TTX

LC-MS LC-MSMS

TTX 10 MU/g

TTX 1 MU/g
TTX ELISA
11-oxoTTX

TTX

4-epiTTX 11-0x0oTTX 5,6,11-trideoxyTTX TTX

7,000 MU/g

2014

TTX
PSP TTX
PSP

PSP

1 2
110 120
HPLC-FLD

5 10

LC-QTOF/MS

TTX

TTX
ELISA TTX

l4g

TTX PSP
PSP




rRNA

. PSP
STX

STX

dcSTX

MDNA

GCA

DNA 16SrRNA

49

dcSTX
dcSTX

800 pg STX  /Kg
AOAC 959.08

GCA
GCA
DNA 16S
190
AOAC 959.08 dcSTX
dcSTX
Codex




.PSP

B.
4 No. 1
~4 1
25
0.1%
5 1:5 4
1 No. 1 5
01 % 10
PSP 1:10
12 45 0.1 %
2 356
2 35 6 C18
HPLC-FLD TTX
2 2
5
HPLC-FLD
TTX
HPLC-FLD
TTX TTX
2 5 10 20 MU/g 1/5
172 1 2 2 5
10 MU/g 2 4 0.1%
3 5
3 5 20 MU/g
2 0.1%
3

C18

HPLC-FLD TTX 4-epiTTX



TTX
4-epiTTX
TTX

4,9-anhydroTTX

4,9-anhydroTTX

LC-MS

1 2 5
11 1:2
1.5 TTX
10

1 0.1%

10 MU/mL
01 % 5 10 20
2 1 05MU/mL

MU/mL

TTX
LC-MS TTX

01 %

1:4

1.9 MU/mL TTX

LC-MSIMS TTX
1:2
2 4
LC-MSMS HPLC-FLD
TTX

LC-QTOF/MS TTX

TTX: <1 MU/g

5049

(11 pg)
LC-QTOF/MS 1 2

1 MU (1.1 pg) 10 MU

18
21
LC-QTOF/MS

Bio-Gel P-2 Bio-Rex 70
4,9-anhTTX 18
0.05M

(-

pmol
pH 8.0
DTT 310mg
20 mL 37°C
30 DTT-TTX
Bio-Gel P-2
49anh-TTX 25 pmol
pH 80 20 mL
1,2- EDT 260 pL
mL 37°C 30
4

Bio-Gel

0.05M

DMSO 10

EDT-TTX
pP-2 ¢1.5%10 cm
10 mg
grade,Sigma)
GBiosciences
pH 7.2
GMBS Dqjindo

(BSA, RIA
KLH
2mL 02 M
DMEF 300 pL
10 mg 30
01 M pH
6.0 Sephadex G-25 ¢@1.5%x45
cm BSA-GMBS
KLH-GMBS
(DTT-TTX
EDT-TTX 0.1M
BSA-GMBS
KLH-GMBS 5

BSA-DTT-TTX KLH-EDT-TTX

BSA-DTT-TTX KLH-EDT-TTX
1mL

0.3mg 1.5mL

1 0.3 mg 1mL

complete adjuvant freund

BSA-DTT-TTX 2 KLH-EDT-TTX

5



5mL

(100puL PBS TTX
(2 25uM) 30 NMWL
10K (Nanosep Omega, Pall Life
Science) TTX HPLC
(Yotsu et al.,1989)
1mL TTX
TTX
KLH-EDT-TTX No.2 7
4 100
uL PBS 10 uM
TTX Wako 4epi-TTX  4,9anh-TTX
11oxo0-TTX 5,6,11trideoxy-TTX
100 pL TTX
PBS 100 pL PBS
30

Nanosep 10K OMEGA PALL Life Sciences

HPLC LC-QTOFMS  TripleTOF™
5600+ ABSciex positive TOFMS

TTX
TTX
01M

- (DTT)

3.4 pmol 2 mL
pH 7.4
EZ-Link Maleimide-
PEG2-Biotin Thermo Scientific  4mg 7.6 umol
2
Bio-Gel P-2
100 mL
10 mL 50

(1.5x12 cm)
0.2 M AcOH
0.2 M AcOH
HPLC

0.1% AcOH
TripleTOF™ 5600+ ABSciex
0.2 mL/min
5uL
positive TOF-MS

EAH-Sepharose 4B (GE-Health care)
10 mL PBS10mL GMBY(
Dojindo)56 mg DMSO 2.5 mL
20
$®25x100 mm

50 mL 4 PBS 50 mL

GMBS

DTT-TTX 14 umol PBS 30 mL
1
100 mL
1%
PBS 100 mL
100mL  PBS100mL
TTX
10mm
KLH-EDT-TTX

7.5mL

30mL
No.3 14
PBS7.5mL
60mL PBS 0.1M
pH 2.7 2mL
30 1.0 M Tris
400 pL
Jasco V-550

TTX

280 nm

17 mL
5°C

PBS

ProClin 300 6 uL
TTX ELISA

TTX

pH 8.2

09 %
NaCl/0.01 M Tris-HCl
96 ELISA
Thermo Scientific
5°C
1 1% wiw
DS Phrma Biomedical
5°C

100
F96 Maxisorp
100 pL
PBS wadll

well

well

350 uL
well  0.05% wiv

PBS PBST 2

TTX  4epi-TTX

(Tween 20

TTX
5,6,11trideoxy-TTX

11oxo-TTX
01 M
pH 7.2 1 3
10 30 100 300 1,000 nMm
TTX 50 puL
well

TTX

2nM
50 uL
TTX
pH 7.2 50 uL
ulL well
TTX

0.1M
2nM TTX 50
Bound 100 % = B100
0.1M
well Bound 0% = Bo

37°C 15

pH 7.2

well PBST



1 PBS 2,000
HRP-streptavidin  (Molecular Biology Grade, 1

mg/mL KPL well 100 pL 37 °C
15 well
PBST 3 10 mL
Sigma-Fast tablets OPD-H,O, Sigma
well 100 uL
37°C 5 10
2M HCl well 100 uL
Bio-Rad
iMark 490 nm
3
490 nm
TTX
GTX 14 GTX1 GTX4 GTX2,3
GTX2 GTX3
neoST X
dcSTX cic2 c1 c2
01M
pH 7.2 1 3 10 30 100 300 1,000
nM
TTX
2017 10
ELISA
( )
(2015)
HPLC
LC-QTOFMS 0.1
M (pH 7.2) 1000
ELISA
TTX
TTX TTX rapid test kit

Lot:20150716 Wuhan Unibiotest Co., Ltd.
TTX

1mg Lot SAJ2556
TTX 1mg 0.1

TTX

mg/mL
TTX

“Sample diluent”[8g NaCl

1mL
TTX 5000 MU/mL

0.2g KCl 1.44g

Na2HPO4 0.24g KH2PO4, dissolve in deionized

watertolLl] pH7.4 0.1
10 4 2 1 05 025 0125 0.0625 MU/mL
TTX TTX
100 uL.  TTX rapid test kit
TTX TTX
TTX
TTX 11-0xoTTX
5,6,11-trideoxyTTX
11-oxoTTX
5,6,11-trideoxy TTX
5,6,11-trideoxyTTX LC-MS
TTX
0.1
3
TTX TTX
2014 10 2015
6
TTX TTX
PTX PTX
SD
1—~1000 ng/mL  PTX
6—48
LDH
TaKaRa
CPK
LDH
2009
Palythoa tuberclosa 2011 3
Noguchi 1987

PTX PTX
PTX



1
2015 10 2016 1 1
102
-30
-30
2g 01 8 mL
11,000 rpm 1 x10
10 13,400xg
15 5 mL
0lmL 01 0.9 mL
0.5mL 10 kDa
50
PVDF 0.2 pum
LC
Agilent 1290 Infinity
Inertsil-Amide  75%2.1 mm 3 pm A
5mM , 0.5 mM
B 90 MeCN 5mM 0.5mM
AB 25 75
45 05
mL/min 5uL
MS
Agilent 6460 Triple Quad LC/MS
ESI AJS Positive) N2 280
12 L/min N2 350 11 L/min
3500 V 500 V
N2 55 psi
135 V 35 eV
N2 m/z 320.2
m/z 162.1
m/z 302
TTX
TTX 0.22 ug MU
10 MU/g
10 MU/g 100 MU/g
100 MU/g 1000 MU/g
1000 MU/g

2 3

2017 1 2017 12 2 3

101
-30 15
-30
59 01%  25mL
10
13,000xg 15
0.1% 25 mL
0.1
0.5 mL 10 kDa
PVDF 0.22 pm

LC
Agilent 1200 SeriesLC Inertsil
Amide 3pm 2.1 x 100 mm GL Sciences
A 01% B 0.1%
A B=5 95 0.1min

6mn 60 40 1mim 10min 15 85 3

min 20 min 5 95 40
0.2mL/min 2 uL
MS
Agilent 6540MS Q-TOF ESI
Positive N2 350 10 L/min
3500V N2 50
psi 200V
m/z 50-950 m/z 121.050873

m/z 922.009798
320.1088+0.005

[M+H]*  miz

2016 7 2018 2

22



HPLC

2015 (TTXs)
(TTX) 4- - (4-epi TTX)
59 0.1 20 mL 4,9-
11,000 rpm 1 x10 (4,9-anhTTX)
10 (PSPs) Sato et al.(2014) ELISA (SKit,
13,400xg 15 ) HPLC
59 TTX 4-epiTTX 4,9-anhTTX
4 0.1 1.624 (MU/nmol) 0.229
(MU/nmol) 0.027 (MU/nmol)
-30 19 TTX (TTXs)
4 19 21g ddy MU/g ELISA PSP
(PSPs)
1mL (STX)
MU 2.483 (MU/nmol)
1mL MU 1g PSPs (MU/g
10
13 3 2015 10 2016 1
12
MU MU 17.6£3.2 cm 185.4496.2 g
MU/g
MU
2003 2004
2015 5 11 2017 6
36 BW
430.7¢473g TL 263.1£10.5 mm 30
BW 502.0+£28.0g TL 302.0+6.6 mm) 2003 1 H~7 8 H~2004 10
12 BW 202.8422.0 g TL
226.7£9.6 mm 43 BW 66 125
160.0£10.9 g TL 195.445.6 mm 2
2004 10
80 20 10
10 4
5 4
0.1%
5
0.1% 5
SepPak C18 plus 2015 6 14

Yotsu et al.(1989) 2015 10



2016
10
25 24
20 3
8mL
)
249

0.1

1

30

10

2g

32 — MU
30
25
2014 7 2017 10
1
1
20
23 15mg
DNA
DNA  16SrRNA 600
bp b
10 TaKaRa Ex
Taqg PCR
” PCR DNA
nucleotide BLAST
2
TTX
TTX TTX
30 15
10
0.1
15
( 3000 TTX
TTX LC-MSMS TTX
9 PSP
12 20

10



2 TTX dcSTX 98 10 55 30 72

55 nmol/ 60 30 PCR
72 PCR template BigDyee Terminator
TTX v3.1 Cycle Sequencing Kit  ABI DNA
dcSTX LC-MSIMS  HPLC-FLD ABI 3130
P. suvattii PCR
15~18 8
STX TTX 19.2 nmol/
4
24 48 MS
TTX STX
P. suvattii 20
80uM  TTX 19 MS PCR
STX
2 MS
MS
PCR PCR
MS
@ x d 3 3
X 9 3
3 x
? 5 DNA
4 4
4 a4 DNA  16S rRNA
C col
B ) 18S rRNA Gene Data Bank
20
10
DNA S PCR
OQuickGene-810 DNA 16S rRNA
DNA 350 bp
DNA mMDNA 165 rRNA PCR
b 620bp 390bp
PCR PCR
B-1 PCR
TaKaRa Ex Tag DNA PCR
0.2mL PCR 1
DNA 50ng 10x TaKaRa 5.0uL 2.5mM dNTP 29
mix 4.0uL.  10uM 1.0uL TaKaRa Ex DNA
Taq DNA 0.25uL Ex Taq
50pL PCR PCR
16SrRNA 98 10 53 30

72 60 30



DNA
16SrRNA
150 bp PCR
PCR
DNA
16SrRNA
16SrRNA
DNA
NCBI
DNA  12S rRNA
NADH1
PCR
PCR
10%
70%
X
. PSP
2014 6 2015 7
20 kg
Bio-Gel P-2 Bio-Rex 70
GTX1 GTX4 GTX2 GTX3
GTX1 GTX4 Sato et al.(2014)
/
GTX2 GTX3 Bio-Gel
P-2 GTX2,3
GTX2,3 450 umol
GTX2,3 (350 pmol) 300

mL 0.05M (pH 7.3)
3 mL 2- (ME,
Wako, > 95%)
ME-STX Bio-Gel
P-2
ME-
STX (ca. 330 umol)
ME-STX (ca.330 pmol) 300 mL
5M NaOH pH 12.0
17 500
mM pH 74
30mL ME Bio-Gel P-2
Bio-Rex 70
ME-STX ME-dcSTX dcSTX
TOF-MS (Triple TOF 5600, ABSciex)
dcSTX
4% CD3COOD/D,0
NMR
dcSTX
2.35 pmol/L deSTX STX
0.45 pg/mL STX FDA
100 pg/mL STX
ICR 4
19 21g
STX dcSTX
Conversion Factor CF AOAC 959.08
1 1mL
5 7
2 0.003 M
1 10
ImL
Sommer
MU/mL
FDA-STX pg/mL MU/mL
CF FDA-STX ug/MU
2 2
10 CF
2
10
CF dcSTX  STX
6 6 CF



CF 1

STX dcSTX 10
1 5 5
CF
28 CF 1
29
4
dcSTX
CF dcSTX 3 mmol/L
2.35 ymol/L decSTX 20mL + 12
mL 3 1 2
4 6
LC-MS/MS
2.35 pmol/L dcSTX 10mL+ 6mL
LC-MS/MS

LC
WatersACQUITY UPLC I-Class
Waters ACQUITY UPLC BEH Amide 2.1 x 100

mm 1.7 um A 2.0 mmol/L
3.6 mmol/L B 95
MeCN 2.0 mmol/L 3.6 mmol/L

A%(min) 10 %(0 min) —
30 %(2 min) — 60 %(9 min) — 10 %(9-12 min)

12 40 0.2 mL/min
2 ulL
MS
Waters Xevo TQ-S micro ESI
Positive) Desolvationgas N, 600 1000 L/h
Conegas N2 150L/h Ar Source
Temp 150 5V
MRM 6.2
Precursor | Product Cone | Callision
lon lon
m'z m'z V) (eV)
dcSTX 257 239 5 15
257 222 5 20
257 180 5 20
n=3 m/'z 239
STX dcSTX

1
138 MU/g
0.98
~1.20
184 MU/g
1.14~1.22 138 MU/g
5
0.1 % 10
1.16
4 No. 1—4
15
1 No. 2 138
MU/g No. 4 72 MUlg
2 No. 1
184 MU/g No. 3 178 MU/g 15%
r = 057~
0.82
1.5
2
3 1
5
No.1~4 121 117 124 1.15
12 1:10
No1l 1.16
r = 0.994—0.999
2 11
3 12 1.19~1.25
3 y
—4.44~—-0.80 100 MU/g
2 095
11~-12 vy 6 -07
0.94—1.97 4
5 C1
1.06 1.08 11



HPLC-FLD
C-2 TTX
2 5 10 MU/g
5 82.7 100 102% 3 85.9
95.0 93.2% 20 MU/g
3 74.5%
5 10 MU/g 5 117 120%
2 5 10MU/g 3 107 118 115%
20 MU/g 3 92.9%
TTX 20%
2 MU/g 5
4-epiTTX 4,9-anhydroTTX
TTX
TTX 4-epiTTX
4,9-anhydroTTX
LC-MS
TTX
LC-MS 5 11
1 5 10
20 68.4 87.7
102 98.2% 10 100%
1:2
1.5 5
100%
TTX
LC-MS/MS 6
8 16 TTX
100%
2 4
60~ 70%
66%
LC-MS/MS
HPLC-FLD TTX
LC-MS/MS HPLC-FLD
7
2 4 LC-MS/MS
HPLC-FLD
2 4

LC-MS/MS y=

LC-QTOF/MS TTX
TTX  1MU/g (0.22 mg/kg)
10 MU/g (2.2 mg/kg) 1 2
5 1 MU/g
84 3.7RSD 12
10 MU/g 73 3.1 RSD%
3.8 RSD% C-3
18 21
LC-QTOF/MS
R? 0.9762
0.9495
8
HPLC 280nm
TTX
BSA-DTT-TTX
134% KLH-EDT-TTX 54% TTX
BSA-DTT-TTX 2
14 7
2.5 nmol TTX/mL
KLH-EDT-TTX
4 1
2
14 4.0 24.5 nmol TTX/mL
9
TTX, 4epi-TTX
4,9anh-TTX 5,6,11trideoxy-TTX TTX
Wuetal. 1996 1
11oxo-TTX KLH-EDT-
TTX No.2
4,9anh-TTX TTX
4.6 6.7 nmol/mL
10
TTX TOFMS
m/z 491.1723 981.3368
[M+2H]* 491.1707 [M+H]*
981.3337 11
TTX
Nos. 34
40 TTX



KLH-EDT-TTX No.3
14 1mL
3.97 nmol
14.9 nmol
109G

TTX
TTX
Mw 160,000

280 nm 0.235

1mL 1.05 nmol

17.9 nmol

17 mL

1gG 7.5mL
14.9 nmol

TTX

1 mL 0.56

nmol TTX

pH 2.7 50 %

ELISA TTX

4epi-TTX 1loxo-TTX 5,6,11trideoxy-TTX
3 100 nM
1,000 nM well Bo
well IC50
TTX 30nM 4epi-TTX 50 nM
11loxo-TTX 50 nM 5,6,11trideoxy- TTX

100 nM 12

13

ELISA HPLC

LC-QTOFMS 5,6,11trideoxy-
TTX
14 15
TTX

TTX C
TTX

TTX
TTX

“ Sample diluent” 0.1
“ Sample diluent”

TTX

C T 2
“ Sample diluent”

TTX 0.0625 10 MU/mL

10 MU/mL TTX

T C
TTX 1.0 MU/mL
0.50 MU/mL T C
0.25 MU/mL
T
0.5 MU/mL
0.1 TTX
0.0625 4 MU/mL
0.25 MU/mL
0.1
0.1
TTX 11-oxoTTX  TTX
0.627 nmol/mL TTX
T
2 1.25nmol/mL 4 2.51 nmol/mL
T 4
TTX 5, 6,
11-trideoxyTTX 2 0.627 nmol/mL
3.14 nmol/mL
C
T 3.14 nmol/mL
11-0xoTTX 5,6,11-trideoxy
TTX TTX TTX
“ K cC T 2
0.1 cC T 2
C
T
TTX
025 10 40MU/mL 3 TTX
4.0
MU/mL TTX 2
TTX
T TTX
4.0 MU/mL T
TTX
TTX
TTX



1 MU/mL
1 MU/mL
5.32 MU/mL 0.1 10
100

0.053 MU/mL cC T 2

T
TTX
449 MU/mL 0.1 10
1,000
0.45 MU/mL T
10,000 0.045 MU/mL T
PTX PTX
PTX
10 ng/mL
100 ng/mL
16
CPK 6
12
17 6
PTX X CPK vy
18
y=90.604Ln(x) — 61.963 R2=0.9231
LDH
100 ng/mL
6
48 12
24 19
24
PTX X LDH vy
20
y=12.365Ln (x) + 11.659 R?> 0.9235
0.1g /mL LDH
100% 21
9.5 ng PTX eglg LC-MS/MS

PTX 7.0 ng/g

22 LDH 70%
30% PTX 103 2 ng PTX
eq./g
1
97 6 12
33MU/g 1
3
2
n=3
5
18 7,000
MU/g 2
2 3
150 TTX
2
3 108
37 2
7,500 MU/g
2 20
14 1 11
MU/g
5
11 97 MU/g 1 110 MU/g
22 17 5
14 49 MU/g 5
8 12 59 MU/g 8 100
630 MU/g 1 1,000 MU/g
2016 14
5 9 21



69 MU/g 5 MU/g
10 2017
12 1 2

36
6.22 + 1.78 MU/g
0.25+ 0.08 MU/g

50 MU/g) TTXs
27MUlg  PSPs

5.04+0.96 MU/g 10

MU/g 0.10+0.06MU/g 0.46 MU/g

PSPs

TTXs

410

3,100 680 440 MU/g TTXs

TTXs

20% PSPs
30

1.23+0.29 MU/g

0.17+0.08 MU/g

4.6 MU/g TTXs
2.0 MU/g PSPs
2.05+1.05 MU/g 1
MU/g 1.00+0.38 MU/g 3.7 MU/g

PSPs

TTXs

42 76
39 260 MU/g
TTXs

TTXs
PSPs

12
5.45+2.66 MU/g
0.66+0.28 MU/g

28 MU/g
2.7 MU/g) PSPs
15.88+15.30 MU/g 46
6.50+4.20MU/g 14 MU/g

TTXs

MU/g
PSPs

TTXs

32
250 80 960 MU/g
TTXs

TTXs
PSPs

40
2561 6.08 MU/g

TTXs 0.73 + 0.22 MU/g

PSPs 40 26

230 MU/g
2.7 MU/g

1,200 6,700
2000 2 700 47 MU/lg TTXs
TTXs

2 20% PSPs

84 2,400 MU/g <3~2,400 MU/g 48~1,600

MU/g 2000 MU/g
2
<3—~98 MU/g 5~81 MU/g
58%
98 MU/g
2003 1 H~7 66
22 42 2
120 MU/g
2003 8 H—2004 10 125
5 28 MU/g
120
7MU/g
58 MU/g
34 MU/g 37MU/g
32
96.7 30
29 86.7 30 26
81.0 21 17 80.0 30
24 406 32 13
2,290 MU/g 1,270
MU/g 977 MU/g 590 MU/g 60.8
MU/g
3
20 10 30
100 100 28 28
1,990 MU/g 422 MU/g
3,540 MU/g
30
2



10 182
1,330 MU/g 184 1,550 MU/g
1,550 MU/g 182
MU/g
5 11
MU/g 396 1,140 MU/g
451 1,270 MU/g
+ 15%
*
20% “ ”
10 1 5MU/g
5 110 MU/g
110 MU/g
84.9 MU/g 1,120 MU/g 1,990
MU/g
186 MU/g
5MU/g
DNA 16SrRNA 600
bp 111 69
Lagocephalus spadiceus Accession No.
APO009538)

Takifugu xanthopterus 17
Takifugu vermicularis 15

Takifugu poecilonotus Takifugu
flavipterus 13 Takifugu
snyderi 3 Takifugu pardalis 2

Takifugu niphobles Takifugu

alboplumbeus 1
1

Takifugu rubripes

LC-MS/MS 115 20 TTX
10 031 3.0 pg
TTX/g 5 099 33pugTTX/g
3 0.064 1.1 ug TTX/g
1 1.6 ug TTX/g 1
0.056 pg TTX/g
TTX

0.010 ng TTX/g

PSP

TTX
4.8
nmol/g 3.3 nmol/g 1.0
nmol/g
14 0.7
nmol/g dcSTX
3.6 nmol/g 4.6 nmol/g
P. suvattii
STX
7~8 nmol/ 4
STX
1-3
nmol/
TTX 24 48
STX TTX
STX
20 15 umol/g 60 46 umol/g
TTX 20 2.6
pmol/g 60 5.3 pmol/g STX
1/6~1/9
STX 40~50
pmol/g TTX 20 umol/g
2~3 24
48 STX 94 umol/g
TTX 39 umol/g
? X
J 3 d
x Q 8
4
4
4 20
20
10 MtDNA 16S



rRNA b AAAG TATC
25
4 TATC
4
4
350bp 520bp
20 10 4
4
mMtDNA
16S rRNA b
PCR
DNA 16S rRNA 350bp
PCR
1 350
bp PCR 29
ATAG GAAAG CATC 5 PCR
GCA AGC AATC PCR
GAAAG GCA
PCR 150 bp
23 24
PCR DNA 16S
GAAAG rRNA 16S rRNA
194 209 125 145bp GCA 1916 bp
370bp 270bp 23 No.15
16 24 Torafugu, Mafugu 84.6
GAAAG
59 4 14 61
20 25
GCA
6
33 34 100m
4
7
TATC TGTA TAGA



7-9

14
13
13 15
12 13 15

13

12



Arothron multilineatus

26

13

Takifugu niphobles (Jordan
and Snyder, 1901)
Tetrodon
alboplumbeus Richardson, 1845

Takifugu niphobles (Jordan and
Tetrodon albopumbleus
Takifugu alboplumbeus

Snyder, 1901)

(Richardson, 1845)

10 Takifugu poecilonotus
(Temminck and Schlegel, 1850)
2
Boeseman (1947) 2
Lectotype

Takifugu poecilonotus
(Temminck and Schlegel, 1850) Takifugu
alboplumbeus (Richardson, 1845)

Takifugu poecilonotus
(Temminck and Schiegel, 1850)

Boeseman

Takifugu flavipterus

Lagocephalus gloveri (Abe and Tabeta, 1983)

Lagocephalus cheesemanii
(Clarke, 1897)

7

Tylerius spinosissimus (Regan, 1908)

3
SEM
. PSP
20 kg
GTX2,3

2- ME ME-STX

pH 12.0
17
ME-dcSTX
ME
ME dcSTX 268 pumol



TOF-
ME-STX ME-dcSTX
NMR dcSTX

0.077 mmol/L

STX dcSTX AOAC OM 959.08
CF 0.187
png/MU 0.008 0.174 pg/MU
0.008
CF dcSTX
STX CF
dcSTX CF CF + 20%
0.140 ~ 0.210 FDA-STX ng/MU
STX CF 1 5
CF + 20% 0.150 ~ 0.225 pg/MU
CF
CF dcSTX STX 10%
dcSTX dcSTX
3 mmol/L

LC-MSIMS

27

STX

639 ug STX kg 1/

AOAC dcSTX STX
dcSTX

CF
STX dcSTX 2
CF
STX CF
dcSTX 2

5

10

10

5~10%
5

92~97%
3

y
10 MU/g

127~131

10

5MU/g

2 13%



HPLC-FLD

27
6 0306 4 0306
70 120%
15%
3~5
HPLC-FLD TTX
3
HPLC-FLD
3
5
TTX
4-epiTTX 4,9-anhydroTTX
20%
TTX
LC-MS
LC-MS
100 %
TTX
1:2 5 1.5
90%
TTX
LC-MS/MS
2 4
TTX
2
4
LC-MS LC-MS/MS
5
10

MS

2

TTX

LC-QTOF/MS TTX
1MU/g
TTX 0.74 MU/g 1 MU/g
10 MU/g
LC-QTOF/MS TTX
TTX ELISA
TTX
TTX
Johnson et a. (1964) TTX
TTX
TTX
Yotsu-Yamashita et al. (2005) Sato et al.
(2014)
TTX
11-oxoTTX
TTX TTX
ELISA TTX 4-epiTTX
11-0x0TTX 5,6,11-trideoxyTTX TTX



2015 10 2016
1 2016 12 3 2017 12

TTX

2014 7 2017
TTX
cm
4,000
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B-1

16Sar-L 5’-CGCCTGTTTATCAAAAACAT-3’
16Sbr-H 5’-CCGGTCTGAACTCAGATCACGT-3’
L14317Glu 5’-CAGGATTTTAACCAGGACTAATGGCTTGAA-3’
H15149 5’-CCCTCAGAATGATATTTGTCCTCA-3’
C-1 5
No. RSD RSD
MU/g (%) MU/g (%)
1 724 0.60 7.7 18 1.07
2 60.3 34 63.1 4.0 1.05
1 1063 6.9 1086 29 102
2 220 1.7 250 11 113
C-2 n=3
TTX TTX
(%) RSD (%) (%) RSD (%)
5 82.7 11 82.7 11
2MU/g
3 85.9 11 107 9.7
5 100 19 117 21
5MU/g
3 95.0 53 118 6.2
5 102 021 120 0.95
10MU/g
3 93.2 12 115 13
20MU/g 3 74.5 85 92.9 6.6
C-3 LC-QTOF/MS TTX 2 5
1 MU/g (0.22 mg/kg) 83.7 3.7RSD 11.9 RSD%
10 MU/g (2.2mg/kg) 73.0 3.1RSD 3.3 RSD%




