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AMETIE, AMSORBLE L TORSELMEL, EROMBERMEAE
HAZEHBELT, AR, FICHEEEE (PSP) ORMRE CiluE, 7 ofifi#
Wik s o= b 77 7HRAHEH (LOMS) 12X 5 2Ra—FafEOR%E
FHEE LT,

1. AREDIE, VELSGEOY X FX 2 (STX) B (hyneoSTX,
neoSTX, hySTX.deSTX,STX) . =/ =44 bk % 2 7 (GTX) BE (GTX1-6.dcGTX2.3) .
7o khA=AbF> (PX: C-k¥ ) #E (C1,2) 15H0 PSP HiME 4y,
FoEA 8 (DA) . 7 ba F &y (TTX) | 6-epiTTX, 4-¢piTTX, 11-0x0TTX
iR,

{Z. HITACHI #:8 M-8000 # fi\ 7= PSP 17 A% (hyneoSTX. neoSTX,
hySTX, dcSTX. deneoSTX. STX. GTX1-6, deGTX23. Cl-3) O—FH A
AREL AR (SHRMHFET) ZRIH LA, FAERSEABHE L ERSTE
ICHYT, oMEICHERN M TE AELHFERE, SR b 60
HSURERET, ZOHBEATERT. 62, %M1 Tk PSP 4y
i2hzZ. DA TTX. TTX Bl#pOBH L AL o7z,

—77. Thermo Fisher Scientific #:8 LCQ fleet |Z L 5437 (HH&fdn) T
IZ. PSP B4 S & 7213 PSP FFAR 57 O 3 HTic 5V T m/z 300, 316, 332, 396,
412 O=AZaw b7 AIZEWT, MSMS £ LT MS/MS/MS A7 kL
IZB K M-H,O+H], RS B [(M-SO,+HT™ | 7K 162 i /% 3 [M-SO,s-H,O0+H]"
REDTZFH A M F BB bRBE—7 #BHL, Cl. C2, C4, GTX5
BLUGTX6 #RE L. £, MS/MS 72\ L MS/MS/MS A ~<% kuiz k
% STX Bfpki Ay LT GTX PRk 2 M8 L7 & Z 5, hyneoSTX, neoSTX,
hySTX, STX. GTXI-5, deGTX2,3 DRIEIZKZ L1=, &WT, D PSP
A iREmOREHI SV T, BEfafidic L ARTMER L2 L Totr eI izt
L& Z 5, neoSTX, STX, GTX1,4-6, C1,2 AEEZhiz, UL, 2%
iz 5 MS/MS 35 L TEMS/MS/MS A7 ARtz L 5 PSPIS iy @
Stk L, TORHBEIZFREG T L LB-> T,

CLE, AL, GTEMANSERCHE L TW-BMEIZIT@RTES
boLtEZLNRD,




wih R’A

Tl K F RF e A e
FHEFRER

Bh#

AERE

meE B
B R 7K BE
HEPOS

AR i
MEEZBTHENT-AETIE, KER
RITERE~OZEA RO REL—
RE{H-oTEY, FRLKEDHIZLV D
s 7 HOF 4 BRERISh TS,
“HRALBRRIVAIEGDRMLLT
ELRENTVSS, LIELIZRBICHE R
NHTLDHY, BHFHIZHERLEELD
2Bl TS, 4, #F NHETIE, TEkK,
M B LUERNICER T EGETS
M Alexandrium tamivavanichii DF4IZL

LM EOBEBIBYRIEFEL TS, —F,

WET T T BB LREEML-SNS
Pyrodinium bahamense 7%H A G THE
THIELAHRIN TV, £, WA R
NS HBEOBRMFAIDHKNWTHSEILNG
b ATEORRLLTOR ML HIET
DBz, X — R OBEREH OMILH R
HHEATVWA,

BE, BATOAERREII -7 ABER
BELNEELLTERINTWDHLOD,
RERAENRL, RO EBRBHEERTS
=, B REOBANLLEM LT
Wd, ¥, MmEREI0= T F77 14—
(HPLC) -# 43 #7 (FLD) 12 k5 3 A
FhETITbh TWAHILL ARV,
ML REL 5 L, R L E

FTRERMLHD, —FH. iEIaw TS
7 W B (LCMS) O W Rz, i
RONCAEGIHIEOMENFERILLT
WA Tt H # (DSP) I8V T, LOMS
WCED—F kA s Sh, A BRI
B, LinL7ehie, FEi1E B % (PSP) (25
LTI, 1990 44GZ HPLC-FLD ik
SrENHEI SN O RIS, ZhET
LC/MS E~DIEABERLATHWALOD,
RIZRRIE EOBPETHD,

—7., BARENIZEITS PSP EHELO
BoAA I3 R AR EES EHTIThbh TV,
*ofiET 7 v =F 2 (PX: C-hF
)12, I=A b (GTX) 1234, 7
AT AN GTX (deGTX) 2,3 LU A
HHhF2 L (neoSTX) @ 9 BN 7 Thh
5, ZhbICiE, BEXMLERBICH
ESZNTWA STX 3%, A M@
LRHBEREH O A AFaF s STX
(hySTX) . EiomBuasicth SO VES
IZHERRL STX. neoSTX |2 #-4% GTXS,6
REDREBEER TR, ZDT8,
HPLC % LCMS (ZX5fa Mo Bie
filfi i X R 2B,

F7-, PSP LictEnE it H#E (ASP) % ff
B BE° PSP L7 bR b2 (TTX)
*FERRICIRAT7 V7 BLTFEET DD,
ASP L TTX # R T 5
PSP-ASP-TTX —AZHrikOi%Ed ., 4%,
WEITR->TLAHEEZBND,

FIT,AHETIE, HEOIL, PSP I
#EL, EE R L7 PSP RSy RN
AHEEHIT, LCMS ZAIV - PSP —H i
B LA EREOMSIZ BISL-.
S5z, Ao riEZIG AL TTX, ASP B
WALy OFERF R L=,




B.#E K ik
1) # #if¥E-E MO PSP ik 7y
1-1) 55 % 5 i

A. tamivavanichii ¥ (A1041104 #E)
#4BE(A~DBR) 2o, ENE L ESM K
A Fv ., HERRIEZ 20T, RMBEA 40
pmol photon/m?/s', BHE M % 12h/12h &
LT, 30 ARSERL, WTFhbiE%30 A
iz, A BEDE 20%107 cells, B BEM D
2.5%107 cells, C §4°52.0¢10 cells, D B>
£ 3.5%10" cells ZEMIL TR L7,

—J5. A041104 ERic2% RIERETFT
1T BHLE4IC (B-1 BE, E-28F) . [Alifhh,
FXMEED T, HERiREL 25°C, BHEE
Hi% 14h/10h THEEL7- (F-1 8, F-2 B,
WL B AR O AL B EE A 100
cells/ml &L, 30 B RKE:L, LU, %
7o, % 3 B fEiC, BT CHia Bl
EL, A kL,
1-2) B oW

BUEHZ 0.5 M FEREZ 5 ml MDA, B
WFEL, 500 g T 10 73 LS Loy REL T L
281, KBRYICOW T, FROEREL
2 EI#0EL, B5h Eifda—L THS

e Lz, &z MA 58Il T,

Zifi% HPLC srhricitLr,

1-3) =7 AHMERE (MBA)
FRBIIAEEICELTiITok, Bl

20 g @ ddY FHE~v7 R, BRERERE | ml

EMEENEEL T, #5004 T LR RE»

BRI ADOMER Y FEEICEIETEETOR

) (B ERERl]) 2 REL 7=, PSP DIBE . IF

WA 15 TEIETOIENE | vUR2=y

k(MU) L EZSN TS,

1-4) HPLC %34

#1752 HITACHI #: 3 HG3013N (6 4.6
mm x 50 mm) BLXUOFH{LFELN
Develosil C-30 UG-5( ¢ 4.6 mm * 250 mm)
ZERMLE. 2 MoBBELHV, BIE
A% S mM ~7H¥7LAoEERELESTr 10
mM FEiE7 == L8 W% (pH 38), B
BB % 10 mM ~7¥ 7 LA ufifEr &
8 10% 7 h=F1-30 mM BEET > E=
ULBEHE(pH 7.1) L L, WEE 06
ml/min & L7z, 47BasaEN 0 25 3k E
THBHEA, KV T45 DEETBBHEB,
IR TH(70 2%) FTHB®HE A
THathLiz, A7 L 60OEMIEICIE, 7
mM =7 EEEAE T 50 mM U BB 1T
(pH 10) ZFLf# TRASH, 65°CTM
PLTER(ESYE, T0% 0.5 M BifEL[R
LHiETRA L TR AREL MBS, B
L H & 340 nm, FOEFERE 410 nm OH
MEEFRELE,

2) WA B SO PSP R ORI
2-1) STX BSOSk

1999 4 4~7 H (2 ph#l U B HE & TR
L7 e 77 F ¥ = Playpodia
granulosa 5 fE{E (37.5g) (BEA) B L
U20024E9 AICREB THRRLZVE L
A7 FH = | @)L AR E IREARY
7=kt B (68 g) #AW=, BEHIAF
#, EHICHFEE L TUToRREICHTS
EFT-20CTHRFL, HROBE, HAS
TREEME L 7.

RE 6 3 FROERERENE 80% £ ¥ /
—/ (pH 2.0) & 7-I3EEERENE 80% = ¥
/=N (pH 3.5) TEHEZKEMHL. v
7uooiy o CRIER, BERERIC
L7z, WTEE A (X, Bio-GelP-2 # 7
L (¢ 50 mm X 330 mm, Bio-Rad




Laboratories) (Zfi L, AW S, &
BATKELEZOL, 0.15MEEREIZLY
s, BE, ZoBFHE Y%
Bio-Gel P-2 7 7 A (¢ 28 mm*X480 mm,
Bio-Rad Laboratories) (=it L., AK#Ef,
0.05 M EFEEIC LV 120 Hisr4 4 ERL,
HPLC %3tr%1T-~7-. HPLC 3LV H
B Th-o7=HEH4% 60~69 (Fr.1) 3L
47 73~120 (Fr. 1) # Bio-Rex 70 #7 7 A
H® (68 mmXx 940 mm, Bio-Rad
Laboratories)IZf L, 0~1 M Frfg4 Hu
HZYV=F/FIx MEICEY, 80 E5
EOWMLE, —%. BEB(CT2VWTH,
Bio-Gel P-2 #7 7 4 (¢ 40 mm X 750 mm)
IR L THEBER > Z2RF®R, KELT
0.05 M FFEE, U\ T 0.15 M BEAE 0% 35 il
EREHSE, EHE (BG1-Fr. 1~
300) @5, STX BERLST OFEH )4
(2% 1= BG1-Fr. 237~250 % HifS i1
#%.0.05 M FFEE CERE L, U Bio-Gel P-2
HF7 5 (¢18mmX900mm) 7~ k¥
F74—ITHEL, 0.05M FFBEIC L Y TR
W45 (BG-N-Fr. 1~50) ZEHEE7,
2-2) GTX BERKSr ORI TT i

2004 4 6 A |ZLHREME B TRRE h
7= # 7 H A Patinopecten yessoensis 1
A AR 500 g (BUELC) 22504 3,500 (B
ErD) Z8EHE L. GTX BRIz fit L
= BEHIAF®R, ELICHR/HLTUT
ORBIZHEA S ET-20CTREL, i
RO, fikp coEmEd LT,

£, HED L 1%ERE-80% =% / —
NTEHE KRR L, BAE, FEiEp s
#. BioGelP2 AT A2 u= k57 4
— (¢ 20 mm X 360 mm) i3 X U Bio-Rex70
AZH HBIZaovw b5 74— (620

mmX250 mm) fi L, HPLC | TH®EM®K
SEFH LI,
2-3) STX BERK 4@ HPLC S ik

AorHrix, Waters LC Module-1 ${# (-
Tt~

# 7 L2 1L Lichro CART superspher
RP-18(¢) (¢ 4.6 mmx250 mm, Merck)
F /=11 Develosil C8 #7 4 (¢ 4.6 mmX
250 mm, FFFHES) 4, BEHHEIZIZ 2 mM
AT EANK A BEE % T =}
Y30 mM Y UEET e =7 LiRTIE

(pH 7.3) ZH\, ZDOifi# % 0.8 m/min
E L7, £, AW OHEN(ER LW
EFNEEESEHHORIGHKE LT,
S0mM i 2 7 #EEL 02 M KEES Y ¥
A-l M BT =17 LA50%FHALALT
I FREE (KEPEEZEA) % 04
ml/min T25 L 7=, KIS Z 2 7 4088
T OMITEIZIRE S, HRMAIZEW
T 60CT 1.5 i L THEN(bSH,
FOMEZRARHE CRIEKE 336
nm, BEFHFE 392 nm TRIE L=,
2-4) GTX BRSO HPLC 737 bk

A43#riE. JASCO HPLC system T1T—
e

#15 Li2iE, Mightily RP-18(e) GP (¢
4.6 mm X250 mm, Cica) %, BEHHEIZIL
2mM AT H AV CEEGH 10mM Y
VBT e LRWE (pH 7.3) &8
HEAFEIZEE LA & LT 50 mM i3 7%
AV, EXMEEERNZLCICR
ML B 2-3) LRIERE LT-,
2-5) HPLC = L5 PSP —Foihik

B.2) Tii%y L 7- PSP pk 45> # Waters T
Sep-Pak C 18 (Waters, USA) & Ultra free
C3LGC (Millipore, USA) THILEE L T




14) OFETHHT L=
2-6) LC-MS wir itk

BG-11-Fr. 41 28062 L THW -,

2fEOFBEEEZ LV BEE A 2 0.05%
HFBA-10 mMEERE 7 & =7 L, #EhiE
B 4 005% < 7t S ot i

(PFPA) -10 mMEERET =7 L- 1%
A% /=N (pH 7.1) &L, Hi#% 0.6
ml/min & L7-, EFEMIZIE HG3013N 7
F4h (646 mmXxX50 mm, H3r) &
Develosil C-30 RP AQEOUS AR #1 7 A

(¢ 4.6 mmx 250 mm, ¥rff{b5) %MLk
L. AT % S0°C, #%&F % 25°CIThnikHil e
L=, Sifritéan 6 25 2 #EhiH A,
26 5r~4s Sy A BENE B, 46 B4l
T (0 8%) T TEBEEA L1 5
TIPS h VAT ATHRVEBELAITL
7=, MS #Biciz. HEBEE A Lk

(sonic spray ionization: SSI) % %&{fi L 7=
HITACHI M-8000 % F\», HBHEHR 7 1
7. B—HIFLIREE 170C, — FiliE
300°C, fEHigE 400V, 74— ZA®EE 30
V. FUZ F30V Toatr L,
3)TTX « TTX BE#AL 5 O Ff
3-1) Wb

2007 4E 5 H |- Rl LRI B THRTLL 72
=R AFY 200 @ (B 800g) A
%, 1%FEE-80% =4 /2 —/ % 3 (&l
Mz, %€ 2+ A #— (10,000 rppm, 5 min)
THIFE AL L, 3057 HE (8,000 rpm, 20 min)
icfeL7-%, EfAoBL, RiELZ
OFEIZ 3 ERYELEEL., Mtz e
—L7= (63,000 MU) . = OfiHik % M
EREL. Sko s r7oarr Nz
BAEL 7=, KI@E S 2>Z pH % 6 |2
WL%, BELSROEER (1) 760

g FMATLE{MBLEBLZRESE,
A THS L 12%, 1% BFFE-20% =4 /
— /L CEBHL, 7 Z7—R}THBLE,
OB R LEEBRHE D,
MUEREES, EROEIEGLER|C Lt
L. BEHELHB. 2 >OBEHKEEYS—
L (53,700 MU) . BERSAE - TR
XE7-t, LEROBKIZEM L. Bio-Gel
P-2 474 (650 mmX350 mm) (ZffL
fo. —Bph T LEWMWKTHRSHR, BE
0.1 M FERE CrEH L7=, A#E 5 (51,800
MU) % MERfE - s wRE, VRO
MiAIZIEAR L. Bio-Gel P2 (¢ 50 mmX
350 mm) # 7 AlZft L. 0.03 M &g A H
Whkto= b 777 4—%1To7,
LCMS ¥ TH % 5 2 B, —h b
ZHEES—L, Bio-Gel Fr.l, 2 & L7,
Bio-Gel Fr.1 (15,600 MU) 7 /T i #6514
IO RN IZEERE L. Bio-Rex 70 77 7
LHE (68 mmx900 mm) (Zff L7,
0%, 0-0.03 MBEREZ W22 o+ b
T774—%4YELITV.LCMS a8
THEBE %ML L7, Bio-Gel Fr2
(24,300 MU) ZBWWTHERIZZ n~+
F 7T 7 4 =%\, HTFLEOEH
MRz T-1~V1 O &AL % 570 L 7=,

SMEL-EIZOWTIE, 77 A
Puresil C18 ( ¢ 4.6 X 250 mm, Waters) %,
BENMEIC. 60 mM ~7 ¥ 7V o BERE A
St | mM FEEET =7 AR A
H\ 7= LC/ESI-MS Sl L 0 fr L
7%,
3-2) FMEL Sy OREE F ik

BRI (NMR) A7 AL JEOL
IJNM-AL 400 MHz R L /=, £7=.T-VI
{22\ TIE & 5 {2 Varian UNITYplus 500




MHz Z{#fj L, NOEZY 35 LU COSY %
Ay FERE L,

T-1~VI Z# hFh 4% CD;COOD-D,0
ICTEfiR S, NMR REE(CEAL.,
'H-NMR 27 b2l LT,

4) DA O R
4-1) WM GE

BRI - CRIRE AT Y
T L1N4g ZRBLE L,

A&, 3 FRoOMEKLNZ,
FEZFAHF— (15,000 rpm, 10 min) TH
STERAE L /=% | 350 57 B (8,000 rpm.
20 min) 7TV, EiEESHILE, Ho5hi
Li#ZERABL-LOZHHIES L,
HbhiHigo pH 4 3.2 ICii¥Es, BEAKT
T e L= iEHERE (250 ml) ZhNZ TXL
WL DA AW/, EK TR

%, 3{ERD 90%A% /—/NC 2 [BlEH &S,

T7 =R CAHBL, EHiERE—L,
HERE. 045 pm 7 F—THBLT
LD 4e434 -2 2 B 2431 T Bio-Gel P-2 7
Z25( ¢ 30%300 mm, Bio-Rad Laboratories)
[ZffL., 0.03 M FEEETiEH (0.5 ml/min) &
B, ABE DL E— &, MERNEL, 045
pm 7B —ThHBLI,
4-2) LCMS Gt ik

LCMS &% RUIRT, i34
A ALiEIC ESI'A BT, Waters #M o
ZSpray™MS # 1 88 (ZMD) 3 L VRt
HPLC Ti% alliance2690 775727 LC/MS
VAT AZEVIToTo, DA ZBIRAA4
m/z=312 T L7-. #7 A3 Mightysil
RP-18 GP (¢ 2.0x250 mm, B {L 52
St 2R, BEMEIZIT 1%FERE-12%
TERZRIAARV, Fi#lE 0.2 ml/min &
L7z, DA f##5: 0.1, 1,5, 10 ppm Z W

THRALERL, 30Eo DA 2R H
L,

5) fili & H B ik o

5-1)HFL 7= PSP B A V- i

HENIAEAMEOLBON: GTX &
PLLT DS N E (GTXsKA2M) 2 A
W=,

¥ RO BEMEBMAITLELT
GL-Pak CARBOGRAPH 3500 mg/ 6 ml
(GL Sciences) . Envi Carb 250 mg/3 ml
(SUPELCO) . HyperSep Hypercarb SPE
Column 500 mg/6 ml ( Thermo
SCIENTIFIC) , GL-Pak &%/ Jr 400 mg
(GL Sciences) . Seppak-Ac2 (Waters) % f
W=, b, =TT A=Y —23— 6ml
(GL Sciences) (2, 777 7A hA—Ri sy
4 — UFG-30(GL Sciences) 500 mg %~ F 1
L7= A7 5(GC GCP) , i&HEEHE (Wako) &
500 mg FEWL7= 477 A (WAKO Ac) (201
THREIL,

BAFTAIZ, 2 ml D 1%EFRE-20% 4/
—/b& 2 ml OFER KBRS, kL
oo |WIZ, 2 ml O HMBLIMNL GE
WAEBE ) . 2 ml OHEFKTHEE Ok
) #%.2 ml ® 1% &E@E 20% =% /— T
3ENCAT T, AR AEHESE - (R
Zhatimsy 1, EHEs 2, ks s
3).

WAz, FETR A I 4y, KGR 4y, ¥ HY I 53
1, T4y 2, FEE S 3 I 2SO & E 57
i 2 ml OBEEAKREMZ, WL~/ KL
—#%—(CE) £/ |15 (FD) (2L,
BEAT2ml IZERELE
5-2) MBA

B. 1-3) ERIERICITo 7=,
5-3)HPLC 43#fr




B. 1-4) LEERIZIT 7=,
6)LC/MS (2k5 PSP —F oy
6-1) s3Hr it 1

BEfFOOBRLA PSP & (FASTD1)9 5K
53 (C1 0.99 uM, C2 0.26 uM, GTX1 3.60
EM., GTX2 127 pM. GTX3 045 uM,
GTX4 111 pM, deGTX2 032 uM
deGTX3 0.10 uM 35 LT neoSTX 1.34 uM) |
PSP 4 i 38 (PSP-S15) # MV vi=, LC
ERiZiZ. HITACHI E&A 42284 0 3013
N A7 Lk Develosil RP -Aqueous -AR 717
LxEFICRRL, fTEOATLE 50T,
P4 200CICHIEIL , BEVEIZIT 0.1%~
TETNAOEEREB LT 0.1% <8 T A
a7od 4% T eh=RAD 2 %
AV, BiEdiA 0.6 ml/min 2L7=. MS #icid,
HITACHI M-8000 ZfEfL7=, FUZ7 EE
+40V, 74— N AWEIOV, F77AHF—D
FHEIE 300 mmHG, —/VFiRAE 300,
B —HIFLIRE 170°C, 88— #IFLIEE 120°C,
BRHHEME Soov AL7-(#2),

—77. PSP-S15 | TTX ZiRALI=LD
(PSP-TTX RS ) LT DA 2EE
L7-6@ (PSP-DA REHMS) (221 TH
BIERO T 24T o7
6-2) T &REI

ST dtE 1 LD PSP LB FlV -,
LC #B iz, HITACHI # /v 3013N &
Develosil RP-AQUEOUS A7 L% g5 T,
AZLRBTasF70ER Ve, BEHEIC
i 10 mM BT o E=ULZE D
0.1%HFBA-1%7tr=FU/L L 10 mM FEfE
TrE=pL#Ea8tr 0.1%PFPA-8%7 Eh=
FAZ R, FEE#E 0.25 ml/min »L7-, MS
#B1Z, Thermo Fisher Science LCQ FLEET
ZERL, ROT47 ESI A4 1Lk, A7

L—ME 3kV, F+ET)—RE 330C. K
WG m/z 100—800 OEBTT—27 4
RUT A PAF LTI AF v MSIMS &
PFRLTHHrL= (R 3),

T)LCMS IZEDFEREO 5747

7-1) Bt

A. catenella(AcWU0617 Bk, YT-2 Bk L
) ORI ST tamivavanichii (2 1
DEELT= LT FAH ALY PSP ML
THRBELLE,

7-2) LC/MS 43 it

AcWU0617 BEOIERMEE L LU LT
FAHADHLMML-REZ B. 5-1), B.
5-2) LEIERIZAT T,

—F, YT-2 S 6MML=REHILL T
DOFEICHE>TE, LC BI1X, BT LI
HG3013N (¢ 2.7 mm=50 mm) & Develosil
RP-AQUEOUS-AR (¢ 3 mmx 250 mm) %
ML TERLE, Bih72% 50C, 47
L% 2SCIHIEL /=, BEEIT 0.05%~7
S7 A upifEs &1 10 mM FEBE T =
0 LRI A A HE, 0.05% <27 VA aT
oA EEEAEL 1%7 =M 1-10mM
Bl 7 E=7 LBHfiEAZ B Ll THW
7=, 0-20 5312 A ik, 20-21 4312 A #EDE B
i IZ 8847, 21-45 422 B ik, 45-46 73IC B
W5 A RICEETT, 46-70 4312 A AN
AIHICBRELE, A7 K% 03
ml/min&L7-, GTX BERk 53 & STX BEpk 3 0
B 7 ¥ I2 12 HITACHI M-8000 LC/
3DQMS Z{#ERL7-, MS i3, FUZ MEIE
+40V, 74— ABIEIOV, X7 FA(H—D
FHRIE 300 mmHG, »—/FIRE 300C,
H—MTLIELE 170C, 8 —MFLIEE 120°C,
BIHBEE SO0V TRUTATE—FELE,
fihh,.C BRSO A7 ALICH




HG3013N (¢ 2.7 mm=150 mm)Z{EHL .
BEhfEEL T 0.1%FEREA Hu vz, ZDkx
D MS BlEIXA2H T4 7E—FELTE




CHFZER
1) i E RO PSP 5y

A~D OB, ThFh 3,700
cells/MU, 2,940 cells/MU , 2,850 cells/MU,
3,700 cellsMU Th~i-, 7=, EEBOE
REaiE, withd GTX3 TEHMIZIE
50%LL E&2 G TWE(E 1, 2), RWT,
STX A% 20%LLE&Fh T, Cl, C2,
GTX2. deGTX3 bEEALTVV=(E 2). —
#C. A. tamivavanichii O F 5D PSP Y
SRR Z R <Tm2A, GTX4 5 30~40%.
GTXS 7%25~35%GTX3 #°#) 5%, STX #*
1 10% Téh-7-(F 2, 3).,

—% . E-1 BB LN E-2 BE(3, M
AL, Wt i #h R & BE LAY 6,000
cells'ml TH-1=(X 4), £, EEBOE
AL GTX3 & STX M ES THY,
GTX2. GTX4, C2 ZEMIZiEAEL TV V=,
fth 5, F-1 BEBLORF2 BRI, Whbig
12 B HETHECHclMARLZ(K4),
ZO%, E-1 BT AWML, %27 B
B 212,000 cells/ml L, _E&7e~7=, E-2 BElE
MR RE R L 000 | K3 21 B LIRRIC
TERICHIAL | 1% 30 B B3R
W (% 10,000 cells/ml) (ZiL7=, F7-#
B, C2. GTX3 BLU STX AERS T,
VWithd C2 1K€ 15 B BE M GHmLT-.
L L7eAsh, GTX3 OEARITIEEH &
@ Toizc o THEAL, F-1 BETIE
33%., F-2 BETIE 35% M L, X612, Bl
EO GTX4 OEARITHE %21 B BHLARRIC
BD L3, E LSRN R L, £0
EEAE R g T,

) FHEATENSD PSP R ORI

RE A DPLBON-HE (RER

37,500 MU) % RAEF L ONEMEB LB

ffLick A, K 23300 MU 256N
A, ®XWT, Bio-GelP-2 7w b
77 4—IZHVT, BB 16,600 MU O
A #MfrA25HL, &5(C Bio-Rex 70
Fhuaw b 77 4—ICTHEENI
Fr. 112 1,000 MU, Fr. 11 {2 1,100 MU 0%
BT THEHESELN, HPLC &
FraBEiE I deSTX &, #%FIE hySTX
L—EHTsH—E—2sABHERE
(5 , =T, Fr.1% deSTX, Fr. lI
Z hySTX OfN#E L L1,
iz, #%7 50,000 MU %75 L7=3E
B Ot (= L Y [ 50,000 MU
(M) . WV CiEtERARIC L 0 %
7= ACl~4 O&— LI-ESnREHIT
20,000 MU L 727 (B 6) . &KWT,
AC1~4 Of —lii5r % Bio-Gel P-2 7 7 L
Zixtw b el b =%,
BG-I-Fr. 208~236 & —@i4y1Z 800 MU,
[ 237~250 & —i@i43IZ 20,000 MU @
REHEB-, &6, #EOE—EY
#HE BioGel P2 #F7 L2 nw 7T
7 4 —I|Zft L, BG-1I-Fr. 39~40 & —#
5y, [E41, [R 42~44 O&—MHEi45r, [E 45
b, FHRE4 2,200 MU, 4,000 MU, 400
MU, 45 MU ORBHEERLE, ZO
9 5 B AR, filiHik, CA1 ~4 % HPLC
SafficiEL=L A, WTh b STX,
deSTX, hySTX, neoSTX. hyneoSTX,
deGTX2,3. GTX2,3 L (REEEMO—E+
HE—7 R Eh, FhFho pSp
AR (mol%) ZEBL7-L 25,
B0%LAEA STXBES A THY . £TIC
BT STX B LTS neoSTX BSEFNFh
30%~40%% HEHTW= (E7) . &Iz,
CAl~4 #&— L, Bio-Gel P-2 # 7 L Z




R~ 777 4—IZfF LT BG-I-Fr. 1~
300 #1G7=, =D 5 5, BG-I-Fr. 50~55,
56~73, 74~120, 121~165, 166~207,
208~236, 237~250, 251~254, 255~300
ion&, ThEh%85—t%, HPLC 7ty
MOEEEAERH L (E8) . BG-I-Fr.
237~250 OH— L1lisric STX 8R4y
DI KRB/ ST, £O STX D#ik
IZ 1,000 nmol, deSTX [ 81 nmol, hySTX
{X 220 nmol, neoSTX (% 730 nmol,

hyneoSTX {X 34 nmol Tdh o7z, £ C.
BG-I-Fr. 237~250 & — L =@ 4S5 2/
Bio-Gel P-2 7 L7 u~ b7 7 4 —ft
L7=& Z 4, BG-1I-Fr. 39~42, 452, W
b STX, deSTX. hySTX. neoSTX,
hyneoSTX A3 f&HH & 417, BG-II-Fr. 39~
42 .45 (2, F L E ke A 2,000 nmol,

3,600 nmol, 7,000 nmol, 660 nmol, 17 nmol
O STX BMAHEEH TV (B9) .
REAm L7z BG-II-Fr. 41 IZ28£h 5
STX O # kT 3,700 nmol, hySTX % 610
nmol, neoSTX (% 2,700 nmol, hyneoSTX
i% 34 nmol T - 7=, BG-11-41 @ LC-MS
raw 7 AEMS ASY T AFME
10 5 LU 11 (Z7"4, m/z 300, 316, 332
Oraw NTFAILBWT, £FRLFNh

STX([M+H]'=300) . neoSTX([M+H]'=316) .

hyneoSTX ([M+H]'=332) o>, & (%
FHRo—BTsr—s05Bonk, %
7=. STX. neoSTX. hyneoSTX X fiF X
hoE—7 ORFRMIZEHT S MS A
7 b7 AL, WTRLEERRBAKE—
7 Cd H[M+H-H,0] "= 282, 298, 314 D
TITA MM ABRHENE, -
T. £h£h STX. neoSTX. hyneoSTX
ERIESNT,

fih 75, BEHC 2 HRER 35,200 MU @
H# 25T, itk N 5 N Bio-Gel
P2 AF L= T 7 4—IZfFL,
ARk 2,300MU O A Bl 4y 2 BT L 7=,
X5|Z, Bio-Rex 70 W L7 n=w b &35
74 —IlC X Vi#isy 1712 3,590 MU, sy
18 (24,790 MU, @4y 19 {Z 1,040 MU
RERNREONT. —F., HPLC Sz
BWT, WThoBEga»b6LH GTX1~4
ARHER (®12) | B 17 OFERSS
X GTX1(46 mol%) . M4y 18 & 191X GTX2

(FHF1 50 mol%., 75 mol%) 23Rk
GThot= (EH13) . —F, BREID 75
LR AEHIZ, Bio-Rex 704 F7 L7 = |
757 4 —lZCTIEHE B 3~9 (Z
WA 29400 MU 2187, % 3 1X2ERK
& LT GTX1 (62 mol%) 7%, RIRkSy
2 GTX4 (28 mol%) BFENTWE= (H
14, [ 15) , B4 4~6 (ZoW Tk, £
R4 IR Y GTX] ThoTodt, LWTh
t GTX4 |¥ 2 mol%LLF#7 L, GTX2
7213 GTX3 HEIpk s THh-7= (7 14,
& 16) ., —K., 4% 7 Tl GTX2 4% 94
mol% % ¥, bz GTX13 V& £h
Tw (14, ®17) , &6, B8
L 9221 T I 98 mol%Ll L4 GTX T
ot (F14, H18) , HE-T, 43
% GTX1 43 % & 1,330 MU) |, 5y 4~6
#&— LT GTXI~4(# % 17,100 MU)
M4y 7 % GTX1~3 (¥ & 6,700 MU)
DOEMIHENE, @y 8 L 9 EE—LT
GTX2 (74,280 MU) O L L
e
3)TTX » TTX BHEAR 7> 0 Fy i

EHUERE CORORBILELE 19 (27
4, Bio-Gel P-2 (ZXAhF LravhTF7 4

= 10—



—zkV BN TFIa HBIRAF
» m/z 320, 304, 302 TEHFN LCMS 5
Lo AR 20 D LHeEE A7 — L
~7=. Bio-Rex 70 IZLAEH /4 — %X
21, 22 (o, A (63,000 MU) 235
ML TR #EAYIC 6 DOl (T-1~
VD &7,

T-I (2 & 16,600 MU) Tii, LO/MS
ST BVTRIRA A miz 320 THHTL
=LA, (REFFM 7.07 Sl —2%2%.
TTX BRSO — 7 LRI — L1
(& 23), F=, ZOE—20D MS A7/
B, m/iz 320 DKRFESMAA (MHH)" b
wBah, T-11 1 TTX LREEh

T-MI (2% & 931 MU) i, LOMS 4
PricBWTRIRAA > miz 320 THtfLiz
LA, REERRE 777 St —2%28,
6-gpiTTX B —7 LEEEER S —
L 7-( 23). MS A2 LA RRYT L= 22
A, (M+H)' 2 Ez2 515 m/iz 320 DAAE
— /N HEREN, ZOZEME T (T
6-epi TTX L[EFESNT,

T-V(# % & 252 MU) i1, LC/MS 43#ric

BOTRIRAA Y mz 320 THHTLI-EZA,

9.82 S HEAL — 24 LL, 7.0055D
TTX OE—24LEFROLNTZ, 982 5D
E—2® MS AIbNVEMRITLIZEZA,
miz 320 DIENAF =2 B6R, E—
ZOEFFEER B LU MS ASZMLBIO
E =213 4-epi TTX LR EHL, T-V DO ER
S TCHh-1= (X 24).

T-1 ® LC/MS StfrictAaza= /708
LR~ ZML%[E 24 (TR, 11-0x0TTX
Dy T EDE — 7 LR R A —
L.m#z 336 OKFHIMAAL [M+H] A5
FERR TET=7=0, T-11% 11-oxoTTX LHfEES

- 15 8

T-IV @ LC/MS 43 Hr7°5 5-deoxy TTX-std
Druwh 7 L0 —7 LR R Rz
0, 11-deoxyTTX O —7 kg E AT
LT, Eo, ZOE—20 MS A~2k
e, m/z 304 DARFEAIAA - [M+H]'
BFHNI280, T-IV (3 11-deoxyTTX L
EShi=.,

T-VI @ MS A7 L5386, mz 304
DAF A E—7 /LR, TTX 65
OEBESBRERDo- BRI THOLHE
#l=htz,

T-I1, III, V, VI © NMR AT hjLFap—
P2 25 (2, FIANY TMED T — 5% K
4iomt,

(a) T-I1

AN 7 Mi (0) 235, 3.95, 401,
4.03,4.07, 425, 4.29, 5.50 ppm |2, FHF
L C4a-H, C9-H, Cl1-H, C11-H, C7-H,
C5-H, C8-H, C4-H (B LG5 7 ukr0
TR HENTL, 62,35 ppm & 65.50
ppm DIV IFESTER J =96 Hz T
BWNCH T VAT LTEY, TTX DAL
/V(Yotsu-Yamashita, 2001) D ¥ L L <—
LT,

(b) T-1I

AT O IZLY , hemilactal B
lactone B ANETEL TWBZLABHLA LR -
feo 37 Ml (0) 2,01, 3.74, 4.00,
4,08, 4.16. 4.29, 5.55 ppm (Z. hemilactal
Bozh%h Cd4a-H, Cl11-H, C9-H, C7-H,
C8-H, C5-H, C4-H [l BRLEA7 ubrd
IR BHLNT, b, FIANY
7 Mi (0) 2.13, 3.68, 3.69, 4.02, 4.26, 4.58,
4.62, 5.55 ppm (Z, lactone BOENFh
C4a-H. Cl11-H, Cl11-H, C5-H ., C8-H,




C9-H, C7-H, C4-H | B LEBS 7 ubn
T ADERD GBI, 62.01 ppm & 65.55
ppm D7 FNVIFEETER 1 = 9.2 Hz. )
= 88 Hz TEWZAyTIAZLTEY,
6-epi TTX DARZILOFF#HEL—FHL
o

(e)T-V

rihni7ME(o)2.74, 387, 391,
3.97, 4.17, 4.20, 5.04 ppm I, FhEh
C4a-H, C5-H, C11-H, C7-H, C8-H, C9-H,
C4-H IZRBLELTabr O 7 niER
5T, 62.74 ppm & 65.04 ppm D7
IAIFEBTES ] = 4.4 Hz THWIHTY
YU TEY, 4-epi TTX DAXZMLOFF
i —EL7,

T-IBLGT-IV D 2 @532\ Tik, Fid
k0o - Bk THY 'H-NMR
AT TER R RE T -7z,

(d) T-VI

400 MHz CHRITE L7z A7 ML dhas
R THOEIr P BETH-0,
Varian UNITYplus 500 MHz Z L TLY
LW 21T o7, BElle A2 L OfF
Fricky, T-VI o7 i EEEsh
TWh TTX HsEorobobs— LA
hote, £9.C6-H ITRBRLES 7
MEFEELT, ZhiX, C6 (ot R+ HKEEE
(-OH) 23K % (-H) (@72 AR LT,
F-. TTX (T ClI-H O 7 Fhim
BaBIZ 7L TERY, £OS N 2 b
3 ICELTVWE, Zhix Cl IR T5
AR AF L EE (-CH,0H) 23 AF L3
(-CHy) IcEfESh TWAZE&ERLE, — 5.
TTX TIXfEELT- C5-H IR LED S
FADEEL TV,

4) DA OffR

RS DA AN 588 TO DA &
H k% LOMS (X0 ERLFE R, fihl
Il 416 mg, [EHEGLBERZ 132 mg
® DA & EN TV, IRVWT, Bio-Gel P-2
AZhrawh 77— |G- H7
Foiavi LCMS IZL0DER A4
m/z=312 TE=F—L7=EZAHE 26 D157
ot/ 34— %187-, Bio-Gel P-2 T4yHEL
- M4y (18 B :Fr21~32, 2 [EH:
Fr.20~31) ®# DA #i 124 mg TH-7-,
5) EiE i 5 Rk

[E AR 2 LB I A ] 43 . K e 47
EHESy 1, EHE Sy 2, EHES 3 0
MBA LT HPLC i H# B L7- PSP
DENLREF S, 6 27T,

*9°. CE M| BITHEIRE (F 5)Ic
$1VT, GL-Pak CARBOGRAPH 5 L X
HyperSep Hypercarb [Z LA E M (=T,
EHES 1 6, Fh¥Fh MBA BET
47%. 124%® PSP EIR S, Zhb%
HPLC G ELI-LA, FNER
32%& 100%E78-72, Envi Carb, GL-Pak
i& 1 Ir, Seppak-Ac2, GL GCP, WAKO
Ac T, WThoEHmE /2o PSP i3
HEniehot-, W, FD A (F 6) (1
BT, GL GCP #pa<{EHEMHICT,
B 1, EHE S 2 Fo ki 3
e PSP AREHET-, #FIZ, GL-Pak
CARBOGRAPH . Envi Carb . HyperSep
Hypercarb Tid MBA #5 Ti7 70%@ PSP
AENR S, EhiC, ZThboEIREE
HPLC A#ibRHLI-LZA, ENEh
112%, 206%., 141% &@LU Mz RLTC,

GTXsKA2M 5 LU #ilij 4y HPLC 7
awh/ZL%E 27, 28,29 IR, AT
LADIER I E S OBRDITAEFOLO




EHEL TEMR T OELED AT,
W7 LI FRICENHS Y- EHE OB
REsrid, MAERTOLOLHEEL GTXS 2R
PLTW, —7F, 1%EESE Rl Tl
BB TalbDiconWTIRERTOE
{EI3FaE ootz
6) LC/MS L% PSP —H i

PSP-TTX IREWMEO ST RN 1 TD
o3BT, miz 300 T STX, m/iz 316 T

GTX2,3. m/z 332 T GTX1,4, hyneoSTX 7,

m/z 320 T TTX, m/z 302 T anhydroTTX 74
BHEN(E30). £7=, PSPISDA O 44T
Tik, miz 273 T deGTX2,3. mz 300 T
GTX5 BLT STX. mz 316 T C1.2,
GTX2,3,6, hySTX #5510 neoSTX, m/z 332
T GTX1,4 3L hyneoSTX #ftH15&
ARz, miz 312 T DA AgHHERE, (H
31).

—7J5, PSP-S15 Ot 4&M1 TO 4
(23503 T m/z 300, 316, 332, 396, 412 @
<RI b7 LZEBT, PSP LT
MEhot—2hmitEh/o(E 32), &€
—2® MSMS H LU MS/MS/MS A~Z7h
v B B K [M-H,0+H)' | R Bl #% 3
[M-SOs+HT" . M &K M Bl B XK
[M-SOs-H,O+H]' i ¥ D7 F 7 A b F
AHEn e b, T C1, C2,
GTX1, GTX2, GTX3. GTX4, GTX5,
GTX6, neoSTX FLUF STX ELREIESN
(14 33).

FASTDI ZRIV o T, £/
AIRETHY, FFIZGTX3 L GTX4 Tik, £
L0 fEFRRIECLER A RHS I, £
NeDE—7)7IRREICREL THK
LTEY, ERTRIEIX 1 pmol THoi:
([4 34, 35),

7)LC/MS (Z XS FFE O 5747

YT-2 Btk (590 MU) # Bio-Gel
P-2 hFLIu=b 7 4—THMELI-#ER
%3 36 (TR, HOERHShZ@i 7% Fr.
FIV CEg L EnEnoBitz~rx
TotAEIZ TM~<72L25 Fr. 1 15
177MU, Fr. 111 25 510 MU 2% &S,
INOABERKBETHITLIZEZS Fr. 1
MBS [ ~O MBI E (+Rm) 0.16,
0.35,0.45 @ 3 [l43%, Fr. N 7 6pEE~D
-Rm {i 0.22, 0.13 @ 2 oML, =
NoMLFr IO 3B EENENCL, C2,
C3 LfEEL CHisrE Lz, /=, Fr. I D2
R IEFENE N GTXS, GTX6 Sl T
GTX @5 &L7i-, C HEid GTX %
HPLC ##frmbfkebi YT-2 sk # k%[
37 71, YT-2 #i%, GTXS 4% 7.0 fmol/cell
LHH T, \IZ GTX6 A% 3.4 fmol/cell
BEAZH TV, C1.C2,GTX1.GTX4 137
h¥En o8, 02, 1.1, 0.3 fmolicell T~
7=, GTX3, GTX2 [TZ<WE T, STX Bk
U neoSTX (IfsE el 27,

SHELT= GTX BEnD~AZavh /77
#[R 38, v ARASIRNEE I (ZRT, T
LD FERE] 10.8 4712 mz 300 TRHEN
=4y Peakl [k, FD = ARSI
[M+Na]'® m/z 402 3 LTUM-SOs+H]' O
m/z 300 726 GTXS ARIES . (RFFRFM
112 434 m/z 316 THIHENZ Peak2 |
[M+Na]'® m/z 418 LU M-SOs+H] D
m/z 316 25 GTX6 (=, {REFEER] 16.73 0
Peak3 [X[M+Na] @ m/z 434, [M+H]'® m/z
412, [M-H,O+H]'® m/ 394, [M-SOy+H]'
D m/z 332 B LEBM-SO-H,0+H]'®D m/z
314 OTAARZRANE GTX4, (RFFFR
21.5 43 Peakd [X[M+Na]'® m/z 434 KX

— =




UAM-SOs+H] ™ m/z 332 76 GTX1 LHi|
ant-,

FHF 47 E—RIZLD C B LC/MS 43
Wricka~wRr7a=wb/ I 0% 40 LvAR
~7MVEE 41 12T, CL2 [CBERL:
[M-H]® m/z 474, [M-H,O-H]® m/z 456
THHSN - RFFIFHE 9.2 530 Peaks &
202 53 Peak? |, BAKDOFAAST Y
M HRHFEPE=—DC2EL, K
DS %E Cl ERIELT:, RFFREH 10.6 43
(2 m/z 490 [ZTREM BT Peak6 (X C3 @
[M-H]?® m/z 490 | LALDEEZ -,

fihty, WLLTHFAH A1, MBA LD
284 MU/g @ PSP #E AL, GTX4 BLV
GTXS BENENA 22~24%,C2 BLV
GTX1 73 13%. STX LT GTX3 #34Y
10%% G5O TW(E42), 2T, ZDOLT
W3 A M A O ¥R (320 MU) %
Bio-Gel P-2 Zu=h 77 r—ICMiLizLZ
A, CEENEREKT, GTXBERL 7 L STX B
R EERE CIa SR, SREL 7B
DRFD~ATu7h 7T L%F 43 12, E—
siBHSh-EHEM THS 155 5.
19.7 43.23.8 %3, 28.0 4%, 30.1 HBLV
524 3 DwAA~TI#E 44 7, (RFF
B 15.5 4312 m/z 300 BL U m/iz 418 TH
HEhzE—2i%, GTXS O[M-SO,+H]'#
LUIMHK]", 19.7 221 miz 316 BLU m/z
418 THRHZhEY—2i2 GTX3 @
[M-SO,+H] 8 LT [M+Na]", 23.8 432 m/z
332 BL mi 450 TRHEN-E—21E
GTX4 O[M-SO;+H] $ LT [M+K]', 28.0
FTmiz 316 BL U m/iz 418 ThtHEh -

— 21X GTX2 D[M-SO:+H] 35 L TX[M+Na] .

30.1 434 m/z 332 BLU m/z 450 THRINE
Ni-E'—2it GTX1 O[M-SO+H]'BL

[M+K]', 52.4 47iZ m/z 300 THRHEL-E
— 21t STX O[M+H] L ¥l &=,

F7/=, AcWUO01 B % 5ir &
Hickd LCMS i i=LZ5 m/z
273, 300, 316, 332, 396, 392 B LU 412D
v AU FTACBWT, EEoOEY—2
ARRHEN T ([ 45, 46), m/z 396 TIREF
R 8.1 fpicE—2aimHEhi=i=%+D
A4 RREEELZS, 80 da/hEVymz
316 DT7FT A AU DERSH, £k
SLICHMRBEESL, BKRAA LV ERBEN
7 18 da /hEVy m/z 298 DT F Y A bA A
AREHER (E 47), £-, REFH 9.8
SHoRRIHENT mk 396 DAA L ZRRS
HHLmiz 316 HikEHEh = (E48), —F5,
(R0 154 931212 miz 380 & miz300T
E—2 &I, mz 300 DA 2B
XHEDL miz 282 DT FT AN DAERE
Sh7= (B 49), (RF5EEH 15.6 B TRIHE
iz miz 396 DE—Z2OMENZL-T mk
316 DA AAEL(E 50), 232 BT
29.2 S CHNENT miz 412 DE—2 DA
A MBS DE miz 332 DAF U BER
ahi= (& 51, 52), L5, STX BEIZHWT
I, (RFFIE 553 rTHRHEN mz 316
DE—Z71X 5 FE&H»E neoSTX BLUE
hySTX O a[REHEAEHY (E 53) | (R IFFR
55.7 Sy XU 55.8 sy TRIHENTZ m/z 300
D 2 Rz Tk, mE L STX LFEHR
DORBEAS— iz (2 54),

= -



D.EE
1) A5 ¥ -EMD PSP L5y

A. tamiyavanichii DFHEEIL, GTXS 72
/b PSP % SH 15 PSP RO
HRRHMEDO—2THDN, YUOEX
S THMEL 15 MPRIL, GTXS &%
5 &AL, GTX2,3 ¥ O—Fxiyie
PSP WO HAB/HNT, LOLAERE,
[Ed M bRA L IR RIREES 25T, BimE
FEM 14/10h L —HIBCE T 5L, HAGE R
ICENEETIBRZIZELY AL,
Sk, EHICHMMEITV. GTXS ik
THRPR 2L RICEETHIER G
MRS, §%. Zhe PSP A0
{ERk., RERAES bt EZ LN,
2) HE AT ENLD PSP OHR

HIE, STX (ZEPRFA TLFRBICHE
EENTWSD, DAETYH 1995 FE(ZHE
S MEEERBOREIEL LUHREDR
OS5 EM#) BT, STX
OWE, FE, WELEVRBENTE
., WEEERAEEZhTHWS, £2
T, ¥EHECRENTHRESATVA
W STX 8D 9 5, deSTX 38 LT hySTX
O ERL -, NEET 510~3,900
MUlg DBNEFRLEYZ LT 4D
X¥H=0&—8F 375 g /5 deSTX (&
Mk 1,000 MU) 35 L 0F hySTX (f@#fit
1,100 MU) ORBIZAZh L, LaZ%5EH
ROKEHTHD LC-MS |2 L S H#ExH
PSP Mk (PSP —#F a¥fik) OM%RICER
L, Wihb+oa2kThor, i,
DE LAY FH =OFHeheBER2Z Y
—=2 b, EORME (150 MU/g )
LKA (14,000 MUZg) Tid9 10 &0
ER Kb oT-Z v, BEEENAKEW

EWVWR D, E-, | BEST-YOREND
iL#9 2400000 MU Th o708, BAHE
F %7 Li-EEniE% i 1,500,000 MU
Lieh 2D 65%E EHT W, —H,
£k (#1,000g) #&— L TPSPKY
i c BN B0k, BL{ OFEHLE
MrE+AsZ LB TFRENE, LAALA
B RmBEHEZRLEEEOEET 110
g ThY, FBEE PSP sy 2 -
HMUTH LSRN THS L SN
fro —HT. INLORFIBELEE
HAZ#ASHroORHASLZ W2 L, 1§
eH9IC PSP A S LOMS 72 ¥ DL
BT a Ll eREr, RE.
FATEMAIN TS neoSTX LA @
deSTX % hySTX &£\~ 7= STX BEFEHES,
EMRT~ETHALI,

¥, BEATHEELZEAHKATHS
R TFHAREDNBTDHE, FOER
e LTOTX BRI S h 5 flA0 80 T
2\, DHAETIE GTX BIZBL T 6 Ry

(GTX1-4,dcGTX23) it X T 5,
LA L2ds, TOHERICITRD 25
HZOEBREL-oTEY, 2130 FEm
iZ PSP MEESMLEINICBITLEB
B, e T~ GTX BEE R OR 5 Ok
KEfAGROMMBRAEND, BHE
Tit, GTX B0 H— ML GTX2 (R
&k 4280 MU) DA Th-T-5%, GTXI
~4 HJNRTE L 7-#2 M & 34,500 MU D4
HNBELBONTEY, 5%, GTX BEE
EROEMPMFEIRLIRELRE LW
A B,

BER KL E) -7 BG-II-Fr. 41 |
2% LC-MS At &iT-1-& Z 5. m/z 300
g e k5 AR BW T STX

— 15—




([M+H]'=300) OB~/ — 7 HiEH &
Nz, S5z, FORFEEFMEIZIIT S MS
AR M T ADPLRHREBLERAKE— 2

([M+H-H,0] =282) Z"fEg S = = £
5 B OBD TV STX B b,
—H.mlz316 £ 332D u<w T A,
Fh#Fh neoSTX (M+H]'=316) Lt
hyneoSTX ([M+H]'=332) 23k X hui=2%,
AT IR R 45 2FHEIC LB SR D
EVWE—25, #FICHLREKOE—27 5
MR OHNT, LALARAS, neoSTX &
hyneoSTX O RFFIFMIZIS1T H MS A7
7 &2, STX & [EHROIEAE—2 (£
NFN[M+H-H,0] "= 298, 314) 2iHER &
n, WTh b+ SR HlNETCho2 L%
Zbhi,

3) TTX » TTX BH#RL 57 O Ry

T-II X, TTX A7 bk < —F
LB TTX ThidERESHT,

T-NI {Z, hemilactal & X lactone BAVE
ELTED. ZNEN 6-epi TTX DA~Z
Pl k< —BLEZ M6 6-epi TTX
ThdERESNTE,

T-VIiZ, 4-epiTTX DA~Z b & LK<
—B L2 LD 4-epi TTX THDH L
EEhi,

T-VI {Z2WTId, C6 iof+ R4 5 @ik
AAFE (H) (2. C11 (Zf R+ A it
BAFAE («CHy) 2, &6, CSizft
B4 % ARFH B O S | X b - T
Wiz, E6I2, LCMS affickh, Ao
YE—Z & miz 304 ETHBAALT PN
B\Bohf=Z Lde, Fig 26 1SR T L%
FHRBNEOFES I N, Zhid,
6,11-dideoxyTTX @ lactone B\ 7MEL
TWAH, 6,11-dideoxyTTX DA A 1 E—
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