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Sample

Al,0,. 200 g x 10

H'A(1:1) (=)  TO%PrOH.~2%NH,OH
A {—) (5988 g)
M (-) Si0,, 500 g X 104
| | |
H-A(9:1) A AM(1:1) M 80%PrOH
(5.94 g)

+MeOH 200 mL, +1 molNaOH40 mL
Reflax 2.5 hrs

S INHCI 38 mL, AcOH 2 mL

# ¥R . 80% MeOH 150 mL

H 80% MeOH
[
50% MeOH CHCI3 I(4.|4 g
]
C+M(98:1) C-M(9:1) C-M(1:1)
(1.254 g)
| ODS-Q3 25%250 mm, 24
| |
70% MeOH 85% MeOH MeOH
(427 mg)

HW-40.-MeOH, 25 % 250 mm
30~80 min
Crude DTX1" 65 mg.~238 mg residue

Crude DTX1*MD—8 9 mg

HPLC (Cosmesil 5C18-ARII ¢ 10 x 250)
B EH#E - 75% CH3CN(0.05% AcOHAY)

HPLC (Capcellpak C8 UG120 ¢ 10 x 250)
FEmh4E - 75% MeOH(0.05% AcOHAY))

HPLC(Capcelipak C18 MG ¢ 10 X 250)
§5 148 :85% CH;CN(0.05% AcOHAY)

HEHT L (CM-650 ¢ 10x 10001/ 2FE )
5148 - 80% MeOH (30 min), MeOH(30 min)

DTX1(8.62 mg)

B45 DTX] i

BUH 1995 FBRBERATH A PRIBANF YUK 224 kg DTX1RHES mgEH
BEE -  H Hexane, A Acetone, , C:Chloroform, M:Mathanol, Si02:<-1Jh4 LGB0, AI203: PILS+(EEE D)
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#1—1

OA, DTX1,PTX1,PTX2, PTX6, YTX Z#h L 7= MR O £5%(2007.11~2007.12)

RATH A5 AR (2] 4% (%)
il i RR X OA DTX1 PTX1 PTX2 PTX6 YTX
054 g/ml 121] _118] 110] 102| 127] 127] 120] 118] 93] 98] 88| 85| 92] 98] 0] 84| oi] o94] 90| 81| 77| 86| 86] 75
0.25 1 g/ml 112] _113] 106] 98] 129] 123] 116] 115 89] 91] 89| 80| 87| 96] 95| 85| 92| 89| 92| 83| 76| 80| 89| 68
0.15 4 g/ml 110] 108] 98] 93] 130] 126] 117] 115] 95| 95| 83| 78] 91| 92| 83| 83| 86] 97 87| 78] 75| 84| 84| 65
0.05 4 g/ml 101] 108] 99| 95| 124] 132] 120 121] 92| 95| 98] 85| 79| 100] 97| 84| 95| 101] 81| 88| 80| 83| 89| 64
0.03 41 g/ml 107] _106] 92| 91| 123] 140] 111] 112] 108] 118] 94| 90| 95| 95| 101] 74| 95| 102] 83| 88| 73| 84| 86| 63
0.015 4 g/m 113] _107] 90| 94| 115] 140] 117] 118] 96| 110] 86| 81| 130| 115] 113] 88| 113| 82| 40| 112] 70| 89| 95| 68
RETHA PR : 1E8:8E (PTX1 ; JREFH Y, PTX6 ;0. 13 we/g, YTX; 0.15 wg/e
L3454 iRAR (B 4% (%)
WM ERE OA DTX1 PTX1 PTX2 PTX6 YTX
0.15 4 g/mi 176] _168] 180] 143] 156] 161] 154] 139] 97] 89] 96] 94| 94| 99| 95] oi] 96] 94| s8] 91| 81l 85| 85| &6
0.075 4 g/ml 176] 170] 188] 136 154] 164] 144] 140] 90| 102] 107| 9a] 102] 101| 114] 93| 96| 96| 96 97| 78| 91| 80| 78
0.05 4 g/ml 182] _167] 188 171] _140] 165 100] 90| 104 98] 101] 118 93 91| 105 86| 85| 87
0.015 4 g/ml 166] 191] 200 144] 158 149 68] 96| 101 105] 127] 95 84l 123] 119 81| 102] 88
0.01 11 g/ml 164] 177] 197 109] 156] 161 69] 125] 94 131] 93| 177 95 101|125 56 94| 97
0.005 4 g/mi 148] 193] 218 108] _148] 322 71 81| 79 771 60| 97 110] 86| 112 42| 101] 59
LASHYFAHAPBIR - =F8E PTX : BEFHY)
%1-2 OA, DTXLPTX2, PTX6, pal-OA, YTX %ML 7m0 #; H(2008.05)
kaTh {ch ISR (] 4R 2 (%)
i R OA DTX1 PTX2 PTX6 pal-OA YTX
0.5 2 g/ml 117] _136] 127] 108] 196] 269] 180] 190] 92] 101] 109] 90| 91 95] 111] 91| 275] 286] 180] 395] 721 74| 98] 76
0.25 4 g/ml 106] 125] 123] 106] 208| 267] 184] 202] 86| 99| 108] 85| 88| 99| 108] 90| 278] 280] 173| 385] 69| 77| 97| 81
0.15 4 g/ml 109] 122 127] 101] 208] 242] 187] 186] 90| 95| 108| 88| 93| 99| 11a] 93| 257] 254 173| 343| 78 71| 108 79
0.05 4t g/ml 134] 143] 129] 110] 240] 297] 228] 231] 90| 107] 105] 88| 113] 100] 118] 100] 275] 285 198 405| 82| 84| 114| 100
0.03 4t g/ml 138] 151 135] 127] 236] 308| 233] 249] 101] 112] 103] 97| 121] 118] 119] 114] 269] 289] 187 373] 80| 84| 100 117
0.015 4 g/ml 171] _154] 154] 116] 249] 296] 246] 2a9] 11a] 91| 133] 103] 123] 137| 89| 107] 303] 312] 201| 290] 85| 96| 103| 154
L3%54h /DB ER [B14% (%)
i i RR BE OA DTX1 PTX2 PTX6 pal-OA YTX
0154 g/ml 175] _200] 126] 111] 283] 300] 217] 159] 111] 103] 96] 90| 93] 89] 88| 88| 163] 173] 100] 309] 93] 83] 85| 88
0.075 4t g/ml 177] _190] 126] 99| 267] 288| 219] 165] 103] 102] 93| 101] 93] 87| 88| 86| 156] 163] 97| 285 96| 75| 79| 88
0.05 1t g/ml 183 _186] 122] 110 269] 286] 235] 178] 127] 123] 81| 103] 102] 85| 91| 88| 147] 146] 97| 302] 109] 78] 86| 102
0.015 4t g/ml 215] 212] 123] 111] 278] 260] 216] 190] 162] 129] 68| 100] 107] 80| 103] 106] 159 181| 116] 303 105 79| 59| 115
0.01 4 g/mi 209] 224] 136] 102] 250] 277] 197] 195 212] 1588 92| 106] 113] 98] 97| 97| 158 119] 149] 22a4] 103| 57| 58] 129
0.005 t g/ml 197] 186] 105] 108] 272] 187 173] 236] 299] 205] 159] 127] 100] 35| 61] 100 189] 80| 195] 3a2| 109] 38| 17| 168
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TIZEEL =ik s bbb, EREGHEERLE. £ #2FLHAT L
ZWlio7=RA b AT LU E HPLC iz X ARt R - othik 2% B L, 5%

DU KB U7 (A o F

NUF—ar) ZHIEL T, AGAC

JEHE Iz # -, /= Single Laboratory Validation (07 — % OWE (L0 - /=,

A WEFEEM

FEEPE R I DOWTHRZ b 5 Ldk
{t HPLC ik 2 & B L T, TOEME
METDZLEAMNET S, F/z, BRiEH
OMB LA L TR R E R L, K
Sk ELl G R A D 2 LML i o) 9 G
IZ%H 5,

AEE RSN EOBMHEL TS
> #% Anabaena circinalis O J kK% &+
@ ERS C1, C2 OKBE GTX2, GTX3
ANOFERIZESBEBLIUET NSO
WEREEHEL. £, YOTLNS
Lz kS5 —Hpiko—BEFE%EL
T, E#E, fal - ERRRZ <L &L
I KA B EAN IS m L - Aol
WREWDHs E, 29V 3R B2k
T — 5 O EI3 N7

B. Wi ik
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#ewlar, REMERRER D T2,
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GTX3 HEAZmMu L, i it NMR Tilli
ZikiE Lz,

LD 4 TN ETIZMBL 220k
SBERGL, EEIRSHSLSRAHE
WL, P FICiE T HatriEomistiz e
o

2) 0 HPLC ik

WESEEE, Wil /Al % @ Synergi 4 1
Hydro RP #1 7 Li($ 4.6 X 150mm) i ZE& 1
* 2 AEMA DA T L Inertsil AX (¢ 4.6x33
mm)ZiligEd s Z&ick0, CUC2 O
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WA T LDON T LEFEL TSI LICE
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3) Kt - JERBRSAOWA

PR AR E & B ST Lol
b LTk CIRBEOEMEE 3 4N
L, &k SIN Lk&xHMHL, S/IN =3
LR HBHBRIB L ESIN =5 L 25E
PR BREE A R,

4) WMEREOSHTIC L 2 EIEOME

RmERE 2 BREOFREOREM L7
THFRO LTI XA HA OB R
WL L= R TREL, B on/ciENS
Gz 100% & L7256 oEILE %R
iz,

C. Wroues i
1) BNt

Nargen #8F Y H—HEA F 10 L
BH—R—A [ZA7= Fitzgerald #5515
vy, ZiR17C, Xk 25 pE2sec! @ 16
EMIE-8 RN OB T, SEHAGEE 870
mL/min T 28 HREETHZ Lizk b,

15

LHIEN)RBOEENTHE & 2 -1, FHH
72 C1, C2 oL kkiE 1.4 pmole/l. TH Y,
Zhit 10 L OERESR1 AL 6.7
mg DEHPBENDZ L2 EWRT S,

Cl, C2 ML, —HaM/EsETm
AKoRE LT GTXZ, GTX3 REEik~M
WL, FEEEREL-RETC1IC2B
£ TF GTX2,GTX3 DFEWMRESHDBRIE L
EL, Fl-lgimiEs L,

IO4AESICINETICME LR
NEREL UTOTRTEEIRS MR
%i4i% (Code Name: PSPmixC) # @
WL, FOENBE L HBENOHRL
#/hETFT.

uM MU/mL
C1 19.8 0.3
cz2 4.3 1.0
GTX4 10.4 18.7
GTX1 30.4 74.9
GTX5 13.9 2.2
GTX3 3.1 4.9
GTX2 8.9 7.9
neoSTX 274 62.9
deSTX 11.8 15.1
B 1299 188.0

2) 0% HPLC B

1 iIZF7T X 9IC Inertsil AX (¢ 4.6
mm)®DH 7 AfAd 33 mm A6 75 mm (2
£+5Z LT, C1/C2 ORFFREMAD 1 4L
ERL, Do, SHEEMERIFERSTE,
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RP # 7 AO#&%AICEIIHERE L, kit
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A, WTFHH 099 LA Lo Bbf i Zxw

L7z (F3). #lkaoOmE@mizel Fo
W ThHhob,

C1 0.198 ~19.8 uM
€2 0.043 ~ 4.3 M
GTX4 0.104 ~10.4 uM
GTX1 0.304 ~30.4 uM

GTX5 0.139 ~13.9 uM
GTX3 0.031 ~ 3.1 uM
GTX2 0.089 ~ 8.9uM
neoSTX 0.274 ~27.4 yM
deSTX 0.118 ~11.8 uM

4) Feth - PR o W
9 WRAHZ D W T LACOD i K HE O b
e f R (R s 8 B, PMT
WiFE : high) T3mlabrL, &lkao
SIN HOFYEGRL A, WHER
(SIN=3&F%) £ZUTFOKSIZHL

yrifl O s

C1 12 nM
C2 7 nM
GTX4 36 nM
GTX1 29 nM
GTX5 53 nM
GTX3 6 nM
GTX2 5nM
neoSTX 56 nM
deSTX 89 nM

/=, SIN=5 &£7:% 9 st ik
FEBLLTFOMmD &r-o7z,

C1 20 nM
Cz2 12 nM
GTX4 59 nM
GTX1 48 nM
GTX5 88 nM
GTX3 10 nM
GTX2 8 nM
neoSTX 93 nM
deSTX 149 nM

ZOMIEE BRI OILEEN S RET




LHELTOIZELS ERD, BREDFE N
N1-OH Ok TH, Letbilsicns
Bt THNETESL I EERLT
Wa,

MU/ml
C1 0.0003
c2 0.0029
GTX4 0.0935
GTX1 0.118
GTX5 0.0141
GTX3 0.018
GTX2  0.00714
neoSTX 0.213
deSTX  0.190

al 0.657

5) iRIECEND A4 12 K S BIE o
MEOHTFWUEIHFBLITALTYF
A HA S AOAC L IZHEN L Thbthik %
MWL, SepPacC-18 i— kU wh I L
V2ol L THERGE U oo ZAUZ IR U 7= FRi
P H R G AR E RN L T L 7.
Mt FINOraw by 0%2K4, 45
V2RY . WEEEEEIZHE T, LT MR
FARY a—LfHEORMH E C1 D4k
HEAS) L L7z, PR % 100% & L TR
REGH LR EELITRT.

&1 EMEEOEE (%)

BREM) <AFx LoTFAA4
[+]] 1.98 102 (K1
Cc2 043 a3 109
GTX4 1.04 104 mm
GTX1 3.04 109 118
GTXS5 1.39 102 101
GTX3 0.31 16 105
GTX2 0.89 89 109

neoSTX 2.74 13 118
deSTX 1.18 a5 126
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