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7277 7 AL 1994 F 8 T LAk E Y AT
HIE SN2 LN (Stenobranchius
leucopsarus ) M HIN L7z, T4bHk
T Xk H?(D}J ETelEE B L
DH, FfRCHEM 2O~ b 7T 74 =2k
BDWEDHAL TR L, 7 A BEA 7 A% H
WINFH eV LFN T —-FTNDTTY
Ly MEZEODWERRIRL -,

3T WY =X X B vitrofiAKST

BEEiT o7,

% ¢ WE. DAGE. DAGE/TAG (1:1)
WEYW., AV ¥ IHHD 4 fEiZow
T, BTVl /S—¥ (2 X 3K
FERBE 1%y vOa—)
B+ N U724 04 ml, 45%IEiEA LY L

Iml, 5% 7 V¥ 7 TA% %025 M Tris

wEI6e ml #INA, BREELKRI VR
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1) 73—F (Wako) 20 mg & AfL7-7%., 37
T30 MmATE L 72 HEEIEEHH
10 mgF 724350 mg & Lo, ULRE. ~F
Wty = iRWEE=30 20 0.1
DOEWE20 mlZMA TG EFIRXE, £
OEEY XY, TLCFIDE (oy K. 7o
<y FIO. BHEAF . ~FH > JF 0
I—F0L . ¥RE=8:2:0.1) (X ViRHE
Mk e L7z,

4. < AW EEER (in vivo) 48
50 ICR <7 A (SPF, F¥HRERLT
g AL, AT s,

L EICHR E Lz, 2B H, WE, DAGE,

DAGE/TAG (I:1) #F N FHIEEOEE
20X, REDN/40,1/80, 1/1600 & %
IS Ui-e AT 29 ¥ ST
17408730 x5 L, THzEZ I 2
ZERRERL 7, WS HIIE RO
Ly bebz, BHERE L7, 54,
2ABFRIC DV, v ADIBIIERE, BELE
b, FTHIPIEOREIIZ L BELADEL
gL 72,

C. Wrsesik
1) THACOBOLETH RO R

BRI LM, PIAEERL,
FOEHETTHLN - ZEEFEOYRA 7T
< YT AREAIRT, UPLC OREEIH
HERR - K - A&/ — b (1:300:700) % fE
ST EIDEY . IS DEE LB
. AR S 125 AT > 70 M5 1
AW RES TR T, THAYD

L

kORI R I 50 pg, 100 pg ~ 100 ng
DM THITREEEER L, THAY
o2, THAY O3 ORBIRREL 75
pg. FERVBEMBHIL 200 pg ~ 50 ng TH
D, EoaEELEREOHB LA LT
AP

KICHBEOL T FAHAIIERS 2R
L. ATy 7ORME, Ny o755y
YFOFE#EERRLIEIZL D, EEBO
AALVERHE R ARG L 7. T OFHE, 612K
THEIZLD, BB TREE 2o
2o EFBEO1IHELT, TALIFD
X - BELTTXAT L O5WIERY
I 7 12053, BBEIZSIT OTEfE S~ A R
A7 PIVTLHERTE, BBV TH-
A

2) THA7EAPHFEREIZET S50

LYo AF . v AHMEHBROER,

T A A8 BERIE ETIE G S8 5 R
ELiEN A Y GREEEPETE) 4750 MU/g
Bohi, /PR RIZTVWETERIRG L
v AOfERIE, 1B CIUREOOA
BE Y, RITHEEE, ITREET S L, BiE
M e, FOHBU-E LT FRHLEL
Tio ZOFEWRIZ, BSU MR ORLTNIT
I 7Y A BRBEEOBIESGEOSEAR L B
L T,

2. = AMELIRATTEILFRE R

w8 IRt 7 ADMIFCPKDIEEAE
1323.0~155TU/1 THHHS, /8] FF
ERRS Lo AOMIECPKEIL, X
5 #6050 & 128 THREMO 10TV

2410~4,340 U/ W EH L, Z2OH%KRAD
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L727A%, 24BF# T4 1,000 1U/ LLET
o7z, W), Ostreopsis sp. D1-75 /) —
bﬁﬁ%¢”fhtvﬁxamwa?KL
i TR 6 B, 120 & B A L BA L
24&?5:!*‘.;5*&;*;&&1‘%{@@ F10fEMY50~1,560
IU/HZ ER L7z,

3. ¥ AFMERICA T HFMUGLTE T ~ Y
AARMERIZ 0T A AT AR R« X 9 1R
T /8 PF I UEMIL Fa—F1
FERT T 100 ng/ml D BETHF40% DB
MBLARE R DP7:01206 L, A1 rF2
A= MBEITIE 1 ng/ml THIORDE
MFEZRL, CHETICHEENTWEE
EMGBEEI RSN, —FH, RBT
(X, 103 g/mDBETL »FaN—b1EE
BHZBWTIERIS%TH - 7-A8, 485
FAIZIZ100% DB M 2 L, [BARIZE
MEMDEMEE TR L 72,

4tb%mﬂrﬂﬁ7§mmﬂ kbR
MBRLZXT T 2R ZBI0IZRT, 73 b &

> RERIZ10 ng/mUA L OB T40%H1
DBEMEFESNTH, TN 2l
L7=3 O THREMFEISRAEBIIIF SN
7o BEHIBWTE, 778 YERIO
LD TITL0 g/ mILA L DIBE TA%LL E OB
MBEAFR SN, 2734 B0 do

TH2% AT ICE M S -, BLE

DFER L D | Ostreopsis sp. DEL 2V b F
BN T NA 2D X A BGOSR
M EIARES B LT,

NIHPFET DO LC/MS DHTIEOBS

BEHIZAY /= -7 =P L

7K (8:1:1) ’Eﬁm?—% £, #ABElC
B 7o & ma o BT %ﬁ%?f’r o VBRI
1 ul EACBIT AR 20~40 pg

Th o7

T, 1) TR CHE-2) AT
-80% A ¥ J — WATEL—3) Sep-Pak 7121 ¥
WHFL TRy 2% =091 58H)
—4) Sep-Pak C18 1 5 4 (85% A% J — )b
B oA TiREEIELEY L,

ZOHETY e FEAFBEHOFARED
TH AT > 72K K, CTX3C, CTX4A,
CTX4B 3B I N7A2%, CTX BLU o
F AR E oz,

) BpEe i 2 LICBREHERE A SRS A
FHCHDONE G & AR

1. Stromateus stellatus (=L T X)) D

A& TN A IEEBS 11 icS.

stellatus  FRE R 75 @z%f*ﬁ sy h¥S57

FRT . ZAUZE DIHEIRE I TR &
LT 2%, DAGELTAGHE TN TWAE

ZENRLRL o7, HRIZEDESR
7-NR'HIIDAGE. 47~60%, TAG. 32~
A9%TH Y, BHE TR L2 HdHT w7z,
F7o, WEEE iz dh o/, 0F
b, S stellatus OFHPWIEEOMEILE U
Stromateus B v X L 1T Z[EFET,
DAGEE TG EWST Th o7,

z%?mﬁUN—ﬁxiémmﬁ%ﬂ%'
2T VI N — Il L Ak R
DIFEH R T R, T»\G’a”:--? ok LizX
fr VO F S PRI B LTI, RO EASE
TLC. HEBENREAE \FFA) AL T
Zao FEEDL NI DY, KRN SEE
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RSN, ZTHICH L, WE, DAGED
IHw A rFa—b+LEE i\ﬁﬁb
%)J%E’f*-"c;*)%t’vbwb b e KRS

mwn%Li Y ﬁdfwaé IETAG
DH LS FTDAGED I TITIK GBS iz,
EEBRPEVEBETL, TAGIEETE W
#. DAGEDHIZK FMEAH 6 2 ll5Réd b L
725

3. v AR . K3 IHBEE
WBWAT YT ADKREME TR, BHA
T F TR (RS TAG) R AED
17405 Z 72 BETIIAREMSHIMLTE Y, X
S TH-TIFEEI LI EEIRLT
vi4, WE, DAGE, DAGE¢ TAGD%ER
WA 230D ERE L TADLE,
WEL ) $DAGEZ 5-2 7-BEB L UD AGE%
TAG & L1252 7o B CHRER D HIHE T
Hol. RGP ODAGER X, DAGE®
BMTHEREXDEDL/2THHIZLH
PhOLTBNEHEEE R L, B, KE)
AL AL e RS TIRE AL
FI9 b2 70, THtOE>»T L
EQIEIRAR LN, F/, FheDid s
AETIHE L TEOTMRIT WAL ED
AR (AN

RALT I AZEOWETEL2/RT, WER
BATETREDESETINT Lo
7oDIZRL T, DAGEZRG-#. DAGEX
TAGOSER R WIS B ClIiH S EAN
T DI, U EH LA, BEemIs
W DAGE & TAGOH BB EW O TEWIE
UHF R L7,

1) THR OB B

ABOHE., TRERELED, THA
VOBEDLC/MSIZ X A0 EERET L7,
R L B RR L < 7 REFCHEY
THHHTELEH 0.005 MU/g (TTEER) 12
LTS, COFIETHEFNT— 508
B, EOREOERIITY MITHI%ZHE
CSEAPETHTHY, HHEEL D S
TV, &84 7L TR &I
DVTIIN L DXL 2IZE Y 0.05 MU/g
PHEHIhTWLZ s, B ke
Ezbhad, RIZXY, SEOERE LS
HEORFIZL - T, 58, WALOBHE
R HRIZBITABEN LB Ekd % H
KEYL1-O0FRE G212 I3HEERT
5,

2) TATIAhEERIIET 509

AT X D IERRRIEAToi s
7= Ostreopsis sp. L EMBICHE +IFL ., &
THILLD YT ADOCPKIEZE L R &
., BILSTEREB B VT, BEMEBIIE
HERTEE LI, T754 iRz &b
EHESHI S NAEZ &, V) vEL
EHBPL-FEE T O ML o
A

1997F9RIZ AR T, 1999 4 HIZKE R
BTEELLETE 78 A hFEMIBWT
BEDOCPKEAEIZ LA L Tzl &
BEINLTVWAEIENSG S, HEIHEES
b,

A BE KA HE SR ST 47
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5 A & T E AL WL Ostreopsis sp.
HEEIMFL TVl L, AEEI L
FOEREHHY 2EEETLHI LD
EYEEI XV T AT VAN HLTw A
WREEARME S 477, RFEERCTIEEH A
1.0gtPETH o770, BORFEEITZ
Tedpoizdt, FEESEOEEERTY HW,
BOBR»RAALEELIIL, T TVAE
DEEWERPIO e LT, ELbHHED
PEIRBH A2 A AL TFETH L,

3) YA MF LD LC/MS GITEDRE

LHEOLHMNFL VHEOLC/MSIZE 5
SHEORFEICL D, YO TENN &b
SHENEBONR LI A, ARBRTRE
BICIEATAHABEIIBA 2 g oM T 5
ZEMLBHIRREER L T RBREY
By HLHrshG, £/, SHOERT
BONBETIRERT TS AHCTX AN
HidFh Rl s s nwZ EAB LI
pol:ZEART LI, YA MY UM
DEIFRAIZ BT L LB 57 2 B
TAHLTHEIHEHTHS,

4) ERHEREI LAWK EEA KXY A
Fl S B O BALR & HILAFR

SOEERIZ LD S stellatus HSTE
PGB E LTI 7Yy ) vn—7
W (DAGE) 28U EHMHEALA, <
L AOBMEMRERIZBWT, DAGEL B
TG U7 L) L DAGE# TAGE DA
WE LTS LEBOTH, KB H
CROHN, FAEEEDIEL kol RE
Yok LTS L7-HBEIL. Stromateus
stellatus FIAID SHHE S 7-BE LR U

HETH Y, DAGEDRIS6%. TAGHT44%
TH-o72, 2FHTAGCE DEESHORRIIE
5 LU7-DAGE® IDAGERIZ# Y- L&D
PG OBETHLHIL b o T, MuiE
WaRLAZ il d, BTukEY) =¥
ARG RO GEERIZ X ) . DAGER
TR SR S N WA TAGE HEIT 1L
EHALBENKRGFHREINLZEE2EZL L,
DAGEATAG & 2= ZARP ThvK 5 i
2, TOSEYHIERIIHC BE LTy
LR E 2 HiLb, DAGED T T
X TACORRBEREEN 75 & [MIER L IR 57 5%
VT CHEEREEE (FFA) & 7o THGHE
SNb, TOBRBOFEPTERTLEST
PN —F R, ) b —
TN E S PR R IS L T
WA SV, BRICET LA IS
BOV) )L —FnllonTite ME
BT -7 SR I, B
BEL 727 v g — 3Bl S TR kGG B
FLTRBMAICAIYD, EEOT LI —
VELTRIENT- DT B E W) DD
"6 o]

SEOEBRTIE~ 7 A2 B TIENARS
Y OIERETH L ITREE S E S 1
245, b MR AEEIIOWTIE, E-
EN LT TR, BERHIREE
DI NERRRER 2 ETH O DRSF
DR TH A, KIFRE THIFEREALS
DRF T4 TICEPHEAHHL - &
HEE SNDHLBDS. stellatus iR & BT
Sol:h, THREFRILEEZVW R,
ZAUTHIERIL T X B BT A L NE T
T2 ) ADFH LRI A58 5
THhbEEZ LML, T2, HILRIL Y
R DI Sl e L (et v S M UL (e
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Satake M, Ofuji K, James K, Furey A 7)
and Yasumoto T (1998) New toxic event
caused hy Irish mussels. in Harm{ul

Algae, Reguera B, Blanco ], Fernandez &)
ML, Whyatt T. eds., IOC-UNESCO,
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HO

R1 Ry
azaspiracid : H Me
azaspiracid-2: Me Me
azaspiracid-3: H H

Meu,..

F1. 7HACOERE ZOERKDOEE

Ciguatoxin (CTX) 54-deoxyCTX CTX4B

52-epiCTX  52-epi-54-deoxyCTX CTX4A

CTX3C

K2, ¥H X2 & FOEBEAROREE
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o qu—o—n, 0 Hzﬁ-—o—%‘—m

1] H
R,—C-0-CH R;—C-0-CH o
H,C—0-C—R, H,C—0-C—R,
0 0

diacylglycerylether (DAGE) triacylglycerol (TAG)

3. FREOLEEE

1. 7THAYOEED LC/MS A&t

HPLC &
717 A . Capcell Pak C18 UG120 5 ¢ m
¢ 2 x 150 mm
e © WEBE - K - A&/ — v (1:300:700)
iR T 0.2 ml/min
iR 1 35C
ESIMS &
74— ¥ BGA CINAXY /2R
il 5E ¥R * m/z 800-900 (B A 4 )

AT P SIAF-FROEL
THA KO m/z 842.5
FTHAVORE-2 m/z 8565
7HACEURE3 m/z 8285

100 AZA3 4.8
miz 828.5

0 AZA 6.4

e m/z B42.5

z

‘@

&

)

g 0

£ AZA2 83
5 |mrzsses

[

2 4 6 8§ 10 12
time { min )

B4, THWAC OB E#kn <2 2 o 7S5 A
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relative intensity (%)

100

100

100 4

100 ]

2009

AZA
— 1
=
S
= AZA3
-
L3
Rad
0
E 100 4 a 1 2
2 AZA2
-
a
N
2
0 T L]
lu} 10 20

amount injected (ng)

K5. 7THWALYOEEED LC/MS S ioBlT 285

AGFEAHA KEIzE-F (1g
d 25/-» sm
A 7= VA

HEE X

Ko rudka HESHE

v v

FUOFRI A (4 mlx 2) KAH (4 ml)
SepPak diol ## -} » T A
(#O0TkVA Sml, A Y/ — ) 5mi)

AE - VEHIEK

LC-ESIMS 5741

K6, 7FA Y OEE LC/MS S F RS

/2 828.5 58 -x‘-.th 100{56min  J[MsH]’ 828.5
azaspiracid-3
0.48ng
iyl
1 mk 8425 78 'XTI:E TR O TP
aza:;;g:;csd-i £ 100778mn [MeH]" 842.5
73ng b
=
- £
m/z 856.5 102 [ '3 £
% 4E £
azaspiracid-2 )
0.50 ng =
1003 10.2 min [M+H]* 8565
- . &7
-M -
] i.I, lhgy bl
T T ] o 12 800 820 840 BED 680 900
mr

time {min)

7. LA5HFAHA4ERBOSHFEE
(FANT»F, 79T E 1997F11H)
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0 . . o 1z M % 4 e T2
0 H RERALOBERM (k)

12
By LOEAWE (b

8‘. Ostreopsis & (&) BLUS) pF* ¥ (#) 2%G LTI AD
IMLiE CPK & DR

HiE K)

107 107 10°F 107 107 107 10°? 107 10% 10" 102
RERE (g BcHS%k/ml) FTX BAE {ng/nl)
T, 0 >, - 5%
9. Ostreopsis & () BXU») &L ¥ (B) D7 AFRMERICN 9§ A
60
o~ ¥
o= W -2 MR
- EEW 46 F
#
%
£
f#
20
i —— 1
) D A 1 i I "
107 10°% 101 107 1o 107 1ot 10° 10! 10t
HERE ( BENLR/0l) PTX ME (ng/ul)

10, & 7/54 Yilhhc X 5 ¢ hRIMEkR D & mm |
Ostreopsis & () LUV rEx¥ ¥ (B)
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