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ABA
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bovine serum albumin

electron impact mass spectrometry
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nuclear magnetic resonance

nuclear Overhauser effect
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physiological salt solution
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phenylmethanesulfonyl fluoride

pyridinium p-toluenesulfonate
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BoMicLE, MEOERZDEICZABDOY T F VA 1 OFHEHEELIC
wmEsEE (1 -1, 2. 1b BOWTLAROEITZT W, 7a b
VEN—KUOREB%RTo %
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H-No. R&W* SR T A Gxx Evihah N TOAG %
2 2.35-2.45 2.01 2.46

3 2.80 2.2%%2135 2.80

4 1.88, 2.00-2.05 Lo BA%.- .23 1.86, 2.09

5 2.24 SN gL 395095 2.24

¥ 2.05~2,20, 2,30~2.35 2.35-2.48 2.14, 2.34

g 5.40 5.40, 5.50 5.49

i

4’ 2.35-2.45 2.35-2048 2.40

5° 3.55, 3.86 3.56, 3.89 3.56, 3.89

g o RN Tl 2035-0.45. 2. 27-3838, 1.68 2.14, 2.46

gries 4.26 4.28 4021

bR 3 3.18 8 5

- Lol 3.35 3.32 3.33

e 3.26 3.27 3.26

ki 3.26 $587 3.26

i 3.68, 3.88 3.67, 3.87 3.66, 3.86  ppn

* 270 MHz in CDs;0D%%°
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2H, m), 3.33(C1H), 3.56(1H), 3.66(1H), 3.86( 1H), 3.89C1H), 4.27(1H,

Ay 548 (2H, ‘a).
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(CHz2), 37.1(CH), 203.7(CH), 62.8(CHz), 70.2(CH2), 71.6(CH), 75.1(CH),
77.9(CH), 78.1(CH), 104.3(CH), 129.7(CH), 128.4(CH), 176.4(C), 221.7
(E).

1—0xo-2-(5’-[>’—glucopyranosyloxy—2’—{Z}pentenyl)cyclopentane—3~
aceticacid(lfvb) (1Y AUy a),
"H-NMR(D20)& : 1.50(1H, o), 2,085 2.28048, m), 2.25 2.45(6H, m), 2.55
CIH . WK, 3. 2501, 3.35(1H), 3.4001H), 3.45(1H),3.65(1H), 3.70(C1H),
3.90(2H), 4.45(1H), 5.50(2H).
'3C-NMR(D20) & 23.1(CHz2), 27.1(CH:), 27.5(CHz2), 38.3(CH2), 38.7(CH)
, 42.8(CH2),54.6(CH), 60.9(CH2), 69.9(CH, CHe ), 73.3(CH), 15,9(CH),
76.1(CH),102.4(CH), I8 RN, SVa716E ),

1-0xo-2—(5’-5—glucopyranosyloxy-z’-(_Z_)Lpentenyl)cyclopentane—3—

acetic ac'id(lb) (1 V),
~

"H-NMR(CDs0D) & : 1.54(C1H, m), 2.01(1H, m), 2.13(1H, m), 2.23(1H, m),
dodt 2.35630, wy, 2.35 2.48(4H, m), 2.68(1H, m), 3.18(C1H, m), 3.27
(2H, m), 3.32(1H), 3.96(1H), 3.67(1H), 3.87C1H), 3.89(1H), 4.28(1H,
dly 5.40 5.50088, uy.
'3C-NMR(CD30D) &S : 26.4(CHz2), 28.2(CH:), 29.0(CH2), 38.7(CH2), 39.1
(CH), 39.8(CH.), VO ICEHY: B TR 70.2(CH2 ), FLOBCCH), 15, 1CCH)
T BLCRY; <185 1(0H)., 104.3(CH), 128.9(CH x 2), 176.1(C), 221.9(CC),

A E
VYREVBFEE DR

ft&a® 4. 9. B2 s MURE - SR | i PR o) i Dox QPN 2500 2 3.
. ~ T . =7 N\

f'\.,f\//\/"\_,

25 REBNENEXLHE WH MLiDfshnr,
bW 1 BRBE-—BTENEFBETERLE kAW 11, 12, 14

~e
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HPLCilcEh#HiEismy EiEEERRBRICHWE,

0 oﬁo 0

2 X o
OH OH

= 14,15,16

o1 OTHP OTHP
W COOMe CHO
12
24 26 ‘ ~
~ Ee

B7 -1 #HHEDOFHH

27 O

9. 58¢xFLUIYa—N 5gERYYEY SO0mlicAEULE, -h
p-—TsOH 50mg %z ki SHEEYV IS5y I ALE, KIBHE%
BEER YUATNASA (ANFHY: BB LT )L gl 1n) ekl 8., Ol
gD 27 ZR/E, (BRE 90%)

"H-NMR(CDCls, 270 MHz) & :0.94(3H, t, J=7.5 Hz), 1.28(1H, m), 1.67¢(
m,m,LMQ&mLlﬁMM,M,LMHmmLZJMM,M,qum
M,fmaaﬁﬂw,&mmmsxaﬁﬂw,m,&wwmmy
'?C-NMR(CDCls, 67.5 MHz) & :14.1(CHs), 20.5(CH.), 26.4(CH2), 27.9(CH2




)» 35.1(CHz2), 39.4(CH), 39.9(CH2), 51.2(CH3), 51.3(CH), 64.1(CH:),
64.6(CH2)117.7(C), 127.6(CH), 132.1CCH), 173.2(C). EI-NS m/z : 268

(H*),253,239,237,206,200,195,185,171,165,153,127,125,114,100,99,86,
Ok, 9, B 0943 41

=t
I

D 3 B

7 0. 54g2%MRTHF 10ml1IcEmL. e DTN L T
LiAlHalOOmg%MX\%®%§ﬁf2ﬁ@ﬁwkbto:ﬂ%
2N~HClT@ﬁmLt%\ﬁ@l%w?mmbtoﬁﬁl%wmm%é
YWAT NG A (ANFYY: BEBRTF L 8: 1) iEMF 0. 37gm
L1 %2/B7% (BE 94%)

"H-NMR(CDCls, 270 MHz) & :0.87(3H, t, J=7.6 Hz), 1.18(1H, m), 1.40¢(
IH, w),1.55-2.30(10H, m), 2.56(0H, brs), 3.56(2H, n), 3.80(4H, n),
5.28(2H, m). '°C-NMR(CDCls, 67.5 MHz)& :14.0(CHs), 20.3(CH2), 26.4(
CHz), 27.5(CH2), 34.1(CH2), 35.1(CH.), 39.5(CH), 51.5CCH), 81 00CHS
, 63.9(CH2)64.4(CH2), 117.6(C), 127.7(CH), 131.6(CH). EI-MS m/z:240
(M*),209,195,178,172,169,153,143,133,127,114,105,99,86,67,55,43,41.

4

14 ©Fs

o

2 2 1g%l9/-wb20nuwﬁﬁﬁb\:fH:Hesodznnl%m
AEBRTFT—BEEL - CNIZ NaHCO: fifikB®EMI P fL 7~ i2
T—TVELE T—FAHEDZBHEL 1. 0480 14 %8k,
BE 92 %)

'H-NMR(CDCls, 270 MHz) & :0.94(3H, t, J=7.6 Hz), L2330 e 4 It
Hz), 1.45(1H, m), 1.58(1H, m), 1.83(3H, n), 2.09(4H, m), 2.25(1H, dd
, 4=8.6,15.1 Hz), 2.51(1H, dd, J=4.5,15.1 Hz), 3.86(0.5H, g, J=5.3
Hz), 4.09(2H, q, J=7.1 Hz), 4.18(0.5H, t, J=1.9 Hz), 5.42(2H, n).
13C-NMR(CDC13,‘67.5 MHz) & :14.2(CHs x 2), 20.5(CH.), 25.4(CHs, 0.4),

28.9(CH2, 0.6)29.9(CH2), 33.2(CH.), 39.8(CHz), 39.9(CH), 50.9(CH,

B.43, 893.6(CH, 0.6), 60.2¢CH:), 74.2(CH, 0.4), 78.3(CH, 0.6), 126.7¢(

(



CH, 0.8), 127.3(CH, 0.4), 132.7(CH, Bty 183 3C0H, 0B pnlliatey.
EI-MS g/g:240(M’),222,195,179,176,166,153,148,134,119,107,105,95,93,
84,81,79.688, 55,4341,

15 o#H%H

g\/2 lgxs7 N — ) 20 mECBREL AR HsS O, 2m 1l %
MAERBT-BRELA Zhizc NaHCO, BAIKIEE A2 MR Bf1L 7~
I—TNhHELE T-FALHBEWE2EBHEL 1. 01 20 15 &2/ 7% (
YR = 84 %)

"H-NMR(CDCls, 270 MHz) & 082038, ¢, J=0.8 Hzy, 0.94C3H, t, J=7.8
Hz)d hedsC2H, v, 1.62(3H, m), 1.85(3H, m), 2.09(4H, m), 2.25(1H, dd
, 4= 8.8,15.1 Hz), 2.54(1H, dd, J=4.9,15.1 Hz), 3.86(0.5H, q, J=5.4
Hz), 4.00(2H, t, J= 6.9 Hz), 4.18(0.5H, t, J= 4.6 Hz), 5.42(2H, n).

'*C-NMR(CDCl:, 67.5 MHz) & :10.3(CHs), 14.1(CHs), 20.6(CH2), 21.9(CH»
28.9(CH2), 30.0(CH2), 33.2(CH2), 39.9(CH, CH.), 93.6(CH), 65.8
GO 37 14 BCCH 520 £5) 18 200, BB X el BB TCON) 183 4 C0H), 1i3 s300 )
EI-MS m/g:254(M*),236,195,193,180,176,167,153,148,134,125,119,107,
105,95,93,83,79,68,61,55,43,41.

16 oHH

22 1g%4Y7unN/—)b 20mli2®BML. “hic H.SO, 2
mlzZMAERTFT-BBRBELAEZ Zhic NaHCO; B Fn K B W A& fn z & Fo
&

1

E, I —-FAHMEULE T—FLBEWEZEHL 0. 8420 16 %
o (RE 70%)

'H-NMR(CDCls, 270 MHz) & :0.94(3H, L.ud=2. @ Hz)s )1, 20060, d, J=6.3
Hz), 1.45(1H, w), 1.59(1H, u), 1.82(3H, m), 2.10(4H, m), 2.8TC1H, %)
s 2.50(C2H, m), 4.19(1H, q, JEL. 9 B2 0 4. 8010, ca, ¥ B3 B 5.42(2H
i B 13C—NMRkCDC13, 67.5 MHz) & :14.1(CHs), 20.5(CH2), 21.8(CHs x 2

(i

), 25.4(CH2), 30.0(CH2), 33.1(CHz), 39.1(CH2), 39.5(CH), 51.4(CH),




t42(CHY, . 78.3CCH); 127.3(CH), 132.7(CH), 173.5(C). EI-MS m/z 254
(H‘),236,195,193,153,151,138,134,125,119,107,105,93,83,81,79,68,55,
23591,

26 O™

2% SEEWMBRYIuuRyy 50mlizERL. YERFUPSY 5¢
EMA%Z Thic PPTS 100mg4Mx. THRT—MWRBL £, K&
BICHFBIFLEMA MUAEKTHRE BELE hiyynri
AT L (NFHY: BRI FN 9: 1) 22} 6. 2gd 26 #8#,
(BE 76%) -

'H-NMR(CDCls, 270 MHz) & :0.90(3H, t, J=7.5 Hz), 1.48(7H, m), 1.52-
1.89(5H, m), 1.90-2.25(5H, m), 2.46(1H, w), 3.43(1H, m), 3.59(3H, s)
» 3.81(1H, m), 4.51C1H, n), 4.75(0.5H, m), 4.81 0.5H, m), 5.34(2H. u
). '?C-NMR(CDCls, 67.5 MHz)& :14.4(CHs), 19.9(CHz), 20.8(CH:.), 25.7
(CHz x2), 30.0(CH2), 30.8(CH2), 31.2(CHz), 39.8(CH), 40.4(CH.), 51.5
(CH, CHs), 63.1(CH.), 80.9(CH), 100.6(CH), 126.9(CH), 133.1(CH),
173.7(C). EI-MS m/z:310(M*), 226,208,195,177,152,138,134,119,107,

101,83, 80, 7005087, 57,481 41,

12 OFe

L g

26 1g%%% THF 20mlicBML. —10° ClzasHLT
L1ALlHs 180mg4sMi. TOBRTETIBMBIRALE. REHI
O. IN-HCLlZMATHMLER BMEBIFLMELE HMEWEEH
BEB/Y 00Xy Y 10mliz#f®L. “hiz PCC 0. T 8 %M X,
iﬁTBﬁ@QMALEOEMﬁ%9UﬁﬁwtﬁLTwﬂ%ﬁb\ﬁﬁ%
B¥MLT 0. 65gm 12 #/FFk. (BE 72%)

‘H-NMR(CDCls, 270 MHz)& :0.91(3H, t, J=7.3 Hz), 1.49(7H, u), 1.57-
1.89(5H, m), 2.00(4H, w), 2.08-2.61(2H, m), 3.44(1H, m), 3.83(1H, m)
4.59(C1H, m), 4:91(1H, m), 5.37(2H, m), 9.70(1H, s).

'*C-NMR(CDCls, 67.5 MHz) & :14.5(CHs), 20.0(CHz), 20.9(CH2 x 2), 25.7




(CH2T X205 BB 0O EI %0 B 31.3(CH2), 37.6(CH), 51.7(CH), 63.1(CH:),
80.8(CH) 94.8(CH), 126.8(CH), 133.3(CH), 202.8(CH). EI-MS m/z: 280
(M'),lQG,162,134,119,109,101,95,92,85,67,57,43,41.

%.L.M
1_
=g

N
=

EROH (24) OBYTRF LA —0OBE WM L84 E

5
E

o

1—9&Fu9vx%y@XTw(g§)w%%%&ﬁ%&7x%viv
— D 7 B

%50%@16%&%@9vK%y@x%w(3) 1g4%50ml o
THFRBEBULINIC 160 mg® NaBH: 2#Mx. N:5i%E F. = i
T7Fy®§ﬁ%ﬁotoTLCTEﬂ@M%%%%LTW6:hKﬂ@L
TN 100mlAEMz. X512k 100mlzmMAaBEa—MizBL» 2
REWOMBET>% ABROFBIF VT2 EMEE T 2% = hi K
T=ZE&H L. BFBEBIFIVEABRTETEHEL 1. O25goEBOYOY S
%k, TNEGC-MSHML., 24 DERERBLE (P—2%44)
PWT, B3 -1RRFTEIRR 24 #HPLC (ODS YMC AM
324 80% MeOH-H:20 LI YUI¥L YMC
SB48 » 8B OY% H-~PBeXdAne+E ORI Haay gy

o EE. MB L Z,

Methyl (1R, 2R, 3R)-¥ & ©¥r (1S, 28, 38)-1-hydroxy-2-(2’-(Z)-
pentenyl)cyclopentane-3-acetate ( 24a).
(1R,2R,3R)-,24aa [« 10=23.24"' (¢c=0.22 MeOH)
(18,28,38)-,24a 8 [a Jo=-17.6"(c=0.238 MeOH)
‘H-NMR(CDClg)Q : 0.96(3H, t), 1.46(1H, m), 1.48(1H, m), 1.60(1H, m),
1.84(1H, m), 1.85(1H, m), 1.92(1H, n), 2.07(2H, m), 2.13(2H, m),
2.28(1H, m), 2.54(1H, m), 3.65(3H, s), 3.88(1H, m), 5.43(2H, m).

=180~




'*C-NMR(CDCls)d& : 14.1(CHs), 20.5(CH2), 28.9(CH2), 29,9(CH:2), 33.1
(CHa); 3945(CRaY,538.8C0H) ) 50.3(CHaY, B3 .4C(CH), 78.0(CH), 126.5(CH)
v 133 2(CH) 17805(0).

Methyl C18, 28, IRV-B KU (1R, 2R, 38)-1-hydroxy-2-(2’-(2)-
pentenyl)cyclopentane-3-acetate ( %,é,b )
(18,28,3R)-,24ba [a Jo=11.11'(c=0.528 MeOH)
(1R,2R,35)-,24bB8 [a ]10=-5.71"'(c=0.746 MeOH)
'H-NMR(CDCls) & : 0.97(3H, t), 1.34(1H, m), 1.55(1H, m), 1.89(1H, m),
1.95C2H, m), 1.97(1H, m), 2.04(2H, m), 2.07(1H, n), 2.20C1H, m),
2.42(1H, m), 2.68(1H, m), 3.867(3H, s), 3.99(1H, m), 5. 41C2H, ®w).
t3C~-NMR(CDCls) & : 14.1(CHs), 20.8(CH2), 25.3(CH:), ¢8.3CCR25:.32.5
(CHz2), 35.3(CHz2), 36.7(CH), 50.6(CH), 51.5(CHs), 140009 . 127, 1{EH)
o 335 BCCH ), 21337 (0).

Hethyl (1R, 28, 38)-% XU (1§, 2§, 3R)-1-hydroxy-2-(2'-(Z)-
pentenyl)cyclopentane-3-acetate ( 24c)
(1R,28,38)-,24ca [a ]0=100.5"'(c=0.261 MeOH)
(18,2R,3R)-,24cB [a ]p=-98.43"'(c=0.346 MeOH)
'H-NMR(CDCls) & : 0.96(3H, t), 1.28(1H, m), 1.43(1H, m), 1.64(1H, m),
1.89C1H, m), 2.09(20, o), 2.10C1iH, n), 2.18(2H, u), 2.18(2H, m),
2.54(1H, m), 3.67(3H, s), 4.20C1H, m), 5.41(2H, m).
"3C-NMR(CDCls) & : 14.1(CHs), 20.5(CH2), 25.3(CH.), 29.2(CH2), 33.0
(CHz), 38.5(CH), 39.0(CH2), 50.9(CH), 51.3(CHs), 74.1(CH), 127.3(CH)
. ¥I26CER); 173.5(C).

Methyl (1R, 28, 3R)-B X ¢ (18, 2R, 38)-1-hydroxy-2-(2’-(Z)-
pentenyl)cyclopentane-3-acetate ( 2 4 d) .
\ .
(1R,28,3R)-,24da [a& ]b=-2.60" (c=0.449 MeOH)
(1S,2R,38)-,24d 8 [a]u=2.79'(gF0.528 MeOH)

=1L =




H-NMR(CDC1s) & : 0.97(3H, t), 1.62(1H, m), 1.68(1H, m), 1.85(1H, u),
1.86(C1H, m), 1.92(1H, m), 2.08(3H, m), 2.26(1H, m), 2.40(1H, m),
2.46(1H, m), 2.48(1H, m), 3.66(3H, s), 4.21C1H, m), 5.39(2H, n).
'PC-NMR(CDCls) & : 14.2(CHs), 20.7(CHz), 22.9(CHz), 29.4(CHz). 33.4
(CH2), 36.3(CHz2), 36.5(CH), 47.7(CH), 51.7(CHs), 74.7(CH), 127.7(CH)
o RO e

BEW 1-Yerulk (24) ORX¥EHRBEDOP C CRL

2 4 a «

NG #

2{\4-/8.(1 2, TmgZE/YI7u0uAryy 1mlizBBL. -hiz
P 10mg%Mk§ﬁ?2ﬁ@%@Abtoﬁﬁﬁ&~§>0ﬂ&»t
LER BEBEBR I o brYS74—~(0ODS YMC AM3 24 80%
MeOH) ic»i}. 2. 1mgo Saa %2R/,

@ s =88, 217 (o0, 4. MeOH)

1

e 488

7
géaﬁz.4mg%%ﬁ97umx7y1mlt%%b\:nt
P e l10OmgZMAEERT2HMBIZALE REBEE—EYYIX NIz
BLER SEBRGFI7uv b5 74— (ODS YMC AMS3 2 4 8 0 %
MeOH) lgh»iF. 1. 8mgd SaB 28k

el s=48538, 838° (=0, 38, MeOR)

2 4'c a
N

c4ca 1. 2mg4a28BEY/uuRryy 1mlizBRL. = his
PCC lOmgZMAERT2HRMBIZALE RBBEAE—EY Y HFNIe

BLU LR EEBBEKIIOY P57 4—(ODS YMC AMS3 2 4 80 %
MeOH) IZ»P., 0. 5mg®d Saa bk -
lals==43, 44° (=0, 10, MeOH)




24cﬁ

N

24cpB 1. 6mgr MY IuuXryy 1mlicBBL. - hi-
PCC 10mgzZzMAZFRT2HMBIEALE REBAE—EY Y B4 I-
BLEHK REBEKIOYFYS 74— (ODS YMC AM324 80Y%
MeOH) iz}, 0. Tmg®d 9aB %28k,

o Tipwesk 3U6T T20EE Bipisn, 80 MeiowD

2 4 a.n

.

24da 4. 3mgsHBYIuORAYY 1nlicBERL. Zhiz
S lOmgZMAERBT2HMEBIZALE RKEBAE—FEYY A LI-
BLLERE SEABEEKIUTRMYS5 74— (O0ODS YMC AMS3 2 4 8 0%
MeOH) 2. 3. 2mg® 9ba %#BE,

[a]n=+40.87°(£=0.64\MeOH)

24d23

~—

%éﬁﬁ 5. Tmg2®BRYIuuryy 1mlizEBRL. = his
PO lOmgZMAERT2HMBIZALE. RBBA—FEY Y H¥ Lo
BLZER EBEABRBIJIoI b5 74— (0DS YMC AMS3 2 4 8 0%

MeOH) g»i3. 4. 2mg® g}>34%%f;

[a] p=~—- 3 8. 45° (c=0. 84, MeOH)
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HABRLUTVWIREEN A OEBRABEENG5BEOLOEH WS (
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8 10"*M + o1y
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38 -Hydroxysolanascone- B8 -glucopyranoside tetraacetate ( B2 .
[a Jp=-10.55"(c=0.15, EtOH). 'H-NMR(CDCls)& : 1.01(3H, s), 1.08(3H,
d, J=6.9 Hz), 1.21(1H, dd, J=1.6, 11.1 Hz), 1.24(3H, s), 1.29(1H,
dd, J=3.1, 13.4 Hz), 1.75(1H, d, J=1.6 Hz), 1.86(1H, d, J=11.1 Hz),
1.81(1H, dd, J=11.9, 12.8 Hz), 2.00(3H, s), 2.03(3H, s), 2.04(1H, dd
, 4=3.8, 12.1 Hz), 2.05(3H, s), 2.07(1H, d, J=13.4 Hz), 2.08(3H, s),
2.09(1H, dd, J=5.8, 12.8 Hz), 2.43(2H, m), 2.53(1H, dd, J=5.8, 11.9
Hz), 3.66(1H, ddd, J=2.4, 4.7, 9.9 Hz), 3.96(1H, m), 4.19(2H, m),
4.43C 1H, d, J=8.0 Hz), 4.92(1H, dd, J=8.0, 9.9 Hz), 5.05(1H, dd, J=
| 8.7, 9.9 Hz), 5.17(1H, dd, J=9.7, 9.8 Hz).
| '*C-NMR(CDCls) & : 17.5(CHs), 17.8(CHs), 20.5(CHs), 21.7(CHs x 4),
| 34.6(CH2), 36.5(CH), 36.5(CH), 37.0(CHz2), 39.0(CH2), 43.3(C), 46.2¢(
CHe), 48.6(CH), 49.5(CH), 49.5(C), 50.9(C), 68.0(CH), 169.1(C),
168.4(C), 170.3(C), 170.6(C), 213.4(C).
FD-MS n/z ¢ 584CH*t), 331.

10 8 -Hydroxysolanascone- 8 -glucopyranoside tetraacetate ( 70)

[a Jp=-20.93"(c=0.41, EtOH). 'H-NMR(CDCl:)d : 0.86C3R, s, 1.21C34,
d; Sd=004 Hz),) 11023 Ca00 ) 1. 286000, idd, \I=8 1o 13 8 02} 1.38(1H,

dyids3l. 8 Be), V15730, dd, J=5.1, 1153 82, 1.718(18, ‘2, J=11.3 Hz),
1.84(1H, dd, J=5.9, 13.8 Hz), 1.89(1H, dd, J=12.0, 12.7 Hz), 1.99¢(

JH, s), 2.00(3ﬁ, $Js 201030, 8}, 2:08(2K, wY, 2.05C3H, 8),. 2.81CH,
dd, J=6.0, 12.0 Hz), 2.51(2H, m), 3.64(1H, ddd), 4.05(1H, brd, J=

164~




5.9 Hz), 4.19( 2H, m), 4.45(1H, d, J=8.0 Hz), 4.93(1H, dd, J=8.0,

9.8 Hz), 5.08(1H, dd, J=9.4, 9.7 Hz), 5.18(1H, dd, J=9.7, 9.8 Hz).
'$C-NMR(CDC1s) & : 17.7(CHs), 17.9(CHs), 19.1(CHs), 20.6(CHs x 4),
33.4(CH), 33.8(CH), 34.4(CHz), 37.3(CHz), 43.3(CH), 45.1(C), 4.5
(CHe), 48.0(CH), 48.7(C), 54.1(C), 61.8(CH), 169.4(C), 169.6(C),
169.8(C), 170.5(C), 213.5(C).

FD-MS m/z : 564(M*), 331.

13-Hydroxysolanascone- 8 -glucopyranoside tetraacetate ( 7.3 )

[a ];=-12.0" (c=0.05, EtOH). 'H-NMR(CDCls)& : 1.01(3H, s), 1.11(1H,
m), 1028€8Ravedy d03ECIHy w), 942020, w), 1.6001H, u), 1.73C1H, m)
, 1.80C1H, m), 2.10C1H, m), 2.12(1H, m), 2.24(1H, m), 2.52(1H, m),
3. 54010010 a2 STCEROIMY, v 3 0FCIR, (00ds 0 T22. 00 45T, 101 He) 1830
(24, ddd, J=2.7, 4.7, 12.4 Hz), 4.19(2H, m), 4.88(1H, d, J=8.0 Hz),
4.97(1H,'dd, J=8.0, 9.4 Hz), 5.07(1H, dd, J=9.4, 10.1 Hz), 5.18(1H,
dd, J=9.4, 9.4 Hz). FD-MS m/z : 564(M*), 331.

13-Hydroxysolanascone ( 7.5 ) .
[cz]D=+6.84'(g=0.05, EtOH). 'H-NMR(CDCls)d : 1.02(3H, s), 1.13(1H,
m, J=12.5 Hz), 1.26(3H, s), 1.36(1H, m), 1.48(3H, m), 1.70(1H, brs)
o L.82(1H, dd, J=11.9, 13.2 Hz), 2.08C1H, @), 2.13CiH, dd, J=6.0,
13.2 Hz), 2.26(1H, dd, J=11.9, 16.8 Hz), 2.51(2H, m), 2.55(1H, n),
3 IC2HL =0 )
EI-MS m/z : 234(M*), 203, 176, 133, 91. HR-MS m/z : 234.1594; calcd.

234.1619 for CisH2202.

15-Hydroxysolanascone- 8 -glucopyranoside tetraacetate ( 2\9 )

ot RS




A

[ ]p=-14.0" (c=0.08, EtOH). 'H-NMR (CDCls)& :1.10(3H, d, J= 6.7 Hz),
1.10C1H, m), 1.30C1H, m), 1.33(3H, s), 1.47(2H, a), 1.59(1H, a),
1.86(1H, m), 2.04(2H, m), 2.10C1H, m), 2.24(1H, dd, J=12.0, 13.0 Hz)
, 2.43(1H, m), 2.45(1H, m), 2.52(1H, dd, J=6.0, 12.0 Hz), 3.53(1H, d
§ IR T HANS S TN, W, ATESNE, 5 SUSHeY SECIY E, a7a 8T Bk,
4.14(1K, dd, J=2.6, 12.3 Hz), 4.26(1H, dd, J=4.5, 12.3 Hz), 4.49(1H,
d, J=7.8 Hz), 4.99(1H, dd, J=7.8, 9.4 Hz), 5.08(1H, dd, J=9.5, 9.8
Hz), 5.19(1H, dd, J=8.4, 9.5 Hz).

FD-MS m/z : 564(M*), 331.

15-Hydroxysolanascone ( Z»§ )
[@ ];=413.03" (c=0.056, EtOH). 'H-NMR(CDCls)& : 1.13(3H, d, J=7.1 Hz
), 1.14(1H, m), 1.31(C1H, m), 1.36(3H, s), 1.51(2H, m), 1.62(1H, m),
E.87CHH, WX, "2 05000, ) 2 2002 ey 20216 Bdp T2l 1, 322D
: 2.45(1H, )y RAGCTRY -6 B0 TH Y dd, B=ER.0, 12,1 Bz), 3.3FC2H, s
4
PSC-NMR (CBCls)d ¢ 17.7(CH:), 20.7(CH:), 23,2(CH2), 28.B8(CHz), 30.86
(CH2), 36.8(CH), 40.2(CH), 43.2(CH2), 46.5(CH2), 49.4(CH), 50.3(C),
50.7(C), 51.1(C), 63.6(CH2), 213.6(C).
EI-MS m/z : 234(M*), 206, 178, 137, 91. HR-MS m/z : 234.1639; calcd.
234.1619 for CisHz2202.

18 -hydroxydebneyol- 8 -glucopyranoside tetraacetate ( §»g E
"H-NMR (CDCls): 0.92(3H, d, J=7.1 Hz), 1.04(3H, s), 1.19(H, m), 1.22
(3H, s), 1.55(H, m), 1.72(H, m), 1.98(6H, s), 2.00( 3H,s), 2.01(3H,
8); 2. 07C2H, s), 1.81-2,24(8, n), 3.40C1H, d, J=9.9 Hz), 3.69(1H,
ddd, J=2.4,-5.1, 8.5 Hz), S .71 (IH, d, J=0.9 Hz), 4.,13Q0H, 44, J=2.4,
12.2 W) oods 230 ocdd,) 385 20 128 (B2), 4800, vd 3. o) M98

=160+




(1H, dd, J=7.9, 9.7 Hz), 5.05(1H, dd, d58. 7o QST Rz)y 5. 18010, dd:
J=9.5, 9.7 Hz), 5.22(1H, brt, J=2.7 Hz), 5.93(1H, d, J=6.5 Hz).
CCeDe)¢ 8.,99(3H, d,; J=%:2 Hz), 1.06(3H, s), 1.07-1.34(H, m),1.38(3H,
s), 1.56(H, m), 1.65 -1.99( H, a), 1.71(3H, s), 1.73C3H, s). 1.76
(34, s), 1.77(3H, s), 1.81(3H, s), 2.29C1H, n), 3.33C1H, d, J=9.9 Hz
), 3.35(1H, ddd, J=2.4, 5.1, 9.9 Hz), 3.69C1H, d, J=9.9 Hz), 4.11
(1H, dd, J=2.3, 12.2 Hz), 4.23(1H, dd, J=5.1, 12.2 Hz), 4.24(1H, d,
J=8.0 Hz), 5.21(1H, dd, J=9.5, 9.8 Hz), 5.28(1H, dd, J=8.0, 9.5 Hz),
5.42(1H, dd, J=9.8, 9.9 Hz), 5.47(1H, brt, J=2.6 Hz), 6.03C1H, dd.
J=5.4, 6.2 Hz)
13C-NMR (CDCls): 17.0, 20.4, 20.6, 21.7, 22.6, 25.5, 26.1, 26.4, 31.
8, 38.1, 38.9, 39.5, 40.9, 61.9, 68.4, 71.4, 71.8, 72.7, 73.3. 76.2
, 101.4, 129.6, 137.5, 169.4, 170.19, 170.8  (CsDs): 17.7, 20.7, 2
1.1, 21.7, 26.4, 27.0, 27.3, 32.7, 38.9, 30.9, 40.3, 41.9, 62.3, 62.
4, 72.4, 72.8, 73.5, 73.6, 76.6, 78.0, 102.4, 130.8, 138.1, 169.4, 1
69.6, 169.8, 170.5. FD-MS m/z 626(M*), 331.

18 -hydroxydebneyol ( 4

TH-MUR(ODC1<) 8 ¢ 8194030, d) =B U R2), 3 A0C30 . 83,0 T017€ 10, =,
Ja el A4, 13.8 Hezj, “1i28C80 . "n), F.38C3H, "), A BO0C1H, my Js: 2.0,
F U He), 18581000, ‘a), FLO98( . W, J=3 .40 7.8, A5 5 8z, 2 81N
» W5 WJ=4.6, 13.8 Hz), 3.40C1H, brd), 3.56(1H, brd), 4.23(C1IH, brs).
8O H, dd, = 50 OT S0 RS

'3C-NMR (CDC1s): 16.8(CHs), 20.3(CHs), 24.9(CH2), 26.6(CH2), 28.1
(CHz2), 33.0(CHs), 38.2(C), 39.3(CH2), 39.6(CH), 41.4( CH), 68.5(CH2)
L TACC), T TCEHY; T1EB I8 E0R) L 142.3(8).

Methoxyphytuberol- 8 -gulucopyranoside tetraacetate ( §\/6 )
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'H-NMR(CDCls) & : 1.02(3H, s), 1.12(3H, s), 1.19C1H, mn), 1.20(3H, s),
1.43(3H, s), 1.50(4H, m), 1.69(2H, n), 1.98(3H, s), 1.99(3H, s),
2.00(3H, s), 2.05(3H, s), 2.15(2H, m), 3.35(3H, s), 3.43C1H, d,
J=7.7 Hz), 3.65(1H, ddd, J=2.5, 5.6, 10.0 Hz), 3.92((1H, d, J=7.7 Hz
), 4.07C1H, dd, J=2.5, 12.0 Hz), 4.19(1H, dd, J=5.6, 12.0 Hz), 4.4
(14, d, J=7.9 Hz), 4.86(1H, d, J=5.1 Hz), 4.95(1H, dd, J=7.9, 9.7 Hz
), 5.00(1H, dd, J=9.5, 9.7 Hz), 5.10(1H, dd, J=9.5, 10.0 Hz).
13C-NMR(CDCls) & : 17.0, 20.6, 20.7, 21.2, 21.9, 25.2, 25.7, 30.8,
34.5, 44.5, 44.6, 48.2, 55.3, 62.4, 68.8, 71.5, 71.6, 73.0, 80.1,
90.8, 94.8, 95.2, 103.3, 169.1, 169.4, 170.3, 170.6.
FD-MS m/z 614(M*), 331.

BUE K#BIUh EHER

EB TR 410K#Ey Fc2 lokSBEZAREE L PEROY N2
BY-4mBEZ1AXATD210HJ/ELE ChZ1HBEICAKBBEALAESL
TWbHbDEZ2HP-208BZ 25 alcELE Xbilc1 AR I
LPHAVFHEEER (CPGHEM) 2& 200ml mx~=#%ERIC1IHED X
RKABMBZRDBINOHP -20HEBO2E>2H5 41EBL =

KEBIIR T:EARICKBMESL INIBHE1IIARIZ10BDOS B
BARItARCUGHENFEERBEZ2{200m 1l M2kl Y EM1
HEEZIKHBELZEH L. SWKHBEZLZ2HP-208BOE>2 85 412,
AEEODDLEXBBODIOEI XIZE L &=

28 (12HE¥ 5001)., ##E#% (28 2001) PHP-20
REREDIEZ. XFY /) -V TASLPLBHIY, Ch2BEZEBTF L.
n-7%/7-=) KOIBRABLE. ZEROTHEGESE (XbHhHE U -
TER) BIUCFrieREMEAEREE2TANZL 2R BHEEKZLD
KEHEEBITFNVBEL-T% /7 —NVEBIZEH®EIXZD BN -,

FCTRL2HLEEZORBIFLVELZ2ZhEHRHPLC (YMC AM

i
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324 HH) IZHPIF. 62D ELAFTFNREZHEELE ChbO#EI
MS., NMRIiIzck->THSEL 7%=,

EBRIIEZ 2% (24X 501 ), #EHK (8K 2001) oHP -

2OMMBBREHIE. XY/ —NLVTAHATLPHEBHIE., CThi2BEPHEERBT
X

Fh n=7%7—-)h KO3IBloBL =,

FRIIIE Vo BROoOBZUEBLEIICLEZRICE—-—FETE2 AN,
l1DOKBBRAZMABEELI VABDODBY -4 5821 ATH2108HBZELR
SHMEBELE BRESHEREBCRBERRAX T LELHP-208EBO2F->%2h
SLEBODNY. BHEZ1IAB (AF—YA), 28 (B)., 43M (C)
TERIRATLEBRNEBRE BHE4EMBIZIZhEDSB, 4Bl 720 %
F (D)., 6HICAUBHILWFEEE®RARX1O0O0Oml1d->mMx (E) 10H
MXBIEEEZ2TVWEBOSWIE NI LICRF XY &,

BAF—YA, B, C, D, EQOHP-20HBEREHIAY / —NLTH
SLMOHHEYE., ThABER BBIFL. n-7%/,—0L KO3E
aBLE CODHEBIFIEAYVAXYNVICRBEI®EEDOL, T—F
WTEHEHSIEUABZEOFTHITHWE,
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T AE MW (Solanaceae) &, + RX. b b, ¥ N i By g Tl 8 x g
SAEHRICHOO0OE2000HH 3, MRABELTISAFa =P mye vy
VZ7a%2T VWYY FF RFTXx2nBN. BEALLTFR Fro R
b@ﬁiv\E—vy\ﬂv4vaﬁﬁéoit?»ﬁm4k@ﬁ@%#§
SEEEA AR Bed F R RGN ey MR e i B
FAFFRREAEHE LUTHAIN, BEHPOPRTLAREARLEALD T
WDe TEDOHRTINIA, Nbatya, bbb, FREVWoELD R HEEY
RAMOEFBEB RS PP Do TWEIHATH 2, ChoHPWORSOWME IR
HCPLfIObA BB OLENEOMBRAENRINTE L, SERANE
CEWTFARENORBEERDITOVWTETOHFEE L EEESEL2H 6 Mz T
22t zHEHMELT. REMLZFABMEHTEINLL Y a3, Y NANaADE —
BOAF /7 = VBIUEERAFTFANRVREGHEORE BERTEFS L L3
. FaXul B LVAY FOABEFERIIODWIRFLE, T2bhb. B—
MICBWTINLV S Y aEDP O HEBEREINARENREZAWEF 2~ 0
YEBIINVAYFPOEBERREOWIHEEHNAMOA» S 20 FM GBIz o 1
TREXRFEEREE2ARTOEHRH YO EHE IO OWTRHT A MR 7, %
EREFERBEORY 7 I VBOZE, REEBRSAZNAE T I2WEOMO
EHEZFEANE BEERFEADBOMAEREL LTI A7 0F 2 N—%FER A~
DEHAZRAEZ BB TRRKEZNLZ2FABEW TSIy Na. AL 4Y s
COWTEDOERMBEERIIZOWTHEELZTANR, X5 REIPBS WL 29
DFIEZ2 TN =,

E9. FaXoUvBINVNaY R (TAG) OBERBOLED., “hi &K
V2HEBOYTZ7AT VIV —RBREDEB/E. Chi2EXBE Zur b5
f{—(HPLC) TTHHMREUEE ARKELXAWMO'H-NMRORARY b .
»?—&%R@ﬁﬁbi%%@ﬁﬁ@ﬁwm#%2§,BQt&iLtoéf
LZEFa"u VB LaY FOREERZEFERRITAGOIE SN A Y —
TAGED 3ok, IORARLAEBBEORZRL R B EN % HE L.
REERFBBINFTOLAEIBEL WEOILBILEIEIDELE XA S 2
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EWBEOoMITILE, EIT. 32ODFRFHLICEIS>TE8 2O EREMENAE
T57 7NV VEAF I (mnethyl 1-hydroxy-2-(2’-(Z)-pentenyl)
cyclopentane-3-acetate) 2V Yy XA EVEBAF ALY L. HPLCICT
AD2DYTAT LAY - oEHEEL, SENMRARIMNLVOHMEN S 2
NETNOHAEELZRELZR RFEDHAIITILEHWTS DO EENRK
mﬁ%bto:naﬁowT§VX%y@x%w«mﬁ%&%@hﬁ%ﬁ&
MELREMABELZREL-ZHR. REERFEZHELLEL £, DR R,
2S. SRV IH-LIEHEIENLLE, COZENPHE, YYRAEFEVERD
BIEIPRIERFEERICEETI 2B MITL A

MLULWHWHOAERE L THFIRDIY A J0Fa—N—KABEBRICY
YAEVRBRAFNVZNATLI2HEEARTLE, Z2OR. L-7Xa0b Y
BREBMVWESHLZETI2EALSHBEHICY Y ZE VEBEAF N EERKIC
BT scicdn, SREELANLVA Y s BHENASONSICIHERR
AFEHRTHIELERWEL %,

FaruVEBEINIAYIFRIIZ2VREERFAOEELA ARSI 2D, BHER
REBIREZ3RFLOVWTHE. BRHELE HEERFEC3OHOBE
TAMAVRBOMBERINEN VWL EFABELBMEERNXBE 20T S
WREWI BRI EDERAASA IS —VOEBHBIIY YA EVEBAFILE2E
Atk ZTOHR WIBCAITIHEDENBIX N &,

. BEEDZAVWVIHRERERBICSIZABHRNORY7IVBOLH
2, T PP RARBSD T ARNITEDONWTHRREELZ S RER
BRAMITERETR WS ZARYT7IVENENLEOEEL L. BESLO
BRICKRY 7 I VOERP—FROIENTI2ZEXHELNIIZE - Z,

N4y aE (BB) FOBRBERSOFELCODWTRITLE NLa Yy
aBZDOAY 7 - VYL RAH LB AT#EREEE S 28— VY ¥ —
YTUBLTERLE77YV22GC-MSaicEDBEL, 3—-FF
V=70 F=2VF -0V, 3—FFYV—a—A4F/7—), 3—bLFoFy—
BeAR Ity 3y SRRy —~8 B—=PEFUesb-L Fa#d
B—AZF /)=, TNVWXA/—) C, 3—bPFOFy—5, 66— EKFY—
BeAd X /=N B3-EFBRfU—~ BT RATVOTDOAT I~ EYH
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B, VWEIVOBRBBORLELBRALE ChoRldBEOT YUY e LT
ZREIh e ok, 43/ - VEEEXFABTINIUN IS EET 2
ZE M B MR o =,

NUAY aBhRBET ST ) - LEHBOBEE L CHEERE AL 1
YaDREBERCBULAEAZEATFT -Vttt LE. ZO08E. NLA4Y g
ODRBLLSHEBIURERN LS IHMML. BRE RS — U T Al
kL% COHBRINIDOAT ) - VEBEHEOEHTL L EMEIZEYL 2
£ € =ML W,

HERELRE CHCHFETIBEBHERASICHODVWTHAREDOHHE L2 F 5
NWRUVEHEEZEE BMERELE 5254207 27VYavikyS+Ray
BRBZEITLIHBILEN T, ChHO0727)ayiIRTYNIADT
FARMTLEFYVLLTHORBEAFFARYSBZWIRZOEL Fu sy 5
BIKTH - 7=

FNRALDVWTEZOENGSRINI2WBEORE LA, h S8 Mo
EICIVRBEAEEBRAAVWTIHYL., HEBEE A SORTWE6 20X F 5
WAy EBE HELE CO3B1loBINIENBUOTEWEXR -
TAFTFARYTHED, BRRBEBELRINOEARATIRAEN DS BR S
LR X Rk,

REERSRIEONEHEHEOBE LI L 5o THBWREETRBEET TS -
A, AMETCRFIZABOFANRVEBBICHTIARABZ LTS E,
Fl. NVAYaBlEEREFAYWEF aRv B Vay PFizcExh 2z Y
YAEVBRBEOLBER LI EOMBABE M ICT I L EDIL. TRET
170Fa2a—N—4SERCHNAITIHGA2HARLEILIX B -,
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AMAEZTICHED, UHSLHHEREZBY FLALEE XX HHEKE
BELETIASHEHE TRAREHHABCHELTEHOBLEL 37,

EE AVAOKRBAFT SN, HULIHES L HHELWN E LA A
FECEXRKA S HEWHRATAMMEECVY-FiE BH St B
RPRFEATE XEBEENL LGHN¥FERRLE XMt BLona
DERI. TOEPHEELFRELSBALBLETEY. £ AWRICH -~
D, THWACESIWRLELBEAYE FHEUPHHE HFEAYE AR
EHHE BBNENAHEAMLICERNELE T,

BOOIearEnD, WEEEXRY BRHAB¥RICRI-ELEHEE @i
HEBDILEACLALIDEBHEL X,
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