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x2 BIR U7 A A o & FH S8 b

BAAE—F FE 58 E L

* AZA1 : 828.5 [M+H]+ 1

« AZA2 : 842.5 [M+H]+ 0.7

- AZA3 : 856.5 [M+H]+ 0.7

* BTXB2 : 1034.6 [M+H]+ 002

fgAAE—F

» OA : 803.5 [M-H]-

« DTX1:817.5 [M-H]- 1

» pal-OA : 1041.7 [M-H]- 04

* pal-DTX1 : 1055.7 [M-H]- 0.5

» PTX1:919.5 [M-H+HCOOH]- 0.4

» PTX2 : 903.5 [M—H+HCOOH]- 04

* PTX3 : 949.5 [M-H+CH30OH+HCOOH]- 0.2

- PTX6 : 887.5 [M-H]- 05

« YTX : 1141.5 [M—-2Na+H]- 0.4

= 450H-YTX : 1157.5 [M—2Na+H]- 0.6
Hepatopancreas

+ 90% MeOH 10 volumes
Homogenize

Centrifuge

Supernatant

LC-MS

B 7 LC/MS ¥EIZ L BB ofhH I EAENE
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LC : NANOSPACE (SHISEIDO)
Column; Capcellpak C18 MGI 2.0x100 mm(SHISEIDO) , Flow rate; 0.2mL / min
Mobile phase; A:2mMHCOONH,+50mMHCOOH / H,0
B:2mMHCOONH,+50mMHCOOH / MeCN:MeOH 2:8

MS : FINNIGAN TSQ Quantum DISCOVERY (Thermo)
Ion mode; ESI negative or positive
Capillary voltage; 4.0kV

8 LC-MS DH|ESAE
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*3 BEREBEOATEHE (RSDr%)
1) HZHEEE K (n=3)

(1 g/mL) OA DTX1 | PTX6 | PTX2 PTX1 | PTX3 | palOA | palDTX1 | YTX | 450HYTX | BTXB2 AZA* AZAZ* AZA3*
0.005 7.1 4.3 2.7 10.1 5.5 13.8 4.4 15.1 6.3 5.6 - - - -
0.01 25 1.5 2.8 10.9 7.3 6.7 2.8 5.1 5.5 2.5 5.9 7.1 2.9 8.5
0.02 2.7 2.6 1.6 4.7 2,9 10.3 2.8 5.0 2.3 5.0 2.0 104 9.2 7.9
0.05 4,7 3.5 3.9 3.0 1.7 7.9 4.0 7.6 1.8 2.0 5.4 6.0 3.4 4.9
0.1 4.7 0.0 3.5 7.2 5.5 4.3 3.2 8.4 4.1 3.4 3.5 3.8 3.9 3.0
0.2 0.0 0.0 5.8 4.7 5.4 3.7 4.6 7.8 6.2 3.6 3.1 1.1 2.0 1.2
—:KBIE
* AZA1~3:0001 ug/g 0002 ug/g 0005ug/s 001 g/s 002 e/ |2 DNTERE
2) ZEEEFR MR (n=5)

OA | DTX1 | PTX6 | PTX2 | PTX1 | PTX3 | palOA | palDTX1 | YTX | 450HYTX | BTXB2 | AZA | AZA2 | AZA3
scallop 1 5.6 3.6 3.8 5.3 74 7.9 8.2 3.9 2.8 14 0.0 - - -
scallop 2 6.6 2.6 9.8 10.2 8.6 9.0 5.5 9.3 6.7 2.8 7.1 1.2 | 138 | 195
scallop 3 - 6.2 5.4 - - - - 111 1.6 4.9 0.0 - - -
mussel 1 4.2 5.0 4.0 2.7 4.6 4.4 4.2 5.2 1.7 1.5 0.0 - - -
mussel 2 14 4.4 6.2 7.6 4.2 7.2 111 8.0 35 4.3 8.0 4.8 5.2 10.1
mussel 3 1.7 9.5 6.7 - - - 3.1 - 5.0 - - 18 1.8 1.7

—:ND

scallop 1; 0.05 p g spiked (BTXB2, AZAsIZBR<)  scallop2; 0.02 u g spiked scallop3; raw sample
mussel 1; 0.05 U g spiked (BTXB2, AZAslZBR<) mussel2; 002 g spiked mussel3; raw sample
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BESRFTREMDS: (R BORRIEEHETERE)
(#8) TS
IR L 00 TE R BT 2 AR RO
SHBIRE KBTS AUCKERERA MRS S

=

S DIRET - Lo~ U ABHERBRA OB O STV B A8,
ZREOREEZESCLEEHIE L T AN E I 0nERET L, KIREERZ T H A
ET IV E UTHIHERIZBGT 5 pH, BE, MW OB L HE L-E, &
EYxp— O pH BEW E ERS GTX1L-GTX4 234 A A ER S S5,
FBE SN TV D EMHETFNTEITIECHBEZ N E RPN E R 5T,
TEFERED MRS : HPLC AT O E & 72 5 8 B Okt L LT, flix O
A— MY DT B OWTRE LT fE R, Bi{TO SepPac C-18 L v % B A7
EMIIR R TE eholz, Fio, EWEOLEHMEE 2SN T 120108
AR BHBECRRD) L7odS, RIEL LIz 7 SR EIIZE S o T,
—F LD B  BED HPLC 24113255 E+ 5 STX RBEA L BRI L
3BT THIZ AT LTW5b, ffE(bE Bis L C—FoEs2Bet L, %
T GTX B - STX BHO 7T V= MEBIZ X 200 & /[ 6EICT 5 72 OO B i
LI DEND T LOER LIFER, ODS BH T L EZEH Z L2 LTz, DWT,
ZOEHRIET CUC2 ARET 57 5 LhOREE L5, [aA A L SSHltis 7 5
ARHELTNBZ EBELNCARS-DT, fihSreEEL, /50Ty A
A2 s Lo R, 8% 10 in % 40 DUNTOMT 52 LM TE -,
EEVE R R R R F Al D B3 - (LB AT I AR A R 7B UE SRR D VR D 7= b D $
MHEANE LT, WE, 8RBt TLETHIMEEREFEOBREREEE LTE
B NMR EERBE Lo, £7, EFBMEROREBHREEE A F/L 70 F o, D0
Ttert:7 % ) —/VENEEELTHHECZLY, BBEOEELTREIC LT,

F/o, EHEELPE, OB LRIE ST GTX6 2 K4y BEE
LT XATAFEHRNS 10mg iR L, €& NMR CIRELZREL-H< TR
BHEAZBEL, EE%E 180MU/ 2 mole, 35 u g STX eq./umole EHE LT, F
7o, BHOMIZREEE LTEDRN S~ U AR O B I/ BE RS
DEREFZITo72, CUC2 B LEEHUT LY deSTX 2L, ~ 7 RIEHE(LIC
FERRIBE /R RMR 2 AT B & & HIZ . FDA o STX ABHE R & O iz L W STX 48
HBEOENERD,
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A WFERERY

FRELME BB OV THEER O R D
50 HPLC S#EE e LT, £ 0%
FAMGERATH 2 L & BRO & 35, AREET
UTFTD4EBIZHOWTHEBET — 7 2 UIUE
FTHZEE LT,

1) 7 R R S D

FREME BB ST 0o 0T v A
BHERBR LR CHEPER LN TV S, L
L, Z® AOAC i 50 L EATIZ
saxitoxin(STX) & 5t RICRE SN/ b D
T, BEE TIAFEESHAL TS 3008
WEFERAIZRT L CE A AR T D D8
FHE A ST R, AW TIEAS R
BizEBIT % pH, IRE, MNEEFRSE D
B OB BT TRELZ R RIRE
FRBRTHLMIL, K VBEEOENWRK
BRIEE T DO DEMRT — 2 2 INET 5,
ERmo _HAETHRbLBEEDOH W
gonyautoxin-1~-4 (GTX1~GTXHIZ>
WTHERT LTz,

F 70, w0k HPLC a3 & mE
DEEDT-D TBERALETH D, R
M & & R e TR RELZ HbE T
RETT %, S BICREFEZHEBETH20
W EYE ORI D T L A
BTHHDT, "RETHAIEEN,
GTX4 OFTFEITHEH LT EE T 5
HOC AN DWW T, B L TSR0t 2
ez T 52 & EaRART,

2) B HPLCEDOHER
Fer BME LR NI T L0k
HPLC 132 < OBFFEHERE TR & C
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WA, OREERER L TR E LIBIED 5y
Préefhix, 28EET 2 STX RER%ZE
AT LY 3 BHIO T Thlx I 54
B D, TN EReERRE S L TILE

b3 212103, AT RERE O HEE DT R 25 %
HTH 5D, LRI ILREE DTN T A

DEMRHIEEPEATNDDO T, ZhaEF|

ML, —FomiEx T, £79. GIX
B L STX BEO—F GBS DWTHERT L,
DONWT C BEA M2 T-2BHO—F o & B

59 ARSI LR R OBV T b2 R
R DI LI R oA OB A 1T
Do

3) F&E'H NMR % H\ A HE WA IRIR
RTER DS

#E HPLC #2213 U, FEEREEO
LTI BAFIET D 2R DR
EEEAZDEPRAIRTH DI, K
AR LAg B s IR & < RNEL
ERTeD FFEJREOHRENRETH D,
¥ 7o BAAMIHEIC LB R BEIC DWW TR
10 FELL BRI 3R oA & B HEICARAE L7z
F R D HeE A AR T IT TR T
INTEY, IVBEOEWERHFOFILEE
o CTHRFTT 20BN H 5, KEEITE
21 NMR ICX W BEZRET HHEE
BAZE L R D~ U 2wt 4 6 L T
FEHE 2 3 b 3 v b DR 2R BE E N
BEHFEWERETHEEZHBE L &
Foxtg (E7 ) & LTI, BE
Gymnodinium catenatum DFEAITLEN
ERORPICHL <M Eh DI H D
HY, IEMEERER N E | OB D
HIE ATy GTX6 & s FE R
Do



4) FHEFEORM

406 HPLC ¥21Z U, BREMEEEO
LTI IIZ BT D Rk iy DY
A EAZD I ENRARTHH, ENT
VIOKET R OEMOKEEHBEL SR OF
¥ LT EEROMBUPIRAL LN TE -,
L22L, GTX5, GTX6 DL oIz, HHHE
DRI, F OHBLFERD LIV TEEN
B H D 6T mREIZ L LRk
DELNAENTEDITHB SN TR N
DB D, 3) OEMITAT LIRS IRE
LTY XA TA T HRE TR DN E
ENTWTzh, 5% OW5E D B IR
& UCHEE - BT L& LT,

— 5 FESNE TR EO < U 25
HERBOBIC, 74 ) D RLEEKLB
(USFDA) mbitfs & s STX EUENL %
ANWT U ADEZMEEZIET 2. bW
HHEHE(L (standardization) OFERIEMN &
S, B R G ngSTX MY Eig & TF
REND, TDv T RAEEMARIEL,
DB IIZ DN AEER ENTH
DANAZ AL Ebis, L,
LB IR S40IC & » T STX 2MBE &
NTNDZERERZEHELILTND,
o2 1 ZFRSEHOFES L 72 B decarbamoyl-
saxitoxin (decSTX) 75, STX &4 LW 5
BB AR L, D, TTURD
EEKREELE LW 2P 5T L
Ban& LTEARRRRZ 2R LT,
T ERNOFE L EOREHEIC L - T
LEICEFEND CUC2 1 HALFERUC X
D deSTX ZFH L., ~ U ZREFIEIC
WL RE, MEEHRiT5L LI,
US FDA 7 B3Rt S U7 #EvE STX I3k &
A LR L C, FTBUEER O g STX

-
—
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MYEREAZRTETD I LICLY R
WHTHEELT 52 AME L,

B. #r5E7is

1) S8 iR s DR st

HEED 1.5 5% I KIRERER &
THA DL —E & RE LT, 3Bk 10
glZxt L 10mL @ 0.075, 0.10, 0.20, 0.30
N OfEE 10 mL 2Nz, HELHT 5
SFME L 7=, Jkdt% 3000 rpm TiE L
SEEL. EEAEO pH Z2RET &L
(2, SepPak ODS, [RAMEIRIZ L 5 Tk
WEIT- 7%, #06 HPLC T GTX &
ZRE Uiz, S 3 TIT o7,

Tl BYEORENT & KAREE R ¥ 7
A H®EE B W, &0 50 B

(11,000rpm. 5min.) #%. &FEEEHML
A — RV > P T A Lz, EEfh
M5 o b5k L THITO SepPack C18
(Waters #E)i2 /%, Oasis HLB Plus

(Waters #1:) . Bond Elut PH(3 mL/200
mg. VARIAN #5). NEXUS(6 ml/200msg.
VARIAN #b) & 5% 7=, 728, Oasis HLB
Plus # X ' Bond Elut {22\ Tid MeOH
T conditioning L 723546 & KA OS5
BRIT T T D6 DEE A9 0.4 ml
9O L, Ultra-Free (Millpore #f.
10,000 cut) TRRAF A% HPLC 347iC
i L7z, BROFE & LT, GTX4 fFiC
BT 2 RMOEBOME UK ORERY
e LT,

WRET A DI EWEOBERE T
ODS 1 7 A% v 6 BifliZp g e HPLC 4
HARE L. TNERIEIZ AOAC IEIZHE
LU 7o AT B s O PRI Sy 1 A FE



R b7 77 4 —THRERSI,

2) #tHPLC ks R

C18 offieg#kl, = FFy vy '
BRSO E 25 ODS HDH T L 4 FEIZDW
T, BUATO GTX AEHIRK & £ IC S TER
ETT7® b= kY AVERNL RIS
X3 GTX BB L O STX BED BRI
DWTHEERZ AN TIRE L R L
71 Z 0% Develosil ODS-MG5  (Bp4{b7
e, BEMRWM AT, BHAR).
CAPCELL PAK C18 MG (B4:%7 7 A
O I AVEEEER, AREREX. B
Synergi Hydor-RP
Carfornia, U.S.A). Mightysil RP-18 GP
Aqua (B s ik N, RO S
AAR) Thd, DEEORWGFEEZMAED
W, 20, BIEEICE T SR ARE T D
Zrickw ooy MEHICE S K
INTIESRE 23 E LT, B L Rp R D
EIL A—RETA o X7 —R EB LV
BEEEED 10%7 € h=hF A2 5
2% 7 h= MU BEHEICRE L, EHY
W2 GTX BEAEEAL T, BRERHOZ L
B2 LICk > TR, &6HiT, &
RUIED T DOV TRBEDOX A L7 1
T LERETHE L I, WHOEERIZ K
DorBRe o b, BERMEARE L,

DWT, T /T D Develosil
NH2-5 (¢4.6X35 mm, FFi{k5) B
WgA F 28 H 5 5 1C-Pak Anion
HC (¢ 4.6 X150 mm, Waters) &
HITACHI GEL #3013-N (¢ 4.0X150
mm, B SZBHERT) (oW T, AT H A
WR VB EA AT — & LTED GTX
MoBEFEEZ iR LI2HEIC CU/C2 BI W

( Phenomenex .

32

GTX BHEWEN ED X ) e 28 A~ 0%k
a7,
bo &b RIS EEAE R LT 1C-Pak
Anion HC % 7 &% Synergi Hydor-RP
(¢ 4.6x150 mm Phenomenex) @Rl
(CERE L. MEFEEERRGE L7- GTX B, STX
FEOBEORBES2E A Lo, BEFEON
BEA LT 0T T NEREREE L Tk
2L oD BIC AREFIR AR OG5
BT % 52 U T RS | TR B A MG L
7

3) FE&E'H NMR % B\ A IERERTRIERE

TR TEE O

WEOX G L2 5mOT 1 ko BHEY
Bo7a b ORBEMEEMEZNET D &
0 NN Ry V= = = [ ol AV - S 74
TR JENRTA—F—FRE LT,
ElEBEORL DS HA{LEWE XU
M R B y OEIR A E L, EEME A R
L7,

FEYE - LTI LI EREED A
FIVRERR T T F AT O THF L, 2D
T 7u B, AFNAFLLT IR,
tert 7% ) =)L A% ) —)LDF 4 {LEW
?'H NMR PNEEHEYRE & L TO R Rt
BREET UTe, PR B0 o 7 ) LR &
DRIMR, REOREME, BREDORS %%
EBLUTC, tert-7H ) —LEE, HHR
P 812 X B E Bt oD EAM RS 0 B
LABFT AL L LICEBER LRI
TR EEE 2 550 LT,

4) EHEBOTML
USRI T 5 7 4% 1 PIRIR
PR TR L, HPLC %35/



W& FETRE A T L (Charcoal column., Bio
Gel P-2, DEAE. Bio Rex 70, Hitachi Gel
30110OIZ & > T GTX6 R UMD 7= D
GTXh z=HEH L7, #lELITE HPLC,
RSI-wA A~ v NMR A7 LT
TR Lo, RASHERE, ME0—ERRE
YERL L. 2 8D E &R NMR JIE TR E
RO, Flo, BEAM Lo~ 7 2EER
Br21T-> T GTX6 KO GTXb O tba@it %
RDT,

DEIZ, Cl/C2 ZFE8 LT deSTX DR
MELE Uiz, iR omEis X 20
N-RZRWBRTINSEA AL, RTR, ANVH
TR E =& DB LB R
AT NWALD 2 BEBED 5T deSTX 12 ZEH#
L7, MEZHERLZET, 0.06 M Kz
THIRL7=D B, HPLC (281 AHEUHER
LHE L TREZIRE L, SHIZRRD
3IRE T 10 BO~ v A DI g fE
ME—THICAD L HI>BBEERL, D
EHEEES & Lz, 4T LT US FDA
DIFHEYF 2 b F ¥ IRIR CRIEED EBR
AT, BB U7 deSTX ImRAMEEY X
VR gm LA S T B A RE
L7,

C. Wroeisk

1) RiRsRENE DR
GTX1~GTX4 O % pH (& BT B HH%)
RER VISR, WM LUEBOREICX
0 pH X 2.5 ~ 4.8 DHFHTH - 7223,
HMHEINTL 28 FBOEICETRD LN
einotz, & pH TIRTHERSICEY
N-OH DT 11 fLftEgE= 2 7 /v O i f
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BRI D ENBEESINTEN BESNT
W5 pH 4 LUT D& <P AU RIED 72
TEMNH BN,
WETHAEZKHEIIROOENWE
(UK EFR) 280 &0n3H 0, AR R
AT DHNACGTEET D0 H D,
SEOHFETHL A VX T AITKED T
DMENREENDI L ERR LI, 207k
D A=Y o PHT AL BEREERTT-
TWDR ERITITRVBRIT 2N LD
B, ZTERHDOH Z MMIOWNTHREF LT,
20— RV T h T LOMREFN
EREHMEZRYT, BEATZ L0HHE
(conditioning) IZHEF B A X J — /L &R
ET DD TR - TWB2D
WIS IR SN CTEH T 5, A
UK lZHF7 LI 2BERBFEINDI LD
DERZZHEH L T S, MRz,
D3O NI DER AR E B RTOHE 53 055
LD Z ENEBERNTH LN EERND
LD XD RBESITH/E LTV, 2B,
conditioning N ANE L &5 NEXUS T
AR UK XE-o =< EEaRT, &
WWIES > TEHLTE,
UK R LTERE T HANCEEND 5
Hrih ZW8E % 250g OB & F5 MR RN
B U IR T A% — AITIEW B
L7z, H#&D Develosil C30 5T Az fit
Lz & 2 A LRSS T2 ME D
BT Hilc, BN RMNEA TN, Tk
BN/ DT AL EMIIARE L L, BiF/e
NMR A7 bABELNR T2, F2,
RAANYT ML DFEDORED T
M oTe, RFERZHNMR A7 b
WERRT AL, Ta bR D R
UV 330 nm ORI HFEFRPIEE S



bbb T AT T a b
BEIE I N 7o, MR E0 3k
S & RRRIc~T v F&E&R % 3 2L E
L ORREED B,

2) #t HPLC {EDH B
BEtL7ZH T LTOTE = L%
BERVLDE 2 NETLEHBERICL S
GTX2 (GTX#TH o & bIRFIRHEIN R
W) DBEHAEE K 41277, &BREES
DIEVH DX Develosil ODS-MGH ThH
. CAPCELL PAK C18 MG 32t —7
Ro7e— R F=F7BEBsL>7, LaL,
PV AERT Tl Synergi Hydor-RP 73
b DTZIZD, ZDOH T LELUTO 2
BDTZ oy MEHIZ L 5 —F ST
Az Ziiclie (K5), $72bb, 1
%U\J:@?ﬂ/ﬁ;%ﬁﬁ‘iﬂﬁ’ﬁﬂjf\f%%ﬂ?hffaaﬁﬁi‘li
EF—EICR> TN, ZOH T HITHDNT
BIOZ A LT v s T AOR#E{LE T
. GTX1-GTX5, neOSTX, deSTX, STX
DFERGBEZR FIREIZ L7,
BEFE
(A) 4 mM HSA in 20 mM phosphate
buffer (pH 7.0)+ 2 % CHsCN
(B) 4 mM HSA in 20 mM phosphate
buffer (pH 7.0)+ 10 % CH3CN

WIZ, CUC2 HBEDT= DITHT T\ Hefe
TAEH T LDBFEIT > 7, Develosil
NH2-5 i3E->7-< C1/C2 ZRFFET,
IC-Pak Anion HC 1% C1/C2 27 MnIiZ
REFL, 2 ooBEL7- (H6), HITACHI
GEL #3013-N (ZfkF A2 8T, GTX
BETHLHRFL, C BT 1 BRI
W Liehyo Tz,
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I[C-Pak Anion HC 771 7 A% Synergi
Hydor-RP 7 A L EFNZHERE L, i
BE L7z GTX &, STX Bty BEDOIRBES A
ZEMA L7/ e~ 7027 (F) I
7, C1/C2 & GTX4 OBz = 5T
T HEDITHIADT & ]\:F)/W}%r
Z1%Ex7ce ZAAHK: 4mM HSAin
20 mM phosphate buffer (pH 7.0+ 1 %
CHsCN) \ 7BfEDS RAFIC /2o 72 (N7 F),
UTICEBHIIRELIZFA LT 0T T
LERT,

100
80
60
40
20

Rk (%)

HESHENTEVWERMEZ L. F1IZ
RTBRERBRANE SN, GTX1, GTX4,

GTX5 DREEENENDS, HAMERFOR
Bt OSHTIIZ 0 HERE TH 5,

WITAZHER T & 10 Bl D4R 0 - LAy
L, BHEMERA, (R L B —2
miEDZE(LZK 8, K 9IZRT, 40 47

DY IR LT CIREFRERICIZR WEEH
R ENTWD, £/, BE— 7 EETIE
neoSTX & GTX2 OE&FHRCLRKE N
DZEDORRFE LT Zo= > MAERICE
HR—=ZAT A DENDE— 7 @mREDET
BIZHEBELTWSLOEEbNS,

3) T='H NMR % A\ B AZEHERHRIRE
RE RO R

MG, MEREEFCHVSH

NMR (2 I EKEE DI 5D, FREMEE



BOLEHREREIROT-OICEKRE
U EWERE A DN 2 5, bivh TR BReIC
4% BEEERZ AVTW AR, ZOB, FiE
AFNEORB]RT 0 b HBREEEEO A
Fr L3 TEllans, 2oy 7
T EPEERE & UL B E AR A5 R
THZERIBENRETE D AL,
R EBRE L. (NENEEE), BE O
NMR #IZE T 7 e b OEBIOBREIC
K VRN R 2D 2D v 7TV OH
B (BEoE HPiciiesT b, 22
T L7AX= &> TRENT A —4
—HWRFEL, O, IREIC L D EEMLZ KR
ALz, K10 ICFELRMICL 2% 71 b
Y DFRESMEDFEZTRT, 9L EORF B
2 BT AR NIRRT & D AR D 28
L IpD T L bELERE 11 L L,
90 FESNV A 6.3 u ¥, T — X BUERFH 1.8
MTRETLI L L Lic, ZOLRETT IV
FooOREEZEZTRETSE 0.8~
12 mM O TRE & & 7 T IR E
WHEBE (r2=0.9995) 23FRD LT, 72k,
BB L LT 7 =A IERE AW
THELIZE ZA AL 4.3% ERFEE
TUICEENDREMR 1 70 b RET,
8.92mM & kKb Lz,

#1774 @ National Research Council
TN T =4 U HFEREE L TEARF,
Presaturation . Linear prediction mode
THRIE L7 A7 MLV OEFED HIEERR
DIREERE L TWD (FMEREREE), A
KPS Z DR EGMEEE> TRIE L&
IAH AT =AVREL 1 T ED
DFEF BT R 2ABEBERAR D b
Too ETo. FREDD 7 =4 VEREY
INF a—T%ExT 3 HTHIELRL
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A, KT a b UoBOMET 2%Ki, F
2 — 7 HOBREIT 1.6% THHo 7=,

T CTHEMERE L RE L BN O K
BT 0~ T FVId RREE H R
DOBERIZER L IETHHHFED A F L
TFNE—EHBEET S (K 11), 207,
e 7 F DR S DT SIM OF
BOEWNILY , BOPICHEELEE L,
BEI & o T 5% FRE R 28/ AT
THZ LA L,

% 2T R NEMEE 2 AT L 7o 2R
1.24 ppm IZHH0ILD tert-7 % J —b
DAF N T FIVRHEERED 7
A bASHZBENL TR Y | RS 2.2
Bemnl b, £, BRI BRELR
GTHHT ENbEBE L TWD &k
L7 (B12), £7z, BEHMER NMR HE
LR THY REMEEFEOERELE L
THZTH D Z L Lz, TEMEIX
02 - 10 mM ThHH, HHERAIL 0.02
mM Thot-, ZTHhx AT GTX5,
GTX6 DREZBELARBLILEZ A,
6- 7 %iB/NEFAI L CuN2 & ASEIBA L,
O IEME e Lb i MEIT 148, 133 MU/umol
EEFEIN (R 13), &5iT, MEMH
B LFHEMIC L > TEBLNLHHD
EEFEILLAENTH DI ENHLNITR

ST,

4) FEHEFZOFH

LTY XA TADOFIGIR 1 kg K10
mg ® GTX6 & 6 mg ® GTX5 #1457,
GTX6 1Z1% HPLC #I7E T 0.28% D GTX5
BE ATV, hEksyix HPLC O
RN TH o7, L GTX6 O—
ERE NA T &> CTHRSTER L, R



KB 4% BERFEEE/KBERICED LT,
FAVE TN EREEYE SR EE ISR E L
e T AT PAVERIE LT, GTX6
WIRB SN D v 7L S T,
FIEA RN & &R LT,

RIZ GTX6 DLbam M AR ET 57201
v ABERBREITo 7, ddY RO~
D A&, MU Z3RD 7o, ek, ERRIZ
BEL, deSTX EWERBEE->Tw T AD
Rzt a R CFEZRD, FEH LT,
AR D & Y NERAEL TRO =T /iR
EEEBIZLChHEEEZHET S &

GTX5,GTX6 i3+ 14 133 MU/ ¢ mole,

148 MU/ mole & 720, CF {fHEIL 0.20
w gSTX/IMU Th-o 7D T, EHEL L7zt
BT GTX5: 27 1 gSTX/ 1 mole, GTX6:
301 gSTX/ pmole & 725,

C1/C2 5K 14 1Z7RTH1ET deSTX
-, INRITH 60 % Th -7, NMR,
MS THIE 2R L%, £ 3MU/mL &
725 & HREIC 0.06M BBz LT, =
DIREH FRLOERELEEL L CRE
%462 = 008 uMEREL, ZOE
BEFRRL T 3REDOHKEZHEL . ddY
R~ 7 AZ4 1 mL, 10 EBICER LT,
F OB E RO, 3IRED
T RIE D bR O T ARER O ST 3.67
MUML Th-o72 (FR2), FFFHI@EEIC
S. Hall Lt b ftE 7z FDA o3
VR AREER S VT U AR
D¥E1E L 732 % Conversion Factor(Sf i)
KO ZA084 Llen7- (R3), Uk
DOFEF A EIRAM U7 deSTX ZEHERIE
0.88 pgSTX/mL OEERTZ L2725,
72, T OERERIT 1 BRI fE A
THEAEELT, & 26mL FoI7 T

36

AT 4w 7R MV (30mL &) IXHTEL,
B0CTCHREFEL,

1) MiFARE O
EWNE_KEDOERSS & T 5 GTX I
DWTIE, IiEdRH oI AOAC TR
FEENTWA pH 3 ~ 4 Z5FULRE R
W EERER L, £%i% C BT OV

THBFTAHLERSA I,
RO TR R BRAEE A L T D
SepPac C18 I — NV v UIE Tl T AERFE,
7uaw 7T LR—2F A OREIC
O THDTHY, UK LT85
EMEEFREMO RS ZENTED, Lin
L. ZD{bEMD > 7 F VR E KT —EF
FLTLE AL GTX4 EOWBKFEAM
WZDRMMBDEREM D B D, + 2T, FidEM
DHI—FVwThT L R
ARELFRELND SO L THREE
MA T BIED T {EE EED O3 A
Hhehoiz, UK OILERHRR 250~ % 72
DI RIEZ G L2 03  FRS7e 0 D R
L DJFRK 2R T 72 R Y &R 1
NEEE B2 oMb, YT b5 - 7T
Rex 5 —|Z XV BREFEZERD L,

conditioning

2) #)¢t HPLC 0% B

P L EE O3 ODS 1 7 A o
EBA T TMRT T BT D I LI
L0 CUC2EEM S STX BEIC W= A —F 4y
HHEOBRIZ ) Uiz, 5%, EEHI X
L= MU w7 AR OHEEOREKER
MR 2TV EAMEZ R CE S AEE



ELTOEERLAREE BEbNs,

LInL WL ODDHBET & GLHFET
%, IC-Pak Anion HC iZ & 5 C1/C2 D4y
BEIL T Lo TR, 15em OB Z
LE N ERLS T2 Z LITMERR %
MR DAREMEN B D | BER TIZAen, ¥
(2, HITACHI GEL #3013-N D\ i
JNCHE B LT, Z O FHER ORI 7
TEERNDZ Y 1 DOERIETHA
Vo FTo, IV MIRIZL DR
FA OENLEREMEE EIF D70
RIREMETH D, T T DR—RT
AVERT DT —XNBIZEBHELD
ENRH BN, KEIED, FEHTHRHEOH
JEERIZ2 ML LR BB A D,

BENFHO S 578 2 HEHT Ko TIEFEF
W bREf] &3 6 30 437 LA T 44T A3 AT HE
&R DR A STV B, REICEB &
EEeRE L CERLEERERE LW,

3) EE'H NMR %\ 5 AR EE IR B
RTEHEDRET

MR 72 E B NMR £ LY . 1mg B
TLOIOWEOREAZERETEL LN
NIRRT, O TEREMEN L, E
MREDENITERRFE TE I, Thvaefio
T R YRR 13 Ay DR B &
nNo,

4) BREFEORFR

HRBOIZINE THEDOEL - -
GTX6 DIFUEE 4R TIERL LT, R ERE
MOIEKE 2D HEEICOWTEH, EE
NMREZED Z LICK VIR TE I, t
FIEIZ OV TIEEEDIT OV TR
BRAPLELEZ OND, TOBRITIL,
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SRIERLZL )R~y ARZHOESY
PEBR T DI MLETH 5,

FRELPE BB D o #TiE L L O/ RAICIT
ICFEGIICBATT D 2 EMBLONDH,
Yo OEE~ U A RBRIEN NEE L
LTELZERTFEINDS, LrdIZ, B
TEDF A E O] TIXHE UERE O s 23 72
SNTEBLT SBMEL 2 DRBEERIC
RROMEELRY 55, &I T, KFET
b2 2R DA L J O E W E O BLHIE
BT DR NTHRAR Lo W T I SE A
N N BB FROMETERE
HERELIEEROET VEER LT,
AOAC JEICHEIL: UL, T A<D R
FEDKEE & FeiE ¥ 2B MR H (Cf ) %
KD BIZIE 157 Sl R BRI 3 s &
E£5L0. BEOLLT>Thic 3 HR
&% 1mL 972 10 [~ 7 AIZHEREN
BE L, 20BN 5 CHELR EET
H1 ZEiZioTWB, T, 3
MU/mL O&#E % 25 mL 3§ >f673 25 2
Ll L, TFLRNICIE. BES TmL &
6,7, 8 mL DR /K CHIR L C3MmPRIE%E
DL DT EILL>TREE L > TERN
AREL 7D, Flo, SEIOERIZL-T
FDA %X b Y EEZRD T
TR L TH DD T ARBEE TR+
e Azan=—@ CfEZRk, Bk
Bt A MU/g BALZT Cle <, #HARH
WEAL TWAEN 1 gSTXeq./100 g
F 721 mgSTXeq./kg THRRTHZ &M
AlRE & 72 B,

B,V ARBROEE(LICVEREE
I3 HPLC OfZE#eD 100500 EEE L A0 %,
deSTX 25 C1/C2 7> HEhERAYITAERL FTRE T
BB L BRI TR LIS, ZOMEE



A EILTHEERBEERATEMLT
Yl L TR MER D 5, 5/ - T
ENEELHZE LT 10-20 40 deSTX
- RUCHE L TiRE 3 2 EREHE 2
BETHAHD,

¥ =
E. &

1) TX#EA ERSE T 5 ENE_KED
FRRERENE & LT pH &% 5Pl
AOAC JEIZHERL U 7o fh i S C&E
RN & RS LTz,

C 8 GTX B STX #% —F 047 vl 6E
TRREAR RS 2B E LT,

FERGEE CIRIBE O BEFEOBE
BFRETE 5D NMR JIEEEZBF L
Too TNEFAL, ZHETICT—4
DT GTX6 DLLFEMEERE L
77

deSTX BFRZFAML, v U 2R
BRIEVE(L IS HE IO L IR E LT
DETNEER LT, £, Z ORE
O STX FHMRE & Ao TR L7,

2)

3)

4)

G. WHoesR

AL AT DWW THE— BRI D W THEE
WAADFEETOEERE Lo, £/, FasXZ
B FELDTRAEBRTLITETH D,
BEEBEIZ N T o TV WA IREEELABE D
WL HbERAILARTHTETH D,
ZREERNT, SEFRE L GTX6 @
BRI OB A2 F#HR &
Hiow, EWNTHEMEEEO HPLC 447
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Z M LT AR B2 L, Bk A
HITRETHEEEXTND, £,
v U AEMERBROEEL 705 deSTX &
W HLFHEIEATHTETH D,

H. Fna98FEERED HIFE - BERRI

BRI T EE 2V,





