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STUDY ON CHEMICAL CONSTITUENTS FROM CRUDE DICHLOROMETHANE
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Puttirat Saraban. (2004). Study on chemical constituents from crude dichloromethane and crude ethyl
acetate extracts of Diospyros rubra Lec.. Master thesis, M.Sc. (Biological Chemistry).
Bangkok : Graduate school, Srinakharinwirot University. Advisor Committee : Assoc. Prof.

Dr. Supaluk Prachayasittikul, Prof. Dr. Somsak Ruchirawat

Diospyros rubra Lec., a Thai medicinal plant belonging to family Ebenaceae, has been used
as indigenous medicine for antimicrobial, antituberculosis, diuretic and analgesic actions. To date
chemical constituents of the Diospyros rubra Lec. have not yet been reported. Our first investigation
on its crude dichloromethane and crude ethyl actate extracts led to the isolation of six compounds.
Three isolates from crude dichloromethane extract are lupeol, lupenone and betulin. In addition,
three isolated compounds from crude ethyl acetate extracts are lupeol acetate, 28-acetylbetulin and

S-sitosteryl-3-O-4-D-glucopyranoside.
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a3 lungu triterpenoids A9 Tupeol (1) UA taraxerol (2) uaza15inulungy naphthoquinones Ao
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Tao33 TnsunInnsftuuunedinil8as diosquinone (13) oz s finon 18 l@nygnins
SufaunfiGounsuuiniazunsyay wudas diosquinone (13) 1oz plumbagin (17) annsaduds
HUAREIUATNDIN Staphylococcus aureus NCTC6571 Wag Staphylococcus aureus E,T 1% Tauly
s TudSunanasdudu 3-30 pg/ml uaz 400 pg/mL ARy tT"Jui]‘Vli?(‘INﬂ’lig‘ljgﬂlt‘ljﬂﬁﬁﬂ
UAINAY Escherichia coli KL16 W% Pseudomonas aeruginosa NCTC6750 ﬁ,:u diosquinone (13)
pongn? IR LU 5018 15-16 pg/mL, dau plumbagin (17) Aindiudy 600 pg/mL 39
AMNTO8USs Escherichia coli KL16 18 usliaunsotuds Pseudomonas aeruginosa NCTC6750
TaoulSoueudy penicillin streptomycin gentamycin 402 ampicilin

qnt 1ensuaznuy (Sutthivaiyakit, et al. 1995 : 295) 1aAnyIn1susna1sdsensyn
1l RenuR I¥03AY Diospyros rhodocalyx @z 1nu1) TAsAAAAIY hexane ethyl acetate MAZ
methanol 190 18indeq soxhet uazthasadad 1 anua luonuaz i i uSqns Tae3s
Tnsu Inasuvunedind 1daslu ﬂtju triterpenoids Ao lupeol (1) taraxerol (2) lupenone (5)
betulin (7) betulinic acid (14) taraxeryl acetate (18) AT 1u ﬂ’c]lil steroids A ® stigmast-4-en-3-
one (19) A stigmast-4-en-3-one 1-0 -ethyl-FD-glucopyranoside (20)
NN ez AUE (Paknikar, et al. 1996 : 931-933) laAnyINIsHENTIsUsTAOURINTINYOS
Au Diospyros kaki Thunb var. sylvestris Makino UWa¥ Diospyros kaki Thunb Tav 115100 94U
Diospyros kaki Thunb var. sylvestris Makino W18 AA2Y methanol AL 18715®fA methanol 11
MINSULRAIUNITASAIY (partition) TTHI hexane-11 11013 AAATY hexane WIEAHALIR
uign 1a633 TnsunInnsfuuunedind18a 15 lungy titerpenoids A8 lupeol (1) 715 Tungu

naphthoquinones Ao 7-methyljuglone (21) a2 @15 14 A ii U benzopyrones Ao bis-4-hydroxy-5-

Ed
S s o

methylcoumarin #39 gerberinol (22) nqu3duiidsldasaa1591n35 1Ay Diospyros kaki Thunb
#0 chloroform tdnhmnsadai 1 llunuazilduSqnilasis InsinTnnsWuuunedniuoz
Fmaansdn 18esInifioglungu benzopyrones #1o 11-methylgerberinol (23)

f U¥9 Az § (Kuo, Chang & Kuo : 1997 : 1135-1137) 1afnumazusnaisdszney
ninuny 1fvesdu Diospyros maritima Tat\i e fad 28 ethanol LAIIA1TAAA ethanol UMY
drumsaza1sly hexane : 111 1IMTUII1A1582010 hexane # 14N MY sd Mz EBnadaly
BuOH : 1 14a15ara BuOH wdnhllusnuagihfusqnd 1ae3s TannTnasfvoanasuuy
AUITOUSYN (High Performance Liquid Chromatography, HPLC) WU n ﬂiuﬂdn triterpenoids
f1B 3-(E)-Feruloylbetulin (24) 40z 28-acetyl-3-(E)-coumaroylbetulin (25) sazfanudis lunquids)

flufe taraxerol (2) betulin (7) 1182 erythrodiol (26)



_fUATAMEY (Kuo, etal . 1997 : 363-365) laAnuiuazuona1stsensusnindiduveau
Diospyros maritima Blume Tasimafindae ethanol 1171 1@159AA ethanol ﬁ"lé’mﬁﬁmiaé’w
hexane W& N3 AfASY hexane Tuonuazi s ans las3s s Innsfluvunedniuaz
Y51 InnauesnMauuaNssau g (High Performance Liquid Chromatography HPLC) Wu
a5 inailu ﬂq'll triterpenoids ﬁlﬂu coumaric acid ester 489 lupeol fio dioslupecin A (27) Uzt
WU U nq’mﬁmﬁuﬁa lupeot (1) lupeone (5) 181 taraxerone (9) au mﬂundu steroids ‘?llwﬂ
Ane B-sitosterol (10) stigmast-4-en-3-one (19) UG ergosta-4,6,8(14),22-tetraen-3-one (28) Uz {13
Tu ﬂijn naphthoquinones 1Aun plumbagin (17) 8'-hydroxyisodiospyrin (29) 1182 isodiospyrin (30)
thasnenldianua linaasuanuiiufiudewaduside 4 viia fo hepatoma (HEPA-3B)
nasopharynx carcinoma (KB) colon carcinoma (COLO-205) 1482 cervical carcinoma (HELA) WU
mshdanuiufivdoaduziiann fio 913 plumbagin (17) 4ag isodiospyrin (30) 1A plumbagin
a7 fgnidwaruiufiudomwad HEPA3E KB COLO-205 HELA iif1ED, = 0.87 3.27
0.56 UAE 0.35 pg/ml. MNAIRY UAL isodiospyrin (30) Faruihuindomaduzdena 4 ¥ila fin
ED,=025 1.81 0.13 Uag 0.27 pg/mL MuS1AY

ADAATUASAME (Costa, et al. 1998 : 391) 1dAnumazugnaistsenousinildon
IINYDI AU Diospyros chamaethamnus Trorihanadadi petroleum ether 1%!?1?6)\1 soxhlet
u&11013 959 petroleum ether wmsnuaz i i uIgns 1av3s lasur1 InnsWuvuasdud
A1 @: fiuds preparative TLC 1aa1slun ’Q' i naphthoquinones Ao 7-methyljuglone (21) 2-
methylnaphthazarin (31) biramentaceone (32) mamegakinone (6) xylospyrin (33) itaz diospyrin (34)

Tay 2-methylnaphthazarin (31) biramentaceone (32) 1t mamegakinone (6) Lﬂu’d 15‘7‘!1'1'11?1% HIn
Tuiaiing

ATUUAZITNANI (Khan & Rwekika. 1998 : 2501-2503) ladnyiazuuna1slszney
mlfonsinvesdu Diospyros greeniwayi Tasiwianadsy petroleum ether Hazannne
478 chloroform A1y 113 afaludu petroloum ether WAz R A BTN Tay
35 Tnsu InasWuuunedni 1da15 unqu triterpenoids Aiv lupeol (1) @3ua15aA @ chloroform
dwwmeauasiilfusqnilaeds lnsurlnnsfuvuneduiunziinisanninld
a151u ﬂ‘s}'u naphthoquinones o 7-methyljuglone (21) a2 diosindigo A (35) uaz 1aa1slnide
5,5' dihydroxy-2,7'-dimethyl-3,8'-binaphthalene-1,1’ 4,4'-tetrone (36) N30(38A31 habibone

3 fin ungq i, Bijl & Wu. 1998 : 817-820) 18Anymazusnasdsensuninisfiu

o ° @ o ¥V
YB3AYU Diospyros lycioides 1At 13191119 refluxed A28 methanol 5ziMoteIAM Az AWwoBN 1A



oy Q’

@13 afA methanol i snuaz il uIgns 1aeds lasunInnnfuuuaedind Warslnid
nd_lu bimaphthalenone glycoside Ao 1',2—binaphtha1en—4—one-2',3~dimethy1-1,8'~epoxy-1,4',5,5',8,8'
-hexahydroxy-8-0-B-glucopyranosyl-5’-O-xylopyranosyl(1—6)-F-glucopyranoside (37) 4a sy 1’2
-binaphthalen-4-one-2’,3-dimethyl-1,8'-epoxy-1,4' 5,5" 8,8’ -hexahydroxy-5' 8-di-O-fxylopyranosyl
(1->6)-F-glucopyranoside (38) uazﬁ'smsﬁl.wﬂ'lé"lﬂﬁnmqnEiﬁ'mﬁ’;agﬁun‘?éﬁﬁaiﬁnﬁﬂkﬂiu
$9911n WuI1dY ganﬁm?fglﬁﬂmmuuﬂﬁﬁ BUNSUUINAB Strepococcus mutans WAL
Streptococcus sanguis 1aviFanududuvesaisylseuia 1 mg/mL twi'himmsﬂaﬂnqwﬁfﬁuga
13 m?ﬂgsﬁﬂmmuuaﬁﬁuum UQU Porphyromonas gingivalis W02 Prevotella intermeddia

gnz Tefe151 uaz Ton (Higa, Ogihara & Yogi. 1998 : 1189-1193) 1@AAMIA 1S GRS
dsznouen wada luda uazﬁqﬁ'mmmﬁ'u Diospyros maritima Blume latiWagauanaaiy
cthanol (141781 3 HoU WA AFATY ethanol WIFIMIULAIUMIALAIE 32131 chloroform-
¥ tharsasasu chloroform wszmeliintaunzazaiodn benzene ﬁfjumnﬁ'uﬁwmuummzﬁw
MWuSqnsTao35 Tnsu Innsfluuuneduinug i3 preparative TLC 1813 Insilungy
naphthoquinones 3 ¥ HAano 3-bromoplumbagin (39) cthylidene-6,6'-biplmnbagin @ouaz
3-(2-hydroxyethyl)plumbagin @1) nazamuas Ty AJUIABINUAD elliptinone (3) plumbagin (17)
3-chloroplumbagin (42) 3-methylplumbagin (43) droserone (44) 118 maritinone (45) dauasiu
fl i}l 4 triterpenoids ﬁw VA B lupeol (1) lupenone (5) betulin (7) betulinic acid (14) friedelin (46)
oleanolic acid (47) abbeokutone (48) 3wt,16c,17-trihydroxykaurane (49) HATWU AT TUNGY
benzopyrones 718 scopoletin (50) dm3ulugauazetuvesiirdena Idinnadauas wenais
1Jwﬂa'uTﬂﬂﬁla’f‘i‘%u.ﬁmﬁ'uﬁum‘sﬂﬁ'ﬂuazmmmmsﬂixnﬂmmwaﬁﬂumfumauwuiwhwum
luaausnldeis 1unq'u triterpenoids fio Tupeol (1) lupenone (5) betulin (7) betulinic acid (14)
friedelin (46) oleanolic acid (47) abbeokutone (48) 3,160 l7—trihydroxykaurane (49) S-amyrin (51)
glutinol (52) scopoletin (50) Wag vanillic acid (53) mummﬂamuwumi lupeol (1) betuhn (7)
betulinic acid (14) oleanolic acid (47) abbeokutone (48) 3a,16a,17-trihydroxykaurane 649)
scopoletin (50) uasih'cm'nswn"l.ﬂﬁ'muﬂ“lﬂmﬂauqn%mammwTﬂumaaummtﬂuwy Ao
davunaian (Poecilia (Lebites)-reticulata PETERS) WU1d 131unq’u naphthoquinones v;msﬁﬂé'q
naTId AU iU droserone (44) uaza1s 1UNGY triterpenoids A1 oleanolic acid (47) UAAIATIN
duRvdeudrsgalaoldasluduiu < 2.7 ppm ua:"lﬁ'ﬁwms‘nﬂﬁauqvﬁlﬁmfamm?msﬁﬂﬂ
YOIUUAAKNAIA (Lectuca sativa L. var. Great Lakes) TR R FALY mju naphthoquinones ﬁi]‘ni?(

o

: = o =1 o g y ' »
gudimisiyian lnvsuuaadnnialata 100% wasAnvignidudesmuniarslungu



naphthoquinones ﬁqw%’!ﬁ'mﬁ:aﬂ"lﬁ'ﬁiﬂummmaﬂ%’ﬁﬁmsm?mmmﬁ?asw"lé’ﬂszmm <15 mm fi
Aty 250 pg/disc dioMRONSY penicillium citrinum snﬂmsmﬁauqn%n%anmv‘fq 378
W11 plumbagin (17) ﬁﬂizﬁmﬁn1w°lumsaaﬂqwﬁlmq%amwmnﬁqﬂ

noula azaue (Gondo, et al. 1999 : 878-881) ldAnuwazuvna1slseaaun Auly
¥044U Diospyros Kaki Thumb Tavinnaiafing uginesd s methanol 14015¢fA methanol
vmnusnuasth RS qni o33 TasinTnnsfluuuneding Taold Sephadex LH-20 fiudagady
Taarsing ﬁ 1y naphthalene glycoside Ao 7 -methyl-1,4,5-trihydroxynaphthalene 4-0-(6'-0-5
xylopyranosyl--glucopyranoside (54)

AU e (50ANT (Khan & Rwekika. 1999 : 143-146) 1adnymazusnaisdszney
91011881310 Y8 AU Diospyros mafiensis 1A 1819 FAA 26 petroleum ether HATTAAAD
& chloroform AMAIFY WURWIZH T AFATY chloroform ymenrazi i uSqns o33 Tnsin
TnasWuuuneduni18aslundga naphthoquinones A8 diosquinone (13) wazithd i 189 10m3
uspunedniinanwin 1da1sina fie 6,8 -bisdiosquinone (55)

L9 4182 §) (Chang & Kuo. 1999 : 309-310) 1aAnuwazusnaisilszneusndiAues
AU Diospyros maritima Blume 181819 iAA 38 ethanol uazszmoliudairldinng
1EIUN182818 35N 1-hexane MITRAITASATID NS LA az A
BnAYasY butanol Mdasafady butanol monuasilE u3qn3 lavds Tsunnsuuy
asduniuas Insu Innsveamatuvuayssouzqaldmsimilungy titerpenoids Ao 3-(E)-
coumaroylbetulinaldehyde (56) 102 3-(E)-coumaroyl-28-palmitoylbetulin (57)

AURINYYT uay Al (Likhitwitayawuid, et al. 1999 : 754-756) ladnuinazuonals
U52nouINIINYBIAY Diospyros montana (M:Lﬂﬁi)ﬂ’l) Taotiwnanaday petroleum  ether,
ethyl acetate 1182 methanol AINAIRY vhasasa ethyl acetate 'lﬂuanuazﬁflﬁ'n?qwﬁliﬂtﬁ%
TasurInnsinuuneduiinaziEnisannanlda131ungu naphthoquinones AD diospyrin (34)
wazhdudfinen1duade liusqnsluende 1au3s gel filtration 1815 11ndw naphthalene Ao
5-hydroxy-4-methoxy-2-naphthaldehyde (58) tag1i 113 uon 14 Tunaasugniaiuuiaide
wuh Sgnintsdmidonatde Plasmodium Sfalciparum Rluszdudrlay diospyrin (34) 1Az
5-hydroxy-4-methoxy-2-naphthaldehyde (58) Hfi1 IC,, 1M1 2,500 1ag 10,000 ng/mL MUTIAY

%3 1AL § (Chang & Kuo. 2000 : 1211-1214) 1ddAnumazusnaisdszneuaindidu
Y039@Y Diospyros maritima 1a8YIAHAA1E ethanol azszive i nir ldiinsudsau

9 b 4 9y ¥
A1SALATIVITY 319 hexane HAZ 1T 3INWUIFU hexane WIMINITULIAIUNITAZAWDNATIAY
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butanol : 1 14151 butanol iuenuazi duiqni 1av3s Tnsn Innnuuuaediniuas
TasmInnsidysunaumvvaussonsgaldarsInulungy witerpencids A9 diospyrolide (59)
diospyrolidone (60) diethyl (2R)-malate (61) 3-(E)-coumaroylbetulin-28-yl ethyl nonanedioate (62)
1wag 3-(E)-coumaroylbetulin-28-yl ethyl succinate (63) 1182 3-(E)-coumaroyl betulin-28-yl ethyl (2R)-
2-hydroxysuccinate (64)

ATOIANA LA AW (Trongskul, et al. 2003 : 221-225) "lé'ﬁﬂmqﬁliﬁuﬂaﬂ duilaane
HATONIAIUNITSNITY 91NAY Diospyros variegata Kruz. 130 Aung1snat lavtiidrdu

Diospyros variegata Kruz. ¥191a# 18 methanol udnhraisadan lduszmeldudairldiims

» ¥ ¥ »
o

119EIUAIIAZAIBTZN 1S hexane 1Az MIF 1T aNUA 3 AT9 TIWAITARA hexane 7 18117
ﬂﬂﬁﬂﬂi}ﬂﬁfi%g‘uﬂ’m Fuilaaaz uazgniaunssniay “lumswﬂﬂauqﬁliﬁnﬂ'm IETT
3 35A0 BMINATOUAIASAUBTAN (acetic acid-induced withing) NINATBUMITAANN (tail-
flick test) KAZA1INAOUFWNBFNAY (formalin test) Wy lumsnagoudy nsauedan iield
morphine 10 mg/kg #14715008ngN1523U117014 100% FI1UAI1TARA hexane 1AL aspirin 19
US4 915 150 meg/kg aanqn%"'iﬁuﬂm"lﬁ' 93 uaL 91 % UazlUNITNATBUNITAANIINL I
@307A hexane 10 aspirin BONNT 1AL 21 UAZ 16% drumsnadeudiowennduiusziis
i 2 93¢ fle msnaaouluses early phase 1A late phase W31 T1T28e early phase A3 aRA
hexane LIRS aspirin aanqw%ﬁ&ﬁﬁuﬁe 38 % daulussus late phase #1500 hexane UUAE aspirin
oBAONE 14 73 Uz 72 % awdidy lunsnadeugniamnissnimuiiyveanyss 14 2 35de
ethyl phenylpropiolate-induced (EPP) 1&g arachidonic acid-induced (AA) Tasn1snaasuLL EPP-
induced 92 14 phenylbutazone 1 mg #® 14 wazldenseia®i hexane 4 mg A8 1Y Hnsafinm
15 30 60 48 120 U WU phenylbutazone iﬂlﬂii‘lﬂﬂﬂq‘n%l{l"llgdﬂﬁé'ﬂmvulé) 55% 52% 52%
1AL 51% MIUAI1AY TIUAISAAA hexane mmsaaanqwE(ﬁus'yemsﬁﬂmu"lﬁ’ 58% 60% 58%
Waz 55% Ay dnfuisafa hoane Yelinuauialndifvaniy phenylbutazone @Frfuda
cycloxygenase) AIUNTNATOUUUY AA-induced 1%111‘)35‘ phenylbutazone 1 mg Ao 1 11 phenidone
2mg A9 14 1A% A150FA hexane 4 mg A0 1% W w1IAMIAT 15 30 60 Az 120 UTH WU
phenylbutazone 8anqw§’§ugamsﬁ'mﬁu'lé' 25% 0% 8% WA 2% AIMEIAY phenidone AIUITD
aaﬂqﬁ'ﬁngamié"ﬂmn"lﬁ' 39% 47% 56% UAT 55% MURIAY UATAIIANA hexane A1141I0DDON
qwﬁlﬁ’m‘famsé"mau"lé' 26% 41% 52% ung 50% Ay daunsnadeugniduilaanazluny

» + v
Wuez1d¥a1508 hexane 11az aspirin 150 mg/kg Amdn Tl lunyndwin 18 3 Tue handannm
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30 60 90 120 W17 WU A5AAR hexane AUNsBBNgNITUTAI I IRAUAz TnaauiAlndifies

iy aspirin

MnnuIteiheIvesiuiyluana Diospyros spp. amsnasy1dluaians 1 uazuaa

anta Tnssadnuesms lunquaien sesnmwilszaeu 2 3 uaz 4

=

|
AN 1T MUBENNG

¥ [

FVDINUN

ylua 9 Diospyros spp.

Soi fwu mafiny gnima 19NN
triterpenoids | napthogquinones nq'néuq M 81984
Diospyros mollis Ha 1), (3) - - Te¥gsmaz
Griff (uztndn) nlasn 1,45 | 3)6) - B
30 D - ®
Diospyros Ha (9),(12) - (10),(11) | - lulas
peregrina AN
Diospyros tricolor | 310 2 (13) - ﬁﬂgﬂ a3y9
Hiem uunhise
UAIUV3IN
Diospyros T (N,(14),(15) | - - AU 3% loltaz
lecomelas DALY e
Diospyros 30 (16) (13),17) (10) Fuda Yy ua
mespiliformis. uuanGe | Ao
(Hostch) HNTUVIN
Diospyros nlden W,2.5), |- 19),0) | - g0 hvne
thodocalyx (A 1nuY (7),(14),18) Haznue
Diospyros kaki 3N 1) (21) 22,23 |- wWalnwas
Thunb var. sylvestris s

Makino {182
Diospyros kaki
Thunb




A1 1 (7D)
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oy du mshin gnime | lenas
triterpenoids |napthoquinones ntjué’uq Fanm 813
Diospyros HAY 2),(N,24) |- - - g U3 Hay
maritima (25),(26) fl
Diospyros &1au M6),©), | 1D,e960 | 10,09, | ey | guasaus
maritima Blume 27N (28) huRude
waduz3a
Diospyros wldensn | - (6).221),31), - - ABAANIDE
chamaethamnus (32),(33),(34) fAgly
Diospyros jdensin | (1) (6),21),31), - - AU
greeniwayi (32),33),34) 1A
Diospyros Avdu - - (37),(38) ETUG‘I,:Q a iauazy
Iycioides HUANISY
HATUUIN
Diospyros wamm (6L, | B),07),40),41),] 48),49), |-anmilu | Bnz
maritima Blume (14),(46),47) | B7),(38),39), | (50) vinaedan | leflanss
(40),(41),(42), wwnadn | uazlon
(43),(44),(45) - §udans
luan  (DGLD, | - 48),49), | wSwiAnTa
14),(46),(47), (50),(53) | vouudn
51),(52) Anmea
fedu lamaa, |- (48), (49), | - duses
(47),(48),(49) (50)
Diospyros Kaki | fuly - - (54) - noula
Thumb oz
Diospyros nlaensn | - (13),(55) - - AU
mafiensis Snnn
Diospyros &1du 6,657 |- - - UYWAY
maritima Blume




A1 1 1 (AD)
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Fony dau mshiny gnina | enas
triterpenoids {napthoquinones ﬂfjlléu‘-'] Fanm §1984

Diospyros montana| 50 - (34) (58) A d3aInenys
(uzindeth) nase HazABly
Diospyros §1Pu  (59),(60),(61),] - - - U 1Az q
maritima [62),(63),(64)
Diospyros aau - . msana | -szium | asosana
variegata Kmz. hexane -quilaae] uazaus
(W3 1A - Aunts

DNt




14

lupeol (1) R,=pOH,R=CH,;,R;=H
betulin (7)  R,= $-OH, R,= CH,OH,R,~H
peregrinol(12) R,=pH, aOH,R=H,6 R,=CH,0H

O H
n !
dioslupecin A 27) R,=07 ?‘@' OH,R .R =CH,

3-(E)-coumaroylbetulinnaldehyde (56) R =0—C—C— l OH,R =CHO,.R =H

taraxerol (2) R=4H,R,=aH
taraxeryl acetate (18) R,=BOCOCH, ,R,=a-H

I i

\\ H
oleanolic acid (47) R =COOH
f-amyrin (51) R =CH,

abbeokutone (48) R=0

3a,16a,17-trihydroxykaurane (49) R=H, o-OH glutinol (52)

mwisznow 2 Tnssad1sveees ungu triterpenoids 91N¥ena Diospyros spp.
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diosindigo A (35) maritinone (45)

1 ,2‘binaphthalene—4-one-2’ ,3-dimethyl-1,8 ! -epoxy-1 ,4' 5.5 ' ,8,8' -hexahydroxy-8-O-f-

glucopyranosyl-5' -O-f3- xylopyranosyl (1—>6)-F-glucopyranoside (37)

mwilszney 3 Taseadrsuesarsungu napthoquinones ARV aRa Diospyros spp.
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gerberinol (22) R=H

11-methylgerberinol (23) R =CH,

COOH
H
3
OH
scopoletin (50) vanilic acid (53)
..
Psitosterol (10) stigmast-4-en-3-one (19)

mmilszney 4 Tassadrswesmslungudugninfisana Diospyros spp.
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4 3 » a = o
WUANIINAMNIUVAASIBER T i laniy

afaAe hexane
[ l
o :i =)
TI70NA hexane Nnnvias
l o
P anadas CH,CL,
*NagaUgNs
[ ]
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9.

u

aquazasal

AdungsIndnts

FnhazaeBunis (ndw)

silica gel #1135 column chromatography

silica gel (< 0.063 mm Merck 1.07729.5000)

silica gel ( 0.063 — 0.200 mm Merck 1.07734.2500)

silica gel 11131 thin — layer chromatography

silica gel 60 GF,,, (Merck 7730.1000)

silica gel 60 GF,,, aluminium sheet (Merck 1.05554)

spray reagent (anisaldehyde : conc.H,SO, : glacial acetic acid : methanol

Tudns1d2u 0.50 : 8.00 : 10.00 ; 85.00 cm’ YJork , et al. 1990 :196 )

d & A

gunssinazinIeiie
ABANI VUIA10 7 53 2 lem
INTDIFINATOY 4 Funna
noeasans11aloian (Spectroline ENF — 260 C/F )
(ATDINIYANABUIMAY (Griffin)

A
IATDIUATYU TN3
Fourier Transform Infrared Spectrophotometer (Perkin Elmer FT-IR Spectrum BX)
Glass drying oven (Buchi B-580)
Mass Spectrometer (Finnigan MAT 90)

Rotary evaporator (Buchi Rotavapor R-114)

10. UV-VIS Spectrophotometer (Shimadzu UV-2401PC)

11. Nuclear Magnetic Resonance spectroscopy (Bruker Avance 300)
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.
msanaaNRIduNg At msuearasmImasIiuSgns
13Emsanaars
¥3imsadadiudaiazaw Tasusdrdungrsinauisnaaziden 78laniyly
hexane dichloromethane ethyl acetate (0% methanol AWNIA
1.1 M3aAAAT15A2 hexane
urd1AungsInamuaazidoa 7 A lansu 1 hexane 10 4as 7 Ju nIveas
azaw 7 18ud 13 idudu Tauszims hexane 00n&2 rotary evaporator figanaines Wasada
hexane MNAMADINMFIU hexane MI9180 2 A8 S2WAITAAR hexane RanuadaoTY Fa
Ymiinanseia hexane I8eMLA 22 Ady
1.2 M3afiaeidne dichloromethane
MARMABIINNIIARARID hexane 11N U dichloromethane AUTHAISIFUIRLITY
M3 ARARAE hexane FaiTne 13 afA dichloromethane dikanya 17 n¥y
1.3 MIANAANTAY ethyl acetate
nInfmA0919n15 78R40 dichloromethane 11115 11 ethyl acetate AT U3
URIITUNI ARARIY hexane S Mt ethyl acetate I¥vanun 16 ndy
1.4 MIANATITAY methanol
MATMABIINMITARARIL ethyl acetate 11113 1Y methanol AUTTUMSIFUIABINY
M5 ARAG0 hexane F1MINE3 iR methanol 1A% aHA 95 31
1.5 thasadai 1admaaeugniananaioasnaasuanuiluisdemaduzse
faouiseynnsel
2. IEmsugnas uasmﬂ'hmﬂﬁn?qﬂé
madSeirfimnmsnmsadia CH,Cl, ttaza13ai@a EtOAc
2.1 M3ULNENIANA dichloromethane am::v‘hm-s’lﬁn?qné (nmilszneu 6)
1119150 @ dichloromethane 17 n 3 winonuazn11¥uTqNi%20 column
chromatography 1@ 10 cm Tat 14 silica gel (0.063 — 0.200 mm) 850 N3y HA3¥zAWANMBTAIY
hexane dichloromethane ethyl acetate TaouanIneaniang 5 % sude 100 % MudIuas 100
faddas hudazdiifu 18amiiungua asssaeudas Tasui Tnasifluuubens (ILo)
AMIMG MLV s UUIHY TLC n51u idnnmsueaiunielduasdansilalema (UV ; 254
HaZ/M3® 365 nm) N30 19 spray reagent vunsu TLC 11101 A218ouT 80— 120°C UMW 1 -2

I d&i‘ y ar ¥ d' Y N o 9 9 w v 1) t:‘ 9
UM i)zﬂi’lﬂ{]ﬁ’ﬂuﬂﬂﬂ']\‘iﬂu 5anﬂ3uw1wwa TLC WMUBUAUIYIAYNU UADSNQY ‘Vl‘i’)llvlﬂ
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i lidszmodatiazasldud s nguasang i 1di ldusnuazdrars 1dusgns lauis
b4
TasinInnsWuuunedui (CC) 1oz M3 o preparative TLC LAZ/MIDMIANKAN NQUAITNINNA
huon'lad 5 nguing
1 [~ ' [y
2.1.1 ngu €1 ureadading (0.60 A3Y) ¥200NUIAIY hexane
2.12 ngu €2 iluveamamiiafinies (1.0 n¥y) ¥208ANIAIY hexane : CH,CI,
(70 :30) 1iwmon Taedt Insun InnsHuuuneduivuia 3 cm Tau 1y silica gel (0.063 — 0.200 mm)
v b 4
40 N5V 2AWAMIAZAIY hexane hexane : CH,CL, Tagavuepnuddniazarwl)oude E0Ac
¥
wuduag 20 dadans TWasnmun 4 ngudes
1 -1 A A - a a o
ngu 2.1 uveandstuvsamamilafiniies (154.5 Tadniw) vzeenun
470 hexane : CH,CL, (80 : 20)
' A A a a o v
nqu 2.2 Wuveunamilafuag (122 TadnFy) ¥200nN1AIY hexane :
CH,CL (85 :15) las1lszneu 2 wiin 122 fladniu
' d ] a a o b 4
nqu 2.3 diuveudefurnluiiag (52.5 indniy) ¥200nN1A20 hexane :
] ) a a w
CH,CL, (10 : 90) 31970 hexane dveaudedumin 25.8 fadnsu Humsisznou 1
v
ngu c2.4 Wuvewdafiimnauns (329.4 iadn5u) ¥200N1U1AY hexane :
o o a a o
CH,CL, (10 : 90) 313828 hexane l@voadadu1vmin 109 Hadniuy
v [~ oy [
2.1.3 ngu €3 Wuveaudadvithnimig (1.5 n§11) ¥209011820 hexane : CHCL,
[ LY a a w
(20 : 80) §13A76 hexane TRvsaudeduramin 800.6 fadndu itlumslsznout
214090 cafluvesudafiviios (53n¥N) ¥ze0nUIRI8 CH,CL, : EtOAC
° ad = Y 4 ¥ ...
(90 : 10) 1w men 1aeds Insur InnsWuvuaeduivuia S cm 1Ay silica gel (0.063 — 0.200
v F4
mm) 220 3L ¥3AI0AIN1AZA hexane hexane : CH,CL, TasAospiudadiiazasllouis
=1 ] o an 3 R
EtOAc iNudauas 50 Jadaas 1aa1snimua 5 nguooy
) o A ) a a o b 4
g C4.1 Wuveadaduntuiiion (100.9 Tadniu) ¥200n11AY hexane :
CH,CL, (70 : 30) 819810 hexane Tdupaudaduromin 74.3 aansy dumsszaou 1
Ed
nqu c4.2 Wuveandsiitaianas (200 iadnsu) ¥200nu1A70 hexane :
CH,CL (10 : 90) 1huuten Iae3s Insur InnsWuvunedunivuia 1 cm Tasld silica gel (0.063 —
» 14
0.200 mm) 8 N3U ¥YAIWLARIATAIY hexane hexane : CH,CL, TagRsu-pivuddnhasare gy
[~ 1 a aa : ¥ 1
EtOAc (nudauaz 10 Uadnas 1Ad1snanue 3 nquooy
' = = a a o 9
nau c4.2.1 iuveadeduduiiien 49.8 iadnsy) szeenu1day

hexane : CH,CL (30 : 70) 319428 methanol ldunaudadanmin 402 Gadnsy dlumsissneu 1
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1 [~ .
nqu c4.22 Wussawdadvilumies (1.0 Hadniu) szeenuiay

hexane : CH,Cl, (20 : 80)
AQY C4.2.3 iuveauidadindes (10.8 fladniu) ¥zo0nunAy CHCL,

ngu C4.3 Wnvewdadimaes 2.5 n§u) ¥200AUIA2Y hexane : CH,CL,

(10 : 90) thwenTae3s Tasu Inns Muvunedurivuia 3 cm Taald silica gel (0.063 — 0.200
] 14

mm) 100 n3Y ¥$A20821192a16 hexane hexane : CH,CL, Tasaogauiudadniazalouda

< H s aa 5 A
EtOAc inUdIuaz 20 iadans ldasnaviua 5 ngudey

] [=1 : a a o
g C4.3.1 Huveandedvniuhaauas (7.0 adniu) yzesnundy

hexane : CH,CL, (35 : 65) A1@18 hexane 1dyoaudafiviomiin 3.3 fiadndy Wuasdszaeu T

aqu €432 duvsadsdvndumaes (1002 Tadnin) vzoenuiaiy

hexane : CH,CI, (20 : 80) #13828 methanol 1Aupauiisduramin 57.2 fiadnfu dlumsilszney I

aqy €4.3.3 duveudadidion (140.0 Tadniu) ¥zosnNdIs CH,CL, 11
ywenIaeds Ilasu InnsWununeduiivua 2 cm 1nuld silica get (0.063 — 0.200 mm) 6 3
420§ ¥azaN0 hexane hexane : CELCL, Tnorausitutaf miazare i E0Ac dudau
az 10 Hadans Wasanue 2 nQULoY

naa C4.3.3.1 iuvoadaifidion (34.4 findnsy) syesnunds CHCL,

ngu C4.33.2 Wuveandadvnilumies (50.6 iadiniu) ¥zesnin
#28 CH,CL, : EtOAc (95 : 5) 319#20 methanol 1§ vosudsFvramiin 301 adnsy duais

lsznou 3

nau c4.3.4 1Wluveandadvnumies (769.9 Tadniy) szennu1day
CH,CL : EtOAc (94 : 6) u1i431 500 fadn3u whuuen Tasds Iasn Inaswuuuneduivung 3 cm
Tno 14 silica gel (0.063 — 0.200 mm) 35 N5} BRI H11ALAY hexane hexane : CH,CL, 1avApyq

3 v | 4
iR nihazateliouile Eoac dudiuag 20 adans 1aasvienua 2 nqudey

ARy C4.3.4.1 luveudsdvn (33.0 fadniy) ¥2e0n1138 hexane
: CH,CL, (70 : 30)
g C4.3.4.2 iiluveaudedvni (60.5 Tadniu) ¥zepnu1an CHCL,

: EtOAc (90 : 10)

J <] a a o
gy c4.3.5 1Wuveavadvinumdes (629.8 Gadniu) vzeenuidy

CH,Cl, : EtOAc (91 :9)
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i C4.4 Wuvewdafinana (200 fiadn3) ¥Teon @Y CHCL : EtOAc
(40 : 60)
ngu 4.5 Wuvewdadimane (300 TadnTu) szoenudi EtOAc

2.1.5 ngu s luveudada (3.6 nf1) ¥2e0mNndan CH,CL : EtOAc (70 : 30)

2.2 PISUBDANIANA ethyl acetate uaxv’hms‘li’s’u“‘sqné (mwilsznou 7)
T3 afia ethyl acetate 16 053 Wwsnuazi i usgnide3Emst sy
a1381iA CH,CL, wudmendis 18 7 nquivg
2.2.1ngu El fiuveunamiiafdilieonsou (0.4 n5u) ¥2880UIAI hexane :
CH,CL, (50 : 50) 11 men Iae33 Insan InnsiWuuuneduiivua 2 cm Taeld silica gel (0.063 -
0.200 mm) 8 N§U ¥2AI8AI1%183018 hexane hexane : CH,CL, Tausooiudadniazaiwy
vuils Er0Ac ifudauag 20 Tadans Wasiamun s nguees
nqu E1.1 iihvveudeuveunauiladur (10.0 Hadniuniy) szeenun
Ae hexane : CH,Cl, (90 : 10)
nqu E1.2 WuvewdsFunihumaos (81.7 indnfu) ¥209n11870 hexane :
CH,CI, (80 : 20) 319828 methanol l@uoautiadviamiin 50.9 Hadnsu iWumsysznou 4
nqu E13 Wuvsamainiiadidon (3.5 Tadnfu) ¥2890u1420 hexane :
CH,CL, (75 : 25)
ngu EL4 dluvesudeiimionns (4.8 Toaniu) ¥2e0nu1828 hexane :

CH,CL, (70 : 30)

1Y
a o

ng EL5 iuveamamilaiiiaouas (117.6 Hadniy) yzosninaie

CH,CL,

222 nqu E2 Wluvswdsfvumdessou (1100 Hadniu) vzesnuidae
hexane : CH,Cl, (40 : 60) 31992t hexane lavaaudiadviamin 60.4 Gadnfu fhumsszaou 1

2.2.3 nqu E3 Wuveaudiedu1iumaess (1.4 n¥u) ¥280nu183¢ hexane : CH,CL,
(40 : 60) 319320 hexane TRuoaTsFvIIMIR 73.5 Tadnsy iuaisisznou 1

22.4 ndu B4 Wuvewmamilndiiea (1.1 niu) szeenu1da CH,CI, : EtOAc
(95 : 5) hwmenlasis Insun Inasuuuneduyvung 3 cm Tauld silica gel (0.063 — 0.200 mm)
35 N31 ¥¥AIWAIMNAZAIW hexane hexane : CH,CI, TﬂUﬁaaqxﬁmf')ﬁw‘i1azaw1ﬂwﬁq methanol

3 ¥ o an : 1o
nuduag 50 Tadans Wasnmun 4 ngutos



23

gy B4.1 uvesudsfvthumies (7.8 Haanin) ¥200nU1A30 hexane :
CH,CI, (50 : 50)
Ny E4.2 Huvowmiedurnhnina 15.0 Tadniu) sweenundae CH,CL,
419478 methanol Tavssudsdvimin 7.0 Hadndu iflumsilsznsu I
g E4.3 duvouedunithumiios (169.7 Haan3u) ¥zeeauaw CH,CL
. EtOAc (95 : 5) 319328 methanol 1Avpsudladvimin 81.4 Hadnsu Wumsilsenen 5
QY E4.4 duveamamiladiiae (360.0 fadiniu) sre8nNday EtOAC
: MeOH (50 : 50) 11uen 1ae3s Iasui Innsfuvuaesuivuia 2 cm 1aold silica gel (0.063 -
0.200 mm) 15 N5 $ZAWAIMN 1LV hexane hexane : CH,CI, Tausesuiiudadaiazatelyl
a1 Et0Ac fudanas 10 Tadans Imsinmun 4 nguYoY
nqu B4.4.1 1y vewdedvinwiden 1.6 Tadnfu) vzoenuifae
hexane : CH,CL, (40 : 60) 813820 methanol #yoaudadiurimin 14.6 fladnsu dlumslsznou I
ngu B44.2 HuveumamiladiSuasen (32,5 Tadny) vreennday
hexane : CH,Cl, (25 : 75)
nqu E4.4.3 Wuvsumamilafimies (128.0 Tadnin) szeenuinay
CH,CL,

b4
~ o

Ay E4.4.4 iluvoamaaviiafiiieia (60.0 Tadniy) ¥zeenuiday
CH,Cl, : EtOAc (80 : 20)
2.2.5NgU E5 Huvoaunamiladihma @30.0 fadndu) szeenuday CH,CL, :
EtOAc (90 :10) 1iuien Ias35 Iasui InnsWuvuneduivuia 2 cm Tao 14 silica gel (0.063 ~
0.200 mm) 18 N3N ¥TAIWAINIAZAIW hexane hexane : CH,CL Tnosospivudadamazae oy
84 Et0AC fiudauas 50 finddns Tamsnamun 4 nqute
aqu B5.1 Wuveadsfurnumaes 2.1 Tadinsu) ¥208nu1830 hexane :
CH,CL, (50 : 50) 319428 methano! 1Aveudedvromin 0.8 Hadniu ifumsiszney I
agu Es2 Wluvsuvaimiiaddu (80.0 Hadniu) 00011098 CHCL, :
EtOAc (97 : 3) HnwenTaeds Insu InnsHuuvasdutivnia 1 cm Tauld silica gel (0.063 —
0.200 mm) 32 NFY ¥LAWAINIAZAY hexane hexane : EtOAC Tﬂuﬁavqnﬁ;nﬂ%ﬁaﬁmzaw”lﬂw
84 Et0Ac fudauas 10 fladas Mmshmun 3 nguteu
nau E5.2.1 Hiuveamamiladimanaseu (9.8 iaaniy) szeoauidiy

hexane : EtOAc (80 : 20)
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agqu Es.2.2 iluussmamiiaiimies @14 Godnsy) vzoonuide
hexane : EtOAc (60: 40)
ngu E5.2.3 iWuvesmaimilaftimies .o dadnsy) ¥zesnuidin
EtOAc
nqy E5.3 Wuveamamiladiima (64.2 findnsy) yzeennda CH,CL, :
EtOAc (95 :5)
NQu ES.4 Huvewmamiiaiima (787 fadnu) szeenmndan CH,CI, :
EtOAc (80 : 20)
2.2.6 QU E6 Wuveaudedieia (1.5 nfu) sreenu1dae CH,CL, : EtOAc (85
:15) Mwwen 1as33 Tnsun InasMuvunedinivua 3 cm Taeld sitica gel (0.063 — 0.200 mm) 55
031 324207102210 hexane  hexane : CH,CL, Tnoregeiusaf1iaz a1 09 methanol
Audnaz 50 fadans Tamsnmun s ngudes
nqu E6.1 Wuvsaudadunnlumdes (96.8 fainiu) ¥280n11470 hexane :
CH,CI, (70 : 30)
ngu B6.2 Huvsadedvnthumies (28.8 Tadniu) ¥zeoanAae CHCL :
EtOAc (90 : 10) 81988 methanol Tavaaudadviwin 9.1 adnin dumslszasu
nqu B6.3 Wuvediedundumies (101.9 fiadn3u) ¥zeonndls CH,CIL,
: EtOAc (95 : 5) 19920 methanol lAwpandadivnimin 22.6 fiadnfu Whimsilsenev 3
ngu B4 uveandediiata (334 Hadniu) vreenuidae CHCL :

EtOAc (40 : 60)

9y
A o

ngu 6.5 Wuvemdedriiaia 4147 Tadniu) ¥200011720 EtOAC :

MeOH (90 : 10)
227 ngu E7iluvowdediinia @13 n¥u) ¥reonu1dae CHCL, : EOAC
(50 : 50) 19878 methanot 1A¥BUHITU1Y UAIANNANAIY methanol W1in 5.1 Hadniy 1dars

Usznou 6

S } 74 ) a‘d’ v

3. ﬂ'ﬁﬂﬂH'IIﬂ‘Nﬁ‘S]\‘l'llB\'lﬂ']‘S’U‘iq‘ﬂﬁﬂlmﬂ‘]ﬂ
° a e 1Y 9 = 15 ay 9
hmsusgninuen ldymganasumaduazdau Inseadalasimszvideya 1la
nmnatananlninsalad 1Aup Ultraviolet spectroscopy (UV)  Infrared spectroscopy (IR)

Nuclear Magnetic Resonance spectroscopy (NMR) 1id2  Mass spectometry (MS)



25

Crude CH,CL, 17 g

cC

C1 C2 C3 C4 C5
0.60¢g 10g 15g 53g 3.6¢
cc aaean
alsznou 1
800.6 mg
C2.1 C2.2 C23 C24 cc
1545 mg 122mg | 525 mg| B29.4 mg]
A1awdin
C4.1 C42 C43 C4.4 C45
amilizasu 2| {msdszasul 0lg 0.2g 25g 02g 03g
122 mg 25.8 mg
ANKAN

mslizaou t
743 mg

CcC

C4.2.1 C4.2.2 C4.23
498 mg| [11.0mg| {10.8 mg

v 4
fNKRAN

andsznen 1

40.2 mg cc
C4.3.1 C4.3.2 C433 C434 C4.35
7Tmg 100.2 mg} 140.0 mgl b69.9 mg] 629.8 mg|
Amin Anndn
msdszneul | |asuszaeull
3.3 mg 572mg
cc cc

C4.33.1 C4332| |C434.1 C43.42
344 mg 50.6mg] 133.0mg 60.5 mg

y o«
AN

milszneu 3
39.1 mg

»
MMszneu 6 uwuliMsuenmyanasu CH,CL,




Crude EtOAc 16 g
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cc
El E2 E3 E4 ES E6 E7
04g 0lg l4g l1lg 04g 15g 21g
cc
cc Fauin #uudn cc
astszasy 1| |ersidiznou
60.4 mg 73.5mg ES.1 E5.2 ES.3 E54
2.1mg 800mg| {642 mg 78.7mg
fandn cc
andszaoull Snnin
El.1 El12 EL3 El4 ElS 0.8 mg
100mg| |81.7mg| {3.5mg | |4.8mg | [117.6 mg] audszneu 6
5.1mg
Aunin
E5.2.1 E5.22 E5.2.3
amliznou 4 9.8 mg 414mg| {20mg
50.9 mg
E4.1 E42 E4.3 E4.4
7.8 mg 15.0mg| |169.7 mg| 1360.0 mg cc
Awnin #anidn
dsszaen I {akdsznen 5 E6.1 E6.2 E6.3 E6.4 E6.5
7.0 mg 81.4mg 96.8mg| |28.8mg| 1101.9mgl [334mg| 414.7 mg
cc Aman A1amdn
asssnoull] {arsiszaey 3
9.1 mg 22.6 mg
E44.1 E4.42 E4.43 E4.4.4
S1.6mg} 132.5mg| (128.0mg [60.0 mg
Frandn
ailsznoull
14.6 mg

8
AMUsTNDU 7 UNUNUMISHENTIANATY EtOAC
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Han13ad

1. HOMIANATIININAWTHAYIIINA

anad1Aung 15 1A IINAaLIBuA 7 A 1ansu 32U hexane 3 afaafraz 7 7u nseq
823218 hexane oBAYUURS 18T 15AAA hexane 22 31 MATRIUNITAAARIY hexane 1N
afiad 1y CH,CL, EtOAc U182 MeOH Aa 191 TasiuuiRoafusuneun1saiadae hexane
R afa CHCL Wuveudadiima wiin 17 031 ar3aia BoAc fluveunaania

fiwmanmin 16 ATy uaza1sana MeOH 95 ATY

2. nnmscwﬂmﬁua::msﬁmn‘lﬁ'u’%qné
2.1 Hansuenasana CH,CL unzmsv‘h’lﬁ'ﬁqné
2.1.11hasaAa CH,CL 17 N5 111nR70 column chromatography 1A %2
20F 1182870 hexane 1RS48 CH,CL, ATaaz 10% quds 100% simiumusTag E0AC
nfaaz 10% Ui 100% Hudufivzadaas 100 Taaans hudazdnWszmediaza

v »
80A ATWABLAUMALIA TLC Tanduhimifousudndiuldmsiinua 5 nqu demisn 2

M5 2 Namsuenasana CHLCL Tao Insun Inasiuuunednd

i

aniazay asngy min(nIy) anyaLaIs
Hexane C1 0.6 yoadad
Hexane : CH,Cl,  (70:30) c2 1.0 ypunanilaiinies
Hexane : CH,Cl,  (20:80) C3 15 vowdsdvrmhniwa
CH,CL, :EtOAc  (90:10) c4 5.3 yoaudisdmina
CH,CL, : EtOAc  (70:30) Cs 3.6 yoaudiaddn

o v 3 -4
2.1.2u191309U C2 UMUAADAIY column chromatography HAIFTAIY

@ o ’ a 3 @ o o 1 Py
#7112z 010 hexane hexane : CH,CL, Taosiogiuananitazaio llsud E0Ac nuauiiye
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v o a aa » a ) a oA v ¥ Y w 9 o
"lﬂﬂ‘iaax 20 yanans aTvaouAUNAUR TLC 5UTIUNMUBUNUIUIAINNY "lﬂﬁ'li'ﬂ\n"llﬂ

4 NQU AIATTN 3

A131 3 HANISUBNTIINGY C2

aniazaly M3 ‘I'J?’mﬁ'ﬂ(mg) anyuzas
Hexane : CH,CL, (80:20) c2.1 1545 yosudaluvounamiiafinios
Hexane : CH,CL, (75:25) C22 122 YounaIMilading
Hexane : CH,CL, (10:90) C2.3 525 vawdsdvriusiag
Hexane : CH,Cl, (10:90) C2.4 329.4 veadsdhimauns

2.1.3 misngu 2.1 T ldiunfnuide
angu €22 fidnvaziiuvsavainiiaduas duasiszoen 2 min
12.2 fiadnsu Tah lilfnugas Tnseade
a13nqu €23 Hanvuziiluve i@ v1lusing 111819428 hexane
T4veandadvn asnaaeudlomailn TLC uazvindoyn 'H NMR nuduiluaisilszneu 1
wiin 52.5 iaansy
a1sngu C2.4 dnvuzdiuveadeiimauas inndedae hexane 14
yaaudadu12 min 25.8 fiadnfu
2.1.4 @130 C3 Sdnvuziiuveudsdvmhnima iundridas hexane
1duswdsFarimin 800.6 fiadnsu ilumslszaen 1 Wi hifnugasinseats
2.1.5 11509 N C4 U 1ENADAIY column chromatography LA IFTAIY

' 2 3 o o =] ] {
2M102010 hexane hexane : CH,CL, TagAsuqudidi1azao l1ouds EOAc ifudaun

[
9 g a aa 9 Y ] P p-} @ 3 ¥ @ ¥
Sqﬂﬂiﬂﬁz 50 yaaaAs ATIIFIUAIINAUA TLC TN IUNMINUDUNUINIAIUNU 1ﬂﬁ1i

¥

NINMUA 5 NGUAIAITI 4

a

=R
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AT 4 HONSHUNTS ﬂiill C4

Aiazay MIngu Yimin(g) aNHUTAT
Hexane : CH,Cl,  (70:30) C4.1 0.1 voaudisdunluder
Hexane : CH,Cl,  (10:90) C4.2 0.2 veadeihmanns
Hexane : CH,CI,  (10:90) C43 2.5 Yo dmians
CH,CL :EtOAc  (40:60) CA4 0.2 youdeduthumies
EtOAc C4.5 0.3 youdedutumies

2.1.6 @1sAgu C4.1 Danyaziuvesudad 11 uder 11141819420 hexane
iy 3 9/ o ¥ 1 '
1Avoanisdu asnvaeudlsmaiia TLC uazeiadoya 'H NMR wudniluaisilssneu 1
viiin 74.3 daaniv
MA15AGN C4.2 WMBNABAIY column chromatography HAIFLAIWAINT
' a4 o @ e = o 1 o 9
£ hexane hexane : CH,CL, Tnofouqiinddiiazatnlloude Eoac nudunyela
» ° . 9
A39a2 10 Hadans #3vTaUAIIMALA TLC saudwiimilousuddlody Tdasiavua 3

AN AIRITN S

A1TN S HANMIUBNTITNGY C4.2

vJ

aviazany a1snNgu tmiin(mg) anyuUzas
Hexane : CH,CL,  (30:70) c4.2.1 49.8 yoaudisduludion
Hexane : CH,CL,  (20:80) C4.22 11.0 yaaudsdvumies
CH,CI, C4.2.3 10.8 vosudadvinlumies

¥ S o & A a a 4 ¥
217 413nqu ca2.1 Hanvazifluvewded@vinlu@eon iwidedag
methanol 1dve #3917 As9eeuAIBmMALla TLC uazvindoya 'H NMR wusuiluedis
Usznsu I niin 40.2 findniuy

15051 C4.2.2 uaz 423 hildhunAnede
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11915 A1 C4.3 ¥ UIBARDAY column chromatography 1A 21¥TA2Y
@1111aza18 hexane hexane : CH,CL, TagAousiuandnhazatw lilaude BoAc iudiufiye

v »
1dnsaag 20 faddns asdvdeudomniin TLC TRasimua 5 nqu @z e

ATN 6 HANTSUENTITAQN C4.3

famirazaw aAINqQU ‘Lf”mﬁﬂ(mg) anYTENs
Hexane : CH,Cl,  (35:65) C43.1 7.0 yowdednnhnhmauns
Hexane : CH,CL,  (20:80) C432 100.2 voauadrumies
CH,CL, C433 1400 youdiaddin
CH,CL, :EtOAc  (94:06) C434 769.9 youdadvnumies
CH,CIL, :EtDAc  (91:09) C435 629.8 youudsdvnthumies

2.1.8 mangy C4.3.1 Fanwaziuveudedvntuimanas inndruda
hexane TAvosndadvnimin 7 fadnsu Wuaslszaou 1
a1ragu c4.32 idavuniluvewdsdynlumies hundndae
methanol 18 va1uied11 as19gsudr0maiia TLCuazeIndoya 'HNMR nuiuily
asdsznau I uin 57.2 Hadnsu
1181503 C4.3.3 VIUUARDAIY column chromatography WA LAY
#271192078 hexane hexane : CH,CI, TaeResqiutidhazarslusud EoAc Hud s

4 ¥
lansaaz 10 Taddns ATnnasuflomaiia TLC TRmisianun 2 ngu AIANS197

M54 7 HAMSUONTIITNY C4.3.3

anazaw 413U HINN(mg) anyzas
CH,CL, C433.1 34.4 v i@
CH,CL,: EtOAc  (95:5) C4.332 50.6 yoaudisdunumios

2.1.9 @13nqu c4.3.3.1 lildvinnfnmaoe
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71350qu C4.3.32 Tanvaiziuvewdsdvindumies dandnde
methanol lvasuds@yn duarsilsznou 3 min 39.1 dadnsy Iai l@nunges Taseadrs
2.1.10 1150 U C4.3.4 WIMUNADAIY column chrématography nalrsAaY
#11110200 hexane hexane : CH,CI, TnuRouiinsadnitazawTlouds E0A ud e

o E 4
an3az 20 addas AsavapuRImATin TLC TRasianua 2 ngu AIn15 R 8

MW 8 HANSHBINAISNGY C4.3.4

4
dniaza AN Wmin(mg) an¥uzms
Hexane : CH,Cl,  (70:30) C434.1 33.0 vodedun
CH,CL : EtOAc  (90:10) C4.342 60.5 youdadu

2.1.11 @150 C4.3.4.1 uaz a15ngu C4.3.4.2 W ldinndnude
A15NQqU C435 C44 C45 uaz ¢ bildinnAnyide
2.2 Han1suengsaia EtOAc unznnﬁflﬁn‘%qn?;
2.2.1 thasana EtOAc 16 A31 1 t8NA8 column chromatography (silica gel
0.063 — 0.200 mm) 800 N3 UAIF¥=AIBAIN1AL A1 hexane (M4 I88 CHCL Asaz 10%
aufs 100% vinviuiiud 1 Tas E0AC nf1az 10% suds 100% Huduivs 18adear 100
faddns dwaazdiuldizmediiiazaivesn asradeudaumaiia TLC saudaui

milsuiudndeiu ldasianua 7 ngu damsne 9

¥
#1379 9 wamsnenasanatu EoAc TaoTasu Inns Wuuunedunl

Aniazany 413nqu Ymin(niu) anyaIzans
Hexane : CH,Cl,  (50:50) El 04 yaunamiiaddvigou
Hexane : CH,Cl,  (40:60) E2 0.1 youdidvniumdoseu
Hexane: CHL,CL,  (40:60) E3 1.4 yoaudeauumies

CH,Cl, : EtOAc  (95:05) E4 1.1 ypunamilathina
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A1518 9 (A1)

Anihazany MInNgu shwineiu) dnuauzas
CH,CL, : EtOAc  (90:10) E5 04 veunamiladriana
CHCL :EtOAc  (85:15) E6 15 vowdadina
CH,CL, : EtOAc  (50:50) E7 2.1 vowdadima

2.2.2 11@150g1 E1 SUAABAIY column chromatography 11A1¥2A10A IR
] » ] o
a0 hexane hexane : CH,C, Taosisgqmndidniazainlihoufis EcoAc inudunye 1dnss
» »
az 50 Hadany ATITBUAILIMALA TLC Swduimideududialonu ldasianua 5 nqu

AINT N 10

MIN 10 HANSHENAITNYY El

aiiazay A13nqY 151"1Tﬂ(mg) anyuzas
Hexane : CH,Cl,  (90:10) ELl 100  vewidvluveunamniladyn
Hexane : CH,Cl,  (80:20) El1.2 81.7 yoaudsduniumies
Hexane : CH,Cl, (75:25) E13 35 vounaImiladied
Hexane : CH,Cl,  (70:30) El4 4.8 yoadedimauns
CH,CL, EL5 117.6 voumamiladimauns

223 a13ngu EL1 Wildhlddnwmde
r - o d o A ) ¥ ¥
arsngu E12 Tanvasifluvewdadvrnlumie s iwidndae
methano! TAwpaudadua min 50.9 iadndu Wumsilsznou 4 I hidnugas Tnssad
#130qu EL3 El4 uaz E1.5 Tl lldnude
2.2.4 a3ngu B2 Hdnvuziiuveaddvimhumiessou 1imnd19du hexane
1Rusaudafvrd 91msasnaeuslomaiin TLC nazvindeya 'H NMR wudndu a1s

szneu 1 Min 60.4 Tadansu
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225 M13ngu B3 fansazifuveandsdunduimaes 1111319890 hexane
Tavomiadv1i s1nn1sasisaeudlumaiia TLC uazevindoya 'H NMR wuduilu
msUszneu 1 wiin 73.5 Haansy

2.2.6 118150q E4 31UNABAY column chromatography WA2¥ZA0AINT

210 hexane hexane : CH,CI, TnoooqitusaianiazateTilaudls methanol Hudufios 14
nfeaz 50 fiaddns asredeudaomaiin TLC sawdimiousuihdofuldaswanun 4

AU AIAITN 11

MIN 11 HOMIUINTIINQU E4

¥

dnhazay aungy imin(mg) AnMUEs
Hexane : CH,CL,  (50:50) E4.1 7.8 yoadsdvrlumies
CH,C, E4.2 15.0 veudadvmhnihana
CHCL : EtOAc  (95:05) E43 169.7 woudeFuhumios
EtOAc:MeOH  (50:50) E4.4 3600 veumamiiadiwma

2.2.7 asnqu E4.1 T ldih ldnmde
' Ao g ke o vy v
asngu E42 fanvazifuvewdsfyduiinia hudndoe
o a ]
methanol 1dvpsudsFv1Ins9apuR0mAtin TLC nazendeya HNMR nuduitudis
sznou I wiin 7.0 Nadnsu
1 A w a A A ° ¥ b4
a15nqu E43 Tanuaziluvewiidurdumies iundnaae
<1 @ a A o °
methanol ‘lavasudasdy1 dlumisilszaou 5 wiin 81.4 Gadndu 1 hlAnugas Tnseadh
o ] ¥ v 9 o o
111a15n90 E4.4 U M8NADAIY column chromatography HAIYZAIUAIN
t A : © o 3 ] 4 k4
A2A10 hexane hexane : CH,CI, Tavasgqiiniidnirazaislilouda EoAc hudiunss 14
» [ ¥
nsaz 10 Tadans aseaeuRwmMAiin TLC Taudrufimiisunudridronu laesinua 4

AL AIAITN 12
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AT 12 Nﬁﬂﬁutjf\’d'ﬁﬂﬁ:n E4.4

Fd

Aniazay mngy  dmin(mg) anyuzais
Hexane : CH,CI,  (40:60) E44.1 516 wewdadunludon
Hexane : CH,CL,  (25:75) E4.4.2 325 wounamiladiluiseu
CHCL, E4.43 128.0 yoanaImMiladingea
CH,ClL,: EtOAc  (80:20) E4.4.4 60.0 veunamfiamima

228 a13nqu E44.1 idnyazifluvesudadvindwidion undredae
methanol 1dv83udedvnnirvaevdromaiia TLC uazvindoya 'HNMR wudniluais
Uszneu I wiin 14.6 Hadnsy

a150qu E4.4.2 E4.43 uaz E4.4.4 Tl 1@nuee
2.2.9117713n0q% E5 WNUAABAIY column chromatography Ua1¥2AI6A 391
2870 hexane hexane : CHLCL, Tnuspeqiusadaniazanlleuds E0Ac fudau flvg 14
afsaz 50 fndans asrnaeudaumaiia TLC sawdiuimieusudhdoiulgasianun 4

AQU AIATT N 13

ATTN 13 Nﬂﬂﬁllﬁﬂ’fﬁiﬂdﬂ E5

L

aAniazaiy 30g8  hmin(mg) anvuzas
Hexane : CH,CL,  (50:50) E5.1 2.1 youdsduntumies
CHCL :EtOAc  (97:03) E5.2 80.0 vauvamiladduy
CH,CL :EtOAc  (95:05) E5.3 64.2 younamiindiiwa
CH,CL, : EtOAc  (80:20) E5.4 78.7 voumamitadihena

2.2.10 A13nqu ES.1 fidnyazduvssndsfurndumdes wndndae
methanol 1A¥03ud9dv17 asrnasudrumaila TLC uazsindoya 'H NMR wudnilu
alsgneu I min 0.8 Nadnsu

11215033 ES.2 118AABAIY column chromatography HAI%2A 1062

° J ~ £ T o ] = b 4
N1AL AW hexane hexane : EtOAc Taunauqmnmmmazmu"lﬂﬂuﬁa EtOAc wudunye1a
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¥ . »
5902 10 Taaans asvaoudumAiln TLC saudiufimilsusuddlssuldarsnimua 3

AQU AIANTTN 14

aM13nqu E5.3 naz E5.4 Ti'ldhldfnede

A3 14 WaMSHERAITNQY ES.2

Aniazaty 13U Smiin(me) anyuzals
Hexane : EtOAc  (80:20) E5.2.1 9.8 yosmadniadiviseoou
Hexane : EtOAc  (60:40) E5.2.2 414 vauvamiladinies
EtOAc E5.2.3 2.0 youmamiindinio

2211 a3ngu E5.2.1 £52.2 wag E5.2.3 T'ldih hAnwde
2.2.12 11@150gy E6 MEAABAIY column chromatography HAI%¥ZAI8AIN
210 hexane hexane : CH,CL, TavAouitudrimazatlauss methanol dudauiiesq
afanz 50 finAans A3 aoudIemaTia TLC saudmAimioumudhdred dmmimun 5

AU AIA1IN 15

MIN 15 HaNMIUENTIINGY E6

aniozay MInqu 'Li"lﬂﬁh(mg) ANBUTHT
Hexane : CH,CL,  (70:30) E6.1 96.8 youdadunilumdes
Hexanc : CH,CL,  (90:10) E6.2 28.8 yodedvumies
CHCL :EtOAc  (95:05) E6.3 101.9 yoaudadulumios
CHCL :EtOAc  (40:60) E6.4 334 vowdedihma
EtOAc :McOH  (90:10) E6.5 414.7 vowdedthaa

J - o 3 A A o ¥ b 4
22.13 a15nqu E62 Tidnuuzifluveswdsfvdumies inndradae
methanol 1dvasudafuriasrvanudromaiin TLC uazendoya 'HNMR wudndu

asdsznev I viin 9.1 daansy
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a15nqu E6.3 fuveudadv1lumas11innd 19420 methanol 14
voaudieiv1iasvaeudlomaiin TLC uazaindeya 'H NMR wuiniluaisilszney 3 min
22.6 iladnsy

3G E6.4 uaz E6.5 Tu'laviludnuse

22.14 g13ngu E7 Hdnvadluveaudadiimnia wisn 30 fodnsu thands

#10 methanol lAveadadv1 Wuasszaen 6 i TuAnugas Taseerdn

¢
3. HEMINATBLGNEMIT I (Uaadlumanuan)
sy <
3.1 gnEmuNIaNsy
32 amuiluRuaoiradued

3.3 guEAgasw

= Y o o
4. ﬂ'l‘iﬁﬂH‘IgﬂiiﬂﬁQiﬁN‘lﬁNiﬂill‘ii!ﬂﬁ

PR ‘
anuigninuen’la iwndnuigas Tnseadnlaslddeyanvanlninsalsil

1. msisznou 1 dlukdndyramin 800.6 mg § yanasmna 220-222°C

FTIR V__ (CHCL) cm’ : 3345 2944 2862 1638 1453 1380 1043

'H NMR (300 MHz CDCl,) O : 465(1H, brs) 455(1H, brs) 3.16 (1H, dd, J =
10.8,5.1 Hz) 2.35(1H, dt,J =109, 5.5 Hz) 1.82-1.96 (m) 1.65 (3H, s) 1.00 (3H, s) 0.94 (3H,
5) 0.92 (3H, s) 0.80 (3H, 5) 0.76 (3H, s) 0.73 (3H, s) 0.66 (1H, d, J=9.1 Hz) '

SCNMR (75MHz CDCL,) 8:150.9 1093 79.0 553 504 483 480
430 428 408 400 388 387 380 371 356 343 297 280
274 251 209 193 183 180 161 159 153 145

EI-MS mw/z ( % relative intensity) : 426 IMI'(34)  411(30)  218(23) 189(34)
91(100)  77(65)

2. asszneu 2 Whiveuvamiladuasmin 12.2 Tadniu

FTIR V, (CHCL) cm’ : 2927 2860 1708 1459 1382
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'H NMR (300 MHz CDCL, ) & : 4.66(1H, brs) 4.55(1H, br 5) 2.24-2.52 (m)
1.84-1.97 (m) 1.66 (3H, s) 1.22 (3H, s) 1.04 3H, s) 1.00 3H,s) 0.93 GH,s) 0.90 (3H, s)
0.77 3H, 5)

"CNMR (75MHz CDCL,) 8:2182 150.8 1093 549 497 482 479
473 429 428 407 399 396 368 355 341 335 296 274
266 251 214 210 196 192 179 159 157 144

EI-MS m/z ( % relative intensity) : 424 [M]'(10) 218(7) 189(13) 91(100) 77(66)

3. amlszney 3 ihweadiadviamin 39.1 Hadniy yanasumad 237-240 °C

FTIRV,_(CHCL)cm' : 3396 2941 2862 1643 1454 1375 1027

'H NMR (300 MHz CDCL,) & : 4.65(1H, brs) 4.55(1H, brs) 3.77(1H, d, J =
10.7Hz) 3.30 (1H, d, J= 10.8 Hz) 3.16 (1H, dd, J=10.8, 4.9 Hz) 2.35 (1H, dt, J= 10.5, 6.2 Hz)
1.65 (3H, s) 0.99 (3H, s) 0.95 3H, s) 0.94 (3H, s) 0.79 (3H, s) 0.73 (3H, s) 0.65 (1H, d, J =
9.4 Hz)

PCNMR (75MHz CDCL) & : 1504 109.6 789 60.5 552 503 487
477 427 409 393 386 373 371 342 339 297 291 279
273 270 252 208 190 182 160 159 153 147

EI-MS m/z ( % relative intensity) : 442 IMT'(18) 411(63) 203(48) 189(21) 91(79)
77(100)

4. wmilszaow 4 Wuveaudeduriviin 50.9 mg yavasumad 190-192°C

FTIR V,__(CHCL) cm' : 2942 2866 1735 1451 1379 1243 1027

'"HNMR (300 MHz CDCL) & : 4.66 (1H, brs) 4.54(1H, brs) 4.4 (1H,dd, J=
10.8, 5.8 Hz) 0.76 (d, J= 10.8, 5.8 Hz) 2.33 (1H, dt, J= 11.1, 5.6 Hz) 2.28-2.40 (m) 1.66 (3H, 5)
1.00 GH, s) 0.91 3H,s) 0.82 (9H, s) 0.81 (3H,s) 2.01 3H, s)

PCNMR (75MHz CDCL,) 8 : 171.0 1509 1093 809 553 503 482
480 429 428 408 399 383 380 377 370 355 342 298
282 274 250 237 209 213 190 181 179 164 161 159
14.5

EI-MS m/z( % relative intensity) : 468 [M]'(28) 396(100) 218(24) 189(22) 91(49)
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5. @siszneu s Hluveadisd@uimin 81.4 mg yananunag 209-210°C

FTIR V__(CHCL)cm' :3587 2942 2868 1739 1458 1388 1239 1033

'HNMR (300 MHz CDCL,) & : 466 (1H, brs)uaz 4.56 (14, brs) 4.22(1H, d,
J=11.0Hz) 3.83(1H,d,J=11.0Hz) 3.16(1H, dd, J=10.3,4.8 Hz) Hz) 2.42(1H,dtJ=
108, 5.8 Hz) 1.65(3H,s) 0.80 (3H,s) 0.94 3H, s) 0.95 3H,s) 0.73 3H, s) 1.00 3H, s)
2.04(3H,s) 0.65(1H, d,J="9.0)

"CNMR (75MHz CDCL,) § :171.6 150.1 109.8 789 628 552 503
487 47.6 463 426 408 388 387 375 345 341 297 295
279 273 270 251 210 207 191 182 160 153 147

EI-MS mv/z ( % relative intensity) : 484 [M]'(36) 466(84) 411(63) 216(52) 189(84)
91(100)

6. amilszneu 6 duvsadisdun wifn 5.1 mg yavaouman 285-287°C

FTIR V__(CHCL) cm' :3385 2938 1458 1436 1030

"H NMR (300 MHz CDCL,) & : 0.61-0.94 (m) 1.18-2.30 (m) 4.34 (d, 7.5 Hz) 3.22-
3.76 5.29 (br, s)

"CNMR (75MHz CDCL,) 8 : 11.7 118 187 189 192 197 209
229 242 259 281 290 295 318 338 360 365 371 396
422 457 499 559 566 619 700 762 734 755 1010 1222
140.1

7. awiszneu [luveanausynin [sitosterol LAY stigmasterol

8. a1dszney I dua13Usene long chain hydrocarbon



NN 5

F=Y k74
a3 e wma naz Joiaueuus

n1sinnHgasiassadevesmsuiqns
3

o a o v [y a =
HINITUT qwﬁﬂllﬂﬂvlﬁ”"lWWQﬁﬁﬁ ul'"ﬁ?llazﬁﬂ};nTﬂiqlﬁi'lﬂiﬂﬂjlﬂﬁ-lzﬂﬂlﬂya“

1A91nmatin IR, NMR taz MS

Iy 9 o a‘d' 9
pfgnilassaivesmsuignsiuenla

asdseneu 1

arslsznoy 1illuvewdsd@urimin 800.6 mg yanasuman 220-222°C

FTIR spectrum T¥ununtsganduudsdudsusail v, (CHCL) 3345 em” Shuouns
Baves O-H a1 2944, 2862 cm” 1ilunoumsdia C-H nag 1638 em” Hhunnumisiiaves c=c
84 terminal methylene 10UN1598 C-H 484 CH, Wufl 1453,1380 g1 1043 cm” iluuauns
Baves C-0

"H NMR spectrum {0 A 0} 0 181 491 vinylic proton A1 Uaft 2970 7 54.65 (1H,
brs) uae 4.55 (1H, brs) ﬁauﬁ"tgtgmﬁ 0 3.16 (1H, dd, /= 10.8, 5.1 Hz) Wuveq axial proton
AN U 3 1182 methyl proton W7 ny uarasdyay I singlet 71 & 1.65 (H-30) 1.00 (H-26) 0.94
(H-23) 0.92 (H-27) 0.80 (H-25) 0.76 (H-28) 1@z 0.73 (H-24)

910 'H - 'H COSY spectrum 1113 coupling 531319 H-21 i1 H-19 (5 1.82-1.96 uag
52.35)

11ndoyn "C NMR spectrum 14 29 daygaived 30 A15U8U (1519 16) 9ndoya

DEPT 90 uaz DEPT 135 wuinlsznsudi
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7 methyl carbon i SC 145 (C-27), 15.3 (C-24), 15.9 (C-25), 16.1 (C-26), 18.0 (C-28),
19.3 (C-30) 11az 28.0 (C-23)

11 methylene carbon ﬁ OC 183 (C-6), 20.9 (C-11), 25.1 (C-12), 27.4 (C-2), 27.4 (C-15),
29.7 (C-21), 35.6 (C-16), 34.3 (C-7), 38.7 (C-1), 40.0 (C-22) ua 109.3 (C-29)

6 methine carbon ‘ﬁ OC 38.0 (C-13), 48.0 (C-18), 48.3 (C-19), 50.4 (C-9), 55.3 (C-5)
Hag 79.0 (C-3)

6 quaternary carbon 71 OC 38.8 (C-4), 40.8 (C-8), 37.1 (C-10), 42.8 (C-14), 43.0 (C-17)
1az 150.9 (C-20)

EIMS yoemisilsznon 1 dyie mz 7 426 SensedugasTuana C,H,0 wiow
Ul fragment fon i m/z 411 218 189 1Az 91 WinmsFoudoudeya IR 'HNMR “C NMR
(Sookkua, P. 2002 : 27-28) ¥ ® 9 Lupeol (221-223 °C Yoshihira, 1971 : 2271-2277) i U & 15
Usznou 1 agl1d4 a1stlsznen 175 Lupeol iHumsHiflqniauuzide Walker-carcinoma-
256 wuluivana Diospyros (Mallavadhani, U.V. Panda, AX. & Rao, Y.R. 1998 : 901-905)
uazdawnus1nueINs Minusops elengi (Misra, G. and Mitra, C. R. 1968 : 501-502) Tulnveq
Wy Quercus suber (Monaco, P & Previtera, L. 1984 : 673-675) lay 1) 30nveINY Crataeva

nurvala Ham. (Sookkua, P. 2002 : 27-28)



A3 16 Goya "C NMR DEPT 90 uaz DEPT 135 w84 mstsznou 1

13

AUNU C NMR DEPT 90 DEPT 135
oc oc oc
1 38.7 38.7
2 27.4 274
79.0 79.0 79.0
4 38.8
5 55.3 553 55.3
6 18.3 18.3
7 343 343
8 40.8
9 50.4 504 50.4
10 37.1
11 20.9 20.9
12 25.1 25.1
13 38.0 38.0 38.0
14 228
15 27.4 274
16 35.6 35.6
17 43.0
18 48.0 48.0 48.0
19 483 483 483
20 150.9
21 29.7 29.7
22 40.0 40.0
23 28.0 28.0
24 15.3 15.3
25 15.9 15.9

26 16.1 16.1




A1 16 (AB)

13

Annus C NMR DEPT 90 DEPT 135
oc oc e
27 14.5 14.5
28 18.0 18.0
29 109.3 109.3
30 19.3 19.3

AN 17 Yoya HMQC spectrum v8asilszne 1

dC (ppm) OH (ppm) dAunsves PCuas 'H
553(C-5) <> 0.66 (H-5) CH-5
153(C249) <> 0.73 (H-24) CH,-24
18.0(C-28) <~ 0.76 (H-28) CH,-28
159(C-25) <> 0.80 (H-25) CH,-25
145(C27) <> 0.92 (H-27) CH,-27
280(C23) <> 0.94 (H-23) CH,-23
16.1(C-26) <> 1.00 (H-26) CH,-26
19.3(C-30) <> 1.65 (H-30) CH,-30
297(C21) <> 1.82-1.96 (H-21) CH,-21
483(C-19) <> 2.35 (H-19) CH-19
79.0(C3) <> 3.16 (H-3) CH-3
109.3(C-29) < 4.55 4.65 (H-29) CH,-29
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A3 18 Yeya HMBC spectrum ¥03@13U3znou 1

dC (ppm) AMuFURUES OH (ppm)

79.0 (C-3) > 0.94 (H-23) 0.73 (H-24)

55.3(C-35) <> 0.80 (H-25)

48.3(C-19) <> 1.82-1.96 (H-21) 4.55 4.65 (H-29) 1.65 (H-30)
29.7(C-21) <> 2.35 (H-19)

28.0(C-23) <> 0.66 (H-5)

109.3 (C-29) <> 235 (H-19) 1.65 (H-30)

19.3 (C-30) <> 235 (H-19) 4.5 4.65 (H-29)

M5 19 d8a 'HNMR °C NMR w01 a151l52n081 1 1ag Lupeol

AU aislszneu 1 Lupeol
Sc i Sc” 8"

1 38.7 38.6

2 27.4 27.4

3 79.0 3.16 (1H, dd, J=10.8, 5.1 Hz) 79.0 3.16 (1H, dd, J=10.8, 5.3 Hz)
4 33.8 389

5 55.3 0.66 (1H, d,.J=9.1 Hz) 553 0.65(1H, d, J=9.0 Hz)
6 18.3 18.3

7 343 34.2

8 40.8 40.8

9 50.4 50.4

10 37.1 37.1

11 20.9 20.9

12 25.1 25.1

13 38.0 38.0

14 42.8 428

15 27.4 274




A1319 19 (AD)

AMna #13tsznou 1 Lupeol
oc OH’ oc” O
16 35.6 356
17 43.0 43.0
18 48.0 43.0
19 48.3 2.35(1H, dt, J=10.9, 5.5 Hz) 48.3 2.35(1H, dt, J=11.0, 5.6 Hz)
20 1509 151.0
21 297 1.82-1.96 (m) 298 1.90 (m)
22 40.0 40.0
23 280 0.94(3H,s) 28.0  0.94 GH,s)
24 15.3 0.73 (34, 5) 154 0.73 (3H, s)
25 159  0.80 (3H,s) 161  0.80 (3H, s)
26 16.1 1.00 (3H, s) 16.0 101 (3H,s)
27 145  092(H,s) 145  0.92(3H,s)
28 18.0 0.76 (3H, s) 18.0 0.76 (3H, s)
29 109.3  4.65 (brs), 4.55 (br s) 1093 4.6 (1H, brs), 4.54 (1H, br s)
30 19.3 1.65 (3H, s) 19.3 1.66 (3H, s)

*'HNMR 300 MHz "CNMR 75MHz in CDCl, **'H NMR 300 MHz "C NMR 75 MHz in CDCL, (Sooklua, P. 2002 : 27-28)
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asilsznou 2

a1sUsaou 2 uveanamiladuas 12.2 fiadnsu 1iAMsATNIELAIY TLC Nuh
farsdurhudion

FTIR spectram 1¥tounisganAunasdunsusaii v (CHCL) 2927, 2860 cm” 1ifu
HaUN8A C-H uaz 1708 em™ 151unoun158A109 C=0 184 ketone UBUA1TID C-H ¥93 CH,
WUT 1459 uag 1382

'"H NMR spectrum 1% A3 §Y 18 YB3 vinylic proton e'huuu'a’fi 29 fie ﬁ 3 4.66 (1H,
br s) Way 4.55 (1H, br s) methyl proton ‘qu 7 M uaAId Y singlet 7 8 1.6 (H-30) 1.22 (H-
26) 1.04 (H-23) 1.00 (H-24) 0.93 (H-27) 0.90 (H-25) itaz 0.77 (H-28)

910 'H - 'H COSY spectrum 1in15 coupling 55131 8 H-21 11 H-19 (3 1.82-1.96 uag
32.35)

VINd83y8 °C NMR spectrum 1@ 30 dayanas 484 30 A15UBY (#1513 20) 1indoya
DEPT 90 ttaz DEPT 135 wuinlsenouaan

7 methyl carbon 17! OC 144 (C-27), 21.0 (C-24), 15.9 (C-25), 15.7 (C-26), 17.9 (C-28),
19.6 (C-30) iaz 26.6 (C-23)

11 methylene carbon # OC 19.2 (C-6), 21.4 (C-11), 34.1 (C-2), 25.1 (C-12), 27.4 (C-15),
29.6 (C-21), 33.5 (C-7), 35.5 (C-16), 39.6 (C-1), 39.9 (C-22) 1iag 109.3 (C-29)

5 methine carbon ‘7! OC 38.1 (C-13), 48.2 (C-18), 47.9 (C-19), 49.7 (C-9) ae 54.9 (C-5)

7 quatemary carbon # SC 47.3 (C-4), 40.7 (C-8), 36.8 (C-10), 42.8 (C-14), 42.9 (C-17),
150.8 (C-20) 1oz 218.2 (C-3)

EIMS vosmistlsznew 2 1ddyau mz 7l 424 Faasefuqas Tumna €, H,,0 wou
) fragment ion 7l m/z 409 218 189 nas 91 vinnsnfiudsudeya 'HNMR °C NMR
(Hisham, A. etal . 1995 : 1227-1231) 484 Lupenone nua1silszneu 2 wydieyadiulug

adwadeiu Tainzaial 1 msilsznen 2 Haseaswveears Lupenose Wudulng
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%9 Lupenone il uaisimonuluitynaruxiiayu #s1uana Diospyros maritima Blume
(Higa, Ogihara & Yogi. 1998 : 1189-1193) sazdanului)dendAuvesie Selacia beddomei

(Hisham, A. etal . 1995 : 1227-1231)

#1314 20 Y9a "CNMR DEPT 90 uaz DEPT 135 w04 a1silsgnen 2

Aunua “C NMR DEPT 90 DEPT 135

dc oc le

1 39.6 39.6

2 34.1 34.1

3 2182

4 473

5 54.9 54.9 54.9

6 19.2 192

7 335 33.5

8 407

9 497 49.7 497

10 36.8

11 214 214

12 25.1 25.1

13 38.1 38.1

14 4238

15 274 274

16 35.5 355

17 429

18 482 482

19 479 47.9

20 150.8

21 29.6 29.6

22 399 39.9




A3 20 (AB)

13

Aumia C NMR DEPT 90 DEPT 135
oc oc dc
23 26.6 26.6
24 21.0 21.0
25 15.9 15.9
26 15.7 15.7
27 14.4 14.4
28 17.9 17.9
29 109.3 109.3
30 19.6 19.6

A3 N 21 d8ya HMQC spectrum ¥o3d1513znoy 2

OC (ppm) OH (ppm) Aundves “cuaz ‘"
179(C28) <2 0.77 (H-28) CH,-28
15.9(C25) <> 0.90 (H-25) CH,-25
144(C27) <2 0.93 (H-27) CH,27
21.0(C24) < 1.00 (H-24) CH,-24
266(C-23) <> 1.04 (H-23) CH,-23 -
15.7(C26) <> 1.22 (H-26) CH,-26
19.6 (C-30) < 1.66 (H-30) CH,-30
296(C21) <> 1.84-1.97 (H-21) CH,-21
479(C-19) <> 2.24-2.52 (H-19) CH-19
1093 (C-29) <> 4.55 4.66 (H-29) CH,29
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A131922 Y838 HMBC spectrum ¥83a151l32n0Y 2

OC (ppm) anuduRusiy SH (ppm)

218.2(C-3) «> 1.04 (H-23) 1.00 (H-24)

54.9 (C-5) <> 0.90 (H-25)

47.9 (C-19) <> 1.84-1.97 (H-21) 4.55 4.66 (H-29) 1.66 (H-30)
29.6 (C-21) <> 2.24-2.52 (H-19) 1.66 (H-30)

109.3 (C-29) > 2.24-2.52 (H-19) 1.66 (H-30)

19.6 (C-30) <> 2.24-2.52 (H-19) 4.55 4.66 (H-29)

A3 23 Y030 'HNMR °C NMR ve3 @131}52001 2 1182 Lupenone

AMNUI asilsznou 2 Lupenone
Sc S S i

1 39.6 39.6

2 34.1 34.1

3 2182 2179
4 473 473

5 54.9 54.9
6 19.2 19.7
7 335 33.6
8 40.7 40.8
9 49.7 49.8
10 36.8 36.9
11 21.4 215
12 25.1 25.1
13 38.1 37.4
14 42.8 42.8
15 274 27.4
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A1571 23 (AB)

AU msszneu 2 Lupenone
oc Oon’ oc” om”
16 355 35.6
17 42.9 43.0
18 48.2 48.3
19 479 2.24-2.52 (m) 47.9 2.35(14, dt,J=11.0,5.6 Hz)
20 150.8 150.8
21 29.6 1.84-1.97 (m) 298  1.90(m)
22 39.9 40.0
23 26.6 1.04 (3H, s) 266  1.08(3H,s)
24 21.0 1.00 (3H, s) 21.0 1.04 3H, s)
25 15.9 0.90 (3H, s) 15.9 0.94 3H, 5)
26 15.7 1.22 (3H, 5) 158  1.08 GH,s)
27 14.4 093 3H, s) 145 096 (3H,s)
28 179 0.77 (3H, s) 18.0 0.80 (3H, s)
29 1093  4.66 (brs), 4.55 (brs) 109.4  4.63 (1H, brs), 4.58 (1H, brs)
30 19.6 1.65 (3H, s) 19.3 1.68 (3H, s)

* 'HNMR 300 MHz""C NMR 75 MHz in CDCl, **HNMR 270 MHz C NMR 67.9 MHz in CDCY, (Hisham, A. 1995 : 1227-1231)
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a15dszhen 3

a1siszneu 3 luvedsdurimin 39.1 Tadndu yanasumal 237240 °C

FTIR spectrum THitaumsganduuasdudsisafi V__(CHCL) 3396 em” iuuouns
tAYDY O-H d7u 2941, 2862 cm” ilutounisiia C-H uag 1643 em” Hunoumsdaves c=C
14 terminal methylene 10UN1338 C-H 484 CH, WU 1454,1375 d7u 1027 em” (Slunauns
a9 C-0

@

"H NMR spectrum 1@ A6 a0y 181 Y89 vinylic proton A 1LM UM 29 fis 1 O 4.65 (1H,

g o

br s) Uag 4.55 (1H, br 5) UOTWUTYYINITUU AB Y84 methylene proton (H-28) fi 537708,
d,J=10.7 Hz) uaz 3.30 (1H, d, J = 10.8 Hz) Ty 19t doublet 7 50.65 (/=94 Hz) 1iluves
methine proton AMIKUY 5 dauﬁngnpm‘?; 03.16 (1H, dd, J= 10.8, 4.9 Hz) 11Uy axial proton
AWVUI 3 1A methyl proton a6 ny uansd o singlet 71 & 1.65 (H-30) 0.99 (H-26) 0.95
(H-23) 0.94 (H~27) 0.79 (H-25) 1oz 0.73 (H-24)

910 'H - 'H COSY spectrum 1115 coupling 351319 H-28 Ay H-28 (5 3.31 uag §3.77)

1Indeyn “C NMR spectrum tiaas 29 dyaiaives 30 A5 uoU (1313 24) Vindoya
DEPT 90 a2 DEPT 135 wuilsznouaiu

6 methyl carbon ﬁ OC 14.7 (C-27), 15.3 (C-24), 15.9 (C-26), 16.0 (C-25), 19.0 (C-30)
ung 27.9 (C-23)

12 methylene carbon 7l SC 18.2 (C-6), 20.8 (C-11), 25.2 (C-12), 27.0 (C-15), 27.3 (C-2),
29.1 (C-16), 29.7 (C-21), 33.9 (C-22), 34.2 (C-7), 38.6 (C-1), 60.5 (C-28) s 109.6 (C-29)

6 methine carbon #i 5C 37.1 (C-13), 47.7 (C-18), 48.7 (C-19), 50.3 (C-9), 55.2 (C-5)
uow 78.9 (C-3)

6 quaternary carbon 17] Oc 39.3 (C-4), 40.9 (C-8), 37.3 (C-10), 42.7 (C-14), 47.7 (C-17)
oz 150.7 (C-20)
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EIMS veed151Usznou 3 Iddyqias molecular jon miz fi 442 Fansadugas
Tutana C, H,0, nioudu fragment ion i m/z 411 203 91 iz 77 vinmsnfFomiioudoya
IR 'H NMR "C NMR (Aunchai, N. 2002 : 44-49) 493 Betulin (236-238 ‘C Tinto etal, 1992 :
395-398) fuasUszneu 3 wuhideyandundeiu aqul14h a1sszaey 3 Ao Bewin ¥
Suasifignigumssaay i Walker carcinoma- 256 nuluiisana Diospyros
(Mallavadhani, U.V. Panda, AX. & Rao, Y.R. 1998 : 901-905) uazdenuludrduves Salacia
cordata (Tinto, W_F. et al. 1992 : 395-398) wulud1duvo9 Plantanus x hybrida (Aplin, R. T.,

Halsall, T. G. & Norin, T. 1963 : 3269-3273)

1319 24 Yoya "C NMR DEPT 90 1iaz DEPT 135 veaasilszneu 3

ANINUI “C NMR DEPT 90 DEPT 135

oC oc oc

1 386 38.6

2 273 273

3 78.9 78.9 78.9

4 393

5 55.2 552 55.2

6 18.2 18.2

7 342 34.2

8 40.9

9 503 50.3 50.3

10 373

11 20.8 208

12 252 252

13 37.1 37.1 37.1

14 427

15 27.0 27.0

16 29.1 29.1

17 47.7




1519 24 (AD)

13

AunS C NMR DEPT 90 DEPT 135
dc oc oc
18 477 47.7 477
19 48.7 48.7 48.7
20 150.4
21 29.7 29.7
22 339 339
23 27.9 27.9
24 15.3 15.3
25 16.0 16.0
26 15.9 15.9
27 14.7 14.7
28 60.5 60.5
29 109.6 109.6
30 19.0 19.0

M3 25 d8ya HMQC spectrum v@3a151lsznon 3

dC (ppm) OH (ppm) Aunted “Cuaz 'H
552(c5) < 0.65 (H-5) CH-5
153(C-24) < 0.73 (H-24) CH,-24
16.0(C-25) <> 0.79 (H-25) CH,-25
147(Cc-27 < 0.94 (H-27) CH,-27
279(C-23) < 0.95 (H-23) CH,-23
159(C26) <> 0.99 (H-26) CH,-26
19.0(C-30) < 1.65 (H-30) CH,-30




A1314 25 (A1D)
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OC (ppm) OH (ppm) Auvsves “Cuaz 'H
48.7(C-19) <> 2.35 (H-19) CH-19
789(C-3) < 3.16 (H-3) CH-3
60.5(C-28) <> 3.30 3.77 (H-28) CH,-28
109.6 (C-29) <> 4.65 4.56 (H-29) CH,-29
AN 26 Y8ya HMBC spectrum voasilsznou 3
3¢ (ppm) anuduiutiu OH (pprm)
78.9 (C-3) <> 0.95 (H-23) 0.73 (H-24)
55.2(C-5) > 0.79 (H-25)
48.7(C-19) <> 4.55 4.65 (H-29) 1.65 (H-30)
27.9(C-23) <> 3.16 (H-3) 0.65 (H-5) 0.73 (H-24)
15.3 (C-24) <> 3.16 (H-3) 0.65 (H-5) 0.95 (H-23)
16.0 (C-25) <> 0.65 (H-5)
109.6 (C-29) «> 2.35(H-19) 1.65 (H-30)
19.0 (C-30) <> 2.35 (H-19) 4.55 4.65 (H-29)

#1579 27 doya 'HNMR "C NMR 409 13152081 3 1ag Betulin

AUMNUI #151l5znoun 3 Betulin
oc o oc”  OH”
1 38.6 387
2 273 27.4
3 78.9 3.16 (1H, dd, J=10.8, 4.9 Hz) 79.1 3.16 (1H, dd, J = 10.6, 5.0 Hz)
4 393 38.8
552 0.65(1H,d,J=9.4 Hz) 553 0.71 (1H,d,J=9.4 Hz)
6 18.2 18.3
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A1519 27 (AB)

Aninils wsdsznou 3 Betulin
oc” oW oc”  OH”
7 34.2 343
8 40.9 41.0
9 50.3 50.5
10 37.3 373
11 20.8 20.9
12 25.2 25.2
13 37.1 372
14 42.7 42.8
15 27.0 27.1
16 29.1 292
17 47.7 479
18 4.7 47.9
19 48.7 2.35(1H, dt, J=10.5, 6.2 Hz) 48.8 236 (1H, dt, J=10.6, 6.0 Hz)
20 150.4 150.5
21 29.7 29.8
22 33.9 34.0
23 279 0.95(3H, s) 28.1 0.95 (3H, s)
24 153 0.73(3H,s) 154  0.74 GH, s)
25 160  0.79 (3H,s) 161 0.80 (3H, s)
26 159  0.99 (3H,s) 16.1  1.00 3H, s)
27 14.7 0.94 (3H, s) 14.8 0.96 (3H, s)
28 60.5  3.30(1H, d,J=10.8 Hz) 60.6  3.31(1H,d,J=10.8 Hz)
3.77(1H, d,J=10.7 Hz) 3.78 (1H, d, J=10.8 Hz)
29 109.6  4.65(1H, brs), 455 (1H,brs)  109.7  4.66 (1H, brs), 4.56 (1H, br s)
30 190  1.65(H,s) 19.1  1.66 3H, s)

* 'HNMR 300 MHz "CNMR 75 MHz in CDCI, *+'HNMR 300 MHz °C NMR 75 MHz in CDC, (Aunchai, N. 2002 : 44-49)
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asysenon 4

arsilszneu 4 duvewdsdyrimin 50.9 mg yanasuma 190-192°C

FTIR spectrun 1R uaun1sqandunasdunsusaii v (CHCL) 2942, 2866 cm™ 1y
woun1sta C-H # 1735 cm ™ luuouniséaves C=0 ves ester i 1451, 1379 ilutountsse
C-H v03 CH, dauff 1243 1az 1027 cm” Hunaunistiaves C-0 ves acetate

"H NMR spectrum & A& @8y 19 Y83 vinylic proton fumai 20 e i 54.66 (1H,
brs) uas 4.54 (14, br s) ﬁauﬁuﬂmymﬁ 04.44 (14, dd, J=10.8, 5.8 Hz) nf]umm oxymethine
figefuny O-acetyl AWM 3 methine proton H-5 uaasdi 50.76 (4, J= 10.8, 5.8 Hz) uaz
methyl proton Was MYy uEAIT Y I singlet #{ & 1.66 (H-30) 1.00 (H-26) 0.82 (H-23) 0.91 (H-
27) 0.82 (H-25) 0.81 (H-28) 0.82 (H-24) 1taz 2.01 (H-2)

910 'H- 'H COSY spectrum {115 coupling 52 %319 H-19 Ay H-21 (5233 uaz &
1.82-1.93)

9Indaya “C NMR spectrum Uea4 32 Feyniaved 32 A15ueu (A1519 28) 91ndoya
DEPT 90 uaz DEPT 135 nulsznaudaiy

8 methyl carbon 71 OC 145 (C-27), 15.9 (C-24), 16.1 (C-25), 16.4 (C-26), 17.9 (C-28),
19.0 (C-30), 28.2 (C-23) az 21.3 (C-2)

11 methylene carbon 'ﬁ OC 18.1 (C-6), 20.9 (C-11), 25.0 (C-12), 23.7 (C-2), 27.4 (C-15),
29.8 (C-21), 35.5 (C-16), 34.2 (C-7), 38.3 (C-1), 39.9 (C-22) U@z 109.3 (C-29)

6 methine carbon i OC 38.0 (C-13), 48.0 (C-18), 48.2 (C-19), 503 (C-9), 55.3 (C-5)
unz 80.9 (C-3)

6 quaternary carbon ﬁ OC 37.7 (C-4), 40.8 (C-8), 37.0 (C-10), 42.8 (C-14), 42.9 (C-17)
1ae 150.9 (C-20)

EIMS w03d1515znou 4 1dayey1at molecular ion m/z 7 468 c??mﬁﬁuqmﬂmaqa

C,,H,,0, W¥oufl fragment ion fi m/z 396 255 218 189 way 91 nmsuiSvuiisudeya
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IR (Argay, G.etal. 1997 : 169-179) 'H NMR (Sumanasrethakul, C. 1972 : 44) °C NMR (Byla,
B. & Herz, W. 1996 : 501-504) 483 Lupeol acetate (214-215 °’c Sumanasrethakul, C. 1972 : 44)
f g13Uszney 4 wuhdeyandwndedu agul84 misilsenow 4 Ao Lupeol acetate Fuilu
asiiaenuludsnarosiiagu fylu ana Diospyros ﬁqwﬁlﬁugqmmm’%mﬁnﬁﬂ‘lum_g
(Mallavadhani, U.V_, Panda, A. K. & Rao, Y.R. 1998 : 901-905) wazdawu luiye f)Q Hieracium
plumulisum (Argay, G. etal 1997 : 169-179) uazwy lusinveaiiy Minusops elengi (Misra, G.
and Mitra, C. R. 1968 : 501-502)

A1319 28 4818 °C NMR DEPT 90 1oz DEPT 135 w3 m151lszneu 4

AMAUS “CNMR DEPT 90 DEPT 135
oc oc oc
1 383 383
2 23.7 23.7
3 80.9 80.9 80.9
4 37.7
5 553 55.3 553
6 18.1 18.1
7 342 342
8 40.8
9 50.3 50.3 50.3
10 37.0
11 20.9 20.9
12 25.0 25.0
13 38.0 38.0 38.0
14 42.8
15 274 274
16 355 355
17 429

18 48.0 48.0 48.0




A3 28 (AD)

13

Auna C NMR DEPT 90 DEPT 135
oc oc oc
19 482 482 482
20 150.9
21 29.8 29.8
22 39.9 39.9
23 28.2 28.2
24 15.9 15.9
25 16.1 16.1
26 16.4 16.4
27 14.5 14.5
28 17.9 17.9
29 109.3 109.3
30 19.0 19.0
1 171.0
vA 213 213

A151929 4Byn HMQC spectrum voda1silsznou 4

8C(ppm) OH (ppm) Auvies “Cuaz 'H
213(C2) <> 2.01 (H-2) CH, 03 2
553(C5) < 0.76 (H-5) CH-5

159(C-24) < 0.82 (H-24) CH,-24
17.9(C-28) < 0.81 (H-28) CH,-28
16.1(C-25) < 0.82 (H-25) CH,-25
145(C27) <> 0.91 (H-27) CH,-27
282(C23) < 0.82 (H-23) CH,-23
16.4(C26) <> 1.00 (H-26) CH,-26
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A5 N 29 (AD)

SC (ppm) OH (ppm) Aunisves “Cuas 'H
19.0(C-30) <> 1.66 (H-30) CH,-30
29.8(C-21) < 1.82-1.93 (H-21) CH,-21
482(C-19) <> 2.33 (H-19) CH-19
80.9(C-3) <> 4.44 (H-3) CH-3
1093 (C-29) <> 4.54 4.66 (H-29) CH,-29

A5 30 Y0yA HMBC spectrum 9093815132001 4

dC (ppm) anuduRusiu OH (ppm)

80.9 (C-3) <> 0.82 (H-23) 0.82 (H-24)

55.3(C-5) > 0.82 (H-25)

482 (C-19) <> 1.82-1.93 (H-21) 4.54 4.66 (H-29) 1.66 (H-30)
29.8 (C-21) <> 2.33 (H-19)

16.1 (C-25) <> 0.76 (H-5)

109.3 (C-29) <> 2.33(H-19) 1.66 (H-30)

19.0 (C-30) <> 2.33 (H-19) 4.54 4.66 (H-29)

171.0 (C-1) <> 2.01 (H-2)

#1579 31 Joya 'HNMR "C NMR v84 151)52A01 4 12 Lupeol acetate

ANNU asznou 4 Lupeol acetate
oc” oW oc™ OH”
1 383 383
2 23.7 23.6
3 80.9 4.44 (1H, dd, J=10.8, 5.8 Hz) 80.9 433(1H, J=5H2)
4 37.7 37.7

5 553 0.76 (d, J=9.0 Hz) 55.3




A1519 31 (AB)
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AWHUI m5Usznou 4 Lupeol acetate
oc” oW oc™ ou”

6 18.1 18.1
7 342 34.1
8 40.8 40.0
9 50.3 50.5
10 37.0 37.0
11 209 209
12 25.0 25.0
13 38.0 38.0
14 428 42.0
15 274 274
16 35.5 35.5
17 429 42,0
18 43.0 479
19 482  233(1H,dt,J=11.1,56Hz) 482 Tilaswamld
20 150.9 150.9
21 298  1.82-1.93 (m) 290  hildswand
22 399 39.9
23 282 0.82(3H,s) 279  0.85(H,s)
24 159  0.82(3H,s) 159  0.85(3H,s)
25 161  0.82(3H,3) 16.1 0.85 (3H, s)
26 164  1.00 3H,s) 16.3 0.94 (3H, s)
27 145 091 (H,s) 144 1.03 3H, 5)
28 179 081 (H,s) 179 0.79(3H,s)
29 109.3  4.66 (brs), 4.54 (brs) 109.3 4.62(2Hbrs)
30 190 166 (3H,s) 192 1.69 (3H, s)
1 171.0 171.0
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1319 31 (D)

AU #1ssenou 4 Lupeol acetate
o OH o OH”
2 213 201 (H,s) 213 2.02 (3H, s)

* 'HNMR 300 MHz “CNMR 75 MHz in CDC,

**'HNMR in CDCl, (Sumanasrcthakul, C. 1972 - 44)

**% BCNMR 75 MHz in CDCI, (Argay, G.et al. 1997 : 161-179)

asiszneu s

astlszasy 5 uvedsd¥ niin 81.4 mg mp 209-210°C

FTIR spectrum 1ifuaunisganduuasdunsusadi V__ (CHCL) 3587 cm” fiunoums
aves O-H du 2942, 2868 cm ' Wunaumista C-H uaz 1739 cm”’ Aunoumsiaves c=o
Y04 ester 7 1458,1388 LALA1TI0 C-H 103 CH, ©7u 1239 182 1033 cm 1unaunistinveq
C-0O Y83 acetate

"HNMR spectrum 1@ #3704 181 484 vinylic proton #11¥ viafi 2070 71 64.66 (1H,
brs) g 4.56 (1H, br s) 4aTWUTYYIVIZUY AB 484 methylene protron Rumiei 28 7
03.83(1H, d,J=11.0 Hz) uaz 54.22 (1H, d, /= 11.0 Hz) ﬁauﬁmqwm?{ 03.16 (1K, dd, J =
10.3,4.8 Hz) Li‘lumm axial proton ANINUQ 3 methine proton H-5 ﬂimgﬁ 00.65(1H,d,J=9.0
Hz) 1182 methyl proton Vi‘l 7 Wi uaAIdyy I singlet i 51.65 (H-30) 0.80 (H-26) 0.94 (H-23)
0.95 (H-27) 0.73 (H-25) 1.00 (H-24) 1% 51 methyl proton ¥ BIN 1 acctoxy WA 4 i 52,04
(H-2")

110 'H- 'H COSY spectrum 11n13 coupling 84 vicinal proton @1uMus#i 28 (5 3.83
oz 04.22)
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1indoya “C NMR spectrum Uar@a 30 dyaiaives 32 MTuau (A5 32) 9ndeya
DEPT 90 #ta DEPT 135 wuilszneudis

7 methyl carbon #i 8C 14.7 (C-27), 15.3 (C-24), 16.0 (C-26), 16.0 (C-25), 19.1 (C-30)
27.9 (C-23) uaz 21.0(C-2)

12 methylene carbon i SC 18.2 (C-6), 20.7 (C-11), 25.1 (C-12), 27.0 (C-15), 27.3 (C-2),
29.5(C-16), 29.7 (C-21), 34.1 (C-22), 34.5 (C-7), 38.7 (C-1), 62.8 (C-28) 0% 109.8 (C-29)

6 methine carbon #i SC 37.5 (C-13), 47.6 (C-18), 48.7 (C-19), 503 (C-9), 55.2 (C-5)
uaz 78.9(C-3)

7 quaternary carbon 9 SC 38.8 (C-4), 40.8 (C-8), 38.7 (C-10), 42.6 (C-14), 463 (C-17)
1Az 150.1 (C-20) g 171.6 (C=0) Aumtiadi 1"

EIMS vosa151lsznou 5 1Wdyau molecular ion miz 7l 484 FamsefugasTumna
C,,H,,0, WU fragment ion i m/z 466 411216 189 Az 91 uazeInnsiFoudieudeya
'HNMR 1#2a% "C NMR (Kuo, Y. H., Chang. C. L, & Kuo, Y. H. 1997 : 1135-1137) %914 28-
acetyl-3-(E)-coumaroylbetulin Auaifsznon 5 nuideyadiulngaeandoedu aradui
dwmis 1-9' w3118 a1sdszneu § e 28-acctylberulin Fuiuarsfnenulufisnarvsiia

wu wylue 10 Diospyros

1579 32 98ya "C NMR DEPT 90 iaz DEPT 135 w0 m1stlszneu 5

AUNUY “C NMR DEPT 90 DEPT 135

dc Oc dc

1 38.7 38.7

2 273 273

3 78.9 78.9 78.9

4 38.8

5 55.2 55.2 55.2

6 18.2 18.2

7 345 345

8 40.8
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13

A C NMR DEPT 90 DEPT 135
Oc Oc Oc
9 50.3 50.3 50.3
10 387
11 20.7 20.7
12 25.1 25.1
13 375 375 375
14 42.6
15 27.0 27.0
16 295 295
17 46.3
18 476 47.6 476
19 48.7 487 48.7
20 150.1
21 29.7 29.7
22 34.1 34.1
23 27.9 27.9
24 15.3 15.3
25 16.0 16.0
26 16.0 16.0
27 14.7 14.7
28 62.8 62.8
29 109.8 109.8
30 19.1 19.1
1 171.6
2 21.0 21.0
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#1519 33 Joya HMQC spectrum 183015155001 5

OC (ppm) OH (ppm) dumieves PCuaz 'H
21.0(C2) <> 2.04 (H2") CH, v842
552(C-5) <> 0.65 (H-5) CH-5
16.0(C-25) <> 0.73(H-25) CH,-25
16.0(C26) <> 0.80 (H-26) CH,-26
27.9(C23) < 0.94 (H-23) CH,-23
147(C21) <> 0.95 (H-27) CH,27
153(C24) <> 1.00 (H-24) CH,-24
19.1(C-30) <> 1.65 (H-30) CH,-30
48.7(C-19 <> 2.42 (H-19) CH-19
789(C-3) <> 3.16 (H-3) CH-3
62.8(C-20) <> 3.83 4.22 (H-28) CH,-28
109.8 (C-29) <> 4.56 4.66 (H-29) CH,-29

AN 34 doya HMBC spectrum ¥03a1315zn0u 5

3¢ (ppm) AnuFURuUs Y OH (ppm)
78.9 (C-3) <> 0.94 (H-23) 1.00 (H-24)
55.2(C-5) «> 0.73 (H-25)

48.7(C-19) <> 4.54 4.66 (H-29) 1.65 (H-30)
27.9(C-23) <> 3.16 (H-3) 0.65 (H-5) 1.00 (H-24)
15.3 (C-24) <> 3.16 (H-3) 0.65 (H-5) 0.94 (H-23)
16.0 (C-25) <> 0.76 (H-5)

109.3 (C-29) <> 2.42 (H-19) 1.65 (H-30)

19.1 (C-30) <> 2.42 (H-19) 4.55 4.66 (H-29)
171.6 (C-1% <> 2.04 (H-2")




A1373 35 Yoya 'HNMR “C NMR 83 815153001 5 1az 28-acetyl-3-(E)-coumaroylbetulin

ANNUI f15Usznou 5 28-acetyl-3-(E)-coumaroylbetulin
oc OH oc”  oH”

1 38.7 38.4

2 27.3 238

3 789 3.16(1H,dd,J=103,48Hz) 808 461 (m)

4 38.8 380

5 552 0.65(1H,d,J=9.0Hz) 55.4

6 18.2 18.2

7 345 34.1

8 40.8 40.9

9 50.3 50.3

10 38.7 37.1

11 20.7 20.8

12 25.1 25.2

13 375 37.6

14 42.6 427

15 27.0 27.1

16 29.5 29.6

17 46.3 46.3

18 47.6 48.8

19 487 242(1H,d1,J=1038,58Hz) 47.7 241 (m)

20 150.1 150.1

21 29.7 29.7

22 341 355

23 279  0.94(3H,s) 28.0 0.86 (3H, )

24 153 1.00 3H,s) 16.0 1.01 (3H, 5)

25 160 0.73(3H,s) 16.2 0.85 (3H, s)

26 16.0 0.80(3H,s) 16.7 0.89 (3H, s)
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1519 35 (AD)

ANRUS msdsenau s 28-acetyl-3-(E)-coumaroylbetulin
oc” oW oc”  om”

27 147 095(3H,s) 147  095(H,s)

28 628 3.83(1H,d,J=11.0 Hz) 629  3.82(1H,d,J=10.6 Hz)
422 (1H,d,J = 11.0 Hz) 424 (1H, d,J=10.6 Hz)

29 109.8  4.56 (1H, brs) 109.9  4.57 (1H, brs)
4.66 (1H, brs) 4.66 (1H, brs)

30 191  1.65(H,s) 19.1 1.67 (3H, s)

v 127.5

2 129.9 741

3 1158  6.82(d,J=28.6 Hz)

4 157.4

5 1158  6.82(d,J=8.6 Hz)

6 1299  7.41(d,J=8.6 Hz)

7 1438  7.57(d,J=16.0 Hz)

g 1164  626(d,J=16.0Hz)

o 167.2

1 171.6 171.8

2 210 2.04(3H,s) 21.1 2.03 3H, s)

* 'HNMR 300 MHz “°C NMR 75 MHz in CDCl, **'HNMR “CNMR in CDCI, (Kuo, Y. H., Chang. C. L, & Kuo, Y. H. 1997 : 1135-1137)
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asdseneu 6

arsilsznou 6 thuveswdedvr min 5.1 mg mp 285-287°C

FTIR spectrum Wuaumsgandunasdurlsusadl v__(CHCL) 3385 em” iilusoums
favee O-H d7u 2938 cm” WU UNITEAYDI C-H Az 1458, 1436 Hlun138a C-H v 4
CH, @1 1030 cm” ihunnumstiaves C-0

'HNMR spectrum  U@RIT Q8 IUY8INY methyl W16 nyit 50.61-0.94 Foyyra
15 UG VDY methylene 1AL methine 7 & 1.18-2.30 nazdyayiaus Tauvudi & 3.22 iy
403 H-3 dudayeans Tanuudi 64.34 4, 7.5 Ho) (flud oy 101909 anomeric proton 1tz
Foyanaus Teuuush 8 3.22-3.76 ud e veq glucosidic proton M3 H-6 W dayana
i3 TunTR 8 5.29

vIndeya °C NMR spectrum taas 35 A15 U4 (@139 36) 91090y a DEPT 90 g
DEPT 135 wirinlsznousan

6 methyl cacbon #i SC 11.7 (C-18), 18.9 (C-19), 19.7 (C-21), 18.7 (C-26), 19.2 (C-27)
ey 11.8(C-29)

12 methylene carbon 71 SC 20.9 (C-11), 22.9 (C-15), 24.2 (C-28), 25.9 (C-23), 28.1 (C-
16), 29.5 (C-2), 31.8 (C-7), 33.8 (C-22), 37.1 (C-1), 42.2 (C-12), 45.7 (C-4), U8z 61.9 (C-6’)

14 methine carbon ‘ﬁ OC 29.0 (C-25), 36.0 (C-8), 39.6 (C-20), 49.9 (C-9), 55.9 (C-17),
55.9 (C-24), 56.8 (C-14), 70.0 (C-4"), 70.3 (C-3), 73.4 (C-2"), 75.5 (C-3"), 76.2 (C-5"), 101.0 (C-
1) ag 1222 (C-6)

3 gquaternary carbon 'ﬁ OC 45.7 (C-5), 36.6 (C-10) uag 45.7 (C-13)

nansuTouiisudoya HNMR “C NMR (Sakakibara, J. 1983 : 2553-2555) Y84
Bsitosteryl-3-0--D-glucopyranoside (286 “C Misra, G. and Mitra, C. R. 1965 : 345-348) fi 1

a13UsEneu 6 #In1s19 37 wuhdeyandwadiu agillanasilszney 6 Ae Fsitosteryl-
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3-O-fD-glucopyranoside Fuilumishinownlufisnarwiiagu Avluana Diospyros wulu
190NNy Enkiathus cernuus (Sakakibara, J. 1983 : 2553-2555) W lunpuuazsnveany
Minusops elengi (Misra, G. and Mitra, C. R. 1968 : 501-502) #u lunana iy faveany

Minusops hexanadra (Misra, G. and Mitra, C. R. 1965 : 345-348)

A5 36 4ya "C NMR DEPT 90 tiaz DEPT 135 ¥02 a151liznan 6

AN “C NMR DEPT 90 DEPT 135
oc oc oc
1 37.1 37.1
2 29.5 29.5
3 70.0 70.0 70.0
4 457 45.7
5 140.1
6 122.2 122.2 122.2
7 31.8 318
36.0 36.0 36.0
9 499 499 499
10 36.5
11 20.9 209
12 422 422
13 | 457
14 56.6 56.6 56.6
15 229 229
16 28.1 28.1
17 55.9 55.9 559
18 11.7 117
19 18.9 18.9
20 39.6 39.6 39.6

21 19.7 19.7
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AN 36 (AD)

ArUL “C NMR DEPT 90 DEPT 135
oc oC oC
22 33.8 33.8
23 259 259 25.9
24 55.9 55.9 55.9
25 29.0 29.0 29.0
26 187 18.7
27 19.2 19.2
28 242 242
29 11.8 11.8
1! 101.0 101.0 101.0
2’ 73.4 73.4 734
3/ 75.5 75.5 75.5
4’ 70.0 70.0 70.0
5' 76.2 76.2 76.2
6 61.9 61.9

A137937 Yoya "CNMR 81 115155001 6 Une Ssitosteryl-3-O-F-D-glucopyranoside

AU msdizneu 6 Psitosteryl-3-0-FD-glucopyranoside

S Sc

1 37.1 37.5

2 295 30.2

3 70.0 70.5

4 45.7 42.0

5 140.1 140.9

6 122.2 121.8

7 31.8 321
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A3 37 (AD)

AN d1sdsznou 6 [Gsitosteryl-3-O-3-D-glucopyranoside
8 36.0 32.1
9 49.9 50.3
10 36.5 36.9
11 20.9 21.3
12 422 393
13 45.7 425
14 56.6 56.9
15 22.9 24.5
16 28.1 28.6
17 55.9 56.3
18 11.7 12.0
19 18.9 19.4
20 39.6 36.4
21 19.7 19.1
22 338 343
23 259 26.5
24 55.9 46.1
25 29.0 29.5
26 18.7 19.2
27 19.2 20.0
28 242 23.4
29 11.8 12.2
1’ 101.0 102.5
2’ 73.4 75.2
3 755 78.3

70.0 71.4
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Anns asisznou 6 Psttosteryl-3-O-F-D-glucopyranoside
Sc” Sc™
5' 76.2 78.2
6 61.9 62.8

* "H NMR 300 MH2 "CNMR 75 MHz in CDCI,+ McOH

*+"CNMR 50,25 MHz in pyridine (Sakakibara, J. 1983 : 2553-2555)



UITONYATH



V5IIYNITY

Bun dimumad. (2530) .y Tnsaoudi 5. agamn : quédeyaayulng auzindsemans
UMIMYIABUAAR.

Tuniu yaozlszdns uazesys Tsadonsaws. (2541) .ﬂyu?nsrfuﬁm (3). DTAUANWA :
sz,

119A3 13095903 tazngeu AuAiani. (2534). Ayayu Ins. agamna : TeidouaTad

Aunchai, N. (2002). Study on the chemical constituents of Zizyphus oenoplia (Linn.) Mill. Root.
Master Thesis, M.S. (Biological Chemistry). Bangkok : Graduate School Srinakharinwirot
University. Photocoppied.

Argay, G. et al. (1997, April). " Crystal structure of a mixture of lupeol-acetate tautomers isolated
from Hieracium plumulosum A. Kerner, Asteraceae. " Journal of Molecular Structure. 43(5)
: 169-179.

Baron, E. 1., Peterson, L. R., and Finegold, S. M.(1994). In Bailey and Scott’s Diagnostic
Microbiology(9 th ed.)(p.168).Saint Louis: Mosby.

Brum, L. R. et al. (1998, December). " Acyl Lupeols from Cnidoscolus vitifolius. " Phytochemistry.
49(4) 1127-1128.

Byla, B. & Herz, W. (1996, October). " Triterpenes and 1-(w-Hydroxyceratyl)Glycerols from
Pentaclethra eetveldeana root bark. " Phytochemistry. 42(2) : 501-504.

Chang, C.I. & Kuo, Y .H. (1999, May). " Two New Lupane-Type Triterpenes from Diospyros
maritima. " J.Nat.Prod. 62 : 309-310.

Costa, M.A.C. et al. (1998, November). " Naphthoquinones of Diospyros Chamaethamnus." Planta
Med. 64 : 391.

Gondo, M. et al. (1999, September). " A naphthalene glycoside from callus cultures of Diospyros
Kaki. " Phytochemistry.

- Higa, M., Ogibara, K. & Yogi, S (1998, April). " Bioactive Naphthoquinone Derivatives from
Diospyros maritima BLUME. " Chem. Pharm. Bull. 46(8) : 1189-1193.

Hiroya, K., et al. (2002, May). " Synthesis of Betulin Derivatives and Their Protective Effects
against the Cytoxicity of Cadmium " Bioorganic & Medicinal Chemistry 10 : 3229-3236.



73

Hisham, A, et al. (1995, March). " Salacianone and Salacianol, Two triterpenes from Salacia
Beddomei. " Phytochemistry. 40(4) : 1227-1231.

Jain, N. & Yodava, R. (1994, July). " Peregrinol, A Lupane type triterpene from the fruits of
Diospyros peregrina. " Phytochemistry. 35(4) : 1070-1072

Khan, M.R. & Rwekika, E. (1998, March). " A Binaphthoquinone from Diospyros greeniwayi. "
Phytochemistry. 49(8) : 2501-2503.

Khan, M.R. & Rwekika, E. (1999, June). * 6', 8"-Bisdiosquinone from Diospyros mafiensis."
Photochemistry. 50 : 143146,

Kuo & Chang (2000, March). : " Six new compounds from the Heartwood of Diospyros maritima."
Chem. Pharm. Bull. 48(8) : 1211-1214.

Kuo, Chang & Kuo (1997, January). : " Triterpenes from Diospyros maritima." Phytochemistry. 46(6)
1135-1137

Kuo, Y.H. et al.{1997, November). " Cytotoxic Constituents from the Stems of Diospyros maritima.”
Planta. Med. 63 : 363-365.

Lajubutu, B.A. (1994, February). " Antibacterial Activity of Diosquinone Isolated from Diospyros
tricolor." Planta. Med. 60 : 477

Lajubuta, B.A. et al. (1995, March). " Antibacterial Activity of Diosquinone and Plumbagin from
Root of Diospyros mespiliformis(Hostch) (Ebenaceae) ." Phytotherapy Research.9 : 346-
350.

Lambors C, Vanderberg JP. (1979, June). " Synchronization of Plasmodium falciparum erythrocytic
stages in culture. " J. Parasitol. 65(3) : 418-20

Li, X.C,, Bijl. P.v.d. & Wu, C.D. (1998, November). "Binaphthalenone Glycosides from African
Chewing Sticks , Diospyros lycioides. * J. Nat. Prod. 61 : 817-820.

Likhitwitayawuid, K. et al.(1999, May). "Antimalarials from Stephania venosa, Prismatomeris

sessiliflora, Diospyros montana and Murraya siamensis. " Planta. Med. 65 : 754-756

Mahato, S. B. & Kundu.A. P. (1994, May). " “C NMR spectra of pentacyclic triterpenoids-a
compilation and some salient features. " Phytochemistry. 37(6) : 1517-1575.

" Mallavadhani, U.V., Panda, A K. & Rao, Y.R. (1998, October). " Pharmarcology and

Chemotaxonomy of Diospyros. " Phytochemistry . 49(4) : 901-951.



74

Misra, G. & Mitra, C.R. (1968, October). " Constituents of leaves, heartwood and root of Minousops
elengi " Phytochemistry . 7 : 501-502.

Monaco, P & Previtera, L. (1984, August) " Isopenoids from the leaves of Quercus suber " J. Nat.
Prod. 47(4) : 673-676.

Paknikar, S.K. et al. (1996, June). " 4-Hydroxy-5-methylcoumarin Derivatives from Diospyros kaki
Thunb and D. kaki var. sylvestris Makino ; Structure and Synthesis of 11-Methylgerberinol. "
Phytochemistry. 41(3) : 931-933.

Recio, et al. (1995, April) "Investigations on the Steroidal Anti-Inflammatory Activity of
Triterpenoids from Diospyros leucomelas." Planta. Med. 61 : 9-12.

Sakakibara, J. et al. (1983, July). " 6 #-hydroxyursolic acid and other triterpenoids of Enkianthus
cernuus " Phytochemistry. 22(11) : 2533-2555.

Sookkua, P. (2002). Chemical Constituents of Crataeva nurvala Ham. Stem bark. Master Thesis,
M_.Ed. ( Chemistry). Bangkok : Graduate School Srinakharinwirot University.
Photocoppied.

Sumanasrithakul, C. (1972). The Chemical Constituents of the Bark of capparidaceae Crataeva
erythrocarpa. Master Thesis, M.S. (Organic Chemistry). Bangkok : Graduate School
Mahidol University. Photocoppied.

Sutthivaiyakit, S. et al. (1995, December). " Constituents of Diospyros rhodocalyx." Planta. Med. 61
1295

Tengchaisri, T. et al (1998, July). " Antitumor activity of triptolide against cholangiocarcinoma
growth in vitro and in hamsters " Cancer Letters. 133 : 169-175

Tinto, W_ F. et al. (1992, March). " Lupane Trierpenoids of Salacia cordata " J.Nat.Prod. 55(3) : 395~
398.

Trongsakul, S. et al. (2003, December). " The analgesic, antipyretic and anti-inflammatory activity of
Diospyros variegata Kruz. " J. Ethnopharmacology. 85 : 221-225.

Yoshihira, K. et al. (1971, June). " Naphthoquinone Derivatives from the Ebenaceae. I. Diospyrol and
the Related Naphthoquinones from Diospyros mollis Griff. " Chem. Pharm. Bull. 19(11) :
2271-2277



75

Youkwan, J. (2002). Chemical Constituents and some bioactive of the leaves of Phyllanthus
polyphyllus wild.var. siamnsis airy shaw Master thesis, M.S. (Applied Chemistry). Bangkok
: Graduate School Ramkhamheang University. Photocoppied.



MARUIN



76

<
MINATBUGNENIIFININ
‘Qd ¥ ~
1. MInATeUgNEMUINAIGE
& ¢
mstuarad

v s d ' I o
Isadliatonunusnu (y 0) infected AI01¥0 Plasmodium falciparum d10WUT

94 c‘i?asflu WU ﬁf‘?i'lwiam 94 chloroquine (chloroquine sensitive) ﬁlgﬂﬂg 1875489 Trager
U Jensen (1976) TﬂﬂMﬂ’liLgﬂué’ﬂﬁﬁl%ﬁﬂ RPMI 1640 (Gibco, USA) §az§u 25 mM HEPES
(Sigma, USA) 40 mg/mL gentamicin sulfate (Government Pharmaceutical Organization,
Thailand) 4182 10% serum TﬂUﬂ'E)uﬂ“liﬂﬂﬁﬂﬂﬁﬂﬂlﬂ?ﬂﬂ!§ﬂ1ﬁ8é1uzﬂ ring form B67134AYY
114 sorbital hemolysis (Lambors C, Vanderberg IP. 1979 : 418-20) s lldsely ﬁxz‘%ymﬁ;aﬁ‘lu
1 48 $2 T8 B nFiAnE Geimsa teW1S14IY % Parasitemia

mmﬂﬂauqnf

vnwad suspension ﬁf)gﬂﬂgﬂ ring form (0.5-1 %) lﬁﬁﬂ1ﬂ1it§ﬂﬂl§ﬂﬁﬁ 15% serum
Mol 5 S 11 mmadiily 10% cell suspension 970114111 cell suspension 1 18 11l iAn a1 1y
microtritator plate ¥1ia 96 wqy Tnsuanznquidiivsuias 50 uduAumisazatvod
ABINIINATBUDN 50 I ut’f’)ﬁf’lﬂaﬁyﬂﬂué"xgﬂwﬁaﬁqmﬂqﬁ 37°C Tuusseimi# 5% Co,
94% N, ttaz 1% 0, 1fuaat 48 $21u9 11110 rTusmamsad % Parasitemialasn1s fixed-

¥ ¥ Y = . ° ° ]
methanol HAWWBUAIYT Geimsa ut’f’ammmu'gmmm 1C,,

2. minageuaudununeI¥aanz15e ( Cytotoxic assay )
¢ o HAqw - a oA s 2 4 o ¢
waduzan g luminadouliasiriia Ao adui5aNeNIA (HuCCA-1) nagiwad
o ¥ o A =] a o
wzisaluyeatha &B) iWlumaduziSsvosau FeslimanSaan Tadluuuy monolayer un1s
o . o o o
1 cytotoxic assay 3£ ImMsnaTeulu 96-well plate TnslFlSmsaududuvouradily
° ° [ d o
$1134 3 X 10 cells/mL. w3 liwadiiiuiuau 3 X 10° aalu 100 pl Aevqu radssgmi
14 incubate Nigaingii 37 °C Tu 5% CO, incubator 1iuat 24 2 lusnsudhimsnadoy ns
» 1 4
M3BNEIs 3 az10dTs i 11 n5e DMSO ndnmiulahinazaisaslu Media 50 81M13
td
3 o (NS o . ' . .
@eswad 19 Iaanududuvesarsmify 100 pg/mL tag ¥173 dilute #15A0A2Y dilution 1:
10 42 1: 2 Tu media W11t udnaeg A2015u1as 100 pl Tdaslunguuaozngy
14 ] F 4
WAI9INUY incubate plate 705N 48 ¥1 113 MIMIUTIUAGE plate WIR19AY phosphate-buffered
. S Ay A Q2 o 3 s A VY oA

saline (PBS, pH 7.2) 3 AT (A 1HadNA1090n J9MIn1sdoumraamaney A6 crystal

violet 1oz 1% 100 pl 489 100 mM HC1 11 absolute methanol a2a10# crystal violet 111113
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. 4. s

OD (optical density) Tagl¥ins o microplate reader (Titertek, Multiskan MCC/340) %373 @ ol
. » 9 Ed »

AUE1INAU 540 nm laoinisnaanasiianun 4 n3e maunae udnithidiwuma Ep,,

~ @ u’l’ a o d g
AMuduIuvssasiannsafudimansaudn Inveuwanuzis 1aiovas 50)

3. msmaauqnée’fmqﬁw ahnsmadeuiinealfiansauzmaiinnisuwnd
IMINVIRBUTAR)

v‘i'rmsmfrauqnEfﬁugqmm?nuuﬁnTmmunﬂﬁﬁuiﬂuﬁ% agar dilution (Baron, E. J.,
Peterson, L. R., and Finegold, S. M. 1994 : 168) TasdmuafiEouumiziaoaly tryptic soy
broth U5unw4u IR 1419171 0.5 McFariand standard 1483 1 1447 inoculate 831y Mieller-
Hinton plate iinnududuvesarsidgesmsnaaouaniniul dugrennundudu 2-256
ug/mL) Tau14 automatic multipoint inoculator 11 Tleu# 37 °C fluinan 18-24 52 Tue 81uma
msm?ﬂuuﬁu’lmmﬁ;mmﬂﬁﬁﬂﬂmﬁuuﬁu control Miieller-Hinton plate tn3 63 Tav351A07
fund lifimsfidosmanaaey Tasnsamsnsaidu Tnvosuuaiisolu control plate 1H 4

3 a Fa ' A ) 0w
Lla')ﬁﬂﬁ»iﬂ’]uﬂsn’lml‘ﬁﬂ'ﬂmuiuuﬁﬂz plate Lﬂu 321ua20 (Luﬂ]{lulﬁuv]fﬂﬂlu) AMUAIRY

HaMsNATeUENEMETIAM

1. Han1sNATOUNNE AIANS oY1 @158fA dichloromethane a2 A15AAA ethyl
acetate SN 5 IunsAnuanaSoegluszduiianed IC, <100 pg/mL FIUMSARA hexane
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SC-155P: Iselation and Bioactive Agents from Diospyros rubra Lec. .
Punirat Saraban’, Supaluk Prachavasittikul'. Rungrot Cherdirakuikiar®, Virapong Prachavasittikul® and Somszk Ruchirawat’
'Departiment of Chemistry, Facuity of Science. Srinakharinwirot University, Sukhumvit 23, Bangkok 10110, Thailand;
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Abstract: Diaspyros rubra Lec.. a Thal medicinal piant belonging to family Ebenaceae. has been used as indigenous
medicine for antimicrobial. antituberculosis. diureiic and analgesic actions®. To date chemical consti of the Diospyros
rubra Lec. have not yet been reported. Our first investigation en its crude dichloromethane extracts of the siem of Dicspyros
rubra Lec. led to the isolation of five compounds. There are lupeol derivative 1. fupeol 2. a mixture of stigmasterol and £
sitosterol 3, long chain fatty acid esier 4, and betulin 5. The structures were elucidated on the basis of spectroscopic methods.
Antimicrobial activity of the isolated compounds and fractions was studied by 2par dilution method against 33 strains of
microorganisms. The results showed that the betuslin compleiely inhibited the gromth vl S. pyogenes at 85 pg/ml. Six semi-
purified fractions (F5, F42. F44, F45, F431 and F432) completely inhibited the growth of 8. cafarrhalis at 64-270 pg/ml.
While the F44 also exhibited very strong antigrowth activity against S. pyogenes and B.cereus at 256 pg/ml, partial
inhibition to C. diphtherine NCTC 10356 2nd N. mucosa was also detected at the same concentration. In addition. the F2 and
F5 showed antigrowih activity 1o C. diphiherice NCTC 10356 ar 256 pg/mb. Besides completely inhibition of 8.
catarrhielis. the F42 showed panial inhibition 1o C. diphtheriae NCTC 10356 at 270 pe/mL as well.
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Isolation and Bioactive Agents from Diospyros rubra Lec.
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uniade: Diospyros rubra Lec. 1§ uayu'1nsIne 397 Ebenaceae SarssnamAugadn inu
Julsn dudaanzuazszivde uilegiuda hitinenumsinsmaniivesayunidnan
arsAnyInswsniiamsouonais 14 5 viia TAua ayWus tupeol (1) lupeol (2) mmﬁmm
stigmasterol @2 S-sitosterol (3) long chain fatty acid ester (4) 1192 betulin (5) Tﬂi sa¥vsams
mmu'lﬂﬂn‘yﬂﬂvnmamﬂﬂmﬂnﬂ"lﬂmmimqm 1-5 ua'"msmumaqmmn‘lﬂmﬂﬂm
qmmimuqaw 3% ¥1in 1AY733 agar dilution NUINAS betulin annsodudimstdayivTaves
e S, pyogenes 1ﬂ801\1ﬁ311]'im nanududy 85 pg/mL ﬁ1iﬂ££ﬂﬂ1ﬂ 6 a4 (F5, F42,F44, F45,
F431 uag F432) aanqmmu M3TYYOUFO B. catarrhalis ‘lﬂamaﬁuuimnmmwwu
64-270 pg/mL usnNiia1s F44 tNi)Bﬂi]ﬂﬁﬂﬂﬂdﬂ‘lihﬁﬂ;‘l!ﬂil‘!m S. pyogenes \\0 & B.cereus
IRodauysaifinnududu 256 pg/mL unsduiadio C. diphtherice NCTC 10336 0% N. mucosa
"lﬂﬂaw'luaunimwmmwmmmmnu UaZNUIIATT F2 uag F5 mmmﬂuuqmmsmmﬂﬁ
Y8UYD C. diphtheriae NCTC 10356 13 anmdudu 256 hg/pL d13ua13 F42 10Uu0N9IN
duds mimtymﬂmmm B. catarrhalis Wa6v@ W 130dudu¥e C. diphtheriae NCTC 10356
e lbauysaifina dudu 270 pg/mL

ﬁ]ﬁﬁﬁty : Diospyros rubra Lec., Bioactive agent 1102 Antimicrobial activity

Abstract: Diospyros rubra Lec., a Thai medicinal plant belonging to family Ebenaceae, has beep
used as indigenous medicine for antimicrobial, antituberculosis, diuretic and analgesic actions .
To date chemical constituents of the Diospyros rubra Lec. have not yet been reported. Our first
investigation on its crude dichloromethane extracts of the stem of Diospyros rubra Lec. led to the
isolation of five compounds. There are lupeol derivative 1, lupeol 2, a mixture of stigmasterol and
Bsitosterol 3, long chain fatty acid ester 4, and betulin 5. The structures were elucidated on the basis
of spectroscopic methods. Antimicrobial activity of the isolated compounds and fractions was studied
by agar dilution method against 33 strains of microorganisms. The results showed that the betulin
completely inhibited the growth of . pyogenes at 85 pg/mL. Six semi-purified fractions( F5, F42,
F44, FAS, F431and F432) completely inhibited the growth of B. catarrhalis at 64-270 ug/mL. While
the F44 also exhibited very strong antigrowth activity against S. pyogenes and B.cereus at 256
ug/mL, partial inhibition to C. diphtheriae NCTC 10356 and N. mucosa was also detected at the same
concentration. In addition, the F2 and F5 showed antigrowth activity to C. diphtheriae NCTC 10356
at 256 ng/mL. Besides completely inhibition of B. catarrhalis, the F42 showed partial inhibition to C.
diphtheriae NCTC 10356 at 270 pg/mL as well.

Key words : Diospyros rubra Lec., Bioactive agent and Antimicrobial activity

Methodology: The crude dichloromethane extract (17 g) of Diospyros rubra lec. was
chromatographed on silica gel column, five fractions(F1-F5) were obtained by eluting with hexane
and increasing polarity with dichloromethane then ethyl actate. Fraction F2 (1 g) was subjected to
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silica gel column and eluted with hexane:CH,Cl, to give compound 1 (12 mg). Fraction F3 was
recrystallized in hexane to give compound 2 (1.3 g). Fraction F4 (4 g) was rechromatographed on
silica gel column using gradient elution of dichloromethane and ethyl acetate to afford five fractions
{F41-F45) and fraction F41 was compound 2. Fraction F42 was rechromatographed on silica gel
column (hexane: CH,CL) to give compound 3. Fraction F43 was further isolated by silica gel column
to provide five fractions of F431-F435, in which F432 was compound 4. Further rechromatography of
F433 afforded two fractions of F4331 and F4332 which was pure compound 5. Antimicrobial assay
(agar dilution method) of compounds were tested’ againsts thirty-three strains of microorganisms.

Results, Discussion and Conclusion: The crude dichloromethane extracts of the stem of Diospyros
rubra Lec. was isolated and purified by repeated silica gel column and recrystallization to afford five
compounds, lupeol derivative 1, lupeol 2, a mixture of stigmasterol and /sitosterol 3, long chain fatty
acid ester 4, and betulin 5 including a mixture of triterpenes and steroids. Antimicrobial activity of the
isolated compounds and fractions was investigated by agar dilution method against 33 strains of
microorganisms. The results showed that the betulin completely inhibited the growth of S. pyogenes
at 85 pg/mL. Six semi-purified fractions( F5, F42, F44, F45, F431and F432) completely inhibited the
growth of B. catarrhalis at 64-270 pg/ml. While the F44 also exhibited very strong antigrowth
activity against S. pyogenes and B.cereus at 256 pg/mL, partial inhibition to C. diphtheriae NCTC
10356 and N. mucosa was also detected at the same concentration. Moreover, the F2 and F5 exhibited
activity against C. diphtheriae NCTC 10356 at 256 pg/mL Besides completely inhibition of
B. catarrhalis, the F42 showed partial inhibition to C. diphtheriae NCTC 10356 at concentration
270 pg/mL as well. Our first study have revealed some bioactive compounds existing in the stem of
Diospyros rubra Lec.. The betulin we isolate herein has never been found possesses antimicrobial
activity, however, it has been reported to be antiinflammatory via edema test . Therefore, the lupeol
derivative 1, lupeol 2, a mixture of stigmasterol and fsitosterol 3 and long chain fatty acid ester 4
which show inactive for antimicrobial activity are going to be tested for antiinflammatory and other
biological activities.
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