41, Hm¥x/ azR NE T8 8IZBITS
WGHE 2R T 7 i DB

O ERf, IR EF K B = B (RS ATE R AT 72T
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TEEDOT U b RT 7 —ARHRAEMEICLY X/ 2T+ Mz Rz a0 —fko
N EDFEX ) aBEIe, BAX abtBo TR INTFREICL D, BPEFEREFIN
ZRELTND, BAFBEOKGT Y I2Xd &, ¥/ 2L 28T ERENEIIEE
IZBWT, Rk 22 42T 91 4 (B %263 N) ., Fpk 28 4£C 371 ([F1 98 N) THY |
BEOL I ICHBEFANHRESNTND, X/ L EBTHEOSHE, FEATOE LN
DE BHLVIERL IS T RWEAENE L BRFHRFEENRARERGE HEZU,

ZOXOIREFNG, X amRTOBEFRSIT ATV, BAEX /) 2OREXRITO
LIk, B EORKRWELZME L. TEEEOIRRKICE L OWESITEL BT D4
TR H D,

Llal, BREOX ) amk o0 —FoiE BiE LT, @ik o~ N 77 7 4 —4T
BRI AVE BT E  (LC/TOF-MS) MW= 2 7 U — = 7 SHrEIC >V Tiea &
Tol-DOTHRET S,

(Aix]
1. BEWE

X/ amEnE LT ART U (P X I V=R 4T 7 ) uy—Hl) DL-7uss
NENLT Yy e AyE—)L - (£)bAB Y ral) KK« a-T~v=F> -« -7~
=F e TraA Ty T IV (V2T AR vFE) U (Reisk)
ez LAY

2. REF

AH ) =)L« FERITFEHMERR S SRR a~ b7 7 7% fvwiz, Oasis HLB (1 ce/
30 mg, Waters ) X, A% /— /L 1mLBIOK1mL Carvsova=r7Lib0%
AL,

3. HE
EERN RIS NT, Tu 7 A7« X~vad=Xir - RZIALEFEDS ) ak
—40CTHEHRFELTZbOEEH LT,

4, RERBBOFH
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COOH o} 0

.0 CHs N’
N N, FZ OH HaC -N"=C,H,- OH \ [N

NH CH
HO 2 3 HO
Ibotenic acid Propargylglycine Choline Muscimol
CHj
HsC. ',
,N\
HsC CH, CHj
(0]
OH Muscarine
1
OH
CH-CH,-
HyC, -7 CHaOH CH,OH
CH H H 1
! H H3C-CH—CO—NH—C—CO—N—C—CH,-C—CHj3
HN-CH—CO—NH—C—CO—NH—-CH,-CO | H,C ! !
| ! | HN CcO OH
co H,C NH I 74 | ]
eH 4 He—cr M O Y 0
O\ - ~ —
HO [ 26X | | CoHs o fyH 4 MR
N \ ﬂ OH ¢o N-C—C—N-0C—C—HN-CO
| Hzc | H |
H N H HC—OH
OC—(ID—HN—OC-CH—N—OC—HZC—NH HO ]
H,C-CO-R R
R=NH, o-Amanitin R{=CHj ,R,=CHj3 Phalloidin
R=OH  B-Amanitin R{=CH(CHj3), ,R,=COOH  Phallacidin

Fig.1 9Mi¥ / 2 mplsy OHEEA

X aidk0.2g 2 0.5 %XMEAAY /) —/L25mL Nz, 30 WEAETFH A XL, 1
SHBERME 2 T o7z, Thae 3 oME ool 2%, BiEE o7z, FREICK 2.6mL
A, FRRICHIHEREZ ATV, Boh BEZ I TRA Lz, ZHIT50% A % —)v
ZMZBmLICER LZ, ZORKEEZR 1 mLHEY ., Oasis HLB 2 =4 7 AZAM L, &
N2 0.6 mL 28T, 0 2dBinik & Lic, £7o. ZOWRE—#IRY . 50%
AH ) —)LT 205N LTz (20 f5ARIEIR) .

5. EEHLUAIEES
EE - Agilent 1200 series LC + 6210MSD-TOF
717 2 : SUPELCO Ascentis Express F5 (100 mm X 2.1 mm, 2.7 um)
BEfH : A) 0.1% XK BA X/ —)v
A:B =100:0 (0 43) — 100:0 (3 43) — 40:60 (18 43) — 40:60 (30 43)
W 0.2 mL/min - AT AJEE  40°C FEAE 5L
A T AEB I PF ¥y ©Z Y —%EE : ESI (Positive, 4000 V)
W2l A 2 10 L/min (350°C) AT T AP —7] : 50 psig
TITAH—EIE 1256VEBL 175V (1 55~16 %)

125 VE L350V (16 47~30 47)

EmA T B I OHRA 4 : Table 1
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Table 1 9fi¥x / awmlmDE=HF—A F>

Retention Monitor ion and fragmentor voltage

time (min) Target Qualifier
Ibotenic acid 2.50 159.0400 125V 113.0346 175V
Propargylglycine 2.53 114.0550 125V (114.0550) 175V
Choline 2.63 104.1070 125V (104.1070) 175V
Muscimol 2.67 115.0502 125V 98.0237 175V
Muscarine 12.96 174.1489 125V 115.0754 175V
a-Amanitin 17.61 919.3614 125V 901.3509 350 V
B-Amanitin 17.88 920.3455 125V 902.3349 350 V
Phalloidin 21.69 789.3236 125V 616.2548 350 V
Phallacidin 22.33 847.3291 125V 674.2603 350 V

[(HRBLUEE]
1. 1A ALEHORE

X amlmoicix, RENRLOELT, - AZABV Y - D2ABV VY (V%7
TR=LZ), UAZY g (DX AD), ANTr S (UXAZT), T~=F -7
TRATY T TV (RIINET) ART UM byE—N (T 727), 7
gV T Y v (Fvevat=gr) ERB LN, G E L TATARER D DT
ROENTWD, A, AARTHRIEL LTIEARRER 9 HEOMIEWIZ OV T, BEtaiTo
7=

LC/TOF-MS &> T, £9° MS OA A MBI oW TR 21T 72 R, 9 ff
I RN TOWGIZOWTESI (=7 AT L—A FUAklE) OFEA 4 E— FTHiIH
MARETH o To, A R T VBRI OWTIX ESI OB A AT — ROFBK 2 (EFREEREAE
MoTod, AL F L ORIFEGHT TR REENMET T2 2 b, X TORSTIC
DONWTIEEAF U E— R Tothaito 2 & & Lf:o ET2T7 T A H—EE 175V F721%
350V THERA AU BEHND HDICONTIE, EEA A L O — 7 ME kL THWE DT
TEDHEREIT> T2,

2. FEESHDBRE
BRI L Uiz 9L AMIE, A A THRIERIFEFEICEHE LD (2« AAB Y
‘)\A%%®k%w*%&7%F(77:%V-77w49y-775v9y)ﬁE\%
NETRMERC I T BB IEFICER Y BHE D ODS 77 AETII—HF o RNETH S &
B, AElE. T A OREFICEN TV D Amide & HILIC CBKMARAAFE
Mrm~ b 777 4—) BT L2 THRHANEZITSTZE A, FWET VE=U LKEHK-
7%1*%Jw+fﬁﬁﬁ YRESTG DTN, SR EENE T DK DEIE DY 80% TH
LK 50%LL EDE TIE A T AFIEAIOMAMIZ DR & 5 72D RO S 2 mE Lz,
Z 2T, K 100%DOBEHE T RO 72\ Pentafluorophenylpropyl (PFP) 7 A%
TofER, 0.1%Xe-A X ) —VRADT TV M CTRFRERENE SN, Fig2 I
LC/TOF-MS \[Z L2 1EHEYED I a~ N 7T LEr LT,
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%10 * +ESI EIC{159.0400) Scan Frag=125.0V x10 * +ESI EIC(319.3614) Scan Frag=125.0V

i " 3 T2 203 .3
. 5 Ibotenic acid 1 “ l?_ a-Amanitin
‘ z 05 2
0 | . 0
%10 4 +ESI EIC(114.0550) Scan Frag=125.0V x10 ¢ +ESI EIC(320.3455) Scan Frag=125.0v
54445 P lalvei 3 142 |
5 ropargylglycine 8 B-Amanitin
2.5 o 05 ~
0 S ~ 0
%10 5 +ES| EIC(104.1070) Sean Frag=125.0v x10 & +ESI EIC(789.3236) Sean Frag=126.0V
S Choline 1 12 283 Phalloidin
3] 2 4 o
2 1z 8
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o~
0 0
%10 * +ESIEIC(115.0602) Sean Frag=125.0v 10 * +ES| EIC(847.3291) Scan Frag=125.0v
54 . %) 12 3
’ 3 Muscimol 5 = Phallacidin
2
25 3 8§
o4 - 0 4

%10 ® +ES| EIC{174.1489) Scan Frag=125.0 2 4 6 8 W 12 MW 1w W W0 2 M % B

Muscarine Counts vs. Acquisition Time (min)

254

=1

- ’ 12.955
o
[

2 4 6 8 M 12 14 16 1B 20 2 2 % B
Counts vs. Acquisition Time (min)

Fig.2 9ffi¥x/ amiEEMHEDO /s n~ 77 A

3. i EHDERE
X/ amb ORI OMHGT, ST E D & A BT VR AV E— 1L 50%~T0%
A B =V 2, Axﬁ)yim%mm\77:?V~77H4VV-77?V97ﬁ
FRMESRIE T A % 7 — Vi YOBIRZET BT\, Alal, 9 FEEEO B O RIRHEHIC
kU\_ﬂg@xﬁ%%ﬁbfOWﬁ@@ﬁ%&/—»%iU*@2E%m%ﬁ0ko
WICHH B ORI OWT, A 4V, 7T 7 74 b —R Y ODS %O & FEE
=BT LOBEEIToTE 2 A, QR LEH OIS pKa OIENIANZ &b, 73T
OWE Z R TE 2 500D WHHARY ~—%® Oasis HLB ORI i
‘E)IEJ{ Thol, Tl ARTUEE, 7u/vX LT Uy aly AVE—/LIZO0
« N T AORFFRERINE LS . ¥ a0FMME L OMAFERICE DY N v 7 R

%@ LV RENENME T 2EMNH - 72728, 20 EFAR LR cCERE2iT 72,
T2, PMENERICE LT, 2 VB LTI, EXIVEBETHY ., IZEALEDOR
iy FRICF ) 2L EEN TS (A X7 TOSTHEME 450 pglg ¥) 72, miRE DT
MMEATN, 77 v 7 fEEZE LRI TEHE L7c, Table 2 |2, > A Z 7 IZ& R % 1~200 pglg
BLOZD 5 fFE (5~1000 pglg) WML 7FEOREIEZ R LT,

4. BYOTINA~DiEH

KEEOFTX ) a I ERWT, BRSO EIToT /MR, T 72 oA RT
Uk (146 pglg) BEOY AvE—/b (186 pglg), ¥~ ut=Xrns7a YLy
Uy (156 uglg) . RZINVETNG a-T~=F> (983 pglg) * B-7~=F > (227 uglg)
BLOYTZrurA Yy (328 pglg) M iz,
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Table 2 ¥WINENE (A X/, n=5)

Spiked level Recovery (%) Spiked level Recovery (%)
(ng/g) mean + S.D. (ng/g) mean + S.D.

Ibotenic acid * 20 99.8 =+ 5.9 100 725 + 3.5
Propargylglycine * 10 929 =+ 5.7 50 859 =+ 4.5
Choline * 200 106.5 =+ 4.4 1000 941 + 1.9
Muscimol * 10 1014 =+ 5.4 50 815 =+ 4.7
Muscarine 1 96.2 =+ 3.6 5 101.0 + 5.1
o-Amanitin 1 105.1 =+ 5.3 5 103.7 + 8.2
B-Amanitin 1 100.8 + 5.5 5 103.1 + 3.6
Phalloidin 1 894 + 3.3 5 101.2 + 4.9
Phallacidin 1 979 + 5.8 5 97.8 =+ 6.7

* 1 20 FEAVRIAR & IV CHIE

(€32

9 DX/ aFTITHOWNWT, LC/TOF-MS (2 X% —FoWiEa st Uiz, T ORE.
B 5 2o« FERNECT R TOMI BT ARETH Y | IRIMEINES REFCTh o7, &
FEHNCBWT, BEELDDTNLIES TWARWEASTYH, DERRYE O ERx
J AfEORENFREL 720 . FHEFEOIHRIEISObDEEZ BN,

(#Ee]

ARFGE A ERT HI2H0 . SRRk THE £ L (A KEAEGEAFERICL X
DIEHNTZ LET, E7o. 0 ailbh AR L CIHEE £ L BB EMOKERTR A&
VA — MR v 2 — R TR SEFERICE EALE L R

(& 3XH)

1) JEAFEE BFEREIEE  http!//www.mhlw.go.jp/topics/syokuchu/04.html#4-3
2) Gonmori, K. et al. : Forensic Toxicol. 30, 168-172 (2012)

3) M7 & ¢ 2% RIREATZERTEERR, 30, 71-74 (1996)

4) Clarke, D.B. et al. : Anal. Methods, 4 1298-1309 (2012)

5) HHRY) : Sk &Rk, 12, 12-16 (1959)

[ fEREAH]

EWA=E - e S 259,665
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