2 RBR=EMILFIRER

AROHTET, WEEER E41T072< T
b | iR R T RAF RS R MG BV D 3,
INTED WE 2 RAET 28R G 72 N
ERREEYED R D ST,

A lal, 3 BB DT — Z 1T oW TN EE
FEDAHIEIZ L 5 EREO AT/ &
ZA, AaRT 2 -d3 & LC-MS/MS HlE
RFONERIZEAE L LT W CHHIE L 72 E Bl
X7 he bty RaRT I L ICEE
YERIEZ2 LOFER & el L CEIE R o T
(C3 % 6-1 KL T* C3 % 6-2), LAFiigF L7=
A7 = A A9 VLA D I UINE OFE (R A
MRE L, WEEEMIE L 72 EXT b &
MOEBEHIEL2 EVIRENRH ST
. AEHANEZZAaRT I -d3 L, iR
LHE DEERZAZ /NS < —F i oft
DS ONERIERE L L CHEHAATRETH D
ZENRB I,

ZaRTI-d3 T A F T
BB HIERENE mz 141 TlER< m/z
159 Z3#IR L7z, m/z141 ZFWD & Y
U NavoM M2 EET 5 &, KHEERD
DB A2 T TNEIEEDO B — 7 W N
20%1F EREL 2D KR E L THEBIEEYE
MHIE L2 E B 20%1FE S 2o 72728
m/z 159 Z IR LTz,
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C-4. HMHEREFEOARDEDORLBEMH
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FREEZ BN TS,
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FIRIRDN O A T B)E ~E S L7z m Sl
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EMBNZ LG LR 3T D 4-5
H OFREMHENRZ MEAM N L ST, 7272
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TV HATHoT, AEETa vy
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T DFREFBICHOWTHEHEZHLE T 5 Y 2 2
SIEERICEBSND Z ENREZVR, BFE
TR DOFEFEIC K > TEELINOFE T HE
BEME T OMNERNH HTZA D,

1-3. FROESMEY

SRR 4 BT 3 (30 AER) (TH
HIR IR O A T B~ S Fv7z @
WZ LD BFPFEFHICONT, BPEOR
K& LT Shiz@mEmmo 5 bR
o B 10 Fzhh L, 10 FEmoFEf
BOREERE C4 K 3 IR LT, TDhE
B 4 SE~ERR 13 AETIIANA A VT
A TA RN, A7) N
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Yo TYNAE, FEFFavkw TV HA) .
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~&F 3 ETIZAA U NERIICLL
WNTA XY TT  JURXALE NA7A
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JRIR & 70 % i A OFEFRIZ b L &
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HTH D, £7o, HIRABEFRICEFEORK
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VUY=L = A A T~ Ran, RiRE =
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NQAY

Fo, BHREORK L LTHE S EAL
10 FIZ A B 72y o 722 Ofth D B MY %
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LB TWTH, ENTBEIZEFEHELE LT
DOWENFIE & LT, 4 FH 33,
LY, Fx oYL ERETHST,

HILEEMIC X DR E I E
Bl s ME SN TWD, x50 30 FMTlEA
XYBT7T7UN134 ERS T, IRWTRY A
Th64, TullFH 34, AL 14
Thole, AXY 7T 7v ) 9Ll
bICHEBRY L LCareFra2agha LT
B EROEEEOHB AL T D L T
Tlare Frafgmhyk biEET &
BEMEY CTH D, T DI, AHFRIREICE
WTCalLe FUEAEYERRE T 58F
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1-4. FAMIR L 2R EEY

Rk 4 BT 3 4E (30 4ERD) (CH T
FIRIRD O A T B~ S v 7o m
M X D BEFFEFREITONT, HER] D%
A e B R REY 2 C4 K 4 IR LTz,
Wk 4 B D 30 RN I B FAMFEN
w125 T=DIFAEED 50 4 TH D | K
TELP> - DIXIIBR O 37 {4 Fia ko 24
. HORERD 21 T o7z, C4 X 4 OHE
R ORI SOV T, B R E Y
DU L TV A HikE 7 L —IZ LR L
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NE, RALFEE O BT H7- 0 £ T
NA A YU, WFNTIETFavker7r
YA, BIRRTILZ U XA ENEK &
LTEhoT-, AL ZFHE T 5T
FRCHIEME 1372 < RETRAE L T,
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BOREEE C4 X 51278 Lz, TeAEIC
BWT, 4 XY 770 L5 EPFEEN
JEA G~ ST DI 15 0 5
ThV., TORIZILIEZSHENTH- T2
S, Rk 25 AELARS IR AR AN ST
W3, EDHEITHIC 1~2 R CTH 53,
ZME (FRK 28 4F) T 5 Enss ST
W2,

Flo BEROREENAERET Z 7T C4
6127 L, BEED 5 HIEE R A R 0T,
HEFHE RO TR L, TORESE, Ak 26
FELREIT, AF0 2 FE2ERO TR FH
FREINTWD, A XTT7TUIZHEN
LHEBERY DO AN F 0%, MEAOF =
— 7V VKR T HZ LI XV INE DR
K ABLET D, ZHUC L0 HERE DI
Wi S, MO ARSENEEEIND
L, HHE, HILE, B0 —
— NI B DB T <
AR S BB L CBUEMIC R BB %
WZENEHBHELTEZLND 910,

Lk F U EOBRIERIE 3 B DR
WE-ELEREINTEY, HIE LE
WCEBEDZENDHD 910,

%18 EEMER (0-24 BERE) ik & 5L

Mart, P LW, R A BIER & L

Mg Y. AMEREE A A S5,

I Zhgaskds (1-7 B) REY R

B REIE, AMER - i RE . B AT

fEER EOSER A/ E 2L L, SEIC

BEHZELH D,

WY EEH (7-10 B) : lEgREE O

m1E, A MEREIN, BEE

fio=a e FoEaEEHmE LT, 7rl
I EJRIK & T D RETEN, T 18 Fh D
B4 FEORIC 6 FRAEL, BEHT 4.
IHAANTEL BN TWNS,

9) Finkelstein, Y. et al., Clinical
Toxicology. 48, 407-414 (2010)

10) Ef&E N, BRTHTEE 2 b,
E % # B, 2023 (ISBN-10 :

20

4260052209)

2-2. ARIDOFAEME & AERAL

AXYT TR ET L BPEREFO
ABOFRAEM$E CAK TITR LT, BED
RPFFMFOREH LB & BT 5
& REDBERN L DIZ4. 5 THY,
FHEEXayVry=r =7 EARL TV,
iz, A7~ RKan, SR EHEBLE
FHHWE SN TV, £/, 57 Ik
2.9 AICITEAHE - THRA L7053
HEIN TV,

A XY T T IR D ESROB DA
EAHL, 6 AlZ72 &I TIRIR L,
9~10 HEHIZRWIER O A% # FIfiX L
THEEZRIE D, BFEFF CTRgE L=
BN, ZOA X T T UDERICED
2o TN 5D,

ra ) FHERKET 5 EE O~
FDOLLIE, ZOREY~AELRELT
BB B LT, ZHUE TIOREATEE
~HE SNTERAEMEOGEHD 6 DK T
o DT ORAEDORF & T+ 5 Z L i3 Hk
o Teny, Za U AR IEE ISR 2
TEA B D - O ORI & HIRINE S 72
B ORI RAE LIS W EHRIES
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2-3. FEA ik

AXYT7T7 o 7u ) AV EFERETD
B EFOR AL O 54 BRERTR) %
C4 ¥ 81"z, C4K8 TIE, A XY~
Tkt ra ) AV ERE TR L, A
XHT7ZxF—a y SPEEs LT 7
U 7 FRPEDSELEDOERIRMY TH 5, Ml
PESBR S . BRAE CTIXEZEMD & L TRl
SN TW5D, BFFEFHFORAEIL, LEED
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FTHREIN TV, — 5, Ze U I
CT . T 7Y I O U PE D LD
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WEHDOELELBIZTDE o7z, EHAN
T % HERIRDE 2 HUl TR S Tn b 7o
W, 7 AV EERKEE T L8P EFEL.
R U R R RS IR, IR R 2)S 3 A M
e L THE STV,

2-4. ) FUBEE

AXY 77 o RFRET DR EEFO
JEGIHEZ S &1, i d D WVIESERIE
& U TR O EE LT O THAE X
NI OWTHIE SNz v e T U8R
Ex C4 3 2\2F & i, JEBIHE OEE
HITROMIMZFL LT,

JEGIEE D D ie Nz —DoDEZEEH X
%% 2T EHEONS TlE 1.4~2.4 mg/g,
BRARTIE 0.4~0.7 mg/g., HETIX 0.3~0.7
mg/g D =)L b F L RHE S LTV,

BRRRFZE T aL e F o b1 L 5 ENE
AL L C. 0.5 mg/kg B AR CIMILEHE
K& M EEE R 0.5-0.8 mg/kg R T
BEIE R A4 & BB OBUEE 10%, BOEEIT
0.8 mg/kg ELL L& OWENRH D W,
WERNm mhansareFrfhE
0.5 mg/kg I%. A& 50 kg Db h THIE
25 mg [IZHY 35, - T, C4FE£2(TF L
WA XYB 77 OO F R
At LIZHET D L ALV 10g TiX
)Lk F U ED 14~24 mg, ERIR 40 g T 16
~28 mg, 40 g T12~28 mg ([ZHHYH L.
ZOREDODEDOEICTBILENEL 2D
aNeFURICETHIENDNDTIEAD,
FERIZ, C4FE 2 TR LIZE LAl LT3
Tl b REME, FEE2RE LM TIIEK
FRFRE OWLR CESEINZ 2> Tz, £ D
fli, C4 2 2 ZIFEDH TV 723, BRIR 1/4
DML CHFRSRER T 42 & L 7o S H 23 i S
NTW5D, 22 L, BRIRFZEIZ = v e F o
HEELTWHDIT L, A X7
T AZZ e F LSO b S E E
NTEBY., 2N HMORES B R EERICE
HLTWSAREMERSH D Z &0 6, KM
ZECOEAR L BEMEE L T3 620

21

WITHEE L TBLERH D,

11) Clinical Toxicology, 48, 407-414

(2010)

A8 50(5) J328-J329 (2009)

PLEoi@y | AAFEE T, ENICE

D EEE I K D B R O O fiF
WritRaeE L, TOMRE EELEXD
N RIZLLFO#EY Th o,
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B3#% 1-1 XD ZF®D LC-MS/MS HIESLRME (DFE&H 2)

LC Exion LC AD (Sciex)
MS/MS Triple Quad 5500+ - QTRAP Activated (Sciex)
Column Luna Omega Polar C18 (2.1x150 mm, 1.6 pm) (Phenomenex)
. Solvent A 0.1% Formic acid
Mobile phase
Solvent B 0.1% Formic acid in acetonitrile

Gradient method % of solvent B

2%(0 min)—10%(1 min) —30%(11 min)—95%(11.1-13 min) —2%(13.1-18 min)

Flow rate (mL/min) 0.4
Column temperature (°C) 35
Injection volume (uL) 5
Parameter\ Porarity ESI(+)
Curtain gas (psi) 30
Collission gas (psi) 9
lon Spray Voltage(V) 5000
Temperature (°C) 600
lon Source Gas1 (psi) 60
lon Source Gas2 (psi) 60

B3%1-2 XDZEDSRM rF Vv ar (O 2)

No.  Compound name (nF:i-Ir;) Q1 Q3 l(jvlj ?VE) Czél;
1 Muscarin 2.2 1 ;i i; 21 431; 160
2 Ibotenic acid 3.4 g;g 1:; gg 38 18
3 Muscimol 4.1 222 1:; gg 38 18
4 Propargylglycine 4.9 ;gj 1:; gg ?8 18
5  Allylglycine 5.8 ;gg 1:(13 gg ?8 18
IS MTY (Internal standard) 9.2 gggl 1:; 38 38 18
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A H 5 g(50 mL PPELEIDVERRE)

< 10 ug/mLNEBIRZEMTY) i8i%0.5 mL
- 10%(w/v)TCA10 mL
— A%/—)L10 mL

iii REDFAX, 2 min

— A%/ — )L GRIEERE D35 mLOZERETNZ TERELERM)
=D B (IR, 2,000%x g, 5 min)
FEFEE50 mLAR TSRO

% B

— AR /—)L15 mLEMZ TRH
=D B (FIR, 2,000% g, 5 min)
E3EE50 mLARTT RN

— AR /—)LEMAT50 mLIZER

i e e

S Captiva EMR-Lipid, 3 mL, 300 mg

&2 mLEER
=D BE(EE, 1,000xg, 1 min)
BHBRERTS

&R mLE &R
=D B (R, 1,000xg, 1 min)

BHEERD
AR
FEMRKIL AHIR100 pl (2 mLAESRIEE AT SRB/NCT L)

— [E5E#R &R 300 uLEMA TR
— AQCEFEF & (3 mg/mL7r=FJJLiFR) 100 uL ZMA TEF

m R 55°C, 10 min(RHY) 2 —F ¥y T TEE) ***
— 7K500 pLEMA TR
HAEBRAR 0.01 g sample/mL

*APDSA4 D a—RIFSBEER(E L 74V LFFMEE, 019-23151)%FH

**AccQ- Tag™ Ultra Derivatization Kit (Waters, Part#. 186003836) % &
AccQTag™ Ultra-2A (Reagent powder, 3 mg)(CAccQTag™ Ultra-2B 7z +=+'JJL100%%1 mLAN T1 9 BB S KT 58

XA TILETILIT OvYIZ AN TN

B3 Scheme-1 FHBEXDZDOEFERD—FRITIE2 ATLEBIET v —
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B3 % 2-1 FAEM®HO LC-MS/MS HIESM (KEE A)

LC Exion LC AD (Sciex)
MS/MS Triple Quad 5500+ - QTRAP Activated (Sciex)
Column Raptor C18 (2.1x150 mm, 2.7 um) (Restek)
. Solvent A 5 mM aqueous ammonium formate solution containing 0.1% formic acid
Mobile phase
Solvent B Acetonitrile
Gradient method % of solvent B 2%(0 min)—90%(11 min, 1 min hold) —2%(12.1 min) —2%(20 min)
Flow rate (mL/min) 0.3
Column temperature (°C) 40
Injection volume (L) 5
Parameter\ Porarity ESI(+)
Curtain gas (psi) 30
Collission gas (psi) 9
lon Spray Voltage(V) 5000
Temperature (°C) 300
lon Source Gas1 (psi) 60
lon Source Gas2 (psi) 60

B3#% 2-2 AEE®W (haXuvT7ilaf F) ®SRM b7 Ty a o4& (HE A)

RT DP CE CXP
No. Compound name . Q1 Q3
P (min) Y (V)
3040 138.0 87 26 10
1 Scopolamine 3.4
3040  156.0 87 21 10
2002 1242 110 30 5
2 Atropine 3.9
2002  93.0 110 35 7
i Scopolamine-d3 34 3072 1591 94 23 14

(Internal standard)
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B33 2-3 10 #B9Ic Lk 2 ABREMILFRER O LC-MS/MS HIE &4

Laboratory A B [} D E F G H | J
Manufacturer Sciex Shimadzu Agilent Shimadzu Waters Waters Agilent Shimadzu Sciex Shimadzu
LC " .
. . Prominence ACQUITY UPLC ACQUITY UPLC . . Prominence
Instrument Exion LC AD Nexera X2 1260 Infinity Il 20A H-Class H-Class 1260 Infinity LC-40D XR Exion LC AD 20A
Manufacturer Sciex Shimadzu Agilent Sciex Waters Waters Agilent Shimadzu Sciex Sciex
MS/MS
Instrument Triple Quad 5500+ 8050 6470 Triple Quad 3200QTRAP Xevo TQ-XS Xevo TQ-S micro 6460 Triple Quad 8045 Triple Quad 5500+ 3200QTRAP
Raptor C18 Raptor C18 ZOR;rgfs"pse Raptor C18 Inertsil ODS-3 Raptor C18 P°E’éf‘g'1' 8120 ir"'a’?a‘szg Raptor C18 Raptor C18
Column 2.1x150 mm, 2.1x150 mm, 2.1x100 mm, 2.1x150 mm, 2.1x100 mm, 2.1x150 mm, 2.1x100 mm, 2.0x100 mm, 2.1%150 mm, 2.1x150 mm,
27 um 2.7 um 1.8 ym 27 um 3um 27 pm 2.7 um 22um 27 pm 2.7 um
5 mMaqueous 5 mM aqueous 5 mM aqueous 5 mMaqueous 5 mM aqueous 5 mM aqueous 5 mMaqueous 10 mM aqueous 5 mM aqueous 5 mMaqueous
ammonium ammonium ammonium ammonium ammonium ammonium ammonium ammonium ammonium ammonium
Solvent A formate solution formate solution formate solution formate solution formate solution formate solution acetate solution formate solution formate solution formate solution
Mobile phase containing 0.1% containing 0.1% containing 0.1% containing 0.1% containing 0.1% containing 0.1% containing 0.1% containing 0.1% containing 0.1% containing 0.1%
formic acid formic acid formic acid formic acid formic acid formic acid formic acid formic acid formic acid formic acid
Solvent B Acetonitrile Acetonitrile Acetonitrile Acetonitrile Acetonitrile Acetonitrile Methanol 1% Formic acid in acetonitril Acetonitrile Acetonitrile
. . o , . - ) ) . ) ) - , . o ) | 2%(0 min)—60%(5 min)— [ o, . , ) o . ) 0 . )
2%(0 min)—90%(11 min, 1] 2%(0 min)—90%(11 min, 1|5%(0 min)—90%(10 min, 3| 2%(0 min)—90%(11 min, 1|2%(0 min)—90%(11 min, 1|2%(0 min)—90%(11 min, 1 2%(0 min)—90%(11 min, 1| 2%(0 min)—90%(11 min, 1|2%(0 min)—90%(11 min, 1
. o . .
(;’;Zﬁ:zz‘ % of solvent B | min hold) —2%(12.1 min hold) —2%(12.1 | min hold) —5%(15 min) min hold) —2%(12.1 min hold) —2%(12.1 minhold) —2%(12.1 | 90%(11 min, T min hold) min hold) —2%(12.1 min hold) —2%(12.1 min hold) —2%(12.1
»29 i »29
min) —2%(20 min) min) —2%(20 min) »5%(25 min) min) —2%(20 min) min) —2%(20 min) min) —2%(20 min) 2%(12.1 "T"‘)) 2%(20 | min) —2%(20 min) min) —2%(20 min) min) —2%(20 min)
min
Flow rate (mL/min) 03
Column temperature (°C) 40
Injection volume (pL) 5
Precursor ion Atropine 290
(miz) Scopolamine 304
Quantifier ion Atropine 124
(miz) Scopolamine 138
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B3 % 2-4 6 #Ic X 2 RBREMLRRE O LC-MS/MS HIE S4

Laboratory A B D F | J
Manufacturer Sciex Shimadzu Shimadzu Waters Sciex Shimadzu
LC -
Instrument Exion LC AD Nexera X2 Prominence 20A ACQUIQ;;JSPLC H Exion LC AD Prominence 20A
MS/MS Manufacturer Sciex Shimadzu Sciex Waters Sciex Sciex
Instrument Triple Quad 5500+ 8050 3200QTRAP Xevo TQ-S micro Triple Quad 5500+ 3200QTRAP
Raptor C18
Column
2.1x150 mm, 2.7 ym
. Solvent A 5 mMaqueous ammonium formate solution containing 0.1% formic acid
Mobile phase —
Solvent B Acetonitrile
C;:Z::izt % of solvent B 2%(0 min)—90%(11 min, 1 min hold) —2%(12.1 min) —2%(20 min)
Flow rate (mL/min) 0.3
Column temperature (°C) 40
Injection volume (L) 5
Precursor ion Atropine 290
(m/z) Scopolamine 304
Quantifier ion Atropine 124
(m/z) Scopolamine 138
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A H 5 g(50 mLi=ID LR E)

— 10%(w/v)TCA10 mL
— A%/—)L10 mL

o REDFHA4X, 2 min

— AR/—)L

GRILEERE D50 mLOIZRETINZ TEREIERD)
=D B (FIR, 2,000x g, 5 min)

(EEE50 mLAR TS RaAN)

— AR/ —)LEMZT50 mLIZER

hH R R

B oW Captiva EMR-Lipid, 3 mL, 300 mg

WM &2 mLE AT

EDSEE (B3R, 1,000%g, 1 min)
BHREETS

WM& mLE&A

EDSEE (B3R, 1,000%g, 1 min)
BAHREES (10 mLASARZEDEERE)
— KEMZTI0 mMLIZER*

HERB R 0.01 g sample/mL

(REERBEHTFABNATIL)

* AEPIREE AN DB E(310 ng/mLD A SHEEFREHPLCOF —bH L J5—T5 pLHiF A
(FHEAD HEEN I HPLCD 355 (3 TE B #1100 ng/mLd A EP1EHE T RE 1 mLAID

B3 Scheme-2 AEWEMERD —F ML AILEBET v—
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Cl1-Table.1 MefE 7 7B A BN O TS

B (MU/g) RiFE A FRER =R RIPIR FER R
rFST XTI 26 1.6-14.8 0.9-72.9 0.5 0.0-41.7
BC: (b5 70 X277 )x 577 17 1.7 0.0-0.8 0.0-5.0
BC: (b5 7 xT2e 7)< 574 1 57.6

T2 75 *xvavgA475 41 2.9 2.1-125.5  0.2-5.0 9.4-45.6

BC: (e x<av¥A) x avdda 9 0.1-85.2 14.3
BC:(Twex>av¥S) x aI274 2 5.6-27.7

TR T2 TY 2 23.2 35.0

BC: (= x=27%) X274 1 33.2

QAEVT7IXTaIYLTT 4 3.8-231.6

EE 4 2 9.4 320.8

<7 10 1.0-21.4 9.0 14.4-31.6
savy472 6 2.6 6.9-32.2

ES o4 3 0.7-0.9

575 5 4.4 0.2-1.1

B (MU/g) RiFEH deimE FREAER =R RBE FER HRIR
FST7Ox=2TS 26 0.0-3.9 0.2-4.6 0.4 0.0-10.6
BC: (b5 75 x=2 7)< 57 17 0.1 0.0-0.3 0.0-0.7
BC: (b5 7 xa2e7)x 572 1 1.1

T2 7o xavdA47Y 41 2.0 0.0-6.6 0.2 2.2-12.7

BC: (Tex>¥awH¥A) x avya 9 0.0-6.9 2.6
BC:(Tex>¥avydA) x I=275 2 0.0

T2 7T x2 7Y 2 6.0 0.3

BC:(Tex=27%) x<v75 1 0.0

AEY 7S X avYA4TY 4 0.0-0.9

a¥Y7Y 2 0.0 71.7

-7 10 0.0-3.0 0.7 1.8-7.8
savyA47o 6 1.0 0.0-7.1

Ex 44 3 0.0-0.2

577 5 0.0 0.0-0.4

wHE (Mu/g) R deisE FREE SR RIFER FER MR
cS7Ox=TY 19 0.0-2.7 0.2-3.6 1.7 0.0-5.3
BC: (b5 79 x27 )X 572 10 0.1 0.0 0.0-2.1
BC: (b5 7 xT2e 7)< 572 0

T2 75 xvavgA475 17 0.0-4.0 0.5 3.1
BC:(Tex>avwdAa) x avdAa 4 0.0-6.4 4.0
BC:(Tex>¥aw¥A) x I<275 2 0.0

BC:(Tex=27%) x<v75 1 0.1

AEY 7S X avHA4TY 1 0.0

<77 8 0.0-0.4 0.0-1.1
savy47 3 0.0-0.2

T2z 2 0.0-0.8

575 3 0.0

SR (MU/g) wEH dtiEE FREAR =R KRR FER HER) IR
Pl 7 914.9 459.5 143.7-674.6
BC: (b5 75 x=27)x 57 7 0.3-4.8 7.2-372.6
BC: (b5 7 xa2e7)x 574 1 433.6

T 75 xavdA47Y 24 121.1 6.1-575.2 16.9 282.7-1119.2

BC: (T2 x¥av¥da) x avdga 5 24.1-176.5

a7 <275 2 252.8 146.7

AEY 7S X avYA4T7Y 3 39.6-223.9

aA¥VY7Y 2 144.6 539.2

7 2 136.9 533.9
savy47o 3 93.6 0-76.5

Ex 44 1 7.4

r5225 1 175.9

FFig (Mu/g) RiF duisE FREE SR RIFR FER IR
cS7x=T7Y 26 1.2-921.8  0.3-1333.2 2.1 0.0-342.1
BC: (b5 79 X277 )x 57 17 1.0 0.0-0.2 0.0-13.93
BC: (b5 7 xT2e 7)< 572 1 3527.7

T2 75 *xvavgA475 41 3.2 0.0-363.6  0.3-3.5 13.9-91.0

BC: (e x<av¥A) x avyda 9 0.5-81.6 29.8

BC: (Tex>avydS) x I274 2 8.3-41.1

I 7o X277 2 20.7 81.9

BC: (A2 x=7%) X274 1 9.3

AEL T X avYATT 4 2.3-5.0

EE-D 24 2 4.7 1538.8

<77 10 0.1-10.8 61.0 8.9-196.1
savy47Y 6 0.6 7.2-53.0

I%7Y 3 0.1-2.2

575 5 0.0 0.0-2.4
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C2-Table.l Z&YPERHM ORI R (B FIRIS L OVE & FIR)
dilution Solvent Matrix (scallop) Matrix (mussel) e e
(Codex) (Codex) 2
Analyte LOQ LOD LOQ LOD LOQ LOD LOQ LOD LOQ LOD
(Molecular weight, g/mol) | (nmol/L) | (nmol/L) | (nmol/L) | (nmol/L) | (nmol/L) | (nmol/L) | (nmol/L) | (nmol/L) (mg/kg) (mg/kg)
deSTX 256.26 14.5 5.0 22.3 5.2 18.6 5.6 78.0 39.0 0.02 0.01
GTX1 411.4 7.7 2.5 7.4 1.9 9.9 3.0 48.6 24.3 0.02 0.01
GTX2 395.4 4.3 1.3 3.7 1.1 3.4 1.0 151.7 75.9 0.06 0.03
GTX3 395.4 9.9 3.2 9.7 3.2 12.7 2.9 151.7 75.9 0.06 0.03
GTX4 4114 3.4 1.0 34 0.8 3.4 1.6 48.6 24.3 0.02 0.01
GTX5 379.35 3.6 1.4 4.8 1.2 4.4 0.9 158.2 79.1 0.06 0.03
GTX6 395.35 2.5 0.8 11.8 3.6 5.9 2.2 151.8 75.9 0.06 0.03
deGTX2 352.3 17.1 2.6 25.8 6.4 27.8 8.3 170.3 85.2 0.06 0.03
deGTX3 352.3 2.9 1.0 5.1 1.1 3.3 1.0 170.3 85.2 0.06 0.03
C1 475.4 4.3 1.3 6.4 1.9 10.4 3.1 126.2 63.1 0.06 0.03
C2 4754 3.0 1.2 44 1.3 12.2 3.3 126.2 63.1 0.06 0.03
TTX 319.27 2.3 1.1 7.9 3.1 3.1 1.5 (nm'set) (no[-se[) (not-set) (no[-se[)

LOQ (Limit of quantification) : s/n =10, LOD (Limit of detection) : s/n=3

*1 Codex DPEREMIMETIX, A EERL7 O LOD fEI LUV LOQ 2 mg/kg TRRE&NTW5, &
ZLLT, 22T, Lo T, mgkg 75 nmol/L ~DOEHIL, IROFHEB DL H12/T-
Tz FTo. OB S FERICHE T LT,
#il) deSTX @ LOD i, 0.01 (mg/kg) + 256.26 (g/mol) X 1,000,000 = 39.0 (nmol/L)
K-E# 157 @ Molecular weight fE (g/mol) X, National Research Council Canada &4 5 )& D
WICEIT L D,
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C2-Table.2 ZYPEREARFER O R (BIE, GHTHEE)

Result of validation study (Low concentration)

Calibration curve Calibration curve Calibration curve .
Criteria (Codex)
(solvent) (scallop) (mussel)
Analyte
Trueness RSDr RSDwr Trueness RSDr RSDwr Trueness RSDr RSDwr Trueness RSDwr
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
deSTX 90.1 12.2 12.3 69.4 7.3 8.9 90.3 5.9 7.9 50-130 = 44
GTX1 93.0 8.6 10.1 101.7 7.4 9.1 76.9 10.4 14.8 50-130 = 44
GTX2 105.1 7.2 9.5 95.0 4.9 8.6 88.0 4.4 6.3 50-130 = 38
GTX3 97.2 5.5 8.6 85.2 11.1 14.9 80.8 5.6 5.8 50-130 = 38
GTX4 105.3 12.2 15.0 99.5 8.7 12.7 80.0 7.7 12.9 50-130 = 44
GTX5 95.3 6.8 10.3 91.8 10.2 10.3 85.0 2.9 13.8 50-130 = 38
GTX6 88.7 5.5 14.0 101.8 11.7 15.3 83.4 13.1 15.2 50-130 = 38
dcGTX2 103.8 8.5 10.6 87.0 13.1 18.3 93.2 8.7 9.9 50-130 = 38
deGTX3 91.4 7.9 18.5 96.6 8.8 10.4 84.9 3.4 12.5 50-130 = 38
C1 91.8 13.3 14.5 98.0 5.1 8.9 83.5 4.0 7.8 50-130 = 38
Cc2 79.2 10.6 11.4 100.1 9.6 16.9 69.2 10.8 11.0 50-130 = 38
TTX 38.2 9.3 22.1 74.0 13.2 17.9 49.7 11.6 16.5

Result of validation study (High concentration)

Calibration curve Calibration curve Calibration curve L.
Criteria (Codex)
(solvent) (scallop) (mussel)
Analyte
Trueness RSDr RSDwr Trueness RSDr RSDwr Trueness RSDr RSDwr Trueness RSDwr
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
deSTX 81.9 9.3 12.6 81.7 10.0 21.0 73.8 9.2 10.7 50-130 = 44
GTX1 79.9 6.1 16.7 90.7 7.5 21.1 66.3 6.9 19.0 50-130 = 44
GTX2 95.3 4.2 13.6 101.8 3.5 6.6 81.3 3.7 22.8 50-130 = 38
GTX3 83.3 4.3 13.6 91.0 3.5 9.9 69.7 3.2 23.3 50-130 = 38
GTX4 86.0 6.1 13.8 98.8 12.5 14.8 72.9 12.1 25.4 50-130 = 44
GTX5 83.8 5.3 9.4 89.3 6.7 17.2 70.7 6.0 24.6 50-130 = 38
GTX6 78.4 9.0 14.3 95.6 6.4 11.1 65.6 6.6 30.2 50-130 = 38
dcGTX2 88.8 8.0 9.6 87.3 9.5 24.7 84.7 5.6 29.7 50-130 = 38
deGTX3 78.7 3.6 4.6 90.5 6.4 16.7 69.4 3.2 25.0 50-130 = 38
C1 78.3 15.0 24.1 94.0 7.9 24.4 70.4 8.1 10.5 50-130 = 38
(o 80.4 7.1 14.6 95.0 9.9 18.0 66.1 7.9 22.6 50-130 = 38
TTX 27.3 19.4 21.4 57.8 26.7 30.7 34.7 21.8 28.7

RSDr : Relative standard deviation (Repeatability) , RSDwr : Relative standard deviation (Within-laboratory
reproducibility)
Shaded texts : Trueness (%) = 50, - : Not set
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Std 10 ng/mL

1.6e6

1.4e6

1.2e6

1.0e6

8.0e5

Intensity, cps

6.0e5

4.0e5

2.0e5

0.0

5.84 min
Allylglycine
286 > 171
4.88 min
Propargylglycine
>
4.11 min Sl )
Muscimol 9.18 min
285 >171 MTY
366.1 > 171
3.37 min
Ibotenic acid
329 > 171
2.23 min
Muscarin
174 > 57
k L | L |
1.0 20 3.0 40 5.0 6.0 7.0 8.0 9.0 10.0
Time, min

C3X1 AHEXDZDOHERDY—FoOWE2 Scheduled SRM 7 u< h 7545 (EEFTF VPV ay)
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Quantifier

Qualifier
Shutake L - Musca. . (sample Shiitake BL - Iboten. . (sample Shiitake BL - Musci._. (sample Shiitake BL - . (sample @ Shiitake BL- Allylg ). (sample index: 3)  + @ Shiitake BL (—d-hl—l
M ER YR AR oy 20 - e TR e - W YW} T T g et T h;-o..;vW.u-...mm.m- O a2 71306, et RT3 o win
4065 30e5 i :: 125 “
155 75
255 1665 1665
3005 1266 1465 1465 s
2005 1006 P
g = 3 3 g - P 7
§ 20 § s § 808 § 10 g 108 5
N G 5 5 s £ som £ som *
1.0e5 600t 600t 5850
1.0e5 40e5 P 400t s
500 S0 > 2068 200 - 2064 \_‘A_/\ 15
0000 220 0000 s 0060 A T 000 00
21 22923 24 312 33 Wg 35 219 40 4F 42 43 47 48 9 S0 5 57 53¥59 60 90 91 % 93 94
Time. min Time, min Time. min Time. min Tie. min Tie. min
+ @ Siitakelel, Musc._(samelelndoc §) + @ ShitakeRel-lboke. - (smvleldoc §) + @ ShitakeRe1- Musc_(sarclobdec ) + @ Shitake el Prop..(mslelodec §) 4@ ShitakeRe1 Ayl ) (sarplo e ) 4@ ShitakeRe1 MTY.._(samclelndex §
Ren 65505, et An BT 227w Avea 1 16106 Hor G R 3w & Area-2 07306 Her. ek NI 4 Tovum Avea: 3 366¢6, Hei.. 8506, RT: 4 8 mn Area:4 477¢6, Hei. 9766, RT:58mn  Area: 3.029¢6, Hei. &5, RT-9 19 mn
e 40e5 . 1866 e 8% 1466
255 - e 9065 1266 z
a5t 2005 s 808 1008
255 e 208 “
§ o § § e F o §  t0s 7 s ‘
1 22m : o | T s I i 605 P -
155 1565 c0u5 408 35
1065 1065 1065 ;z 4065 -
5084 500t 2005 1065 208 15
=R o O T W as R R R, A W= T 5o o N LI R R TRE R REY
Time, min Time, mn Time. min Time, min Time, min Time, min
R Herr il e ey i et b oty iy ety S I 3 A ot A e - ey gy g ot B Gt e ey o r-rid
70.5 4005 %5 12¢6
1865 2568 7e8 25 |: 7e5
- 1
:: 2% 3065 6e5 7e5 208 &5
56 2568 " 55 X Land 8065 58
et 7065
j o | oo  « i - i oo
= 80w = e 5 = £ 500 = s
600t 5 4065
et 1065 o 25 3068 25
200t 508t 1e5 15 f: 15
SO ESTR O R R R, e e e rar ey 000 57 5‘.3!5, 60 e :y} 93 9%
Tume, min Time. min Time. min Time, min T sl Tie, sin
Muscarin Ibotenic acid Muscimol Propargylglycine Allylglycine MTY
Quantifier m/z 174>57 m/z 329>171 m/z 285>171 m/z 284>171 m/z 286>171 m/z 366.1>171
Qualifier m/z 174>43 m/z 329>116 m/z 285>116 m/z 284>116 m/z 286>116 m/z 366.1>116

C3X2 AHBZIDIDHERD—FFE2 SRMZu< /7 A
(BBt : >4 %75 BL, B : A4 Z 7N 1 mgkg, TB : {E#EKK 10 ng/mL)

36




Area

Area

Area

Muscarin
y =5.75571e4 x + 622.74822 (r = 0.99728)

1.0e6
9.0e5
8.0e5
7.0e5
6.0e5
5.0e5
4.0e5
3.0e5
20e5
1.0e5

0.0e0

12 3 45 6 7 8 9 1111213141516 17 18 19
Concentration

Ibotenic acid
y =1.26144e5 x + 286.12952 (r = 0.99983)

2.0e6

12 3 45 6 7 8 9 101112131415 16 17 18 19
Concentration

Muscimol
y =2.52687e5 x + 995.56784 (r = 0.99984)

4e6

3e6

2e6

0e0

12 3 45 6 7 8 9101112131415 16 17 18 19
Concentration

Area

Area

Propargylglycine
y =3.16179e5 x + 465.16286 (r = 0.99975)

6e6

5e6

4e6

3e6

2e6

1e6

0e0

12 3 45 6 7 8 9 1 111213141516 17 18 19
Concentration

Allylglycine
y =4.32567e5 x + 886.26009 (r = 0.99970)

866
7e6
6e6
566
466
3e6
2e6

1e6
0e0

12 3 45 6 7 8 9101112131415 1617 18 19
Concentration

C3X3 FAHRIDODIDERN—AHITES RER (NWHEEMERL)
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C3 % 3-1

NEIGRBROFE R (INERE : 1 mg/kg, n=3)

Compound name Shiitake Bunashimeji Nameko Hiratake Maitake Enokitake Tsukuritake
Mean(%) RSD(%)|Mean(%) RSD(%)|Mean(%) RSD(%)|Mean(%) RSD(%) |Mean(%) RSD(%) |Mean(%) RSD(%) |Mean(%): RSD(%)
Muscarin 110 2.65 102 0.86 112 2.37 111 0.78 110 1.12 103 0.39 103 1.57
Ibotenic acid 80.8 0.52 65.5 1.41 90.6 2.39 956 2.52 86.4 3.86 914 1.12 739 2.88
Muscimol 778 0.36 92.8 217 84.4 2.53 857 1.04 858 3.83 543 0.37 547 1.97
Propargylglycine 104 0.90 106 1.36 102 1.92 104 1.84 858 2.74 103 1.89 83.4 2.20
Allyiglycine 96.8 1.53 101 222 926 1.90 95.5 4.22 871 3.30 911 1.07 544 1.59
C3% 32 <) v 7 AMEEFEOBHIRERBICHT 50 B 1 mgk M5, n=1)
(%)
Compound name Shiitake Bunashimeji Nameko Hiratake Maitake Enokitake Tsukuritake
Muscarin 103 89.2 107 118 109 105 100
Ibotenic acid 101 70.0 95.3 101 971 91.3 49.5
Muscimol 84.7 97.0 89.5 96.6 94.5 52.2 59.4
Propargylglycine 116 111 105 114 96.9 101 94.9
Allylglycine 112 106 97.2 107 102 92.3 81.7
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C3& 4-1 10 BEBHIC X HRABREMIERBROMR-7 br

A 108 110 57.6 59.8
B 91.9 89.4 52.4 56.1
C 76.2 75.3 49.8 51.0
D 90.3 84.2 53.9 54.0
E 78.4 76.3 43.6 43.8
F 103 107 63.5 65.7
G 81.4 82.9 50.1 494
H 91.4 88.1 52.8 51.1
I 96.3 93.9 51.4 50.8
J 80.1 76.1 46.3 44.9
Mean (mg/kg) 89.0 52.4
Mean recovery (%) 83.2 89.3
Ouitlier (Cochran parameters) 0 0
Outlier (single Grubbs parameters) 0 0
Outlier (paired Grubbs parameters) 0 0
Repeatability relative SD [RSDr, %] 2.5 24
Reproducibility relative SD [RSDR, %] 12.9 11.7
Predicted reproducibility relative SD [PRSDR, %] 8.1 8.8
HorRat 1.6 1.3
C3% 4-2 10 HBEIC L 2HREMLRRBROBR- A aRT IV
A 2.68 2.51 5.65 5.77
B 2.28 2.23 5.17 5.11
C 1.97 1.96 5.53 5.53
D 2.16 1.94 4.82 452
E 2.15 2.23 5.11 5.49
F 2.49 2.38 5.54 5.55
G 1.83 1.87 4.80 4.77
H 2.27 2.27 5.58 5.44
| 2.54 248 5.43 5.57
J 2.09 1.97 4.94 4.75
Mean (mg/kg) 2.21 5.25
Mean recovery (%) 80.2 83.8
Outlier (Cochran parameters) 0 0
Outlier (single Grubbs parameters) 0 0
Outlier (paired Grubbs parameters) 0 0
Repeatability relative SD [RSDr, %] 3.5 24
Reproducibility relative SD [RSDR, %] 11.4 7.3
Predicted reproducibility relative SD [PRSDR, %] 14.2 12.5
HorRat 0.8 0.6
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C3%& 5-1 6 MR L AHBREREFRRBROME-7 he v

A 108 110 57.6 59.8
B 91.9 89.4 52.4 56.1
D 90.3 84.2 53.9 54.0
F 103 107 63.5 65.7
| 96.3 93.9 514 50.8
J 80.1 76.1 46.3 449
Mean (mg/kg) 94.2 54.7
Mean recovery (%) 88.0 93.2
Outlier (Cochran parameters) 0 0
Outlier (single Grubbs parameters) 0 0
Outlier (paired Grubbs parameters) 0 0
Repeatability relative SD [RSDr, %] 2.8 2.7
Reproducibility relative SD [RSDR, %] 12.3 12.0
Predicted reproducibility relative SD [PRSDR, %] 8.1 8.8
HorRat 1.5 1.4
C3#%£ 52 6HEEIC X 2RBMEMILFRROMR- R aRT I
A 2.68 2.51 5.65 5.77
B 2.28 2.23 5.17 5.11
D 2.16 1.94 4.82 452
F 2.49 2.38 5.54 5.55
| 2.54 248 5.43 5.57
J 2.09 1.97 4.94 4.75
Mean (mg/kg) 2.31 5.24
Mean recovery (%) 83.8 83.5
Outlier (Cochran parameters) 0 0
Outlier (single Grubbs parameters) 0 0
Outlier (paired Grubbs parameters) 0 0
Repeatability relative SD [RSDr, %] 4.2 2.2
Reproducibility relative SD [RSDR, %] 10.7 8.1
Predicted reproducibility relative SD [PRSDR, %] 141 12.5
HorRat 0.8 0.7
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C3% 6-1 3HEAIC L 2EBREMERRBROME-T bu vy NEMIEDCH ED HE

B BO BN
Laboratory FAULTIES FADE—FY—R
IS(-) IS(+) IS(-) IS(+)
A 108 110 105 107 576 59.8 56.2 572
B 919 894 903 870 524 561 527 56.5
| 96.3 939 944 942 514 508 529 496
Mean (mg/kg) 98.2 96.3 54.7 54.2
Mean recovery (%) 91.8 90.0 93.2 92.3
Repeatability relative SD [RSDr, %] 1.6 1.6 3.2 3.9
Reproducibility relative SD [RSDR, %] 9.7 9.3 7.4 5.8
Predicted reproducibility relative SD [PRSDR, %] 8.0 8.0 8.8 8.8
1.2 1.2 0.8 0.7

HorRat

C3% 6-2 3HEIC L ARBREMLERBBROBR-ZaRT I v/ NEMEDOHED B

BEHANO BEHHO
Laboratory FAUBIIES FROI—FY—R
IS(-) IS(+) IS(-) IS(+)
A 268 251 257 2.4 5.65 5.77 554 548
B 228 223 226 222 517 511 512 5.09
| 254 248 281 266 543 557 566 5.50
Mean (mg/kg) 245 2.49 5.45 5.40
Mean recovery (%) 88.9 90.2 86.9 86.1
Repeatability relative SD [RSDr, %] 3.2 3.7 1.5 1.3
Reproducibility relative SD [RSDR, %] 7.5 10.3 5.4 4.8
Predicted reproducibility relative SD [PRSDR,%)] 14.0 13.9 12.4 12.4
0.5 0.7 0.4 0.4

HorRat
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