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®1 BREH

% #h . ESMiZih
5ifmK 1000 ml
TigmH& 30 ml
RJRTFI/ AR 1g
71 g al Ly W 120 mg
YoBAKFR=HII L 5 ug
EDTA-Mn 330 pg
EDTA-Fe 260 ug
E43vB, 100 pg
E43VB;, 10 pg
EFF 1ug
pH 7.8~8.0

* 3 E: 40 pmolms?
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BAGBEEHAEMNE (BREDOLL « REHERHEENLEE)

BHa 8 L RMOTEMEHERICE TR

SRS BURA RBRFEREBAEERFER B#

o EE

WD KB TH HEEREs n~ v 7T 7HEBESHEE (LC-MS) I
X HEkEME EFE  (Paralytic Shellfish Poison: PSP) 5 D —F ot s Bs L7-#t
%I PSP ERIEDRBIZE T A -0, AHANEN L F T k¥ I (saxitoxin:
STX) B2 b NI =4 h% > (gonyautoxin: GTX) DI Z R,

. MHEBICARTIESN = OME L KERMNE, BB, EERAE
# L ' Bio-Gel P-2 # 5 A4, Bio-Rex 70 75 & (HA) (off L. STX B % K
L7, B, SRk u~ /77 4— (HPLC) ST IV E—D 2
WANELN, ZALEFEANTHGEENTWRNWT B ILNE AL STX

(decarbamoylSTX: dcSTX) (HRFEE 1,000 MU) B LU A FeFk Iy STX
(hydroxySTX: hySTX) (#FEH 1,100 MU) Th o7,

WNT, dbHREE KB TR LB A BT =R B LRI R L& 2
7. MR 4,280 MU @O GTX2 OHE—FNHE STz, —FH. GTX1~4 (K=
£ 17,100 MU) . GTX1~3 (}8F & 6,700 MU) 3 L 1 GTX1,4 (FH& 1,330 MU)
OIHEMELELETHE LN,




A. WFZEEM

UZMEORKBHTH 2EERK S o
< h7 T TEESHEE (LC-MS) 12X
LT (PSP) oy D—F % B
fa L7-#xtiy PSP ERIEDHEBEICIX, #
DR DIEYE S DFEARDLERR T
HbH, HE. BRNIZEIT S PSP EZHERIT
BRKES TECREMINTVWS, ZhE
TIZAHAL TS PSP A 431340 30 FlEICD
EE5bO0, ENTEAMAIN TS PSP K
4313 protogonyautoxin (PX) 1,2 (C-toxin (C)
1,2 ) . gonyautoxin ( GTX ) 1 ~ 4 |
decarbamoylGTX ( dcGTX ) 2,3 & L O
neosaxitoxin (neoSTX) @ 9 FEFED AT, #
NOEARICLEE LOHIRESHS, -,
#ENFEEIEUEFZRBIEESA T
% STX XA FE KB FENOORBBEEH
@V hydroxySTX  (hySTX) | MNEVLERIZ K
DR (SOy) A ZIZHERL L T STX,
neoSTX |ZEHAT 5 GTXS5,6 7 KDy
., ZRRZEENRTW Y, 22T, Y4
MEEMIRORBEERT <L, Y%
FREFFEE LTHFANE? SO STX
725N GTX ORI AR,

B. #F¥EHE
DIV
1-1) #FEH=

1999 4 4~7 AR HE B CHEY
L7757 A YXH= Platypodia
granulosa 5 AR (37.5 g) #3F %k (kL A)
&L, STX BRIV, RHEHIA
Fth, BHIZHME L TUUTORBRRICHES
HDET-20CTHRIFL., RO, Fik
TR LT,

1-2) A8 _H&AH

2004 4 6 A IZAbiEEME KIS TERIRE N
TR B T A Patinopecten yessoensis 0 H
iR 500 g (BAEEB) 72 5 TNZ 3,500 g (R
BHC) @kl L. GTX BoRRIcHL
Tzo ABHIAFH, EHICHELTUT
DORBRIH S D E T—20CTHRIF L.,
HOBR, AP CREME LT,

2) PSP REFE O
2-1) STX BEDHH & ksl

STX BEOHIH L RRIT, v v 2EMSE
fEHE L LT, Arakawa & (1995) D FIEIZ
U7,

HE A DD 3 FED 80%A X ) —L

(pH2.0) THEEKEHHL, vZ7onm 3
Z o CHiE LT, B ooz
x| TEMERALERT. , Bio-Gel P-2 7 7 A (¢
50X 330 mm, Bio-Rad Laboratories) =17
L. #EREIE, ZBAKTKELEZD
H. 0ISMEEBIC L VIR S, HE,
Z OYEHIE 4y % Bio-Gel P2 17 & (¢ 28
X 480 mm, Bio-Rad Laboratories) (Zfit L .
KEER. 0.05 MEFBEIC X D 120 B2 %43
B L., HPLC i &17-o 7=,

RIZ.HPLC T L W HHE ThH o - E4Y
60~69 (Fr.1) I X U\HE4y 73~120 (Fr. 1)
% Bio-Rex 70 77 7 A (H'AL, ¢ 8 X940 mm,
Bio-Rad Laboratories) {ZfF L. 0~1 M EE
BErRAWD =T 77y MEIZK
V. 80 B & mitE., mdikiks o< b
75 74— (HPLC) ##ricftL 7=,

2-2) GTX o & ks
GTX BEOfiH & FIT, ~ v REMEE



BEEL LT, Ao (1981) DHIRICHE
ML TIT o7,

9. BB A 1T E B 2D 1%EE
B5-20% T % /) —/LCHE KEME L,
Wiz, B. BRI 2-2) & RIBRIZHE.
TEMERALIRY% . Bio Gel P2 # T LAY~

K757 4— (¢20X360 mm. Bio-Rad

Laboratories) 33 LU Bio-Rex70 #17 L7
nv s 77 4— (HB, ¢20X250 mm,
Bio-Rad Laboratories) it L. HPLC {2 TH
BT &M LT,

3) <= U RAEMERR

ARERIT, BRAFAERERHEICER
PSP &L (BAH, 1993) IZiE- T,

AEBRIZIT ddY ROBETHEED 19~21 g
D YA, 1 #EEICRL TR,
13ROy RAEZHAW, HRK 1 ml %
~ U ZDERENICERE L, BIZEDLET
DO 2 FHEALCHBPI LTz, BEOHEH
(21X PSP OEFERFE-MU #ERZ Hu
7o 728, PSPD 1 MU IZAE 20 g O~
DAL ISHOMTCRCSEIHERETE
BXhTW3,

4) HPLC 43#7
4-1) STX BEDRERIFE DM

AGHTIL Arakawa & (1994) DHIEIZ
eV, Waters LC Module-1 & (2 T{T>
7

# 7 AT 1E Lichro CART superspher
RP-18 (e) (¢4.6x250 mm, Merck) % .
BEEIZIL 2 mM ~7F AR RS
14%7Z b=FY 30 mM Y VEET
oy MMEER (pH7.3) ZHAV., £0R
H% 0.8 m/min & L7z, £/, BHKSD

DEHIIEBLPENEZREIELH-DHD
ISR E LT, 50mM i3 VEREE 02M
KEEALAY L1 M XFBETE=U L
S50% RN AT X NIREER (REPERE
#) % 0.4 ml/min 324 Lz, KISEE
7T Ltk ORERICEA I, HIR
FEPIZIWT 60°CT 1.5 oRImEA L T
HAL S B, 2 OME % LM TR
B 336 nm, HEHHKR 392 nm THIEL
776

4-2) GTX HOREHEFEOHIT

ASHTIX Asakawa & (1993, 1995) DF5
IEIZHEHL L, JASCO HPLC system C{T-
770

71 22, Mightily RP-18 (e) GP (¢
4.6 X250 mm, Cica) %, BEIHRIZIZ 2 mM
NTEUANKCBER 10mM Y UEET
vE= U LMEEWR (pH 7.3) AR HRIRIC
BefbA & LT 50mMia 3 v EME V-,
HAHELZEAR 72 b IR SEMFIT B.
WRFE4-1) LEERE LT,

C. #rstHER
1) STX BEors#isE

HELA DB 5 LM (R H £ 37,500
MU) % Bifgd L OVEMRAEIZMT Lz &
A, IR 23,300 MU BENIX ST,
WKUNT, Bio-Gel P2 7 < 757 4—
IZBWT, BFEE 16,600 MU OF FE %
4B L, &5 Bio-Rex 70 7 A7 12
v NS T 74— THBE IR Fr. 1 1Z
1,000 MU, Fr. I1iZ 1,100 MU OREES
YRR E MG S, HPLC 234770 G Al
X deSTX &, #%FE 1T hySTX & —E7T 5



HE—ovr—sagtanz (K1 .
Lo T, Fr.1% dcSTX, Fr. Il % hySTX
DREREFE L LT,

2) GTX BEo¥EflsE

FPEE A NOREER 35,200 MU O
BAEE T, IEERALEZ BTN Bio-Gel
P2AhTLru~w bl T7 40— 26 L, #
& 2,300MU OFHFE S ZEIR Lz, X
HlZ, Bio-Rex 70 A7 Lvua~< I 57
4T XV E4Y 17 42 3,590 MU, 5y 18
12 4,790 MU, HE43 19 {Z 1,040 MU D# 5
BN/ O, —F HPLC SHTHicBUV T,
WTFNOBE S HEH GTXI~4 B &

(K 2) . BEis 17 OERDE GTX1 (46
mol%) . HEi5y 18 & 191X GTX2 (Fn ¥
50 mol%. 75 mol%) MBEIYTH -
7= (X 3)

fii 5. BEB 25 TR AERIZ, Bio-Rex
10 AT LI NTT7 4 —ICTRE
MTZ 57 3~9 |[ZHRFH R 29,400 MU % 1572,
B4y 313 EMS & LT GTXI (62 mol%)
D3, BIRLIC GTX4 (28 mol%) 2S&Eh
Tz (R4, B5) , B5 4~6 IO0
T, ERDIERIE Y GTX1 TH o 7248,
Wb GTX4 i3 2 mol% UL FAaER L.,
GTX2 £ 721X GTX3 MEIFK S TH - 7= (X
4, ¥ 6) ., —7. B4 T TiL GTX2 2% 94
mol%% 5. HT AN GTX1,3 BEEh
Tz (M4, ®7) , EHIC, B8 &
9 12DV T 98 mol% LA EA3 GTX Th -
7= (X4, X 8), #€-> T, E% 3 % GTX1,4

(oFmH 1,330 MU) | E4y 4~6 25—
LT GTX1~4 (¥F&E 17,100 MU) | &
53 7 % GTX1~3 (MBFEE 6,700 MU) D
SFERIE, By 8 L 9 24— LT GTX2

(MeFHE 4280 MU) ORIz L LT,

D. &£
1) STX BoKfE

BifE, STX (TEBEEM CILFERBICHE
EINTVD, DBAETH 1995 FIZHIE
Stz MeFEiRoE I R EWME O
RF BT 2 2BV T, STX @
g, RE. BEREBFBINTEY,
FEEEFEANZKESATWS, £ZT,
A TITEANTHE I L TV AN
STX # D 5 5, deSTX B L U hySTX D
BERHT-, ATHET 510~3,900 MU/g
DENERLEY T I TIATXFH=
DE—RE 375 g 25 deSTX (REE
1,000 MU) B XL hySTX (BRFEH 1,100
MU) ORI L., HEZFEMIEOK
HEITH 5 LC-MSIZ L B #aXI¥) PSP EE
. (PSP —Fotris) OBRRFIZEEL, W
Thb+oREThHoT-e —F T, Zh
LOWRDIEFECLZBRHAZHESENLD
RGN Z N & KRB PSP RE A
LC-MS 72 EDILESHTIIRAT T B Z & 72
EriEx, BE, EATEMIATH
% neoSTX LASF D deSTX R hySTX & W o
7o STX BiEHEMEZ R T XETH A I,

¥, BENTEHERRAKATSH S
RETHARERELLT D E, TOERK
57 & LT GTX BB SN 5610388 T
£\, bOXE T GTX BICBAL T 6 Fi%
(GTX1~4, decGTX2,3) MRS TV
Lo LPLAMRL, TOMGEEITIIRY
MHDIONRBERE2-TEY, REDIF
RHIC PSP BAEIEMEFESATICRAT LT
BE. AT & GTX BEHS OSSO



TR EBBEOHMBRAEND, Ay
HAFFE TIE. GTX BEO B —FRF T
GTX2 (¥aFH & 4280 MU) DA Tdh - 7o B3,
GTX1~4 MBIRMAE L= EE 34,500 MU O
HOoRMELHEOLNTEY, 5%, GTX
HEELOERPEF I N D EERFE
Lz b,

E. &

EN THE STV deSTX &
hySTX IZ2%, ZhEZhE—FL LT
8 1,000 MU, #7FEH 1,100 MU % 58
L7z,

PR 4,280 MU D EL—72 GTX2 DR H
HEWH L,

GTX1~4 OIEHESERIZHRE I 5%
FH 34,500 MU OBk RE 2157,

F. Z&3HK
Arakawa, O., Noguchi, T., Shida, Y.,
Onoue, Y. Occurrence of carbamolyle
-N-hydroxy derivatives of saxitoxin and

neosaxitoxin in a xanthid crab Zosimus
aeneus. Toxicon 32, 175-183 (1994).

Arakawa, O., Noguchi, T., Onoue, Y.
Paralytic shellfish toxin profiles of xanthid
crab Zosimus aeneus and Atergatis
floridus collected on reefs of Ishigaki

Island. Fish. Sci. 61, 659-662 (1995).

Asakawa, M., Miyazawa, K., Noguchi, T.
Studies on paralytic shellfish poison (PSP)

toxification of bivalves, in association

2.

with  appearance  of  Alexandrium
tamarense, in Hiroshima Bay, Hiroshima
Prefecture. J. Food Hyg. Soc. Japan 34,

50-54 (1993).

Asakawa, M., Miyazawa, K., Takayama,
H., Noguchi, T.

Alexandrium tamarense as the source of

Dinoflagellate

paralytic shellfish poison (PSP) contained

in bivalves from Hiroshima Bay,
Hiroshima Prefecture, Japan. Toxicon 33,

691-697 (1995).

[EABATRHEREE. MEEEE.
BLFEERERSHEATR, AR
fAEWE. B, pp. 300- 305 (1993).

B O EfE, WEE, ERE— BAE
IN. BEREZT A 0HOROMEHE
D EfK5r Gonyautoxin-2 O Hif & FEE
K, BAEEE 5, 652-658 (1981).
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Beppu, R., Nojima, K., Tsuruda, S.,
Gomez-Delan, G., Barte-Quilantang, M.,
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Takayama, H., Miyazawa, K., Asakawa,
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Japan. Marine Pollution Bulletin, in press.
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Taniyama, S., Asakawa, M., Takatani, T.,
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cultripes DEM: & BREDIZOWT.
B 20 EEE B AKEFESRERS, #
@ (2008).

BA A, EXE, BURA, B8
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AR EEOBEE (L L iEE N L
T=BOBIT. EARk 20 FE B AUKES
2EFEFRE, 1HK (2008).

HIRA, ALK, A EH, S
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FAEL/NBERAPHICEEL T—
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YR 20 FE B AKEFEEEFRSR,

H7K (2008).

HHERIE, HREER, EEHE, A
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A, maE®, )l EEBAEZH
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TR, AL 20 RBE B AKEFSR
FRE, 1E7K (2008).
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BEAFHHLMAREE (RAOELL - BEHRHEENTEEZE)

SRR E
AEeaRMOZEMHERIZET 0%

SHERE BAEH  REREKERR #EEER

WRES

AR TIL, LCMS IZ XD PSP —HFGHEDHFEO—ER L LT, KEYFIZE
Fhd TTX :I’ootU\%d)ﬁ%%ﬁ%HH# BT AZEEAME LTS Z &M
5. AEEIISHESIICAVS TTX BL O TTX FEADOKR AT 1=,

=FRrAEY Cynops pyrrhogaster 1L TTX DIENEREOFERELGRETHZ &

INETHEINTNDZ NG, =R AEY EMELE LT TIXBLUTTX
FEERORKYERSRT,

2007 £ 5 AICBILECEBLZ=& A EY 200 EE (Gt 800 g) HEE
1%EEEE 80%~ % / — /L CHiH U, BB . TEMEK K O Bio-Gel P-2 7 7 L ALEE | it
L7z, TTX BZEAE L ELES % LC/MS TE=Z— LD, Bio-Gel P-2, &K\ T,
Bio-Rex 70(HYAZ 7 L& HWAI/ua<w v T 7 4 —IZYRLI L, BoNT-EFH
ERIZD&, LCMS B LV 'H-NMR A7 £ Y BIER VW UIEEMRIT 21T - 72,

B ORI 63,000 MU 205 BAEHIIZ TTX FFEAE 6 5i57(Bio-Rex 70 4 5
LANOOEHIE TI~VI EER)BELNT, 'H-NMR S OfEE. T-116,600
MU), T-1II(931 MU), T-V (252 MU) I, ZNZENHEIEMT ThH D TTX. 6-epiTTX,
4-epiTTX L RIE SNTo, — RGO T-1 & T-IV IZLCMSIZBIFH MH D
miz ERFHEEAD, =R A F Y TIERBRHE O 11-0x0TTX KT 11-deoxyTTX &
HEE ST, fhF. T-VI X 4,9-anhydro-6-epiTTX 12 & < Bl7z 'TH-NMR *~227 kL
PEZER, RARZ bAH 11-CH o TERBGTEIRIC CHy O 7 Fun
Ronf=Z e, KD EEHRFEN 4,9-anhydro-6-¢pi-11-deoxyTTX & HEE L
7o '
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