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Identification of PSP Components of Toxic Plankton
Protogonyaulax tamarensis from Funka
Bay in Hokkaido

Manabu Asakawa*, Mitsuzo Takacr*

Abstract

Attempts were made to reveal PSP (Paralytic Shellfish Poison) compositions
of toxic plankton Protogonyaulas tamarensis (formerly Gonyaulaz catenella Funka)
isolated from Funka Bay in Hokkaido. Profogonyaulax tamarensis cells were
extracted with 0.1 N hydrochloric acid. The extract was purified by using two
types of column chromatography on Bio-Gel P-2 and Bio-Rex 70 columns. Toxic
fractions were analyzed by using fluorescence intensity monitoring, cellulose
acetate strip electrophoresis and thin layer chromatography on silica gel.

Besides GTX,_;, STX and neoSTX were detected. Protogonyaulaz tamarensis
isolated from Funka Bay were found to contain GTX,_,, STX and neoSTX.

#

Paralytic Shellfish Poison (BATF PSP &MER¢ 2) 12, HHF 5> 2 b > (Protogonyaulax spp.) b3
EETIHERET, APEEI L, TCOF 5> 2o 0Ey, B (CKE) cZEEsh, 208
Fee b PRNI LRI OMEEEIERE T RTESRAETE, CORTHR, T TOHMH
DVIFPRNEED TENC &, THRECES $ TEHSMEEPRLL 20T & b b - THRERD
B, WAL LSLIRTFEOREL TS 7 2 ) #9074 Tk, T Tiis < DS HH
T %, PSP 2B 2 e WS AMBE0ICBRAE S N2 D3 1940 EEFBD C & Th 5, 1937 £4F Sommer 5
12454 Mytilus sp. DFE{LE Gonyaulax catenella DHIR & OREICHBEEGES D 5 ¢ &, ROEk
UIzRDHLEIZ I DA, LOFESSV o UWEETIC E2HY, Chitkh PSP & G
catenella & DEDREREFRYEA L T2 517, ROT 1948 4E Riegel 52 i G. catenella BHH 5
FEMMHL, EBIOF T o b e EHET S C ERTHAL I, 1957 4 Schantz 534 i3E{LL 1z &
Y ¥ AN A Mytilus californianus OFBER, KT 5 A A% — 2 5 & Saxidomus giganteus D
AKEED 5 saxitoxin (BAT STX LBERT53) RHBEL, 35T G catenella DIEEEEN S & [
I STX Z2HBEL, WMEBA—DLDTH 5L L 2HEHLL, DL 5 T—EOREREL T, PSP i3
B—m4y (STX) 2 HRL, HHE TS5 2 b (G catenella) i & - THRBHICELINS L OB
B5ELNED e WMOSE TR 1961 4 5 A, BREKMEL C7 55 5 4 4 Chlamys nipponensis
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akazara X 3 BETFEEENREEL, RS BEET IV IVA b 6 STX s RLFNICEL 55
B2 BEEL chlamytoxin &AL TN, CORFHFEEME PSP & OFEME 20T, REASS
PRI BRBOBESRO NS oIl &, FIURRE ERD & 52 PSP=STX &5 @ibiA
CRUANLGNTNIZCE LY, ZRUEELGBRINB CEiZ b o1, 7D, 1968 4 Evans 59
24 ) ADEMEET, G. tamarensis WX OBLUIZ A 9 X 4 H A Mytilus edulis iTi3 STX
CRELIEROVHEEL, Ao ERSTH 5 E2HALHIL, LEHID PSP=STX L\ 5H
SEREAUC R R BT 3 % & 3T PSP O &R 3 U THREIITHH U2, 72, K6 KX »
TH 19724, 19744, 7 2 ) WEEHED = 2 — A7 5> FTCEMLILA S/ ¥4 Mya arenaria,
EOrZORERES S5 7 b v G, tamarensis % O TRIBEOBEDN 2 3, STX PFMT gonyautoxin 1T
(LT GTX: EWEEET 5), gonyautoxin III (BAT GTXs &M T 5) &, @A INIERODHIC
BHOLNBRED, PSP OLREMENHD THEE INE LS5k 12, LT 5T, BHET PSP HiC
b REEHEING X 5> Did, 19754 1 AOZERREES CRAEL 1R X 5 REOHL
FHUBETH S, D% h, COBREOEOFERET S o b b, £EY X T G catenella ThH 5
ERERN, 25, BALN T, TREDOHEEVSTHNLN, AATS PSP K L-» TREVEILT
AL EDNHLMCINTOHLEThb, 12, TOE, BHAW i2iEks LikRET EROBRE T G
catenella € X vV HLU T BEOEFERD 2B L T30, i3, G. catenella 3 STX % RpRANT
BEAETZEOLNT TOEHR ER—FL T, GTXH2ERD L TEEBDORIP LY -> TS L
ERFLPILTVS, LE, BAKHT PSP ic k3 BEOFVBESIN, 317, Z0EOERYS
SV CEHLMCINT WV B, 1977 85 BEFRARMEL THRELUIZ A 2 74 A Patinopecten
yessoensis DL L, BREBRERS 5> 2+ O—2¢ LT G, excavata OF-1 (BAETIX, P.
tamarensis OF-1 & 3NTW3) 2458L, ISRETLOLWIBLDF S b o BERS2EET S
CERBEELD TS, T2, 19784E6 AKETD R & 74 4 DFEL T, WEED BERTS S
Y2 b EUT G, catenella JEIPRE ({RFF GCF 13BFE P. tamarensis & INTW3) B4HHEL T
2, THLIEERS 2 itk 0 BL-BEM MBI PSP i, ERSELTGTX
B, BIRAELTSTX 0982~ BRLTWV A, COXS5REETH, FERM—ES (STX) &
EZALNTVIZPSP 3 BEEORADP LD M- T3 L EMVHELPIRINTE H, BET TR GTX1-8
KT8 STX, neoSTX DAFH 10 RAVHHEIND, FI-HATH GTX1-s KU STX, neoSTX D 7 ik%
BRHINTHWEW, 25 7C, hEBETRERD X 51T 1978 6 AMAIE CRmME LT REDE
LS b, 1979 4F 4 Wiz KIEPEDFILLUIZ A S Y % 4 H A4 Mytilus edulis 2 BT, 3AM
PSP C L3 RFECHPH DS L 1L ANECL TS, 5Lz BEOBIGERRBICL biE
INTEH, BT EFHARBEOBA LB CIIKELEDAZ ST ARMEELHLALUCEETDH
%, JLEEEHIRI BT 3 PSP IR, ChETh 25V 4ARDVTHETFFEDOATNEDAT, K7
OBLARPCERT 5> 2 b > OBEBRSC DOV TO HRIITFTEDRTOEVOBBIRTH 2, 2T
TEE S IIEARBICR I EHGES I 7 b (P.tamarensis), RITFRC X hEbLU - AEH & OBD
BRSO ERERIC OOV TR T~ FHRICEFL 12,

BHEELFFE

L & £

EBITIIE KD & BBEL 12HE S 5 > 2 & > (P. tamarensis) % %% 5> ORFFRE T, BSW-4 i1
EFROTHERL, TONREGEMVIL, BREERIDGRNS V72, REEY 3000lux, &
BRI 16-8 BERIBARE & LU, 12°C, 18 HRR 21T - 12,

I Z0 - HFR

AT T T q0v s~ (0.45 p-HEERAR) 1T X b BEEME R ED 128, 0.1N HE R RV THERIHK
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100ml (#®DFHi2 10000MU/m]) %2{EREL AT ORSICEL 17, ARROFHHE 2 BEBEL, B
Fadlee o v v kov A THAEL 1248, K% 1N KBMLSH b Y ¥ 232 VT pH5.5 L, Bio-Gel
P-2(Bio-Rad Lab.) # 5 AiAIL THERPRE IR, HKBKTH 5 » %%, 0.15N K TH 25BN
IR, /LN EEES % HEEH L, Bio-Rex 70 (Bio-Rad Lab, H #l) % 5 4 ik &3 3¢, 0-0, 03N
FEES (300m1-300ml), 0.03~1. 30N Eifi2 (300ml-300ml) OEELNRETERS2EHIRE, 20
BEY 22 FOME% 0.5ml/min KFEEL, 752 a>vab s 2—T4ml F20WLU 1,

1. ZEOAE

1. BXHh
FNFNDT7 I o v OEHEE0.5ml 2 & b, THiC 1% BEMEAKFEK 0.5ml 2h1Z 15 43
HP, HIBEEEEEF (B 650-10 J) 2 AV, BHEEE 365nm, JIEIEE 400nm & THIEIREE
BPRELI, 58, BEBEDT 57 EADFu v VR{ET S5 3 OER Fr.1 2 5JHI 3432
LU DRV,

2. Fi{E MU) 0%
£752v 3y (Fr.lbJER3ERTIOE-LIZD) O RT3 EHE MU) 2H5%EL,
BNFRE LTS I BT w y  UT, ¥, U RIEE 19-21g O ddY FOHERE FL T8,
3. WXAE
FEOHEHER Fig. 1) TASNZEE~ 20, TobbEEI S 7Y 2> (LILID 2 20 Fhik
FEEHEL, GTX RS (GTX1-3 1EWGTX1 Ox¥<—Td 5 GTXy 2 51r), STX BES (STX-
neoSTX) & & ditiva — 27 ¥ F~— & (Cellogel, Chemetron) {ZEA L, 0.8mA/cm T 30 43fiflEk
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Fig. 1. Elution diagram of P. tamarensis toxins from a Bio-Rex 70 column.
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BI3w, ok, BEWKITIE0,08M ) X-HEREEE TR (pH 8.7) 2B\, KEME 19 Bk
KREEEL, 110°C T 10 SHEIEE, 365nm DK T~ Fic & b FERDS2REB U I,

4 HEIOw bS5 T74—
HEKITIZ L Y 7570 60 (Merck), EBEFICIX © Y o -FElEx 7 N -BEER-/K (75:25:15:30) 2 L,
B% BRS2ERXBORA AL THRIBU Iz,

Rm
10 o ]
STX
08}
e o 4 o 4
GTX. STX
06k neos
[ ] ® o
GTX;
04F ® Y
GTX,
[
0.2F GTX,
1 1 1 1 i
Fr1 Fr1i Frit  GTX, 1 STX.neoSTX

Fig. 2. Electrophoretic behavior of P. tamarensis toxins on a cellulose acetate strip.
Relative mobility was calculated by assuming mobility of STX as 1.
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Fig. 3. Chromatographic behavior of P. tamarensis toxins on silica gel plate with a solvent
system of pyridine-ethylacetate-acetic acid-water (75:25:15:30).
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= £

ERRS OYEH R (Fig, 1)1235W0C, Fr.1 & Fr. 1112 0-0, 03N E#fiR, Fr.III 2 0.03-1.30N {30
DERFNBRESR THEHINAIESTH 5, BIEKBRIEG/ vty 57 1 - 2HVT, &7
S5rv .y (D RETNAERS% GTX BEG, STX BHEM & ikl %R % Fig. 2, Fig. 3
KRL T, BXEKENC Y 5 Rm EOHEE» 5, Fr.1 13 GTX1-GTXe-GTXs %, Fr.Il i GTX;-GTXs
%, 277, Fr.IIl i STX - neoSTX % & E WD oIz, ML LVWWEI v~ b 57 14—
w5 RE QRS S 6 BEINIL, ThoOERNS, BB 58274 10 EOZKR
® PSP BLEHTH 2HHES 5> 2 b > (P. tamarensis) 1€ix GTX1°GTXz GTX;*STX neoSTX @
SRANETh TV L EDHERINI,

% ®

1. PSP OBXAHICOVT

HfE, PSP OERITIE <y X2V 3 AMRBEVEL AV LN TS, PSPIERT S5 <Y 2D
REDED, KL ATEE L TEE MU OBEHIZAV 5TV 5 Sommer DFHS, STX 2EELL
TSR TN B THIE, WEEORE 5BRORSD» 55 PSP KL TRER AT 5 FRICL5 L
LR EDETEEN T VD TR, i3 TI{LEREREORIN $ 174D N T &7, Rapoport
£1819) 3 PSP % 7 v VT CIRMMLARAET 5 &, BIeHT 7V VBEEIC L5 C L0 ER
U, 20BYRRELT PSP 2ERU L5 LA, STX O{LFHTREPHEL TV 503 LRI
OERBLL T, 12, EAS2Y i3 G.tamarensis KT 5 PSP DLFMER ZRA TV 5,
UL Ladd, GTX1-GTX, neoSTX B INEENE VI REL DT, ZWIP LS PSP KK
BWATAIRREENDE EVOIERLD B, —F, Ikawa 520 BHEE SV — b ERER 3N PSP
BRI LEL, BRI UIEAF v F —TAF ¢y =22 L, PSPEHITLES LTS,
AfE, ZEIzHIE RO Tkawa 5D PSP iR # 5 6o m < b2 77 4~k THEEL T2 PSP
ICEEL, PSP HFO—2o0DFE & L TORKRENEORMEERAL 2. Fig.l €A5N5L5
PSP Do AT AEMERE Fu v F LY I T L, ZRICHET &NMESL S m > LIS
59912, ZRENREWRSS LV LD EL - TR Y PSP OBEMTOERESFRINI,

II. PSP E&coWT

A, B 1IEKEEERES 7> 2 b > (P tamarensis) DERSOBH © %~ (Fig.1) 24
% &, BHAE MU) 280 C, GTX # (Fr.I-Fr. 1I) H&{kD 749, STX #f (Fr.IID #5269 24D
THh, BYEOEE-HALZORRS I 2 v icEIh? PSP IR, GTX EMNERSTH 5 &
LIZBFOS0 OREC A8 L TV 3, BE BATIR 7EED PSP By (GTX1 GTXeGTXs:
GTX, GTX5-STX 'neoSTX) MBRH I N TV 325, ERSOEBICIIHIRIT L b SPHENED 6N
Tis, Thbb, 1975 E=ERBERETHILLIZREN LI GTX: BRIHIN T 339, 1976
ERFNGECEHEL B 51 GTX, REHINTOENE), 77, ThETOL L5 GTXs i3k
HETRBHINTE ST, EREHIRTELREINTV S, £ BEFRAMELERSE S >
v & & v (P.tamarensis) ¥iZ STX BEINTHE LY, b DI neoSTX PETN TS T & HE
U, JBEBEAICEL { P, tamarensis (H 5%, P.catenella) WHEINIBTH, LFRECPHER
AOMRIE R BT s FHBSEET S LER L TV 3, SEORRT, BAEH» o HEEL T P
tamarensis (X KRIEBED P, tamarensis W H 50 STX »pEET 2 LRI N, EHELHI
RELDXEEERE TS, 23T, BUUREEZ2OFET > 7+ OFERSOHEB RO
Wi, BB 2 b RHEAUTRENELTI LS, 75220 b OBMMARSZDE
3 BEOERSMRICRBEINS L L BRO L LD L5 BbN 3, ZhTh T TIRBES
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NTVaH, fok A, 1979 00 RAEGE s THELL 1o v & % Crassostrea gigas & % DR
P55 (P, catenella) & DEITOHERSOEH <% — 2L TA3 LHEVRDLNTE
h2o, BEANTOERSOERIEZELLNTVS, HAS® 3 GTX BRO STX R ZhZhab
DTEBIL 52 %> Ty, REMWEES 5> 2+~ (Protogonyaulax sp.) ZHEH, #HANT
GTX MRV STX BOEx DRSVHEER L THERSO 7 2~ BB EI D 5 5 L & 2ERMIC
SRUTW S, 418, BELREKBEDFILt 2774, BlooF AN AEORERFD /S~
TR D, SEBLNIMA & HEREL, FE 7 5> 2t (P tamarensis) & BIL=#H & O]
OEMRSOHEBER2FEAL TITA RV EBA TS,

III. Gonyaulax B& Protogonyaulax BIZOWT

3T, PSPiRXZEAESMERS 5> 7+~ (BEEH) 13 Gonyaulax catenella ®° Gonyaulax
tamarensis D X 5 ¢ Gonyaulax BOAFHTMIENT 312, Taylor®® 1 Grnyaulax BROHEEEE
U, #12iC Protogonyaulax DBAZFAVE & %2BL, BRUETY LI UNBAFIBLELX
BINTNB, 2 TEHDS L EBWERIT Protogonyaulax BOAHERNB T L E LI, 23, Bl
RISCBRT Gonyaulax :DFEBDOD ZHEREZDOE T L LI

| 23

EREICY b, P. tamarensis 243 ET 3N BREBRERE ¥ 7 — OWREEEH N BE
7 GTX1-3 STX, neoSTX EH %5 3 N A KRZRLKELEREORABASRR, TOELE
BricnUEL B#HOEERLE T,

3l B X #
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