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## C4272377823 : MAJOR BIOTECHNOLOGY

KEY WORD : CHEMICAL CONSTITUENT / Euphorbia antiquorum Linn. / CYTOTOXICITY
RATCHADAPORN KUNLAPANA : CHEMICAL CONSTITUENTS OF
Euphorbia  antiguorum Linn. CORE HAVING CYTOTOXICITY AGAINST
CANCER CELL LINES. THESIS ADVISOR : ASSOC. PROF. SOPHON
ROENGSUMRAN, Ph.D., THESIS Co-ADVISOR : ASSOC. PROF. AMORN
PETSOM, Ph.D. 106 pp. ISBN 974-17-0316-3

The chemical constituents of finely crushed air-dried core of Euphorbia
antiquorum Linn. in hexane crude extract and ethyl acetate crude extract were separated by column
chromatography on silica gel. Structure elucidation of the isolated compounds were investigated
using physical properties and spectroscopic techniques. Six compounds were isolated and identified.
There were five diterpene compounds namely, ent-Atis-16-ene-3,14-diene or Deoxyantiquorin (1),
ent-(13S)-Hydroxyatis-16-ene-3,14-dione or Antiquorin (2), ent-8CQL,140L-Epoxyabieta-11,13(15)-
diene-16,12-olide or Jolkinolide A (3), ent-160L,17-Dihydroxyatisan-3-one (4) and ent-13,3 B-
dihydroxy-14-oxo-atis-16-ene (6) . The structure of compound (5) which was needle crystals (mp.
197—199OC) was still under investigation. Moreover, this is the first report of compound 1, 3, 4, 5 and
6 from this plant. All compounds were tested for cytotoxicity against cancer cell lines : HS27
(fibroblast), Hep-G2 (hepatoma), SW620 (colon), Chago (lung), Kato-3 (gastric) and BT474 (breast).
Jolkinolide A (3) and compound 5 showed significant cytotoxicity against all cancer cell lines. Ent-
Atis-16-ene-3,14-dienc. (1) showed high cytotoxicity ‘against Kato-3 (gastric) and ent-l3,3B-
dihydroxy-14-oxo-atis-16-ene (6) exhibited moderate cytotoxicity against SW620 (colon) and Kato-3
(gastric). Moreover, this is the first report of cytotoxicity test of 6 compounds from Euphorbia

antiquorum Linn.
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DMSO dimethyl sulfoxide

TMS tetramethysilane

Hz Hertz

ppm part per million

m/z mass to chazge ratio

e Extincton Coeffcient

Rf rate of flow in chromatography

br broad(NMR)

S singlet (NMR)

d doublet (NMR)

d doublet of doublet(NMR)

ddd doublet of doublet of doublet(NMR)
dddd doublet of doublet of doublet of doublet (NMR)
dt doublet of triplet(NMR)

t triplet (NMR)

q quartet (NMR)

m multiplet (NMR)

s strong (IR)

m medium (IR)

W weak (IR)

b broad (IR)

Vmax the wavelength at maximum absorption
0 chemical shift

TLC thin layer chromatrography
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adn laviseadn lathiseniainemeans Euphorbia antiquorum Linn. wWunalu
14 §y o 1
NfA(family) Euphorbiaceae ﬁ%mﬂqy’n Malayan Spurge Tree, Milkbush , Triangular Spurge
d' d' d‘d a 9 J o W = = A [}
uamaauqmiaﬂmugumﬂ"lmm NEANN(UATIIFANT) INIZNI(IVUD) TNDUI(LUIDITDU)
~ 1 = A 3 A = o 9 d?
NANAS(NLLVITY-LUUTDITDU) MIDUNDNHIDLANNDN(DA 1Y) nui 1 luedou Juaulva
A 1 v JY <3 o A
ez menzia veeugalemaaazingng (1)
[ 4 4 [
anbuEN NGB aas veeieslua9d Euphorbiaceae (Spurge family) 1iluldduqn 11
1 A YA 9 1 12 oy = 1 1 a3 a = o = ]
Wunse ldgudu dalngfihensdun ludwluadulufeasesady fivly asngeuuy
1] =) ol =S dy A = =) 1 1] ]
A19%) ABNUBNINA UANUIASULUEN UEND (regular) AAVLABY 5 130 13T ﬂﬁﬂﬂaﬂaauiwmu"lu
v YA v 9 A @ ] A A SN/ @ o = k) A [
WU ABNAIRUNTIAIN 1 HIDNAIGOU LINNUNIDITDUAANY uﬂwmﬁ”lmwleumwmmaaag
v A A = o 9 =\ Y 1 Y = o ) ]
AONAUNBUNATAUNY 1 0U UTLNOUNIY 3 carpel U 3 1109 LAAZTIDIN ovule 1-2 DU AWHUY
[ [ A 2 = ' 3 A ' =
maﬂiﬂmagmumaﬂau WAUWABULUIEY  capsule 1WAAN endosperm vAlna) wazdl

o Y 1 A c{dy ~
caruncle ¥AAU A19819U09NY 11 ANAINAIT 19N 1

~ A o A a J A 4 4
AITNN 1 ‘]fE]TcTHJﬂJULm8%63%81?{1?[@5%6%‘1/!%11!’3@?[ Euphorbiaceae

d' Y d’ a o
FOA 1LY BOINYFAITAT
GRITITET Acalypha indica Linn.
EUSAN Bridelia ovata Decne
Y ! . .
L‘]Jaﬂmy Croton oblongifolius Roxb.
Yy 9
lanlos Croton sublyratus Kurz
09 Croton tiglium Linn.
donla Euphorbia antiquorum Linn.
g; = J | . .
UIUNTNFAN Euphorbia hirta Linn.,
o ¢ g .
Wuusanan Euphorbia thymifolia Linn.
‘Wilunll%) Ty Euphorbia tirucalli Linn.
m&jwzm Excoecaria agallocha Linn.
YWWII Hevea brasiliensis Linn.
TR Hura crepitans Linn.
ﬁ’y:ﬁ1 Jatropha curcas Linn.
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I 1 1 Y a < . . .. I YR @ < < A
Lﬂuﬁﬁi’mL‘N%ﬂmﬂﬂMzLiQ(Co-carcmogemc activity) waztudsesnemes slulamon
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[ I3

Y Y Y
) o @ o I
lade asdrnginulinieaiulszneudas caoutchoue 4-7% ueniuiluaisliznous
a o 4 a 1 1
¥ U(resin) LlazmE]S?Juﬂilﬂ(terpenoids)ﬁlmﬂmﬂ“’] 1éun
a o 1 4 ]
sy lonan  lamesilu (tetracyclic diterpene) 1éun Wosuoa(phorbal) U 12-
4 ]
deoxyphorbal, 13-tiglate 20-acetate, ingenol UaY OANDI(ester) U 16-hydroxyingenol
3,5,6,20-tetraacetate
a oI 4 4 B A BAN 1 . o o a

laslonan lamesdutricyclic diterpene) MR tinyatoxin, huratoxin HaLEMTUITFY

9 a / 4
wu wdez luSu(B-amyrin), la1a59151MMeaA(cycloartenol), gWoa(euphol) waz glwson
(euphorol) (2)

Y A = A o ° Y Y 1 a 9

dutaziaen Usawubewen  dunmauaalinie  lndueoeneilunes wu

o o

M5dszneunINMosUuesn, M Uyesoataraxerol)  HazdNWTIAAUOA(epi-friedelanol)

= Y Ay Y 9 o P ' S A 3 9
wenniaenndun ldnnmswduada laudugnsowennmzinegs  Jsavuuaniies
1Fauudnuiu yniden wouiae uNouNIA jia lo daunsgduinusounuvesduun Jsauw
nauney 1dud ldduan nagihigaiala (0

9 o

= 4 =] 9 [ YA Aav Y Y o dyd
fﬂiﬂﬂH"Ii’Nﬂl]'i%ﬂ@‘]J‘VlNLﬂﬂJ"Ui’N@uﬁaﬂ]lﬂllﬂlJWLﬂEﬂ/l"IﬂTi’Jﬁ]EJ]l'JLLa'JﬂQH 19

u

U A.#.1971 Anjaneyulu V. 11a¥ Ramachandra R.L. (4) ladnpiesAdsznoumaniives

v
0 Y

ensnndudada la WU I5B-amyrin, eycloartenol, - euphol 1A% oi-euphorbal AN
v J 3| 09/’ a ] a
duns1ey Taeld cycloarternyl acetate Wuaisaedn lamsdsenovsiialuy 4 ¥ila Ao

parkeol, dibromo acetate, parkeyl-acetate 48 agnosterol

!
o
—H

[-amyrin cycloartenol Euphol



9 A.71.1989 Min Zhi-da ttazane (5) uena1idsznevlamostusiialui ldand1ud

Y @ = a a . . gt a =
Auvosdanla AvasUEUANIOAY (antiquorin) wazasisznovlasmestlu 2 ¥tia A

friedelan-3[3-ol 18¢ B-taraxerol

Antiquorin

[B-taraxerol

9 A.7.1989 Mohan B.G. uazaaz (6) tenaistsznou lamastusiialnild 4 ¥iia
nnevesduaanlafe  3,12-di-O-acetyl-8-O-benzoylongo (1),  3-12-di-O-acetyl-8-O-

tigloylingol (2), 12-O-acetyl-8-O-tigloylingol (3) L8 8-O-tigloylingol (4)

1.R'=R*=Ac, R’=Bz
2.R'=R’=Ac, R’=Tig
3.R'=H, R’=Tig, R’=Ac

4R'=R’=H, R*=Tig




1) 7611989 Anjaneyula V. t1ag Ravi K. (7) 1@msiseanauenasnnand duves
adala numsvsznevlasmesiluyiiali 3 ¥iia Av friedelane-3B,30-diol diacatate (1), 30-

acetoxyfriedelan-33-ol (2) ttag 3[B-acetoxyfriedelan-30-ol (3)

R R
<
1. H CH,0Ac
OH
2, < CH,OH
H
Ac
3. CH,0H
H

- = 7 = Y
wazluil A./.1990 Mohan B.G. (8) uagane fAny109Alszneumaniinnenavesdu
g L) a ] a A .
don lanuasdsenovlasmes duatialvid 3 ¥HiafAo euphol-3-O-cinnamate, euphane Lag 3-

epi-anhydrolitsomentol

CinnO

euphol-3-O-cinnamate euphane

3-epi-anhydrolitsomentol
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FMTUNANUITEVOINY 1UI9A Euphorbiaceae “I/IiJEjﬂTﬂ"liﬁﬂBTJﬁ]fJiﬂL!,a’JW’é)ﬁj“llllﬂ

(% Y d‘ (% dy
ﬂ\illﬁﬂ\ivhﬁlu@'lﬁ"lxﬁfﬁ ANU

'
A

A A J . a Y
AT NN 2 ‘W“]fslu’NﬂEuphorblaceae HAagaIsuUIgNDd wen 1@

v
A

A A ! A= a Y} Yy a
YONY AAIUNFANBN ﬁ’]ﬁlﬁﬁ;ﬂ‘ﬁ L!ﬂﬂl’lﬂ RRGEFRENGRN

Euphorbia acaulis 15 T 9,10

(Rhizome)

Caudicifolin

(diterpene lactone)

.CH,0R?

\OH

1. R'=0,R=H

3-oxoatisane-1601,17-diol

ent-atisane-3[3,16aL,17-triol

Euphorbia aleppica A -24-methylenecycloarternol 11
(Whole plant) | -Cyclolaudenol
-Cycloart-25-en-3[3-01-24-one
-Cycloart-22-en-3[3,25-diol
-Cycloart-25-en-3[3-01-24-diol
-Scopoletin

-Kaemferol
-4-hydroxybenzoic acid
-Aleppicatine A,B

(pentacyclic diterpene polyester)




PR

A A ! AR a A Y, Yy a
YONY AIUNANEN ﬁ"lﬁUiq‘Vl‘ﬁ“lﬂl!fJﬂulﬂ RIGEFRENGN
Euphorbia. broteri 819 12
(Latex)
) o
1.R'=OH, R’= M
24,25-epoxycycloartenol
CH(OCH,),
2.R'=0Ac, R°= I\/
25,26,27-Trisnor-3[3-acetoxy-24-
dimethoxycycloartane
3,4-sec0-4(23),20(30)-Lupadien-3-
methylester
Euphorbia boetica Al 13
(whole plant)

H
OAc' , & OAD

Eufoboetol-3,5,17-triacetate

-50.-stigmastane-3[3-60t-diol
-50.-stigmastane-3[3-5,63-triol

-B-sitosteral glucopyranoside
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P

A A ! AR a A Y} Yy a

YONY FIUNFNBN ﬁ"liﬂii’!ﬂ‘ﬁﬂl!ﬂﬂvlﬂ IRRGEFRENGN
Euphorbia Au 14,15
decipiens (Whole plant)

1. Bu Nic Ac H

Decipinone A

Vi, Bz H H Ac

Decipinone B
3. Bu H H Ac

Decipinone C

0 (0]

1}

I — ¢
— C-CH,-CH,-CH,

Bu=Butanoyl Bz=Benzoyl

N
LN
Y

1]
(6}

Nic=Nicotinoyl
(tricyclic lathyrane or myrsinol type

skeleton diterpene)
CH,0Ac

Karajinone A
y CH,0hc

OAc , .5 OBz

Karajinone B
(diterpene ester with alathyrane)

skeleton)
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A A ! A= a A Y} Y a
VONY AIUNANEI ?f”l'i‘]J'i’s’!‘VI‘ﬁ“V]L!fJﬂUlﬂ RIGAFRENGN
Euphorbia 310 16
eabracteolata (Root)
Yuexiandajisu A
UNBIUTINITRT YVOIUANITY
COOH
_H
Yuexiandajisu B
Ngnidudimsuisdveadiabenvnn
(Casbane diterpenoids)
Euphorbia esula Au 17
(stem)
AcO
Esulatin D
4 CH
AcO 2
Esulatin E
(Jatrophane diterpenoides)
Euphorbia fidjiana AU 18. 19
(heart wood)

ent-12--Hydroxymethyl-3-oxo-16-
norpimar-8(14)-ene-15,21-

Carbolactone
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1 A
TIUNANEN

P

a ad Y
asuTannuenla

PNAID19D4

ent-Abieta-8(14),13(15)-dien-16,12-
olide (Jolkinolide E)

ent-8aL,140-Epocyabieta-11,13(15)-
dien-16,12-olide (Jolkinolide A)

ent-(13s)-Hydroxyatis-16-ene-3,14-

dione (Antiquorin)

ent-Atis-16-ene-3,14-dione

(Deoxyantiquorin)
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P

A A ' A= a A Y} Yy a
VONY FIUNANEI ﬁ"li‘]Jiq‘VI‘ﬁ“V]LLfJﬂUlﬂ RIGAFRENGN
Euphorbia 310 20
fisheriana
Jolkinolide B
0
0
P CH,0H
O
17-hydroxyjolkinolide B
N 5
Euphorbia ey OH 21
humifusa (Teaves) " O O I
HO 0
o}
CH,0
o)
OH
H
OH

Elligic acid 4-O-B-D-glucopyranoside

(Elligic acid glycoside)
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1 A
TIUNANEN

P

a ad Y
asuTannuenla

DNAID19D4

Euphorbia

kansui Liou.

310

9 1

Hydrolyzable Tannin 1dun
-Tellimagrandin I
-Geraniin

-Mallotusinin

-Eumaculin A,B

-Corilagin

-Chebulagic acid

-Excoecarianin
CH,0G

0}
GO
HO
OH

oG

1,3,6-tri-O-galloyl-2-D-glucose

(Euphormisin M,)

R1 = COCH(Me)CH(Me),
R2=CO(CH,), Me
R3 = CO(CH,), Me
13-hydroxyingenol-3-(2,3-dimethyl -
butanoate)-13-dodecanoate-20-
hexadecanoate

(Kunsuiphorin A)
= I a 1 4 < o
fianuiluiuaoadues e ayud
9 1 o < <3 A <3
1dun wraduzSauliadeavy, wsalen,
3 o ] 2 o I 3
wzised 1dva, vzSadldan wazuzsa

NIV

22
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A A
YONY

1 A
TIUNANEN

P

a ad Y
asuTannuenla

PNAID19D4

Euphorbia

myrsinites

Euphorbia nerifolia

Euphorbia

obtusifolia

3N

N

I

N

1.R' =COCH,CH,, R’= COCH,CH,

15-O-acetyl-3,5-O-dipropionyl-7-O-
nicotinylmyrsinol
2 R'=COCH,CH,,R*=COCH,CH,CH,
15-O-acetyl-3-O-propionyl-7-O-
nicotinylmyrsinol
3.R'=COCH,CH,CH, R’=COCH,CH,
15-0-acetyl-3-O-butanoyl-5-O-

propionyl-7-O-nicotinylmyrsinol

(tetracyclic diterpene tetraester)

9,19-cyclolanost-20(2 1)-en-24-0l-3-one

(Neriifolione)

iB = isobutyrate

23

24

25




16

1 A
TIUNANEN

PR

a aa Y
MsuTgnsnuenla

PNAII01904

Euphorbia paralias

(Whole plant)

1.R'=H, R*=H
4,20-Dideoxyphorbol 12,13-bis

(isobutyrate)

2.R'=OH, R’=H

4-Deoxyphorbol 12,13-bis

(isobutyrate)

3. R'=0H, R*=0Ac

17-Acetoxy-4-deoxyphorbol 12,13-

bis(isobutyrate)

MB=2-methylbutyrate

iB=isobutyrate
Bz=benzoate
1.R'=0Ac, R'=Bz
(2R* 3R* 4S*,5R* 7S* 8R* 13R*,
15R*)-2,3,5,7,15-Pentaacetoxy-8-
benzoloxy-9,14-dioxojatropha-6(17),
11E-diene
2R'=0Ac, R*=iB
(2R* 3R*,4S*,5R*,7S* 8R* 13R*,
15R*)-8-butyroyloxy-9,14dioxojatro
pha-6(17),11E-diene
3.R'=OAc, R’=MB
(2R* 3R* 4S* 5R*,7S*,8R* 13R*,
15R*)-8-(2e-methylbutyroyloxy)-

9,14dioxojatropha-6(17),11E-diene

26
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A A
YONY

1 A
TIUNANEN

PR

a aa Y
MsuTgnsnuenla

PNAII01904

Euphorbia poisonii

g

Hacf, ___O R?
< CH;

1 , /’>:/
1R =Ac,R =

12-deoxyphorbol 20-acetate13-angelate
N
2R = AR =/
12-deoxyphorbol 20-acetate13-

phenylacetate
o}
I

3 Rl: H, R2 _ /C\/\/\/\/D/
12-deoxyphorbol 13-(9,10-methylene)
underdecanoate
0
l
&

: 2/>=/
4.R =H,R =

20-hydroxy-12-deoxyphorbol angelate

%
5.R= - 7T HZCQOH

OCH,
Resiniferol 20-(4-hydroxy-3-methoxy
phenylacetate)9,13,14-ortho
phenylacetate
6.R=H
20-Hydroxyresiniforol 9,13,14-

orthophenylacatate

27
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A A ' AR a <A P Yy a
VONY AIUNANEI ﬁ']'i‘]Jﬁq‘V]‘ﬁ“VlLLEJﬂulﬂ RILEFGRENGN
7 E
51, 2, 3, 5 UaL6 LaagNFousIns
a 4 <3 4
Lﬂiﬂﬁ]@ﬂl“ﬁﬁail&ﬁQllﬁéllﬂﬁﬂié]%lf]
(kidney carcinoma (A-498)) Tasmnig
4
m’i2!,!,a$3uﬁmi]1/l‘ﬁq\iﬂﬂmadriamy—
. o= '
cin 94 10 M
Euphorbia #19, @uuag | Sterol, Pulcherrol, Octacicosanol, 28
pulcherrima Ao [-sitosterol, ~Germanicol, [3-amyrin,
Pseudotaraxasterol
Al -ent-13S-hydroxyatis-16-ene-3,14- 29
Euphorbia (Stem wood) dione
quinquecostata -2-hydroxy-4,6-dimethoxyacetophe
Volk. none (Xanthoxylin)

-2-hydroxy-4,6-dimethoxy-3-methoxy
acetophenone

-6-hydroxy-7-methoxycoumarin

-Lupeol acetate

-B-sitosterol

-sitosterol-f3-D-glucopyranoside

-6,7,8-trimethoxycoumarin

IR =OH,R’=H,R’=H
17-hydroxyingenol-O-hexadecanoate
2.R'=H,R’=H,R’=H

ingenol-20-hexadecanoate
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A A ' AR a <A P Yy a
VONY AIUNANEI ﬁ']'i‘Uiq‘V]‘ﬁVl!LEJﬂulﬂ RILEFGRENGN
Euphorbia lacteal A -Phorbol, Ingenol, Lathyrols, Ingol 30
Haw. (branches)
OAc i OHoigly
3,12-di-O-acetylingol-8-tigliate
Euphorbia A 31,32
salicafolia

OAc éAc OAc
Euphosalicin
Nic=nicotinoyl
iBu=isobutanoyl

ﬁﬂmanﬁwugaﬂmﬁﬂ multidrug

g s 3 A v
resistance Gluwaammaamnmawg llﬂ

A verapamil

Salicinolide

(Bishomoditerpene lactone)
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PR

Foily drufidn asuigninuen’la PNE1361909
Euphorbia A -Friedeline pentacyclic triterrpene 33
segetalis (Whole plant) | -Lupenone, Glutinol, 3-sitosterol
-Dammaradienol tetracyclic triterpene
-24-methylene cycloartanol
Euphorbia g?fu 34
semiperfoliata (Aerial part)

1. 3a-OH = Helioscopiolides A

2. 33-OH = Helioscopiolides B

i-Bu= Y

12-O-benzoyl-13-O-isobutyroyl-4-

1.R=Bz

deoxyphorbol
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A A ! AR a A Y] Yy a
VONY AIUNANEI ﬁ']'i‘]Jiq‘V]ﬁ“Vl!Lt’Jﬂulﬂ RILEFGRENGN
2. R=Tigl
12-O-tigloyl-13-O-isobutyroyl-4-
deoxyphorbol
Euphorbia A 35
serrulata
Serrulatin A
(unknown heterocyclic ring)
Serrulatin B
Euphorbia WlAdY | Jolkinolide A, B 36
sessiliflora Roxb. (Tubers) -Stigmasterol, 3-sitosterol

(1NALNUNTERY)

ent-12-hydroxy-12(R)-abieta-

8(14),13(15)-diene-16,12-olide
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A A ! AR a A Y] Yy a
VONY AIUNANEI ﬁ']'i‘]Jif!‘V]ﬁ“Vl!LEJﬂulﬂ RILEFGRENGN
ent-11a-hydroxyabieta-8(14),13(15)-
diene-16,120-olide
Euphorbia 310 OR? 37
sieboldiana
! No
I.R'==0,R’=H
ent-13R-hydroxy-atis-16-en-3,14-dione
(Antiquorin)
2.R'=OH,R’=H
ent-13,3B-dihydroxy-14-oxo-atis-16-
ene
Euphorbia trigona A -Taraxerol, Taraxeryl acetate 38
Haw. (Stem) -Friedelan-3-B-ols, Friedelan- 30i-ols
(aa ala fhu, -Cycloarterol
1Agz§7) -24-methylene cycloartanol

-B-amyrins, o.-amyrins

-Lupeol, sitosterol

OAc

cycloart-25-ene-33,24-diol




23

PR

A A ! AR a A Y] Yy a
VONY AIUNANEI ﬁ']'i‘]Jﬁq%‘ﬁ“VlLLEJﬂllﬂ RIGEFGRENGN
Euphorbia wangii dunazly 39
(Whole plant) I
H
OH
Cyclocaryophylla-4-en-8-ol
H H
14-hydroxy-4f,5a.-epoxy-4,5-
dihydrocaryophyllene
"OH
Clovandiol
(Sesquiterpenes)
H H
[B-caryophyllene
CH,OH
Euphanginol
(Caryophyllene derivative)
Antidesma 1w Me\/\/\/\"’ b (O 40
OMe
membranaceum
Mull. Arg. N Me
H
o
uae
(S)-4,8-dioxo-3-methoxy-2-methyl-5-
Antidesma.
n-octyl-1,4,5,6,7,8-
venosum

hexahydroquinoline[(S)-2]

(Antidesmone)
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1. '"H NMRuag "¢ NMR

JuNnAI81AT04 Fourier Transform Nuclear Magnatic Resonance Spectrometer (FT-
a o a 4 J ° [
NMR) model AC-F200 ¥®4U3HN Bruker iszmaadaosuaua dmsvmililsaouuas
J a a a J o N Aw A S A I
M3 veutundgsuunUAN Isuuuganlnas  Tagdaauaiaadinidunnieuppm) a5
o v { @ o
aodnnldnsiniamiouTasazareluasazawnaslsesu-A(CDCL) wio msazaisle
a o J oy o o ' { o
witadavlonled-A (DMS0-d) shwinvesaisdaedranldia llsaouanlnasilszum 10-
A a o A a o o v @ 4 { a
20 Haansu uaziszua 20-50 Yaaniy dwmsudamsveudnlnas Ngungiilszana 25-30
NI

2. dunsusaainlnesl (R Spectra)

v KR

uuwﬂﬁ'aﬂm?m Fourier Transform Infrared Spectrophotometer (FT-IR) VOILTHN
Nicolet Tmpact model 410 §3U3adulsusaelnaswesans a1sireadildnsisiamson
TaonauiuludadouTns lud (KB saufluuiu (Pelley durhguinans 1 wudns v
sz 1 Yadung

3. uudalnasi (MS)

ﬁuﬁﬂﬁ’aam‘iﬂ'm Gas Chromatography-Mass Spectrometer (GC-MS) GC model 8000-
MS model Trio 2000 ¥®4UTEN Fisons Instruments 1/5 ZlﬂﬂgﬂﬂQH 1% Electron Impact source

a

&~ "o o a ¢ 4
(ED) 9UnNuaANANeY 70 dlanaseu1Iaa nszie 300 thI‘ﬂiLLfJiJTJ QUMY 180-300 DIALKA
= 9 o C=
o damsvdunnuuaanag
4. 39viauial (Melting point)
141704 Fisher Johns Melting Point Asparatus VYOIUITHN Fisher Scientific Yszing

ANIFOINTNM SIMIUNIIANADUINAD
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5. Polarimeter
JUNNAIBIATEY Polarimeter model 341V89UTHN Perkin Elmer d111513AM Specific
optical rotation

6. sans1 i leda-Saiiia aulalasalnil (Ultraviolet-Visible Spectroscopy)

JUNNA81AT 09 Hewlett Packard 8452 (A diode array Spectrophotometer in chlorofom)

7. o138 anlnInsalnil (X-Ray Spectroscopy)

C=

JUNnAI8IAT09 Bruker Smart Diffractometer 19 graphite monochromated MoKal-
radiation (lamda = 0.71073 A°) figavgiies (25 + 1 °C ) dmSuasiaialaseairanan

8. m?mizmﬂqmuapmmmuwyu (Rotary Vacuum Evaporator)

YDIUTHN Buchi A5 UTLIMELINTITAZAIEIINAITANA

3.3 aai

7
1. ivhazate lediazaiounanImeaaingsy (Commercial grade) 1aoti
o 1 9 09.1} d‘ o Y Aa Q(w o d' I Y 1 a a
naunouldnnasuieilfusans ahazaien 14 laun enau, enauediag, wnuea, w
4 a
Mmuea, Aao 1soTu Lazezd lau
[ o an a a o o [ Y It
2. dgady 1§Fanuawiia 60G Art.7734 YoIUTHN EMerck dmSuneaui lasunla
AERLLEL
a o o [ 0o A o
3. TLC aluminium sheet silicagel 60G F,;, Y9413 ¥N E.Merck dmsuinnuawes lag
11 Inns v
A 9 a A o it 13 9
4. s lslumsazaieasusgnsieda H NMRUag 'C NMR Spectra 19
4 a 9 I'4
msazatenan Isvesu-A (CDCL) n5o dsazaielamiataonled-a, (DMSO-d) NMR

grade VYOIUITEN E.Merck

5. i s aanden Tus lud (KBr) dmsudassunusaanas
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Y
WINUN)
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[ 1 a a o 1 o A o a a o I [
ananoalseNaLTan MsuEenUde 1 a2 lageanaluenateSaamvuatluaisada
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Y

WINUN)

€

[
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Y k4 i v
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NAR0Y

v Y
UAUNIWA 1 TUADUMITNATTNINUAUTAA 1A

unuaaa lauiauaazdea (1.5 0 lans)
|Laﬂmfu 4.5 ans)

! ¥

A oA A o
NINNLYAD mi‘rﬂﬁﬂmanwu

| wNaALFAN (4.5 an5) (FractionI: 15.6 NTH = 1.04%

Y
l l Tagrimiin)
fdeaanaluenataFinn NNIVER
(Fraction IT : 62 A5 = 4.13% |mmuaa (4.5 a95)
E)
Tawiiin) l l
A A a o
RNIVGE) feanalwmuea

(Fraction I11 : 72.2 NS = 4.81% lag1i1+iin)
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idsanaluensunin 15.6 n54 (Fraction 1) ¥uen lagaineaui Iasuilanswi
aa I~ o [ Y] [ Y 4 ) ] 1 [ @
l¥ganueailudigady min 120 nSu szapduiAIeAIRIazAIBAINEATIAIUAIN A US89
Y
naNuTTiee NN Ao L ATaMINANTEHIUBASUT LD NALOTING PNaLD
a 1 A Aa o o w <3 1
FAA AI5ALAINTUTLHINUDNAUDFIAADUNNIUDA LATIUNIUDD VAR (NUFITAZAN
09/' A Aaa ) 1 1 A 9 3 Y U 09} A A M A K%
¥raSIaz 100 Haaans wwaazarunla llds 1A lusrainasansonauuuusisuat e laga
Y
Mazawoonliimaolsesdszanar 10-15 Taaaas  nmiwihesazaieuaasdiuu
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idsanaluenatoswaviin 62 N3y (Fraction 1) ¥wenlagIsneauil Insullea
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Y
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Chago maam!ﬁﬂm"lﬁj%uﬂSW&O HaztaautIINUBUAHep-G2 NMNITNATDULUAZATIVIA
A183% MTT [3-(4,5-dimethylthiazol-2-y1)-2,5-diphenyltetrazolium bromide] colorimetric method
@ o A AnA a J 9
(41, 42, 43) Iﬂﬂﬂ?ﬁﬂﬁﬁﬂﬂ?i@i?ﬁ]ﬁi’]‘UL“ﬁﬁaﬂN%?@]LLﬁ%ﬂTiLﬁ]ﬁﬂJﬂl@Ql"]ﬁﬁﬁ Tﬂﬂﬁ]ﬂaﬂl@ﬁﬂ"ﬁi“ﬁ
4 1 o
1®U' I3 succinate dehydrogenase 310 14 Ta3ABMIAT Y d08TAENS tetrazolium salt MTT i1
a 4 & Aa [ A AA a dgl 9 A
Lﬂﬂﬁ?ii’\lﬂilﬂﬁﬂﬁ (formazan) “INﬂJﬁﬂ'] @]3'Ji]'JﬂﬂTiL‘]JaEJLlLL‘]_]aﬂ‘ﬂ@ﬂﬁ‘ﬂlﬂﬂﬂluﬂﬁﬂlﬂi@ﬂ

A A L I ama o Y <
Spectrophotometer NAINYIIAAY 540 ‘L!"IT‘LJLIJ@? FuluIsnazain Usenda 114?16&5')!!@3

'
Qddclﬁl v W [

1Japanen11ITN 1FaITAULUANINTIE
Aad
A5Msnaaeu
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1. ﬂ15LG]§EJ§JLG]5ﬁm51K§]}u

s 3 Ao ] < s 3 A Ay ye o A v o
waguziseamihwnldnaremiumaduzise 5 atdanldsumsaadenuds 1N
9 £ 7 [
218091 tissue culture flask A9891M1TIABTAR RPMI1640 NHEN fetal calf serum 5% 1ug)
! g v o d ! a <
Humidified atmosphere #11C0, 5% Tue1n e aAnududuing 100% Ngavgil 37 °C unan 3
o J a 1 { J o
Ju adaznsydgszes Exponential phase NHAMINAY 2-4 x 10° wad/ada (@3990
9
o J (7 Y] ' a .
nuwadaredfon trypan blue) WAIDINUUGABINITINIOON AN 0.05%trypsin 1Az
9 Y 4 Y
Aa aa v Aa Y a L
0.01%EDTA 2 Hadanifanald 2-5 1l 9Iniuge  trypsin N4 1azi@oausad 1HIAIM
Y v 4 7 A Ba v =3 2 2 yya P =
Wud 5 x 10° rad/aaans Meenismeusas 0y iusaasudulunmsnaaeugns
N

Fnneao

= A Y
2. IT8UAITNADINITNATD U

[ a

a A Ay Y Yy 9 A a aa
lﬁiEJiJﬁ"li1’73@EJ’I‘VIﬁ@ﬂﬂ?ﬁﬂﬂﬁ@ﬂiﬂﬂﬂ?’lﬂlﬂlﬂmu 1 “dUaanIw/uaaang Glu 95%
Y [
151U A inﬂﬂ’m%mﬂﬁ}ﬁmmﬁfu%}uﬁ 1, 0.1, 0.01, 0.001 1@a£0.0001 Nﬂﬁﬂ%ﬂ/uﬂaﬁ@ﬁ

MUS MU NIAT IC,,

3. 19389815828 MTT

= Y Y Y A A o A Aaa . Y
WIgNaITazany MTT Glmmamwmm 5 WAaNIV/uannas 6l“lal normal saline Iﬂﬂﬂ@\‘l

1 <3 1
aza1e MTT auviva lidaznou vyl luwradn 4°¢ 13181 1 1hou
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4. TUABUNTNATDU

a s A 9 a a . . A dal
Liavradisuauliuag 100 1uTasaas aalu microtiter plate N0 MR
waaeg 100 lulasaassqu Aududuveusad 5x107 waamqu) Uu'ldn 37°c Tud
Humidified atmosphere U1U 24 F2 109
2. uesnseenassmnaaovadlilinas 2 lulnsdasmau vu A
72 1109
a a a ] Y q‘f 1Y
3. i@uensazate MTT UJ51a3 10 lulasaas/mau tuliuu 4 52 Tue nas
4 Y
nniugadiulang uazi@uais DMSO 15uas 150 lulasans/mau w1y plate mixer U
=
5 Wi
4.1 0.1M glycine buffer pH 10.5 151193 25 TuTnsans/vgu weu plate
mixer WU 5 U1
4

0 [ A J Aa &2 A A
5. u’]vlﬂjﬂﬂ']ﬂ’liﬂ@ﬂauuﬁ\jmﬂ\jﬁ'ﬁwﬂﬁ3J’|G]5']aﬂ!ﬂﬂsuuﬂﬂj'lllﬂ’nﬂau 540

w1 Tuyns

5. MISATUIN

[ J
1. 9351N1590AM18UDAHAR (%cell survival; PS)

OD test
%cell survival = — -~ x 100

OD control

IC,, = Inhibition Concentration at 50% cell survival

2. DATIMIIYUDUBAA (%cell growth; PG)

( OD test — OD t zero)
x 100

§1.0D test ~ODt zero = 0; PG =
('OD control — OD t zero)

( OD test — OD t zero)

R OD test— OD t zero < 0 ; PG = x 100
OD t zero

9
OD t zero = MIMIGANAUNAINAIINRBUTAA 13 1 TunewANEINAdeL
9 3
OD test = AIMIPANAULAINININAVEIINAADU NABUTAAADDN 72 2119

' v Y g v 1A
Odcontrol = AIMIYANAULAWNAINNBBATAaADDN 72 %1 T Tag liBuasnade
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114 Humidified atmosphere 711j CO, 5% 1101MA ANUFUTUNNT 100% N 37 04e
I o 4 a 1
warted 1Hunal 3 Ju wadeznsaudngszes Exponential phase
A Yy v s 6 s
ANV NTUVRULAR 2-4 x 10° 15Ad/ VA
dJ J
AADIMIIAUTAADDN
1AY 0.05% trypsin 118 0.01% EDTA asl1) 2 Hadans
Y Y
l fana’lA 2-3 w1
9@ trypsin 1tz EDTA 001
= Y = 9 9 4 d a aa Y dy 4
P I aalin NI 5 x 10° ragd/daaans AlgeIMITRguLsaa
a dQ' A l
Rupaaisuanl3anas 100 111as8ns adlu microtiter plate
A dy (- e a
Womsdeusansg 100 1ulnsans/mau
1 Qy I~ )
vunaBdlunan 24 T
@inemsemsiinesmsnagavadly 2 lulasany/vigu

v 13uu 72 $2 7209

iANansazang Tetrazolium (MTT) 5013)n5803
U3 4 2739
1 l Qy
qadiulang

wuans DMSO aely 150 luTasans w1y plate mixer WU 5 WA

1@ 0.1 M glysine pH 10.5 151105 25 Tulnsaas/man

[WEIUU plate mixer U1 5 UIN

b

JammsganauuasiinnueInau 540 A3
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WUMNIND 62 NTY
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HUNININDY 72.2 NS
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W | (@andulag dauii an¥uzas a3 R,
Usmas) (N3W)

Hex : EtoAc
F,1 100: 0 1-15 udvnla 0.080 | 0.00
F2 90 : 10 16 - 35 voaddvnluhiudd 0.089 | 0.12
F3 75:25 3669 voudadv i wudmaes 0.062 | 0.20
F 4 50 : 50 70 - 102 wﬁﬂuw'uﬁmnﬂju“luﬁywﬁuﬁmﬁm 0.632 | 0.25
F5 20 : 80 103 151 | voudedvnlminiuddeond | o04ss | 028
F,6 10: 90 152189 | veudedvnluihiuamdes 0.702 | 0.30

EtoAc : Met
F,7 100: 0 190 —269 ifudmdes 0529 | -
F38 90: 10 270311 ARty 0312 | -
F.9 75 : 25 312 - 356 Nﬁﬂiﬁgﬂl!ﬁﬂuﬁyWﬁuﬁLﬂﬁﬂﬂ 0.410 | 0.30
F,10 75 : 25 357 - 389 sidudhma 0.173 | -
F 11 60 : 40 300440 | yoaudedunhniniudimdos 0.536 | 0.42
F,12 50:50 441482 | vowdsdunhuiniudnides 0312 | 042
F,13 40 : 60 483-520 | veadadunhniniudindes 0.118 | 0.45
F 14 25:75 521 - 557 dmdes 0.321 -
F,15 0:100 558 - 590 udmdes 0410 | -

A A v a o
UNUNINNT 3 ’ﬁﬁ'l/lll,ilﬂhlﬂﬂWﬂﬁ\‘lﬁ'ﬂﬂiulaﬂL%u

asana luansy (15.6 NSY)

a193

cc. Si0O,
o131 a132
=2 1A =2 J
HANLHUTUIIIN waﬂiagﬂum

1.265 A5 (50%, 80%

1AL 90% 1oNad luaniyu)

0.350 NSV (25% WNI1UDA

luenavesag)

YoudseFugIuduN

0.752 NN (40%,50%

1AL 60% Wnuealuenad)
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A (% a a A @ o
42.2. mamsuenaisnnasanaluwnatesiea lagaineauy Iasui Iansiui

o A [V a a o o . A, 1] o
idsanaluenateseaniin 62 n5y (Fraction II) ¥1uenlagidneauil Insullea
= Jaan 3 o o o o v JY ) (% 1
sl lgFammadiudigady win 340 N3N FzARdNUAIEAIIIazaIEMNEATIE I
v @ qu/ < { qﬂll Aa aa 09/' o
a1 puFeannanuivdes livunn  wussazaenyzasiaz 250 dNadans nniuh
v 1 1A 4 = A [ A 1 1 9
msazmeuaaz @I MageUNToInlsznoumauniiviouiurio i wazia R, Tagld
a o 1 { [ (% ) 1 :’
Nuaees 13 TansWW(TLe)  saudunmilousudndleny i liszmeuusiainfon

o 2 wyg ¥ = A o A A Yo ~
u,azmmhlﬂwmwaﬂ Wﬂﬂ'li!l,flﬂ’ﬁ'lisll'E]\“Iﬁ\?’ﬁﬂﬂ111!,E]T]ﬁl,lﬂc]fm@]uﬁﬂﬂllﬂﬂﬂﬁ'li'lﬂﬂ 5

A A @ a a as ) o =t
131N 5 wamsenaTUeIaNanaENaLeFna lagitaeaui 1asun Tans v

E4

fazay GRLM) il
sfa | (@aadiulag i an¥uUL s a3 R,
Us1a3) (N3W)
Hex : EtoAc
F,1 100 : 0 -4 yihdule 0.102 | 0.00
F2 100: 0 5-15 LNIEAGERS 0.041 | 0.13
F,3 90 : 10 16— 34 Shifudmdes 0.580 -
F,4 90: 10 3543 manlagihiy 0.407 | 037
F,5 80 : 20 44-59 | vowdhdvnluhiudndes | 0ss8 | 037
F,6 80 : 20 60-70 | vowdsvnhmiuidhma | 025 | 038
F,7 75:25 71-78 wanlalniniudimdes 0325 | 0.40
F,8 75:25 79 - 86 wandvn I udma 0236 | 043
F,9 75 :25 87 — 110 YDAV 0.035 | 0.48
F,10 75:25 1= 130 | © vowSdvmhiiindmdes | 0210 | 0.50
F,11 7525 131142 YOIIITUT) 0.058 | 0.50
F,12 60 : 40 143 - 170 udiea 0614 | -
F,13 60 : 40 171 - 214 Youdadun 0.235 | 0.76
F,14 50 : 50 215238 wanlaguidiy 0.055 | 0.71
F,15 50 : 50 239257 DNIAGATRE! 0472 | 0.60
F,16 50 : 50 258-300 | vewdedvnhminiudmdes | 0256 | 062
F,17 40 : 60 310 - 342 vifudmdns 0520 | -

F,18 40 : 60 343 — 396 Mludiang 0.253 -




34

|

aninazany GRLMT Wniin

e | (@andilag g ANHUTANT a3 R,
ERTE) (N3)

Hex : EtoAc
F,19 40 : 60 397 — 412 udmdes 0426 | -
F,20 25:75 413 - 422 voudadihma 0.148 | 0.65
F,21 25:75 23-431 | vewdadvnhnhiudioa | 0151 | 071
F,22 20 : 80 432 - 441 | vouedmdeahnihuihma | 0.666 | 073
F,23 20 : 80 442 - 451 veuieEihma 0.289 | 0.52
F 24 10: 90 452 — 461 voudedihana 0.725 | 0.71
F,25 10': 90 462= 477 voudadima 0.631 | 0.63

EtoAc : Met
F,26 100 : 0 478 — 483 voudedhma 0.349 | 0.65
F,27 75 : 25 484 —542 fiufudihena 0.105 | -
F,28 50 : 50 543 — 587 yinfudima 0.782 | -
F,29 0:100 588 — 630 udiana 0.563 | -

URUNIND 4 ensiven ldnndeanaluenauoFaa

a192

gaanaluenaueding (62 n5)

| cc. Si0O,

!

!

a133

! '

194 a13s

!

a136

= 1 < o = a 2 = < < o 2
waﬂagﬂum YDIULUIDAUTIUTULY ANATIDYATUID waﬂiﬁgﬂzmn VDILUIDAUIIUTV

2.156 N5
10%, 20%,25%

nad lueny  enad luensy

0.189 NSV

25%

0.230 NSV

40% 50%

0.055 NSV

0.645 NSV

50%

wnaalweny  enadlueny wna gy
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d
a a

4.3 HAaMIMaAIIHUIaNSUazNIINIIDMITAIINIIaS 1909015

Q Y

43.1. HaMIMaT 1 lﬁ’u?qwﬁhazmﬁmaﬂmqmTﬂﬁqﬁ%'n

M3 1 ‘ﬁﬁ'ﬂymzvﬂuwﬁmm'uﬁmwaﬂjuiuﬁwﬁuﬁmﬁm 1&ndaui 70-102 (F 4),
103-151 (F,5) uaz 152-189 (F,6) lumsrhneduiTasinTansmiilvesdaeiaenay s
fia) qugﬂ%ﬁaﬂﬁaﬁmzmﬂwﬁmzwdmaﬂmuﬁmaﬁmm&m 50:50, 80:20 uag 90:10
Sandlaosinasawd gy a1 nseaenoonnndiufiihnhiudmdes uazd
viueendas maazatonan 5% wiauedmaluenmy v dkEnduuiuanauamin
0412 n3u Tuduiifuvewiedunluhi nsoaenvoauisoonnndiudidhnii uas
WnaakdnmeaIazaenay 10% iatedaa uenusey Tdununandviin wiin
0.853 n3u datums 1 AIERamuATImIn 1265 A5 (0.084% Taeiminveauruadala
LT9) 9AKADIIMAN 145 - 146 D waidod a1 R MDY 0.3 (Fanuea : 50% lenalesian
ey @13 1 azanelaaly eiatedag aaslsnosy emuoa vazmmuoa azale'ld
fooluanmy uazninmsinsiziars | daansessanstlileaaanlasalnd Weqms
AANAUUAIUDIANT ﬂﬁwﬂgua‘umi@ﬂﬂﬁuumqqqmﬁmmﬂnﬂﬁu 284 W luwns (log€ =
1.91) ﬁm%”‘umii”ﬂﬂ'mﬁmgumaﬂmaQa (Specific optical rotation) ﬁlﬁﬂm"iﬂ'm Polarimeter
WUET 1 A [0 i 48.2° (CHCL; ¢=0.3) ([OL]7, = +5.5°) (19)

aususaalnasy (KBr) u,amgmfumi@,ﬂﬂﬁuumﬁ'mmﬁ' (Vmax) : 2962(s), 2933
(), 1700(s), 1660(m), 1648 (m), 1453(s), 1430(s) 1aZ887(s) iy’ (gU11)

Tsneududuersanlnasu (€l Ysngduanuvesllsneudian chemical shift
(0) : 0.84(3H,s,H-20), 0.90(1H,m,H-7c0), 0.98(3H.s, H-19), 1.05(3H,s;H-18), 1.22(1H.dd,J=11.8,
2.4Hz,H-5), 1.33(1H,m,H-10v), 1.58(1H,m,H-601), 1.65(1H,m,H-60), 1.66(1H,m,H-9), 1.81(1H,
m,H-11pB), 1.95(1H,brt, H-1100), 2:30(1Hm,H-15), 2.31(1H,m,H-13"), 2.33(1H,m,H-13), 2.35(1H,
m,H-7B), 2.35(1H,m,H-200), 2.36(1H,m,H-15), 2.46(1H,ddd,]=27.3,13.6,4:5Hz,H-2B), 2.68 (1H,
tJ=2.8 HzH-12), 4.64(1H,d,J=1.3HzH-17) uag 4.86(1H.d,J=1.0HzH-17) ppm (;ﬂﬁlz)
(GITiN‘ﬁ9)

mfueu-13 WBudueimlnasy (cpcl) Uing ”ﬂumunmﬂmmffmuﬁfh chemical
shift (O) : 12.75, 20.00, 21.82, 25.95, 27.85, 31.16, 34.08, 37.16, 37.59, 38.32, 42.59, 44.54,
47.60,47.67, 51.82, 55.30, 107.14, 147.05, 216.39 110£216.50 ppm (g‘ﬂﬁﬂ) (WIiN‘ﬁlO)

DEPT-135 "C NMR (CDCl,)

‘1Ji1ﬂ§]€fmuﬂpméﬁyu (up phase) Y84 CH,, CH fif1 chemical shift (8) : 55.30, 51.89,

38.32, 25.95, 21.82 148 12.75 ppm (3UN13) (M13199110)
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]
IS

Us1ngdaaaad (down phase) Y89 CH, 1A1 chemical shift () : 20.00, 27.85, 31.16,
31.08, 37.16, 42.59, 44.54 118210714 ppm (3UN13) (M13199110)
DEPT-90 "'C NMR (CDCI,)
Usingdyanae CH AN chemical shift (O) : 38.32, 51.82 wa55.30 ppm (3UN13)
(M3139910)
9 a @ < < J @ 1 1 1<
ﬂWﬂm@Hﬁ@uW’iﬂ’iﬂﬁ!ﬂﬂﬁiN tazuwauTanasy  wunas 1 mimﬂu
o= 2K o o a Y A a 4
ﬁﬁﬂﬁ&ﬂﬂﬂﬂimﬂﬂqﬂm@iﬂu PWHITT 1 3J1°Vnﬂ'li’3m'§'lgﬁﬂ’JEJLﬂi’E)\illiJﬁﬁLl]ﬂTﬁiiJm@i
A A 9 v o ~ £ <3
LWﬂﬂulﬂﬂﬂuL%ﬂiiJLaQﬁ!,Lﬁﬁiﬂﬁl,mﬂ?J’Jﬁ‘llE]\iﬁ"li‘iJiZﬂ’f)‘U llﬂllllﬁ'ﬁlﬂﬂ@]ﬁllﬂﬁgﬂ‘ﬂ 14 B3I U
2 levewda Tuanai m/z 110 300[M 1(100), 215(21), 105(27), 91(43), 69(17) az55(24)
(qUn14)
4 o o o= o q Uy 1 = Y =
IHB41NET 1 Mﬁﬂymxlﬂu!muwaﬂ‘]_lNTlﬂﬁuliJﬂ"lﬂJ"liﬂﬁﬂH"IIﬂi\‘iﬁiN"Ui’NNaﬂTﬂﬂ

aa s S Y a ¢ Y = 9 Yy g v A Y ¥ v
ADLDNK-138 hlﬂ 1uﬂ153Lﬂ51$ﬁq@151ﬂ5\1ﬁ51\1ﬁ]\i@]@ﬁjﬂfw\lﬂﬂeﬂ@ﬂ;{ﬁﬂﬂﬂﬂa”l'nﬂllﬁ'lsll"l\i@u

4
43.2. mamsihas 2 THuSaniuaznmisasianigas lnsedsng

N o < = v 3’ o A = 3 A éu o A A
a5 2 vanvazilueanlagdunshnhiudvaewazvewvadunlniniudman
Y ! A o V-l = a @ A £
lanindaui 312-356 (F,9) Tumsihnedauii lnsun lansmilvesdeanaenai (a131994) ¥
gnazdteahazaenausz e NalaFmAn INMUea 75:25 dasdiulaninas uay
1 A ) [
INAIUN 35-43 (F,4), 44-59 (F,5), 60-70 (F,6), 71-78 (F,7) 1az79-86 (F,8) Tumsinoauil
TasuTanswdvosdeanaefiatedng  (A151905) FINBAI0AIR Iz 1ONaNTZNIINE
AFUAVIBNALBFIAA 90:10, 80:20 LAZ75:25 0As1aIU IaglsuIasauaaL Wans 2
1 A 21 o A = Y c;y o A A 9
nyeauenoonnaIuinudMaswazaNIUNNGeRaNAIY  A1TazaeNaYy  10%
a Aa o <3 { a a
hanedna lwanau e lauannanaledisazals 50% wauedanlugniayy
9 Y =K 1 Y] (% cy o 1 [ Y
$ou aglawdngUunansin 2:506 niw (0:167% lasiiniinvesnudadalania) yanasumand
162 - 163 93AUsABeE UA1 R NINY 0.52 (Fanuva : 25% onatadina luanasu) a3 2
Y a a o Yy Y
azanelaalu e fianeding aaelswesy omuoa tazmmuea azatwlatieslumenisu uaz
a 4 Y 4’ [ = d‘ A
NNMIAATIZHAT 2 AIwnTeIdans1 1 TemaailnTasalnil egmsganauiaIveas
Usinguoumsganauuasgegannnueaau 294 i Tuwas (log€ = 2.01) SmFumsiam
msnyuveeluana (Specific optical rotation) A0t Polarimeter WUNEA1T 2 TA1 [OL]™

AL +46.3° (CHCL; ¢=0.3) (A, =298, [OL]", = +44°) (5)

max

aulsusaannasy (KBr) uﬁmuaumi@ﬂﬂﬁuumﬁmmﬁ (Vmax) : 3437(s), 1726

(s), 1690(s), 1076(m) 4a£909(m) LEUANAT (3UN15)
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Tsmeududuersminasu (el Usngduauveslysneudian chemical shift
(8) : 0.82(3H,s,H-20), 0.90(1H,m,H-7), 0.98(3H,s,H-18), 1.06(3H,s,H-19), 1.41(1H,ddd,J=20.1,
12.9,4.3Hz,H-1B), 1.53(1H,s,H-6B), 1.54(1H,s,H-601), 1.58(1H,dd,J=11.0,6.0HzH-9a), 1.73(1H,
m,H-11B), 1.81(1H,m,H-1at), 1.97(1H,ddd,J=13.2,3.6,3.6Hz,H-11a), 2.29(1H,m,H-2B), 2.32
(1H,m,H-2B), 2.40(1H,dd,J=4.9,3.2Hz,H-7B), 2.56(1H,ddd,J=15.8,6.3,2.6Hz,H-2a1), 2.76(1H,dd,
J=5.87,2.89Hz,H-1200), 3.85(1H,d,)=2.8Hz,H-13P), 4.83(1H,s,H-17) 11824.99(1Hs,H-17) ppm
(U7i16) (M314ii17)

myvou-13 Buduersminasy (CpeL) Asngdyanavesasueuiinn chemical
shift (O) : 13.65, 19.91, 21.85, 25.31, 26.13, 30.36, 34.05, 36.66, 37.51, 43.62, 44.77, 47.27,
47.46,51.04, 55.08, 75.05, 111.05, 142.27, 216,14 118%218.06 ppm (311117) (M314i18)

DEPT-135 "C NMR (CDCl,)

ﬂi1ﬂ;]ﬁ’muﬂgwm6fiyu (up phase) U4 CH,, CH fif1 chemical shift (3) : 13.65, 21.85,
26.13, 44.77, 51.04, 55.08 11a275.05 ppm (3li117) (113 197118)

Usingdaaaad (down phase) Y99 CH, fid chemical shift (O) : 19.95, 25.35, 30.31,
34.07, 3670, 43.71 waz111.1 ppm (3117) (151941 18)

DEPT-90 "C NMR (CDCl,)

Usingdayana CH fim chemical shift (5) : 44.80, 51.51, 55.15 uaz75.15ppm (3U17)
(@151@17;18)

nndeyasusisamilnasunazdudusanlnasy wudims 2 dnzduasilse
neudszian’lamesih. Suhans 2 whmsdnsziaaansoumamynlasines ieq
JopouidsTmanauazmauanuiavesassznen TRuuaalnasudegiil 18 Feazdiudmy
"laaaug%ﬂmaqaﬁ m/z WA 316[M'] (100), 273(5), 259(12), 173(8), 171(7), 161(21), 150
(22), 133(20), 107(21), 105(37) t1az91(22) (gﬂ‘ﬁl&%) azann1s ANy Iasaas1ananueaans 2

A s ] o {
TagaBiond-156 Tavoyanta1a19n 12, 13, 14, 15 uazl6

4
433. wamsians 3 MU gniLazmsng19amgas 1nsedsig

Y [
a5 3 ddnvazduvewdtedugiudvnluinviudmass 1dnndui 390-440
(F,11), 441-482 (F,12) 1az483-520 (F,13) lumsshneduni InsanTanswiilvesdadaeniy
(M319714) Fagnrzareaiazalendyszn e NaloFAANUILNIUDA 60:40, 50:50 LAz
40:60 dadMTaTINATINAIAY tazIndIun 87-110 (F,9), 111-130 (F,10) uag
o o o =, a [ a a A =
131-142 (F,11) Tumsineauilasinlansilvesdsanawnaueding (n1319915) F9gnwe

AredriazaenanIziuInufUeNaLeEaa 7525 oaidiulaelsuas  nieaen
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veudsoenvinandiinhiudmiewazdrainiuiimieeendremsazmeniianediag
%“Llﬂ’i%ﬁbiulﬁ}‘llﬂﬁllﬁﬁ\iﬁﬂlW%U?fmﬁdﬁﬁﬂ 0.941 n§1 (0.062% Taeriminvearuadalauia) 9
naoumal 222 - 223 pafraltad A1 R, NY 0.43 (Fanuva : 25% tenauadinalue
Ay @15 3 avatolda lueniaueding aaelsvlesy emueanazmumuea azawldvioslu
Y HaznMsTanzians 3 SenTessanstllemaminlasaind iegmsganau
weravesens Usnguaunsganduuasgegaianueady 286 w1Tumnas (logE — 4.13)
é’mi%’Umi"i’@fhﬂﬁm;umaﬂmaqa (Specific optical rotation) ﬁI’JULﬂ"i&’éN Polarimeter W13
3 T [0 iy +142.8° (CHCL; ¢=0.3) (A = 288, [OL], = +130°) (19)

aulsusaanlnasy (KBr) uﬁmuaumi@,ﬂﬂﬁuumﬁmmﬁ (Vmax) : 3006(w), 1762
(5), 1677 (w), 1654(m), 1442(w), 1390(w), 1221(m) 1a845(m) 1mudmnas ' (3Ui19)

Tsneududuensmilansu (€pcl) Ysngduanaveslysneudian chemical shift
() : 0.70(3H,5,H-20), 0.84(3H,s,H-19), 0.93(3H,s,H-18), 1.20(2H,m,H-3), 1.36,1.83(2H,m,H-1),
1.55,1.64(2H,m,H-6), 1.61,2.12(2H,m,H-7), 2.04(3H,5,H-17), 2.09,2.29(2H,m,H-2), 2.60(1H,d,
1=5.3Hz,H-9), 347(1H,sH-5), 3.69(1Hs.H-14) 11825.43(1H.d.J=5.3HzH-11) ppm (31/1120)
(AN3147120)

msuen-13 uduesmilnasy (€bcl) Usngduanavesnisewdin chemical
shift (8) : 8.67, 15.00, 18.44, 20.67, 21.92, 33.50, 33.50, 34.14, 39.67, 41.50, 41.50, 51.63, 53.47,
61.18,104.10, 125.19, 145.03, 147.46 t181£170.62 ppm (31]17;21) (miwﬁzl)

DEPT-135 "C NMR (CDCI,)

ﬂﬁmgﬁmutuumeﬁlu (up phase) Y99 CH,, CH ﬁ?h chemical shift (6) : 8.67, 15.00, 21.92,
33.50, 51.63, 53.49, 54.47 1A 104.10 ppm (FUA21) (13 197121)

Us1ngdayanaiad (down phase) Y04 CH, 7l chemical shift () : 18.44, 20.67, 34.14,
39.67 11a241.50 ppm (gﬂﬁzl) Rz

DEPT-90 "C NMR (CDCl,)

Usingdayaiol CH fimchemical shift (8)': 51.63, 5349, 54.47 ua%104.10 ppm
(qUfi21) (nssiia1)

nndeyasususamilnasunazduduosanlnasy wuhms 3 unzduasilse
noudszinnlamesilu Suhas 3 wnhimsinszidenTewmaminlasines iieq
lopowFalmanauazmsunnuiavessstsznoy Iduuaanasudeglii 22 Fesiifudmy
lopowFalmanail miz ity 314[M'] (10), 177(20), 176(50), 160(20), 148(16), 119(45),
95 (70), 91(62), 81(71) 11az 69(100) (3122
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4
4.3.4. wamsians 4 TRuSgniuazmsas1amgas Inseding

a3 4 uvewdafidnvazTunazBeadun 18ondiudi 171214 (F,13) Tumsin
aodunilaninTanswiilvesdsataefanedian  (M30#s)  Fegnazdaediazaonau
ssvhuenmuiueiatedinn 60:40 sandiulasysings niewsnvewdeenaindinil
Fuihiudmaewazdrohiufimieeondiemsazauefianedan  wnszieldvowds
HumazBuadunuianimin - 0230 ndu (0.015% Tagthminveuruadalaue 79
naoumad 165 - 166 paf Al A1 R, NNY 0.76 (Fanuva : 50% tonauadinnlue
) @13 4 azaeldaly enatedea aaslsnesy romuoa uaziumuoa azaieldvios
lwgnisy  wazinnsTanzians 4 daeasessaas’lemaanlasalnd ieqms
aanauIaeIas Usnguaumaganaundigegaiinneady 242 wnluwas (log€ —
2.68) z?'fm%’umﬁ%’ﬂmmﬁmmaﬂmaqa (Specific optical rotation) ﬁ?fﬂﬂ"ﬁﬂ'@ﬂ Polarimeter
WS 4 Ta [0 10 =54° (CHCL,; ¢=0.05) ([OL]7, = -86°) (18)

aunsusaanlnasy (KBr) uamuaumi@,ﬂﬂﬁuumﬁmmﬁ (Vmax) : 3437(b), 1689
(s), 1382(m) 1182 1046(m) UAMAT (3Ui123)

Tsmeududuensmnasu el dsngdyamveslysneudian chemical shift
(O) : 0.71,1.91(2H,m,H-14), 1.02(3H,s,H-19), 1.05(3H,s,H-18), 1.09(3H,s,H-20), 1.12,1.24(2H,
m,H-15), 1.17,1.40(2H,m,H-7), 1.26.2.04(2H.m,H-11), 1.31(1H,m,H-5), 1.39,1.88(2H,m,H-1),
1.43(2H,m,H-6), 1.50,1.67(2H,m,H-13), 1.83(1H,q.J=3.2Hz,H-12), 2.34,2.47(2H,m,H-2) 1ag
3.38, 3.52(2H,q,J=10.9Hz,H-17) ppm (gﬂﬁ24) (minﬁm)

miuou-13 Budueimilnasy (CDCL) ﬂiwﬂgﬁﬂmmﬂmm{muﬁm chemical
shift (O) : 13.47, 19.62, 21.62, 22.94, 23.19, 26.16, 27.15, 32.11, 32.88, 234.05, 37.19, 37.98,
38.71, 47.82, 50.86, 52.44, 55.63, 68.98, 74.08 118£217.52 ppm (3U125) (113197124)

DEPT-135"'C NMR (CDCI,)

ﬂswﬂgﬁ’mgﬂunmﬂdju (up phase) 94 CH,, CH A1 chemical shift (O) : 13.47, 21.62,
26.16, 32.11, 50:86 112¢55:63 ppm (317125) (113147124)

ﬂﬁﬂgﬁ@jﬂlﬂmﬁﬂ (down phase) U939 CH, ﬁfh chemical shift (8) 1 19.62, 22.94, 23.19,
27.15, 34.05, 37.98, 38.71, 52.44 110 68.98 ppm (gﬂ“ﬁzs) (GﬂiN‘ﬁ24)

DEPT-90 “C NMR (CDCL,)

Usingdayana CH fie chemical shift (3) : 32.11, 50.86 1a55.63 ppm (3U725)

(M13199124)
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9 a [ <3 <3 4 ] 1 ] I
naveyadulsusaalnasuuaz®uwdNnTalnasy wunms 4 Wnztluasilse
o =KX o o a <Y A a o A
novlszianlamesihy Juhais 4 wuhmsieszialensewwaanlnlasines tiveg
lopouBaTuanatazmsuanuiavesassznoy Idunaaninasudegilii 26 Feozimudmo
TooowdaTuanai m/z wnu 320[M1(1), 302(2), 289(100), 271(11), 107(22), 55(18) taz
43(17) (31/926)

4
43.5. mamsias 5 THuSgniuazmiasianigas Insedsng

a3 5 Hdnuazilunanlagihdy & anaaudi 215-238 (F,14) lumsinedind Insan
Tanswiilvesdsaiaeiauediag (mimﬁs) c?qgﬂ%zéfaﬂﬁw‘imzmﬂwﬁmgwjmammuﬁ’u
Rauedan 50:50 sasdmlaesing nsowsnrAneenInmiThnhiudmde ez
Hrhiufimdesendreasazaeniiauedian wnszndldrantaglifunin  0.0ss nu
(0.003% Tﬂm‘i’mﬁﬂmmuﬁuﬁﬁ’ﬂ"lmﬁ’a) PANADUNAD 197 - 199 DIFIaIBE UA1 R AL
0.71 (Fanuaa : 50% ofauedaaluanmu) @13 5 azaielas luasazare lawnadalen
lya(DMSO) azaneldidnifeslu efaneding aaelsvlesy wmuea wnuea wazliazas
Twenwy  waznnnsisizias 5 faaiessansthiemaanlasalnd egms
AANAULTIVOIENT ﬂsmguaums@,ﬂﬂﬁuumqquﬁmmmmﬁ'u 264 W1 Tuwas (log€ =
5.51)ﬁ1w§’°umsﬁ’ﬂmmsmumaﬂmafga (Specific optical rotation) S";’]}’JEJL?I?E’N Polarimeter
WUNEN 5 Wan [0 1A -3° (CHCL; ¢=0.05)

aunsusaalnasy (KBr) uﬁmuaumi@,ﬂﬂﬁuumﬁmmﬁ (Vmax) : 3200-3400 (b),
1445(w), 1379(w) 122 1039(m) 1wuAmas " (31#27)

Tsmeududuensminasy ©pcl) dsngdyauveslysneudian chemical shift
(0) : 0.65(3H,s,H-19), 0.85(3H,s,H-18), 2.48(2H,t,J=1.7Hz,H-17) 1az3.88(1H,s,H-3) ppm (gﬂ‘ﬁ
28) (minﬁ%)

mTuew-13 1Buduednasu (CDCL) Usingdyanavesnseudien chemical
shift (O): 18.93, 21111, 23.35; 28.00, 28.20, 31.83, 32.32, 33.40, 36.74, 37.50, 42.15, 42.49,
43.57, 56.64, 57.81, 60.26, 73.50, 77.88 118282.32 ppm (;ﬂﬁ29) (M3199127)

DEPT-135 "C NMR (CDCI,)

1J31ﬂgt°fﬂu1mu1m§u (up phase) U931 CH,, CH ﬁi"h chemical shift (8) : 18.93, 21.11,
33.40, 36.74, 56.64, 60.26 128232 ppm (31/7129) (M3137127)

ﬂim;]ﬁ’tuutugmm (down phase) U934 CH, ﬁfh chemical shift (5) : 23.35, 28.00, 28.20,

31.83,32.32, 42.15, 43.57, 57.81 14873.50 ppm (311129) (M13199127)
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DEPT-90 "C NMR (CDCI,)
Usngdaw CH Aif1 chemical shift (O) : 18.93, 36.74, 56.64, 60.26 11aZ82.32 ppm
(3UM29) (M3199127)
o o a sy A a s A a
Wms 5 whmsanszianiowndmilnlasines eg losowdluanauas
9 v @ ~ B 3 v a ~
msuanuavesasisznen Iduuaalnasuasgn 30 Favzmiudmulesewseluanad
m/z IMA 308[M 1 (0.5), 291(100) 11az273(30) (3UN30)
ilesnnans 5 anvamilundngldiy nlszu R liannsadnunIaseadaves
= an S MY a o Y = 9 Yy g v A v
Hanlae T1ond-156 1@ lumsanserigas Ingeaseaededlesiesvoyaaannainia

Y 9
UVNAU

4
4.3.6. wamsias 6 IMuSqniuazn1sas19m1gas Iasediig

a3 6 ﬁﬁﬂymzﬁJummuﬁwﬁmgmﬁmﬂmfﬁu?fmﬁm I@nindanii 239275
(F,15) 1a2258-309 (F,16) lumsvimneduilnsinTansmlilvesdaiaefiauedinn (m1313i15)
FagnazdrefhazaenausznnaansiiUefiateding 50:50 sas1duTasd5unas nseq
wonveadsoannnduiiiniufudidos uazdainiuiimdesendrumsazaeniiaued
AR fauﬂiz‘fi’ﬂﬁ’mam%mﬁ’mgwuﬁmnu?qw%ﬁﬂ 0.645 NFU (0.043% Taenhmifnuenu
ada laude) yavaeumad 206 - 207 orUFAITE A1 R MDY 0.56 (BAN19a : 50% o8
uegaaluanian) @15 6 azaneldaluemuea wimuvea azaieldidntieslu wiauedian
aae Tsvesu iaz Wazaehuenau wazanmsins1znas 6 emIessans | Temamn
Tasalnd iflegnsganfuiasvesas Jsnginunsganauiasgegaiinnueady 250
w Tuwuns (log€ = 4.2) fc?TH%’“Umi"i’ﬂﬁwmswuumaﬂmaqa (Specific optical rotation) fe
1384 Polarimeter WU31813 6 Tl [OL, 1L -30° (CHCL; ¢=0.07) (37)

aususaa)nasy (KBr) uamgmums@ﬂﬂﬁuumﬁmmﬁ (Vmax) : 3414(s), 2948
(w), 1748(s), 1680(m), 1364(s), 1120(m) 11a2913(w) 1¥ifimas” (U3 1)

TseeuBuidues munasu (e Usngdunuveslysaendia chemical shift
(©) : 0.65(3H,s,H-19), 0.72(3H,s,H-18), 0.98(3H,s,H-20), 3.24(1H,dd,J=11.1,4.3Hz,H-17),
3.84(1H,d,J=2.8Hz,H-17"), 4.82(1H,s,H-13) 11az4.97(1H,s,H-3) ppm (gﬂ‘ﬁsz) (minﬁw)

mivew-13 Suduerfminasu (cbcl) Usngdyanavesnseudien chemical
shift (O) : 14.04, 15.58, 18.79, 25.24, 26.64, 28.41, 30.76, 36.36, 37.80, 38.76, 43.89, 44.83,

47.39, 51.93, 54.57, 75.09, 78.87, 110.78, 142.71 14a£218.34 ppm (2ﬂﬁ33) (M319N30)
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DEPT-135 "C NMR (CDCI,)

UsngdyaaTu (up phase) Y9 CH,, CH A1 chemical shift (O) : 14.04, 15.58,
28.41,44.83,51.93, 54.57, 75.09 11az78.87 ppm (3UN33) (M13199130)

U5 ngdaynaia9 (down phase) Y9 CH, 7111 chemical shift (O) : 18.79, 25.24, 26.64,
30.76, 36.36, 43.89 11az110.78 ppm (3UN33) (115190130)

DEPT-90 “C NMR (CDCL,)

Usngda i CH AiA1 chemical shift (O) : 44.83, 51.93, 54.57, 75.09 11az78.87 ppm
(3UN33) (M3199130)

9 a [ <3 < o @ 1 ] I
nnveyadudsusamlnasuazeweNnTalnaTy wunas 6 Wnztlumsise
o~ =2 o o a 7Y A A s A

nouldszinlamesihy Juhiens 6 wihmslnszidionsewuamilnlasimes e
lovouFaTuanatazmsuanuaauesasilsznoy launaanlnasudsgize Feozimuimy

Tooowda Tuanan m/z M 318[M 1(100), 300(6) 1az285(7) (31N34)

4.4 Namiﬂﬂae‘uqﬂ?jﬂN“Tf’;ﬂ1wmmmi‘u?qwéﬁawn‘lﬁ’dmmaﬁmg%a

pamsnageUgNEMaTanmesasusaniiuen v nunuvesduadala  Euphor-
bia antiquorum Linn. dousaauziians 5 siialunmmzides 16un waduzifariia Hep-G2
(1) SW620(811d) Chago(1/an) Kato-3(n32im1z01113) tag BT474 () vaaa 13 luanss
fie

PR

{ = 1 J (<] 3 a a a
A1519% 6 WﬁﬂTi‘ﬂﬂﬁ"E)Ui]TI‘ﬁ“I/]N%’JﬂWW@]fJ!G]faﬁiJ&ﬁ\ﬂ’N 6 ¥UA ﬂlﬂﬂﬁWiUﬁq%ﬁﬁlLﬂﬂqﬁﬂWﬂ

unueaa la
asuSqns % BATINITOAVDUBAANLIT

fuenld Hep-G2 SW620 Chago Kato-3 BT474
(A1) @'l o) (AFZIMN) (A1)

1 78 53 74 26 78

2 119 93 98 93 112

3 37 28 35 23 49

4 87 79 76 71 86

5 24 9 7 14 47

6 120 46 67 34 108

v
A

Weme ANuTUTUYeImsUTgnin ldmadoumiiiy 10 luTasnSu/dladans
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<o a’/‘ J <} a’/‘ a a S o J
NORANMINATDUYNTIVYUFAAUSIIING 5 “Huﬂﬂlﬂﬂﬁ']iﬂﬁq%‘ﬁﬁﬁﬂﬂ!wﬂllﬁl NWUN
=% o oaj a 4 < z a <o oa/‘
13 3 Uases 5 ‘ﬁf]“l/l‘ﬁﬁluﬂ']ﬁﬂﬂﬂﬂﬂ'lﬁmﬁfg‘ll@ﬂl“]faaugﬁﬂulﬁaﬂ\i 5 ¥UA 717 6 UFAPIYNTYVY
s 3 A o ¥ Y o & s g
LFAAUSLIINTURA SW62O(E’I"IUlﬁ) iag Kato-3(NTLINL) llﬂﬂ Uagas 1 UEANNIIUVIUFAANSIIY
Kato-3(N32IN1%)
[ 4 3 ~ Y] o’j a 4 <3 Y
10 % DATINITIVAUDIHEAANTLIN ﬁ']ﬁ‘ﬂﬁnﬂﬁﬂﬂllﬂﬁﬂ']iﬁ]'iﬂzjsll@%c]fﬁﬁllglﬁﬂllﬂﬂiﬂﬂ
Y J <

1903 1MIT0AVDUFAANLITIAINGT 50% AodNT 1 @133 @135 wazas 6 axgmi e IC,,

ao'l1) fap131an 7

i J a =4 o qs.:l a J < :/l a
M3 7 A1 1C,, VoA 3 UTgNFNa NI 0dUTINIT T YUBITAANLITING 6 VA

msu?qw? IC,, pg/ml
fuen'ld Hep-G2 SW620 Chago Kato-3 BT474
(A1) @le (o) (NTML) (1A1u)
1 7.0 5.2 >10 2.5 3.7
3 33 4.4 7.1 -4.8 4.6
5 2.9 4.1 5.3 -9.5 2.6
6 6.0 8.3 >10 -4.0 4.0

' '
AA o

d‘dl [ d' w YA 1 1Y a Aaa d!
asdlian 1, luszauneonsvlaneasniiar 1c, dni 3 lulasnsu/iaaans ¥

' g = s a o s
hlﬁl!ﬂ a13 5 IﬂElfff’lll’l'iflEﬂJEl\?ﬂ’liWiiUu"Uﬂ\ucﬁﬂaiJgﬁ\‘] Hep-G2 (@]‘U) Lastssaauetsy BT474 (Hgﬁ

Sldd'l [ a Aaa o w
uw) laana11c,,2.9 uaz2.6 lulasnsu/iiaaans audny
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anUsemanmsnaaey

a d Y c; [ a a
5.1 Ni’lﬂﬁ’J!ﬂi18‘Vi‘i"i1Qﬂiiﬂ‘ix‘lﬁ’%l“lx‘i‘llﬁx‘]%T“I‘iﬁ!!ﬁlﬂ‘lmuﬁﬂﬁﬂﬂlﬂﬂ!"lﬂﬂ!!ﬁ&ﬂﬂﬁ!!@‘]ﬁ

INANUNUAA 1A

a L4
5.1.1. NﬁﬂWﬁ'JLﬂﬁ'lgT‘iWWﬁj_ﬁ31‘?]3\‘]5%}1\1‘11@\1'6715 1

a3 1 T8nnaeduni TnsinTasns lilvesdaataenaudagnazdisdniasaonan
sernaenuiUeRaueFaa 50:50, 80:20 taz 90:10 sasiaulaslsunes Tanuaiiu
UAURANEIIIMIMTN 1265 3L -( 0.084% Tagviminveunuadalaute) ANDONHNA?
145 - 146 03rssaIFoa A1 R 11NNV 0.30 (FAn 1@ :50% onatoding luanisi)

vndususaaansy (Uil Ysinguaunsqanauseiiddiaii 1700, 1660 i
Auas nandnyuzvemyMTUeTa I 1648 IuANAT LARIANYUZYOIMYSaR Iz Y To

anrAa N d' [ d‘
anin HOUNITRANAULLEND U aanansluasnan 8

A1313% 8 aUMIGANAULAININIUNTITATI)NAT VR IAS 1

HOUMTYANAUIAA AN LAANENYAL

(FUANAT )

2962 — 2933 qa C-H dunubaois imunasveany CH,

2892 — 2866 9 C-H dunuyinesnauinasvesny CH,

1700 , 1660 q4,1hunan [ c=0 t%uuuuﬁmewyjﬂﬁmﬁa
1648 thupma, go | c=C duunufiaveanydafiuunzvyleailiin
1453 GR CH duuuusend iaunasveayy CH,
1430 G o-H duunwelussunveany) cH,

1390, 1380 49, Qo C-H dunuuse luszuuedwaumnasvoawy) CH,

3 g s o = = o '
1 llsaeuudueITalnasuvesas 1 (JUN12) (M31309) Usingdyaaveany

wila (CH,) N1A1 chemical shift (O) : 0.84, 0.98 waz1.05 ppm (3H,s, H-20, H-19 uazH-18
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ANAAL) ’c?ﬂumunmﬁ 4.64 ppm (1H,d,J=1.3Hz,H-17) 1a4.87 ppm (1H,d,J=1.0Hz,H-17") uaaq
anyuzyedny leaniin (C=CH,)

nndeyamivou-13 Buduoranlnnsuvesas 1 (qUi13) (M3niio) Usng
T auedmsUeu 20 dyaal uazn DEPT-135 (gﬂ‘ﬁls) itag DEPT-90 (gﬂﬁn) M
N3N CH, 3 i) Aofie chemical shift (3) : 25.95, 21.82 1AL 12.75 ppm Tivy CH, 8 W]
fiofi 20.00, 27.85, 31.16, 31.08, 37.16, 42.59, 44.54 1A107.14 ppm (LAAIANEUEVOINY ToA
7A4in) Tiv) CH 3 w1y feft 38.32, 51.82 1a255.30 ppm dauifimadedunlemesuuiaven 4
02ADN AT 37.59, 47.60, 47.67 11a2147.05 ppm UAZA UBTAMTUBNT 21639 LAz 216.50
ppm

yndeyaunamnasy GUite) wu'leeewBiluanail 300 ﬁqﬁuqmimaqaﬁa
C,H, 0, (Mnmsdnnald ¢ 80.00%, H 9.33%) thwmiiwauiaziuseg (DBE)1A
A 7

nmsdvdugudeyamedneimanilaslitoyanalnnsalnilfmuaiingn
WU a3 1 uaesteia lilsneunazn1sueu-13 wudNesanlnasy miloufums ent-
Atis-16-ene-3,14-dione (19) ﬁqmiwﬁ 9 1AL 10 é’lﬁlﬁu’hﬁﬁ 1 o a3 ent-Atis-16-ene-3,14-
dione Fadumuasansnlay Allick R.Lal tazamz o1 A./.1990 MINUAUYOIR Euphorbia
fidijaina (19)

17

/o

19 2 Tasaad19v09a13 1 1150813 ent-Atis-16-ene-3,14-dione

I S—



= < & 7 o = P o .
A1519N 9 Iﬂﬁﬁﬂulﬂulﬂuﬂﬁﬁlﬂﬂﬁiiﬂl’ﬂ\i?ﬂi 1 L‘].]ifJ‘UL‘VIfJ‘Uﬂ‘Uﬁﬁ ent-Atis-16-ene-3,

14-dione
AUHUY f11 chemical shift (ppm) 118 coupling constant (Hz)
Tilsmou a5 1 ent-Atis-16-ene-3,14-dione
H-1B 1.81(m) 1.84(ddd)
- J=134,6.3 3.1
H-la 1.33(m) 1.37(ddd)
= J=134,132 4.7
H-2[3 2.46(ddd) 2.57(ddd)
J=273,13.6, 4.5 J=15.8 132, 6.3
H-2a 2.35 (m) 2.34(m)
H-5 1.22(dd) 1.29(dd)
J=11624 J=12425
H-6p 1.65(m) 1.65(m)
H-6a 1.58(m) 1.52(m)
H-7B 2.35(m) 2.35(m)
H-7a 0.90(m) 0.92(m)

H-9 1.66(m) 1.65(m)
H-11B 1.66(m) 1.66(m)
H-11a 1.95(br t) 1.95(br dt)

H-12 2.68(t) 2.73(dddd)
J=238 J=25,3.7 3.0,3.0
H-13, 13’ 2.33(m); 2:31(m) 2.32(m),2.32(m)
H-15, 15 2.30(m), 2.36(m) 2.30(m), 2.34(m)
H-17 4.64(d) 4.69(dt)
J=13 J=2.111
H-17" 4.86(d) 4.90(dt)
J=10 J=24,11
180-Me 1.05(s) 1.09(s)
19B-Me 0.98(s) 1.02(s)
20B-Me 0.84(s) 0.88(s)
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A 7 s & 7 1y = ~ o .
ATTNN 10 MTUDU-13 L@‘L!L’é)il’f)ﬁmﬂﬂﬁih"ll@ﬂﬁﬁ 1 Lﬂiﬂ‘ﬂmﬂ‘]_lﬂ‘]_lﬁ'li ent-Atis-16-ene-3,

14-dione

AUHUY f1 chemical shift (ppm)

Mivou 13 1 ent-Atis-16-ene-3,14-dione
1 37.16(t) 37.20(t)
2 34.08(t) 34.10(t)
3 216.39(s) 216.50(s)
4 47.60(s) 47.60(s)
5 55.30(d) 55.30(d)
6 20.00(t) 20.00(t)
7 31.16(t) 31.20(t)
8 47.67(s) 47.70(s)
9 51.82(d) 51.80(d)
10 37.59(s) 37.60(s)
11 27.85(t) 27.90(t)
12 38.32(d) 38.30(d)
13 44.54(t) 44.60(t)
14 216.50(s) 216.60(s)
15 42.59(t) 42.60(t)
16 147.50(s) 147.10(s)
17 107.14(t) 107.20(t)
18 25.95(q) 26.00(q)
19 21.82(q) 21.90(q)
20 12.75(q) 12.80(q)

47



48

5.1.2. HAN3 AT IZHMIGAS 1A 983 19UBIA5 2

9 [ 4 =) Q' [ d! Y )
a5 2 lannaeaui Insinlasnimilvesdeaiaenisudgnrzalediazatondy
[ a a o [ 1 a o o
FEHIVONADTAANVNNIUDA 75:25 8a5187U Tasd5u1as tazanaeau lasuilasnsv
Hlvosdsaiawnatodiag FagnrzaleniazarendnszniensuiUeRaLoFaa 90:10,
o 1 Aa = I = 1 o @
80:20 1az75:25 dandiulaslsinas danvazidlunanlagduviamin 2.506 nsy ( 0.167%
Y
Tagthmiinveunuada lawds) 9arasuman 162 - 163 oA usadod A1 R, 1910 0.52 (F3
AR :25% teNaLegan lugnias)

o v

nndususamilnasy (3U015) dsinguaumseandunasidinyi 3437, 1076 1

]

AAS LAAIANUZYDINY laasenda (OH) Nl 1726, 1690 IHUANAT LAAIANHUSVDINY
4 -

miueila (C=0) uagi 909 WUAWAT LAl 1,1-disubstituted double bond YBIMY TN

( C=CH, ) uauMsganaunaIue daaadlumsem 11

M50 11 unumsganautasnnauisusadilnainvesas 2

LOUMIYANAULAT AN HEAIANHUL
(uAag )
3437, 1076 g9, thunan | -OH duuuuBaveIny laasenda
2925, 2851 1hunane thunaie | C-H dunpugany CH, , CH,
1726, 1690 RGN C=0 dunuVdavD MM Vot
1453 i C-H dununend s liauinasveany CH,
1382 unan C-H dU11119998 19 au1IATUBINY CH,
909 una C-HFuI119998 1990 N DN TEUIIVDHY Toa

a

UN

nnTlsaomdwdues mlansuvesans 2 (gﬂﬁm) (@15199117) Usingduyaraves
nyiuia (CH,) fifn chemical shift (O) -+ 0.82,0.98 UAL1.06 ppm (3Hjs, H-20; H1811a2H-10
ANAIA) ﬁ'ﬂumunm‘ﬁ' 4.83 ppm (1H,s,H-17") 1184.99 ppm (1H,s,H-17) UAAINHUZUDINY 10
ain ( C=CH, ) uazﬁaﬂmﬂnmﬁ 3.85 ppm (1H,d,J=2.8Hz,H-13) (@AIaNYUZUDY secondary
alcohol ( CH-OH )

nndeyamiuen-13 Buduosanlnaduvesns 2 U7 @awins) dang
TaauedmsUeu 20 dyanal uazn DEPT-135 (gﬂﬁn) 118z DEPT-90 (gﬂﬁn) Ml
N3N CH, 3 Wy Aofien chemical shift (3) : 13.65, 21.85 1A¥26.13 ppm My CH, 7 ¥y

Aofl 19.91, 25.31, 30.36, 34.05, 36.66, 43.62 11Az111.05 ppm (HAAENHUZYDINY ToaWin) I
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Wy CH 4 w3 Anfl 44.77, 51.04, 55.08 118275.05 ppm dufiianiiusemesiuiaiuou 4

PZABN AON 37.51, 47.27, 47.46 UAz142.27 ppm WazmIUBHaMIUOUN 216.14 1A2218.06

ppm
9 o A Aa A o os/l A
nndoyauvaanlnasy (3UA18) wulesouwaluanai 316 duinges luanade

C,H,0, @nmsanna’ld C 75.95%, H 8.86%) 1wnmismiuiuaziuseg (DBE)1A

MY 7
A o I = 1 &R o = 9 = as 4 4 9
s 2 Nanvuzdusanlaglunsdsihmsdnlaseaiiwanlagisond-15d  1a

a 4

%’mgaé’qmiwﬁlz, 13, 14, 15 uagle $I910N3IATIZHAIATOINONNAADS A1UITANA

[
=1

@ ! <3 1 @ @ <3|
Taseasrwanladegin 4 wazgili 5 waadldmunlaseadwndniidnvaziily  atisine

U

4 ]
diterpenc 29 AttazB 315190011819 (chair conformation) HazIFENABN UL trans-fused 1)
J o oA £ 3 1 g - [ @ A .
MIVOUALMINN 20 FuTlungNalmIInGEeRIDY  o-orientation LAz lalasiouves
7 o 1A = o o \ : = ! .
MIVOUA WKL 5 UMITAGeIANY  B-orientation 9 C  TFUTWIVY  twist-boat
conformation a3 D 1315191159 (boat conformation) AINE 1911
a o
nnmMsdudugudoyamadanemans Ineladoyamsdnln InsaInuazdoya
Yy = o A 2 A ¢ 4 & ¢
Taseardumannanuainanin lalSouiiioudeya lisneutazns uou-13 UV
@ Yo ~ ' A L . A
anlnasulddamnsnd 17 uagis wudtais 2 AvET Antiquorin (22) W30EN3 ent-(13s)-
1 £ ]
Hydroxyatis-16-ene-3,4-dione  $4AUNUATI45NIAY Min Zhi-da tazame 1ed) A.6.1989 910

duadalamufenu (5)

U7 3 Tnsears19v09a1s 2 U303 Antiquorin

B I



A Y Y =
AT NN 12 mﬂyaiﬂiﬁﬁﬁ’lﬂﬂﬁﬂﬂlﬂﬂﬁ’]i 2

Empirical formula

Formula weight
Temperature

Wavelength

Crystal system, space group

Unit cell dimensions

Volume

Z, Calculated density
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Limiting indices

Reflections collected / unique
Completeness to theta = 30.43
Max. and Min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fiton F°

Final R indidcs [T > 2 sigma(T)]
R indices (all data)

Absolute structure parameter

Largest diff. Peak and hold

50

C,,H,,0,
316.42

293(2) K

0.71073 A

orthorhombic, P212121
a=7.3663(2) A alpha=90 deg
b=12.5897(4) A beta=90 deg
c=18.3980(6) A gramma =90 deg
1706.22(9) A’

4,1.232 Mg/m’

0.081 mm"

688

0.50 x 0.40 x 0.40 mm.

1.96 to 30.43 deg

-9 <h<10, -17 S k<15, -2351526
12701 / 4895 [R(int) = 0.0141]
97.0%

0.9684 and 0.9607

Full-metricx least-squares on F
4895/0/287

1.062

R1=0.0329, wR2 = 0.0901
R1'=0.0365, wR = 0.0931

0.1(8)

0.200 and —0.145 e.A”
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A15197 13 Atomic coordinates (x10°) t1ag equivalent isotropic displacement parameters (A’x10)

Y9I 2
position X y z U (eq)
C(20) 3277(1) -22(1) 1331(1) 37(1)
0(2) 284(1) -1729(1) -654(1) 53(1)
C(21) 3241(4) 4902(1) 1749(1) 73(1)
C(1) 2868(2) 515(1) 18(1) 37(1)
CQ2) 2707(2) -623(1) -274(1) 43(1)
C(3) 836(2) -1096(1) -204(1) 36(1)
C4) -326(2) -839(1) 466(1) 36(1)
C(5) 92(1) 293(1) 779(1) 28(1)
C(6) -830(1) 493(1) 1516(1) 37(1)
C() -799(1) 1674(1) 1706(1) 39(1)
C(8) 1110(1) 2143(1) 1699(1) 31(1)
Cc) 2158(1) 1850(1) 990(1) 29(1)
C(10) 2123(1) 640(1) 798(1) 27(1)
c(11) 4100(2) 2354(1) 1009(1) 40(1)
C(12) 4377(2) 3025(1) 1705(1) 42(1)
C(13) 2918(2) 3860(1) 1735(1) 48(1)
C(14) 1023(2) 3381(1) 1738(1) 46(1)
C(15) 2226(2) 1839(1) 2364(1) 32(1)
C(16) 4174(2) 2282(1) 2357(1) 40(1)
C(18) -2338(2) -878(1) 229(1) 58(1)
C(19) 15(2) -1759(1) 1011(1) 55(1)
0o(1) 1647(1) 1354(1) 2884(1) 49(1)
0@4) 4545(2) 2836(1) 3010(1) 62(1)




M135197 14 ATNE1IWUTS (Bond length; A°) 1Az )y (Angle; deg) V041n59a5 19WANA1T 2

C(20)-C(10)
0(2)-C(3)
C(21)-C(13)
C(1)-C(2)
C(1)-C(10)
C(2)-C(3)
C(3)-C4)
C(4)-C(18)
C(4)-C(19)
C(4)-C(5)
C(5)-C(6)
C(5)-C(10)
C(6)-C(7)
C(7)-C(8)
C(8)-C(15)
C(8)-C(9)
C(8)-C(14)
C(9)-C(10)
C(9)-C(11)
C(11)-C(12)
C(12)-C(13)
C(12)-C(16)
C(13)-C(14)
C(15)-0(1)
C(15)-C(16)
C(16)-0(4)

1.5430(13)
1.2189(13)
1.3329(16)
1.5344(15)
1.5430(12)
1.5066(17)
1.5363(13)
1.5459(17)
1.5521(17)
1.5669(13)
1.5375(13)
1.5591(12)
1.5273(15)
1.5250(15)
1.5233(13)
1.5601(13)
1.5608(14)
1.5645(13)
1.5650(14)
1.5483(16)
1.5040(2)

1.5275(15)
1.5200(2)

1.2129(13)
1.5395(15)
1.4163(14)

C(2)-C(1)-C(10)
C(3)-C(2)-C(1)
0(2)-C(3)-C(2)
0(2)-C(3)-C(4)
C(3)-C(4)-C(18)
C(3)-C(4)-C(19)
C(18)-C(4)-C(19)
C(3)-C(4)-C(5)
C(18)-C(4)-C(5)
C(19)-C(4)-C(5)
C(6)-C(5)-C(10)
C(6)-C(5)-C(4)
C(10)-C(5)-C(4)
C(7)-C(6)-C(5)
C(8)-C(7)-C(6)
C(15)-C(8)-C(7)
C(15)-C(8)-C(9)
C(7)-C(8)-C(9)
C(15)-C(8)-C(14)
C(7)-C(8)-C(14)
C(9)-C(8)-C(14)
C(8)-C(9)-C(10)
C(8)-C(9)-C(11)
C(10)-C(9)-C(11)
C(1)-C(10)-C(20)
C(1)-C(10)-C(5)
C(20)-C(10)-C(5)
C(1)-C(10)-C(9)
C(20)-C(10)-C(9)

113.18(9)
114.17(9)
120.42(10)
119.76(10)
107.49(9)
105.73(9)
108.30(11)
112.10(8)
108.72(9)
114.24(9)
110.99(7)
112.69(8)
116.84(7)
110.79(9)
112.90(8)
113.17(8)
110.18(8)
111.82(7)
103.62(8)
110.40(9)
107.18(8)
114.29(7)
109.73(7)
114.52(8)
109.92(8)
106.95(7)
113.06(8)
107.66(7)
111.91(8)



C(5)-C(10)-C(9)
C(12)-C(11)-C(9)
C(13)-C(12)-C(16)
C(13)-C(12)-C(11)
C(16)-C(12)-C(11)
C(21)-C(13)-C(12)
C(12)-C(13)-C(14)
C(13)C(14)-C(8)
O(1)-C(15)-C(8)
O(1)-C(15)-C(16)
C(8)-C(15)-C(16)
0(4)-C(16)-C(12)
0(4)-C(16)-C(15)
C(12)-C(16)-C(15)
C(2)-C(3)-C(4)

107.07(7)
111.11(9)
109.22(10)
108.52(10)
107.59(9)
124.08(17)
112.24(9)
111.02(10)
124.81(10)
121.14(9)
113.88(8)
110.26(9)
110.54(10)
108.66(9)
119.68(9)
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A13519% 15 Anisotropic displacement parameters (A’x10°) v03es 2

54

position U111 U22 U33 U23 U13 U12
C(20) 36(1) 34(1) 40(1) 1(1) -5(1) 5(1)
0(2) 64(1) 54(1) 41(1) -20(1) 4(1) -5(1)
C(21) 129(1) 34(1) 56(1) 0(1) 9(1) -16(1)
C(1) 37(1) 44(1) 30(1) -6(1) 10(1) -3(1)
C(2) 43(1) 49(1) 38(1) -14(1) 10(1) 2(1)
C(3) 44(1) 33(1) 29(1) -5(1) 1(1) 4(1)
C(4) 38(1) 37(1) 31(1) -8(1) 4(1) -6(1)
C() 28(1) 31(1) 26(1) -4(1) 2(1) -1(1)
C(6) 31(1) 45(1) 35(1) -10(1) 9(1) -7(1)
C(7) 32(1) 47(1) 39(1) -14(1) 4(1) 5(1)
C(8) 34(1) 30(1) 28(1) -3(1) 0(1) 3(1)
C(9) 34(1) 29(1) 24(1) 1(1) 1(1) -1(1)
C(10) 27(1) 29(1) 24(1) -2(1) 4(1) 1(1)
cn 44(1) 42(1) 34(1) 0(1) 6(1) -14(1)
C(12) 53(1) 39(1) 35(1) 3(1) -1(1) -19(1)
C(13) 81(1) 31(1) 30(1) 2(1) -2(1) -9(1)
C(14) 65(1) 31(1) 42(1) -4(1) -7(1) 10(1)
C(1%) 42(1) 30(1) 26(1) -2(1) -1(1) -2(1)
C(16) 46(1) 39(1) 35(1) 4(1) -9(1) -10(1)
C(18) 40(1) 72(1) 62(1) 29(1) 3(1) -13(1)
C(19) 90(1) 36(1) 41(1) 0(1) 6(1) -17(1)
o(1) 62(1) 55(1) 30(1) 6(1) 4(1) -13(1)
0(4) 92(1) 57(1) 37(1) 7(1) -22(1) -34(1)
131911 16 Hydrogen bonds Y8913 2 (A° 118 deg.)
D-H...A d(D-H) d(H....A) d(D....A) <(DHA)
O(4)-H(60)...0(2)#1 0.82(2) 2.042) 2.8278(12) 161(2)
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A d o 7 1y = ~ 1y . i
ANTNN 17 I‘]Jﬁﬁﬂulﬂul’ﬂu’ﬂﬁﬁlﬂﬂﬁiuﬂl@ﬂﬁﬁ 2 Lﬂiﬂ‘ﬂmﬂllﬂ‘ﬂﬁ"li Antiquorin

AUHUY f11 chemical shift (ppm) 1182 coupling constant (Hz)
Tsaou 13 2 Antiquorin
H-1B 1.41(ddd) 1.39(ddd)
J=20.14, 12.91, 4.35 J=122,11.7,54
H-1a 1.81(m) 1.88(ddd)
3 J=12.2 54 32
H-2a 2.56(ddd) 2.56(ddd)
J=15.84,6.33, 2.65 J=14.3,11.7,54
H-2[3 2.32 (m) 2.38(ddd)
y J=143 3254
H-5a 1.28(dd) 1.35(dd)
J=1343,6.95 J=97 34
H-6a 1.54(m) 1.56(m)
H-6f3 1.53(m) 1.52(m)
H-7a 0.90(m) 1.00(ddd)
= J=11.0,10.0,3.0
H-7B 2.40(dd) 2.44(ddd)
J =490, 3.26 J=11.0, 3.0, 3.0
H-9a. 1.58(dd) 1.68(dd)
J=11.02, 6.01 J=105,54
H-11a 1.97(ddd) 2.02(ddd)
J=13.26,3.61, 3.61 J=12.5,105, 2.6
H-11P 1.73(m) 1.75(ddd)
- J=12.55426
H-12a 2.76(dd) 2.82(ddd)
J=15.87, 289 J=3.0 26,26
H-13P3 3.85(d) 3.88(d)
J=284 J=3.0
H-15 2.29(m) 2.30(m)
H-17,17 4.99(m), 4.83(m) 5.01(m), 4.85(m)
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AUHUY f1 chemical shift (ppm) 1182 coupling constant (Hz)

Tisaou 13 2 Antiquorin
18-Me 0.98(s) 1.01(s)
19-Me 1.06(s) 1.10(s)
20-Me 0.82(s) 0.84(s)
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A 7 s & 7 1y = ~ o . i
ATTNN 18 MTUDU-13 L@‘L!L’é)il’f)ﬁmﬂﬂﬁih"ll@ﬂﬁﬁ 2 Lﬂiﬂ‘ﬂmﬂ‘]_lﬂ‘]_lﬁ'li Antiquorin

AUHUY f1 chemical shift (ppm)

M3 o a9 2 Antiquorin
1 36.66(t) 36.70(t)
2 34.05(t) 34.07(t)
3 216.14(s) 216.00(s)
4 47.46(s) 47.50(s)
5 55.08(d) 55.15(d)
6 19.91(1) 19.95(t)
7 30.36(t) 30.39(t)
8 47.27(s) 47.31(s)
9 51.04(d) 51.50(d)
10 37.51(s) 37.56(s)
11 25.31(t) 25.35(t)
12 44.77(d) 44.80(d)
13 75.05(d) 75.15(d)
14 218.06(s) 218.00(s)
15 43.76(t) 43.71(t)
16 142.27(s) 142.30(s)
17 111.05(t) 111.10(t)
18 26.13(q) 26.17(q)
19 21.85(q) 21.98(q)
20 13.65(q) 13.71(q)

A = =} Y 9 1 4 o VA
Wonlseumey 1Asaas19veeans 1 Lazals 2087 WUNMSUDUAWNUIN 14 voans

< o ] ] a 1 o A & o 1 ] an
2 Lﬂumgmuwmwy‘"lameﬂma (OH) ANNVUDIET 1 mﬂumtmuwamgmwau (CHZ)

9
Y

Aad A a A £ Y . .
ANUUAT 1 ﬂT%M%ﬂLiﬂﬂﬂﬂ%@ﬁuQVlﬂ’N Deoxyantiquorin
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5.1.3. HAN3 AT 1EHMgAs 13983 19Ue3a13 3

9 [ 4 =) Q' [ d! Y )

a5 3 lannaeaui Insinlasnsmilvesdeaiaenisudignrzalediazalondy

FTHNWONAUOTAANVNNIUDD  60:40, 50:50 11az40:60 oaF1dIUIAsUSHIAT HazaIn
[ o =) A [ a a = 9 ) 1
apauu s Iasnsilvesdeanaenateding dignrzalediasalsnaussnIUanyy
] a a @ [ a Y] I < [ o
nulNatedan 7525 dandiulalsinas Tanvuztuvesudsoduguadunivin 0.941
Y

N3N (0.062% Tasthmiinuesunuada lauds) yanaouman 222 - 223 eeruzaiBod a1 R,
A 0.43 (FAN1AA : 25% toNauaging luaniyu)

'
v I3 a

a [ ~ A A o -1
nnoususamlnaTugUn19) Usnguaumsaanauuasnd g 3006 uANAS
@ Il J { a - [ 1 J a
ueadnyazveInyonen lud N 1762 wuAWAT uaAIANYU YDA Taums UBTa
(C=0) 1taz? 1677, 1654 IHUANAT HAAIANHULVIINYDAAY (C=C) LOUNTYANAUUAIDU

aauaadlumsnen 19

M3197 19 unumsganautasnnauisusadinasNveems 3

LLQUﬂWiﬂﬂﬂauuﬁﬂ ﬂ’NiJlesljiJ HaAIANHMUY

(FUAUAT )

3006 f c-C Funndavearydnen lud
2921 1una C-H dunuudaed iiaunasvesny CH,
2865 unan C-H dunuuiines1samnasvesny CH,
1762 9 =0 dunBavetvijian Tnuasveila
1677, 1654 @‘1;1, 11unang Cc=C é’mmuﬁmmwyjé’aﬁu
1442 & C-H dunusonde liaunasvoany cH,
1390 f C-H §UI1UL4008 N eAAT YOI CH,
1221 & -0 funuinvemyledmesmsveia
845 1 mnan C=C fuIULI00E 190N UENIFIILVDIHYSaRY

nnldsaouwdudueiminasuuesans 3 (3U120) (m13198120) Ysingdayanaves
Wi (CH,) A1 chemical shift (O) : 0.70, 0.84, 0.93 118%2.04 ppm (3H,s, H-20, H-19, H-18
wagH-17 MuaaY) , doyaIain 3.69 ppm (1H,s,H-14) uﬁmﬁﬂymwaw@waﬂhﬁ ag

=

dyy i 5.43 ppm (1H,d,J=5.3Hz,H-11) HaAIanHUS YDA
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nndeyansuen-13 BudueTmnasuvesdts 3 (Ui20) swdi2n) Using
YoynmvesnIsuew 20 dyana uazn DEPT-135 (311120) 1ag DEPT-90 (31/120) i+
N3WNANY CH, 4 1y AofiA1 chemical shift () : 8.67 (UEAIENHULYDINY vinyl methyl),
15.00, 21.92 11% 33.50 ppm {iMy] CH, 5 W1 A0f 18.44, 20.67, 34.14, 39.67 119£41.50 ppm T
Wy CH 4 1y Aol 51.63, 53.49, 54.47 ppm (LA@AIANHAULVDINIOWON l34) 11AZ104.10 ppm

~ 4

(LAAIBNHULVDINYDAAY) VADINDTUUTAMS DY 3 D2ADY ADN 33.50, 41.50 UAL61.18 ppm
q, pp

(%

a oA A A A A £ A
Llﬁgﬂll“f]aﬂu (CZC) 3 Wiq]l AN 125.19, 145.03 110 147.46 LLagﬂlﬁﬁ@ﬂﬂﬁu\iﬁu‘jﬂﬂllﬁﬂiﬁu
m3ueiia 170.62 ppm
Y [ ~ a ~ ] QBJ} A
nndoyauuaanlnesy (iN22) woleeowsaluanan 314 duinges luanadie
C,H,0, (Mnmsfnld C 76.43%. H 8.28%) 1Humduiunuaziuses (DBE) la
AU 8
Ay ) a o vy ~ o A
%1ﬂm'iﬁUﬂugmﬂlagaﬂNmmmﬁmTﬂﬂalcmlmgjamﬁmﬂﬂimﬁiﬂﬂ MNUUANNA
' < < 4 o @
WINUNFT 3 l,L’dm%@gaiﬂiﬁammzm{uau—13 Lﬂulmjmimﬂﬂmumdﬂumi Jolkinolide
A (19) N30 #15ent-8ai,140-Epoxyabieta-11,13(15)-dien-16,12-olide Aa15190 20 ua2l
dy Y I 1 A 4 / 2 Y 09/1 c .
¥lHuNa5 3 Aea1s Jolkinolide A FIAUNUATITN IAY Daizuke Uemura 18 Yoshimasa

Hirata (3/03a.61. 1972 NI INVDIAL Euphorbia jolkini Boiss. (44)

=

1 6 Tasaas19U09a13 3 ¥i3oeJolkinolide A

B ——



A d o 7 1y = ~ 1y . .
AT NN 20 Tﬂﬁmaugaumumsmﬂﬂmmmmi 3 Lﬂiﬂ‘ﬂmﬂllﬂ‘ﬂﬁ"li Jolkinolide A

AHUQ f11 chemical shift (ppm) 148 coupling constant (Hz)

Tilsnou /13 3 Jolkinolide A
H-1B 1.83(m) 1.85(m)
H-1a 1.36(m) 1.38(m)
H-2B 2.29(m) 2.30(m)
H-2a 2.09(m) 2.11(m)

H-3 1.20(m) 1.23(m)

H-5 3.47(s) 3.49(m)
H-6p 1.64(m) 1.65(m)
H-6a 1.51(m) 1.52(m)
H-7B 1.61(m) 1.63(ddd)

¥ J=2.1,44, 138
H-7a 2.12(m) 2.13(dt)
- J=155,55 138

H-9 2.60(d) 2.64(d)

ot J=54

H-11 5.43(d) 5.47(d)

J=53 J=54

H-14 3.69(s) 3.72(s)

17-Me 2.04(s) 2.07(s)
18a-Me 0.93(s) 0:95(s)
19B-Me 0.84(s) 0.86(s)
20B-Me 0.70(s) 0.73(s)
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A 7 3 7 1y = ~ o . i
ATTNN 21 AMTUDU-13 L@ul@‘llﬂﬁﬁlﬂﬂﬁih"ll@ﬂﬁﬁ 3 Lﬂiﬂ‘ﬂmﬂ‘llﬂllﬁ'li Jolkinolide A

AUHUY f1 chemical shift (ppm)

Mivou 13 3 Jolkinolide A
1 39.67(t) 39.90(t)
2 18.44(t) 18.50(t)
3 41.50(t) 41.50(t)
4 33.50(s) 33.50(s)
5 53.49(d) 53.50(d)
6 20.67(t) 20.90(t)
7 34.14(t) 34.20(t)
8 61.18(s) 61.20(s)
9 51.63(d) 51.90(d)
10 41.50(s) 41.50(s)
11 104.10(d) 104.10(d)
12 147.46(s) 147.50(s)
13 145.03(s) 145.10(s)
14 54.47(d) 54.50(d)
15 125.19(s) 125.20(s)
16 170.62(s) 170.70(s)
17 8.67(q) 8.70(q)
18 33.50(q) 33.50(q)
19 21:92(q) 21.90(q)
20 15.00(q) 15.00(q)
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5.1.4. HAN3 AT IZHMGAS 13983 19UBIA13 4

s 4 BvnneduilasinTnsnswlilvesdsadandaiedinn  Fagnazdiedani
azmNaANIYH IR LeRaLFIAA 60:40 Sas1auTaslTies Tanuuzilunsazidon
Fnmiin 0.230 ndu (0.015% Tagtiminveuruadalauie) AHAONINAT 165 - 166 BIMN
waiFea UA1 R, MM 0.76 (Fanuaa : 50% tohauedina luianisi)

v

nnduNsusaanlnasy (3U123) Usinguaumsganduuasiidifni 3437-3355 1

a - @ 1 a { a - v ] 4
mmm‘meaﬂymmmwyﬂamaﬂma(om uazh 1689 mumum‘uﬁmaﬂymzmawyjmi

voila (C=0) HouMmsganauuaIdus Aduaadluamsiei 22

M139% 22 unuMmsganautasIneustsadlnaT IR 4

LOUMIYANAULAT ALY HAANENH L
(ruAINAY )

3437-3355 Broad OH dunniauosny laasonda
2933 9 C-H dunuusesdie liaunasveany CH,
2859 unans C-H 114808 19a131AT YN CH,
1689 9 c-0 dunnudavesnymsveiia
1382 una C-H #1140 06 9e3NATYDIHY CH,
1046 unans C-OH dunuubavosvyioanoaod

nnliseeududuoimilnasuvesans 4 (3UA24) @151023) Usingdyanaves
Wiia (CH,) A chemical shift (O) :1.02, 1.05 11az1.09 ppm (3H,s, H-19, H-18 1agH-20
MNAAL), dey i 3.38 1az3.52 ppm (2H,q,J=10.9H2)UdAIANYULYOINY primary alcohol
(R-CH,-OH)
) 7 3 % o ~ A
MNVBYANTUBU-13 BN arlnaTuveas 4 (3125 @131eN24) 15ng

ToynauednsUen 20 dayanal wagan DEPT-135 (31A25) uag DEPT-90 (3U725) sl

N31WNY CH, 3 Wy AofiA1 chemical shift (O) : 13.47, 21.62 118226.16 ppm Uy CH, 9 W]
ADT 19.62, 22.94, 23.19, 27.15, 34.05, 37.98, 38.71, 52.44 11a268.98 ppm 1Hy CH 3 1y Ao
32.11, 50.86 WA 55.63 ppm NAIBINDTUUTATUSY 4 DzAON AON 32.88, 37.19, 47.82 1Ay

A A A = 1A J a J ~
74.08 HASVHADDNHUINYADAITUDUANITUDUN 217.51 ppm
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9 o A a A o 09/’ A
nndeyaunamilnasy (3UNR26) wulesowdaluanan 320 duiugasluanade
C,H,0, (@nmssnnmld C 75.00%, H 10.00%) wWunmidmiuiaaziiuszg (DBE)1A
M 5
9 v

nAMsduAugudeyamaInamans lnsldvoyanwanlnlasalall Wanuaiinan

1 <] <3 o Y
VWU 4 uaastoyallsaeunazmsuou-1310uoN01s d1lnaTuATINUAS ent-160.,17-

[ { 3 < '

Dihydroxyatisan-3-one(18) #3401514% 23 1az24 ¥1¥Hiuiais 4 Avasent-160,17- Dihydroxy
. 2Ly o . A o ' Y
atisan-3-one BIAUNDASUITNIAY Allick RLal uazame tWolla.d. 1990 1NUAUUDIAY

Euphorbia fidjiana (18)

U 7 Tnseai1aveddns 4 Hieas ent-160L,17- Dihydroxyatisan-3-one

B S—



A d o 7 o = ~ o
AT NN 23 T‘]Jﬁﬁﬂulﬂul@hﬂﬁﬁlﬂﬂ@h‘u@ﬂﬁﬁ 4 L‘iJ'iEJ‘]JWIEJ‘Uﬂ‘Uﬁ'ﬁ ent-160(,17- Dihydroxy

atisan-3-one

AN f1 chemical shift (ppm) 14a% coupling constant (Hz)
Tilsaou 19 4 ent-160L,17- Dihydroxyatisan-3-one
H-1PB 1.88(m) 1.85(m)
H-1a 1.39(m) 1.38(m)
H-2P 2.47(m) 2.58(ddd)
= J=6.9 123, 16.0
H-2a 2.34(m) 2.33(ddd)
- J=326.0 16.0
H-5 1.31(m) 1.30(m)
H-6[3 1.43(m) 1.45(m)
H-6a 1.43(m) 1.45(m)
H-7B 1.40(m) 1.42(m)
H-7a 1.17(m) 1.18(m)

H-9 1.34(m) 1.32(m)
H-11B 1.26(m) 1.24(m)
H-11a 2.04(m) 2.03(m)

H-12 1.83(qn) 1.82(qn)
J =32 J=3.0
H-13 1.50(m) 1.50(m)
H-13' 1:67(m) 1.63(m)
H-14 0.71(m) 0.82(m)
H-14" 1.91(m) 1.87(m)
H-15 1.12(m) 1.10(m)
H-15" 1.24(m) 1.24(m)
H17,17" 3.38,3.52 (Abg) 3.43,3.57 (Abg)
J=10.95 J=109
18-Me 1.05(s) 1.07(s)
19-Me 1.02(s) 1.04(s)
20-Me 1.09(s) 1.11(s)
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A 7 s & 7 o = ~ o .
ATTNN 24 AMTUDU-13 L@ul@‘llﬂﬁﬁlﬂﬂﬂhﬂl’ﬂﬂﬁﬁ 4 L‘].]ifJ‘]JWIEJ‘]Jﬂ‘]Jﬁ'Ii ent-160,17- Dihydro

xyatisan-3-one

AUNU f1 chemical shift (ppm)
Miveu 134 ent-160.,17-Dihydroxyatisan-3-one
1 37.98(t) 38.00(t)
2 34.05(t) 34.00(t)
3 217.51(s) 217.50(s)
4 47.82(s) 47.60(s)
5 55.63(d) 55.60(d)
6 19.62(t) 19.60(t)
7 38.71(t) 38.70(t)
8 32.88(s) 32.80(s)
9 50.86(d) 50.80(d)
10 37.19(s) 37.20(s)
11 22.94(t) 22.90(t)
12 32.11(d) 32.10(d)
13 23.19() 23.20(t)
14 27.15(t) 27.20(t)
15 52.44(t) 52.40(t)
16 74.08(s) 74.10(s)
17 68.98(t) 68.90(t)
18 26.16(q) 26.10(q)
19 21.62(q) 21.60(q)
20 13.47(q) 13:40(q)
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5.1.5. HAN3 AT 1EHMIgAs 13983 19U83a15 5

Y [ 4 = Q' [ a a d! Y o o
a5 5 ldeneeduilasunlasnsmilvesdeanaeiatedng  Fagnwszaleaih
' o a a @ 1 a A v [ =
azagNaNIEHINENIEUI U NaLREINa 50:50 daT1aulaslsnes Nanvazilunanlagl
< Y @ g’ @ ' @
WUMIIn 0.055 NS ( 0.003% Tamiminveunuddalauie) yavasumad 197 - 199 8
waiFea UA1 R, MM 0.71 (Fanuea : 50% tohauedina luianisi)
nnduNsusaanlnasy (31127) Usinguaumsganduuasidrfigi 3200-3400 15ud

WA AANENEMZYeINY 18nTondFa(OH) 1Az 1039 1HUAAT  HAAIANYUTYBINY

primary alcohol HRUMIAANAULAIDUS ALLEAT1UA13199 25

A13190 25 ouMmsganauuaInnaususaanlnasuve s 5

LOUMIANAULAT ALY HAANENH L
(sUANAT )
3200-3400 Broad OH dunuuavenylaasonda

2933 9 C-H dunuusesdie liauinasveany CH,
2874 unans C-H 114808 19a131AT YN CH,
1445 M C-H dununaeetia limnnasvoawy CH,
1379 &1 C-H A1LU1900819013NATV0aHY CH,
1039 unan C-OH dunuBavoswijuoanoaed

2 < s o A ~ o
1 llsaouudueITalnasuvesas 5 (31UN28) (a1519N26) Usngdyninves

Wiiia (CH,) ffN chemical shift (O) +0.65 11A20.85 ppin (3H,s, H-19 ttazH-18 Awa1a1)

v
3 [

FuIUN 2.48 ppm (2H,t,J=1.7Hz) uﬁmé“ﬂymzmawyj primary alcohol ( R-CH,-OH) tlag

g 9

'
(3 =

aYIUN 3.88 ppm (1H,s,H-3) uﬁmé’ﬂymwewyj secondary alcohol ( CH-OH)
) s 3 s o ~ ~
MNTBYANTUBU-13 BwBNosarlnaTuveas 5 (§UN29) @131n27) 1sng
Tynavedmsuen 19 dayanar wagan DEPT-135 (3U129) uag DEPT-90 (3U#129) virld
NIIWNANY CH, 2 Wy ABTAAN chemical shift (O) : 21.11 118233.40 ppm 1My CH, 9 Wy Aoh
23.35, 28.00, 28.20, 31.83, 32.32, 42.15, 43.57, 57.81 11az73.50 ppm 3y CH 5 Wy fohl 18.93,
36.74, 56.64, 60.26 119282.32 ppm NMaBITUAILINBTUUTAITUBY 3 BZABN ADT 37.50, 42.49

1UaE77.88 ppm
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Y o A a A @ o’/’ A

uaznndeyaunaaninasy (31130) wuleoewdiluanah 308 duingas luanad

' <3| o ) ° o 1

wnzilufe C,H,0, Mnmssimld C 74.02%, H 10.39%) 1nmisiuiaasiuseg

(DBE) lauinu 4
a 4 quJ : J

nnmsauAugIudoyanInemans Inelddoyaneainlnsalail navuannan

] 1A a Sy Aay @ A A . . A

nlununiiasusgns leiildeyansetuals 5 Uiiieaa1s ent-atisane-3p,1601,17-triol i)

Y J <] 3 J o Y A Y @ ~ A aw

Joyamsveu-13 wuduosmilnasulndifsadums 5 @wIen 27 uaiiednInnuIY
@ 1 Il < <] J @ 0 < < J @

aenan lifidoya Tsaoududwersanlnasy  Juhideyalsaeududuersanlnasuves

. . = Y Y A [ .
@13 ent-160.,17-Dihydroxyatisan-3-one a1 Inssaanalnanesnuans ent-atisane-3f3,16a.,17-
[ { [ 1 < '
triol 11 lumsnlSeuiisunnu asarsan 26 lnsandeyasanarerniullldiies 5 o
) Yy o . R o i
g3 1n33a3 N InARsINUaT ent-atisane-3B,1601,17-triol FIAUNVATIUINIAY Satti N.K.LaY

=

AU LUD

G

A.7.1988 91AAIU rhizome VOIRY Euphorbia acualis (10) #917133a1831a15 5 1314

QJ a 1

a Ao 1 = o (Y 1 4 .
msvigniatialninds ldweldiimsanauen launeunniialuied  Euphorbiaceae 1@
A A o ya (A 9 (= 1 o a J
wesnna1s 5 AanaugneanialatilFuaniaenin hiisanedemailunsginigas
a o &
Tn39e319 TAe3T 2-Dimension NMR 'H-'H COSY wag'H-"C cosy 14 deduiludeslddoya
= QaJJ d' 1 d’di) Y [ 1 v A
e aln TasaTnilianuaiina1am wazasiideyalndifesivens 5 selumsduiivgiu
Y
Taseds 19voamsmnin

17
~CH,OH

N

OH

15

18 19

51091 8 TA39a319@15 ent-atisane-3B, 16t, 17-triol

s —

17
CH,OH

\OH

15

H [ I~
1% 9 Taseasunamanazidluvesans 5

I E—



= 2 & 7 o = = o .
A1319N 26 T‘]Jﬁﬁﬂulﬂul’ﬂu’ﬂﬁﬁlﬂﬂﬁilﬂl@ﬂ?ﬂi 5 Lﬂiﬂllmﬂ‘]_lﬂﬂﬁ"li ent-160,17-Dihydroxy

atisan-3-one

AUHUY f11 chemical shift (ppm) 118 coupling constant (Hz)
Tilsaou 13 5 ent-160L,17-Dihydroxyatisan-3-one

H-1B 1.85(m) 1.85(m)
H-1a 1.02(m) 1.38(m)
H-28 3.25(dddd) 2.58(ddd)

J=06.27,6.00,5.12, 5.28 J=6.9 123, 16.0
H-2a 2.96(m) 2.33(ddd)
= J=326.0 16.0

H-3 3.88(s) -

H-5 1.30(m) 1.30(m)
H-6p 1.46(m) 1.45(m)
H-6a 1.46(m) 1.45(m)
H-7B 1.43(m) 1.42(m)
H-7a 0.96(m) 1.18(m)

H-9 1.32(m) 1.32(m)
H-10 0.90(m) -

H-11B 1.24(m) 1.24(m)
H-11la 1.68(m) 2.03(m)
H-12 1.80(m) 1.82(gqn)
- J=3.0
H-13, 13’ 1.48(m); 1:63(m) 1.50(m), 1.63(m)
H-14, 14’ 0.81(m), 1.89(m) 0.82(m), 1.87(m)
H-15) 15 2.48(1) 1:10(m), 1.24(m)
J=17 -
H-17, 17’ 437(d)J = 5.19 3.43,3.57 (Abq)
445(1t)J =573 J=109
18-Me 0.85(s) 1.07(s)
19-Me 0.65(m) 1.04(s)
20-Me - 1.11(s)
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A 7 3 7 1y = ~ o .
AT NN 25 ﬂ'li‘U’f)u-l3L61!L’é)11’f)1§ﬁlﬂﬂﬂﬁwll’f)\1ﬁﬁ 5 L‘].]iEJ‘]JWIEJ‘]Jﬂ‘]Jﬁﬁ ent-atlsane-3[3,l6ot,

17- triol

AUNU f1 chemical shift (ppm)

MU a15 5 ent-atisane-3[3,16aL,17-triol
1 42.15(t) 42.00(t)
2 32.32(t) 32.00(t)
3 82.32(d) 82.00(d)
4 42.49(s) 42.00(s)
5 60.26(d) 59.50(d)
6 23.35(t) 23.50(t)
7 43.57(t) 43.30(t)
8 37.50(s) 38.00(s)
9 56.64(d) 56.00(d)
10 18.93(d) 32.50(s)
11 28.00(t) 28.20(t)
12 36.74(d) 36.00(d)
13 28.20(t) 28.20(t)
14 31.83(t) 31.00(t)
15 57.81(t) 57.00(t)
16 77.88(s) 77.00(s)
17 73.50(t) 73.50(t)
18 33.40(q) 33.50(q)
19 21.11(q) 21.00(q)
20 - 14.00(q)
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5.1.6. HAN13 AT IEHMIGAS 1A IE319UBIAT 6

a3 6 1nnneduilasinTnsnswlilvesdsadandaiedinn  Fagnazdiedari
avaonausz Ui Ueiatedian 50:50 dasidaulavySues Hanvuziuveds
AT IUAVIINIIN 0.645 NSV ( 0.043% Taotiminveuruadalauie yAMaDNINAT 206 -
207 DaFNIsAIFEA UA1 R, MIAU 0.56 (FaN1aa : 50% LoNaudFian luanir)

nndurlsusaalnesy U3 dnnguannsgandunasiididyfl 3496, 3414
wudmas ieasdnpazueany laasondaOH) @i 1748 wufAwns uaasdnbazveanyas
Yoia (C=0) agh 1680, 913 1 UAMAT HAAIE DB MUY ToaTN HauMIgAnauIaY

d‘ Q d‘
auq awaaelua1sian 28

M13197 28 unuMIganauLaIINeuNs usAdInAT NI 6

LOUNMTYANAUIAT AN HAAIANHUE
(IFUALIAT )

3496, 3414 Yunag, ga OH é’ugmuﬁmawﬂamaﬂ@a
2948 aunang C-H dunusende liauinasveany CH,
2859 & C-H t‘%"uuumaafmauwmmmwy: CH,
1748 9 =0 dunuuBavesjmiveiia

1680, 913 thuna, & Cc=C éfwmm’e)afiN@aﬂuaﬂizmmmwgiaﬁ'ﬂﬁﬂ
1364 9 C-H Auii00819d1NAs VoY CH,

1120, 1080 1hunais C-OH ﬁ’ugmuﬁﬂmmwyjsecondary alcohol

nnTlsnemduduersminasuvesns 6 (zU32) M3dize) Usngdaaaves
wiymiia (CH,) A1 chemical shift (8) : 0.65, 0.76 1120.99 ppm (3H,s, H-19, H-18 11azH-20
AUAINY), éf’numunmﬁ 3.21(1H,dd,J=11.1,4.3HzH-17)  11a3.84 " ppm (1H,d,J=2.8Hz,H-17")
mmﬁ’ﬂymmawy: secondary alcohol ( CH-OH ), ﬁ’@i})limﬁ 4.82 1ag 4.97 ppm(1H,s, H-13
agH-3 MUAAL) uaaIanyazyeIny loantin (C=CH,)

nndeyamsuen-13 Buduorsanlnaduvesans 6 GUA33) (M31A30) Uing
”ﬂgmﬂmmmm{uau 20 dyyal HAazIIN DEPT-135 (gﬂﬁss) 1tae DEPT-90 (gﬂﬁ33) wln
N3N CH, 3 1) Aofie chemical shift (3) : 14.04, 15.58 uax28.41 ppm 1y CH, 7 ¥y
fiofl 18.79, 25.24, 26.64, 30.76, 36.36, 43.89 UA110.78 ppm §MY CH 5 Wy Aofi 44.83, 51.93,

54.57,75.09 (LeASANHUZYDI secondary alcohol) L1aE78.87 ppm (LHAAIANHULYD secondary
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alcohol) TAIBINBTLUUTATUDY 4 BEABY ADT 37.80, 38.67, 47.39 A2 142.71 ppm UAzHA®
dnilavyemsueiiansuoui 218.34 ppm
Y [ A a ~ o aszl A
nndeyaunaminasy (GUN34) wulesowdaluanain 318 duiugasTuanane
C,H,,0, (Mnmsdnnald ¢ 75.47%, H 9.43%) thunmdwiniwaziuseg (DBE) 14

207730
A 6
9 v
nAMsdudugudeyamaInnmans lnslivoyanwanlnlasalall Wnuaiinan
1 9 J < < J @ Y
VIMUNAS 6 uaastoyallsaeunazas uou-130ueN015 A1lnaTuATINUMS ent-13,3p-
. . [ ~ dy Y 1 A
dihydroxy-14-oxo-atis-16-ene (37) ANQNTNN 27 LLAL28 ¥ldamunas 6 Aeans ent-13,3[3-
1 E4 )
dihydroxy-14-oxo-atis-16-ene FIAUNUASIITA IAY Zhong-Jian Jiallg AL otla.f. 1990 910

FINVRIAY Euphorbia sieboldiana (37)

517 10 T59a3 1990915 6 W3 01T ent-13,3B-dihydroxy-14-oxo-atis-16-ene



A d o 7 o a A o
A1 NN 29 I‘]Jﬁﬁﬂulﬂul’ﬂu’ﬂﬁﬁlﬂﬂﬁiuﬂl@ﬂﬁﬁ 6 Lﬂiﬂ‘ﬂmﬂllﬂ‘ﬂﬁ"li ent-l3,3[3-dihydr0xy-

14-oxo0-atis-16-ene

AHUY f11 chemical shift (ppm) 181 coupling constant (Hz)
Tilsaou 13 6 ent-13,33-dihydroxy-14-oxo-atis-16-ene

H-3 4.97(s) 4.99(s)

H-13 4.82(s) 4.83(s)

H-17 3.24(dd) 3.21(dd)

J=11.1,43 J=116,4.4
H-17' 3.84(d) 3.85(d)
J=238 J=3

H-18 0.72(s) 0.76(s)

H-19 0.65(s) 0.65(s)

H-20 0.98(s) 0.99(s)
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A 7 s & 7 1y = ~ o .
A1TNN 30 MTUDU-13 L@ul@‘llﬂﬁﬁlﬂﬂﬁih"ll’ﬂﬂﬁﬁ 6 Lﬂiﬂ‘]JWlfJ‘]Jﬂ‘]Jﬁ'li ent-l3,3[3-d1hydr0xy-

14-oxo0-atis-16-ene

AUNU f1 chemical shift (ppm)
Miveu 13 6 ent-13,33-dihydroxy-14-oxo-atis-16-ene
1 36.36(t) 36.45(t)
2 26.64(t) 26.60(t)
3 78.87(d) 78.87(d)
4 38.67(s) 38.70(s)
5 54.57(d) 54.06(d)
6 18.79(t) 18.84(t)
7 30.76(t) 30.83(t)
8 47.39(s) 47.43(s)
9 51.93(d) 52.02(d)
10 37.80(s) 37.84(s)
11 25.24(t) 25.31(t)
12 44.33(d) 44.91(d)
13 75.09(d) 75.12(d)
14 218.34(s) 218.23(s)
15 43.89(t) 43.94(t)
16 142.71(s) 142.76(s)
17 110.78(t) 110.75(t)
18 2841(q) 28.45(q)
19 15.58(q) 15.61(q)
20 14.04(q) 14.07(q)
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A a A g 4 = 1 o & Y Yo o
UNUNINN S mim’qmm‘ﬂumﬂﬂizﬂeumqmmmgmuﬁaﬂ% “ﬁﬁllﬂﬂqﬂiﬂﬂﬁlﬂﬂﬂ?“ﬂ?ﬁg'ﬂTﬂ

LN ULAZIONALLDFIAR

1 U YV
UNUAAA lANT

(1.5 nlansw)

_ deanaluanay

(15.6 N5N)

‘Q' o =
| Faanaluena
=%

HaBINN

(62 N5Y)

@13 1 HANUAUEUIIIT 1.265 NT
ent-Atis-16-ene-3,14-doine n3o Deoxyantiquorin
C,,H,;0, ; Mw 300 ; mp. 145-146 °C
= 1 %
L a5 2 wanTlagduna 0.350 5y
ent-(13S)-Hydroxyatis-16-ene-3,14-dione
W3e Antiquorin

C,,H,s0, : Mw 316 ; mp. 162-163 °C

413 3 voudeadagIu a7 0.752 N5y
ent-8a, 140.-Epoxyabieta-11,13(15)-dien-16,12-
olide 39 Jolkinolide A
C,,H,0, ; Mw 314 ; mp. 222-223 °C

— @13 2 Hanlaguna 2.156 N3
ent-(13S)-Hydroxyatis-16-ene-3,14-dione
3o Antiquorin
C,,H,,0, : Mw 316 ; mp. 162-163 °C

L 913 3 vouuAeadagINA) 0.186 N5
ent-8at,140-Epoxyabieta-11,13(15)-dien-16,12-
olide #39 Jolkinolide A
C,H50, ; Mw 314 ;:mp.222-223 °C

L 815 4 R9AZIDIATUI 0.230 N5
ent-16a, 17-Dihydroxyatisan-3-one
C,,H,,0, ; Mw 320 ; mp. 165-166 °C

=2 <3 o
— @13 5 wanlagliin 0.055 N5

4
=

msvTgniatialnids linswges Tnsead

C,,H,,0, ; Mw 308 ; mp. 197-199 °C

197732

L 913 6 VoUARFUTIUFV 0.645 NTY
ent-13,33-dihydroxy-14-oxo-atis-16-ene

C,,H,,0,; Mw 318 ; mp. 206-207 °C

20773073
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