28

(STX)
20 STX
4 5 65
dcSTX STX
STX
11
(GTX) 2-
(GTX) dcSTX
A. Watanabe et al., 2011
paralytic shellfish poisons, PSP dcSTX GTX 2 GTX3
STX GTX5 HPLC
20 dcSTX
PSP STX PSP
Sommer and Mayer,
1937 ELISA PSP GTX GTX 2-
STX ME
Sato et al., 2000
dcSTX
2016 2016-204270
4 5 65 dcSTX
dcSTX
STX STX B.
2015 7 2014 6
dcSTX
ClL C2 20 kg
Bio-Gel P-2 Bio-Rex 70
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GTX1 GTX4 GTX2 GTX3
GTX1 GTX4
Sato et . 2014 /
GTX2 GTX3
Bio-Gel P-2
GTX2 3
450 pmol
ME-STX
GTX2,3 350 pmol  0.05
M pH 7.3 300 mL
ME , > 95%
3 mL
ME-STX Bio-Gel P-2
ME-STX 330 umol
ME-STX
ME-STX 330 umol 300 mL
5M NaOH pH 120
17
500 mM pH 7.4
ME30 mL
10 Bio-Gel P-2
Bio-Rex 70

ME-STX ME-dcSTX dcSTX
TOF-MS Triple TOF 5600, ABSciex

dcSTX
LC-MSMS
dcSTX
dcSTX
HPLC InertSustain Amide 2.1x75
mm 3um 30
2 mM -35 mM A
95 % 2mM
-3.5mM B 0 min
70%B 2min 70%B 18 min 40%B
23min 40%B 0.2 mL/min
2uL
MS ESI Positive N> 300
5 L/min N2 380 11 L/min
SIM
dcSTX

m/iz257.2 100V STX m/z300.2 100V C1
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C2 GTX3 mz396.2 100V GTX1 m/z332.2
125V GTX2 m/z316.2 65V GTX4 m/z412.2

125V dcGTX2 m/z396.2 100V
C.
ME-STX
ME-STX ME-dcSTX
ME-dcSTX
ME
ME dcSTX 268
pmol
dcSTX 40 pg/mL  LC-MS
5,000  8ng/mL 10.000 4 ng/mL
LC-MS
SIM
dcSTX m/z 257
STX PSP
13
D.
C1, C2, GTX1~6 neoSTX, dcSTX
STX pH 8
11 GTX2 GTX3
113
Sato et al., 2000
1,2- EDT 2-
ME GTX2 3
ME-STX
ME-dcSTX
2016 2016-204270
dcSTX C1,
c2 ME
GTX5 C1, C2
dcGTX2
dcGTX3 ME
dcSTX STX
pH 12 15



ME-STX  carbamoyl
ME-dcSTX
ME-dcSTX ME G
dcSTX
1.
dcSTX LC-MS SIM
PSP
gNMR 2,
1)
29
2017 3
GTX ME ME-STX
ME-dcSTX H.
ME 1)
dcSTX
deSTX 2016-204270 (P2016
9NMR -204270A) ,
F.
x10 2 |+ESI MRM Frag=65.0V CF=0.000 DF=0.000 CID@15.0 (316.1 —=> 298.1) neoSTX_fromJFRL_20dil_ver8.d
sa )’ o1 ©GTX4 ‘
s2of L . : dcGTX3
s : : i 0GTX2 gy /
28| ' I = GTX
I 18-
" Do NeoSTX GTXZ]\,.\
i 1 ! 1 /,/ \
2'27 ' E r \ : [ A
1.8+ | ! J T A
1.6 : : J \
1.4 1 F : | ‘
ol ! ‘\‘ | STX ||
3 Nl % A
0.8+ : J | 1 J R
0.6 A ! &
0.4 l_ _____ 1
i 2 3 4 5 6 1 8 10 11 12 13 14 15 16 17 18 19 20 21 22
B9V vs. BIEEER (min)
1 PSP LC-MS SIM STX m/z300.2
l
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x10 3 |+ESI SIM(257.2) SIM CF=0.000 DF=0.000 dcSTX _from_Prf Sato_10000dil_SIM_ver8.d
321 2
& 4
\
2.8 h ., P M NN A
| " ,«f‘fv VY WM «xh\, A " . IR,
| I M‘/‘ o \\ " / -"JW/"‘JJVVVW\‘\\‘A“—\\‘\V"‘WM,« . o AN WY
2.6 y‘w\v""u/\‘ \‘ m\e e N\ “,\V,‘»\‘\‘aﬂny‘t g R RYEL W vw\v»\lm\m WA
24| f f o -
o I dcSTX
2 Il
) “ ' STX area 24,000
J ‘\
1.8 I S/N 18
1.6 2419
| [
1.2+ YR, {15 T oA
1- (
A M\J “\“ ! ‘
0.8 fod| N NN o SRR AT IR PR o A g o0 st A o UM VAR AN OO
061 i 7w
0.4
m/z 300.2
0.2
0,
i 2 3 4 5 6 71 8 & 10 11 12 13 14 15 16 17 18 19 20 21 22
AUk vs, BIEEERE (min)
2 dcSTX 10,000 LC-MS SIM STX m/z300.2
x10 3 |+ESI SIM(257.2) SIM CF=0.000 DF=0.000 dcSTX from Prf Sato 5000dil SIM ver8.d
3! 2
o AN A AW M , ; N | .
‘ Moary A ” Wi mm\«vw,\m‘k‘m’W‘W“v"\ ARV s~ Al “VA”'N"“”‘/‘»‘““,W«-‘ A\m‘”/ WbV
WA \ P P M VWYV W[

N A

| STX

iAok SR
1 r//\MM . P o
W

Vv

m/z 300.2

AN A~ Wk

dcSTX
area 52,000
S/N 42

.mww g

A,

oA A RRA YR I

OORRT R

10 11 12 13
FOU b vs. BITEEERE (min)

3 dcSTX
STX m/z300.2

5,000 8 ng/mL
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LC-MS SIM



