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Panomwan Panseeta. {2004). Chemical constituents from the root barks of Ziziphus
cambodiana Pierre.  Master thesis, E.d. {Chemistry). Bangkok : Graduate
School, Srinakharinwirot University. Advisor Committee: Assoc. Prof. Dr.

Sunit Suksamrarn, Assoc. Prof. Dr. Piniti Ratananukul.

Six triterpenes, lupeol, betulinaldehyde, betulinic acid, ceanothic acid,
alphitolic acid and alphitolic acid derivertive, 2-O-trans-p-coumaroyl alphitolic acid,
together with a phenolic compound, alphitol were isolated from the root barks of
Ziziphus cambodiana Pierre. {Rhamnaceae). Alphitol has nol been reported previously
from this plant species. The structure of all compounds were elucidated by analysis of
their spectroscopic data (IR, UV, MS and NMR) and by comparision with the reported

value of the known compounds.
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AzA303 (Ta khrong) ﬁ%aﬂ’lﬁ‘t’m'lﬂ'\am"i’l Ziziphus cambodiana Pierre (Iuwe
atilu23A Rhamnaceae (1An sfifiiumi 2544 . 564-565) @znyas HTai3undu g
uansnanwllluudazmnvsstszmalnedsit smanas Bondt wnnnsiudie manie
TENIT UZAUAI VSHAINNT HUINUT ARINABY UWRTAIAAzIRaan@uania 1Sundn
RuNAa) nwuazaad 83ln3e (Wfin aliduunl. 2544 ; 564-565) axatas VanvuzadY
fuRTsiadu 9 luasdunnie Li’Juvlﬁﬁmﬁ'uuuu‘lﬁﬂw%aLgau Inwuan q eandu
aaman q §Fdey 1feszaieiwluivi snsasduefiunulugunudon dulng
Lﬂu@an‘ﬁ"ﬁLnasﬁagua:maiﬁaLﬁuaglu@amﬁmﬁu nduiApevaseendl 45  nau
(Bhattacharyya & Johri. 1998 : 326-328)

ﬁm'lmaﬁf:ns:mnagliﬁ'a'[anﬂi:mm 900 wiite wonnluuSiamiuwouss
(Gardner, Sidisunthorn & Anusarnsunthorn. 2000 : 130) LLB:ﬁam%nag 58 ana AN
Lﬂu"lﬁvguﬁ”'amm%aL%'vaﬁ’ﬂuﬂwﬁ'awmuﬁlﬁa Avluana Ziziphus & 100 TRANNY
nsznem it lwuSisnuesausesawim wanin wounsiadiaaisiion sulaiide
wuady sssands Mantamuluaaieurasduds muha thiimou MW UINFUNG
WAZFAIAINT (Bhattacharyya & Johri. 1998 : 326-328) Wrluana Ziziohus fwulndszine

e

Ty (Fu sddvunil. 2544 : 564-565) laun

-

- wnmiluwdey (Z. angustifolia (Mig.) Hatus. ex Steenis)
. asialasa (Z. attopoensis Pierre)

3 (Z. calophylia Wall.)

. AGUN (Z. incurva Roxb.)

. WN313% (Z. jujuba Mill.)

- WNIT (£ mauritiana Lam. Wi Z. jujuba Lam.)

. Lﬁumﬁm (Z. oenoplia (L.) Mill. var. oenoplia)

. HRWINLRLLAN (Z. oenoplia (L.} Mill. var. brunoniana Tardieu)

w o ~N o b W N

. NENI@ (Z. rugosa Lam.)



#vlwana Ziziohus s‘ivsmwﬁﬂﬁlﬁﬂumagu‘lwsﬁuﬁm L% WNIY (Z
mauritiana Lam. W3a Z. jujuba Lam.) 19@muRanuiviassrs andow Hluae thilanws
wivw Tuwens anlsiia lulfwiniadaayn full duwend wivie anlafia feafe da
ynidiea aldsu Munalduiriosine uild wanifen (lueiszuie Jusans uila
(iuniu youwzilszias uazasyr luadoadgws. 2542 : 328-329) Tuilsainanwd s
TPOIWNTIIU (Z. jujuba Mill) fitFuni Dae-chu \lutnnaoudszam (sedative) B11i159
1849 (Han, Park & Wah. 1987 : 3957-3958) Inmlsanaulinduuazaimisonngy
MIIEUUYIZEIN (Woo, et al. 1980 : 2791-2793) lurmamsunnivasdwanlduzaia
(Z. rugosa Lam.) Snwlsaniassae ermisthenmeiidszdndan usnFelsamaiy
(Acharya, et al. 1988 : 200-202) 'lueﬁ’rs‘m‘mgu‘lwsﬁuﬁmvlﬁmmmﬁnuanﬂﬁanﬁu
WaFUWDY) (Z. oenoplia) ﬁuﬁmﬁ’m:@mn iulaanis uinagniinig LLfmluaJ@lE\}ﬂ LAz
W Srunalfuiiaun: uile usshiligune (3d @sssuas. 2540 @ 402) Fau
voswmwliuildszdrion (uniu ynwzuszies wezesws loaduadyws. 2543
291-292)

mnaﬁwqmﬁndnmmmﬁﬂuaqa Ziziphus Usznaununiansiadadiznay
mMaeinnInuasauw e (gt Qul%. 2545) wuhasslssnaumaeiivasani
uaniﬁhwnswnma&ﬁln%ﬁuaﬁqw%&na%anwwunamﬁ@ﬁﬂﬂaul%5aﬁwlﬁéﬁﬁbﬁﬂaﬂuaula
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2OLVAVBINIFIVY

1. llSananazasas iivanndwnetnil SanTayisud iadauiniey w.a.
2544

2. MagiaaInniansnazasaslfisnssnasuanazanuanioms
LANADTTLAN WASLUNIUDR AINEIAL

3, EMENAIINTUENITU 1aRREFIAN WU IHOS muun‘lﬁ"lﬁmiu%qﬂ‘if
lasmaiialasininns W

4. ﬁnnwagmslmsaa%wamaamsn‘%qn%f‘[ﬂu‘lﬁ'mﬂﬁﬂmaatﬂniﬂialﬂﬂ Tetur
durdTuseamuninsalall (Infrared spectroscopy) uaRBUNNUANLS LTUKUS
auninsalai) (Nuclear magnetic resonance spectroscopy) wugatdnlnsalad {Mass

spectroscopy) uazaani llalaasnlnsalall (Uitraviolet spectroscopy)



Unn 2

aw o o ko
NFATTLASITWIVLNLAEIY DI

1893 nUTILUNITIALY aaﬁﬂuaqa Ziziphus 12300 luniaznaaniz

Mo Idpvesirluana Ziziphus wuludssinelng fsid

\S1Uniien (Z. oenoplia (L.) Mill.)

LUUNS9 LazAME (Menard, et al. 1963 : 1801-1811) wuatusznay
zizyphin {1) zizyphinine (2) betulinic acid (3) uﬂ:ﬁHma D-glucose D-fructose sucrose
nnauatatwuReaTasUianIn

D, LAEFNINIE LAZ 19AAT5A (Tschesche, Kaussmann & Eckhardl. 1973 :
2577-2580) WUl zizyphine A (1) Sarflw 13-membered ring cyclopeptide 3niAanau

LARLTR LAzAmMs (Cassels, et al. 1974 : 2461-2466) wus1sdsznay 13-
membered ring cyclopeplide oh! zizyphine A (1) zizyphine B (2) zizyphine C (4) uaz
Wiy 15-membered ring cyclopeptide 4 e leun zizyphine D (5} zizyphine E (6)
abyssinine A (7) LAz abyssinine B (8) 1mURandu lnssairswasansliznsy 5 uaz 6
@1991naTUTENaY 7 uax 8 Aviing 3-hydroxy isoleucine

WRT wazAme (Tschesche, et al. 1974 : 2941-2944) wua1slsznau 13-
membered ring cyclopeptide oh) zizyphine F (9) ul:zllbvy 14-membered ring
cyclopeptide 8 zizyphine G {10) MmalFandu

Inn3 wazazan@ (Khokhar & Ahmad. 1993 : 54-58) wugdsUsznay 13-
membered ring cyclopeptide fa zizyphin I (11) PNURBNE®

07580 wazame (Maurya, et al. 1995 : 372) wuasUszney triterpenoid
saponin rfialnifa zizyotin  (12) uanmnﬁt%wumﬂ‘s:nan 13-membered ring
cyclopeptide A frangufoline  {13) uL&sUuUV 14-membered ring cyclopeplide a8
mauritine D (14) waz amphibine B (15) 3nniyaaneu

WI9Y3 wazame (Nahar, et al. 1997 : 151-158) WU betulinic acid (3) IIN&EIU

anatwasalyWauzaalfanan



NH
N N 1 Zizyphin or zizyphine A : R = N N-dimethyl-Ileu
0 2 Zizyphinine or zizyphine B : R = N-methyl-Tleu
4 Zizyphine C : R = N,N-dimethyl-Phe
NH

| 5 Zizyphine D :R'=3-OH lleu, R>= Me

H P \ 6 Zizyphine E :R'=3-OH Ileu, R*=H
Rd _H O > 7 Abyssinine A : R'=i-Bu, R?= Me
o N I NH 8 Abyssinine B : R! = s-Bu, R?= Me
N R
O \H

CR
o 9 Zizyphine F : R'= H, R>= CH(Me)Et
NS N 11 Zizyphine I : R'= Me, R?*= CH,Ph
NH
N N leu = leucine
o Ileu = isoleucine
R2 i-Bu = isobuthyt}

s-Bu = secondarybuthyl

o :3_( Phe = phenylalanine
MezN

10 Zizyphine G 12 Zizyotin

nmwilsznau 1 gm'[ﬂiam"'}w 233Uz NoUUNTha lul A untnn



NzAIN (Z. rugosa LLam.)

AT Lazam (Tschesche, et al. 1981 : 511) wualsUsznay 14-membered
ring cyclopeptide fo amphibine D {16) Pnlfanau

Tnam, w1 uas uwnd (Khosa, Meena & Pandy. 1987 : 323) wumistlsznau
betulinic acid (3) 3nRanan

LWHE URTAME {Pandey, et al. 1988 : 1215-1918) WU rugosanine A (17) ‘%d
\luarsuUsznaungu 13-membered  N-formyl  cyclopeptide TRA NN FIRRNANFY
sEaTaundu-luea-uaulaiis (100:1:1) vasiandn

Taswn uazame (Tripathy, et al. 1988 . 158) WU betulinic acid (3) vanillic
acid (18) WAz betulin (19) PnEnanatuemMuasvasiandn

1y, B, laswd uazame (Y. C. Tripathi, et al. 1989 : 1563-1565) Wy
f17U3znau 13-membered ring cyclopeptide f rugosanine B (20) Wusalsznausia
Ty wanaNiEawy nummularine P {21) udz sativanine H (22) MINFIRTNANFUTZAIN
wwdu-wmuaa-uanlaiio (100:1:1) vaayfend

WITS WA (Nahar, et al. 1997 : 151-158) Wu betulinic acid (3)
betulin (19) lupeol (23) Uaz betulinaldehyde (24) ndruanatuaralsWasuvasdan

by

AL

NN (Z. mauritiana Lam. %38 Z. jujuba Lam.)

\WaT, Igau waz tWagwued (Tschesche, Wilhelm & Fehlhaber. 1972 :
2609-2612) Wua15Usznay 14-membered ring cyclopeptide lauf frangufoline (13)
amphibine D {16) mauritine A (25) WAz mauritine B (26) PNFIUFTATRNNIUND YD
WA

AT uasame (Tschesche, et al. 1977 : 1025-1028) Wu&1IUsenay 14-
membered ring cyclopeptide @8 mauritine H (27) PNasneau

T30 WRZLEF. 1. A3IFNN (Chauhan & S. K. Srivastava. 1978 : 6) WU
betulin (19) lupeo! (23) betulonic acid (28) [sitosterol (29) IRz S-sitosterol acetate
(30) MINAIUN

AR, (A, A3NFEINT UALLER. @. @I3NENI1 (S. K. Srivastava & S. D.
Srivastava. 1979 : 1758-1759) wus3uUszneuziialnaufe zizogenin (31) NnEaiaTy

LANUDAVUDIN U



\

JNH

N HN .
o R1 14 Mauntine D
R2

NH 16 Amphibine D :
o 25 Mauritine A
R3 26 Mauritine B
MesN 27 Mauritine H
R2
o
(S
00
NH
N HNI
1
o R
NH
o
R3

: R'=R? = CH(Me)Et, R? = CH,CHMe,
15 Amphibine B :

R'=R?= CH,Ph, R? = CH(Me)Et
R'=R?=CH(Me)Et, R*= CH,Ph

: R'=CH,Ph, R?=i-Pr, R®= Me
: R'= CH,Ph, R?=i-Pr, R = CH(Me)E1
: R'=CH,Ph, R? = CH,CHMe,, R*= Me

17 Rugosanine A : R'= CH,CHMe,, R?= OMe, R? = CH(Me)N(Me)CHO
21 Nummularine P : R' = CH,CHMe,, R>= OMe, R* = CH(Me)NHMe

22 Sativanine H
51 Jubanine D

OR2
0
N\
00
NH
N  HN
0 R!
R3
NME‘2

20 Rugosanine B

: R' = CH,CHMe,, R? = OMe, R* = CH,NMe,
: R' = CH(Me)Et, R?=H, R’ = CH(NM¢,)CH,Ph

OH
O

OMe
OH

18 Vanillic acid

: R'=CH,Ph, RZ=Me, R*= CHTU@
N

H

47 Daechucyclopeptide-1: R' = CH(Me)Et, R? = Me, R*= CH,Ph

mwndsznoy 2 gﬂﬂﬂsaaﬁ"nwaamsﬂi:naumwﬁmlnu:ﬂi’@



13N LLa:ﬂm% (Sharma & Kumar. 1982 : 809-810} WL n-octacosanol L&z
alphitolic acid (32) IInEIMERATUENMaATBIY

AU uacAme (Kundu, et al. 1988 : 3155-3158) WU betulinic acid (3)
lupeo! (23) uaz®17UIzN8Y pentacyclic triterpencid fialniina zizyberanalic acid (33)
Safidanraaiii 3a-hydroxy-2 3-aldehydo-A(1)-norlup-20(29)-en-28-oic  acid IINAIU
wWiaandufiaiamoiilasiduudimaion wenaniisany ceanothic acid (34) Tudiuvas
nnfiafadipiefiascdiaa

soauwy, 1le uaz 1afd (Jossang, Zahir & Diakite. 1996 : 565-567) W
§1913tNau 14-membered ring cyclopeptide g mauritine J (35) tHuavisznouTieln
WAz amphibine E (36) nnamanatwaiaweas lsduasildansn

iwapla, aanuUan uaz Au (Pezzuto, Dasgupta & Kim.  1998) §31A51zW
auWWSYBY betulinic acid 9 betulinic acid (3) vaUFandn Topvnisdsuann
ANSUBUSUNUIA 3 uazwuiauRusve betulinic acid i gnslumsiuianas

Windulavaraaiiiasan

NNV (Z. jujuba Mill.)

Iaﬁgn:, lafizns uaz Funas (Otsuka, Ogihara & Shibata. 1974 1 2016) W
frangulanine (37) Was adouetine X (38) 'i]’}n‘s‘huaﬁ‘@%ummuaamamﬂﬁanﬂn

AN, SIRLANI% LAz anala (Meiselman, Halpern & Dateo. 1976 : 313-
317) wuiaisliznay saponin Tugrufiszanesinldvasasatatuannaazasluiignt
aﬂmmmﬂmaamsa:mvﬁ’lmaf’g‘[ma

T9 Uara uIyas (Cyong & Hanabusa. 1980 : 2747-2748) WUNERERATWIN
N ERLGERTEE Rl cyclic adenosine monophosphate (cAMP) 470 %ﬁ cAMP fl‘lJYllJ’mE'i’lﬁ'tg
Lf’iﬂ’.lﬁiﬂ‘iﬂgﬁLLﬁLLa:m‘mﬁ'aaaﬂuuﬁ’w 5

B WRzAme (Yagi, et al. 1978 : 1798-1802 ; 3075-3079 } WU betulinic
acid (3) betulonic acid (28) alphitolic acid (32) Ltaza’l‘imgﬁuﬁ“ﬂm alphitolic acid fia
3-O-trans-p-coumaroy! alphitolic acid (39) 2-O- trans-p-coumaroyl alphitolic acid (40)
wae  3-O-cis-p-cournaroyl alphitolic acid (41) uanmni{ﬂ'\‘mu oleanonic acid (42)
maslinic acid (43) 3-O-trans-p-coumaroyl maslinic acid (44) uaz 3-O-cis-p-coumaroyl
maslinic acid (45) NNEILADATUDUENVDINE

WOLIN URZAME (Fukuyama, et al. 1986 : 501-502) wugnstsznavtiielvni

#9 neolignan (46) IMNEIURNATULINIUBATEI L



HN
‘Z:o R
R? - 13 Frangufoline : R!' = CH,CHMe,, R?= CH,
| 37 Frangulanine : R' = CH,CHMe,, R?= CH(Me)Et
38 Adouetine X : R' = CH(Me)Et, R?= CH,CHMe,
59 Scutianine C : R' = CH,Ph, R?=CH(Me)Et

3 Betulinic acid  : R'=H, R*= OH, R*= CO,H
19 Betulin : R'=H, R?= OH, R*= CH,0H
R® 23 Lupeol : R'=H, R?*= OH, R*>= CH,

24 Betulinaldehyde : R'= H, R?= OH, R*= CHO
28 Betulonic acid : R'=H, R*=0, R*= CO,H

32 Alphitolic acid : R'=R*= OH, R*= CO,H

N
"y
~

39 3-O-trans-p-Coumaroyi alphitolic acid : R'= OH, R?*= -0,C-CH=CH-C¢H,-OH,

R3: COzH
40 2-O- trans-p-Coumaroyl alphitolic acid : R'= -0O,C-CH=CH-C4H,-OH, R*= OH,
R*=CO,H
41 3-O-cis-p-Coumaroyl alphitolic acid  : R'= OH, R?=-0,C-CH=CH-C4H,;-OH,
R*=CO,H
“,, o
[01%;
HC
RO 0
OH
29 p-Sitosterol :R=H . .
30 p-Sitosterol acetate : R= Ac 31 Zizogenin

mwilsznay 3 gmilﬂsaa§1amaamsﬂs:naumwﬁa‘lwgm’n



, | CO,H
33 Zizyberanalic acid : R]=ﬂ—CHO, R*=a-OH

34 Ceanothic acid : R'=a-CO,H, R%= B-OH

NH ..
N 35 MauntineJ :R=H
C’;N 36 Amphibine E : R=Me
I NH
N 6]
H
Mel}l
R

42 Oleanonic acid : R'=H,R?*=0
43 Maslinic acid :R'=R?=OH

44 3-O-trans-p-Coumaroyl maslinic acid : R' = OH, R? = -0,C-CH=CH-C4H,-OH
45 3-O-cis-p-Coumaroyl maslinic acid  :R'= OH, R? = -0,C-CH=CH-C¢H,-OH

HOH,C, CH=CHCO,Me HO
N+MEZ
. HO ‘
OMe MeO
HO
OMe

MeO
46 Neolignan 48 Zizyphusine

mwlzney 4 gm'[moa%wuaam‘sﬂs:naumwﬁm‘luwmﬁu
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11

1A WRSAIUS (Devi, et al. 1987 : 3374-3375) wuavUiznay 14-membered
ring cyclopeptide @ frangufoline (13) MNdmanauadllFanau

7 uazthia (Han & Park. 1987 : 208-211) wWua1lsznau 13-membered
ring cyclopeptide fa daechucyclopeptide-l (47) iluasUsznausialrad  use
zizyphusine (48) mnd’suaﬁ'ﬂ%mumuaamawa uaninn'f: g, 1130 uas (Han,
Park & Wah. 1987 : 3957-3958) fl9Wu pyrrolidine alkaloid witalnsifie
daechualkaloid A {49)

Inslavw, ladaauaf waz wiu (Klochkov, Kozlovskii & Pushin. 1989 : 416-
419) Wuin abisabolene uaz Fbisabolene (50) MNAUNNTIAWITUIAIQG  (trail
attractant) 1a3UaIn (Reticulotermes lucifugus)

Inn3, azune uas aal3 (Khokhar, Ahmad & Kashmiri. 1994 : 159-163) WU
817152ndU 13-membered ring cyclopeptide A8 jubanine D (51) {WuansUsznausialna
NNFIUFATHNIHER

&, 84 WAz LT (Lee, Lin & Chen. 1995 : 511-519) wug13Usznau triterpenoid
INFIRRIAT RNV I betulinic acid (3) betulin (19) ceanothic acid (34)
ursolic acid (52) 2a-hydroxyursolic acid (53)  WRSEINFNITWIN Fsitosterol 3-O-5-
glucoside uaz stigmasterol 3-O-F-glucoside @ay" §, A1 uas waa (Lee, Lin & Liu.

1996 : 847-851) Wug1IUsznay triterpene ester rialna 3 Tliads 2-O-protocatechuoyl
aliphitolic acid (54) 2 a-hydroxypyracrenic acid (55) mnﬁauaﬁ'ﬂﬁtuﬂaai'sv!a%waaﬂn
uaz 3-O-protocatechuoyl ceancthic acid (56} mﬂnéauaﬁ'ﬂ%utuﬂwuaamaaﬂn

g 1] uas® (Sheu & Lee. 1996 : 257-261) wuinasilsznay sanjoinine A #3a
frangufoline (13) mnmﬁwmﬁufmﬂﬁnﬁauﬂs:mna’au g FailutszTomitunis
snwnlsanoulindy

NOUABN LRTAUA (Mondal & Kundu. 1998 : 384-385) WuR1IUIznaU
triterpenoid Tiialnide a-norlupa-2,20-diene-14,17-dicarboxylic acid (57) anly

LU UREAME (Peng, et al. 2000 : 435-441) WUNEIRETAT WA NTD R0
UHRAAANVLAIYA (anxiolytic) waziigninseulszam (sedative) luﬁhm@aaa (mice)

B laswd uazams (M. Tripathi, et al. 2001 : 507-510) wuasUsznay 14-
membered ring cyclopeptide #8 jubanine C (58) \luavliznavwiialng wazdiwy
scutianine C (59) wae zizyphine A (1) niRanan

I3 uazams (Huang, et al. 2001 : 179-184) WU betulonic acid {28) oleanonic

acid (42) zizyberenalic acid {60) waz ursolonic acid (61) IINKNS



49 Daechualkaloid A 50 ﬁ—Bisabo]ene

3
R 52 Ursolic acid -R'=H,R*=H,R*=0H
53 2a-Hydroxyursolic acid : R'= o-OH, R?=H, R*=OH
61 Ursolonic acid ‘R'=H,RLR’=0

J‘l//;’

o ,
H

OWO
HO

mMwisznau 5 gﬂﬂmm%ﬁwaam'sﬂi:nau'l.uvgmﬁu

55 2a-Hydroxypyracrenic acid

54 2-O-Protocatechuoylalphitolic acid

12
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56 3-O-protocatechuoylceanothic acid

/lL,'

57 A-norlupa-2,20-diene-14,17-dicarboxylic acid : R'= H, R*= CO,H
60 Zizyberenalic acid : R'= CHO, R*= Me

N\
Ph—é_*o o
NH
HN HN
0 CH,Ph 58 Jubanine C
N
0

MesN

Mwilsznay 6 L:JTGI'SIﬂS\‘l AR m'sﬂsznau‘luw‘ NN



UNN 3

A NRWNITIVY

o o
AEAlFIwn19398
lHuaanmnazasaaniuandnnatii fiTaWTﬂq%%'mT Walfauiuay w.a. 2544
Qoo e = -] o L3
waz l@suNIRTITENaNELaY Mr. James F. Maxwell Na3571173non ameInpnanaas

WA INBS BT bR

qﬂnsnﬁ!m%aaﬁé Lazd1sLadl
Taauazansiail
1. wRenminazaias
2. anazanudun3d (ﬁﬂlﬁu‘%qnﬁ@nmsné"u)
3. Fanuaadmivaaauilasanlinani
- FANMILAA (< 0.063 mm, Merck 1.07729)
- PANUIN (0.063-0.200 mm, Merck 1.07734)
4. Fanuasdwivlamnlnnmfuuuidane
- TANUIR 60GF,5 (Merck 1.07730)
5. sephadex LH-20
6. developing reagent (MAKNWKIN)
7. pre-coated TLC aluminium sheets of silica gel 80GF,5, {Merck 1.05554)

qﬂnicﬁua:m‘%aaﬁa
1. waaarfiauasginenu BINAW 254 uaz 356 WIlWNAT
(Spectroline® Model CM-10)
\A3BIVNIANRBUNA) (Griffin)
. Buwswsamuninsivlaiiiwed (Perkin Elmer FT-IR spectrum BX)
wi3nsszineasnulénudis (Buchi B-580)

. waasmUnInsiiead (Finnigan MAT 90)

(=2 & L B R VS B\ |

 inafosuunudnslouswndgauninglieas (Bruker Avance 300)
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7. Iwa3fimad (Jasco DIP-370)
8. \iiassmmpmiazatnmulaariuais (Buchi Rotavapor R-114)
9. gi-ifdasunlnlnladiinas (Shimadzu UV-2401PC)

Qe [-3 £ J
msanadsoniansinazasad LLBﬂLLB&TI’Iﬂ'IS‘lﬁ‘]Jiﬁ;"nﬁ

1. msanasInaaninazasas
1433 msaftasrsanidansinazasasfindsuazuaazidon laouwslwianan
LONROITIAR LAZIIMUERAUIIAL
1.1 MIANAAIBLANLTY
AnaLBaNIINALATAIRUNILSTUARZLE DA 1w 4.85 Alansy o
(BN 3 A59 ASsRs 15 amﬁqmmgﬁ 50 °C wansinTow udazasiliiogm 50 42 lua
dasasaianaldunesudlssmoenimweanauins asildaasinainaintu
GHIGT
1.2 MsaNAMLINaazTLaa
Bninfidiunisanasisianianan e vt uadviusiadasin
finnsdian 3 a5y laevmwamiutuasumMIrnasItLenITL MR leaasIusnan
T wofinazdian
1.3 MIFNAHIVLVNIHOR
BnnfidiunisanedimafiasrFaaurinlduiy udradadade
LNuaaR 3 a%s TaurswdonuiusewnmianasioaniTuuasiofaazdiaa axldam

RNAVINTULUNTUDR



WRanTINesaauiiuaazldne
4.85 Alansy

’NAAIDLANLTU

(Maoannd 50 °C undnihiaw)

SIUATIATIL LTI

16

FNaAAIaNaazBiae

(Naawnnil 50 °C yudrahzon)

FIURNATULANFOSTLAN

nn

ANAALUNIUAA

(hanpil 50 °C vudririan)

FIUFNATULYTNUDA

nMwiliznay 7 TuaauwmsanagsImuURanIINaLaTas
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2. 3Emsuunmma:nﬁﬁwmﬂﬁu‘%qn%r
2.1 mmunmimnémaﬁwﬁv’umnLfnuua:ﬁwmﬂﬁn‘%qﬂ%
ddnatatwaniTs (9.52 n3u) muunua:ﬁﬂﬁ'ﬁqﬂﬁﬂUﬂaﬁmﬁm
aInnaW [BRn 198 (0.063-0.200 FadiuaT) TearndazatLaniow, Lanau-lanas
Tsfinu (waus 95:5 uds 5:95), lanaslsiinm, laasalsfiinuafisasfiaa (#3UA 95:5
aufly 5:95), Lafinesfian, ofinaziaa-Lunues (AIud 95:5 M 5:95) UATLNNLAA]
"l.@?najum'sﬁ»'mm 13 g
2.4.1 ®13N§w 1 [0.16 niy, hiwimdes, ldnnnstdoanous:
wwniau-lanaalsfinu (fous 95:5 audls 20:80)) 1itasnn TLC Fanwosumouazansi
sneasiwiiuishilévmsdnmnes
2.1.2 ®INEY 2 [0.09 AT, vaDIEVIVWREDY, l@ennsTraln
wanimu-laaaalsfinu (@aus 10:90 auf 5:95) nmMsasegaudt TLC wuiiiash
aule Snsaneindioenawldassznou A (34 fiafinin, vaudefun)
213 @Ingu 3 (5 Aadnin, vaaudedrn, ldninmsmzdislansals
Mnw), F1INdW 4 (0.03 N3y, Avasudafingas, ldnnnmszzdelanaslsing, a3
n&w 5 [0.02 N3, Rewaaudsdmdes, Idannsazdslanssltinu-afinesfian (95:5)]
WATEINGN 6 [0.54 N3, Assaudeide, lennmsrsinlansalsimu-tafinacSion
(90:10)] 9N TLC wuddiasddsznaudnlngaaiony s‘?jaLﬂummammn@;u steroid
32wing Bsitosterol Uaz stigmasterol Failiuasiinulusulivinly selsldvinnsuonly
u‘%zgﬂ'if@ia"lu
2.1.4 a13naN 7 [0.34 N3, Revaswdaidon, ldnnmaredanlananls
finu-leiaezdiiaa (90:10)], a1Inga 8 [0.31 n3u, vasudsivnidumies, leanmyn:
drlansalslinu-tafiaasdian (85:15)] uazaingu 9 (0.58 n3n, vasudsFunlu
Wiy, lannmsmzdilensalsiinu-tafinesdiaa (80:20) 0 TLC  wuing
adnsznoudnlngesionu  Jehnmudsudiimiansdndilassalsiimule
aIusznay B iludiulng (504 Sadinsy, ve9udefam)
2.2 MIspnEsNfusiaTwafiazfian LLa:ﬁﬂmﬂﬁﬂ%qw%
ddmanatwafiaosdiaa (60.43 nTu) wuenarvainaaauilasinin
AT 2 950 ASausn 30.22 n$u wazAIITiERd 30.21 nYuAudEy [BANNID 0GF s, B
faoaman, lonu-asalswaiy (Aoud 95:5 B9 5:95), asalswody, aneliwesu-lofinas
Hlan (AIuA 95:5 B9 5:95), 19Na0zTIAq, LoNASTLIAG-LUNTUDA (éim@i 95:5 19 5:95)

URSLUNIHOR] Tdnaiumﬁﬁ"amum 6 N



ﬁluﬂffﬂ‘fﬁl hexane

column chromatography TAiau hexane, CH,C, , EIDAC , MeOH

2

anEnd hexane

solid

N

T 8 9
ANUANEIY CH2CI2

TG

solid  fikrale

13

fillrate

atsdsznou A

#@13HaAN steroids

adsznou B

solid

i
i mislsznou B

3 . 5
ANRANAIY 1:1 EIOAC-CH,CL, 1 cc lec

& o £ . w &
nwilsznay 8 °Il1rbﬂﬂuﬂ’ﬁuﬂﬂﬁ’]iu3§ﬂﬁﬂ1ﬂﬁ')%ﬁﬂﬂ'ﬁu@ﬂL“II%

FINANATYM EtOAC

quick column chromatography TR0 hexane, CHC, , E1OAC , MeOH

2 5 6 5 6
fitrate anuAnM Y cnmi cc ce
cC
| 1 11 cc
e 3 9 10
[__\ solid filtrate ec l
6 ANKATATY CHCL,| 6 7
4 ce cc [__7! ouAnIn CH,CI,
3 mslssnou B cc l mmlsenay F | POHRRAID
sotid CHCl,
| mritlsznow D “"r‘“’
miszney € alsznew B | | mstaznou E milsznow G

n‘; o ﬂ{ 1 e é: =) =
Awisznay 9 Uua Buﬂ"l'iLLE_lﬂﬁ?iﬂ‘ii‘i’ﬂﬁ%?ﬂﬁ’luﬁﬂﬂ’ﬁumﬂﬂ D TLAR
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221 ®INEY 3 [9.94 N3N, TBITIETMIUMILI TTEBNEINTEUY
anolinafu-lofinasfian (aoud 95:5 89 50:50)] 370 TLC wuimiwsdansiszneu 8
Hudmwlng Sakmsanuinaislansalsimulassdszneu B (261 nu, vasudsd
27) BazINEI filirate (6.92 n3u, sadulsF@dmdon) Wrlduendadrvnaduilasunln
n31# [§Anes (0.063-0.200 HaRas) Tedrmamou-lansalifinu (aaud 50:50 @9
10:90), lanaalstinm, lansalsdmu-lofinezTian (a3us 95:5 fa 5:95), ofinozdia,
LENRDSTLAR-LUNIUDR (ﬁ.:m@i 95:5 114 5:95) LATIUTIUEA)] “lﬁmjumsﬁv'mm 10 nga

2214 m‘:nﬁjuﬂauﬁ 3.4 (327 fadn3y, vsaudedridwidinn lo
et laasalilinu-afiaazias (85:15)) hliugndesivaadmilasuninni#
[Fanwes (< 0.063 Taduas) Tedaoanian-lansalsimu (@oue 25:75 89 15:85)) 1ot
glsznan C 4 Uaant, 2asudisdnn nnsrzaluanou-lanaslsiing (25:75)

222 @3ngw 4 [19.86 nTu, BesudeFnnlunies sreandruszuy
analiwaiu-lahae:Gian (45:55) auddanaezdiaa] a0 TLC wuinhesliassznou
B udnlng i ldusndalasaasuilasaninns il [@8n uea (0.063-0.200
JaaLuas) gedruianu-aaaliwaty (Faue 50550 A9 10:90), Asaliwaty, aaaliWoTu-
\afinazBIen (AILA 95:5 B9 5:95), lafiasdian, Lafinasdina-wnmuea (@Ius 95:5 A9
5:95) UALLNYNUOA] VLﬁﬂi}:SJﬁWi‘YimN@ 8 N

2224 m‘mémiauﬁ 4.2 [3.76 Dy, vosudsFmdmasau lanns
seeauanalinatu-lafiaecfiaa (80:20) Ynnmianudnaluaaslivesuldmidsznou B

(2.75 n3u, vaaudiFan1) uazsiidn fittrate (1.00 n3u, sandedmduadan) ildusnds

sonagutlasunlnnmd [Finuas (< 0.063 dadwwaT) seipaaslivaiy, asalsvaiu-
p=dlan (aoud 99:1 A 50:50)) lemsdsznay B [105 Hadn3y, vasudadnn Tdnnms
gxdanaaalswadu-asdlaw (97:3)]

2222 m‘sn:;imianﬁ 4.5 [1.66 N3y, VaITIFARLY @ INMTBE
duaneliWasu-lafinazding (asus 60:40 B9 40:60)] ¥ lusndadinaasuiilasinln
A [FEnaa (0.063-0200 Hadtaas) szerulanasliiimu wazlaasslsiinu-Lum
WoR (AILA 99.8:0.2 F9 90:10)] "lﬁnéjumiﬁv'mw 5 Na

22221 m‘snajmiauﬁ 453 [450 Hadny, voudiimnios la
Pinmsrzaanlanaalstimu-wmiues (97:3)] hldusndroaaduitlasinlnn @ [FHn

wa (< 0.063 faswan) sedrolassalitinu wazlaasalslinu-luniues (asua

99.8:0.2 9 50:50)] WuUBILEIFTI (10 HaanTy, leennisvzéanlenaalsiinu-
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Wwnuas (98.5:1.5) W luondalapeasuilasunlnns W (sephadex LH-20 12 n3u oz
FILLINIUBR] FWIDUENEITUTENEY D (3 Uadn5N, 1oILTIFU)

2223 msnéuﬂaﬂﬁ 46 [2.34 n3u, weswdeiiena szaande
aaalsWaiu-lafinosfaa (30:70) audaafiaacdiaal vmsusndesipnaauilasuiln
n3 W [BAN198 (0.063-0.200 Hadwad) Treolenaalsinu, leasalsiinu-iunivas
(P3UA 99.8:0.2 713 90:10)] Tﬁnﬁium‘iﬁwm 11 ngay

22231 msmimiauﬁ 466 [159 Nadniy, vaIwdIdINU
wRas mzaandulanaalsimu-lumues (96.5:3.5)) FmIanuan luaIMLaa lavaIudy
#1717 (18 Dadnu) luansusznay B du fitrate (140 Aadniy, vadifinias) iy
uonlapnsduilasminni ¥ [F8nwaa (< 0063 Fadwas) azsslenaalslimy,
laaaalsiinu-unmiuaa (Goud 99.8:02 #990:10) swnsnusnailsznay E
(8 Aadnsu, vasudsdrm ldrnmsmeaislensslslinu-tuniuen (98.8:1.2))

2.2.3 @1IN§Y 5 [15.40 nIw, pasuisdrntwinea Idnnmsssdy

LTI TLAA-LNLEN (Gaud 95:5 A9 595)] vinldusnsalaneaduilasunlnnad

[BAn119a (0.063-0200 fiadiuAs) T=doianITu-aaalsWady (Rus 50:50 f9 10:90)

analiasy, analsWoiu-azdlaw (aeus 95:5 4 5:95), axdlow, axdlau-wniues
(@aU6 95:5 B9 5:95) UALINUDR] vl.@Tnsgum‘sﬁmuﬂ 14 Ngy

2.2.3.1 m‘an’mjauﬁ 55 [271 fadnin, vaudifanidwnies la

NnMTzapaaalsnasu-axdlan (75:25)) thiltuondalasasduilasunInnd i [GEm

198 (< 0.063 Dadwas) sedanaaslsviofy, asalsWaiu-lumuas (aous 99.8:0.2 B
90:10)] lémnavaa 11 ngu

2.2.3.1.1 minejmjauﬁ 559 [48 UadnTy, VaIWTIFTIIUW
waes ldenmsreaaalivasutuniuaa (98:2)] vnnmsanwansipaasliweiule
g17Usznay F (14 Jadniy, 289udNguna)

22312 msnejmjanﬁ 5510 [14 Tafniy, 2a9wiafun lo
PINMITzaas lsWasu-lwnuaa (97:3)) Wussusznay F

2232 msﬂ@:uzjauﬁ 56 [279 DaAnTY, waINTIEVMUNARDY 1o

nmItzaiaaaalaiu-azdlan (70:30) ihilvuonlasaesausilasunlnas i [Ianaa

(< 0.063 fadiwaT) srenpaaalineiy, wmuaa-naslsaiy (PIue 99.8:0.2 fig 90:10)

Idasnmue 11 ndu
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22321 minajmiaﬂﬁ‘ 56.6 [32 HadNN, VOINTIFIIUN
WARBY TreandiuaasliWaiu-Lun uea (99.6:0.4) Ynsanwandroaaalsvaiule
f5Usznay G (16 AARNTY, VBIUTIFINY)
22322 msnejmiauﬁ 56.7 [9 figdnsy, vadudedrn lean
NITEA0ARa LIWDTH-LuNuas (99.4:0.6)] Aeasdstnay G
2.3 MIUUNEINNFIRFRATUUNIUAR ua:ﬁwmi’lﬁu‘iqﬂ%
PEIHANATWATUOA (30.00 n3u) wuendrpainaadmilasunlnnani
[BanI 60GF,s mxenlansalsiing, lanaslsfimu-tumuan (Goud 95:5 i1 5:95),
YRR (U6 95:5 A9 5:95) UAI] ‘lﬁmjumsﬁ”’owa 15 Nax
2.3.1 @13ngy 1 (188 Jadniu, sasudsFuniuimning graand 1y laaas
Tsnu) 910 TLC wudnnasiiansysznay B (lludunas Javimsannanaaelanasls

finuldasisznay B (10 H98NTY, TAIWDIFINM)

msﬁnmauuﬂmamﬂmwuazgm'[mm%"mmmmsmqﬂﬁnvlé'f

ﬁ”msu%am%ﬁtmn‘lﬁmn‘ﬁy'm,anmu, Llaviasziies Ll,a:mwmaaﬁm'ﬁ:ﬁmgm
lassai oM InIIanasunal (mp.) UOUPBINIRANARIIREUNTIA (IR)  wou
msgmnﬁu%’oﬁg%ﬁ&ﬁa (UV-visible) Tuavazaioiumuas (1anainazuanduaini
azs1BBw) foya " us=""c NMR tiuinlagldin%as NMR spectrometer # 300 MHz
uas 75 MHz @udeu 19 deuterochloroform (CDCly) tDuevinazans (wanainaziiain
Husvnazaean) uazsaulumiag § 7t downfield 310 TMS (tetramethylsilane) Fol
1i% internal standard (5 0.00) ¥h&1sEnaEIwlUTuNANE1 Optical rotation TwAintluen

[alp ﬁqmﬂ{}f}@ha | laols microcell 50 mm ﬁagum Mass spectrometer vunmilu m/iz



FINANATULINITY LBNADLTLAN URTLNYNUDS

wanasmsnaila lasan nnAuasnisanuin

a g
ﬁ'li‘ijiﬂ;}’]'ﬁ

Anmga slassaiulavldinaiia

naninsalall

= L "3 =) ‘-{
Qmﬂ:ﬁgm{ﬂnaﬂwaamsusqwﬁ

i = @ a £ a
JT]W?.JS:”E]U 10 'lmmEmﬂ’l‘iﬂﬂ‘]:ﬂg&v“l‘ﬂﬂ'idﬁi’]d’ﬂﬂdﬁ’]iiﬁii“flﬁ‘ﬂ”lﬂLﬂaaﬂi'lﬂﬂ:ﬂim

22



UNN 4

Nan13Ive

1. panisanagryanilaansinazasag

wWasnsnazeseaiifivaazidua (4.85 Alansy) Wasnadoianauiiwu 3
a%s 1lwamn 50 Talug ﬁqmﬂgﬁ 50 °C lddmatatusnion (9.52 n3u) Juai
pasudsmnaes niwihmnanliuds ufhinadedammefisesfian wsziumues
sy lapviswdoiiutuwaeuwmsaiadioemon esuwananntwaiaasiiag
(60.43 n3u) Wwwasudsdndos uasduanatuunues (30.00 n3w) Sanwuiiums

A . £ :‘ A
NHYBIUTITU IS INTY

aa o a =
2. 38msuanaisuaziiasiiuians

2.1 msu.unmimnﬁmaﬁm%mantfnuua:ﬁwm{lﬁu‘%qﬂ'ﬁf

YAEIuERATWENTY (9.52 N3) Lmnua:ﬁﬂﬁ’u%qwf[wmaﬁ'mﬂmmlmmﬁ
[@8N 98 (0.063-0.200 HaRIANT) TLAILLINLDU, LINLTU-LAARD LTHINY ((vfl‘:GLLGi 95:5
auds 5:95), lansalsinu, lansalsiiinu-tafinesSian (aoud 95:5 aufls 5:95), afinas
F100, LONRASTIAA-LUTUDA (HIUA 95:5 AT 5:95) UASLNHOA) lenguans

YNNG 13 NEY AauEadluansng 1

1T 1 wamMIwonganaTmanulasaaduilasuninnni

SEULAITE nau dmitn (n3) ANBMEENI
VENLT
LN ; laeaalitinm
95:5-20: 80 1 0.160 dusmias
10:90-5:95 2 0.090 YBINTIFUTIVURRD
Taaaalstimu 3 0.005 2aINdIRN
lonnalsiinu 4 0.036 Asasudimndes
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@319 1 (§ia)
FUURITE niu viwiin (nda) ANWAZRT
Tanaalsliinu : ahiaezdian

95:5 5 0.027 Aavaaudafinio
90 : 10 6 0.540 Aavasudaiiion
90 : 10 7 0.340 Asvosudediiion
85:15 8 0.314 2IUDIRVIUBRRD
80 : 20 9 0.580 VA ILTIFB I UIRRE

75 : 25 - 60 : 40 10 1.717 VSILTIFDIU N R
55 : 45 11 0.223 YDIRUARIARD I

50 : 50 - LaNAazTHan 12 1.527 YNWUATINRONTY

LANAALTLAN : LUNTHER
95 : 5 - LUNTUDA 13 1.291 Pagnilaiinanaidy

“ & ' 0 ' a v a £ ar
LHREYS LANIARLAT3 &y mmuun@aua:ml'ﬁmqﬂﬂ@Uﬂaamﬂﬂmﬂﬂ

L F=9 J = U 1
N ‘lﬂmimqm 2 THe e

2.1.4 @mbeznay A ldainansnau 2 (34 fadniu, vesudsien)

2.1.2 gvdszney B ldnnanindu 7 (504 Haaniu, 103u3959717)

1 o = £ o v o &
22 ﬂ'ﬁLtﬂﬂﬂ'ﬁﬁnﬂﬁ']%ﬁﬂﬂﬂiuwﬂﬂa:‘ﬁL@l@Llﬂ:ﬂ'lﬁ'ﬁl‘ﬁUiﬂ;ﬂﬁ

ddnanaTuanaodLlaa (60.43 nTy) Husndoainesautlasnlnnii 2

A39 ASINTN 30.22 NSUUATATINEDT 30.21 NIUANEIND [BANUIR B0GF 5, TR

LN, lnaw-aaa ety (aus 95:5 §9 5:95), asalinesu, aaslivatu-lefinesd

\A9 (AILG 95:5 D19 5:95), LafinazBian, ofinasBian-LUNIUAA (AIUE 95:5 N9 5:95) uas

WNTUDR) Tﬁna;uaﬁ'sﬁ'wm 6 N&Y AouandluaiTa 2
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AT 2 HaMsuENaInaneTwafaasdiaalanainaaauiilasuilnnaiw

TEULAITE ngy yiwein (n3) ANBUSAT
LTI
N - Aaalswaliy
95:5-10:90 1 0.838 dduimaady
5:95 - analiwaiy 2 2.110 AsvasudeiniUwion
asalswely ; ohnozFiaa
95:5-50:50 3 9.939 PEIRDIFDTIU LT
45 : 55 - LofiRazTae 4 19.860 PaIuDIFTNIUNLAT DS
efiaazamas : LWNIuaA
95:5-5:95 5 15.403 yasudedrrwihma
LNWOR 6 0.875 aasudsdinanaidu

usnaslananua 6 naw t‘hmuanﬁiaua:ﬁﬂﬁﬁqﬂfﬂﬂmaé’mﬂmu'ﬂﬂ

Pl s 3 J :: o A 1
ﬂi’]ﬂl@\ﬁ?‘iﬁ‘iiﬂﬂﬁﬂﬁﬁuﬂ 5 TUH vL(ﬂ LN

2.2.1 g3tsznau B vl.@‘i’mnm'inéjw 3 Uz 4 (2.73 N3N, DOIUTIFVI)

2.2.2 g1dszney C ldanaingy 3 (4 HadnTy, pasudieium)

2.2.3 g1Usznay D e naningy 4 (3 HndnTy, veudiafunm)

2.2.4 ausznay E 1@anaingy 4 (8 Iadniu, vasuidn)

2.2.5 ssdznay F ldanaangy 5 (28 Haaniy, vesudadn)

226 a3Usznay G l@nnangu 5 (25 Dadniu, v83uieiun)

r e g: a Lo - J
2.3 ANTLENFVIINEIVINATIANTUA AT ﬂ'ﬁl’ﬁ U'ETE‘ET]IT

[V~ o o v oo £ o o [
WIRIUINATHLNNIUDR (30.00 nid) NWLLUHLLQiﬂWl%UiQﬂﬁ@HUﬂ?ﬂﬂﬂa&lﬁ

TasanInna W (B3N 198 60GF 5, Temulennalsiing, laasalsflinu-umuas (aaua

95:5 114 5:95), LuMNUBa-1 (A9U 95:5 19 5:95) uazsh) langua1Inivue 15 nga &9

LRAIIBAITN 3



26

AN 3 HAMIWUNEIRENATWIMUEalauaInaaautlasuilnniil

FEULAITE nau siwiin (n3w) ANMIATES
loanalsiiinu 1 0.188 PBILTIRD IV UIRRDY
2 0.191 289uT$FV 1L WA
lanaalsiiiny : lumuaa
95:5 3 0.076 PAITIFTNIUMNRDY
laaaalsfimu ; lumuaa
90 : 10 4 0.151 D IWTIEIIL BN R D
90 : 10 5 0.051 28IUDIRV U WNRD
85:15-80:20 6 0.142 ga9udefitinana
75:25-70:30 7 0.100 paaudsiinaa
65: 35 8 0.362 Asvasudefinaa
60 : 40 g 0.920 Aswoaudsiinana
60 : 40 10 1.067 Aapasudofiiana
50 : 50 11 3.020 Aawasudsiinana
40 : 60 12 2.850 Asvasudaiinanaity
35: 65 13 2.200 gasudsiinea
LUTIUER 14 0.436 sasudeiinena
LTNUES : 1
95 : 5 - 1 15 2.007 vasudedieaiy

‘l:: » a + -3 “oa J O
uwnEIlanavam 15 ngu mmgmnmaua:ﬂﬂ%mqwﬂ@Uﬂaauﬂﬂiuﬂﬂ

= Qe = ‘F s @ )
NN "lﬂmsmqﬂﬁ 1 TUG vL@ILLﬂ

2.3.1 @13Usznay B 189nans ngw 1 (10 Hadniu, vaudiednnn)



27

o a &
3. m‘:nLﬂ‘i'lzﬁﬁ']gj@ifﬂ'iﬂa%"m‘maamsusqﬂﬁ

=Y 4{4:‘ 9 o - I3 L LR " -1
msmqmmwnvl@mm'zLﬂﬂmmgmlﬂsoaﬂa Iﬂﬂ‘lwmagan'mal.ﬂn‘[wm'[ﬂﬂ

3.1 msdsznay A
\luvasudodon vimin 34 Saiiny mp 198-200 °C (mp 222-224 °C,
Kundu, et al. 1989 : 3155-3158) @1 R;0.52 (20% 1aniDu- lanaalisinu)
IR Ve cm™ : 3330, 2945, 2871, 2853, 1457, 1380, 1043, 880
"H NMR (1% methanol-d, in COC,) : uaasluaing 5

3.2 asiznau B
Tuwesudadun swin 3.25 niu mp 278-280 °C (d) (mp 293-295 °C,
Yagi, et al. 1978 :1798-1798) A1 R, 0.36 (2% LUN1Uaa- Lanadlsunu)
IR Vo em™: 3448, 2942, 2868, 1685, 1560, 1385, 1289, 853, 812, 763
"H NMR 4@z ' 'C NMR (10% methanol-d, in CDCly) : ugadluanana 6 uss 7

3.3 s3dsznav €
[Twasudedrn viwiin 4 faanT mp 167-169 °C (d) (mp 183-187 °C,
Ziegler, et al. 2004 : 119-127) 61 R;0.41 (20% Lanau- lanaaliinm)
IR Vo™ em’': 2041, 2867, 1718, 1457, 1376, 1032, 885
"H NMR uaz "C NMR (CDCly) : uaaslua1sns 8 uaz 9
ES MS m/z : 463 {M+Na]’

3.4 a7uUsznau D

Wnwwasudeiun shwwin 3 fiafnsy mp 284-285 °C (d) (mp 279-280 °C,
Yagi, et al. 1978 : 1798-1802) A1 R, 0.37 (4% LUMUIA-LAARELTHINY)

[a]) = -12.8 {c 0.14, MeOH)

W A5 nm (log &) : 311 (3.29)

IR Vo cm’': 3425, 2949, 2867, 1705, 1686, 1606, 1515, 1457, 1376,
1255, 1173, 833

"H NMR Az C NMR (5% pyridine-ds in CDCly)  ugaalua1sng 12 uas 13

HR FAB m/z : 617.3842 [M-H] (d 208150 CygHs0s 617.3841)
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3.5 g1Usenau E
Wuwaandaian wmin 8 Hadn3u mp 170-172 °C (d) 61 R,0.22 (6% tx

mMuaa-lenaaliiinu)

eQH

uv A" nm (log & : 269 (3.05)

X

Br

IR V:ax cm'1: 3433, 3345, 2958, 1603, 1537, 1450, 1358, 1193, 1047, 988,
840, 660

"H NMR uaz "°C NMR (methanol-dy) : kaaslua1a 17 uaz 18

El MS m/z (% relative intensity) : 184 ([M]+, 25), 154 ([M-30]+, 50), 153

+

([M-31], 100), 139 ((M-45], 12), 138 ([M-46] , 12), 111 ([M-66] , 9), 110 ([M-67] , 43)

3.6 sstlsznay F
uwasudedana siwin 28 Sadniu mp 287-290 °C (d) (mp 294-298 °C,
Yaguchi, et al. 1988 : 1419-1424) i1 R, 0.33 (4% Ly uaa-lanaalsilinu)
[a]}) = +10.7 (c 0.149, MeOH)
IR Voo em’: 3432, 2941, 1692, 1660, 1454, 1376, 1225, 1046, 965, 886
"H NMR uaz °C NMR (pyridine-ds) : uaa3luansia 10 uaz 11

ES MS m/z : 495 M+Na]

X

3.7 a13denay G _
uwasudsie i $win 25 JaanTu mp 325-329 °C (d) (mp 328-331 °C,
Kundu, et al. 1989 : 3155-3158) @1 R;0.31 (4% 1uniuaa-lanaalsiinu)

KBr

IR V' cm - 3474, 3068, ,2939, 2871, 1689, 1376, 1308, 1033, 882
"H NMR ugz "°C NMR (5% methanol-d, in COCI3) : uaasluans 14, 15

Waz 16



Unn 5

F=y o
a'gﬂ anNUsaNA BASUDIADI NS

=9 =% :F
nsatesEimgastaseaiee 89E1IUIGNS

= J ] Q- 6‘.: ) o L7
Tunsusnavignsanduanatuanay twfisazdiaa uaziunvea lavld
TosunInanfusuasdukfiusiadinddnaauaz/mio sephadex  LH-20 R1u130MHN
-3 I:F Qr ©y = W o L
asUsznauyIandld 7 wila (#1319 4) lunsrgailassaivvesmsnsziiloomsls

W

Jauamilninsalall (UV, IR, 'H NMR, C NMR uaz MS) waziSsuiiodayanudaya

<

Ly

ﬁﬁpdﬁm’m‘l'?uﬁq wannuwlnLInTaiad3ouNouan R, 1a9813NUANT authentic

~ K Lg =
#1319 4 N’]'ﬁUﬁE‘z‘nﬁﬂLLUﬂvL(ﬂﬁl’mLﬂaﬂﬂ'ﬂﬂ(ﬂzﬂﬁﬂx‘l

#3Usznay TOFT wmnn (Jadnn)

T TULONA T

LaNLTY A TLAR LUMUaN

A lupeol 34 - -
B belulinic acid 504 2,733 10
C betulinaldehyde - 4 -
D 2-O-trans-p-coumaroyl alphitolic acid - 3 -
E alphitol - 8 -
F alphitolic acid - 28 -
G ceanothic acid - 25 -
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~y LN =Y cfc: &
n'l'swg_jaﬂmomwmmmsmqﬂ stuanla

a15dsznau A

[ERTTITIE

~3

HO

5
§
S
>
~
3

~

asUsznay A \wvesndeFene G671 R, 0.52 (20% taniou-laaaalsinu) W&
1i797Y anisaldehyde-sulphuric reagent 310 IR spectrum WULOLMSEwLULDaTa O-H
i 3330, wyj C-O 7 1043, ny C=C i 1637 cm’”

NNTaya 'H NMR (1374 5) WUF QY IMUBING isopropenyl landigwann
vinylic proton 71 & 4.53 (1H, br s) uaz d 4.65 (1H, br s) Wy methyl 7i & 1.64 (3H, s)
Fuassznon A shaniluasusznay irterpene T lupane waNMATINFY T
2193 carbinol proton % & 3.15 (1H, dd, J = 10.8, 5.4 Hz) WAZHTYYIUVBING methyl wuY
singlet 6 wiifi & 0.72, 0.75, 0.79, 0.91, 0.93, 0.99 uaz 164 ppm tiiwWIvuiy 'H
NMR va98331l3znau A NU lupeol (23).(@“5“ 5) nuedeaaiu waslliaSeudiey
@1 R, 289873U3EN0U A NU authentic lupeol 1uszunaIvazmeang § wuinlen R,
it AsasUiiansaznay A @a lupeol

lupeol 1ilnanstlsznay triterpene Ainv e Wluwie uaziinprnummuluie
R0 Ziziphus 114 wuludwRonauwwad Z. rugosa Lam. (Nahar, et al. 1997 : 151-
158), @IWUAANARUASINYDY Z. mauritiana Lam. W38 Z. jujuba Lam. (Kundu, et al.
1989 : 3155-3158) WREEINGUDDY Z. mauritiana Lam. w38 Z. jujuba Lam. {Chauhan &
S. K. Srivastava. 1978 : 6) wanainiganuluirriiadwan sudfanduwnas Acacia
mellifera {Leguminasae) (Mﬁtai, et al. 2004 : 1159-1164) uazdEInLURaNAUTDI

Gossampinus malabarica L. Merr (Aratanechernuge, et al. 2004 : 289-292)



o 3
39 5 7838 'H NMR waz C NMR 284 lupeol (23) uaz H NMR vasaislaznay A

N

AUNUI tupeol” aTs=nay A
e S Sy
1 38.7
2 27.4
3 79.0 3.20 (1H, dd, J = 11.5, 5.0 Hz) 3.15 (1H, dd, J = 10.8, 5.4 Hz)
4 388
5 55.3 0.68 (1H, m) 0.64 (1H, m)
6 18.3
7 343
8 408
9 50.4
10 371
1 209
12 251
13 38.1
14 428
15 274
16 35.6
17 429
18 48.3
19 479 238 (IH, ddd, J = 11.0, 11.0, 5.0 Hz) 2.38 (1H, ddd, J = 11.1, 11.1, 6.4 Hz)
20 150.9
21 298
22 39.9
23 279 0.97 (3H, 5) 0.93° (3H, 5}
24 15.4 0.76 (3H. s) 0.72" (3H, 5)
25 16.1 0.83 (3H, s) 0.79" (3H, s)
26 15.9 1.03 (3H, s) 0.99° (3H, )
27 14.5 0.94 (3H, s) 0.91° (3H, s)
28 17.9 0.79 (3H, s) 0.75" (3H. 5)
29 1093 4.54 (1H, br 5 4,53 (1M, br 5)
4.67 (1H, br s) 4,85 {1H, br s)
30 19.3 1.68 (3H, s) 1.64 (3H, s)

* Juninlu methanoi-g, (Aratanechemuge, et al. 2004 : 289-292)

® fufinlu 1% methanol-d, in CDCly

G,

d [V | " A o PR Y
maldinTaminodumdyrmaraniouinule
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glsznay B

=

~ e
il LR

HO

3
g
~

3 24

td

f7Usznay B uaasndedun %awulmﬁmmmnq@ AT Ry 0.36 (2% L
ﬂﬂuaa—‘l@}ﬂaaiiﬁLﬂu) IWain9ny anisaldehyde-sulphuric reagent 3710 IR spectrum WU
LaUMIFHMLUUEaTas O-H 189 alcohol i 3448, C=0 #i 1685, C-O B89 carboxylic acid
71 1289 uaz C=C 1637 cm’’

3N 1H, 1?'C NMR, DEPT, COSY ua:z HMQC spectrum {@1319 6 48z 7) Wy

1. FyanvaInsuauwnmua 30 asuaw Juiluues methyl carbon 6 Fnyink
i & 15.1, 15.9, 157, 27.7, 145 uaz 19.1 ; methylene carbon 11 z%'rgcymﬁ 0 18.1,
20.7, 25.4, 26.9, 30.4, 29.5, 32.1, 34.2, 37.0, 38.6 uaz 109.3 ; methine carbon 6
Funmil & 38.1, 46.9, 48.9, 50.4, 55.3 UAz 78.7 Uz qualernary carbon 7 ST
0 37.0, 38.6, 40.5, 42.3, 56.1, 150.6 az 179.1

2. é'ryty'}m“uadm_:l: isopropenyl I@mﬁﬁmury’lmmmm;j vinyl fi Oy 4.47 (1H, br s}
WAz Oy 4.60 (1H, br s), ¢ 109.3 1Y methyl @ 8, 1.56 (3H, s), 8¢ 19.1 uas quaternary
carbon #1 O 150.6 wansasusznau B 19ziiu triterpene 1%a lupane

3. dfynykUBIng carboxylic acid #i 86 179.1

4. RAYABY carbinol proton i 8y 3.04 (1H, dd, J = 8.3, 7.6 Hz), 8¢ 78.7

5. §wyty1 methine proton i 3y, 2.89 (1H, m), O¢ 46.8 uacfl &y, 0.56 (1H, d,
J = 9.3 Hz), O¢ 55.2

6. Fyn MBIy methyl 5 Nyl 8,y 0.62 (3H, s), 8¢ 15.1; 84 0.70 (3H, 5),
8¢ 15.9 0 8, 0.81 (3H, s), O¢ 15.7 ; 8, 0.83 (3H, s), Oc 27.7 uaz Oy 0.85 (3H, s),
8c 14.5
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nndaya NMR 91961 wunasdszney B hasiilassaaaanafiy lupeol (23)
(@17719 5) JarhnsuSsuifisudn R, wuinasUsznau B a0 R, 1eund lupeol ugadin
f1silsznau B ma:ﬁm‘jmuﬁﬁﬁ'ﬁ%gmiw lupeol aa@ﬂﬁasﬁuiagalu IR spectrum WU
w3 carbonyl #1685 cm' w8z "C NMR WURTY R IWTBINY carboxylic acid v\ﬁm%i
(Oc 179.1) URZFWWINTBINY  methyl 5 Funrmdatonnitlu upeol WWina 1 Aynm
winin 3auilulylefisnsysznay B 1aziing carboxylic acid dany C-17 me?i%i
methyl t1s lupeol \isenn C-17 (O¢ 56.1) B8 1IUznoy B an deshield ludasrunsish
low field N7 C-17 (D¢ 42.9) Y83 lupeol

Li’jaﬁ'lnm.ﬂ%wl.ﬁﬂuia;ga IR, 'H uaz °C NMR spectrum s=wi9asisznay
B @auiinlu methanol-d, - CDCly U betulinic acid (3) @atiufinlu CDCI, (91574 6)
wunlndlasstin ussilafioud R, Iu TLC wudrassznau B A authentic betulinic
acid #61 R, 1¥innw uanmnf:"ﬁ'aga HMBC (91319 7) 22481303281 B WUATURUNUS
fisfazwing carbinol proton (H-3) i C-1, C-2, C4, C-23 uas C-24 ; methylene
proton (H-29) iy C-19, C-20 uas C-30 ma:m;‘d: isopropenyl ; H-19 il C-18, C-20, C-
21, C-29 uar C-30

ninteyading anllddresdszneu B dlassaiiaiu 3phydroxy-lup-
20(29)-en-28-oic acid ¥38 betulinic acid

betulinic acid (Uug173zna triterpene ﬁﬁﬂwnluﬁ"ﬁﬁqa Ziziphus lapid
FIBUNITWU belulinic acid Iud3unmuinamnaiusinues Z. oenoplia (L.} Mill. (3T
gula. 2545 : 38), wulwlRensnvas Z. oencpiia (L.) Mill. (Menard, et al. 1963 : 1801-
1811), wRanduwas Z oenoplia (L.) Mill. (Nahar, et al. 1997 : 151-158), \aanauuaz
INVY Z. mawritiana Lam. wia Z. jujuba Lam. (Kundu, et al. 1989 : 3155-3158), &1
\Wila@uwad Z. spina Cristi (lkram and Tomlinson. 1976 : 289-290), iilaanduwuas Z.
rugosa Lam. (Khosa, Meena & Pandy. 1987 : 323), wWRenauuas Z. rugosa Lam.
(Tripathi, et al. 1988 : 158) (Nahar, et al. 1997 : 151-158), FIUKNAVDI Z. jujuba Mill.
(Yaki, et al. 1978 : 1798-1802 ; 3075-3079 ), &3u3Invad Z jujuba Mill. (Lee, Lin &
Chen. 1995 : 511-519) wanonitanuluiosiads 15w s1wUsandwnas Alphitonia
zizyphoides (Rhamnaceae) (Dunstan, et al. 1998 : 495-497), wolugruniloduvas
Zataria multifiora Boiss. (Ziegler, et al. 2004 : 119-127) uas@IwUNonauwa9 Acacia
mellifera {Leguminosae) (Mutai, et al. 2004 : 1159-1164)
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" 1 13 "
A1313 6 1aUR H NMR ugz C NMR 289 betulinic acid (3) wazEIznau B LLGZTQHR

DEPT 90 taz DEPT 135 723813U3:nay B

AWMU betulinic acid” aviznoy B
e 3, e 3., DEPT DEPT

90 135

1 38.7 8.6 38.6

2 27.4 26.9 26.9

3 790 3.6 (1H, dd, J = 10.8, 5.1 787 3.04 (1H,dd, J= 83, 7.6 787 78.7

Hz) Hz)

4 38.0 386

5 553 066 (1H, d, J= 9.0 Hz) 552 056 (1M, d, J = 9.3 Hz) 55.2 55.2

6 18.3 18.1 18.1

7 34.3 34.2 34.2

8 40.7 40.5

9 50.5 50.4 50.4 50.4

10 372 37.0

1 20.8 207 207

12 25.5 25.4 254

13 38.4 38.1 38.1 38.1

14 424 423

15 305 295 295

16 321 321 32.1

17 56.3 56.1

18 49.3 48.9 48.9 489

19 469  2.99 (1H, m) 468 283 (1H, m) 46.8 46.8

20 150.4 150.6

21 29.7 30.4 304

22 37.0 37.0 37.0

23 28.0 0.94 (3H, s) 277 083 (3H,s) 277

24 153  0.73 (3H, s) 154 062 (3H, 5) 15.1

25 16.1  0.80 (3H, s) 159° 070 (3H, s) 159

26 16.0 0.91 (3H, s) 157°  0.81(3H, 5) 15.7

27 147 095 (3H,s) 145 0.85(3H, s) 145

28 180.0 179.1

29 109.7 4.58 (1H, br ) 109.3 447 (1K, br s) 109.3

4.72 (1H, br s) 4.60 {1H. br s)
30 194 167 (3H,s) 191 1.56 (3H, 5) 19.4

“ufinlu cocl, (digtn guls. 2545 : 42)

b . c 4 we o . 4 de W
tuinlu 10% methanol-d, in CDCl, ~ wisavnomulagyanondoriuanafouiiuld



35

NN T ﬂ]'aga "H NMR COSY HMQG uaz HMBC 209813 :nay B

Funsia "H NMR cosy’ Hmac’® HMBC ©
3 3.04(1H,dd, J=83 76 C3  C-1,C-2 C4,C-23,
Hz) C-24
5 056 (1H, d, J = 9.3 Hz) C5  C-1,C-4,C-10,C-25
19 2.89 (1H, m) C-19  C-18, C-20, C-21, C-29,
C-30
23 083 (3H, s) C-23  C-4,C-5, C-24
24 062 (3H, s) C-24  C-4,C-5,C-23
25 070 (3H, s) C-25  C-1,C-5,C-9, C-10
26 0.81(3H, s) C26  C-7,C-8 C9 C14
27  085(3H,s) - C-27  C-8, C-13, C-14, C-15
29 4.47 (1H, br s) H-30 G229  C-19, C-20, C-30
4.60 (1H, br 8)
30 1.56 (3H, S) H29 C30  C-19, C-20, C-29

a

proton-proton correlation

b 113 .
1-bond heteronuclear H-"C correlation

¢ 113 .
long range heteronuclear 'H-"C correlation
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a1sisznay C

-
s

{1

~t
]
-1

HO

I
§
-~
3

o

aTUs=nay C Wuwasudeiun H61 R, 0.41 (20% tamau-lansalsiinmu) $98
mwmﬂuﬁ"aagh:wdn lupeol (R, 0.62 T 20% animu-laaaalsiiny) uaz betulinic acid
(R; 0.08 1w 20% Lamfnu-vlﬂﬂaakﬁmu) IWaiany anisaldehyde-sulphuric reagent
wiudoany waadduaslsznay triterpene LU 910 IR spectrum (CHCly) WULOU
msausuuda O-H 189Wy alcohol fi 3400, C-H w83%y aldehyde fi 2867 uaz 2700,
C=0 # 1718 uaz Wy C=C 7 1654 cm’' uRz ES MS uaad m/z 463 189 [M+Na]

TaYs C NMR uaz DEPT w8981303znou C wUSQamzasmiuaumua
30 an§uew Failluwas methyl carbon 6 FwANM A1 & 14.2, 15.3, 15.8, 16.1, 18.9 uaz
27.9 ; methylene carbon 11 a?n_;rywmﬁ & 18.2, 20.7, 25.5, 27.3, 28.7, 29.2, 29.8, 33.2,
34.3, 38.8 Uas 110.1 ; methine carbon 7 é’cytyﬂmﬁ O 38.6, 47.5, 48.0, 50.4, 55.3, 78.9
WAz 206.7 L@z quaternary carbon 6 ﬁryry’lmﬁ 0 37.1, 38.6, 40.8, 42.5, 59.3 uaz 149.7

Toys 'H. °C NMR, DEPT, COSY waz HMQC 183817132nau C (915719 8 uaz

o ' 4 e o o
9) WUFYIMIDINY aldehyde WiangHi 8y 9.67 (1H, s), Oc 206.7 URFYWIMIUN

’
=

ARBNY betulinic acid ﬁm&y; isopropenyl W&@967 chemical shift DaIny vinyl Ny, 4.62
(1H, br s) uaz B, 4.75 (1H, br s), 8¢ 110.1 ; Wy methyl 71 Oy, 1.69 (3H, 5), 8¢ 18.9 uaz
guaternary carbon i 8¢ 149.7 WURTYTU MUY carbinol proton fi 8, 3.18 (1H, dd, J =
10.8, 5.1 Hz), 8¢ 78.9 Wu methine proton 7 Oy 2.86 (1H, dt, J = 11.0, 5.7 Hz), 8¢
47.5 unzfl 8, 0.67 (1H, d, J = 8.9 Hz), 8¢ 553 Ua:zny methyl 5 Wifl Oy 0.75 (3H, ),
Sc 15.3; O, 0.81 (3H, s), O¢ 16.1; 8, 0.91 (3H. s), Oc 15.8 ; Oy 0.96 (3H, s), O¢
27.9 gz Oy 0.97 (3H, s), Oc 14.2

Lﬁ'mﬂ‘%ﬂmﬁuuﬁaga NMR  spectrum 289815U52nau C AU betulinic  acid

(@131 6) wudrddiuadonuuin uddraiunanslszney ¢ luwudyyimuvaing
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carboxylic acid i C-17 WANAUWURYYIUBBINY aldehyde #i C-17 wamrhasUaznay
C Waziiny aldehyde #i c-17 FAANABINUTBYR HMBC (a1319 9) T89dssznay € wu
mmé’uﬁufﬁﬁﬂﬁmjzﬁ’m aldehyde proton  HU C-16 sz C-18 wananiitawy
ANUFURUEININY H-3 U C-1, C-4, C-23 uaz C-24 ; H-19 iy C-13, C-18, C-20, C-
21, C-29 waz C-30 astmanssznay € wezdlassaailu betulinaldehyde (24)

Lﬁaﬁwnwuﬂ‘%umﬁuuﬁ’aga IR, 'H uwaz °'C NMR wasasdszneu € i
betulinaldehyde (91319 8) wuilndifaruwn Begdldiassznoy ¢ dlassashs
1w betulinaldehyde

betulinaldehyde 1lua1ssznay Iriterpene ﬁﬁ‘nuammiwﬁluﬁwaqa Ziziphus
Viw wulnaiwURandupas Z. rugosa Lam. (Nahar, et al. 1997 : 151-158) LAz&#IUIIN

U89 Z. vulgaris Lam. (Ziegler, et al. 2004 : 119-127)

nwlsznay 11 Taya HMBC Laasaudniuinadyvesmslnoy €



a31e 8 Jayn 'H NMR uaz C NMR 183 betulinaldehyde (24) uaza1susznay C uas

Qs

Jays DEPT 90 uaz DEPT 135 Pa3assznan €

P betulinaldehyde aidiznev €
O’ & 8¢ 3., DEPT 90 DEPT 135
1 387 388 38.8
2 273 273 273
3 789 317 (AH, dd, J=11.1, 789 318(1H, dd, J = 10.8, 78.9 78.9
5.0 Hz) 5.1 Hz)

4 38.8 38.6

5 555 067 (1H.d J=98Hz) 553 067 (1H, d, J= 89 Hz) 55.3 55.3
6 18.2 18.2 18.2
7 343 34.3 343
8 408 40.8

9 50.4 50.4 50.4 50.4
10 371 374

1 207 20.7 20.7
12 255 255 255
13 38.7 386 38.6 38.6
14 425 42.5

15 29.2 28.7 28.7
16 28.8 29.2 29.2
17 59.3 59.3

18 480 48.0 48.0 48.0
19 475 285(iH,dt, J=11.1, 475 286(1H. d, J=11.057Hz) 475 475

5.4 Hz)

20 149.7 149.7

21 29.8 29.8 298
22 332 332 332
23 279 095 (3H, 5) 279 096 (3H, s) 27.9
24 154  0.74 (3H, 5) 153 075 (3H, s) 15.3
25 159  0.80 {3H, 5) 16.1°  0.81 (3H, s) 16.1
26 161  0.90 (3H, s) 15.8°  0.91 (3H, 5) 15.8
27 142  0.96 (3H, s) 142 0.97 (3H, 5) 14.2
28 2056 9.66 206.7 9.67 (1H, s) 2067 206.7
29 1101 4.62 (1H, d. J= 1.9 Hz) 1101 462 (iH, br s) 110.1

4.74 (1H, d, J = 1.9 Hz) 475 (1H, br s)
30 190 188 (3H, s) 189 1.69(3H,s) 18.9

tufinlu CDC,
*Mahato & Kundu, A. P. 1994 : 1517-1575, bMacias;, Simonet & Esteban. 1994 : 1369-1379
¢ muldiaommndsfuduanaeralAsuinuls
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f1313 9 ﬁaga 1H NMR COSY HMQC ua: HMBC aasg1sdsznau €

AN "H NMR cosy® Hmac’ HMBC ©

3 3.8 (1H, dd, J = 10.8, 5.1 Hz) C3  C-1,C4, C23, C-24

5 067 (1H, d J = 89 Hz) C-5  C-1,C4,C10,C-25

19 2.86 (1H, dt, J = 11.0, 5.7 Hz) C-19  C-13, C-18, C-20,
C-21, C-29, C-30

23 0.96 (3H, s) C-23  C-3,C4,C5 C-24

24 0.75(3H, s) C-24  C-3,C-4,C-5, C-23

25  0.81 (3H, s) C25  C-1, C-5,C-9, C-10

26 091 (3H, s) C26  C-7,C-8 C9, C-14

27 0.97 (3H, s) C-27  C-8,C-13, C-14, C-15

28 967 (1H, 5) C-28  C-16, C-18

29 462 (1H, brs) H30  C29  C-19, C-30

4.75 (1H, br s)
30 1.69 (3H, s) H29  C30 C-19, C-20, C-29

a -

proton-proton correlation
b 1 13 s
1-bond heteronuclear H- C correlation

[ 1 13 .
long range heteronuclear H- C correlation
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f15dsznauy F

HO”"’»",,

R

~1

HO

gssznay F iluwesudednnn 1wE579813uiy anisaldehyde-sulphuric
reagent waadiniluaisisznay titerpene (Yaki , et al. 1978 : 1798-1802) ES MS WU
miz 495 [M+Na] 970 IR spectrum WuUWOLMIauRuLEa O-H 189 alcohol fi 3432, O-
H 284 carboxylic acid 71 3200-3500, C=0 ) 1692, C=C 71 1600, C-O %29 carboxylic
acid 71 1225 usz C-O 183 alcohol 1 1046 cm”

faya 'H, "C NMR, DEPT, COSY uaz HMQC (a131310 Uz 11) 289
#1313znay F wuRT 89wy isopropenyl 189 lupane triterpene lapfisuamuas
] vinyl 71 84 4.75 (1H, br s) Uaz 8y 490 (1H, br s), 8¢ 110.0 ; methyl 71 8y, 1.76 (3H,
s), 8¢ 19.5 uaz quaternary carbon fi 8¢ 151.4 WUFYQIMUDINY methyl 5 %gﬁ On
0.87 (3H, s), 8¢ 17.7 ; 8y 1.01 (3H, s), Oc 17.5; O, 1.03 (3H, s), Oc 149 ; 8, 1.03
(3H, s), O¢ 16.5 uaz dy 1.22 (3H, s), 8¢ 29.2 Wuw carboxylic acid 7 8c 179.1 was
wuﬁtym_jm“uad carbinol proton 2 ﬁ’aﬁ couple ﬁuﬁ O, 3.38 (1H, d, J = 9.3 Hz), 60 33.8
w8z Oy 4.07 (1H, m), O 68.9

daya C NMR uaz DEPT 289a7u3:nay F wudmanmnonae 30 a1iueu
Gariluvas methyl carbon 6 Fwanmi 6 14.9, 165, 17.5, 17.7, 195 uas 292 ;
methylene carbon 10 E?ft.yty”lm‘?‘l O 18.8, 214, 26.1, 30.2, 31.2, 32.9, 34.8, 37.6, 48.2
Wiz 110.0 ; methine carbon 7 é'mury'lmﬁ O 386, 47.8, 498, 51.0, 56.1, 68.9 UAz 83.8
Rz quaternary carbon 7 §Iymu1mﬁ  38.7, 39.9, 41.2, 42.9, 56.7, 151.3 Uaz 179.1

Nndays "H NMR Fradu inlddansdszney F ilassairsaduny betulinic
acid (3) usienInuAiasUsEnoy F wuFQIM carbinol proton 2 &M Faunninlu
betulinic acid 1 &y Im ugarETdszNay F ¥azny hydroxyl 2 walulassaii lay

, W X 4 X _ .
Wy hydroxyl MANAIuAN 1wl Wiazagf C-2 wan Nk stereochemistry U89 H-2 N
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H-3 Wunuy trans (43 = 9.3 Hz) Traandasniueas divergioic acid (62) a3l H-2
H-3 \WUUL trans WAz 43 = 9.3 Hz viuiu aounarsuszney F dinsilasatody
2a,3-dihydroxy-lup-20(29)-en-28-oic acid 30 alphitolic acid (32) TNADTTIDIWNT
wuluians Ziziohus Liuniu

HOI/,,’M'

Witwsies

HO

CH

62 divergioic acid
nwdsznay 12 g@rﬂﬂna%amsﬂsznau 62 divergioic acid

dlaw3sufivy 'H uar °C NMR spectrum wesgsUsinan F uss alphitolic
acid (M3 10) wuihlnatd@nenuuin NnMIFEUAUTaNa “C NMR 89 alphitolic acid
wuiidshiesiimsnoamtisgsauysol 3sldvimasmuad chemical shift 283 °C
289 alphitolic  acid Hougasliluers 10 laolFisiSoudinudeys c fugrind
lossaFlnaifvsnu laur divergioic acid waz betulinic acid Iu@IMazaBIEEINS Las
rmstiudusnitlaaan 20 NMR Tasanzagnaba HMBC

Waya HMBC (a1319 11) vesa3sznauy F wummé’uﬁuﬁﬁé‘lﬁnﬁ:who H-2
nu C-3; H-3 Nu C-1, C-2, C-4, C-23 uaz C-24 :  methylene proton (H-29) VOINY
isopropenyl 11 C-19, C-20 Waz C-30 : H-19 fu C-18, C-20, C-21, C-29 uaz C-30

NNTBYATNIA uazdays mp 287-290 °C (d) (mp 294-298 °C, Yaguchi, et al,
1978 : 1798-1802) uazfn R, 2098151 5znaw F (R, 0.33 1u 4% wnuaa-losaalitinu)
LLﬁG]GFI’)’]SJLﬂ%‘i?’)EjJﬂ’h betulinic acid (R; 0.36 Tu 2% wmiuaa-lansalsiivnu) Jeafic
assznay F Alasairadlu 2,34 dihydroxy-lup-20(29)-en-28-oic acid Wia alphitolic

acid
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alphitolic acid (\wa13dsznay triterpene ﬁﬁswmmmswu‘luﬁmaqa Ziziphus
wiw woluauluwes z mauntiana Lam. w3a Z. jujuba Lam, (Sharma & Kumar. 1982 :
809-810), wWavad Z. jujuba Mill. (Yaki, et al. 1978 : 1798-1802 ; 3075-3079)
wananiioowuly Aosiedn wuwulmfandunas Myrica rubra SIEB. ET Zuce
(Myricaceae) (Yaguchi, Sakurai & Nagai. 1988 : 1419-1424)

mwilsznay 13 foya HMBC uamnudunubidmAyasaslsznay F



1319 10 Fayn 'H NMR usz' 'C NMR 89 alphitolic acid (32) uazasUsznay F uas

Wy’ DEPT 90 usz DEPT 135 wasasisznay F

L'l

43

Fmity alphitofic acid” fIdstnau F
e 8. Be By DEPT 90 DEPT 135
1 hildroouly 482  2.20 (M, m) 48.2
2 68.8 408 (1H, sex, J = 100, 689 407 (1H m) 68.9 68.9
10.0, 4.0 Hz)

3 83.7 338(1H,d,J=100Hz} 838 338(H,d. J=93Hz) 838 83.8
4 Tildmmanuly 399"

5 Lildsoaouwly 066 (1H, 0. J=90H2) 561 56.1 56.1
6 Taildmoauly 18.8 18.8
7 Tileoamly 34.8 4.8
8 Tildso 'ty 41.2

g Tilemosmly 51.0 510 51.0
10 Lildonuly 38.7"

11 Tldmonuly 21.4 21.4
12 Tildnoanuly 26.1 26.1
13 Taldseuly 386 269 (1H, m) 38.6 386
14 Lildmpemly 429

15 Tildmanuld 30.2 30.2
16 Tildsoamly 32.9 329
17 Tilérpeuly 56.7

18 Tailspanuly 49.8 49.8 498
19 Lildrpeuly 478 349 (1H, m) 478 47.8
20 151.2 151.3

21 Tailédruauly 312 220 (1H, m, H,) 31.2
22 Tolemparuly 376 220 (1H, m, H,) 37.6
23 Tlareamly  1.06 3H, 5) 292 122 (3H, s) 29.2
24 Lildmoeruld 092 3H, ) 17.5  1.01 (3H, 8) 17.5
25 Tilasnarmly 1.06(3H. 5 177 0.87 (3H, s) 17.7
26 Lildeauly  1.06 (3H. 5) 165 1.03(3H, s) 16.5
27 Tildmoenly  1.06 (3H, s) 149 1.03(3H, s) 14.9
28 1787 179.1

29 109.9 477 (1H. d like) 110.0  4.75 (1H, br ) 110.0

4.92 (1H, d like) 4.90 (1H, br s)
30 Wléorull 179 3H, ) 195  1.76 (3M, 5) 195

Yuninlu pyridine-ds

® Yaguchi, et al. 1988 : 1419-1424

b a A - [P o a o o
molanamainmdmnudyanmananlfsuinuld
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aM519 11 ﬁaga "H NMR COSY HMQC uaz HMBC ax13Usenay F

CRIE "H NMR cosy” Hmac’ HMBC °

2 407 (iH, m) H-3 c2 C3

3 338 (1H,d, J=93Hz) H-2 C3  GC-1,C-2, C-4, C-23, C-
24

13 2,69 (1H, m) C-13  C-18

19 3.49 (1H, m) C-19  C-18, C-20, C-21, C-29,
C-30

23 1.22 (3H, ) C-23  C-3,C-4, C-5 C-24

24 1.01 (3H, s) C-24  C-3,C-4, C-5,C-23

25  0.87 (3H, s) C-25  C-1,C-5 C9, C-10

26 1.03 (3H, s) C-26  C-7,C8, C9 C14

27 1.03 (3H, s) C27  C-8,C14

29 4.75 (1H, br s) H-30 C-29  C-19, C-20, C-30

4.90 {(1H, br s)
30 1.76 (3H, s) H-29 C-30  C-19, C-20, C-29

a .
proton-proton correlation

b
1-bond heteronuclear 'B-"C correlation

c 113 .
long range hetercnuclear H-"C correlation
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f13dsznay D

adsznay D (uvsiudsdun Dd1 R, 0.37 (4% Lumuea-lanssalsdinu) &
amuiluiadin alphitolic acid (R, 0.33 1w 4% wuas-laasalsfmu) Wi
nu anisaldehyde-sulphuric reagent 370 IR spectrum wmmumﬁmmuﬁﬂ O-H ’UEI\W&Q
carboxylic acid i 2800-3500, O-H waamyj alcohol 7 3425, C=0 71 1705 wazny af
unsaturated carbonyl ester ‘ﬁ 1686 WAz 1606 cm Lta:LLa@\dLmumig}@mﬁu%ﬁ
daarlalawadl 311 nm
fayn "C NMR, DEPT wasssusznan D (siufinlu 5% pyridine-dg in CDCy)
(@1719 12) WURR YIRS 37 Fynouwed 39 afuan Tuiiues methyl carbon 6
fynami 8 14.5, 8 15.9, § 16.4, 8 17.0, § 19.2 uaz & 28.3 ; 89 methylene carbon
10 Syanmin & 18.1, 8 209, 8 25.3, 6 29.6, § 30.6, & 34.1, & 37.1, § 424, & 44.1
uas § 109.2 ; was methine carbon 11 Fwamil & 38.0, § 46.8, & 49.2, & 504, &
55.2, & 73.3, 0 805, O 1145, O 116.0, O 129.8 uaz O 144.8 ; uszaI quaternary
carbon 10 Fynnmdi & 384, 8 39.7, & 40.6, O 424, & 56.1, & 1255, & 150.7, &
160.2, O 167.7 uaz © 178.9
doya 'H, 'C NMR, DEPT, COSY uaz HMQC (fuiinlu 5% pyridine-ds in
COCly) (11719 12 uas 13) wudyanadiidnfe Syuin aromatic proton WUy AB 71 8,
6.88 (2H, d, J = 8.4 Hz), ¢ 116.0 uaz Oy 7.36 (2H, d, J = 8.4 Hz ), O 129.8 URAIT
815U3znay D & p-disubstituted benzene wuﬁ’ryty'lm"uad trans- conjugated olefinic
proton 1 6.20 (1H, d, J = 15.9 Hz), 8¢ 114.5 unz 8y 7.59 (1H, d, J = 15.9 Hz), B¢
144.8 uanmni’fﬂhwué’n&npm lupane triterpene find LAY alphitolic acid (32) (M7
10) Aawu carbinol proton Al 8y, 3.28 (1H, d, J = 10.2 Hz), 8¢ 80.5 : methine proton
84 5.08 (1H, m), 8¢ 73.3 ; Wy isopropenyl landiFmIns vinylic proton # 8y 4.58 (1H,
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br s) Uz 8y 4.74 (1H, br s), 8¢ 109.2 : methyl proton 71 8, 1.68 (3H, s), 8¢ 19.2 LAt
289 quaternary carbon 91 O 150.7 WAZFYQIUBDINY methyl 5 wy}"ﬁ' ., 0.88 (3H, s),
Oc 164 ; 8, 0.97 (3H, s), B¢ 159 ; &, 0.97 (3H, s), ¢ 17.0 ; S, 0.99 (3H, s), O¢
14.5 uaz Oy 1.07 (3H, s), O 28.3

mnﬁaadaé'\'anéi'nﬁ f1stlsznau D uwa:ﬁlﬂsaas”noLfJuatgﬁ'uﬁmaa alphitolic acid
L:’jaﬁuﬁmﬁ'aQamaagﬁﬁﬁm'm"li’uﬁa WU B0 URTAmME (Yagi, et al. 1978 : 1798-
1802) ®113NUBNAITOUWRUTUBS alphitolic acid fa 3-O-trans-p-coumaroyl alphitolic acid
{39) 2-O- trans-p-coumaroyl alphitolic acid (40) ug: 3-O-cis-p-coumaroy! alphitolic acid
(41) INWATE Z. jujuba Mill. diaan §, §% waz Wa7 (Lee, Lin & Liu. 1996 : 847-851) W
2-O-protocatechuoy! alphitolic acid (54) waz 2a-hydroxypyracrenic acid (55) IMNFIUTIN

BN Z. jujuba Mill.

39 3-O-trans-p-coumaroyl alphitolic acid : R'= OH, R2= -0,C-CH=CH-C4H,0OH
40 2-0O- trans-p-coumaroyl alphitolic acid : R'= -0,C-CH=CH-CzH,0OH, R2= OH
41 3-O-cis-p-coumaroy! alphitolic acid : R1= OH, R2= -0,C-CH=CH-CgH,CH
54 2-O-protocatechuoyl aiphitolic acid : R'= -0,C-CgH(OH),, R°= OH

55 2a-hydroxypyracrenic acid : R'= OH, R’= -0,C-CH=CH-CgH;(OH),

lumalieneidoys 'H NMR (91519 12) wuhesdszney D hasdilasess
\u 40 18997nWY olefinic proton N1 J = 15.9 Hz u,am'j'lagjilu@i'mm&a trans T

Lf;auﬁﬂmﬁﬂu "H NMR spectrum 1938151 5enau D uas 2-O-trans-p-
coumaroyl alphitolic acid (a4 12) wuhilndifsariuuin uasdsingitlasiinng

TN 13C NMR a3 2-O- trans-p-coumaroyl alphitolic acid %ﬂﬁﬁ’muﬂﬁay’a 130 NMR
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lopldmuSeudsuiulasairssssiuiilndinseruuaslfinadia 20 NMR lay
lawzatnsde HMBC Fauaasliluenme 12

Toua HMBC (91719 13) Budulassaiisvassadsznay D laswoanuduwug
fiddnyswing M2 fU C-3, C-1' ; H-3 1l C-2, C-4, C-23 was C-24 : H-3' i C-1,
C-2', C-1" uax C-2" 6" ; H-3"5" Nu C-1"" usz C-4" ; H-2"6" nu C-3', C-3".5" unx
C-4"; H-29 w8Iwy isopropenyl iU C-19 uaz C-30 ; H-19 Ay C-21

wananitldvnaiioudn mp 284285 °C (d) (mp 279-280 °C, Yagi, et al.

1978 : 1798-1802) Uaz HR MS WU m/z 71 617.3842 M-H] (F1%IME11TY  CagHs, O
617.3841) _

nndagatiadu anllddamlsznay D dlaseairadu 2-0- rans-p-coumaroy!
alphitolic acid TITENUNINUIINNIDES Z. jujuba Mill. (Yagi, et al. 1978 : 1798-
1802)

mwisznay 14 daya HMBC uaasmuFuiuindédguesmslsznan D
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1319 12 "ﬁ'aylﬂ "H NMR 289 2-0- trans-p-coumaroyl alphitolic acid (40) Wasg1IUszNOU

D usxBays C NMR DEPT 90 uaz DEPT 135 wa9a3usznen D

SWN 2.0 yrans-p-coumaroy! alphitolic acid 2 amlyzndu 0
5, 8, 5.; 5.5 5,° DEPT  DEPT
90 135
1 45.0 441 441
2 5.16 (1M, sex. J = 10, 10, 4 Hz) 738 561 (1H, m) 733 508 (H. m) 733 733
3 333 (1H, &, J = 10 Hz) 798 364 (H.d. J= 99 Hz) 805 328(1H.d.J=102Hz) 805 805
4 405 397
5 55.7 55.2 55.2 552
8 187 181 18.1
7 kKEX 4t 34.1
B 41.1 40.6
9 50.8 50.4 50.4 50.4
10 8.8 384
1 213 209 208
12 260 253 253
13 8.6 8.0 38.0 3.0
14 429 424
15 02 296 206
16 328 324 424
17 56.5 56.1
18 498 492 49.2 492
18 320 (1H.m) 477 350 (1M, m) 468 3.3 (1H, m) 468 %8
20 151.3 1507
2 311 306 306
2 76 37.1 ara
23 1.00 (3H, 5) 201 1.27 (M. 5) 283 107 {3H.5) 283
24 082(3H.5) 174 108 0m.s) 164 0.8 (M, 5) 16.4
25 0.89 (3H, s) 174 porqass) 70 o s)° 17.0
26 0.99 (3H, s) 163  1.00(3H, 5} 159 gg7(3H, 5} 159
T 097 (3H,5) 148  105(@3H. 5) 145 089{3M.s) 145
28 178.8 1789
29 457(H.d, J= 2Mz) 1100 4.78 (1H, br 5) 1092 458 {1H, brs) 109.2
474 (1H. d. J = 2 Hz) 4.93 (1H. br 5} 4.74 (1H, br 5)
a0 1.75 (3H, 5) 194 178 (3H.5) 192 168 (3H.s) 19.2
y 1875 187.7
Py 6.19 {1H, 4, J = 16 H2) 160 661 (H,0.J=159Hz) 1145 620 (1M, d.J=159Hz) 1145 1145
7 756 (14, d, J = 16 Mz} 1447 BO1(IH,d,J=159Hz) 1448  759(1H.d. J=159Hz) 1448 1448
1 126.2 1255
" g" 728 (2H,d, J=8Hz) 1305 7S4(2H.d, J=87Hz) 1298 7.6 (2H,d, J = 8.4 Hz) 1298 1208
3" 5" 689(2H.d.J=8H) 1168 7.94{2H.d.J=B4Hz) 1160 6.88{2H,d, J= 8.4 Hz) 160 1160
A 1614 160.2

® fufintu pyridine-d in CDCY, (Yaki, et al. 1978 ; 1798-1802)

[ .
Duintu pyridine-dy

“Guinlu 5% pysdine-d; in CDC,

d « - - o = =
muldaTomnaduiwdyyimeafouinuld
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a3 13 Joun 'H NMR COSY HMQC uaz HMBC 299&1515:2nau D

LN "H NMR cosy® Hmac’ HMBC ©
2 5.08 {1H, m) C-2 c-3, c-1'
3 3.28 (1H, d, J = 10.2 Hz) C3  C-2C-4,C-23,C-24
19 3.3 (1H, m) c-19  C-21
23 1.07 (3H, s) C-23  C-3,C-4, C-5 C-24
24 0.88(3H, s) C-24  C-3,C-4,C-5 C-23
25  0.97 (3H, s) C-25  C-1,C-5, C-9, C-10
26 0.97 (3H, s) C-26  C-7,C-8 C-9, C-14
0.99 (3H, s) C-27  C-8,C-13, C-14,
2! C-15
29 4.58 (1H, brs) H-30 C29  C-19, C-30
4.74 (1H, br s)
30  1.68 (3H, s) H-29 C-30  C-19, C-20, C-29
o' 6.20 (1H, d, J = 15.9 Hz, trans-) H-3/ c-2’ c1', ¢’
3/ 7.59 (1H, d, J = 15.9 Hz, trans-) H-2' c-3 c1' ¢c2' ¢’
c-2" 6"
2" 6" 7.36(2H,d, J= 8.4 Hz) H-3" 5" ¢-2" 6" 3, c4”,
c-3", 5"
37, 5" 6.88(2H,d, J=84Hz) H2",8" c-3" 8" ca”, ca”

Juinlu 5% pyridine-ds in CDCly
a
proton-proton correlation
b
1-bond heteronuclear 'H-"C correiation

¢ 1,13 .
long range heteronuclear H- C correlation
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gidsznay G

Erin L TLLLIATD

-~

=
o
&>
=

3 24

9

asUsznay 6 fluvasudeden IiFiininduiy anisaldehyde-sulphuric
reagent 31N IR spectrum wmm‘un’lﬁé'mmuﬁ@ O-H 83 carboxylic acid "7; 2500-3500,
Wy C=0 71 1689, nyj C=C 7 1638 cm’

nTaya "Huar C NMR (#1919 15) wutdsuszney 6 Slasesiailn
lupane triterpene LEWALINY ﬁuﬁaﬁﬂg isopropenyl latwLRRN M vinylic proton fi O
456 (1H, br s) U8z Oy 4.70 (1H, br s), O¢ 109.2 ; methyl fi 8., 1.65 (3H, s), O 18.9 uaz
quaternary carbon i Oc 1504 WU methine proton i 8, 2.98 (1H, m), O, 46.8 Wu
é’:ynunmmaa carboxylic acid 2 1&%1;17'; Oc 177.4 ums BC 179.0 ﬁaga COSY spectrum WU
methine proton WUD singlet 2 6371 couple TTufl By 4.13 (1H, br s), O¢ 84.6 uaz 8y 2.52
(1H, br s), O 65.4

iay‘amc NMR uaz DEPT 1sensudin 30 auaudsil 6 methyl carbon i &
14.5, 16.2, 18.5, 18.9, 19.1 uaz 30.7 ; 9 methylene carbon ‘ﬁ O 18.4, 234, 253, 29.7,
30.5, 32.2, 33.8, 37.0 usz 109.2 ; 7 methine carbon 'ﬁ O 38.5, 44.2, 46.8, 49.0, 56.5,
65.4 un: 84.6 ; LAz 8 quaternary carbon ﬁ S 41.5, 42.8, 43.1, 49.3, 56.0, 150.4, 177.4

wae 179.0
- P ™ 13 a
mmﬂ’%numnwa;&a C NMR taz DEPT wa3s13usznay G nuwad betulinic

acid (3) (M9 14) WUITEINV0979 B-E Aindruadenu @haﬁuﬁé’:grugmm%uawama
A SaiwlleRarsusznay 6 sienilu titerpene TRafiiag A i five-membered ring
(Kundu, et al. 1989 : 3155-3158) uaz&iny carboxylic acid agﬁaaﬁw LAZININUIRD
BBINFULITLLAUNY ceanothic acid (34) lu Z. oenoplia (L.) Mill. (algfo gula. 2545

4 P _ X a
50) watuarsyiznay triterpene aHianiiag A 1w five-membered fing  WRTUWY
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carboxylic  acid agjiﬁaaﬁ'm Lfiaﬁ’mﬁr,ﬂ%umﬁuuiaga 'Husr C NMR w89
f13U3zNaY G NU ceanolhic acid IAWazABIREINY WU IRTauin (1719 15)

Tays HMBC (a1319 16) futulassasvedsliznay G lapwuanugunus
figAIzning H-1 il C-2, C-3, C-4, C-5, C-10 uaz C-25; H-3 fiu C-1, C-2, C-4, C-5,
C-10, C-23 uds C-24 HANTINALINLAINFUWKETINI19 methylene proton (H-29) 189
Wy isopropenyl MU C-19 Uz C-30 ; H-19 N1 C-20, C-29 uaz C-30

asUsznay G den mp 325-329 °C (d) (mp 328-331 °C, Kundu, et al. 1989 :
3155-3158) Watd R; BadansUsznan G (R; 0.31 11 4% tumuaa-taaaalsiinu) Au
authentic ceanothic acid WL YN é’aﬁv’u?jm;ﬂ'lﬁdw gatznay G Nilassaiondy
2a-carboxy-3 fhydroxy-nor-A(1}-lup-20(29}-en-28-oic acid %38 ceanothic acid

ceanothic acid 11ua3U3ENaY triterpene ‘Eﬁ@‘ﬁ"w A 11y five-membered ring
%aﬁﬁumunﬁwnluﬁmaqa Ziziphus WaNRTWHALTW §IWIINVOY Z. oenoplia (L.) Mill.
(g Eg;ulﬁl. 2545 : 50), §IUIINVDI Z. mauritiana Lam. W3a Z. jujuba Lam. (Kundu, et
al. 1989 : 3155-3158), 3INVaJ Z. jujuba Mill. (Lee, Lin & Chen. 1995 : 511-519), #7%
illa@Guas Z spina Cristi (lkram and Tomlinson. 1976 : 289-280) uanmni{ﬂ'@wn'luﬁm
aqﬂﬁu viwwlufanduves Paliurus ramosissimus Poir (Rhamnaceae) (Lee, Su &

Liu. 1991 : 615-618)

mwiszney 15 Taya HMBC waasanuduwusnadysasalzney 6
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1579 14 Toya 'H NMR uaz ' C NMR 989 betulinic acid (3) unza3ysznay G uas
“Elﬂ.lﬂ DEPT 90 uaz DEPT 135 Tﬂﬂﬁ'ﬁﬂ?:ﬂau G

U

AN betulinic acid Fnau G©
Be ., O¢ S, DEPTS0  DEPT 135

1 8.7 65.4 252 (1H. ) 65.4 65.4
2 27.4 177.4

3 790 316 (1H, dd, J= 10.8, 5.1 Hz) 84.6 4.13 (1H. ) 84.6 84.6
4 38.0 431

5 55.3  0.66 (1H, d, J = 9.0 Hz) 56.5 56.5 56.5
6 18.3 18.4 18.4
7 34.3 338 33.8
8 40.7 42.8

9 50.5 442 442 442
10 37.2 493

11 20.8 234 234
12 255 25.3 253
13 38.4 385 222 (1H, m) 385 385
14 424 415

15 30.5 29.7 29.7
16 32.1 322 322
17 56.3 56.0

18 493 49.0 1.48 (1H, m) 49.0 49.0
19 46.9  2.99 (1H, m) 46.8 2.98 (1H, m) 46.8 46.8
20 150.4 150.4

21 29.7 305 305
22 37.0 37.0 37.0
23 280  0.94 (3H, 5) 307 1.09 (3H, 5) 30.7
24 153 D73 (3H,s) 19.1 0.91 (3H, s) 19.1
25 161 0.80 (3H, 5) 18.5 1.06 (3H. s) 18.5
26 16.0 0.91 (3H, s) 16.2 0.94 (3H, 8)° 16.2
27 147  0.95(3H, 5) 14.5 0.95 (3H, s)° 145
28 180.0 179.0

29 109.7  4.58 (1H, br s) 109.2 4.56 (1H, br s) 109.2

4.72 (1H, br s} 4.70 (1H, br 5)
30 194 167 (3H, s) 18.9 1.65 (3H, s) 18.9

*Sufinlu CDC, (aigst gula. 2545 : 42)
b o
1hufinlu 5% methanol-d, in CDCl,,

‘mplaindamuniaeInusyan el aounnu
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o 3
@17 15 Taya "H NMR #az C NMR 983 ceanothic acid (34) 1aza3U52n0u G uas

iaga DEPT 90 usaz DEPT 135 2a3813135znau G

mmlwznay 6 ©

ANy ceanothic acid
& 5. B 5 8 3., DEPT 90 DEPT 135
1 662  2.46 {1H, s) 67.2  3.18 (1H, 5) 654 252 (1H. 5) 65.4 65.4
2 178.3 1779 177.4
3 852  4.07 (1M, 5 850  4.79 (H, 5) 846 413 (1H 5) 84.6 846
4 438 43.9 43.1
5 57.2 57.2 56.5 56.5 56.5
B 19.1 19.2 16.4 18.4
7 U6 349 338 338
8 42.2 437 428
9 45.0 45.2 442 44.2 442
10 498 497 49.3
1 24.1 24.4 234 23.4
12 26.1 26.4 253 25.3
13 393 2.18{m) 39.3 276 (1H, di, J= 113, 385 222 (1H. m) 8.5 38.5
2.5 Hz)
14 43.5 423 415
15 30.5 307 29.7 29.7
16 329 33.1 322 322
17 56.8 56.8 56.0
18 498 148 (m) 501 167 (W, 1, J=113 490 148 {1H, m) 49.0 49.0
Hz)
19 476  2.96 ( m) 47.7 349 (1H, m) 468  2.98 (1H, m) 46.8 46.8
20 151.2 152.4 150.4
21 N2 3.5 305 30.5
22 ary 376 370 7.0
23 312 1.04 (3H, 5) 316 142(3H.5) 307 1.09{3H, 5) 30.7
24 196  0.85(3H, s) 201 127 (3H, 8) 191 091 (3H, 5) 19.1
25 191 1.02 (3H, 5) 190  1.37 (3H, 8) 185 1.06 {3H, 5) 18.5
26 16.8  0.91(3H, 5) 174 114 (3H, 5) 162 094 (3H, s’ 16.2
27 151 092 (3H, s) 152 1.03 (3H, ) 145  0.95(3H,s)° 145
28 179.7 178.7 179.0
29 1099  4.51 (1H, br s) 1096 4.64 (1H, br s) 109.2 456 (1H, brs) 109.2
4585 (1H, br 5) 4.85 (1H, br s) 4.70 (tH, br 5)
30 195 161 (3, s) 197 1.60 (3H, 3) 189 165 (3H, 5) 18.9

*fiufinlu methanol-d, in CDCI, (oigfu guls. 2545 : 55)

"uinlu pyridine-d; (Lee. Su & Liu. 1991 : 615-618)

“Uufinlu 5% methanat-d, in CDC,

d v & - - = o a
muldisTasmnoiuariudmonueaiounin



f17149 16 ‘ﬁ'aga 1H NMR COSY HMQC uaz HMBC 2asasdsznau G

fuMid  HANMR cosy® HMQc® HMBC ©
1 252(1H,s) C-1  C-2, C-3, C-4, C-5, C-10, C-25
3 413 (1H, s) C3  C-1,C-2 C4, C5 C-10, C-23, C-24
13 222 (1H, m) C13  C17,C18
19 2.98 (1H, m) C19 €20, C-29, C-30
23 1.09 (3H, s) C23 C3,C4 C5 C24
24 091 (3H, s) C-24  C-3,C4,CS5 C23
25 1.06 (3H, s) C25  C-1,C-5, C-9, C-10
26 094 (3H, s) C26 C7,C8 C9 C14
27 095 (3H, s) C-27  C8 CA13, C14, C-15
29 456(1H,brs)  H-30 C29  C-19, C-30
4.70 (H, br s)
30 1.65 (3H, s) H-29 C30  C-19, C-20, C-29

a .
proton-proton correlation

b 113 .
1-bond heteronuciear H- C correlation

c 113 .
long range heteronuclear H- C correlation
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#13Usznau E

HO. OH

9
H1CO

OH

g1Usznay E tlupeiudidann R, 0.22 (6% LN ues- eaalsamu) Masy
VuNU anisaldehyde-sulphuric reagent  E! MS waed m/z ‘ﬁ 184 [T\/l]+ ez base peak ‘ﬁ
153 IR spectrum WuunuMsAMLLLEALaY O-H 71 3433 uaz 3345 (broad), ny C=C
#1603 cm” LLa:Lmumiglmnﬁu%'aﬁé’amﬂ'ﬂma@ﬁ 269 nm

yGHE C NMR uaz DEPT wusmymnmwed 9 aisuau 7 dyunm dailuvas 2
methylene carbon, methoxyl ﬁﬁam‘\] Laz aromatic methine carbon ‘ﬁl Oc 1092 ua: 3
quaternary carbon 1 8 135.2, 136.2 Uz 151.5

Tayn H, 'C NMR, DEPT, COSY uaz HMQC (91319 17 uaz 18) WuFmQIm
WBINY methoxyl wﬂmgﬁ@iaagﬁma aromatic 71 O, 3.89 (3H, s), Oc 60.7 WU proton b
Snwms tiplet 2 7A7i couple fTWHl 8y 2.76 (2H, |, J = 7.1 Hz), 8¢ 40.0 Az &y 3.82
(2H. t, J = 7.4 Hz), 8 64.2 Foraniiufmuimauas benzylic methylene uaz alcoholic
methylene AINEIAY  UBZWL aromatic proton ‘f"i symmetry N%lu39 aromatic 'ﬁ‘ O, 6.37
(2H, s), &¢ 109.2

g L

aﬂn“ﬁayjammu g135Usznay E wiraziduarsusznay phenolic Yizinn
tetrasubstituted '?iﬁwgl,muﬁﬁﬂﬁlﬁﬂmmaummmaalmaqa"l,é\” davualiznay E
iesiilaseaiefiin a wia b
OH HO OH
OH
H5CO

H;CO OH OH

a b
Tunshanzidaya HMBC (@1313 18) WUFNRUTAFIAYIZRIN aromatic
proton (O 6.37) NV benzylic methylene (B¢ 40.0) WAs quaternary carbon (5(; 135.2 uaz
Oc 136.2) uanmnﬁﬁawumi couple NWIZRIN9 benzylic proton (O 2.76) N alcoholic
methylene (Sc 64.2) uaz aromatic methine carbon (O¢ 109.2) sawanTilaznay E shms

HlaveaFianiu b
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PMNMIFUARTIYATI8UNIRUATUSENBY phenolic ﬁﬁﬁayalnﬁtﬁmﬁu

#15UznaL E wWuINEsawnIwy  alphitol lURenauvas Alphitonia zizyphoides
A F=l L F=]

(Rhamnaceae) (Dunstan, et al. 1998 : 495-497) Jaiilasasramiloussdsznay E 34
° =) o 1 13 . ' v a
dmawSoufisudaua IR, UV, H, C NMR uaz MS duasiznay E wuiilndidns
M fanuansdsznan E 9dilassasrandu 3,5-dihydroxy-4-methoxy phenethyl alcohol
- i d = . o o ' o] a
w3a alphitol  Faidussdsznautsznm phenolic gy litasinsrumawuluisans

Ziziphus 3Na

mwiaznay 16 Faua HMBC uaasanuFuRuEMAY1a9mTszney E



M7 17 ToYA "H NMR uas °C NMR 283 alphitol uaza1ssznay E (ERGHE
DEPT 90 uaz DEPT 135 9a9s13U3znau E

57

FIUNU alphito!” asUsznay €
O 0, O O, DEPT  DEPT
90 135
1 136.2 136.2
2,6 1093 6.23 (2M, s) 1092 6.37 (2H, s) 109.2 1092
35 1515 1514 787 787
4 1352 1352
7 401 262 (2H,t, J=71Hz) 400 276 (2H, 1, J=7.1 Hz) 40.0
8 643 367 (2H t, J=7.1Hz) 642 3.82(2H,t, J=7.1Hz) 64.2
9 608 3.75 (2H, s) 60.7 3.89 (2H, s) 60.7
1wiinlu methanol-o ,
* Dunstan, et al. 1998 : 495-497
71314 18 ‘ITHJ;JIH 'H NMR COSY HMQC ua: HMBC 289813U3snay E
Uk "H NMR cosy’  HmQC® HMBC ©
26  6.37 (2H, s) H-7 C-26 C-35 C-7
7 276 (2H, L, J=7.1 Hz) H-2, H-6,H8  C7  C-1,C26 C8
8 3.82 (2H,t, J=7.1 Hz2) H-7 C-8 Cc1, C-7

9  3.89 (2H, s) c8 C4

a
proton-proton correlation

b 3 .
1-bond heteronuclear 'H-"c correlation

c t 13 .
long range heteronuclear H- "C correlation
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developing reagent (Jork, et al. 1990 : 196) ﬁﬁhuwaumf{
1. anisaldehyde 0.50 ml
2. conc. H,SO, 8.00 mi
3. glacial acelic acid 10.00 ml
4. methanol 85.00 ml
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DASTWANT

sex = sextet

d = doublet

dd = doublel of doublet
ddd = double doublet of doublet
dt = doublet of triplet
t = triplet

m = multiplet

$ = singlet

J = coupling constant
) = chemical shift

c = concentration
TMS = tetramethylsilane
CDCl, = deuterochloroform

Methanol-d; = deuterated methanol

Pyridine-d; = deuteraled pyridine

mp = melting point

Me = methyl group

[Op = optical rotalion

m/z = mass to charge ratio

M = molecular ion

ES MS = electron spray mass spectrum
El MS = electron impact mass spectrum

HR FABMS = high resolution fast atom bombard mass spectrum

1H NMR = Proton Nuclear Magnetic Resonance

13C NMR = Carbon Nuclear Magnetic Resonance

MHz = Mega Hertz

COSsY = tH—relayed correlated spectroscopy

DEPT = Distortiontess Enhancement by Polarization Transfer
HMQC = 1H—delet:led Heteronuclear Multiple Quantum Coherence



HMBC
FT IR
uv

max

max

cm

19
TLC

Heteronuctear Multiple Bond Connectivity
Fourier Transform Infrared
Ultraviclet

maximum absorption wave length

maximum absorption frequencies
wave number
microgram

thin layer chromatography

7
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