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Aree Jangruang. (2009). Chemical constituents of the Salacia verrucosa Wight stem. Master
thesis, M.Sc. (Chemistry). Bangkok : Graduate School, Srinakharinwirot University.
Advisor Committee : Assoc. Prof. Dr. Sunit Suksamrarn. Assoc. Prof. Dr. Piniti

Ratananukul.

The chemical investigation of the ethyl acetate extract of the air-dried
stem of Salacia verrucosa Wight has shown the presence of the six friedelane - type
triterpenes, friedelin (A) 26-hydroxyfriedelan-3-one (B) 15a-hydroxyfriedelan-3-one (C)
friedelane-1,3-dione (G) 26-hydroxyfriedelane-1,3-dione (H) 29-hydroxyfriedelane-1,3-dione ().
In addition  a-amyrin (D) 20,29-epoxysalacianone (F) and [sitosterol (E), were also
obtained. Chromatographic purification of the methanol extract led to the isolation of a
sugar dulcitol (K) and a long chain fatty acid (J). The structures and stereochemistry
determination of all isolates were accomplished by extensively spectroscopic analyses,
especially HMBC and NOESY techniques and by comparison with the reported data

of the known compounds.
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A ) Aa Ao o . o
Nrluana Salacia NiMBwidnlilugudaya  SciFinder Scholar ldir
1. S. beddomei Gamble wulutlszinegiluuazdulie
S. campestris Wuluwlszinaunda
S. cordata WU lwUszinauamIan
S. fruticosa Wulndszinaduide
S. kraussii - wulwidlas aula dszinasisiwaiuaud
S. lehmbachii wWuluiszinatiiafd
. A = 6 a
S. liana WasNauniiesa UsznanasenIm

S. macrosperma Wight wuludszinaduide

© ©® N o o ~ 0D

S. madagascariensis wuludszinaunuaniile

10. S. oblonga Wall  wululszin@eIasn uaz aziuaanuaiduLfe



11. S. petenensis wulw 1389 Monteverde Uszinanaaansm
12. S. prinoides DC. wululszineduLae
13. S. reticulata  WUlUT2NAATAINT AT AXIUDONVDIDWLAEL
ANBUATN NN NBANEATVBIAUAINING  AUANININIE Salacia verrucosa Wight
I v A g v 1 QI v
duliwauhafessmadn gadszanm 6 was  wialdamwduldlng Sfefusandnag
, A a s A ' A o = o A o A
PR LURaNDNEINe  INIXE19U7) LUaAAWNWATNILIITINII AW AW D TALIN Lazh
ieFuadlraaanyn  ludwluded 33 Bovasstu Uselunaslawluuvnay tdwiansly
= ' = a ) A A A A A A oA A o & o & A
AN Rl e Tauw Wanay AiGeufiden Wegnfwiaswlody ieRuiuiadann
ganaanIEnifenunTIaN - NUAUS  uazaanuanivfeulman - woun1a
A N a [y o & wal AL & o & a
wnsafiny - wuluth@uuds  veuusiuaails Iulddlunou wagn uazitaduiudadan
MuTudsemuld 381w sanuslesltiuia wu'laludszine dudy  Tne win
a7 uazuLaLSy (Ding Hou. 1964: 414-415)

o v

mwdsznau 1 anwaena ldues lu (1) §1du (2) Hady (3) uay WA (4) VIAUAININY



milguslomivasinluans  Salacia  Avluana Salacia wanpzfiavanlgiduen

o , ) ) @ o £

unslumm lwnsshelsadne 9 wu muuuaiiss muend  dwiaise  waslignd
awegd @atniludu S reficulate  S. oblonga uax S. chinensis WrLnERlAIMI|E

v v

Auadsuwsnansludszmaaiaim  3u s ne T S FUTBITUELNILT AT
S. chinensis lg\Jusntuay Ju3zg 1h39L3aa ﬂwgoﬁ"ﬂa AUNITONLEL  ALLIAI
RN T TEE Snwnlsathaaudaaundaile uanmnf:ﬂ'aﬁqmauﬁ'aLﬂuaﬂiﬁwua%a
8532 (Morikawa: et al. 2003: 1191-1196) AwBNTARANILIAE S. oblonga swvasTINlFLIN
sninnlsannasluiiosnniie gonococcus utladesniay  emsen  lsefia uas

Tsawwnnu wananfiduveadfensngslsidusndunisoniay (Matsuda; et al. 1999:

1725-1729) §IUAUAININ S, verrucosa Likaldiisarhatan 1hiudea uilaiaans urd
TafaazintnRaInng ﬂﬂgaé’u"lm LLﬁsxg]ma uilaRnng wA0nadIa1a7

A

(19 AITIINNIT. 2540: 209)
(% ] A | v A ed o
mﬂaim@mmﬂmwaawﬂuaqa Salacia ummﬂmﬂsz‘[wuwmaﬂﬁ] WRZEI b
WU HINUIVEVBIO WAINNI é’aﬁfmﬁ%‘m%ﬁdaulmﬁazﬁﬂwﬁadﬁﬂixﬂaumamﬁmaoﬁummn
IQI 1 o £ t-é g; g | U ¥ v U [-%
Ta8SNANNEIBEG sncmamnmsﬁnmmaﬁauﬂmaymﬁaa@mmuaaﬁﬂszﬂaumuﬂﬁau

| 6 o el a a s 6 a o A N
auﬂuﬂnlwummumswﬂumwamnmmmnﬁimm LLE]&Lﬂﬁ"U’JVIUW@]BVLU

mwa\jamnzmmmﬁ%'ﬂ

d a e o Y Aa A{ o v
1. Lﬁﬂﬁﬂ‘]&'\’fl%ﬂﬁiﬁﬂ@ ﬂ’]iLLUﬂE‘ﬁSLLNZﬂ’lTﬂﬁﬁ’ﬁlﬂﬂiqﬂﬁﬁ]’]ﬂﬂ’]@]u@nﬂiﬁﬂ

d v a t=6‘ { v o v
2. Lﬁaaﬂﬂqfﬂﬂiiﬂ‘idﬁi’]d“ﬂ aamsmg‘nﬁﬁ Lmﬂ"[,m'mmmumm’m

ANNEIAYVDINITIVEY

Y Aa v a a o Y Aa Qr d v
1. “/1'11‘1&Lﬂ@ﬂ']?L%El%ngﬂ%ﬂﬂ'ﬁﬁﬂ@ ﬂ?ﬁLLﬂﬂﬁWiLLﬂ&ﬂ"l‘i‘Yﬂﬁ'ﬁl‘wﬂ§q‘ﬂﬁﬁLLEIﬂVL@

PNIARAINING

€ A

2. V‘hlﬁl,ﬁ@msﬁaufs%msmg@ilﬂidﬁ%ﬁamaaawsu%qw%wLmﬂ"l@i”mﬂﬁ’]ﬁu
an19 lagasnesudnlnsalng
3. ﬁagaﬁiﬁmnmsﬁnmﬁawLfluLLmmﬂumiﬁﬂwﬁ%‘ﬂumdNﬁ@ﬁ‘msﬁﬁnﬂ

FIINT AU NFTINGNGa L



2AULVAVDINITIVEY

1. ldgmdeuaining Mavan thulands  dustanudn sunagITIR) il
JWRIATDLLAA Lﬁalﬁaqumﬁuf 2550

2. MIFNARIIINAGUANINILTI TN AR LLENR0TIAN  LAZLNTIUDA
ANEAL

3. EUANATWaNAaL TN Az LUNLDA mumnlﬁu‘%qﬂﬁml%mﬂﬁﬂ
lasunlnns @l

4. ﬁﬂmgmimaa%ﬂwaamw’%qwﬁwﬂiﬁﬂﬂﬁﬂﬂﬂdﬁLﬂﬂIﬂiﬁInﬂ laun
dunsusasunlnsalnd (infrared spectroscopy) Hatadssuunuanislawuusadnlnsalnil
(nuclear magnetic resonance spectroscopy) wnaatdnlnsiuad (mass spectrometry) Lag

aans L lawaasidninsalnd (ultraviolet spectroscopy)



UNn 2

Aav A A ¥
LANAIILASITWIVLNLINEAYDY

& A A A . v &
aaﬂﬂszﬂaumaLﬂumulmyﬂwuluwmqa Salacia teun lasinasin - s1vdsenay
A & & o & ea A ' | &
lannasRuduinasinesanisznaudiseansuan 30 azaan lannaiAunwusiwlnaiie
. S _ . )
UssAnNing 4 2988 29 A B, C, waz D Gaiuniia 6-6-6-5 ALY wazUsznnNaaeg 5
WA A B, C, D uar E Junilia 6-6-6-6-6 ®30 6-6-6-6-5 LR8N (Xu; Fazio;

& Matsuda. 2004: 261-291) & wmiudszian lasnashunwuluisana Salacia dulwadl

Qs dQ/
A%

9

w
o
N

N
S

germanicane ursane

mwilsznay 2 g@lﬂﬂiaai”ﬁaﬂszl,ﬂwvlﬂmas’ﬁummﬁ@ﬁwﬂuaqa Salacia



ac A A ¥ ™ =2 3 ~ -~ .
\‘]']%'3"1]EI‘YILﬂﬂ?ﬂaﬁﬂﬂﬂﬂ‘iﬁﬂﬂﬂﬂﬂﬂﬂizﬂ?J‘]J‘YI'NLﬂN‘il?J\‘JW“lﬂ%ﬂqa Salacia

Salacia beddomei
w1 uazly  (Deepa; & Bai. 2004: 589-591) wuinAnmistaiusnanlgiduen
uinlunalumsinmliownna  uazuenaniunadimanInihianiudszmuwnenigu

o  od 4 o o o ££6 % o & A
NI TR NIZAA AN ;d’mU%dﬁﬂmqwﬂumsmmmﬂﬁL‘%waamiaﬂmuﬂ@ﬂﬁ:m

a 6 a = 6 ' o v AN v v

aLnag LN DLAR LLﬂzﬂﬂ@IﬁWﬂﬁJ“ﬂadﬁ')ulﬂLLazﬂ']@Iu‘(lvl,@]&ﬂﬁﬁﬂ‘ﬂﬂdlﬁﬂladﬂinﬁﬂ
a a ' v A o ' & a a = 6 a IS

ULa e W‘]J’J’]VL(?‘I‘IJiﬁJ"IMﬁﬁiﬁﬂ(ﬂ"ﬂﬂﬂﬁ?%lu&[,%"ﬁ% ﬂI@liLﬂUNaL‘ﬂa? LAV DA LLRS

aaalINasy WinAU 12.25%, 16.5% WAy 16.85% @UAIAU WAZRITRNAIINEINUBIAAH

Tutu Tlesdoudines  afisacdian  wazaaalswasy Ny 12.4%, 14.97%  Was
Qs { o A€ v a . g

15.22%  enumau  Wahaneseugnilwnsduwuuafisesiia  Bacillus  subtilis,

Escherichia coli, Klebsiella pneumonea, Pseudomonas phosphorescece \Was Aeromonas
un : 1 : ' o & o W £ @

hydrophylla lagl43% Agar disc diffusion wuinansanansanlukazsdulgnslunnsdiu
A A v A A o A o om @ A A ) . .oA

Lm@mLsm"l@@]Lwamsmﬂusrmslml,ﬂummuqu 2 7afa streptomycin ez ciprofloxacin A¢1

a%ﬂwﬁw 9-17 mm  RIUFIFNANAFAUNONNUINTU 1% WAT 2%  WUINRIIRNATH

A A | o v A £6 ) A A oA A A 1 .
LNRIZTLAAIINFIBILLIZEIAU uqm‘tumsmmmﬂ'ﬂLmvl,@@ﬂq@umagluma 2-12 mm
e 3-15 mm NRIGU
NRuEIIBLAEINYU (Deepa; et al. 2003: 121-122) Anma1sfinenldanaiuluwudi
laasUszney benzoid whalny fa 6-hydroxy-8-hydroxymethyl-7-methoxy-3,4-dimethyl-4H-
£ o a Aa a o & Aa .
naphthalen-1-one (1) flzmﬁmumilﬂ]ityL@UI@lmadﬁ;auﬂ%ﬁ gUINIINW (antifeedant) LLae

R IRLRITE K]

)

AMwisznay 3 gmﬂmm%waamiﬂsznau 1

Saugn uazARAn § (Hisham; et al. 1996: 789-794) ANWNEIUETATH LNLTH UaS
whsardiaa nfandu wusnshaiilulasmasAusiia  lupane 2 a%ia Aa 20,20-
epoxysalacianone %38 20,29-epoxylupane-3,21-dione (2) W8z 6 -hydroxysalacianone
n3n 6hydroxylup-20(29)-ene-3,21-dione (3) uanmnﬁﬂ'owumsﬁﬁ;jmm’mvl,’mﬁ's laun

betulin %38 3/3,28-dihydroxylup-20(29)-ene (4) Waz 2,3 Adihydroxylup-20(29)-ene (5)



S

20,29-epoxysalacianone (2) 6-hydroxysalacianone (3)

) i

S
N N

betulin (4) 2,3 dihydroxylup-20(29)-ene (5)
Mwidsznay 4 g@lﬂmm{’mmaamsﬂi:nau 2-5

SRUTN WAZAUAY ¢ (Hisham; et al. 1996: 843-845) ANMNEIURNATH LAARD LTHINY
uaz tafiaezdiaa anwfendu wumslnaildulasinasAusiia  friedelane da 18150
dihydroxyfriedelan-3-one (6) Lm:wumiﬁﬁ;jﬁzmu"l,itﬁa"l@ﬁl,ﬁ 15 a-hydroxyfriedelan-3-one

(7) 15a-hydroxyfriedelane-1,3-dione (8) Lae friedelan-3-one (9) %38 friedelin

13,15 a~dihydroxyfriedelan-3-one (6) R' = ZOH, R = OH
15a-hydroxyfriedelan-3-one (7) R' =H, R’ = OH
friedelan-3-one (9) R' =R’ = H

Mwdsznay 5 g@ilﬂsaaﬁ”wamaaaﬂsﬂs:ﬂau 6-9



Saugy uazARin 5 (Hisham; et al. 1995: 1227-1231) ANENEIURDATH LENLTUINN
waendu nulannasAuasialndidu lupane o salacianone %38 lup-20(29)-en-3,21-
dione (10) Waz salacianol %38 21 fhydroxylup-20(29)-en-3-one (11) uaﬂmnf:ﬂ'owumiﬁﬁ
;‘Tﬂm’mvl’ﬁl,ﬁ’sﬁa 15a-hydroxyfriedelan-3-one (7) 15a-hydroxyfriedelane-1,3-dione (8)
friedelan-3-one (9) lup-20(29)-en-3-one (12) pristimerin (13) Waz [sitosterol (14)

A7 a

207.

salacianone (10) salacianol (11) R=/4OH
lup-20(29)-en-3-one (12) R =H

HO

pristmerin (13) [-sitosterol (14)

Awisznau 6 q%iiﬂidﬁ%ﬂd“llﬂdﬁ’]‘iﬂ‘SZﬂﬂﬁJ 10 - 14

Salacia campestris

an$3ala uazAndn 9 (Carvalho; et al. 2005: 367-372) Anwnsusiatulanaals
finw 2a9ifensn wusnshuiidu laswmesAusfia quinonemethide fa salacin (15) Las
ﬁdwua’]sﬁﬁgﬂmm"l’?uﬁa fo pristimerin (13) maytenin (16) 20a-hydroxymaytenin (17)
netzahualcoyene (18) Laz friedelan-3-one (9) %dﬁ’]iﬂi:ﬂau 13,15, 16, 17,18 uaz 9 i
E]fo{lumi’%’llmmaaa‘iz@ia 2,2-diphenyl-1-picrylhydrazyl radical (DPPH) %auamlugﬂmaam
ANNANITTAINAINIANALEITBIFTAoUNUJATENY DPPH uazfnsganauuaives
gInaauUnseny DPPH lewldsmanwolidu AA T AA=20 + 1%, AA=19 +2%,

AA=39+1%, AA=28+3%, AA=55%+3% uaz AA=10+t2% @NI1OU WU



+

salacin (15) maytenin (16) R =H

20 a-hydroxymaytenin (17) R = OH

netzahualcoyene (18)

mMwiszneay 7 éﬂ@iiﬂidﬁ%ﬁd"ll@dﬁ’ﬁﬂi&ﬂaﬂ 15-18

aassln  uszAudW 9 (Corsino; et al. 2000 741-748) ANHEINANATILANNLEA
2a91Ransn wazly 970 Maytenus aquifolium Wae S. campestris wussusznavlasines
A vha  friedelane WAz quinonemethide laun pristimerin (13) maytenin (16)
20a-hydroxymaytenin (17) friedelin (9)  22/-hydroxymaytenin (19) 3 Afriedelanol (20)

celastrol (21) LR netzahualcoyone (22)

N
S

. 1 2 3_ 4_
3B friedelanol (20) 22ﬂ-hydroxymay1ten|n2(19)3R and4R =0O,R=0H,R=H
celastrol (21) R =R =R =H, R=COOH

nMwusznay 8 gmLmaaiﬂwadmiﬂizﬂau 19 - 21
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netzahualcoyone (22)

mwisznay 8 (¢a) g@siﬂsoaﬁ”ﬁamaaaﬂsﬂszﬂau 22

Salacia chinensis

NWITpueslasnN uazAua § (Morikawa; et al. 2003: 1191-1196) FnM&IH
aiaf ldannmisfadmsiuasnwesnndds (@ ldunannianiauasaasssuss) mold
MIINENT  aUGIUAITULIFINAZANY (partition) felefinasdianuazsii (1:1, viv) WU
sasUsznavlasinasiu friedelane wialniifia salasone A-C (23-25) uazwu'lasinasin
%@ norfriedelane @@ salaquinone A (26) ULz sesquiterpene THA acylated eudesmane
wialnalldun salasol A (27) LLazﬁawumsﬁﬁgﬁmwuvlrﬁlﬁa'é‘n 27 wha laun lasinasnu
19 friedelane 6 §17 @8 maytenoic acid (28) friedelan-3-on-29-ol (29) 15a-hydroxy-
friedelan-3-one (7) wilforic acid C (30) salaspermic acid (31) W& orthosphenic acid (32)
wulasinasiu ofla oleanane 5 &3 fe 3,22 fdihydroxyolean-12-en-29-oic acid (33)
maytenfolic acid (34) f-amyrin (35)  22a-hydroxy-3-oxoolean-12-en-29-oic acid (36) Lae
[-amyrenone (37) wulasinasiusiia ursane 2 #13  @e tripterygic acid A (38) L8z
demethylregelin (39) wulasinasiu wfla norfriedelane 4 a3 fa tingenone (40)
tingenin B %30 22 Fhydroxytingenone (41) regeol A (42) L8 triptocalline A (43) WU
sesquiterpene THa eudesmane 1 §17 fa celahin C (44) Wua17sznay  xanthone 1 ®13

fa mangiferin (45) WU flavones 2 813 A8 vitexin (46) Wag isovitexin (47)



salasone A (23) R1 =H, R2 = CH,OH
; ) salasone C (25)
salasone B(24) R = OH, R = CHj;

salaquinone A (26)
salasol A (27) R'= a-OH, R’ = a-OAc
celahin C (44) R' = a-OAc, R* = a-OH

.COOH

maytenoic acid (28) R' =R’ = H, R’ = COOH
friedelan-3-on-29-0l (29) R' = R’ = H, R’ = CH,OH
wilforic acid C (30) R' = @-OH, R’ = H,

R’ = COOH

salaspermic acid (31) R=H

orthosphenic acid (32) R= «-OH

Awlsznau 9 g@iIﬂidﬁ%’]d"lladﬁﬁiﬂizﬂaﬂJ 23-32 L8z 44

11
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WREWL lignane 3 ®19 fa (+)-lyoniresinol (48)  (+)-isolariciresinol (49) LWaz (+)-8-
methoxyisolariciresinol (50) AWy  flavan-3-ol an 3 a7 A8 (-)-epigallocatechin (51)
(-)-epicatechin (52) (+)-catechin (53) W&z squalene (54) WaNINAIANE MU
aldose reductase maamu&mmamg} (rat lens aldose reductase) Wui1R1IUIznay 33,
34, 40, 41, 42, 43 uaz 45 ﬁﬁﬁﬂaﬂwvﬁwiuﬁwqwﬁawsawwwsn5uaggaaaﬁziﬁ 50 %

(inhibition concentration 50, ICs,) LML 26, 72, 13, 7, 30, 14 uaz 3.2 uM NS1AU

(33) R' = FOH, R* = BOH, R’ = COOH,
maytenfolic acid (34) R'= [-OH,

R® = ¢:OH, R° = COOH,
Samyrin (35) R' = BOH, R* = H, R’ = CH,
36)R' = H, R®= a-OH, R’ = COOH

[~amyrenone (37)

COOH

tripterygic acid A (38) R' = AOH, R* = H tingenone (40) R = H
demethylregelin (39) R' and R’ = O tingenin B (41) R = AOH

regeol A (42) triptocalline A (43)

AwWUsenay 9 (¢a) Q@iiﬂsaa%ﬁamaaawsﬂiznall33-43
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(0] OH
HO (@) OH

mangiferin (45)

vitexin (46) R' = H, R’ = Glc
isovitexin (47) R' = Glc, R* = H
Glc = D-glucopyranosyl

OH
OH
HO O R?
R1
OH
: : 1_ 2 _
(+)-lyoniresinol (48) R' = R2 = OCHs (-)-epigallocatechin (51) R = o-OH, R = OH
. : 1_ 2 _
(+)-isolariciresinol (49) R' = R® = H (-)-epicatechin (52) R = a-OH, R =H

. 1 _ 2 _
(+)-8-methoxyisolariciresinol (50) R1 = OCH;, (+)-catechin (§3) R* = fOH, R =H
R =H

AwWUsenau 9 (da) g@siﬂiaa%ﬁamaaaﬂsﬂsznall45-53

NENIIBLALING (Kishi; et al. 2003: 1051-1055) l¢dnwnsuanatwafino=dian
Mnd@mids  SehmItendsimnaiianssuilesinlnnrillaglEaneauas octadecyl
siica gel (ODS) uazlfinafia HPLC (ODS) wuansvsznavlasinesinu wialndidu
friedelane @@ salasone D (55) waz E (56) UazEIWLU  norfriedelane sesquiterpene fa
salaquinone B (57) W&z polyacylated eudesmane T4@a sesquiterpene fa salasol B (58)
Lﬁaﬁﬂwﬂqwéiunﬂiﬁuawgaaaﬁxmaaaﬁiaﬁhﬁiééﬂﬂ%$¢uﬂﬂuaauazﬁﬁmad S. chinensis
Wudle1  half-maximal scavenging  concentrations (SCs)  WYINNU 13 ug/mL WAz
f19Uszney 7, 28-39, 43 uaz 44 3¢ SCs WNNNTN 40 LM suanTUTenand 40-42,
45 Uaz 48-53 361 SCy LYINNU 13, 8.5, 10, 5.9, 6.6, 12, 15, 2.5, 4.1 Uaz 5.9 uM

AMUIAU
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H, R® = a-OH
OH, R’ =H

salasone D (55) R1
salasone E (56) R1

salaquinone B (57)

salasol B (58)

Awilsznay 10 g@]ﬁiﬂidﬁ%’ﬁdﬁlﬂﬂﬁ’ﬁﬂSZﬂaU 55 - 58

919 URLANEY 9 (Zhang: et al. 2008: 547-553) NI gNEIUETATHANNLEA
nlunasdu S chinensis NlGNNIINIINIAUATAITITNNT 1aLNIULIEIRNITAZA LTI
lofnasfiaauaziin leauanaTwaiaos T aALasmIRsMETHIN INUWINETAZa 8T I
ANFIMIERALINGIS  wodta-09muea  (n-buthanol)  ldEnTEnaT®  uesia-Dannen
niwhausndadaaesuilauewlooan (Diaion HP-20) a8 1 wmuas waz axdlan
Taanslutuih wnues ex@law LLﬁaﬁwmﬂuLL@iazduumﬁﬂﬁu‘%qw%ﬁUﬂaﬁmﬁ%m
syswanlasldszuuin aaolswedy - mues - 51 (10 :3: 1, viviA)  wastl3ussuuiin
7 - 3 - 1, viviv) Taesihansazanonanlususnsanldlumsasaesusd  uasasunsrfiaaana
wonlaaedansnsanwa  wazandonadiia HPLC sansausnanswdle 7 ofiie @e
foliasalaciosde E, (59) foliasalaciosde E, (60) foliasalaciosde E; (61) foliasalaciosde F (62)
foliasalaciosde G (63) foliasalaciosde H (64) L8z foliasalaciosde | (65) uaﬂmﬂﬁﬁawu
msﬁﬁgﬁmmuﬁaﬁﬂ 4 %@ myrsinionoside D (66) loliolide [D-glucopyranoside (67)
(+)-abscisyl ~ D-glucopyranoside  (68) LAz 1-[5-(8-hydroxy-1,5-dimethyl-3-0x0-6-
oxabicyclo[3.2.1]oct-8-yl)-3-methyl-2,4pentadienoate],[1R[1 &5 2.8 S*(2Z,4E)]]- -D-
glucopyranose (69) wazl#¥inn13W absolute stereostructures yasasisznaufinulnadlas
Uszgndinaiinas Mosher s wuiawladamansnlalasddasstzney 59 ldidu aglycon

wae foliasalaciol E (59a)
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OH R
o
o
O4—o o) o—o 0 ) 0
OH OH OH OH OH OH
(o] O HO o]
OH OH OH OH OH OH
foliasalaciosde E; (59) foliasalaciosde E, (60) foliasalaciosde E; (61)
OH
5 .
o o]
O%—o 0 OH—o 0 O%—q 0
OH OH OH OH OH OH
Ol (o] Ol
OH OH OH OH OH OH
foliasalaciosde F (62) foliasalaciosde G (63) foliasalaciosde H (64)

o]
(0] HO
o o) o o) o)
OH OH OH OH
(0] o] O
OH OH OH OH
foliasalaciosde 1(65) myrsinionoside D (66) loliolide AD-glucopyranoside (67)

HO

OH o foliasalaciol E (59a)
(+)-abscisyl #D-glucopyranoside 1-[5-(8-hydroxy-1,5-dimethyl-3-oxo0-6-
(68) oxabicyclo[3.2.1]oct-8-yl)-3-methyl-2,4-
pentadienoate],[1R[1,5,8S*(2Z,4E)]]-
[-D-glucopyranose (69)

AMwilsenay 11 gmlmmﬁ”ﬁwaomsﬂs:ﬂau 59 - 69
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wonanii AMLIBIALING  (Zhang; et al. 2008: 7347-7352) lavimsusnansanan
araswanuanngwlurasdu s. chinensis lansauliudluinsdu Taslditd@enu
lesslnadan 3 ofia Juasuszneulasinasausiio D:B-fridobaccharane Saifluansusznay
fivnletenn léun foliasalacin D, (70) fiasalacin D, (71) uae fiasalacin Dy (72) wananii
Fanuannansnenuliudidn 20 wila fe 3Ahydroxy-20-oxo-30-norlupane (73) 29-
norlupan-3-20-dione (74) lup-20(29)-en-34,15a-diol (75) betulin (4) lup-20(29)-en-3-on-28-
ol (76) betulinic acid (77) lup-20(29)-en-3,30-diol (78) 30-hydroxylup-20(29)-en-3-one
(79) friedelin (9) 3/-20-dihydroxylupane (80) 4-epifriedelin (81) friedelan-3-one-29-ol
(29) octandronol (82) 12/-hydroxy-D:A-friedooleanan-3-one (83) oleanoic acid (84)
erythrodiol (85) ursolic acid (86) uvaol (87) 19a(H)-tatraxastane-3£,20-diol (88) LAz

isoursenol (89) WazfNuN absolute stereotructural VadanIUsznauNwulnsinsauwie

OH

g : ‘ ‘\\\\)\K

foliasalacin D4 (70) fiasalacin D, (71)

H  fiasalacin Dy (72)

) ‘y

HO

R3

(73) R = SOH (75)R' = BOH,R°= @-OH, R°'=CH,  (78) R = ZOH

(T4 R=0 (76) R'= 0, R*= H, R’ = CH,OH (79)R =0
(77)R' = BOH, R’ = CH, R® = COOH

Mwdsznay 12 gm‘[moaﬁ”’mmaamiﬂszﬂau 70-79
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octandronol (82) 12 -hydroxy-D:A- oleanoic acid (84) R = COOH
friedooleanan-3-one (83) erythrodiol (85) R = CH,OH

ursolic acid (86) R = COOH 19a(H)-tatraxastane- isoursenol (89)
uvaol (87) R =CH,OH 35.20~diol (88)

AMWUsznay 12 (6a) gmﬂmaa%ﬁwadmiﬂizﬂau 80 - 89

ToBn1 wazaudn 9 (Yoshikawa; et al. 2008: 915-920) lévimsugnsiuariann
LWNUEA NNFIUIL LL@&Iﬁ%ﬂﬂiﬁﬂﬁﬁgﬂ?LiWﬁmﬁ'u 279 WATAMAL (Zhang; et al. 2008:
547-553) wuaTmaiduansdsznevlesmesAudseian phenolic glycosides IUa
dammarane lupane 8% oleanane fa foliasalacin A (90) foliasalacin A, (91) foliasalacin
A; (92) foliasalacin A, (93) foliasalacin B, (94) foliasalacin B, (95) foliasalacin B; (96)

v

uaz foliasalacin C (97) uazwusnshiigmenuliudidn 20 viia uazldvindjazeiandu



.
‘s,

foliasalacin A, (90) R1 = OH, R2 = CH; foliasalacin A; (92) foliasalacin A4 (93)
foliasalacin A, (91) R' = CH,, R” = OH

<, g
foliasalacin B4 (94) R = CH,OH
foliasalacin B; (96) R = COOH

/,//

foliasalacin B, (95) foliasalacin C (97)

OH

s .
HO Nz iz

HO HO

,,//

,,//

(20S)-lupane-3/3,29-diol (94a) (20R)-lupane-35,29-diol (95a)

Mwdsznay 13 gm‘[moaﬁ”’mmaamiﬂszﬂau 90 - 97

18
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Ho” >, 5
carnaubadiol (98) dammarenediol I R1 = CHs, R2 =0OH (99) codisterol (101)
dammarenediol TT R' = OH, R’ = CH, (100) )
: s,
” Ho” >,
epicodisterol (102) leucastrin (103) (104) R' = COOH, R” = CH,

(105) R' = CHs, R* = COOH

mMwisznay 13 (¢a) gmﬂmoaé’wwaomsﬂszﬂau 98 - 105

Salacia cordata

fiula uazaudn 9 (Tinto; et al. 1992: 395-398) AnEsustaTwaNIWesLa%
ndduuas wWiendu  wulesinasAn ofia lupane Aa  15,28-dihydroxylup-20(29)-en-3-
one (106) LLazwumsﬁﬁgﬁnmm"lfj”uﬁaﬁa 28-hydroxylup-20(29)-en-3-one (107)
30-hydroxylup-20(29)-en-3-one (79)  3f,28-dihydroxylup-20(29)-ene %38  betulin (4)
uae  3-0-(3',4’-dihydroxycinnamoyl)betulinic acid (108)

H.C—R®
2

A

H C™ .
2

R2

(106) R' = OH, R" = CH,OH, R"=H 3-0-(3' 4’ -dihydroxycinnamoyl)betulinic acid (108)
1 2 3
(107) R =H,R =CH,OH, R =H CafO = 3,4-dihydroxycinnamoyl

mMwilsenay 14 g@ilﬂidﬁ%ﬂd“ﬂadﬁﬁiﬂﬁzﬂaﬂ 106 - 108
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Salacia fruticosa

13O aueWMS war IUMENI (Reddy; Ayengar; & Rangaswami. 1975: 342-
343) lévihmsuensmsanfensnnussing 2 wiia fa friedelan-3-one-29-al (109) W&
friedelan-3-one-29-ol (29) a5U3znay 29 Wussriialnifinuanduil wonaniigiwuas
ﬁﬁgiﬁslmuvl’ﬁﬂ 4 wHha leun friedelan-3-one (9) friedel-1-en-3-one (110) a-amyrin (111)

LR sitosterol (14)

friedelan-3-one-29-al (109) friedel-1-en-3-one (110)

a-amyrin  (111)

AMwldsznay 15 gmﬂmaai”wmaaa’ﬁﬂs:ﬂau 109 - 111

Salacia kraussii

#nddila WazAuAN 9 (Figueiredo; Baz; & Sequin. 1998: 718-723) @nmsIUaNa
%y'umml,awgmai{ lasaalstiiny  wnuea uaz ‘L{W muéﬁﬁuﬁqmﬁgﬁﬁad NFI
il wusnsnd 3 shacdu quinonemethides fa 28-nor-isoiguesterin-17-carbaldehyde
(112) 17-(methoxycarbonyl)-28-nor-isoiguesterin (113) Az 28-hydroxyisoiguesterin (114)
wananit ﬁ'\‘]wumiﬁﬁgmmm"ﬁuﬁa fa calastrol (21) pristimerin (13) Wag isoiguesterol
(115) ﬁ"l‘iﬂ‘itﬂa‘uLﬂﬁﬂﬁﬁﬂﬂﬂ%ﬂﬁiﬁ’]%%ﬂﬂﬁmL%U Plasmodium falciparum sn8aWus K1 i
fadasn chloroquine 3N ICs, LWINAL 94.0, 27.6, 114.4, 180.9, 190.4 Uuaz 22.9 ng/mL
IUAAL uazanida Plasmodium falciparum SNBWUS NF,, filadaen chloroquine  fie
ICs, L¥INAU 79.9, 37.1, 140.2, 254.2, 270.9 U8z 54.1 ng/mL @U&1QU wananil
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(112) R = CHO
(113) R = CO,CH; isoiguesterol (115)

(114) R = CH,OH
nwdsznay 16 tﬁ@liiﬂidﬁ%"]ﬂ”ﬂﬁ]ﬂﬁ’ﬁﬂiﬁﬂﬂﬂ 112 - 115

Salacia liana

\TNLTas uazAuBu 9 (Setzer; et al. 1998: 583) AnwUdandu Aldanyszine
aagasm  lagihanaiadigasalanesy  wuihesanen ledanudufvdamasuzsodu
waaanasey LasuzSifinasanldun 8215960 Hep-G2 (human hepatocellular carcinoma)
Lf:a\‘laﬂﬁu H-4-11-E (rat hepatoma) L.z Lfradaﬂﬁaﬂﬁd SK-Mel-28 (human melanoma)
nniwhasateuusndsnaiialasininnnisvuradwanowiaziofsesiion Wy
friedelin (9) 1-hydroxy-3,6-dimethoxy-8-methyl-9H-xanthen-9-one (116) friedelan-3-one-
29-al (109) canophylliol (117) 29-hydroxyfriedelan-3-one (29) L8z tingenone (40) ;ﬁ%ﬂ
Wudassenay 40 Lﬂuaﬁiﬂizﬂw%é'ﬂwumﬂﬁq@ Janudunueaioaausss Hep-G2,
H-4-11-E W8z SK-Mel-28 {f1 ICs YNNU 1.9+£0.1, 2.7+04 uaz 1.7+0.1 uM

ANAAL

CH3 O OH
H_.CO O OCH
3 3

(116)

canophyliol (117)

Mwidsznay 17 g@lﬂmaaﬁ”ﬁamaamiﬂs:nau 116 - 117
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Salacia lehmbachii

Al uazaudn q (Kawazoe; et al. 1997: 1569-1573) SnmISIUNATHLONIHER
nnudondu  udaumautsiumsazaeisefiassiaauszin  Woihruefiaszdiaa
uonwuastniilln stibenes 4  afla Budulassanidromafianssdnlnsalndlaidu
lehmbachol A (118) W&z lehmbachol B (119) @aflu diastereomer fnuazfim
lehmbachol C (120) uaz lehmbachol D (121) uaﬂmﬂf}:ﬂ'@wumiﬁﬁﬁﬁamuvli’ fo

resveratol (122) isorhapontigenin (123) gnetol (124) L]z gnetin D (125)

OCH
3

lehmbachol A (118) LL.as lehmbachol B (119) R = OCHs; lehmbachol D (121)
lehmbachol C (120) R = OCH,CHj;

resveratol (122) R1 = R2 = R4 =H, R3 = OH,
isorhapontigenin (123) R' = R’ = H, R* = OCH,, R® = OH,
gnetol (124)R' =R’ =R’ = OH, R* = H,

nwdsznau 18 qmimaa%ﬁwaamiﬂixﬂau 118 - 124
Salacia macrosperma

AENWIMB UAzAKEY 9 (Viswanathan; et al. 1978: 349-352) WUILUBIN&IUIIN

LAZLAWAY A0 MNBIBNGILLENTY LaIOINAI8MIITIanaasdlaaNTawnNLINa11I0



23

Mwudsznay 19 g@ﬂmaa%”mmaamsﬂizﬂau 126

N3THU AT WMENA (Krishnan; & Rangaswami. 1971: 117-120) @N®I&EIH
v & A ni 3 A a a .
aﬂ@"nmumuaamaaLﬂaamﬂnwvl,@mmmuamm Ureinadulasy WUR1IUIZNaY quinone-A
A et % = I ot 6 v ad A a A
(127) wuuimam’mi@ﬂmsmmmﬁuau}wuﬁmmﬁmamu LRZLNABAD W IILTA
sudnlnsalndwudndueywusues 1,4-naphthoquinone LT quinone-A methyl ether (128)

desmethylquinone-A (129) Lag desmethyl-8-O-methylquinone-A (130)

OR? O
HC OR'
T
H.C C H_ (OH)
3 15 30
CH O
5 11

quinone-A (127) R' = CHy, R* = H

quinone-A methyl ether (128) R' = R* = CH,
desmethylquinone-A (129) R' =R = H
desmethyl-8-O-methylquinone-A (130) R' = H, R = CH,

Awisznay 20 g@iiﬂiﬂﬁ%ﬁdm@ﬁﬁ’]iﬂizﬂﬂu 127 - 130

136 BLEUMST UaE UMENI (Reddy; Ayengar; & Rangaswami. 1981: 197-200)
= ) v & A a A & A . a A g
ﬂﬂ‘]ﬂ’]ﬁ’)%ﬁﬂ@"ﬁ%ﬂl@l‘imﬂ&laLﬂ@?LLﬁZLU%“ﬁ%ﬁﬂﬂﬁ’luLﬂaaﬂiﬁﬂma\‘i‘v\l"ﬁu WusNTUIznay
quinonemethide lasimesAnriialnife a salacia quinonemethide (131) LLazwua’ﬁﬁﬁ;&’S’m
Nuhiua fe a~amyrin (111)  sitosterol (14) pristimerin (13)  tingenone (40) L&Y

hydroxytingenone (132)
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A salacia quinonemethide (131) hydroxytingenone (132)

Mwilsenay 21 g@]ﬂmmﬁ”ﬂwaamsﬂszﬂau 131 Uz 132

Salacia madagascariensis

fin uszAWaw 9 (Thiem: et al. 2005: 251-254) fnwnsuaniasudlasndoudinas
Poandildunanyssmaunudifie WU bisnortriterpene quinonemethide wfialnal 2 wia
fa 20-epi-isoiguesterinol (133) LAz 6-oxophenolic triterpene fa 6-oxoisoiguesterin (134)
miﬁg\maaﬁ‘*ﬁagama NMR  adefuundsigadlassaiivesanslesldis NMR anlng
glndiwunvitmamaeilaaviiljisonezimafietsuvadans (133) lasstsznay  dihydro-
20-epi-isoiguesterinol  triacetate  (137) uanmnftﬂ'awumﬁﬁ;jmm’m"l,’?l,l,ﬁfa fa
isoiguesterin (135) LAz isoiguesterinol (136) 8171U3znay (133) LAz (135) flfmﬁumiﬁ’m
wuaNi3eTha Staphylococcus aureus e ICs, LYINNU 0.65 Waz 0.85 zg/mL WONINTES
8131306 Mycobacterium intracellulare lelantasfdn ICs, ¥AL 15 uaz 4.5 ug/ml
wazaanInewlusladn afia Leishmania donovanii 6N ICs INAL 2.1 WAz 1.6 g/mL

A a % B A . o eV o, A Lada
Lalnyguny amphoterlcm B a1 |C50 INY 6.5 ,ug/mL u‘IJVLWJ’Im]‘VI‘ﬁ‘Yl@ﬂ’J’]

R2 R

20-epi-isoiguesterinol (133) R' = H, R> = CH,OH
isoiguesterinol (136) R' = CH,OH, R* = H 6-oxoisoiguesterin (134)

Awisznay 22 ’sﬁ@lﬂﬂix‘lﬁ%’]\‘ma\‘iﬁ’ﬁﬂizﬂﬂu 133-134 Uaz 136
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CH,OAc

isoiguesterin (135) dihydro-20-epi-isoiguesterinol triacetate (137)

mwisznay 22 (¢ia) gmﬂmaaﬁ”wmaamiﬂi:nau 135 LAz 137

/LA (Sneden. 1981: 503-507) MNE@IUIININANEN LABYIINNIRNAAILLENKEA
95% LLa:aﬁ'@@iaéﬁﬂ?ﬂmlf&'w'ﬁmai‘ﬁﬁﬂﬁ’luﬁwqm%nﬂﬁ 30-75 °C LLazﬁqmﬁgﬁﬁaﬂ@ﬂ
THaan 24 97lws  aeldhduaduasuaziandnsuandadisnasuiilasanlnnsd wu
ssUsznay lasmnasiusiie nortriterpene quinonemethide ldun celastrol (21) pristimerin
(13) isoiguesterin (135) A8z  iguesterin (138) ﬁ’]ﬂ’liﬁgﬁ]ﬂﬂidﬁ%”]wada’liﬂizﬂau
isoiguesterin  (135) amaiamatadlagilfisenazivaiitatinla  dihydroisoiguesterin

diacetate (139) Las dihydrocelastrol diacetate (140)

iguesterin (138) dihydroisoiguesterin diacetate (139)

.COOH

dihydrocelastrol diacetate (140)

Awilsenay 23 g@ilﬂidﬁ%ﬂd“ﬂadﬁﬁiﬂizﬂaﬂ 138 - 140
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Salacia oblonga

VINFEN UAzAUBY 9 (Matsuda; et al. 1999: 1725-1729) IdIuTINTBIAUADILF
wnnmslduasssmedmds  adndndensmsazasnuaadatin lueaain (80 : 20,
VIiV)  NIBILRZIZIREGITINaza88n Tanussumsazasdsefisasdiaadaiiluea
% (1 : 1, vv) Wohmsatatuefsesfiaandns  womslndduwlasmasiusie
friedelane fa kotalagenin 16-acetate (141) uanmnﬁﬂ’awumﬁﬁQﬁﬂmﬂuvl,’?l,ﬂuvlwa%ﬂu
LLanmeaa?ﬁu’é"ue] fa 26-hydroxy-1,3-friedelanedione (142) maytenfolic acid (34)
19-hydroxyferruginol (143) lambertic acid (144) (-)-4'-O-methylepigallocatechin (145) a8z
33,22 B-dihydroxyolean-12-en-29-oic acid (33) wananiigswuaslutuin da salacinol
(146) glycerol (147) dulicitol (148) kotalanol (149) galactinol (150) D-fructose (151)
D-glucose (152) sucrose (153) 3-O-a-D-galactopyranosyl (1—»6)-O-/+D-galactopyranosyl-
sn-glycerol (154) raffinose (155) LLaz stachyose (156) 813Usznay 33-34, 141-146,
149-150 ua: 154-156 ﬁqw%fl,ﬂums{l'uﬁv'a aldose reductase maamuﬁmmam% WU
WodiFuduasmsduss Aenududu 30 aM feviiy 559, 385, 21.8, 158, 214,
17.7, 11.0, -1.2, 2.4, 1.3, 4.0, 20.0 WAz 2.0 % UGV wazfiaNUTNTYR 100 1M
Janrinny 75.9, 54.6, 48.2, 15.6, 38.5, 352, 6.9, -3.6, 0.0, 11.3, 12.3, 11.3 LAY
14.7% NSO

kotalagenin 16-acetate (141) 26-hydroxy-1,3-friedelanedione (142)
OH
OCH
3
HO (@] \\\©i
' OH
"'OH
HO HooC ~ OH

19-hydroxyferruginol (143) lambertic acid (144) 4'-0- methylepigallocatechin (145)

Awilsenay 24 g@]ilﬂidﬁ%]d"ﬂadﬁ'ﬁﬂi$ﬂaﬂ 141 - 145
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OH
OH
p
E HO
: CH OH OH
HOT\? HO—J—H HO o OH
//,,@Sg H—_OH ', @é%)
HO SN H——OH HO_  ’s_ 3
\ HO—T—H
HO OH CH,OH HG OH
salacinol (146) dulcitol (148) kotalanol (149)

AMWUsznay 24 (6a) g@lﬂﬂidﬁ%ﬂwaamiﬂi:ﬂau 146 L8z 148 - 149

Salacia petenensis

lnias uazAuan 9 (Setzer; et al. 2001: 65-69) l@lFanTa LA SELaTAINY
Hudindomasuzadusrinlunisuanans wuinduaiasulanaslsing mnwidanduaa
Afvanlssnaaegansm  wusnIlszney quinonemethide  nortriterpencid A8
3-methoxyfriedel-2-en-1-one (157) tingenone (40) L8z netzahualcoyonol (158) ®&13U3znay
40 uaz 158 FanuluRudalTasauzi396l Hep G2 (human hepatocellular carcinoma) AN
mwLﬁuim‘i'wq@ﬁﬁﬂﬁmaﬁmﬁamu 50% (lethal ~concentration 50, LCs) L¥iNU
1.91+£0.09 M Uae 1.95+0.20 uM WAZUZISILA WY MDA-MB-231 (human mammary
adenocarcinoma) {f1 LCs LYINNU 1.49+£026 pM  Ua: 1.23£0.29 4M  eURIGU
wonINAEIEINInAULUATRISY Bacillus cereus  §fn MIC WAL 0.29 uaz 0.13 uM

Wae Staphylococcus aureus 0.57 uaz 1.02 uM @URIAL

3-methoxyfriedel-2-en-1-one (157) netzahualcoyonol (158)

Awisenay 25 gmﬂmoﬁﬁwaamsﬂizﬂau 157 LLar 158
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Salacia prinoides

151908 uszaudn 9 (Rogers; et al. 1974: 63-66) 1 X- ray aWuniatu Wy
Tavsssvosssiuonldansustavasddonsn wuiniu titerpene ether fo 25,26-
oxido-friedel-1,3-dione (159) Baifuasausniissnumsnungsandianiidumis C-26 109

6 A a n}l
lasmasnnaiais

25,26-oxido-friedel-1,3-dione (159)

nMwdsznay 26 gmﬂmaﬁﬁ”’mmaamiﬂi:nau 159

W13 AW LAz IuMEnR (Tewari; Ayengar; & Rangaswami. 1971:
601-602) ldvhmsfgadlasaialesmadisuiisudayariu  friedelin fugnlaan
S. prinoides DC. léun  friedel-1-en-3-one (110) e friedelane-1,3-dione-7a-ol (160)
wazvinmstiudulassasnsvas (160) lasdfnsenmaedlailln  friedelane-3,7-dione (161)
%30 putranjivadione uazlan 3 wikafa friedelane-1,3-dione-24-al (162) friedelane-3-one-

24-0l (163) e friedelane-3-one-24-al (164)

friedelane-1,3-dione-7a-ol (160) R' = a-OH, R = CH; friedelane-3,7-dione (161)
H, R®= CHO

friedelane-1,3-dione-24-al (162) R’

Mwidsznay 27 gmﬂmaaﬁ”ﬁamaamiﬂi:nau 160 - 162
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friedelane-3-one-24-ol (163) R’ = H, R” = CH,OH
friedelane-3-one-24-al (164) R1 =H, R2 = CHO

mwisznay 27 (¢a) g@ﬂmm%wadmsﬂszﬂau 163 - 164

NANIIBALINU (Tewari; et al. 1973: 146-152) WgalasiaidisiTmaaiizasans
Augnldandmanasullasdoufifonus:  wmuoaisouvasdansin  wulasinesin
friedel-1-en-3-one (110) friedelane-1,3-dione (165) 1,3-dioxofriedelan-24-al (162) LLas 7 a-
hydroxyfriedelane-1,3-dione (160)

friedelane-1,3-dione (165)

nwdsznay 28 gmimaa%ﬁwaamiﬂixnau 165

Salacia reticulata

S. reticulata uaz S. oblonga wiwinwululzmariainmuszaonlduaslszine
sway  ldhAenssassieun B dueunwluso nwliathaautamunizgn
lsanuadlu lsadmie  lagawizszozusn 9 Misnwlsainnnnu swludseinaduds
lFussimainsthe \uenigeey widszdndeuanlidnd  leBnmnn wazame
(Yoshikawa; et al. 2002: 72-76) &w13OUYN salacinol (146) uaz kotalanol (149) Miilue
51'115'\1 a-glucosidase %GLLﬂﬂvLﬁinﬂ%m{wadLﬂaamﬂﬂ S. reticulata W8T S. oblonga
wuIRIINTLlE NI lsALNrINY é’aﬁu;ﬁ%’ﬁﬂﬁﬁﬂmmuaﬁ'@lm{ﬁauuaz

RITBSANLLUNINBER NINNURZAGUVS S. reticulata WUFNTUIzNauLszlAN phenolic Aa
mangiferin (45) (-)-epigallocatechin (51) (-)-epicatechin (52) (-)-4'-O-methyl-epigalIocatechin
(145) (-)-epiafzelelechin-(4/4 48)—(-)—4'-O-methylepigalIocatechin (166) ez (-)-epicatechin-
4— 8)-(-)—4'-O- methylepigallocatechin  (177) ®&13U3znau 45, 51, 52, 145, 166
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OH

OCH
3 (166)R = H

OH (167) R = OH

nwlsenay 29 fﬁ@liiﬂidﬁ%ﬁd"ﬂadﬁ’ﬁﬂizﬂaﬂ 166 L3 167

waNNUULEA eI TNB9mEs absolute  stereostructure (Yoshikawa; et al.
2002: 1547-1554) w89 salacinol (146) lagnisAnswandaeds  Xoray fesan
slsenay 146 vinaulanzdlassaenansny spiro Geiianwmelwnaadiliiash
LLazLLa@GNaslumifl’Uﬂgd a-glucosidase lananeadia 1ou JARLNA (maltase) TLAIN
(sucrase) uazlolmuasmng (isomaltase)  wasfinalunnseuss serum glucose waalam
(maltose) TlaATd (suceose) WAL Saanwlunasanasaswuinldnananin acarbose

AAILLAEIN% (Yoshikawa; et al. 2002: 1819-1824) @ RERATWANLE
muldnsInand 913N WU mangiferin (45)  (-)-epigallocatechin (51)  (-)-epicatechin
(52) (-)-4'-O—methylepigallocatechin (145) (-)-epiafzelelechin-(45 — 8)-(-)4'-0-
methylepigallocatechin (166) (-)-epicatechin-(4/ —>8)-(-)4'-O- methylepigallocatechin (171)
hydroxyferruginol (168) lambertic acid (144) kotalagenin-16-acetate (141) 26-hydroxy-
1,3-friedelanedione (142) 3/,22/-dihydroxyolean-12-en-29-oic acid (33) maytenfolic acid
(34) uwaz salacinol (146)

OH

hydroxyferruginol (168)

HOH2C 7

AMwdsznay 30 g@ilﬂsaaﬁ”wamaaaﬂsﬂszﬂau 168
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aga1  L3n1m uaz 1u3n1n (Matsuda; Morikawa; & Yoshikawa. 2002: 1301-
1308)  dnmumamslunssudslsawnmam laslfendann uazemsfisansnanszey
1/;:’1@1’1@ %wamﬂﬂ’mmnmiﬂi:ﬂau salacinol (146) LLaz kotalanol (149) NG S. reticulata
uaz S. oblonga  IwlassaadanmasAtamiln thiosugar sulfunium sulfate Sotflunaof la
hdadjizeuazlfidumenysian asdsznay 146 uaz 149 LAAIMITULI a-glucosidase
I¢ waz msUsznay 146 Sednatrsantinenaveslas was mlasw ﬁﬁag}iﬁé’umamﬁwﬁﬂ’h
81 acarbose uaﬂmﬂf:g\‘iwui’mﬂauaﬂ@i{ﬁaw‘ﬁﬁ@mmmﬂ'ugﬂ aldose reductase V@3
muzé?mw ¢8I quercitrin (169) desmanthin-1 (170) W&z guaijaverin (171) Fausn
ldan Myrcia multiflora

Towo uaz loanA (Oe; & Ozaki. 2008: 1962-1964) Anm MaDY thiocyclitol Tl
Tassarallwng 13 1naon (13-membered ring thiocyclitol, 13 MRT) (172)  Wu3naansad
ansaaszauinmalwdeald 13 MRT wonldan Kothala - himbutu (S. reticulata) Ta5ans
luﬂﬁsgufa a-glucosidase lunaaanaaad bda (ICsq : maltase, 0.23 uM; sucrase, 0.19 uM)
Tuwpnuzdl salacinol (146) (ICs : maltase, 9.6 uM: sucrase, 2.5 uM) Fsaulaflazfnmng
289 13 MRT lunisanszeuinananasnnfisudssmuaimis wudn 13 MRT FANINQATY

aslulaiete lasnauasnstuas a-glucosidase laaluan ldanuaz lamunzanlunsgues

a-amylase OH
OH OH
Ox OH
S
OH OH 13 MRT (172)
OH OH
OH OH

mMwisenay 31 g@ﬂﬂsaa%’mmaamsﬂs:ﬂau 172

Salacia reticulata var. f-diandra

ATWILNFDILTY LLazﬂu%"u ¢ (Dhanabalasingham; et al. 1996: 1377-1385) finwn
FIuanaTWENEW uas Wuiw  anwdensingiuuen 168a13 quinomethide @a
isoiguesterinol (136) Lﬂumﬂ%ﬁﬁwuluﬁ“ﬁﬁ wae 30-hydroxypristimerin (173) i’mﬁg\‘iwu
a’liﬁﬁﬁé’i’lm’m‘/[,ﬁlﬁ’s fa sitosterol (13)  pristimerin (12)  mangiferin (48) salacenonal
(174)  salaciquinone (175) netzahulcoyene (18) 22/-hydroxytingenone (41) celastrol
(21) S-amyrin (35) isoiguesterin (135) waz tingenone (40)
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HOH_C, CO_CH
2 S 2 3

salacenonal (174)

30-hydroxypristimerin (173)

salaciquinone (175)

mMwilseznay 32 g@]iIﬂiGﬁ%"N”ﬂE]ﬂﬁ’]iﬂizﬂﬂU 173 - 175

naan LALAUAY 9 (Tezuka; et al. 1994: 270-276) ANV IUANATHLANLTUITDUUAZ
DU RONAUTUREN WUSIITRA  7-oxo-quinonemethide dinortriterpenoid fa
salaciquinone (175) wu ldannauidudusn isoiguesterin (135) dispermoquinone

(176)  pristimerin (13) celastrol (21) 8z S-amyrin (35)

LO_CH
STT270s

dispermoquinone (176)

Awisenay 33 g@?Iﬂidﬁ%ﬁd‘lJE]dﬁ’ﬁﬂi:ﬂaU 176

Qmﬁmm LaEATEY 5 (Gunatilaka; et al. 1993: 10397-10404) AnENEInanaTY
LENLDY WA LUWTW mmﬂﬁamwn%uuan%&ﬁﬁ LLazLﬂﬁaﬂi’lﬂ%%lu wusTUIznauriia
epi-kokoondiol fa 21 a-26-dihydroxy-D:A-friedo-oleanan-3-one (177) uaﬂmnf:ﬁ'\‘lvlﬁﬁ”lmi
uA llaseaineuad kokoondiol  kokoononol kokzeylanol kokoonol LLas kokzeylanonol 1))
21,26-dihydroxy-D:A-friedo-oleanan-3-one (178) 26-hydroxy-D:A-friedo-oleanane-3,21-
dione (179) 63,26-dihydroxy-D:A-friedo-oleanan-3-one (180) 26-hydroxy-D:A-friedo-
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RZ
O
R1
(177) R = H, R" = a-OH kokoononol (179) R=H
. 1 2
kokoondiol (178) R = H, R = OH kokzeylanonol (182) R = OH

kokzeylanol (180)R' = OH, R = H
kokoonol (181)R' = R*= H

mwilsenay 34 gmimaa%ﬁwaamiﬂi:ﬂau 177 - 182

2®

W3 AN uae aLUUQ’niam (Kumar; Wijeratne; & Abeygunawardena. 1990:

333-335) AnssInanaTuiunTe NnRands nuaslni fa 21,30-dihydroxy-D:A-friedo-

~

° A o o PN 1 ' o A A '
oleanan-3-one (183) mmiwgﬁ]ﬂmmﬂﬂ@ﬂmmua H-NMR 3780n03Tnaiadl 0w s
i jisenazivaiitatilaiidu 3-oxo-D:A-friedo-oleanane-21¢,30-diol, diacetate (184) i
Ujiseneandiatudas CrO; pyridine lWanstsznavuuoadlad fa  3,21-dioxo-D:A-friedo-

oleanan-30-al (185) wazviufiisun3angulaidw D:A-friedo-oleanane-21,30-diol (186)

(183) R’
(184) R

2
-OH, R = CH,0OH 3,21-dioxo-D:A-friedo-oleanan-30-al (185)
a-OAc, R® = CH,0Ac

Awilsenay 35 gmﬂmmﬁﬁwaamsﬂs:ﬂau 183 -185
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D:A-friedo-oleanane-21 «,30-diol
Awlsznay 35 (6a) g@ilﬂsaaﬁ?wamaaaﬂiﬂs:ﬂau 186

NENITLANINY (Kumar; Wazeer; & Wijeratne. 1985: 2067-2069) laAnsaIm
aﬁ@%umu%u nnfeandu wusslnd @e angular  methyl oxygenated D:A-friedo-
oleanane l@iin 21 a,26-dihydroxy-D:A-friedo-oleanan-3-one (177) wmﬂuﬂ%\‘]mﬂ uaz 69
wumslsznovlasinasiusiia quinonemethides 8w 9 8n fe iguesterin  (138)

pristimerin (13) uaﬂmnﬁﬁdﬁgaﬂmoﬁﬂwaomiﬂszﬂauﬁ 177 sodfisamaeilas

nuznsen azinaALat latdu 3-oxo-D:A-friedo-oleanane-21¢,26-diol, diacetate (187)

N

‘\\OAC

(187)

mMwisznay 36 qmiiﬂidﬁ%ﬁﬂﬂl@dﬁ’]iﬂizﬂﬂﬂ 187

Salacia
LN LRZAKDY 9 (Bates; et al. 1999: 340-341) @nwaruanaswaaalinasy a1n

A o A . A A A = A a & a
Waanew  waIND Salacia TUHARINNINLAINNLNDINAUNIILIDT UInanagaIIN1 WU
815U52nau cyclic hemiactals sfialni 2 wfia Aa  30-hydroxyfriedelan-3-on-28-al-28R-

hemiacetal (188) LLaz 30-hydroxyfriedelan-3-on-28-al-28 S-hemiacetal (189)

(188)R' = OH, R’ = H
(189) R' = H, R* = OH

Awisenay 37 g@?Iﬂidﬁ%ﬁd‘UENﬁ’ﬁﬂiZﬂaU 188 - 189
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Qmﬁmm WML LR NTIT (Gunatilaka; Nanayakkara; & Wazeer.
1983: 991-992) ﬁﬂmﬁaga “C-NMR 2898131/32naU D:A- friedo-oleanane UN9u%a laun
friedelin (9) (LLUﬂvLﬁ'ﬁnﬂ Kokoona zeylanica) putranjivadione (190) (LLzvaﬁ'ﬁ]’m Putranjiva
roxburghii ) Wae Salacia triterpene R (191) (LLUﬂVL@Tﬁ]’m Salacia prinoides) i’J&Iﬁy‘d D:A-
friedo-olean-7-one (192) D:A-friedo-olean-22-one (193) La:z D:A-friedo-olean-3,22-dione
(194) Gadussqoazs PNNNIANEN X-ray AWuW3InTU89815U52nay D:A-friedo-
oleanane WU A, Biuar C ﬁmuvxlaiwﬁ'mmu chair &9 D las E a1 unuy
chair-chair %38 boatboat fild lelfinafia 'H- usz “CNMR  awrinislimioiand
lanthanide induced shift (LIS) WU31 29 D uae E Jnaunasiutuiuy boat-boat

putranjivadione (190) Salacia triterpene R (191)

N
S

D:A-friedo-olean-7-one (192) D:A-friedo-olean-22-one (193)

D:A-friedo-olean-3,22-dione (194)

AMwisenay 38 gmﬂmaa%’mmaamsﬂszﬂau 190 - 194
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Tuwn® uazAudne (Monache; et al. 1978: 3127-3131) AnwNsIuanaTY LENITY
- Bned (@& 1: 1 vv)  VaIWTANA  Salacia %oaglmaﬁ Hippocrateaceae Uas
Celastraceae rnimosnfianyldnsasiusenidosnianesdssmaunds  Hevanuen
munaauitlasulnn @ nusnsdsznevlesinashusiialng 2 el quinonemethides
laun 21-hydroxypristimerin (195) L8z hydroxypristimerinene (196) uanmnf‘:ﬂ'\‘iwumiﬁﬁ
p&'ﬂﬂ\‘nuvli’l,lﬁl fa celasstrol (21) pristimerin (13) tingenone (40) 20-hydroxytingenone
%30 20a-hydroxymaytenin  (17) 22-hydroxytingenone (41) dispermoquinone (176)
iguesterin (138) L8z quininemethide (131)

21-hydroxypristimerin (195) hydroxypristimerinene (196)

Awilsznay 39 gmﬂmoa%"mmaomiﬂszﬂau 195 Lz 196



UNN 3

ASNITANBWIVY

Aol lwn1s@nen

1FRAURIAUAININNLALN Twlangs duatanwlit dLnagI Tl IR
Jouida Waldiaw nuAuE w.a. 2550 (Madawitalddedinuidds WIa gaan 005)

AU M INeNeRas IR1INIaHFIAIUNTI L3

¢ -~ -~ A A o o ¥
Qﬂﬂ‘sm/ LAYDIND LLALAIILAN ﬂim%ﬂ"liﬁﬂﬂﬁ']‘s%']ﬂa']@]%ﬁ']ﬂ')']ﬂ Inagn19

. a £
asliuiansd
5“aqu,azmsmﬁ

1. vnazaBunIEg (ﬁﬂﬁu%s;mﬁ@umiﬂé"u)

2. silica gel &30 column chromatography (CC)
- silica gel muﬁmaom&mﬂﬁfaﬂﬂ’j’l 0.063 mm, Merck Cat. no 7729
- silica gel muﬂﬂ"ua\‘iamgmﬂﬁfaﬂﬂﬁ 0.063-0.0200 mm, Merck Cat. no

7734

- silica gel 60 RP-18 1u1aU8dain1a 40-63 1m, Merck Cat. no 1.10167

3. silica gel f1IU thin-layer chromatography
- silica gel 60 GF,54, Merck. 7730

4. silica gel 1T quick column chromatography
- silica gel 60 GF,s,, Merck Cat. no. 7730

5. Sephadex LH-20, Amersham Biosciences Cat. no 17-0090-20

6. anisaldehyde reagent, anisaldehyde: conc. H,SO, : glacial acetic acid:
abs. ethanol

ainsafuaziaiasiie

1. ‘Haa(ﬂﬁﬁL‘ﬁ(ﬂLLET\‘]5ﬂ@iﬂleiaLa@ﬁﬂlﬂwﬂﬁﬁﬂ§u 254 1Llae 356 nm
Spectroline® Model CM-10

2. \SaITINARYY 4 GIUNUI, Precisa 240A; 5 G1uWwI, Mettler Toledo
3% AX105 DeItaRange®

3. Lﬂ'%f'mmﬁgwaaumm, Griffin

4, Lﬂd%'aas:mUmimﬂlﬁmsa@mmﬁu, Buchi B-580 az R-114
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5. LL&JaaLﬁJﬂIWﬁﬁma{ Finnigan LC-Q mass spectrometer L&z MicrOTOF,
Bruker Daltonics mass spectrometer

6. Huadusuuniuwanislaususailnlnidiaas, Bruker Avance 300 FT-
NMR

7. vAAadamunlnslwladiiaes, Shimadzu UV - 2401PC

8. dunsnsasmUninslWlaiiinas, Perkin Elmer FT-IR spectrum BX

9. Digital polarimeter, Jasco DIP-370

Q/ o o ~ g
ﬂ']iﬁﬂﬂﬁ']‘ii]']ﬂﬂ"l(ﬁ%@ﬂﬂ'ﬂﬂ NI NAIILLAESN ﬁ']islﬁﬂiﬁﬂﬁ

L]

1. NISANAAIIINAIABAININ
1.1 MIFNANILLaNazTLA
TEuINIIAUILATUARZIBEA  nvein 102 Alansu  ananaeae
lafiaazTLae (mﬁ@"l&iné"u) 23 /63 ﬁqmﬂgﬁﬁauﬂunm 3 M NIDIURIIZLAL
lofinasTian sanauuks  YnasaietInevae 5 as1  §n ledesuaiaTweinasdiaa
sawmnfitnas Ao liuis
1.2 MIFNAAILLUNIHOA
Ihmnfidumssiasisefisesdiaauds inananadealsnInes 20 aas
@fialsinan) ﬁqmﬁgﬁﬁaalﬂunm 10 5% thasazaefldanniad  uaszwaImuan

AANABURI  FINMIFNATINIRNG 5 ATI /1IN LGADRIBRNATWLNNI LA

v

fAFUMNINRUEIUAS 102 AlanTy

l LL%@T’Jmaﬁaazé‘%m@ﬁqmﬂgﬁﬁao 3 7% N33

y y

FINRNATULANRALTLAG  Whn  209.0 N5 an

v uTdmamues

Narnivay 10 T n3a9

v v

FIBRNATILNNIWBIRBN 652.0 NN 1N

a Q€
|, | 87313gnD

v

Tasunlnnni

ﬁtﬁaﬂmm%’m amamanaaidnlinsalnil

ANUIENAY 40 AUABUNNIFNANTLINFITINNAIGWAINING
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Aad o Y a tﬁ’
2. 3nsuanarsuazingsmuigns
feuaININIURILAzLAazBEA (10.2 Alaniy) shananaslaavinasefine=diaa

v

LAZIUMER  IAEIUENA IWTUA 9 a9h

M3 1 NMIRNARIINNAGUAININGLAITINAZAE

daviazane FIURNA dmnnle (n3w) ANHHSETT

a = g: a a & A A =}
NI TULNRDLTLAG 209.0 YD INDIFDLIDNLAR DY
LN TULNNIUDR 652.0 YD IWTIRINON AT

21 nsuanasINdImETaTaNaasEIan Ltazﬁﬂaﬁs‘lﬁn‘%qﬂ§

indmanatwafinodian 40.0 N1 wusndsassuilasinlnni wiie
57 (@anues 150.0 n3u)  IFssuumzianaw  taniaw - lanaslsting (@aud 90 : 10 - 10
£ 90) WAWTZULaY 10% Mszuuas 500 Aasans laaaalsdnn laesalsdinn - Lafinezfian
(G3ud 95 : 5 - 50 : 50) WwanuduiIUUs: 5%  uaszlenaalsling - Lefinezdian
(@3ud 40 : 60 - 10 : 90) WRnenudludassua: 10%  afisesdian Lafinezfiaa -
LUMHEA (FIlLd 95 ¢ 5 - 80 : 20) Ruanuduinsuus: 5%  uaclefaesdian -
WMHEA  (AIUd 90 ¢ 10 - 50 : 50) WiwANALTwIATEUURE 10% uaz Wwaa 100% lag
Id5euuaz 300 Jaaaas HuASIaz 100 Dadaas ldmInovua 121 naa iaasrasouday
TLC  laumIuaadNany anisaldehyde reagent  wazuaadnameldussaansnhlowaa

RINNTNNURINUIOINALAN D UN "L@ijumiﬁ'mm 13 NG (A9 2)

A1313 2 mmﬂﬂmsmndmaﬁ'@%’maﬁaazfﬁmmi@ UﬂagwﬂﬂiNWIﬂﬂiWW%ﬁ@]L%’]

TLUUGITE NENENT wmnndle (3) ANy
LINLT% ; laAaa IRy
90 :10-80: 20 1 223.1 UadnTu RIINUARLNR DY
80 : 20 2 1.6 InbaFnR IRy
80 :20-70:30 3 1.7 fInbaFFu
70 : 30 - 60 : 40 4 11.9 InbaFnRaaden
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AN 2 (§d)

TLUUGITE NEUENT wmnnfile (n3)  anwaeans
LaNLDH ; laAaa lsRLNY
55 : 45 - 40 : 60 5 7.8 2YpILDIRBha T ITY
40 : 60 - 20 : 80 6 1.9 Yaaudinitama gy
20:80-90: 10 7 2.5 RIRBATD LT
lanaalsfiinu

= a =
laanalsiny : tafinazdiae

95:5
95:5-85:15 8 4.8 AP G (RIS
85 :15 - 70 : 30 9 6.2 InbaF g
70: 30 - 60 : 40 10 18 gandindiias
60 : 40 - 10 : 90 11 1.8 sswiladiianad
lafiaazoaa
LUNIOA 12 47 Pasudatirana
LUNHER 13 2.7 Pa9udaFrinanas

24.2 §1ngw 2 (1.6 n3u)  Nanwusidumnmiefndesdy ldanmase
folaniy - laaaalsiiny (80 : 20) 310 TLC 1#Ra19nu anisaldehyde reagent Waans
fulngusasnanelansidanhlawe  JshaiuendadsaaauilasunInnm®  (FEm
198 65.0 N30) lFsuuTHEnTn  uazlanTY - Bxdlan (AIud 98.5 : 1.5 - 93 : 7) 1w
ANNTTITTULAE 05% war 1%  wenaniisarsensazdlanuaziuniuea 1Eszunas 200
iaaaas tiuasiay 8 Jadans lemsnanue 130 naugas \oaTaseuds TLC lagns
WEAINATL  anisaldehyde reagent  uazusasnanigldusssashlawe  swnsnsamansi

mﬁauﬁ'u"l,@i”ﬂag:umsﬁmm 9 nawday (A1 3)

a1 3 ﬂ'ﬁLLUﬂﬁ'ﬁﬂ@;ﬂJ 2 @‘Twﬂaé'uﬂmuﬂwmﬂ

@ %

TUUGITE nguas  windld @adintw)  anwoeans

LENLTW  8sD At
985:15-975:25 2.1 89.7 FIRIARARDI
97.5:25-96: 4 2.2 133.0 YDILTIRVNI FI1TNRN G
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M9 3 (§a)

TLUUGITE NEUENT wmnnfile @adn3w)  snwmizans
LN : 92T lau
97.5:25-96: 4 2.3 82.4 fInbaFnaes
95:5 2.4 76.5 YIUTIF
95:5 25 429.3 FIRUATLARD
94:6 2.6 394.0 FIRUATLTEN
93:7 2.7 138.6 sInbaFaeam
asdlan 2.8 241.2 IRHaRI8IM
LNIHER 2.9 273.7 FInhaaai

2.1.2.2 ssngudey 2.4 (76.5 fadndy) Sansnuznduvesudsduld
NN TTELLENTS - 8xBlaw (95 : 5) 310 TLC MWaN19ny anisaldehyde reagent LA
waasnanelduaiaas i lawae mﬂuﬂQuf:ﬁmmmaulﬁ]ﬁ%ﬁ’]mLwﬂ@iaéhUﬂaé”mf
lasunInn W @dn1aa 5.0 n3N)  MSzUUTHLENY LaENLDY - LafaezTiaa (97 : 5)
Id52unriovan 400 TaaaaT Was  LENLTY - Lofinasdian (éi”'al,wi 95:5-92:8) lfyzuy
a2 60 DadanT UASIas 7 Dasans lemTnivue 72 naugay \Wearasaudae TLC lag
NSUEAINANL  anisaldehyde reagent mmsm’mmsﬁmﬁauﬁ'u"lﬁﬂﬁjwmiﬁwm 2 ngal

gag (1779 4)

a1y 4 ﬂ']iLLUﬂﬁ']iﬂ@;ﬂJ 2.4 ﬁaaaaé’uﬂmmiﬂmﬂﬂ

UMD UGEERE Wnenfle @asnsN) ANy
LNl ; Llefiaasdiae
95:5 2.4.1 14 YRIUDIFVN
95:5-92:8 242 30.0 PRIULDIFVN ®IINEN E

2.1.2.3 sIngudan 2.5 (429.3 Hadniu) Uanwasiumimiadivies
ldanmsszdlsianion - whiaezdiaa (95 : 5) 310 TLC 1AR319AL anisaldehyde reagent
wazugasnameldussdanhlowa Seianlafiezusndedsaasuilasinlnna® (Ganias
20.0 n3W) Iz numsianion  wazianiam - afinosdian (Goud 99 : 1 - 98 : 2) RuANS

ITTULAT 1% LEITUURT 100 HARAAT HONINAGITLAILLTNTY - 187aoTian (AL
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13149 5 ﬂ’ﬁLLfJﬂﬁ’ﬁﬂ@;N 2.5 ﬁ’)ﬂﬂﬂéﬂﬂﬂilﬂiﬂﬂi’]‘w

RINN b (

¥

a

TUUAID UGEERE UaANIN)  ANWUENT
ani : Lafinezdiae
97 : 3 2.5.1 40.0 2 IUDIRUNY RIIWEN E
97:3-96:4 252 170.2 2P IUDIRUNY ’IIWEN E
9 : 4 253 83.1 InbaFinaed
95:5 254 18.8 swiladiiaa
LUNHER 255 9.4 ssniiaiinena

iasdasngu 2.4.2 (30 HadnTN) UazaINguLan 2.5.1 (40 UadnTw) D9

v a Q‘q/ a aa s v
fenuihaulaazbhainuonliignodoaesuntlesininnad (Tdnaa 14.0 nin)  dae

JLUUTLINLTY - LONRTLAN (A9Ud 99 : 1 - 97 : 3)  LANANNIVITZUUAT 0.5% b

TeUUR: 100 TARAAT LAUATIA: 3 NARAAT laa1INInue 210 mjmiaﬂ LHanIIAIRAUAL

TLC I@ UM IURAINANL

anisaldehyde

reagent

uazlaaINaneldLgsaa laae

sanInnumIniiaunuldnguanviovie 6 ngutas (91319 6)

A1313 6 ﬂ’ﬁLLﬂﬂfSﬁﬁﬂ@:&l 242 une 2.51 ﬁ’)&lﬂﬂgllﬂﬂilﬂiﬂﬂi’“lﬂ

FUUAIDL UGEERE nsnfle @adnsN)  AnmITENT
lani : Lafinezdiae
97 :3 2421 22.9 289U d98917 &1 E
97 :3 2422 2.7 IUTIRVILAR DS
97 :3 2423 3.0 fInbaFae
97 :3 2424 1.3 RIIUDIFVNINARDY FIBHEY
813 C
97 :3 2425 1.6 RIUTIFT1 813 C
97 :3 2426 14.2 InbaFinaed
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2.1.3 13w 3 (1.7 N3w) fanwasilusmmiladdy ldanmsvzes
LaNLT% - laARa IR (80 : 20 - 70 : 30) lanaalsilinu  war laaaalitinu - Lefinasd
LA® (95 : 5) 910 TLC MAFN9NY anisaldehyde reagent Lazuaadnaneldizsans latag
Sevhawlafiazusndadisnosuiilasunlnnm® (Fanas 35.0 n3u) Fssuumzianon  uas
anian - axflan (@aud 99 : 1 - 90 : 10) waMuTTIsTuLa: 1% l4Euuas 100
183805 (iunssa: 8 Dadans ldasnmmue 42 nawgas \Woamasoudis TLC lagms
LEAINATL  anisaldehyde reagent uazusasnanisldusssashlawe  swnsnswansi

mﬁauﬁuvlﬁmjmmiﬁmm 5 naugas (A9 7)

A9 7 ﬂ'ﬁLLﬂﬂﬁ'ﬁﬂE‘jﬂJ 3 ﬁwﬂaé’fwﬂmmiwmﬂ

TUUAITE NANENS imindle (HadnsN)  snwmeas
LINLTY : 9= Tlan
97.5:25-97:3 3.1 617.5 fInhaFsu
97 :3 3.2 114.4 RIINUATHY
9 : 4 3.3 573.9 audiniafau
9 : 4 34 66.3 YaIWTIIRYY RIINEY G
95:5-90:10 35 2254 Y IUDIFLARDIFY

2.1.3.1 anngudas 3.1 (617.5 Hadniw) Janwmzidusiniedduld
PN ITTEILLINLTY - B2TLaU (97.5 : 2.5 - 97 : 3) 31N TLC MAFNINL anisaldehyde
reagent uaziaasnamelanssanhlame hldusndadsaasuilasunlnnnd  (@&m
198 15.0 n30) Mszuudaenam  uastaniam - laasalsiimu Wivanuddiszuuas 1%
wasinszuudn (94 : 6 - 88 : 12) WwAMNTTITTULAE 2%  uay 1RNTTULL (85 : 15
- 50 : 50) RwANTTaszua: 5%  iwszuuin (60 : 40 - 90 : 10) uazlaesalsiinu
Ruanuiitaszus: 10%  udazszuuldszunas 100 §a580T (iuasia: 8 Jadans léms
131 ngugoy Wearamaudis TLC TagmIusaanany anisaldehyde reagent LAz
uaadnaneldlaioa b lalag mmsmaumiﬁmﬁauﬁ'u"l,ﬁﬂﬁjwmsﬁzwm 11 ngudey

(@174 8)
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f13139 8 ﬂ’]ﬁLLElﬂﬁ’ﬁﬂ@;&l 3.1 ﬁ?ﬂﬂﬂﬁ&lﬂﬂi&lﬁiﬂﬂiﬂw

TUUAID UGEERE dminfile @adn3)  snwouzans
LN lanaalsiing

96:4- 94:6 3.1.1 4.6 VOIUTIFNRD
94:6-90:10 3.1.2 59.6 fInhaFnaeg
90:10-85:15 3.1.3 171.9 wudvaassan

85 : 15 314 143.9 diudwaesdan
80:20 - 75:25 3.15 122.9 CRRVATOL (RN
75:25-60 : 40 3.1.6 63.4 RIRUATFY
75:25-60 : 40 3.1.7 Hig. 1 PoIUTIFTINNRDS
60 : 40 - 55 : 45 3.1.8 254.0 R HARIARDIF
60 : 40 - 55 : 45 3.1.9 22.2 PDIUTIRIARDS

50 : 50 3.1.10 472.0 VDINUA TN

50 : 50 3.1.11 42.9 PDIUTIFVINNRDS

2.1.3.1.3 MIngutan 3.1.4 (143.9 Hadnw) fanwmzasoing
fwdesden lenmIredloanian - laasalsimu (85 : 15) 90 TLC l#R9nL
anisaldehyde reagent hldusndadisaaanstlasanlnns® @&naa  10.0 n3N)  @ae
SrUURITHENY  wastaniaw - laasalsiing (99.5: 0.5- 99 : 1) finenufitarzuna:
0.5% ld5zuuas 100 Haaans LAuassas 50 Jaaans usstnszuuy (97 : 3) LRNAY
fassuar 05% Msruuas 90 insans uasinszunilu laaselsfinu  100%  1fiu
asiar 8 fsdaas lémy 45 naugan Hoamasoudis TLC lagnsugeanany
anisaldehyde reagent  uazugaswameldusssasllowe  swnsorwsstmiioninle

ﬂ&jmmiﬁwm 4 NauEaY (1139 9)

a137149 9 ﬂ’]iLLfJﬂE‘ﬁiﬂE\j&l 3.1.4 ﬁ?ﬂﬂaﬁwﬂﬂiu’liﬂﬂi’]ﬂ

a

TLUUGITE nguans  swindld @adinin)  anwoeans

ANt : lanaa 13N

97.5:25 3.1.4.1 28.2 FIRdaFvaadla
97.5:25 3.1.42 77.4 FIRUATNRDI
97:3 3.1.4.3 24.6 AIALATARIAILUINY

laanalsding 31.4.4 5.1 FIRIARINR D
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2132 aIngudas 3.2 (1144 Hadniw) danwoziduswiieddy
ldnnmsoealsianian - az@law (97 : 3) a0 TLC 1%&N29nL anisaldehyde reagent Waz
uaadnaneldussaanilawa shausndadmsaeavilasanlnnmi (Ednaa 10.0 n3W)

v a =

TLAIITUUAITLENTY - 82TLan (99.5 : 1.5) l1TIzUUR: 200 HARAAT [fuasias 50
Jnsans waztiuszuu (98 : 2 -96: 4) WRuanuiitaszues 1% tRnszuudu enam
- o=@law (90 : 10) ld52uuaz 100 Hadans Wiuasiaz 5 Jadaas ldas 100 naugiay o
@77980U68 TLC lasmIUaAINany anisaldehyde reagent uaziaasnaneldigsansn

lawaq mmsmmmsﬁmﬁauﬁ'ﬂéfmjuaﬁﬁwm 3 ngugag (@199 10)

a1313 10 ﬂ"l‘iLLElﬂﬁ']iﬂEj&J 3.2 ﬁaﬂﬂaﬁuﬂmmiwmﬂ

TUUGITE UGEERR imindle (TafnsN)  snwmsas
LN : 92T law
98:2-97:3 3.2.1 40.0 VBIUTIRVI FIINEY A
9 : 4 grp 10.6 VaIUTIRUY FIINEN G
96:4-90:10 3.2.3 26.2 PaIUTIRVY RFIINEN G

2.1.3.2.1 aIngueas 3.2.1 (40.0 Jaaniw) Hanwaziduveudsa
217 lenmsvzaisenian - asdlaw (98 : 2 - 97 : 3) 0 TLC TiFu9nY
anisaldehyde reagent uazugaInamelduasdarliloaa days NMR WUEIUHANVEIAT
waneialaslansysznay A (sss 3136) tusiunan sauondadisaaanilasunlnn@
@an1aa 5.0 nN3N) MSTuuUTsiEnow - laaaaliiinu (99 : 1 - 94 : 6) lE3ruuas 50
185507 LAuAssa: 1 Dadans wastinszuuluaniam - lanaalsiinu (90 : 10 - 80 : 20)
Ruanuiitazuue: 10%  l95zuuas 50 Sadansldans 133 naugan \flanvasaudie
TLC laumIugadnany  anisaldehyde reagent wazaaINanelauassns i lawaa

mmimaumi‘ﬁmﬁauﬁ'uvlﬁn@;wmiﬁwm 3 ngugay (a3 11)
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13139 11 ﬂ’]iLLﬂﬂﬂ’W‘iﬂ@:&I 3.21 @Twﬂaé'uﬂmmimﬂﬂ

TUUAID UGEERE wmsnfile @adnsN)  AnmIeaT
LN lanaalsiing
98:2-97:3 3.2.1.1 30 PaIUTIRVI ®13 A
9 : 4 3.2.1.2 1.5 20IUTIF?
96:4-90:10 3.2.1.3 2.2 VDINTIRUN?

2.1.4 daanga 4 (11.9 n3w) dansnuzduamiefiniendsn ldnams
TLAILENLTY - bAARBLIHLNY (70 : 30 - 60 : 40) IuaNa8eIiNazagLEanLTL
wazosdlandiiu ldssngueas 3 ﬂ@;w’]‘}ﬂﬁlﬂumm@;uﬂaﬂ 41 (2.0 n3n) HNanwmeidu
smiefvaeddion sngudes 42 (6.5 n3w) (uvesnddmnuntes uaz snnguden
43 (3.4 n3v) JuvadudiFinaetauTe
2141 @Ingudey 4.2 (6.5 NIw) VL@Ta'mmsﬁwmsﬂajmiaﬂ 4 §
anwaciduvasudsfunnimies  an TLC 1A&N9NL anisaldehyde reagent UAZLRAINE
muldussaanhilawe duusndadluaaanilasinlna@  (Gdnwaa 65.0 n3N) 1T
JTULTLLINLTY - LAAABLINMNK (90 : 10 - 70 : 30) lE32uUaz 200 NARAAT \fiuassas 50

aaaas  wastnszuun aneow - laesslsiitnu (60 : 40 - 40 : 60) lEszuuaz 200

2D

'
a a

88807 ANANMUTUTITZUY 10% LAUATIAE 8 UAAAGT UAZTZaI8LNNIUEe 16813 160
naudey  LiaasIameusiy TLC 1a8NSURAINANY  anisaldehyde reagent  LAZLRAINE
muldussaantalaiae mmimmmsﬁmﬁauﬁ'uvl,éfmiumsﬁmm 8 NjuLay (A9 12)

f13139 12 ﬂﬂiLLUﬂﬁ’]‘iﬂ&jM 4.2 @Tamaé’mﬂmmimﬁﬁ

TUUAITE uGHERR iminfile @adn3y)  snwmizans
LN : laARalIRING
60 : 40 4.2.1 154.1 289UI982717 ®13 G
60 : 40 422 180.8 VaIUTIRVIDNLAR D
60 : 40 - 50 : 50 423 94.7 VOIUTIEV?
60 : 40 - 50 : 50 4.2.4 5.4 N3 2a4UTIFUN ®13 G
50 : 50 425 104.6 Y IUTIFVNIDULAR DS

45 : 65 - 40 : 60 426 230.2 NIRNATNRDI
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AT 12 (6d)

TUUAITE ngua1s  dwminAld (Wafnin)  Anwozans

a
LA © 8ET A%

90 : 10 427 40.4 FTRUATARDITY
LNNWOR 428 20.2 FIRUATNRDI

2142 ssngudas 4.3 (34 nin)  Hanwaziduveudsmnaasen
den ldannisseansngu 4 an TLC 1#&U29AL anisaldehyde  reagent  UAZURAIHA
muldusssanhlawaa Manuondamsnaavt  lasunlnand (@Enaa 65.0 nN)
I e uumzianimn - o=dlan (98 : 2 - 96 - 4) Fszuuas 250 Dasans uastnszuLLn (95 ;
5-92:8) Ruanuiidassuna: 2%  lfssuus: 250 DaAansuazmeeay axdlaw uas
Wmuea Wiuasiay 8 Iadans eudiey lems 163 naueiat \lanvasaudie TLC
1asNIuEAINaNL anisaldehyde reagent uasiaadnamuldauasans hlawa sa1503
msﬁmﬁauﬁ'ﬂﬁmjwmsﬁmm 6 nautay (A4 13)

13139 13 ﬂ']iLLElﬂﬁ’]iﬂi;ﬂ;&l 4.3 manaaulasunlnani

TUUAIDL UGEERE dmnnle @aanIN)  ansouzans

=\
LENLT - BT Atk

98:2-95:5 431 836.7 Yo IUdIFN ’IINFN G
97:3-95:5 4.32 129.5 VIUTIRVIDNLAR D
95:5-92:8 433 87.3 VaIUTIRYNI RIINEN G
92:8 434 1.4 N3N FIRUATLARD
asdlau 4.35 645.5 Y2 IUTIFVNIDULAR DY
LUNMUER 436 311.6 fInbaR e

21421 sningudes 434 (1.4 n¥n)  danwasiluanmiled
WiReY  enMITEeaney - asdlaw (92 : 8) an TLC MWAFNAL anisaldehyde
reagent taugndaalunaaNilasunna? (Finaa 15.0 W) vearsanes - axdlan
(92 : 8) lf5zuuaT 400 NARAAT fuessas 5 aaaas uwaziuszuuiin (97 : 3-94:6)
#5unaz 100 Sadaas RNANUETITTULA: 1% uasifivszuuiiu (90 : 10 - 80 : 20) 14

T:UUAE 100 FARAAT LANAMUTTITZULAE 5% UATTLAILNNIWAN LaF1INIRUA 120 ngal
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f1313 14 ﬂ’]iLLUﬂfSﬂiﬂ@:&l 434 Meonaanlasunlnniil

TUUAID UGEERE dmsnfile @adnsy)  anwouzans
LaNLTn : axGlan
98 : 2 4341 81.2 22U I981 ®IINFN G
98 : 2 4.3.4.2 38.5 PaIUIIFVNIANEY wax
98 : 2 4343 49.5 Ya3udsfgvndunan
98 : 2 4344 217.4 IniaFntesla
98 : 2 4345 416 ya3udefula
98 : 2 4346 217.1 fInhaFnaeg
98 : 2 4347 81.4 S NG RSB RN
98:2-96:4 4348 293.3 RIIRUATLARD
90 : 10 -80 : 20 434.9 173.3 FIRUATLARDIT
30 : 70, LWUMUEA 4.3.4.10 157.2 FIRUATLARDIT

21422 snngudas 435 (6455 HaAniw)  Hanwaiu

& A A 1% (Y a oA [ .
Ya9udsFrnntedldannmsrealsesdlaw - a0 TLC 1W&N9AL anisaldehyde reagent
dhanuendameonaauitlasininand (@nea 15.0 n3n) 1SssuuTsianioy - lefinesdiaa
98 : 2) lE3zuuNInue 650 NaAAAT LAUATIAE 4 UadaaT x5 150 ngudey  1la
@37980UF28 TLC laanSuaadINany anisaldehyde reagent  Uazuaadnanaldizsaan

lawaa mmimwmiﬁmﬁauﬁ'ﬂﬁmjumsﬁmm 10 ngutag (@379 15)

f13139 15 ﬂ’]iLLUﬂfSﬂSﬂ@:&J 435 Meonaanilasanlnniil

(%

TUUAID UGEERE WninAle (FaAnIN)  anuoaans

LN : LaNRAZTLAE
98 : 2 4.3.5.1 16.9 RIRUATIARDI

98:2 4.3.5.2 171.4 YaIUTIRUI RIINEY D
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A1319 15 (6a)

TLUUAITE NENENS wmnnfile @adniN)  Anmoeans

AN : lafinazdiaa
98 : 2 4353 79.5 PIUTIEN ®IINKN D
98 : 2 4354 24.6 PIUTIEN ®IINRN D
98 : 2 4355 9.9 P IUDIFN
98 : 2 4356 52.2 PaIUI9E ®IINEN D
98 : 2 4357 24.6 PTI98 ®IINSN D
98 : 2 4358 14.4 PaIUI9E1 ®IINSN D
98 : 2 4359 102.3 RIRHARIARDY
98 : 2 4.3.5.10 23.0 fIUTIRVNILAR DS

21423 snguees 4352 (1714 Jaantn)  Janwaiu
289U DIFVINNATBE L ENLTY - LaNaezTiaq (98 : 2) 3n TLC 1#FN2197D anisaldehyde
reagent NMR wWudlanstsznay D (sss 3451) LHusindsznaunaniiniiensadie
aaautlasinlnnn® (B8naa 10.0 n3y)  lTszuuTsianiay - Lafiaezdiaa (98 : 2) 17
FTULTIRAA 400 UaRans  LAuRSia: 5 isdaas ldas 82 naugas \aaTameudy
TLC lagmIuaadWany  anisaldehyde reagent wazuaadnaneldussaaiilowaa
mmsm’mmsﬁmﬁauﬁ‘uvlﬁmjum‘sﬁzwm 4 Nywyay (A139 16)

A1314 16 ﬂ’]iLLElﬂE‘T’]iﬂ%ﬂ;SJ 4.3.5.2 ﬁ?ﬁlﬂ@ﬁ&lﬂﬂiwﬂiﬂﬂi’lﬂ

TUUAITE yGHERR imindled @adnsN)  snwmeans
LaNLTY : LafinazTaa
98 : 2 4.3.5.2.1 166.1 fIInbaFnaDd
98 : 2 43522 8.3 22 IUTIRV?
98 : 2 43523 10.1 PDIWTIFD?
98 : 2 43524 2.0 PIWTIRD?

21424 sninguden 4.3.52.1 (166.1 adniu)  Aanwaiiu
YIUWTIFVINNNTTELLENLTY - LaRiRezTLaa (98 : 2) 3N TLC 1#&EN9AL anisaldehyde
reagent  sInguitilanwhauly  Jsudanuedin (820 Hadniu) WWaRInaaNY



AN 17 ﬂ’liLLUﬂE‘ﬂiﬂE\j&l 4.3.5.2.1 ﬁ?ﬂﬂﬂﬁﬂﬂﬂi&lﬂiﬂﬂi’]ﬂ

50

TLUUAITE NEUENT wnnnile @adniN) AN
laaaalsiing : wnmues
20 : 80 435211 1.5 PIUTIRV?
20 : 80 435212 15.4 PIUTIF
20 : 80 435213 56.0 Y IUTIFV
20 : 80 435214 13.3 IRV

21425 ®Ingugdey 4.35.2.1.3 (56.0 UaAniw)  Hanwoz

Wurasudednnn  leannmsvzanslaaaalsiiny - lwnuaa (20 : 80 ) 310 TLC lWRu9NU

anisaldehyde reagent mﬂ‘*ﬁaga NMR msmjuﬁﬁmmmaﬂa Wuwendasunaayl

lasunlnn® ofia C-18 reversed phase Tzensszuvazdlanlulas - wniuaa (30 : 70)

lfyzuunsviug 300 Ua8863 LAUASIAE 1.5 UAFA6T lAR1IINIRNG 150 nauay )

@37980U638 TLC laumIULAaINANL anisaldehyde reagent  Uazuaadnanelduzsansnh

lowaa mmsmwmiﬁmﬁauﬁ'ﬂﬁﬂ@jumiﬁwm 3 naNgay (@139 18)

1313 18 ﬂ’]SLLEIﬂﬁ’]iﬂa;&J 4.3.5.2.1.3 @T’mmé’uﬂmmhmﬂ

UUAITE uGHERE dmeind e ANWUSRNT
HafdnIw)
ardlanlulas : Lunuea
30:70 43521.3.1 8.6 YaUIIFN ’IINEN D
30: 70 4352132 10.7 YaIUdI81 ’I1INEN D
30: 70 4352133 5.2 22U II8N ®IINEN D

2.1.4.26 VhaInguden 4.3.5.2.1 (78.0 §adniw) Euilnaauuen

aaanit lasunlnnfoila C-18 reversed phase Tranoszuuazdlawlulas - Wn1uea

(30 : 70) lFszuunanua 300 HafdaT iiuATIaz 1.5 HaddaT ldaImnaa 105 ngutas
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@137149 19 ﬂ’liLLUﬂE‘ﬂiﬂE‘iﬁJ 4.3.5.21 @T@Uﬂaﬁuﬂmmiwm’ﬁ\l

TUUAITE UGEERE wminfile @adn3W)  snwmzans
ardlanlulas : Lunuaa
30:70 435211 75 IRV
30 : 70 435212 12.2 PaIUDIFV?
30: 70 435213 10.3 Y IUTIF
30: 70 4.3521.4 41.3 224U T9817 ®13 D

s

245 hangu 5 (7.8 niN) ansundumnmilefidoudyldannnmne
e 1antan — laaaalstiinu (55 : 45 - 40 :60)  FNNIRNGILAINRSALLTNLTULRE BT
Slauldans 2 ngy IWdussngudes 5.1 (5.9 nu) (Wuvesudsmnfeadn sIngudas
5.2 (1.9 n34) upasudsiuniaaidan
2151 sngudey 51 (5.9 niw) Uanwaiiuseudmnteady
"L@i”mﬂmsﬁ'mmsmjw 5 q1n TLC 1#&129101 anisaldehyde reagent wazRunaduwibef
wsasnamuldusssanhlowe  Foihaulafiszusndedsassuilasunlnnsd (Fanies
65.0 NTN) MIHITTUUMITLLINLTH LAZLENLTY - Lafiaasdiaa (85 : 15) lT3zuuaz 200
185503 (uassas 50 DaRaas uAzlanimw - Lofinesdiaa (80 : 20) lgszuuaz 600

ARAAT LNUATIAS 50 NARANT LATTZA8asDlan LUNIWAR NEIAU LGENININNA 24

22D

g WaaTageuein TLC laun1IUAAIHATL  anisaldehyde reagent  wazuaadnanold
wEdaAI laaa mmsm’a&lmsﬁmﬁauﬁ’u‘lﬁmjmmiﬁmm 11 ngugay (@179 20)

a1 20 ﬂ"l‘iLLElﬂﬁ']iﬂEjﬂJ 5.1 ﬁaaaaé’uﬂmmimmﬂ

TUUGITE NAUENT dmindile (adnsN)  anwmsans
LENLTH © LaNiaezTaa
85:15 5.1.1 15.8 FIIRBATLARDI
85: 15 5.1.2 76.2 2 DIRVIARD
85: 15 5.1.3 58.1 RIRAARARDI

85:15 51.4 714.1 YD ILTIRVIILARDI
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1319 20 (@)

FUUAID UGEERE dnsnfle @asnsN)  AnmITET
lanin : Lafinezdiae

85: 15 5.1.5 334.7 RIRUATARDIRIINEN G
80 : 20 5.1.6 117.3 R AR
80 : 20 5.1.7 396.1 2P IIIF
80 : 20 5.1.8 68.6 2RI
80 : 20 5.1.9 60.7 sswiladiiana
azdlan 5.1.10 1.4 3w RIRhaLI
LUNWER 5.1.11 60.1 snbaFdeadm

21511 gnInguden 512 (762 Hadnaw) danwaiiluvasuded
P1UNRBY  LRINNMITLAILLTNLTY - Lafinesdiaa (85 : 15) 3n TLC IAEN9nu
. ° . Ao [ a [% ' ' =
anisaldehyde reagent iha1InguidsdIzianion uaz axfilau ldmy 2 ndu  ngunds
(44.5 TadnTu) Aanwasidussnilemdod ngu 2 (31.7 Hadnsw) (Huvasudsduneniden
o 1 1 v s 6 A Aaa > U
hsnguresunendadisaaand  lasanlnan@d (@8n1aa 10.0 niw) Tz vy
LINLDY  LAZLENLDY - a2Tlan (97 : 3) MzuuUas 100 UafAaT tAUATIR: 5 NadAnT way
LN - aslaw (97 : 3 - 95 : 5) 13zuUUR 100 ARAAT LALATIAE 5 NaAaT Laziiy
sruuilu (95 : 5 - 90 : 10)  laanInsnue 45 naugay Waanagauein TLC lhfieiy

anisaldehyde reagent a13nTInINndauiuldnguamninag 5 ngutas (11319 21)

39 21 ﬂﬂiLLﬂﬂﬁ'ﬁﬂ@:&l 51.2 ﬁ?ﬂﬂﬂﬁﬂﬂﬂi&ﬂiﬂﬂi’]ﬂ

TEUUAID UGEERE imindile @adn3)  snwouzans
LN : 82T law
97 :3 5.1.2.1 9.5 28U I981 ®IINFN G
97 :3 5.1.2.2 0.6 YIUTIF
97 :3 5.1.2.3 13.6 284uT9§I1? §13 B
97 :3-96:4 5.1.2.4 8.7 PIUTIRD?

90 : 10 51.2.5 6.6 NIALATNRDI
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2.1.5.1.2 s1Ingutey 5.1.8 (68.6 Uaanin) Hanwaziduvasuddun
Weoa laanmsvzaisianian - Lefinas@iaa (80 : 20) 3 TLC l#R:29AU anisaldehyde
reagent NUUTNMBLENDY Wz azflau ldmy 2 nqu ndw 1 (36.4 UaAnTu) Hanmue
I A a A 1 a a s a e I A =) =S o 1
Dusnsnliadidion a1Ingu 2 (32.3 Uadnin) Uanwacidummiafivies haangy 2 an
wondadie aaanilasanlnan® (Bdnaa 10.0 n3n)  lEszuussianian - axdlaw (95 : 5
- 94 :6) M5zuUaT 100 J8AAAT LAUATIAZ 5 VARAAT LAZTLAILLNNUOR MHRITNIRNA 70

1 ] dl v Q .

ngutioy WaaTameudiy TLC laun1IuA@INany  anisaldehyde reagent — WAZUAAINA
moldussdanhlaa mansnnussfimlaunuldnguansnimue 7 nguton (01319 22)

0131922 MIULNNGY 5.1.8 lagaaanitlasunlnnm

TUUGITE UGEERE dmindle @adnsN)  snwmsans
LN : 92T law
95:5 5.1.8.1 11.6 P ILTIFV
95:5 5.1.8.2 3.0 S NGTRE ee)
95:5 5.1.8.3 1.9 YIUTIFD
95:5 5.1.8.4 1.5 Y IUTIFV
95:5 5.1.8.5 4.2 289ud9§117 ®15 F
95:5 5.1.8.6 12.7 Y IIIFN
95:5 LUNNOUA 5.1.8.7 2.4 fInbaFnaed

2152 snngudas 5.2 (1.9 niw) dansmziuvasudefuemdnm 14
ANMINNGILLINLT maamimjmiaﬂﬁ 5 910 TLC #&N190U anisaldehyde reagent Las
funsduniiiusasnansldusssaalaaa Sehaulafiazugndadronasuilag
A (B8 65.0 N3N)  LETTULTLLINTY WALINLTY - 82T 1lau (94 : 6) LTITUY
82 250 NARRAT WAL LINLTY - BTlan ((iQ?GLL@i 94 : 6 -90 : 10) RNdnszuuas 2% Moy
8z 250 waznszuudwanimn - axdlan (90 : 10 - 86 : 14) uaz (80 : 20) AuASIa: 5
188503 wazmzdanazdlan ldmInonue 157 nguday ianvasaudis TLC Tasms
LEAIHATL  anisaldehyde reagent  uazusesnansldusssasihlawe  swnsnsawensd

wilaunuldnguanInimua 10 ngutay (a1319 23)
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131923 MIUENNGW 5.2 Tagaasuitlasunlnnni

TLUUAITE NENETS wminfile @adn3y)  snwoizans
LINLTY : 9T lan
94 : 6 5.2.1 30.1 Y IUIITARDILTY
9 : 6 5.2.2 108.1 VaIUTIRIRRIa V)
9 : 6 5.2.3 180.4 289uT9§I1? ®13 G
94:6-92:8 5.2.4 137.0 Y IUIIFLARDID DY
92:8-90:10 525 540.5 Yo IUIIFILARDIa NV
90 : 10 5.2.6 190.3 VaIUDIRIARDS
90 : 10 - 86 : 14 52.7 385.9 VOILTIRIARD
86 : 14 5.2.8 8.7 Y IUTITLARDY
86 : 14 - 80 : 20 5.2.9 16.0 RIRUAFLAL?
LUNUER
LWNHOR 5.2.10 13.8 FIRBATLDL DY

2.1.6 hangu 6 (1.9 n3w) Ianwaduvesudmitafdoianinios 1d
PNMITTEMILLINLDH - LAARBABNINY (40 60 - 20 :80) IIAIMILAIVINAZALENLTY
wazazdlawldmangueos 2 ndu  sIngudas 6.1 (731.8 Hadniw) (Duvawdimde
Waad  aInguees 6.2 (1.1 n3w) usIwilamasddy

2.1.6.1 aInguday 6.1 (731.8 Nadniw) Aanwasziduvesudimien
WARa9 VI,@‘Tﬁnmsﬁ'mﬁamanmumaamimjwﬂ'aﬂ 6 310 TLC lWRa19ny anisaldehyde
reagent  uasfunsdumiifiugesnanslduss Foiaulafiazusndedisaesutt  lasunln
AA (FAnLaa 15.0 N3N ) lEsruuTana - axdlaw (92 : 8) lTsruuaz 100 Aaddas
WazLENITW - 028 lan (A9ud 92 : 8 - 86 : 14)  LRwGITUUSE 2% lFsuuas 100 uas
Wuszuudwanios - asdlaw (25 : 75) uaz ox@law uasia: 8 fadans ldmsranue
127 ﬂéj&lﬂaﬂ Lﬁamnaauéfw TLC lamIuaadnwany anisaldehyde reagent (183}
waasnanelduasaanhlolan mmsm’;wmsﬁmﬁauﬁ'u"tﬁmjumiﬁgmm 10 ngueay
(A1319 24)
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1319 24 MILLNNGA 6.1 Tagaasuitlasunlnnni

TUUAID UGEERE Wnsnfle @asnsN) ANy
LINLTY : 9= Tlan
92:8 6.1.1 9.7 RINhARIARDY
92:8 6.1.2 21.3 AP CE R R RhN,
92:8 6.1.3 48.7 289U0982717 &3 H
92:8 6.1.4 2943 sanbaF o
92:8 6.1.5 67.5 CAPIST O (RIS
92:8 6.1.6 25.6 AP CE(RTHEISIEY
92:8-90:10 6.1.7 13.3 CRRUMT L ETTRISTEY
90:10-86: 14 6.1.8 22.4 CARVT L ETTRISIEY
86:14-25:75 6.1.9 14.3 fanbaFgT
azdlan 6.1.10 53.5 Padudiniamiaaty

2.1.7 smngudan 7 (2.5 n3n) dansudummiteddendy ldanms:
oLany - laaaalsdny (40 : 60 - 20 : 80) 910 TLC l#R319AL anisaldehyde reagent
wasfivnsdunibiuanswanieldussansllawa Sehaulafiazuondadunasuil
lasiInn# (3n1aa 65.0 N3X) LEseUUTLLantaY - axdlan (94 : 6 - 88 : 12) =uU
a2 250 NaAAAT LANATUUSE 2% uastaszuiidln Laniw - axdlamu (88 : 12 - 75 : 25)
l¥5=0uaz 250 Hadans LAuasiay 8 fadaas ldmsranua 147 nyuting \flaavamay
¢ TLC launIusadWany anisaldehyde reagent uazuaadnansldizisaniilaias
mmsm’mmiﬁmﬁauﬁ'u"l,@i”mjuaﬁﬁgwm 7 naweag (#1309 25)

131925  MIUENNGY 7 Tagaaanitlasainlnnmd

TLUUGITE NEUENT wmnnfile @adniN)  Anmmeas
LN ; axdlan
94:6-92:8 7.1 37.9 2 DIRVIARD
92:8 7.2 20.9 RIRAARARDI
92:8-90:10 7.3 302.2 2ILDIRVNBNL DL

90 : 10 7.4 415.2 FIRRATVDIDNRRD
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M3 25 (§a)

TLUUGITE NEUENT wmnnfile @adniN)  Anmaeas
LN : BT lau
90 : 10 7.5 640.2 AP O (RTHEISIEY
90 :10-88: 12 7.6 430.9 sawiladdoreutiinna
88:12-75:25 7.7 346.9 sInilaminanada

2.1.7.1 snIngueey 7.6 (430.9 Hadniw) Hanwoziduansndamion
owinenaldanmistedinianian - ax@law (90 :10 - 88 : 12) 910 TLC ey
anisaldehyde reagent hldusndadisnaauilasuilnn® @dnaa 15.0 n3w) 14320
TATNLTY - 0xElan (90 : 10 - 88 - 12) ldszuuas 100 UadaaT WMNIITUUSE 1% Uas
Wnszods anemn - ax8law (85 : 15) LAUASIR: 8 Hadans  ussTeddnasdlaw uas
wmueamudey Mssuuay 100 Wiuasse: 3 Sadans ldmsronue 75 naugiag il
@37980UA38 TLC lagnSuaaINany anisaldehyde reagent uazuaadnanaldizsannh

lalaa aﬁmimwmiﬂmﬁauﬁ'ﬂﬁmﬁwmiﬁwm 7 NaNLay (@139 26)

1313 26 Naﬂ’?iLLUﬂﬁ’ﬁﬂfﬂ;&l 7.6 meonaantlasunlnns i

TUUAITE NENETS imindld @adnsN)  snwmans
LN - avTlan
90:10-89: 11 7.6.1 42.6 fINHAFNRDY
89 : 11 76.2 16.5 YaIUTIRIARIB T
89 : 11 7.6.3 29.2 Y IUTIRVIDNLAR DY
89 : 11 7.6.4 147.7 P IUIIRIA R8N
88:12-85:15 7.6.5 101.0 mwiladidslousiina
azdlan 7.6.6 34.4 PaIWIIRDBI0UL AR
LWNHOR 7.6.7 21.5 P IUIIFD LD ULAR D

2.1.7.1.2 nInquday 7.6.6 (34.4 Jadnin) Uanwoziduvesuds
FlrauniadldnnmIredisezdlan ann TLC 1#Ra29nL anisaldehyde reagent %'l
uondameanaaNtlasanlnni® (F8nwaa 10.0 n3u) loszuuszianian - azFlan (90 : 10)

[

I¥5zuua: 100 Na886T LAUATIA: 1 NARAAT LOENININNA 38 ngwday Wansiamay
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AN 27 ﬂ’liLLUﬂﬂE\j&l 7.6.6 @Twﬂaﬁuﬂmmiwmﬂ

TLUUAITE UGEERE wmnnfile @adniN)  Anmmeas
LINLTY : 9T lan
90 : 10 7.6.6.1 4.1 fInbaFnRed
90 : 10 7.6.6.2 7.7 InbaFaen
90 : 10 7.6.6.3 10.1 RINhaFTL
90 : 10 7.6.6.4 16.0 RIINUARLITEN

2.1.8 a13ngution 8 (4.8 n3w) Aanwauzdusmilafdondn  ldnms
et lanaalsiiny - Lafinas@iaa (95 : 5 - 85 : 15) 310 TLC #AFN29AL anisaldehyde
reagent  uazRusdumifingasnaneldugs  Soisulafiezuandasionasutilasunln
il (F5nea 65.0 n3w) MdssuuTzianian - exflan lssuua: 250 Hadaes it
sruuRr 1% uazfiussunidu  tanaw - ex@lan (88 : 12 - 80 : 20) ldszuuass 250
1888n3 1 ANIAsEUUSS 2% wasfussuudn  tanem - axdlan (75 : 25 - 40 : 60) M
J2UUSY 250 DaAaAT  WNDAsELUSY 5% LRuASIaz 30 Aadaas laminnua 133 naw
sog 1ionTasaudie TLC launsusasnany  anisaldehyde reagent  uazusasnanele

wsadashlawa sansnuasimlaunuldnguansninue 14 nguday (@194 28)

1313 28 ﬂ’]iLLElﬂﬂa;&l 8 ﬁ?ﬂﬂ@ﬁﬁﬂﬂ‘i&niﬂﬂ‘i’]ﬂ

TUUAID UGEERE wmsnfile @adnsN)  AnmIeaT
LanLy ; asdlau
92:8 8.1 24.0 InbaFinaed
92:8-91:9 8.2 77.8 Y IUDIRIARDS
91:9-90:10 8.3 97.6 RInikafaen
90 : 10 8.4 175.5 YaIuTIIRIARD
90 : 10 8.5 33.8 Pa9UdIFIN 813 |

90 : 10 8.6 38.1 PBILTIRUNIDNLARDY
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1319 28 (@)

TUUAITE NENENT wmnnfile @adniN)  Anwoeans
LINLD : 82T LAY
90 : 10 8.7 364.4 swiladiima
92:8 8.1 24.0 InbaFinaed
92:8-91:9 8.2 77.8 Y IUDIRIARD
91:9-90:10 8.3 97.6 RInikadaen
90 : 10 8.4 175.5 PaIUTIIRARD
90 : 10 8.5 33.8 PaIuTIRIY &7
90 : 10 8.6 38.1 2IUTIIRVIDNLAR DY
90 : 10 8.7 364.4 mawiladiiaa
88:12-86:14 88 515.4 maniladines
86:14 -84 :16 8.9 833.4 aIndiadiiaad
86:14 -84 :16 8.10 54.3 PIUTIRVIIDNIAR DI THEN |
80 : 20 - 60 : 40 8.11 400.2 P IUIITDURFDI
asdlau 8.12 291.9 Yol dIRIARDIaNLT LN
lanaalstiinm 8.13 i I Yasudsiinanadu
LW 8.14 152.1 PasudaFiiaanaas

2.1.8.2 ssngudas 8.10 (54.3 Fadnin) Aanwasiuvasudduien
wRedlanmITdioianan - asdlaw (88 : 12 - 86 : 14) 3N TLC MWFN9NU
anisaldehyde reagent daya NMR wudiliansdsznau | (sss 2972) iusiudsznaunan
i ldusndadmaaeauilasanlnan®d  (FAn1138 5.0 NTN) FROTEUUAITLLINLTY - 8eTla
(95 : 15 - 80 : 20) MFzuUAT 50 [aRAAT Rudszuuas 5% uastfinszunidy ozdlamw
Auassaz 1 Dadaas lemnonue 56 ngutas laavasaudis TLC Tasnisuaasnany
anisaldehyde reagent  uazusasnameldusssanlawe  swnsoswaiwianiule

n@;umiﬁmm 2 ngudoy (A9 29)
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13139 29 ﬂ’]iLLEIﬂﬂ’Tiﬂéj:&J 8.10 @T’mmé’uﬂmmimﬁﬂ

TLUUAITE nquans  dwdndld (@afnTn)  Anwozans
=
LNl axdlan
90 : 10 8.10.1 0.5 PYDILVIRVNIFNT |
90 : 10 8.10.2 8.5 PYDILVIRVNIFNT |

2.1.8.3 a1Ingugey 8.1 (400.2 Hadnw) danwmziduvesudimien
AR b ITE e aLEnLY - asdlaw (80 : 20 - 60 : 40) A TLC lAFN9AU
anisaldehyde reagent ¥ lUuendadlsaaanitlasunlnan® (3dnwaa 5.0 n5u) oszuuse
LanLw - axdlaw (90 : 10) Fs2unievian 800 HaAaAT LRNTITUUAE 5% UastANTZUL
T taniaw - ax@lan (85 : 15)  Lofinasdian uaz WMuER aWEGL  Liuassas 1
fadans  lésnsnovaa 65 ngutag [oamasandis TLC  lagmIusainany
anisaldehyde reagent  uazugaswamuldusssanlowe  sunsoswsstmioninle
ﬂ&jwmiﬁgmm 6 NyuHay (@139 30)

1319 30 MIUBNA1INGN 8.11 aanasutlatann W

TUUGITE NANENT dmindile @adnsy)  anwmeans
LINLTY : 9T lan

90 : 10 8.11.1 9.1 fInHhaFnaeY
90 : 10 8.11.2 90.8 ssnilemnassinena
90 : 10 8.11.3 98.0 mniladnaasinea
90 : 10 8.11.4 38.9 swiladiima
azdlan 8.11.5 47.9 ssniiadinanau
LUNUER 8.11.6 25.9 sswniladiiana

2.1.84 sIngudas 8.11.3 (98.0 Tadniw) danwasidummited
wassihaamaasldnmsdoenan - axdlaw (90 : 10) a1n TLC EuaeAy
anisaldehyde reagent WL9ENTEIURILS (10.0 Aadn3y) NwendamIsnaantlasinlnni W
WU (sephadex - LH 20) sruuazlanaalsiinu - wmuea (1: 99)  ld@msisnua 100
8553 iuassas 1 Daaaas leasnswua 50 ULEHEE \eaveseuds TLC lapms
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a13714 31 ﬂ’liLLElﬂE‘T'ﬁﬂE\j?J 8.11.3 @Tmﬂaﬁuﬂmmiwm’ﬁ\l

TUUGITE NEUENS wnnnfile @adniN) AN
laaaalsdny : lwnuea
1:99 8.11.3.1 2.7 YRILTIRVIILARD
1:99 8.11.3.2 6.3 RIINUaRITEN
1:99 8.11.3.3 24 P ILTIRARD
2.1.8.5 aIngudas 8.12 (291.9 HaANW) Nanwousiduresndg

wmadaudpldanmsrzaiy  axdlau aan TLC 1W&9ny anisaldehyde reagent 31y
uondameonaaNilasanlnnm® (Fdnwea 5 n3N)  IEszuuTziEnEow - WefinezTiaa (80
20 - 78 : 22) Td5euurianua 100 §a58aT LANGAT2ULAZ 1% LAuAsIas 8 Dasans laans
Yanue 74 ngutdas iilansasausie TLC Taumsusainany anisaldehyde reagent uaz
waaINaN e ldlaIaaI b lalas mmsmmmsﬁmﬁauﬁ'ﬂﬁmjumsﬁy’wm 6 nyueag

(@179 32)

1313 32 ﬂ’]iLLUﬂfSﬂiﬂ@:&J 8.12 maaaaNtlasunlnail

TUUAIDL NANAT nsnfile @aansN)  AnmIeaT
LanLT% : lafinezdiaa

20 : 80 8.12.1 3.7 SN RERGEN
20 : 80 8.12.2 3.7 Y IUDIRIARDY
20 : 80 8.12.3 35.8 Pa9udedinma

79 : 21 8.12.4 117.9 RIINUATEN

79 : 21 8.12.5 19.4 g1Inba e
79:21-78:22 8.12.6 44.6 ya3udsiinena

2.1.9 sIngueen 9 (6.2 n3v) Nanwamdusmleddvnduldnnmyzzdin
LN - Le7Re=TIAq (85 115 - 70 : 30) 31N TLC lWRa19nU anisaldehyde reagent 111

wendamunaaNitlasinInns® (B8N 65.0 NTN)  FRETZUUAITLLINLTY - LafiaasTiae
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UMD UGEERE dmsnfile @adnsy)  anwouzans
LN : 02T law
92.5:7.5 9.1 12.7 2aIUTIRVIAR DY
86:14-84:16 9.2 333.3 PO R RICTH!
84 : 16 9.3 3417 fnbaFnReaden
84:16-80: 20 9.4 897.3 RIINRATLL?
80 : 20 95 396.7 FIRUARLTEN
80 : 20 9.6 24.0 VAILTIRIARDY
80 : 20 9.7 14 N3 YaIUTIFIARDIAN
74 :26-70 : 30 9.8 151.3 Pa3udafiaas
70 : 30 - 60 : 40 9.9 480.6 mywiladiiaauas
lanaalsfiinu 9.10 330.8 Ya9udsiinanamaas
LUNHER 9.11 193.8 Pa3udaFiraad

2.1.9.6 aIngudon 9.6 (24.0 Haaniu)  NanwnziduveuisFinies

INMITTEGLENLTY - LBNaaLTLAA (80 : 20) 1A TLC lWFu9AL anisaldehyde reagent

i ldusndadmaaaauilasanlnnd (FnLA8 5.0 NN) MUTZULAITE LTNLTY - asTlaw

(85 : 15) M32UUNINNA 150 VARANT LAUATIAT 3 AeAAATUATTLAILINNIUDN LHENT

e 50 ndugas aaageaueiy TLC 1auMIUEAINANL  anisaldehyde reagent WA

LLﬁ@NNafﬂﬂlﬁLLﬁdé’@hﬂVL')IaLa@] mmsm’mmiﬁmﬁauﬁ'ﬂﬁmjumsﬁmm 6 ﬂ@:&lﬂaﬂ

(@179 34)



1313 34 ﬂ’]iLLEIﬂ&’Tiﬂij:lJ 9.6 ﬁ?&lﬂﬂé’wﬂﬂ‘iﬂﬂiﬂﬂ‘i’lﬂ

62

TUUAIDL UGEERE wmsnfile @adn3y)  snwoizans
LN : 02T law

85: 15 9.6.1 1.4 aniaFnies
85:15 9.6.2 25 Y IUTITLAR DY
85: 15 9.6.3 1.8 VaIUTIRIARDS
85: 15 9.6.4 6.3 YIUTIF
85: 15 9.6.5 1.9 FIRUATLARD
85:15 9.6.6 2.6 AP ICE (R INRK)
LN 9.6.7 69.8 mywiladidoniea
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cc h%xane:CHzClz 80:20

Re CC hexarje:acetone (95:5)

80:20

70:30

CcC hjxane:CHZCIz

2 3

Re CC hexane:EtOAc
97:3

RN
N

2
RRNGRH! helxane,acetone Re CC¢ hexane:acetone Re CC |hexane:CH,Cl, Re CC hexane:EtOAc
98:2-97:3 60:40-50:50 98:2-92:8
9
1-3
:2-90:10
s i
| 1-3
Friedelin (A) Friedelane-1,3-dione (G) RE CC hexane:EtOAc 98:2
(sss 2629) | |
A8 hexane,acetone
Re CC revesphase acetonitrile:MeOH
70:30
4

T
|

2

[-Sitosterol (E)
(sss 3137)

15 a-Hydroxyfriedelan-3-one (C)
(sss 3541)

& ~ £ ) o & a
mMwilsenay 41 “IJ%@]Buﬂ"I‘SLLﬂﬂﬁ’]?ﬂiﬁ:ﬂﬁﬁﬂﬂﬁ?%ﬁﬂ@"ﬁ%w‘ﬂaat‘%L@]@l
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FIUENATULENADLTIAN 40 NIV (dB)

(aniau, wniau-lanaslsimy, lanaalsimy, laasalsimu-

aaaudlasn lnnw

lefaezdiae, Lofinasdian, AN TIAA-LUNIKER)

CC CH,CI, :|EtOAc 95:5-
CC hexane: CH,(l,55:45-40:60
85|15
> 6 8 13
v o Re CC hexpne,acetone 94:6-75:25
NNAIY hexane,acetone | | | | | |
3
1 2 2 Re C{ hexane,acetone
Re CC hexame,acetone | 90:10
94:6-9p:10 29-hydroxyfriedelan-1,3-

2

| 5’]\1 @i”a hexane,acetone

| il °

dione (1) (sss 2972)

26-Hydroxyfriedelane-1,3-dione
(H) (sss 2664)

e

Friedelaen-1,3-dione (G) (sss 2629)

26-Hydroxyfriedelan-3-one

(B) (sss 3472) T 2

5’]{1 @T’J ¢) hexane,acetone

29-Hydroxyfriedelane-1,3-dione (1)

(sss 2972)

| Re CC hexane,acetone 95:5

20,29-Epoxysalacianone (F) (sss 3567)

g: =y Qg 1 s g: a
Mwisenay 41 (8) mumaumﬂwﬂmsusqﬂﬁﬁnﬂmuaﬂmmamazé’ﬁmm
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¥
1 Q Q/ o a ‘{
2.2 MILYNFAINFINANATWLNNIUDA Llazﬂﬂﬁﬁiiﬁﬂiﬂﬂﬁ

TndmataTANIBes 20 n3W Auondeaesuilasuninnil wiaF @anes
150.0 N3N) Mysuusadwanios  Laniaw - laaaalsiing (50 : 50) laaaalsiiinu
lonnalsfiinu - ofines@ian  (doud 95 : 5 - 10 : 90) tRwawTuiITzUL ¢ 5%
LNz TLAN lafR0=BLAR - LUNHaR (AIud 95 ¢ 5 - 70 :30) iiwanuluiaszuuas
5%  uaztinanudutalin tofinasdian - wnuas (@9ud 70 : 30 - 90 1 10)  LRNAINY
Hudnseuuss 10%  UASTERIHLNILES LWM%eR - W (95 : 5) lfsuuas 300
in55a3 Auassas 100 Hadans leanomue 102 naa \fleavameudiy TLC  lasms
LEAINATL anisaldehyde reagent uazusasnanigldusssaashlawe sunnTInEsh

URAINALAZ AN "L@ijumsﬁ'mm 10 NG (@1379 35)

@319 35  MILUNRIIRNATLUNIKES aranaadilaTanlnnai

TUUAITE ngua1s  swindld @adndw)  anwoeans

LENLT ¢ lanaa lINING
50 : 50 - laAaalsNN 1 266.7 RIIRIA TR
laanalsfiing 2 82.2 IR LARINA DI 7

= a =)
laasalstinu- Lafiaazdian

95:5-90:10
90:10-85:15 3 374.0 CRRVATOE (EilTe!
85:15-65: 35 4 293.1 S PITOL (CTHTe)
65 :35-35: 65 5 417.1 SRR E (ETHD
35 : 65 6 448.9 f1IniaFen
10780z TIaq - LUMLaR
95:5
85:15-65:35 7 230.3 299uT9§217 ®13 K
85:15-65: 35 8 6.6 N RIINUATEAN
60 : 40 - 10 : 90 9 9.3 N3W RIINUATALA
LUNIUOR 10 1.8 N Yasudsiinana

LNIBOA - W
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221 &3nNgy 3 (374.0 HadANIW) uaz naugew 4 (293.1 HadAniw) danw
awla I ldusndemanaauilasanlnnmd (B8N 65.0 NTN) MIUTZULAITLLINLDY
- a@lan (90 : 10)  l3=uy 300 NARAAT [fuassas 10 Dadaas LRIADY 9 R
Lanm - ax@las (90 : 10 - 70 : 30) 52Uy 300 IadanT Liunssas 10 Dadaas a3
ﬂﬁjlliiail“/i‘m&l@ 125 navgay \faavesaudis TLC TagmIuaanany anisaldehyde
reagent  uazuaadnanelduasaa halalan mmmiwmiﬁmﬁauﬁ'uvlﬁmjumiﬁgmm
8 NywHay (a1319 36)

@1313 36 ﬂﬂiLLﬂﬂﬁ'ﬁﬂ@;&lE» wae 4 @‘T’maaﬁuﬂmmiwmﬂ

@ [

UMD NANANS RUNN b (FAANSN)  ANBIATENI

=
LENLTW  8sD A%

90 : 10 3.1 31.4 fINbaFLNRDY
90 : 10 - 88 : 12 3.2 53.1 RINUATINIUNRY 81T J
88:12-86:14 3.3 80.4 EARTTOE GV ERN!
86 : 14 - 80 : 20 3.4 52.7 milasias
80 :20 - 75 : 25 3.5 13.8 2a9udsiinena
75:25 -70:30 3.6 226.0 sIniiaiinanad
70:30-30:70 3.7 137.3 sIndiasinaadi

LINIUOR 3.8 37.1 Yo ILTIRUIONS
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FIBENATULNNIWOR 20 NTN
I

Re CC |Hexane:acetone

98.5:115-97.5:2.5 Dulcitol (K) (sss 3321)

Long chain fatty acid (J) (sss 2885)

& A £ : o &
mMwisenay 42 mumaum‘mmmimqmmﬂmuan@mummuaa

oA a = A °
nsfEnsantAnmMennuazgaslassasweasasuigndnuenlaainan
AWAINING

A LA v o Y wna ~ .
sIuignduenld ihanmgaslassahileslfitnmesninialnllasanizedng
89 3kF 1D- waz 2D-NMR uaz wuasidnlniuas wazlapmudSpufisutdayadng o
o Aa o v o A Ao & ' ' .
vasxInuNgTonuliudy Tunwiseidufindn R, 289mIUUURY precoated silica gel 60
GF,5, MIMIALAUIVIRNTUS TLC 1Tuas0aa 1 1 latanh 254 waz/%38 365 nm wazMILg
. o 1 ) Y o { 0
anisaldehyde agent lagiilunuuueis TLC udshldlwanusoun 80-120 € win 1 Wil
A < A \ ) o = o A e ' 0
rzdrnglufuandeiu  mdufinaanasunaidioiead Griffin oauluniie C
AMIUUANA optical rotation 0389 Jasco DIP-370 Digital polarimeter LEAINALL®
[a]g™ ludavhazais CHCl,  wia H,0 mydufinununisganfuiaddunsaluanin
a £ o A .
KBr disc #3aluan WasLiand (Neat) 11389 Perkin Elmer FT-IR spectrum BX sudnlns

KBr

I ' -1 o o an
Inlafnes urasnailu ofe uaz ope Tuwihis om™ mstuiinununsganauisdy s

Jagega ldiASes Shimadzu Uv-2401PC munlnsivlafiaef  umaawsillu A
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UNN 4
NAaN13228

[P v
1. WANIIFNAFIIINNAIAWAININ
AN ILAILAZLARZLD L (10.2 Alaniw) Watuanaa18avinans
LNROZTLAALALLUNIUER laguanalutuiafiaas@ian 209.0 AN LALEIURNATY

LWNIWER 652.0 NTY

o ~ CE
2, NaﬂﬁillﬂﬂﬁﬂitlaZﬂﬁi‘ﬂ’lﬁ'ﬁiﬁﬂi%ﬁﬂﬁ

= g: a o v ) t§
2.1 WamIuenaInnEIusnatueiiaazfiaauszmavhasluiand
1 1 [ §; a a e o Y Aa ng s 6
uwsduanaTwafinezfian (40.0 n3n)  wuwsnuazvaIliuIgntlasaadui
losnlnnilziias ldnguanmenue 13 ngu (@199 2) aanmsibhinguansluess 2
v ) Af =) = 1 { o { U v
anliigntlasmatialasininnnfafiadns 9 wenliahasiuenldinanaseudas
=) 1 v = QF =3
inafia TLC, NMR uaz MS sinlnialnd wodldasuiant 9 ofia

$ A

a379 37 msu‘%q‘ﬂ%ﬂLmﬂ"lﬁﬁnﬂmuaﬁ'@*’ﬁ’maﬁaaz%mmaaﬁﬂﬁummw

msu’%qw'f? dmein % yield ANT ~ ANBUZENT
(RNadniw)

asUszney A Friedelin 30 15%x10° waIudaFu1n
f13Uszney B 26-Hydroxyfriedelan-3-one 13.6 6.9x 10" 289ud9§112
f13Uszney € 15 a-Hydroxyfriedelan-3-one 1.6 8.1x10° 289uT9§U12
f13Uszney D o-Amyrin 30.7 15x10° 289ud9§V1?
ssdsznay E - [S-Sitosterol 22.9 1.1x10° 20IUTIRY
sgvdsznay F 20,29-Epoxysalacianone 4.2 21X 10—4 28ud9FV1?
fvszney G Friedelane-1,3-dione 6.3 Nw 32x 10" 2IuTIFIN
f13Uszney H 26-Hydroxyfriedelane-1,3-dione 48.7 24x10° 289ud9§V1?

f3Uszney | 29-Hydroxyfriedelane-1,3-dione 42.8 21x10° 289ud9§V1?
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2.2 wammmmimﬂdfmaﬁ'@%mwmuaaLLa:msﬁ’mssLﬁu’%qw%;
LLSEIHENATWANIHEE (20.0 N31) &l’]LLElﬂLLazﬁﬁa’]ﬂﬁﬂ%@ﬂ%ﬁ@ﬂﬂaﬁﬁlﬂﬂi&l’liﬂ
nNaias Vlﬁmiﬂsju 10 nueay (1319 35) mﬂmiﬁﬂmjumﬂumﬁa 35 W¥n b
U’%qﬂﬁ@Umﬂﬁﬂimuﬂwﬂﬂﬂmﬁ@@m 9 wazdathasfisenlduwaraseusioinaia
TLC, NMR uaz MS sidnlnsalndl wu*h"l,ﬁmm%qw%( 2 wfia

< A

®13149 38 ﬁ’]iﬂ%q‘ﬂ%‘ﬂ LLUﬂ1ﬁﬁ]ﬂﬂﬁ’J%ﬁﬁ@°ﬁﬁbLNﬂ’]u@ﬂ°ll ARG UAINN

mau’%am%g Wen % yield 3NN ANBUET
(ladniw)
fvdszney J Long chain fatty acid 30 15x10° FIRUATVURRDS
avdsznay K Dulcitol 13.6 6.9x 10" RN e e

oA Aa £ A
3. wamsﬁnmauummamslmwuazgm‘[maa%’wmaam‘m‘sqﬂﬁﬁuﬂnwf
ANAIAWATININ

s v = Q( 1 a d
Nﬂﬂ’]iﬁﬂﬂ’]ﬁ&m@lﬂ’mﬂ’] EJJTTWLLﬂ&"llﬂ%lﬂY]’]dﬁLﬂﬂIﬂiﬁIﬂﬂ"ll admimqwmmamu@ﬁ

W EINFIFUAININ

3.1 813Usznau A  Friedelin (sss 3136)

\uvesudsdun siawin 30.0 Jaan5u mp 248-250 °C (d) (lit. mp 260-263 °C,
Klass; et al. 1992: 1626-1630)

R 0.7 (30% adlau - Laniou)

[a]5? = -11.0° (c. 0.43, CHCIy) [iit. [], -22.5° (c. 1.0, CHCI3) Klass; et al.
1992: 1626-1630]

ﬂMeOH
ax Nm (log €): 203.4 (3.14), 254.0 (2.11)
IR 0% om’': 2927, 2868, 1715, 1459, 1388, 1362, 1109, 1074, 1050, (lit. 1702)

"H- uaz "C-NMR (CDCly) ugadluasng 39
ESMS (+ve) m/z (% rel. intensity) : 427 [M+H]+ (100)
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3.2 a1vsznau B 26-Hydroxyfriedelan-3-one (sss 3472)
Huwasudsdunn dndn 13.6 Taaniu mp 238 - 240 °C (d)
Rf 0.5 (20% 8Tlau - Laniaw)

[a]7" =-0.08° (c. 0.23, CHCI,)

ﬂMeOH
max  NM (log €) : 203.4 (2.89)
IR 0<% cm’: 3543, 2945, 2867, 1705, 1459,1426, 1387, 1073, 1039,1000

"H- uaz "C-NMR (CDCl,) ugadluasng 41
ESMS (+ve) m/z (% rel. intensity) : 443 [M+H]™ (100)

3.3 s13Usznau C 15a-Hydroxyfriedelan-3-one  (sss 3541)
\uvesudsdun siwin 1.6 Haansu mp. 213-215 (d) [lit. mp 275-276°C, Klass;
et al. 1992: 1626-1630]

R; 0.5 (20% @z@lan - Laniamw)

[a]®® =-13.3° (c. 0.1320, CHCI,) [it. [a], -32.1° (c. 0.4, CHCl;, Klass; et al.
1992: 1626-1630]

iCHCIs
max Nm (log €) : 260.2 (2.69)
IR unffxr cm 3449, 2930, 2871, 1715, 1460, 1385, 1072,1014

"H- uaz "C-NMR (CDCly) usadluaning 43
ESMS (+ve) m/z (% rel. intensity) : 443 [M+H]+ (100)

3.4 avdsznau D a-Amyrin  (sss 3451)

Juvasuded@wn drnn 30.7 Fadn3y mp 148-150°C (d) [lit. 195-196 °C, Nozaki;
et al. 1986: 479-485]
Ri 0.2 (50 % avdlanlulas - .umuaa)

[a]3® = +75.49° (c. 0.29, CHCI,) [lit. [a], = +143 c. 0.04, CHCI;, Nozaki; et al.
1986: 479-485]

iMeOH
max M (log €) : 202.0 (3.72)
IR 0f® 3315, 2946, 2920, 2860, 2871, 1460, 1380, 1036, 994

max

"H- waz "C-NMR (CDCl,) ugasluansns 45
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3.5 s1vnau E [-Sitosterol  (sss 3137)

\Huvesudsdun siwin 22.9 Sadnsu mp 123-125°C (d)

R 0.5 (30% avdlau - Laniau)

IR okP Cm-1 . 3425, 2962, 2937, 2866, 2852, 1465, 1381, 1049, 1021

max

'H-NMR  (CDCly) ugailuansng 47

3.6 813Usznay F 20,29-Epoxysalacianone  (sss 3567)
Duasudadani viwiin 4.2 Hadnsu mp 222-224 °C (d) [iit. 205-208 °C,
Hisham; et al. 1996: 789-794]

R 0.2 (10 % a@lau - Laniou)

[a]®3 = +88.1° (c. 0.28, CHCI,)

CHCI,
A" nm (log €) : 284.6 (1.98) 248.0 (2.27)
IR 0% cm’': 3440, 2941, 2868, 1739, 1704, 1454, 1385, 1162, 1103, 1083

'H NMR 48z "C NMR (CDCly) uaadluanis 48
ESMS (-ve) m/z (% rel. intensity) : 453 [M-H] (100)

3.7 andsznay G Friedelane-1,3-dione  (sss 2629)

Juvasude@wi dnun 6.3 N3N mp 268-270 °C (d) [lit. mp 270-272 °C Kiass; et
al. 1992: 1626-1630]
R 0.6 (30% adilawn - Laniau)

[2]®' = +4.1° (c. 0.5070, CHCIy) [lit. [e], = +2.2° (c. 0.14, CHCIy]

A m (log €) : 220.6 (3.72), 260.0 (3.0), [it. 218 (6100), 260 (5000)]

IR X% cm’': 3417, 2942, 2901, 2868, 2847, 1732, 1705, 1460, 1382, 1199,
1173, 1152, 1071 [lit. 1730, 1704, Klass; et al. 1992 : 1626-1630]

"H- uaz "C-NMR (CDCly) ugadluansng 50

ESMS (-ve) m/z (% rel. intensity) :439 [M-H] (100)

3.8 avUsnau H 26-Hydroxyfriedelane-1,3-dione  (sss 2664)
\uwaaudsdnnn dnin 48.7 Taan3N mp 266-268 °C (d)
Ri 0.5 (30% avdlau - Laniau)

[a]®' = -4.40° (c. 0.47, CHCI,)



/vr:OH nm (log €) : 218.6 (3.00), 260.2 (3.36), 296.6 (2.91)

IR 0¥ om’: 3548, 2049, 2868, 1732, 1720, 1702, 1459, 1391, 1363, 1303
1202, 1178, 1064, 1043

"H- uaz "C-NMR (CDCly) ugasluansng 52

ESMS (-ve) m/z (% rel. intensity) : 455 [M-H] (100)

3.9 s13dsznay | 29-Hydroxyfriedelane-1,3-dione  (sss 2972)
\Huwasudedunn dnin 42.8 TaanIu mp 250-254 °C (d)
Ri 0.4 (30% aTlau - Laniau)

[2]%® = +6.7° (c. 0.34, CHCI)

AMGOH )

o NM (log €)1 219.6 (2.92), 260.2 (3.31), 294.2 (2.70)

IR 0<% om’: 3567, 3455, 2936, 2871, 1725, 1703, 1455, 1391,1340, 1204,
1181, 1065, 1033, 1033

"H- uaz "C-NMR (CDCly) usadluansn 54

ESMS (-ve) m/z (% rel. intensity) : 455 [M-H] (30)

3.10 s1vdsznay J Long chain fatty acid (sss 2885)
ussnitasuamaas dntn 53.1 Sadnsw
R; 0.5 (30 % adilan - Laniaw)
IR 0\ cm™ : 3020, 2927, 2855, 1709, 1466, 1406, 1216, 769, 669

ESMS (+ve) m/z (% rel. intensity) : 297 [M+H]+ (15)

3.11 s3dsznay K Dulcitol (sss 3321)

Huwasudedunn dntn 230.3 Aadniy mp 170-175 °C [iit. 188-189 °C
Pouchert; & Behnke, 1993. p. 290.]
IR Uﬁfxr Cm_1 1 3242, 1458, 1378, 1354, 1208, 1117, 1078, 1048, 1030, 926,

862,706, 502
ESMS (+ve) m/z (% rel. intensity) : 205 [M+Na]+ (35)
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INNITNEGUAINNG 10.2 DlanTy YYINNIRNAI AN LLaNaasTLa6
LAZLNNNUER ANENAL MO EIRENATWANATLIAN 209.0 NI LATEIBENATHLLANIWIR

o { o ° v a £ o A @ P £
652.0 NIV Lﬁammsaﬂﬂmmel,azml%mqﬂﬁmUmﬂuﬂimmiﬂﬂﬁﬂ "L@m‘smqm
nanua 11 Tha (@179 37 Uaz @139 38) Bilumsfigailanaisvasmaildlas
Aa o ' a 1 13
Aenzidayamunlnsalnd lasiawizetbs (H- uaz C-NMR uaz MS sinlnaue3)
' o = a o ' o Ao v o A o = P '
Swnumaulioufisudeyasiig  AuAinm g9l Tay  vensagslenndSuuieudn

R; NUS1T authentic

sgIUIznay A Friedelin (sss 3136)

gsUszney A Nansmsduvasndidnnn mp 248250 °c l#FwmAesnu
anisaldehyde reagent uazugadnamelduasdanlilowaun TLC wazdaya IR WouauI3
suuuufavas C=0 Al 1715 cm” usasinduassznay ketone

Faya 'H- waz "C-NMR, DEPT usz HMQC aasmsuszneu A (a1519 39) Wy
fyunMesmsUaunInNe 30 Fanos Fadlu methyl carbon 8 WHe LY doublet 1 W)
7 dc 6.8, Oy 0.86 (3H, d, J = 6.3 Hz) UazWUU singlet 7 %y Wyaz 3 proton i d¢
146, 8,070, Sc 17.9, 8,0.84; Sz 18.6, 84 1.02; 8c20.2, 8,0.97: ¢ 31.7, &y
0.97; &. 32.1,04 1.15 Wz Oc 35.0, 64 0.93  ppm Wué'zymﬂmmaa methylene
carbon 11 W9 7l 8g 18.2, 8y 1.43; g 22.2, &y 1.93, 1.62; 8¢ 30.5, 8y 1.34; O¢
324, 8¢ 32.7, 8, 1.40, 1.12; 8c35.3,8, 151, 1.20; O 35.6, &y 1.34; 8¢ 36.0, OS¢
39.2, 8, 1.50, 0.95; & 41.3, 8y 1.71 Uz ¢ 41.5, Sy 2.40, 2.33 ppm WU methine
carbon 4 UWJ ‘ﬁ Oc 42.8, 04 1.57; Oc 53.1,041.41; Oc 58.2, 04221 URE O¢
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Nnioya "H- uaz "C-NMR wnunmfudutayavesisluana Salacia vildnmu
I6ias A whazdulesnasiudszinn  friedelane & carbonyl #i C-3 Ssgoaadoanuns
Wuny C=0 #1715 em”’ 1w IR sunasy uas wu pseudomolecular ion peak A miz 427
M+H]" 1u ESMS sinasy %oaa@ﬂﬁaaﬁugmﬂmaqa CaoHgoO+H  63tiaban3 A Wazligas
lassaadlu friedelin LL@zLﬁﬂLﬂ%UULﬁUU“fJ’aQa - usr "C-NMR  w8IR13 A AU
815U52n0Y friedelin (9) (Klass; et al. 1992: 1626-1630) WuindenlndlAssnuun ¥inms
fudulassatlasldnismanss HMBC 9% WURMNSNWHEDDY methine proton H-4 7 &,
221 (1H, q, J= 6.3 Hz) U C-1 &g 22.2, C-10 8¢ 59.4, C-23 ¢ 6.8, C-24 5 14.6 uaz
methyl proton H-23 71 &, 0.86 (3H, d, J = 6.3 Hz) fiL C-3, C-4 8; 582, C-53¢ 42.0
Was C-10; H-24 718, 0.70 NU C-5, C6 & 41.3 uaz C-10; H-25 71 &, 0.84 Ay C-8
8¢ 53.1, C-9 8¢ 37.4, C-10, C-11 8¢ 35.6 Uz C-12 ¢ 30.5; H-26 71 & 0.97 Ay C-
8 U C-14 8c 38.3; H-27 7 &, 1.02 U C-12, C-13 &, 39.7 Uz C-18 O 42.8; H-
28 18, 1.15 fiU C-16 8g 36.0, C-17 &c 30.0, C-18 Uz C-22 8¢ 39.2; H-29 7 Sy
097 AU C-20 8. 28.1,C-30 8 35.0 Uar C-21 8. 324: H-30# 5, 093 fiu C-
19 5c 35.3 uaz C-20 (A3 40) %&Lﬂunﬁsﬁuﬁu@mmuwamg methyl ¥ 8 W N3
naaad  NOESY (mwilsznay 43) wumwé’uﬁuﬁﬁﬁ%ﬂﬁmimhmg Me-23 NU Me-24,
Me-25 H-2e i 8 240; H-6e 8,171 Uz H-181 8y 1.5 usasivg  Me-23, 24,
25, 26, 28, 30 uar 18 afenuiAIN wanNASINUANIFIRRESININS  H-4 U H-8
Al 8y 141, H-10 1l 8, 1.52 Uaz Me27 Uga9dn H-4, H-8, H-10 Uaz Me-27 agidm
LA sﬁaaa@ﬂﬁaaﬁugmﬂmaﬁwmaa friedelane é’mfu’%aa;ﬂ"lﬁ’j'} g13tsznay A 3
lassanaiu friedelan-3-one w38 friedelin

friedelin 1Juasusznavlasinasiu %aﬁﬁmﬂum‘swuluﬁmqa Salacia  Wulw
fullfonduwas S. beddomei  (Hisham; et al. 1996: 843-845) idRaninuad S.
campestris (Carvalho; et al. 2005 : 367-372) luaas S. chinensis (Zhang; et al. 2008: 7347-
7352) Waansnwas S. fruticosa (Reddy; Ayengar; & Rangaswami. 1975: 342-343)
\Waandw S. liana (Setzer; et al. 1998: 583) uanmnﬁﬂ'&wuluﬁmqaﬁuﬁay%awmmmué'}
aunazilfenuay  Peritassa compta Lﬂuﬁ'mﬁaglmaﬁ Celastraceae LBWLALINLAINING
(Klass; et al. 1992: 1626-1630)
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Muiaznay 43 URAIANNFUNUT HMBC uaz NOESY ifanvassnsdsznay

@319 39 Toya H-unz ' C-NMR w89 friedelin (9) usz H- wsz ' C-NMR, DEPT 90
wae DEPT 135 Taﬂﬁ’ﬁﬂfzﬂau A 1% CDC|3
ks friedelin (9)a 813U5znoy A
O, Ou O, S, DEPT 90 DEPT 135

1 22.2 1.96, 1.68 22.2 1.93, 1.62 22.2
2 41.5 2.39, 2.28 41.5 2.40, 2.33 415
3 213.1 - 213.2 -
4 58.1 2.25 58.2 221 (1H, q, J =6.3 Hz) 58.2
5 42.1 42.0 -
6 41.2 1.75, 1.28 41.3 1.71 41.3
7 18.2 1.49, 1.37 18.2 1.43
8 53.0 1.39 53.1 1.41 53.1
9 37.4 37.4 ;
10 594 1.53 594 1.52 594
11 35.6 1.46, 1.26 35.6 1.34 35.6
12 30.5 1.34, 1.34 30.5 1.34 30.5
13 39.6 39.7 -
14 38.2 38.3 -




M1319 39 (fa)

7

i friedelin  (9)° s1Ilsznay A
3, 3, 3, 3, DEPT90  DEPT 135

15 32.7 1.46, 1.27 32.7 1.40, 1.12 32.7
16 36.0 1.57, 1.36 36.0 36.0
17 29.9 30.0 -

18 42.7 1.56 42.8 1.57 42.8

19 35.3 1.38, 1.20 35.3 1.51,1.20 35.3
20 28.1 28.1 -

21 32.4 1.51, 1.30 32.4 32.4
22 39.2 1.50, 0.94 39.2 1.50, 0.95 39.2
23 6.8 0.87 6.8 0.86 (3H, d, J = 6.3 Hz) 6.8
24 14.6 0.71 14.6 0.70 (3H, s) 14.6
25 17.9 0.86 17.9 0.84 (3H, s) 17.9
26 20.2 1.00 20.2 0.97 (3H, s) 20.2
27 18.6 1.05 18.6 1.02 (3H, s) 18.6
28 32.0 1.17 321 1.15 (3H, s) 32.1
29 31.7 1.00 31.7 0.97 (3H, s) 31.7
30 35.0 0.95 35.0 0.93 (3H, s) 35.0

Klass; etal. 1992: 1626-1630

1379 40 Toya 'H-NMR, COSY, HMQC waz HMBC 18sg1313znay A 1iufinly CDC,

. . a13sznay A
LA - . - -
H-NMR COSsY HMQC HMBC
1 1.93, 1.62 H-2 C-1
2 2.40, 2.33 H-1 C-2
4 2.21(1H, q, J = 6.3 Hz) H-23 C-4 C-1, C-10, C-23, C-24
6 1.71 C-6
7 1.43 C-7
8 1.41 C-8
10 1.52 C-10
11 1.34 C-11
12 1.34 C-12
15 1.40, 1.12 C-15
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1319 40 (6ia)

. , 813sznay A
AU ; . - -
H-NMR COSsY HMQC HMBC
16 1.57 C-16
18 1.51, 1.20 C-18
22 1.50, 0.95 C-22
23 0.86 (3H, d, J = 6.3 Hz) H-4 C-23 C-3, C4, C-5, C-10
24 0.70 (3H, s) C-24 C-5, C-6, C-10
25 0.84 (3H, s) C-25 C-8, C-9, C-10, C-11, C-12
26 0.97 (3H, s) C-26 C-8, C-14
27 1.02 (3H, s) C-27 C-12, C-13
28 1.15 (3H, s) C-28 C-16, C-17, C-18, C-22
29 0.97 (3H, s) C-29 C-20, C-30, C-21
30 0.93 (3H, s) C-30 C-19, C-20

a N

proton-proton correlation

b 1 13 .
1-bond heteronuclear H- C correlation

c 1 13 "
long range heteronuclear H- C correlation

817Usenau B 26-Hydroxyfriedelan-3-one (sss 3472)

f15Uszney B Nansassiduvasudsdud mp 238-240 °C 1#Fi19n0  anisaldehyde
reagent ugadnanldumdanalawmauu TLC uazdoya IR WUMIEWLLLEauas C=0 7
1705 uaz OH 289 alcohol i 3543 cm”

Faya 'H- uaz 'C-NMR, COSY uaz HMQC (319 41) msuszney B fanwoue
aftUmTszney A eotmans B sazllasseaiulanneiAulszinn friedelane e
1agWy  methyl carbon 7 m;j m;jaz 3 proton 7 dc 6.7, 8, 0.84 (d, J=6.7 Hz); Jc 14.4,
8y 0.71; g 17.6, 8y 1.03; &c 19.6, &, 1.07, O¢ 31.7, 8 0.94; 8¢ 31.9, &y 1.12;
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TayanInad aIlsznay B inazdlassadoidln  hydroxy friedelin 1Hadudn
ﬁ’a%la hydroxy friedelin ﬁ]’mﬁ‘ﬂuﬁqa Salacia {3189BMINY 24-hydroxyfriedelan-3-one
(163) (Tewari; Ayengar; & Rangaswami. 1971: 601-602) %aiﬁﬁwmsﬁuﬂ'ﬂmaaiﬁwad
friedelane-1,3-dione-7a-ol (160) lagvfAsenmael  Wu  26-hydroxy friedelan-3-one
(181) vl,ﬁil’md’amﬂaaﬂi’m%uuaﬂmm S. reticulata (Gunatilaka; et al. 1993: 10397-10404)
WONINIL LN UaTATHE  (Setzer: etal. 1998:583) W
28-hydroxylfriedelan-3-one e canophyllol (117) nidfanedw S. liana NN LaTATuE
(Zhang; et al. 2008: 7347-7352) WU 29-hydroxyfriedelan-3-one %38 octandronol (82) WU
25-hydroxyfriedelan-3-one (197) aniddaneu S. reticulate var. B-diandra (Kumar; et al.
1985: 2067-2085) uanmnﬁﬂ'&wuamgﬁufmaa friedelin nnATERaaueIy 1w lumd uas
ate (Nozaki; et al. 1986: 479-485) WU 29-hydroxyfriedelan-3-one (117) a8 30-
hydroxyfriedelan-3-one (198) NFIRENAWUDI  Maytenus diversifolia U0 URTATHE
(Giner; et al. 1993: 237-239) WU 27-hydroxyfriedelan-3-one (199) %38 kokoonol INNFI

\WRanaw w9 Caloncoba glauca
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6 7

1l
Py
1l
T

24-hydroxyfridelan-3-one (163) : R'=OH, R°=R’=R*'=R°=R
25-hydroxyfriedelan-3-one (197) : R'= H, R>*= OH, R’ =R‘=R°=R =R'= H
26-hydroxyfriedelan-3-one (181) : R'= R* = H, R*=OH, =R*=R°=R°=R'= H
=H,R'=0OH, R°*=R°=R’ = H
=R'=H,R°=0OH,R° =R’ =
=R'=R°=R’=H, R°= OH

2_

27-hydroxyfriedelan-3-one (198) :

T

R =
28-hydroxyfriedelan-3-one (117): R'=
29-hydroxyfriedelan-3-one (82) : R'= R’ =

R'=

30-hydroxyfriedelan-3-one (199) : R’= R°= R*=R = R°=H, R’ = OH

ijaLﬂ%UULﬁUULLaﬁLmﬁ:ﬁﬁaHa PC-NMR ag9aziBoa (91979 42) 289813 B U
friedelin  WUINTANNEARA 813 B § C-13 uaz C-15 1 5e 422, 23.9 ppm Liaifiguniu
w04 friedelin 71 dc 39.6, 32.7 ppm MURIAU W§A93IMY  methylene hydroxyl maa:ag’ﬁ
C-26 wia C-27 SeswarnliiRamuadewsesduanmil C-13 uar C-15 HawSouiioy
ﬁa§a130-NMR 2998137 B AU 27-hydroxyfriedelan-3-one (Giner; et al. 1993: 237-239)
(A17719 41) WUIGIRBA C-12, 13 uaz C-15 LLaz"l,aJ'ﬁQ’lmwm’miTaHa "H- uaz "C-NMR
284 26-hydroxyfriedelan-3-one  at9l3nAINaMNToya HMBC vodmILlzney B Wy
ANUFUNUHEVES Me23 71 8, 0.84 (3H, d, J = 6.7 Hz) U C2 7 8¢ 424; C3 &g
213.1: C-4 71 Sg 58.0 uaz C-5 7 8¢ 42.2; Me-24 71 8, 0.71 iy C-2, C-4 uaz C-5; Me-
25 7 8,103 1 C-8 A1 6,529, CO 7 8374 uaz C-10 M 8. 59.8: Me27
8y 1.07 iU C-11 91 8 35.4; C-13 §i 8o 42.2, C-14 91 55399, C-18 7 55 435 uas
C-19 7 8¢ 35.4; Me-28 718, 1.12 iU C-16 1 8¢ 35.9; C-17 7 . 30.3; C-18 ua C-
22 74 80 39.1: Me-29 7 &, U C-19,C20 7l &.283; C219 6. 32.8 uax C-30
Sc 34.4; Me-30 7l 6,0.92 AU C-19, C-20, C-21 uaz C-29 718, 31.7 @afunsiudu
AUnUIVDINY methyl wummé’uﬁufﬁﬁwﬁ@uuu HMBC 32%319 hydroxymethylene 7 Sy,

413 uaz 4.03 ppm U&AIMAY hydroxymethylene carbon a;jﬁl C-26 WRTWUANNFUWUD
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#anaNHh NOESY smunasy (Mwuiznay 44) S9Laadauaunuiszning proton
209 Me-24 AU Me25: H-17 &, 1.97 iU Me-23; Me-25; H-4 #1 &, 2.21 fiu H-10

]
=

@ 8y 1.50; H-8 718, 1.46 nNU Me-27 UgaAIIN&1T B ﬁm&' Me-23, Me-24, Me-25,
CH,0H-26, H-18  agdwldsinu Aadn B usz H-4, H-10, H-8, Me-27 agimn
Wfenniu fasu ¢ TIREAARDINL stereochemistry 289 friedelin aydldiansdszneu B 4
lassaadn 26-hydroxyfriedelan-3-one Afinpaumsnuludisildennnsuwenues
S. reticulata (Gunatilaka; et al. 1993: 10397-10404)

7TON LR nMNENWUELLY HMBC

¥ U LRAIANMUFNNUTUUL NOESY

MWiaznay 44 URAIANURUNUS HMBC Uaz NOESY Nénnwasanstliznay B
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M54 41 fayn 'H- uaz ' 'C-NMR 284 kokoonol W3a 27-hydroxyfridelan-3-one uaz 'H-
w8z 'C-NMR DEPT 90, DEPT 135 s13i/sznau B 1iufinlw CDCI,

L kokoonol” ssdszney B
FuAs
S, S, S, 3. DEPT90  DEPT 135
1 22.5 1.69 (1H, ddd, J = 12.1, 5.1, 5.1 Hz) 22.3 1.97, 1.66 22.3
1.97 (1H, m)
2 41.5 2.24 (1H, ddd, J = 13.7, 13.7, 7.3 Hz) 41.4 1.87 (1H, d, J = 9.9 Hz) 41.4
2.40 (1H, ddd, J= 13.7, 5.1, 2.1 Hz)
3 213.3 - 2131 -
4 58.4 2.23( 1H, q, J = 6.4 Hz) 58.0 2.21(1H, q, J= 6.7 Hz) 58.0
5 42.3 - 42.2
6 41.5 1.35 (1H, m) 42.4 1.71,1.18 42.4
1.75 (1H, m)
7 18.6 20.6 1.66 20.6
8 53.8 52.9 1.46 52.9
9 37.6 37.4
10 59.7 1.48 (1H, m) 59.8 1.50 59.8
11 37.8 354 1.07 35.4
12 24 1 30.0 1.33 30.0
13 45.4 42.2 .
14 384 39.9 -
15 32.2 23.9 2.06, 2.02 23.9
16 36.3 35.9 1.30, 1.49 35.9
17 30.3 30.3 - -
18 43.3 43.5 1.41 43.5
19 371 35.4 1.13, 1.51 35.4
20 285 28.3 -
21 32.6 32.8 149, 1.14 32.8
22 40.1 39.1 0.95, 1.57 39.1
23 71 0.89 (3H, d, J=6.6 Hz) 6.7 0.84 (3H, d, J= 6.7 Hz) 6.7
24 14.9 0.74 (3H, s) 14.4 0.71 3H, s) 14.4
25 18.2 0.93 (3H, s) 17.6 1.03 (3H, s) 176
26 223 1.12 (3H, s) 64.2 413 (1H, d, J=11.5 Hz) 64.2
4.03 (1H, d, J = 11.5 Hz)
27 63.4 4.06, 4.02 (3H, ABq, J = 11.5 Hz) 19.6 1.07 (3H, s) 19.6
28 328 124 (3H, s) 31.9 112 (3H, s) 31.7
29 35.8 0.98 (3H, s) 31.7 0.94 (3H, s) 31.9
30 30.6 1.01 (3H, s) 34.4 0.92 (3H, s) 34.4

Giner; et al. 1993: 237-239
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M179 42 Tays 'H-NMR, COSY, HMQC uaz HMBC 2a3s13Usznay B tiufinlu CDCI,

GRS

813Uszney B

"H-NMR cosy’ HMQC® HMBC®

1 1.97, 1.66 H-2 C-1
2 1.87 (1H, d, J = 9.9 Hz) H-1 C-2 C-10
4 2.21 (1H, q, J= 6.7 Hz) H-23 C-4
6 1.71,1.18 C-6 C-24
7 1.66 C-7
8 1.46 C-8
10 1.50 C-10
11 1.07 C-11
12 1.33 C-12
15 2.06, 2.02 C-15  C-13, C-16, C-26
16 1.30, 1.49 C-16
18 1.41 C-18
19 1.13, 1.51 C-19
21 1.49, 1.14 C-21
22 0.95, 1.57 C-22
23 0.84 (3H, d, J = 6.7 Hz) H-4 C-23  C-2,C-3,C4,C-5
24 0.71 (3H, s) C-24 C-2,C-4,C-5
25 1.03 (3H, s) C-25 C-8, C-9, C-10
26 4.13 (1H, d, J= 11.5 Hz) C-26 C-8, C-15

4.03 (1H, d, J = 11.5 Hz)
27 1.07 (3H, s) C-27 C-11, C-13, C-14, C18, C-19
28 112 (3H, s) Cc-28  C-16, C-17, C-18, C-22
29 0.94 (3H, s) C-29  C-19, C-20, C-21, C-30
30 0.92 (3H, s) C-30 C-19, C-20, C-21, C-29

a .
proton-proton correlation

b 1 13 .
1-bond heteronuclear H- C correlation

c 1 13 .
long range heteronuclear H- C correlation
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817U3enau C  15a-Hydroxyfriedelan-3-one (sss 3541)

gstszney € (usmsfinuluSunnies fansuduwresuddion IWandesdu
MU anisaldehyde reagent usananeldussdalalawaun TLC Taya IR Wuuaus
fuuuUDaTas OH 7 3449 waz C=0 7 1715 cm”

nnmyenzAdeyn H- uay "C-NMR, DEPT, COSY uaz HMQC (a3 43)
wui1 ensdsznay ¢ Alessaisesnanussdiznay friedelin WURIQNMWUDS 5 methine
carbon 1 Oc 41.5,041.55; Oc 53.4, 04 1.48; Oc 58.1,042.21; J: 59.1, 04 1.49
W8e &c 74.6, Oy 3.71 WU 10 methylene carbon ‘ﬁl Oc 19.9, 0Oy 1.75,1.45; ¢ 22.3, Oy
1.93, 1.66; S 31.1, 8 1.50; S 31.8, 8y 1.50; S 355, 8y 1.51, 1.33; O¢ 357, O
1.50, 1.98; O; 38.8, Oy 1.38,0.95; 0Oc 415, 04232, Oc415, 0Oy 1.55 WRz d¢
483, 8y 2.15,1.20 ppm WU methyl carbon 8 %y %8z 3 proton 7 Sc 6.8, dy
0.85 (d, J = 6.6 Hz); & 14.0, 84 1.04; & 14.4, 5,0.70: Sz 17.9, &, 0.86; Sc 18.7,
8, 0.97: 8¢ 30.9, 8y 0.99; Sg 32.6, &y 1.27  uaw Sc 35.6, 5,092 ppm WU
quaternary carbon ‘ﬁ Oc 28.1, 30.2, 37.7, 40.5, 42.0 uaz 44.0 ppm L&z carbonyl
carbon 8¢ 213 ppm @19NET A a3 &3 C fm%i hydroxyl methine 7 8y 3.70
(1H, dd, J= 6.8, 1.8 Hz) O0; 74.6 ppm %Gaa@ﬂﬁadﬁumiwu pseudomolecular ion peak
A miz 443 M+H]" T ESMS sdnasy myfminuadiuniives "H- uaz C-NMR chemical
shift nszvldlasmyiianed daya 1D- usz 2D-NMR  atwaziBua laslawzdoya
HMBC (a9 44)

Lﬁaﬂmimuazﬁmﬁ:ﬁﬁaya "H- uaz "C-NMR ag9azBuau898n3 C U friedelin
WUI1E13 C § C-14, C-16 unz C-26 7} Ss 44.0, 48.3 uaz 14.0 ppm @1997n friedelin
C-14, C-16 Laz C-26 ﬁﬁc 38.3, 36.0 L@z 20.2 ppm NSV UgA93IMY hydroxyl
methine mw:agjﬁ C-15 Wi C-16

Lfial,ﬁﬂuﬁ%la "H- uar "C-NMR 289813152n8u C iU 15a-hydroxyfriedelan-3-one
(7) (Klass; et al. 1992: 1626-1630) (11319 43) wuindidlnaifssiuann andeys HMBC

P09 TUINOY C WUANMNFNWLEIEI Me-23 11 5, 0.85 (3H, d, J = 6.6 Hz) 11U C-37 d¢
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813 15a-hydroxyfriedelan-3-one A8 wMIINLINNIURONGWYEY  S. beddomei
(Hisham; et al. 1996: 843-845) lu3n171  uasAmas  (Morikawa; et al. 2003: 1191-1196)
WUINNAGW  S. chinensis uaﬂmﬂﬁﬁdwﬂuﬁmaqaéuﬁw INAGuLazLIFanVaY P

compta Lﬂuﬁmﬁaglmaﬁ Celastraceae LTwla8INUANNING (Klass; et al. 1992: 1626-1630)

TN LRAIANMNENRRELLY HMBC

¥ U ROIAINUFNNUTLLL NOESY

mMwisznay 45 LRAIANUEUNRS HMBC uaz NOESY fisnanaassnsiznay €
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319 43 Taya H-uaz ' C-NMR w89 15a-hydroxyfriedelan-3-one (7) usz H- uas
"C-NMR, DEPT 90 uaz DEPT 135 wasa1sdsznau € tnfinlu cDC,

'I5Ot-hydroxyfriedelan-3-one(7)a 813senau €
AR S, S, S, S DEPT  DEPT
90 135

1 22.3 1.94, 1.68 22.3 1.94 m, 1.66 22.3
2 415 2.40, 2.28 415 2.32 415
3 213.0 213.1 -
4 58.1 2.24 58.1 2.23 (1H, q, J= 6.6 Hz) 58.1
5 42.0 42.0 -
6 41.2 1.78, 1.31 41.2 1.78 (2H, dt, J = 11.7, 3.5 Hz) 41.2
7 19.9 1.82, 1.53 19.9 1.75, 1.45 19.9
8 53.4 1.49 53.4 1.48 53.4
9 37.8 37.7 -
10 59.4 1.51 59.3 1.48 59.1
1 35.7 1.50, 1.24 35.7 1.50, 1.20 35.7
12 31.1 1.51, 1.51 31.1 1.50, 1.98 311
13 40.5 40.5 -
14 441 44.0 -
15 74.6 3.73 74.6 3.70 (1H, dd, J = 6.8, 1.8 Hz) 74.6
16 48.3 2.16, 1.25 48.3 2.15, 1.20 48.3
17 30.2 30.2 -
18 41.6 1.59 41.5 1.55 415
19 35.5 1.31, 1.14 35.5 1.51, 1.33 35.5
20 28.1 28.1 -
21 31.9 1.46, 1.28 31.8 1.50 31.8
22 38.8 1.37, 0.97 38.8 1.38, 0.95 38.8
23 6.8 0.87 6.8 0.85 (3H, d, J = 6.6 Hz) 6.8
24 14.5 0.72 14.4 0.70 (3H, s) 14.4
25 17.9 0.88 17.9 0.86 (3H, s) 17.9
26 14.0 1.06 14.0 1.04 (3H, s) 14.5
27 18.7 0.99 18.7 0.97 (3H, s) 18.7
28 32.6 1.29 32.6 1.27 (3H, s) 32.6
29 30.9 1.10 30.9 0.99 (3H, s) 30.9
30 35.6 0.94 35.6 0.92 (3H, s) 35.6

Klass; et al .1992 : 1626-1630
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A7 44 Toua 'H-NMR, COSY, HMQC uaz HMBC wa3z1sUsznay € tiufinlu cDCI,

. , 813Usznay C
AR - - - -
H-NMR COSY HMQC HMBC
1 1.94 m, 1.66 H-2 C-1
2 2.32 H-2, H-4 C-2
4 2.23 (1H, q, J = 6.6 Hz) H-23 C-4
6 1.78 (dt, J= 11.7, 3.5 Hz) H-10 C-6
7 1.75, 1.45 C-7
8 1.48 C-8
10 1.48 C-10
11 1.50, 1.20 C-11
12 1.50, 1.98 C-12
15 3.70 (1H, dd, J = 6.8,1.8 Hz) H-16 C-15 C-26
16 215, 1.20 H-15 C-16
18 1.55 C-18
19 1.51, 1.33 C-19
21 1.50 H-21 C-21
22 1.38, 0.95 C-22
23 0.85 (3H, d, J = 6.6 Hz) C-23 C-3, C-4, C-5,
24 0.70 (3H, s) H-4 C-24 C-4, C-5, C-6, C-10
25 0.86 (3H, s) C-25 C-5, C-8, C-9, C-10, C-11
26 1.04 (3H, s) C-26 C-8, C-14, C-15
27 0.97 (3H, s) Cc-27 C-12, C-14
28 1.27 (3H, s) H-16 C-28 C-16, C-17, C-18, C-22
29 0.99 (3H, s) C-29 C-19, C-20, C-21
30 0.92 (3H, s) H-22 C-30 C-19, C-20

a .
proton-proton correlation

b 1 13 .
1-bond heteronuclear H- C correlation

c 1 13 .
long range heteronuclear H- C correlation
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817U3en0U D a-Amyrin (sss 3451)

gsUszney D Aanwmiiluvesudsdnn VAFN290L  anisaldehyde  reagent
uwaasnanelduaidanhlamaun TLC Taya IR WuNIFRLULEaas OH 7 3315 cm”

Toya "H- uaz "C-NMR, DEPT uaz HMQC %aditszneu D wudmqnmsued
MIUBUNIRNG 30 RWNm (99 45)  Gaulufynmues 8 methyl carbon 11 8¢
15.6, 8 0.77 (3H, s); 8 15.6, 54 0.93 (3H, s); &c 17.1, 54098 (3H, s) . 17.4,
8, 0.95 (3H, brs); e 21.3, 8 0.89 (3H, s): 8¢ 23.2, 5, 1.05 BH, s). & 28.1, &,
0.97 (3H, s) w8z &c 28.7, &y 0.77 (3H, s) ppm WU 9 methylene carbon ‘ﬁSC 18.3,
Sy 1.50,1.53; 8¢ 23.3, Sy 1.91; 8c 26.6, 8 1.91: S 27.7, & 28.1, 5y 1.68, 1.61;
Sc 312, &y 1.39, 5. 32.9, &, 084, 127; &; 38.8, oy 1.68, 1.61 uaz & 41.5, dy
121, 1.41 ppm WU 7 methine carbon 7 dc 55.2, O, 0.67; Oc 39.6, 6,,0.94; d.
39.6, &y 1.30; 8c 59.0, &y 1.30; ¢ 47.7, Sy 1.50; 8c 79.0, 8 3.91 Uns Sc 124.4, 5y
510 (1H, t, J = 3.30 Hz) ppm WAz 6 quaternary carbon “7{ Oc 33.6, 33.6, 36.9, 40.4,
42.1 ez 139.5 ppm

RV RE "H- uaz "C-NMR Hwnumfudutayavesirluana Salacia vilinany
a3 D JJulasnasAundsian ursane ﬁﬁ%%i OH agﬁ' C-3 TigoaAREINUNINY OH i
3315 cm” lu IR sunasy Lﬁaﬁuﬁuﬁaga‘[@mﬂ%ﬂmﬁw C-NMR ®13 D AusnsUsznay
a-amyrin (111) (Mahato; & Kundo. 1994: 1517-1575) wuinAelnfiassnuunn ¥inms
fudulagldnminasss HMBC wuau&unusues methyl proton H-23 98, 0.77 Ay C-
2, C-37 8 79.0,C-475s 336, C-57 8 552 uaz C-99 8. 47.7: H-24 i 5, 0.97
iU C-1 71 8¢ 38.8, C-5 1 6¢ 55.2 waz C-237 6. 15.6; H-25 # &, 0.93 fiu C-1, C-5,
C-9 uaz C-10 7 8. 369 H-26 7 &, 098 AU C-7 7 8 329, C9 uaz C-14 A 8¢
42.1; H-27 0 8,1.05 00 C-12 A1 8¢ 124.4, C-13 7 65 1395 uaz C-16 11 &. 26.6;
H-28 @ &, fU C-17 71 65 336, C-217 6. 415 uaz C-22 1 8. 27.7:  H-29 71 &,
0.95 Al C-22 Uaz C-20 7 8. 39.6: H-30 7 &y 0.89 AU C-19 7 8 396 uaz C-20
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. & & A A A
a-amyrin Lﬂumiﬂszﬂau"l,mmaiwmhzmw ursane mmwmumswuluw"ﬁaqa
Salacia niUAanInVaIaw S. fruticosa (Reddy; Ayengar; & Rangaswami. 1975: 342-
343) fuwilfensn S. lehmbachii (Reddy; Ayengar; & Rangaswami. 1981: 197-200)

TN LEIANNSNRUELUY HMBC

Mwisznay 46 LRAIANURUNUS HMBC Nénauads1slsznay D



319 45 dayn 'H- waz ' C-NMR w89 g-amyrin uaz H-uaz C-NMR DEPT 90 uaz

DEPT 135 289813U32nau D vufinlu cDCI,

90

AR

10
1"
12
13
14
15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30

a-amyrin(111)° svUsznau D
S, 3, S, DEPT 90 DEPT 135

38.1 38.8 1.68, 1.61 38.8
27.2 28.1 1.61, 1.38 28.1
78.3 79.0 3.91 (1H, m) 79.0

38.7 33.6 -

55.2 55.2 0.67 55.2

18.3 18.3 1.50, 1.53 18.3
32.9 32.9 0.84, 1.27 32.9
40.0 40.0 -

477 477 1.50 477

36.9 36.9 £

233 233 1.91 233
124.3 1244 510 (1H,t, J=33Hz) 1244

139.4 139.5 3

420 421 £

28.7 31.2 1.39, 31.2
26.6 26.6 1.91 26.6
33.7 33.6 '

58.9 59.0 1.30 59.0

39.6 39.6 1.30 39.6

31.2 39.6 0.94 39.6

415 415 1.41,1.21 415
28.1 27.7 27.7
15.6 15.6 0.77 (3H, s) 15.6
28.1 28.1 0.97 (3H, s) 28.1
15.6 15.6 0.93 (3H, s) 15.6
16.8 17.1 0.98 (3H, s) 17.1
233 232 1.05 (3H, s) 232
28.1 28.7 0.77 (3H, s) 28.7
17.4 17.4 0.95 (3H, br d) 17.4
21.3 213 0.89 (3H, s) 213

Mahato; & Kundu. 1994: 1517-1575



A7 46 Toua 'H-NMR, COSY, HMQC uaz HMBC wasz1sUsznay D tiufinlu CDCI,

91

. , 81315znay D
AU ; . - .
H-NMR COSsY HMQC HMBC
1 1.68, 1.61 C-1
2 1.61, 1.38 C-2
3 3.91 (1H, m) H-2 c3 C-2,C23
5 0.67 C-5
6 1.50, 1.53 C-6
7 0.84, 1.27 C-7
9 1.50 C-9
11 1.91 C-11 C-12, C-13
12 5.10 (1H, t, J = 3.3 Hz) H-11 C-12 C-9, C-11, C-12, C-13, C-18
15 1.39 C-15
16 1.91 C-16
18 1.30 C-18 C-19
19 1.30 C-19
20 0.94 C-20
21 1.41,1.21 C-21
23 0.77 (3H, s) C-23 C-2, C-3,C4, C-5
24 0.97 (3H, s) C-24 C-1, C-5, C-23
25 0.93 (3H, s) C-25 C-1, C-5, C-9, C-10
26 0.98 (3H, s) C-26 C-7, C-9, C-14
27 1.05 (3H, s) C-27  C-12, C-13, C-16
28 0.77 (3H, s) C-28 C-17, C-21, C-22
29 0.95 (3H, brd) C-29 C-22, C-20
30 0.89 (3H, s) C-30 C-19, C-20

a .
proton-proton correlation

b 1 13 .
1-bond heteronuclear H- C correlation

c 1 13 .
long range heteronuclear H- C correlation
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813Usznay E  SBSitosterol (sss 3137)

815U5zney E Aanwoiiluvasudsdann 14&u29ny anisaldehyde reagent waz 'Ll
uwsasnameldusadaanlalana Taya IR WULAUMIEWLLLEaues O-H 7 3425 cm’
‘fa;&a "H-NMR Wué'zyﬁtyﬂm methine olefinic proton i Oy 5.33 (1 H,d,J=5.18 Hz) uaz
§7yTy1mW83 carbinol proton 1 &, 3.50 (1H, m) LfiaLiJ’%stﬁumTaQa NMR 2ad813U3znay
E NU Bsitosterol (14) (0719 47)  wuasuszney E fisnsennsasnin waziie
Wisuisunuen Ry w8da13Usznal E N authentic 189 Asitosterol 1szuuavinazane
@19 9 wuddlen Ry i 39a3Ud1 smlszneu E Aa Asitosterol

Asitosterol (E) 1ingsfinuldmluluiamarssia dmiudvluans Salacia wu B
sitosterol (14) luguifenduwas S. beddomei  (Hisham; et al. 1995: 1227-1231) 1Ufan
I NV S. fruticosa (Reddy; Ayengar; & Rangaswami. 1975: 342-343) WaanInuas
S. macrosperma  (Viswanathan; et al. 1978: 349-352) uaﬂaﬂﬂﬁﬁawuluﬁmﬁ@‘éu LU
RIWHENVDY SBsitosterol NU stigmasterol 8@IN&IW 1 1 2 wulnises Ziziphus attopoensis
Pierre (m%‘@lﬁ NI, 2550) ez Tudunnues Atractylodes chinenese (Ding; et al. 2000:
561-565)

A7 47 Toua "H- NMR 2843 Bsitosterol uaz an3lsznau E tufinlu cDCIy

AUAY sitosterol” Psitosterol” anvdzney E
3 3.50 (1H, m 3.25 (1H, m) 3.50 (1H, m)
6 5.33 (1H, d. J = 5.0 Hz) 5.35 (1H, m) 5.33 (1H, d, J=5.1 Hz)
18 0.78 (3H, s) 0.69 (3H, s) 0.77 (3H, br s)
19 1.06 (3H, s) 1.01 (3H, s) 0.98 (3H, s)

21

0.98 (3H, d, J = 6.0 Hz)

0.92 (3H, d, J = 6.4 Hz)

0.89 (3H,d, J = 6.4 Hz)

26 0.78 (3H, d, J = 7.0 Hz) 0.83 (3H, d, J = 6.8 Hz) 0.79 (3H, d, J = 0.8 Hz)
27 0.76 (3H, d, J = 7.0 Hz) 0.81 (3H, d, J = 6.9 Hz) 0.65 (3H, s)
29 0.80 (3H, d, J = 7.0 Hz) 0.85 (3H, t, J= 7.8 Hz) 0.82 (3H, s)

*W3aih N, 2550: 88-89

°Ding; et al. 2000: 561-565
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817Usenau F 20,29-Epoxysalacianone (sss 3567)

aydsznay F o dlusnsfinuludSunontesiuvesudsdans mp 222-224 °C 1iia
a329au¢I8 TLC IW&N9M anisaldehyde reagent uaainamuldussdan’lawma daya
IR WLLOUMIaEuLUUEA289 C=0 2 uwd fi 1739 usz 1704 cm’

Fayn 'H- usz  C-NMR, DEPT, COSY uaz HMQC (a1313 48) vessnsusznay F
WURTQNMANSUaUIRNG 30 Ayanm Sulludyanmues 7 methyl carbon 1 8¢ 14.5,
8,1.01 (3H,s); OS¢ 15.8, &, 1.09 3H,s):: 8¢ 15.9, 6,0.93 (3H, s); &c 18.9, 5y 0.85
(3H, s); 21.3, 84 1.01 (3H,s): &c 21.9, &y 1.33 (3H,s); uar 26.6, &, 1.06 (3H, s)
W‘]JE?EQEUJM‘UEIG 10 methylene carbon ‘ﬁSC 19.6, 21.9, 26.9, 26.9, 33.2, 34.0, 34.6,
39.5, 51.2 Waz 555 ppm WUAANMUBI 5 methine carbon 7 ;. 36.8, Oy 1.88;
Sc 465, 8, 1.57; Sc 495, O, 1.40; &. 546, O,193  usr S 54.8, o, 1.33
ppm ﬁmufyﬁm6 quaternary carbon ‘ﬁISC 36.8, 37.9, 40.9, 42.8, 47.3 1az 56.3 ppm
LLﬂ:WUﬁmutyﬁmmad 2 carbonyl carbon ﬁBC 216.9 uaz 217.9 ppm

ﬁa;&ammﬁua@adﬂmi F dasiilavssadulasinasiusiia lupane Al
exocyclic double bond #1 C-19 Lfiaeal,m’lzﬁ“ﬁa%m NMR aen9aztduawuining  methylene
ketone 2 Wi I@wyjﬁ 1 a;jﬁl 8 55.5, 84 2.13 az 1.88 Falwuuy doublet 2 uwi
1 J=165Hz UaWyfl 2 agil 85 34.0, 8y 246 Uaz 2. 43 WU methine ketone 71 85
54.6, 8 1.93 (1H, d, J = 13.6 Hz) ({luuamy metyleneoxy 71 8¢ 51.2, 84 2.59 uaz 2.39
Falwiny doublet 2 Uy @1 J = 4.4 Hz  uas quaternary oxycarbon 11 8. 56.3 Lilufi
Fanawuininy methyl Al 6. 219, 8, 1.33 %aagﬁaum@‘hﬂdmgﬁu WA lATUBNTWA
27N oxygen ﬁaga HMBC WU31  methine proton i 3 1.93 ﬁﬂ?ﬂwﬁuﬁufﬁ'u%y; ketone
7 8¢ 216.9 NU metyleneoxy carbon f 8¢ 51.2 Waz NU quaternary oxycarbon f Oc 56.3
ﬁaga ESMS WU pseudomolecular ion peak ‘ﬁlm/z 453 [M-H] %Gaa@ﬂﬁad’hmi F &
g@ﬂmaqmﬂu CagHacOs G3ti0as F 1383 epoxide Wnu exocyclic double bond 7ic
19 luluanavaslasineifusiia diketo lupane Lﬁaﬁuﬁuﬁagawudﬂﬁﬁﬁmm‘wu Car

20,29-epoxylupane-3,21-dione %30 20,29-epoxysalacianone (2) (Hisham; et al; 1996:
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nNMIAanzAtoys NOESY wudn H-19 7 193 (1H, d, J = 136 Hz) &
ANNFUWUEAL methylene proton H-22 1 &, 213,188 (2H, d, J = 16.5) ; methylene
epoxide H-29 ‘ﬁl Oy 254,239 (2H, d, J = 4.4 Hz); methyl epoxide Me-30 ‘ﬁ Oy
133 usz Me-28 Al 8, 0.85  WgAIIN H-19 otiN% S LTWALINY Me-28  UATWY
epoxide ag’lu@‘mmm o uaﬂmﬂf':ﬁ'owumwé’uﬁ'uﬁwiwm;3' Me-25 NU Me-24, Me-
26; Me-26 ny H-13; H-19 U Me-28 LL&@N’j’MQ‘J; Me-25, Me-24, Me-26, Me-28, H-19
Waz H-13 agenn B &% Me-23, H-5, H-9, Me-27 Uaz H-18 agenulaennufadiuniy o
G9maandadny stereochemistry 184 lupane triterpene é’aﬁ?u’fiaagﬂvlﬁdﬂms F {las9a319
WD 20,29-epoxylupane-3,21-dione %30 20,29-epoxysalacianone T8NBNITNLINN
fullfandu S. beddomei (Hisham; et al; 1996: 789-794)

N LReIAMNFNRUELUY HMBC

¥ U LROIANNRNANWTULUL NOESY

MWUIzNay 47 LRAIANMUFUNUS HMBC Laz NOESY Néanuadasilsznay



M13749 48 fa;ga "H- uaz
NMR, DEPT 90 L8

DEPT 135 2a4&151U5znau F yufinlu CDCI,

"C-NMR w89 20,29-epoxysalacianone (2) Was H- Wz  C-

95

LA

© O N o g A WO N =

N N N & A4 aAa a a 4a 4a a a4
N = O © o N o g » W N = O

23
24
25
26
27
28
29

30

20,29-epoxysalacianone (2)a

g13dszneu F

3. S, 3. S DEPT 90  DEPT 135
39.5 1.91, 1.40, m 39.5 1.93,1.88 39.5
34.1 2.40, 2.49, m 34.0 2.46, 2.43 34.0
217.0 217.9 -

47.3 47.3 -

54.8 54.8 133 54.8

195 19.6 196

33.2 33.2 1.44 33.2

40.9 40.9 -

495 49.5 1.40 49.5

36.8 36.8 -

214 21.9 21.9

26.9 26.9 26.9

36.7 36.8 1.88

42.8 42.8 1

26.9 26.9 1.76, 1.40 26.9

34.6 34.6 1.44, 161 34.6

37.9 37.9

46.5 46.5 157 46.5

54.6 1.91 (1H, d, J = 11.6 Hz) 54.6 1.93 (1H, d, J = 13.6 Hz) 54.6

56.3 56.3

218.2 216.9 -

51.3 2.10 (1H, d, J = 16.7 Hz) 55.5 2.13 (1H, d, J = 16.5 Hz) 55.5
1.93 (1H, d, J = 16.7 Hz) 1.88 (1H, d, J = 16.5 Hz)

24.6 1.08 (3H, s) 26.6 1.06 (3H, s) 26.6

21.0 1.04 (3H, s) 21.3 1.01 (3H, s) 21.3

15.7 0.96 (3H, s) 15.9 0.93 (3H, s) 15.9

15.9 1.12 (3H, s) 15.8 1.09 (3H, s) 15.8

145 1.04 (3H, s) 145 1.01 (3H, s) 145

18.9 0.87 (3H, s) 18.9 0.85 (3H, s) 18.9

55.5 2.53 (1H, d, J = 4.8 Hz) 51.2 2.59 (1H, d, J = 4.4 Hz) 51.2
2.42 (1H, d, J = 4.8 Hz) 2.39 (1H, d, J = 4.4 Hz)

21.9 1.08 (3H, s) 21.9 1.33 (3H, s) 21.9

® Hisham; et al. 1996: 789-794.



96

A7 49 Toua 'H-NMR, COSY, HMQC uaz HMBC 2a98n313:nay F uufinlu cDCl,

. , a3tsenay F
AU ; . - -
H-NMR HMQC HMBC
1 1.93, 1.88 C-1
2 246, 2.43 C-2
5 1.33 C-5
7 1.44 C-7
9 1.40 C-9
13 1.88 C-13
15 1.76, 1.40 C-15
16 1..44, 1.61 C-16
18 1.57 C-18
19 1.93 (1H, d, J = 13.6 Hz) C-19 C-12, C-20, C-21, C-22,C-29,C-30
22 2.13 (1H, d, J = 16.5 Hz) C-22 C-18, C-21
1.88 (1H, d, J = 16.5 Hz)
23 1.06 (3H, s) cEs C-3, C-4, C-5, C-24
24 1.01 (3H, s) C-24 C-3, C4, C-5
25 0.93 (3H, s) C-25 C-1, C4, C-9
26 1.09 (3H, s) C-26 C-7, C-9, C-10
27 1.01 (3H, s) C-27 C-13, C-14
28 0.85 (3H, s) C-28 C-16, C-17, C-18
29 2.59 (1H, d, J = 4.4 Hz) C-29 C-20
2.39 (1H, d, J = 4.4 Hz)
30 1.33 (3H, s) C-30 C-20, C-29

a .
proton-proton correlation

b 1 13 .
1-bond heteronuclear H- C correlation

c 1,13 .
long range heteronuclear H- C correlation
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817U3en0y G Friedelane-1,3-dione (sss 2629)

f13szney G Lflumiﬁwuluﬂ’%mmmnﬁq@ﬁé‘ﬂumnﬂumadLLﬁa?ﬂm Tmnfes
g8auny anisaldehyde reagent ugadHaneldugsdaas lalalaaun TLC Tayn IR wuunu
MIFwLLLEaUes C=0 2 usk 71 1732, 1705 cm ' ugesindusnstsznay diketone

Toya 'H- uaz "C-NMR, DEPT, COSY uaz HMQC 284813 G Wudmnmaniuasu
ﬁy/\‘m&m 30 ﬁmufy’]m (91979 48) 6'Iii\‘l‘ll\l‘]J 8 methyl carbon 132naueas 3 proton ‘ﬁl Oc 7.2,
Oy 1.03 (d, J = 6.6 Hz); Oc 15.9,8,,0.67; Oc 17.9, Oy 1.17; 0O 18.7, 8,4 0.99; O¢
20.3, 8, 1.00; 8¢ 31.7, 8, 0.97: &g 32.0, 5, 1.15; Waz 8¢ 34.9, S, 0.92: ppm WU
10 methylene carbon ﬁ dc 18.0, 30.1, 32.4, 32.7, 34.5, 35.2, 35.8, 39.2, 40.6 Laz 60.6
ppm WU 4 methine carbon ﬁ Oc 52.1, 04 1.28; 0O 42.6, 04 1.58; Oc 71.8, o4 2.35
wae 8c 59.0, Oy 2.55 (1H, q, J = 6.6 Hz) WU 6 quaternary carbon ﬁ dc 28.1, 29.9,
37.2, 37.8, 382 Uz 39.4 ppm WASWURWANMI carbonyl carbon 2 FWANMAT ¢
202.8 waz 204.1 ppm

RV RE 'H- usz C-NMR i"suﬁ'umsﬁuﬁuiagamaaﬁﬂuaqa Salacia ¥ Ny
1813 G HulasinasAulszinn friedelane ﬁﬁ%%i carbonyl 2 LAY %aaa@ﬂﬁaaﬁumswumg
C=0 # 1732, 1705 cm ' ln IR NSy uay faga ESMS WU pseudomolecular ion peak
miz P 439 [M-H] sﬁoaa@ﬂﬁaaﬁuqmﬂmaqa CaHicO,  SITHE5 G wazdigaslasiaig
Hu friedelane-1,3-dione  uaztilanSutfinudoys 'H- usz  “C-NMR (91319 50) 1893
G Nu friedelane-1,3-dione (165) (Klass; et al. 1992: 1626-1630) wu e lnflasenuunn
uanmnﬁﬂhﬁwmnﬂ%mmﬁmuﬁaga "H- uaz  "C-NMR sinasy w9813 G U friedelin
10 "C-NMR anadu (01319 39) wuhedetuuddnaiudl 813 G wusmnmes
carbonyl carbon anninluansilsznay friedelin %ﬁ\‘lﬁtyryﬁm f ﬁSC 202.8 waz 204.1
ppm Uz C-1, C-2, C-3 uay C-10 i 5 202.8, 60.6, 2041 uaz 71.8 ppm iie
{fuuny friedelin 71 5 22.2, 415, 213.2 uaz 59.4 ppm WaAII MY carbonyl 8193zag

= o v a d o { . =
C-1 sﬁ@a@“ﬂﬂqlﬂl’ﬂ@ﬂqil’ﬂaaumE]{'lafyfqu ﬁ C-1, C-2, C-3 uax C-10 E]EJ’]dvliﬂ@]’mﬁ]’m
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WallSsuineuanulenvesas G WU 813 G (R; 0.6 1u3201 30% azTlan -

wanieow) Januiduaininnin  friedelin (Re 0.72 lussuy 30% avdlan - Lanioiu) was

ONABNARITAY §1T G 7 268-270°C (lit. mp. 269-271°C) § ¢ specific rotation LT

° (c. 0.50, CHCl,) Wawloufiauny  friedelane-1,3-dione (165) Sduiu +2.2° (c.

+4.1
0.14, CHCl, Klass; et al. 1992: 1626-1630) @ubnatfnsin uazvmstugulassarolas
MINaaad HMBC (01319 51)  2ada13dsenay G WUANMURNWUSVAY methylene proton
H-2 FaNUFUNWSAL C-1, C-3, C-4, C-10 WAz C-23; H-4 NU C-3, C-5, C-10, C-23 uaz
C-24; H-10 NU C-1, C-4, C-8, C-9 uaz C-25; s’%mﬂumsﬁuﬁm‘htmmmamg carbonyl
carbon ag"‘?‘i C-1 sz C-3 WAZWLAMNEUNUSTIEFm 1219 Me-23 iU C-3, C-4 uaz C-
10; Me-24 nu C-4, C-5, C-6, uazr C-10; Me-25 Ny C-8, C-9, C-10 uaxr C-11; Me-26
AU C-14 uay C-15; Me-27 NU C-12 uaz C-18; Me-28 Nu C-16, C-17, C-18 uaz C-
22; Me-29 il C-19, C-20 sz C-21 uaz Me-30 fiu C-19, C-20 uaz C-21 Guifluns
ﬁuéTu@‘hLmuwamy; methyl v 8 it

wonaNdt NOESY snasy (nwisznay 47) Sousasnnusunusues H-2 U H-4,
H-10, Me-23, Me-24; H-6 NU H-4; H-18 NU Me-28; Me-23 NU Me-24; Me-24 NU Me-
25; Me-25 NuU H-11, Me-26; Me-26 N H-18, Me-28; Me-27 N H-11 U8z Me-28 N Me-
30 WFAIIN MY Me-23, Me-24, Me-25, Me-26, Me-28, Me-30, H-18 agsnuiaudn s
@ B uaz H-4, H-10, Me-27 agenuduinu Aasu o HIR0ANSBINY stereochemistry
a4 friedelane tritrepene é’aﬁ?uagﬂvlﬁdwaWi G Jlassaiadu friedelane-1,3-dione

fridelane-1,3-dione  Amsumanuluizana Salacia  wuluswfansinuas

S. campestris (Carvalho; et al. 2005: 367-372) 816uVa9 S. chinensis (Kishi; et al. 2003:
1051-1055) \Waanduvad S. beddomei (Hisham; et al. 1996: 843-845) \Waansnwes S.
prinoides (Tewari; et al. 1973: 146-152) uaﬂﬁnﬂf:ﬂ'qwﬂuﬁmaqaﬁuﬁw LT SRS
wWlanvas P. compta Miers (Klass; et al. 1992: 1626-1630)
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MWysznay 48 LFAIANURUNUS  HMBC waz NOESY Nidanaadansdiznay G

LEAIANNRFNNWTULLY HMBC

LEAIANNFNNWTUUL NOESY

@319 50 fayn 'H- unz ' C-NMR 284 friedelane-1,3-dione uaz 'H- uaz ' C-NMR, DEPT

90 waz DEPT 135 189813U52nay G Uufinlu CDCI,

friedlane-1 ,3-dionea

f13d3znay G

Funi 3. S 3. S DEPT  DEPT
90 135
1 202.8 202.8 -
2 60.6 3.46, 3.24 60.6 3.43 (1H, d, J = 15.9 Hz) 60.6
3.22 (1H, d, J = 15.9 Hz)
3 204.1 - 204 .1 -
4 59.0 2.58 59.0 2.55 (1H, q, J = 6.6 Hz) 59.0 59.0
5 37.8 - 37.8 -
6 40.6 1.90, 1.39 m 40.6 1.87,1.35 (2H, d, J = 10.5 Hz) 40.6
7 18.0 1.54, 143 18.0 1.35 18.0
8 511 1.25 52.1 1.28 (1H, m) 52.1 52.1
15 324 1.52, 1.27 324 1.45, 1.25 32.4

13149 50 (6i@)
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L friedlane-1,3-dione” f5U5zneL G
LAY
. Ox 3. S, DEPT90  DEPT 135

16 35.9 1.56, 1.35 35.8 1.60 35.8
17 30.0 29.9 -
18 427 1.57 426 1.58 426 426
19 35.3 1.36, 1.41 35.2 1.32 35.2
20 28.1 - 28.1 -
21 32.7 1.46, 1.27 32.7 1.44-1.24 (2H, m) 32.7
22 39.2 1.49, 0.94 39.2 1.42,1.25 39.2
23 7.3 1.05 7.2 1.03 (3H, d, J = 6.6 Hz) 7.2
24 15.9 0.69 15.9 0.67 (3H, s) 15.9
25 18.0 1.20 17.9 1.17 (3H, s) 17.9
26 20.3 1.03 203 1.00 (3H, s) 20.3
27 18.7 1.02 18.7 0.99 (3H, s) 18.7
28 32.0 1.18 32.0 1.15 (3H, s) 32.0
29 31.7 1.00 31.7 0.97 (3H, s) 31.7
30 35.0 0.94 34.9 0.92 (3H, s) 34.9

Klass; et al .1992 : 1626-1630

@374 51 Toya 'H-NMR, COSY, HMQC uas HMBC 2898n3135znau G tiufinlw cDCI,

813Usznoy G

AR

"H-NMR cosy® HMQC” HMBC®
2 2a:3.43 (1H, d, J = 15.9 Hz) H-10 C-2 C-1, C-3 C-4, C-10,
2e:3.22 (1H, d, J = 15.9 Hz) c-23
4 2.55 (1H, q, J = 6.6 Hz) H-23, H-24 C-4 C-3, C-5, C-10, C-23,C-24
6 1.35 H-7 C-6 C-5, C-7, C-8, C-10
1.87 (2H, d, J = 10.5 Hz)
7 1.13 C-7 C-8, C-10,
8 1.28 (1H, m) c-8
10 2.35 (1H, s) H-2, H-24, H-25 C-10 C-1, C-4, C-8, C-9 ,C-25
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13149 51 (618)

f13dsenay G

AU ] - . .
H-NMR COosy HMQC HMBC
11 212 (1H, d, J=13.2 Hz) H-25 C-11 C-8, C-25
12 1.45,1.25 H-6 C-12
15 1.45, 1.25 C-15 C-13, C-17, C-28
16 1.60 C-16
18 1.58 C-18
19 1.32 C-19
21 1.44-1.24 (2H, m) H-30 C-21
22 1.45,1.25 C-22
23 1.03 (3H, d, J = 6.6 Hz) H-4 C-23 C-3, C4, C-10
24 0.67 (3H, s) H-4, H-10 C-24 C-4, C-5, C-6, C-10
25 1.17 (3H, s) C-25 C-8, C-9, C-10, C-11
26 1.00 (3H, s) C-26 C-14, C-15
27 0.99 (3H, s) Cc-27 C-12, C-18
28 1.15 (3H, s) C-28 C-16, C-17, C-18, C-22
29 0.97 (3H, s) C-29 C-19, C-20, C-21
30 0.92 (3H, s) H-21 C-30 C-19, C-20, C-21

a .
proton-proton correlation

® 1-bond

1 13 3
heteronuclear H- C correlation

c 188 13 .
long range heteronuclear H- C correlation

817U32nay H 26-Hydroxyfriedelane-1,3-dione (sss 2664)

f13Usznay H wWuwsnsnwusnniduanaungasdansmsiiduyadudedunn Twaaenu

anisaldehyde reagent wazusadnamuldumdaanhlanaun TLC  Faya IR Wounu3

FWLUUEAURI C=0 7 1732, 1720 uaz OH 2@4 alcohol 7 3548 cm
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1ndayn H- uaz C-NMR, DEPT, COSY usz HMQC (a1519 52) wudas H
fanwoadonums 6 suiuans H sheedlasahadulannafindssnn friedelane A
anuastii 1,3-diketone %GWU 7 methyl carbon “7]' Oc 7.2,04 1.07 (3H, s); oc 15.7,
&y 0.68 (3H, s); 6. 17.8, 8,1.35 (3H, s); ¢ 19.6, 5, 1.04 (3H, s); OS¢ 31.6, Sy
112 (3H, s); ¢ 319, 8,094 (3H, s) uay S 344, 8y 091 (3H, s) Wy 11
methylene carbon ﬁ Oc 20.4 , 24.0, 29.8, 32.9, 35.0, 35.3, 35.4, 39.1, 41.7, 60.6 LA
63.9 ppm WU 4 methine carbon i dc 58.9, &4 2.55 (1H, q, J=6.46); O 52.0,

SH 1.31; O¢ 72.4, &4 2.36 (1H, s) WAz Oc 43.4, 4 1.58 WU 6 quaternary carbon “7% Oc
28.3, 30.3, 37.1, 38.0, 39.6 WAz 42.0 ppm WATWLRYQNMAI carbonyl 2 RNl
202.8 U8z 204.1 ppm §961997N fridelane-1,3-dione 39711y hydroxymethylene 1wy
Sc 63.9, Sy 4.13 (1H, d, J = 11.5 Hz) uaz 4.03 (1H, d, J = 11.5 Hz) uasling methyl 7
%%i %Gaa@ﬂﬁadfﬁlmi WL pseudomolecular ion peak m/z‘ﬁ 455 [M-H] 1w ESMS
sUnasu %daa@ﬂﬁaaﬁugmﬂmaqa CaoHusOs Sidtiuans H mazﬁimaﬁﬂuﬂumgﬁuﬁ
fridelane-1,3-dione iy hydroxyl fiuuwa methyl lulaseainsuas fridelane-1,3-dione
Lﬁaﬂm‘mﬂl,l,a:'imswﬁﬁaga 'H- usr "CNMR  afheazBuevassns H U
fridelane-1,3-dione WUI1&1Y H Y C-14, C-15 llax C-26 ﬁ dc 42.0, 24.1 w8z 63.9 ppm
§14997n  fridelane-1,3-dione Y C-14, C-15 ax C-26 “71'6C 38.2, 324 unr 20.3 ppm
MUAGY  U§adIIma hydroxyl methylene mw:agjﬁ C-26 Taya HMBC WUANWFNWUT
W39 hydroxyl methylene H-26 nu C-7, C-8,C-13 uaz C-15 WEAIINAY  hydroxyl
methylene carbon agli‘ﬁ' C-26 Lﬁam’%mmﬁw"ﬁ’aga "C-NMR w89s13U3enay H fu 26
hydroxyfriedelane-1,3-dione (142) (Matsuda; et al. 1999: 1725-1729) wu S nfiae
Auun adnglafanuandaya HMBC luanmd 53 284813 H WUANANRUTVEY methyl
proton Me-23 NU C-3, C-4 Uaz C-5; Me-24 nU C-5, C-6 Uaz C-10; Me-25 Nu C-8, C-9,
C-10, C-11 uay C-26; Me-27 nu C-12, C-13, C-14 Az C-18; Me-28 ny C-16, C-17, C-
18 Uz C-22; Me-29 iU C-19, C-20 Waz C-22; Me-30 fi C-19, C-20 uaz C-21 Tuiflu
nMItududuniaesny methyl  UAZWUAMNUFNNUS NOESY 289 hydroxyl methylene
proton A Me-25, Me-28 WAz H-18 U&A4I1Ma CH,OH agduliedny Me-25, Me-28
Waz H-18 %ananii NOESY slnasy (Mwisznay 48) S9ugeinnudunut Me-23 fu
M-24, Me-25, CH,OH-26, H-18, Me-28 uaz Me-30 &% H-4 ny H-6, H-1 LLay ,Me-27 E]%Ji
FwRgIiuaasu o SiFonnanIny strereochemistry U84 friedelane triterpene agﬂvl,@v’i’]

a13Usznay H Alassainadu 26-hydroxyfriedelane-1,3-dione
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26-hydroxyfriedelane-1,3-dione imunuminuluisana Salacia wulugiuifan
31NVad S. prinoides (Rogers; et al. 1980: 1048-1050) 37nvU8d S. oblonga (Matsuda; et al.
1999: 1725-1729) 3INU8Y S.reticutata (Yoshikawa: et al. 2002: 1819-1824) uazealsiwy
SWUaﬂuluﬁmaqa'é‘ue]

TN LROIANMNFNRRELLY HMBC

¥ U URAIANMUFUNUTULY  NOESY

mwusznay 49 Taya HMBC uaz NOESY ugadanusuwusnaayvaiaslznay H
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@319 52 Taya H- az ' C-NMR w89 26-hydroxyfriedelane-1,3-dione (142) uaz'H- Az

C-NMR, DEPT 90 uaz DEPT 135 sn3isznau H lu CDC,

26-hydroxyfriedelane-1,3-
dione (142)°

/13U5znay H

AR
3, 3, 3, DEPT 90 DEPT 135

1 202.8 202.8 -

2 60.6 60.6 3.44 (1H, d, J= 15.9 Hz) 60.6

3.23 (1H, d, J = 15.9 Hz)

3 204.1 204.1 -

4 56.9 58.9 2.54 (1H, g, J= 6.5 Hz) 58.9

5 38.1 38.0 -

6 41.7 41.7 1.20, 1.85 41.7
7 20.4 20.4 1.80, 1.60 20.4
8 52.0 52.0 1.35 52.0

9 37.1 371 -

10 72.4 72.4 2.38 (1H, s) 72.4

11 35.0 35.0 1.65, 2.16 35.0
12 29.9 29.8 1.10, 1.30 29.8
13 39.7 39.6 -

14 42.0 42.0 :

15 20.1 241 1.15, 2.10 241
16 35.3 35.3 1.65 35.3
17 30.4 30.3 -

18 434 434 1.46 43.4

19 35.4 354 1.65 35.4
20 28.3 28.3 -

21 32.9 32.9 1.35, 0.95 32.9
22 39.1 39.1 1.50, 0.90 39.1
23 7.1 7.2 1.00 (3H, d, J = 6.5 Hz) 7.2
24 15.7 15.7 0.67 (3H, s) 15.7
25 17.8 17.8 1.35 (3H, s) 17.8
26 64.0 63.9 413 (1H, d, J = 11.5 Hz) 63.9

4.03 (1H,d, J = 11.5 Hz)

27 19.7 19.6 1.03 (3H, s) 19.6
28 317 31.6 1.11 (3H, s) 31.6
29 345 344 0.91 (3H, s) 34.4
30 32.0 31.9 0.94 (3H, s) 31.9

* Matsuda. H.; et al.1999: 1725-1729
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M17719 53 Tays 'H-NMR, COSY, HMQC, uaz HMBC wasz1susznay H tiufinlu cDCI,

f13Usenay H

AAY - - - _
H-NMR COSsYy HMQC HMBC
2 3.44 (1H, d , J= 15.9 Hz) H-2, H-10 C-2 C-1, C-3,C-4 C-10, C-23
3.23 (1H, d, J = 15.9 Hz)
4 2.54 (1H, q, J = 6.5) H-23 C4  C-5,C-10, C-23, C-24
6 1.20, 1.85 C6  C-7,C-5, C-8 C-10
7 1.80, 1.60 c-7
8 1.80, 1.60 c-8
10 2.38 (1H, s) C-10  C-1, C-4,C-5, C-8, C-9, C-13,
C-24
1 1.65, 2.16 C-11 C-12, C-13, C-8
12 1.10, 1.30 C-12 C-8, C-9, C-11, C- 25, C-26
15 1.15, 2.10 C-15 C-11, C-13, C-14, C-26
16 1.65, 1.32 C-16
18 1.46 C-18 C-19
19 1.65, 1.32 C-19
21 1.35, 0.95 Cc-21 C-17, C-19
22 1.50, 0.90 C-22
23 1.00 (3H, d, J = 6.5 Hz) H-4 C-23 C-3,C4,C-5
24 0.67 (3H, s) C-24 C-4, C-5,C-6, C-10
25 1.35 (3H, s) C-25 Cc-8, C-9, C-10, C-11, C-26
26 413 (1H, d, J = 11.5 Hz) H-25 C-26 C-6, C-8, C-14,C-15
4.03 (1H, d, J = 11.5 Hz)
27 1.03 (3H, s) Cc-27 C-12, C- 13, C-14, C-18
28 1.11 (3H, s) C-28 C-16, C- 17, C-18, C-22
29 0.91 (3H, s) C-29 C-19, C- 20, C-22
30 0.94 (3H, s) C-30 C-19, C- 20, C-21

a .
proton-proton correlation

b 1 13 .
1-bond heteronuclear H- C correlation

c 1 13 .
long range heteronuclear H- C correlation
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813Usenau | 29-Hydroxyfriedelane-1,3-dione (sss 2972)

23

gsUseney | Nanwasiduvasudsdnnn  1AFN290L  anisaldehyde reagent
uwaasnaneoldusidaanlilawmauu TLC - daya IR WULDLUMIEULLEauas C=0 #i 1725,
1703 uaz OH 7 3567 cm’’

nndaya H- usr C-NMR, DEPT, COSY uaz HMQC (319 54) wui
sydsznay | wesiilassehadwlasmesfudszinn friedelane fifanmwase 1,3-diketone
wasiilassaendroiussisenay friedelane-1,3-dione WU 7 methyl carbon 11 8¢ 7.2,
Sy 1.04 3H, d, J= 65): Oc 159, 5,067 (3H, s) 8¢ 17.9, 8,151 (3H, s): &
185, 8,1.00 (3H, s); g 20.8, 5, 1.00 3H s); g 32.0, 8, 1.19 (3H, s); Waz S¢
25.7, 6 1.00 (3H, s) WU 10 methylene carbon ‘ﬁﬁ 18.0, 27.7, 29.7, 30.2, 32.7, 34.6,
35.7, 39.5, 40.6, 60.6 Laz 74.7 ppm NU methine carbon‘ﬁ Oc 59.0, 6425 (1H, q, J
= 6.4) O&c 524, Oy 12 Oc 718, 8523 (1H, s) uay g 417, &4 154 WU 6
quaternary carbon é'tytyﬁmﬁ o 30.4, 33.1, 37.2, 37.8, 38.1 WAz 39.7ppm e 2
carbonyl carbon 7 202.8 LAy 204.1 ppm F961997n friedelane-1,3-dione ‘ﬁ%y;
hydroxymethylene 1 13 ﬁSC 74.7, 8, 322 (2H,d, J = 13.2 Hz) uazdl methyl 7 Y
F9raanR09INUMINY pseudomolecular ion peak m/z 1 455 [M-H] 1w ESMS sinasa
%oaa@ﬂﬁaaﬁ'ﬂq@ﬂmaqa CaoHisOs SIHUANT | WaziduauWus  hydroxyl fridelane-1,3-
dione LTWLALINY &3 H LﬁaLﬂ%ymﬁmmmz’“ﬂmw:ﬁi@ga "H- uaz C-NMR athiazidua
(@199 54) 289813 | HU friedelane-1,3-dione  wuinflanuensiufi c-19, C-20,C-22, C-
29 Way C-30 7 8g 331, 27.7, 20.7, 747 uaz 25.7 ppm Laifisuniu 813 G 7l 5, 35.2,
281, 39.2, 317 UAz 349  ppm UAII1 Wy methylene hydroxyl #19zagl C-29 esana
lwiAansnfeusasdyanmfl C-19, C-20,C-22, C-29 uaz C-30  uazillawfFoufioy
Foya 'H- usz "C-NMR 289a5 | iU 29-hydroxyfriedelan-3-one Wuinan$uauiiag C, D
ez E Jemenndanin uaensiufl 29 A uas B LLaz"LﬁﬁQ’lmﬁm'miaga "H- uaz c-
NMR 283 29-hydroxyfriedelane-1,3-dione aﬂ'wvliﬁmumﬂ“ﬁaga HMBC (81319 55) 2838173

I WUAIURWAUSNEATTEY hydroxymethylene proton H-29 TAMUFNWWSAL C-20, C-21,
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77N yaaeanudusiusiuy HMBC

; N v o
» U UENANNANNUTLUY  NOESY

mMwiliznay 50 URANANNTUWUT HMBC Waz NOESY fisnanyvadanstlsznay |
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319 54 dayn 'H- waz ' C-NMR w89 D:A-friedooleanan-29-ol-3-one Waz H- uaz ' C-
NMR, DEPT 90 ua: DEPT 135 s3ilyznau I tuiinlw cDCI,

AR

30

29-hydroxyfriedelan-3-one” ssenay |
O, Oy 3. 3. DEPT  DEPT
90 135
225 202.8 -
416 230 (1H, br dd, J = 7.0, 13.8 Hz) 606  3.43 (1H, d, J = 15.9 Hz) 60.6
2.39 (1H, ddd, J = 2.1, 5.2, 13,8 Hz) 3.22 (1H, d ,J = 15.9 Hz)
212.8 2041 -
58.5 2.24 59.0 2.54 (1H, q, J = 6.5 Hz) 59.0
42.3 37.8 -
41.7 40.6 1.87 (1H, d, J = 9.9 Hz) 40.6
18.5 18.0 1.52,1.18 18.0
53.7 52.4 1.29 (1H, s) 52.4
37.7 37.2 -
59.8 71.8 2.38 (1H, s) 71.8
35.9 346 213 (1H, d, J= 12.99 Hz) 34.6
30.8 30.2 30.2
38.8 38.1 -
40.2 39.7 -
33.0 39.5 0.97, 1.35 32.7
36.2 35.7 1.30, 1.54 35.7
30.8 30.4 -
42.2 41.7 1.61 41.75
39.7 32.7 1.54 32.7
33.3 33.1 -
30.0 27.7 1.35, 1.18 27.7
28.3 29.7 1.01, 1.11 29.7
6.9 0.88 7.2 1.04 (3H, d, J = 6.5 Hz) 7.2
14.8 0.73 15.9 0.67 (3H, s) 15.9
18.0 0.87 17.9 1.18 (3H, s) 17.9
18.5 1.03 18.5 1.04 (3H, s) 18.5
20.9 1.03 20.8 1.00 (3H, s) 20.8
323 1.05 32.0 1.19 (3H, s) 32.0
74.9 3.24 (1H, d, J= 10.4 Hz) 74.7 3.22 (2H, d, J = 13.2 Hz) 74.7
3.29 (1H, d, J=10.4 Hz)
26.0 1.22 25.7 1.00 (3H, s) 25.7

® ltokawa; et.al. 1991: 3713-3716.
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M17719 55 Tays 'H-NMR, COSY, HMQC uas HMBC 2a4an313znay 1 1ufinlu cDCl,

o f1sdsznay |
LRI 3 . . .
H-NMR COosy HMQC HMBC
2 3.43 (1H, d, J = 15.9 Hz) H-2, H-4, H-10 C-2 C-1, C-10,C-3,C-4
3.22 (1H, d, J = 15.9 Hz)

4 254 (1H, q, J = 6.5 Hz) H-23, H-24, H-10 C-4 C-1, C-3, C-5, C-10,C-23, C-24

6 1.87 (1H, d, J= 9.9 Hz)

7 1.52,1.18 C-7

8 1.29 ( 1H) c-8

10 2.38 (1H, s) H-2, H-24 C-10 C-1,C-4, C-5, C-8,C-9,C-11, C-24,
C-25

11 213 (1H, d, J = 12.99 Hz) C-11

15 0.97, 1.35 C-15

16 1.30, 1.54 C-16

18 1.61 C-18 C-14

19 1.54 C-19

21 1.18, 1.35 C-21 C-30

22 1.01, 1.11 C-22 C-18

23 1.04 (3H, d, J = 6.5 Hz) H-4 C-23 C-3,C+4

24 0.67(3H, s) H-4, H-10 C-24 C-10, C-4, C-5, C-6, C-9

25 1.18 (3H, s) C-25 C-8, C-9, C-10, C-11, C-14,

26 1.04 (3H, s) C-26 C-8, C-9, C-12, C14, C-15, C-16,

27 1.00 (3H, s) C-27 C-11, C-12, C-14, C-15, C-19

28 1.19 (3H, s) C-28 C-16, C-17, C-18

29 3.22 (2H, d, J = 13.2 Hz) C-29 C-19, C-20, C-21, C-22, C-30

30 1.00 (3H, s) C-30 C-17, C-19, C-20, C-22, C-29

a .
proton-proton correlation

b 1 13 .
1-bond heteronuclear H- C correlation

c 1 13 .
long range heteronuclear H- C correlation
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817UsenauJ  Long chain fatty acid (sss 2885)

fsdzney J Sanwsasidusnsnita®uniduwinies 14&N29nU anisaldehyde
reagent usasnamuldussdanlawauu TLC  daya IR WULOLUMIEUULLEauas OH
Uad carboxylic agjilmj"m 2500 - 3300 ez C=0 1 1709 cm’'  UASWULDUNIIFWLUL
3009 =CH 7 769, 669 cm’ ﬁrmiTaga IR sidnasu ansdszneu J m'«n:ﬁ%yj carboxylic
{Huasdsznay  usedeys 'H- uaz “C-NMR usz DEPT Wu 1 methyl carbon 11 8
141, 8, 085 (3H, t, J=63), WU 2 methine carbon 71  8g130.0 uaz 129.7, &
5.32 (1H, t, J = 4.5) WU methylene carbon ‘ﬁl Oc 24.6,04 1.61 (H, m); 0c31.9 d4
1.23 (H, m) oz 85339, 8, 2.32 (3H, t, J= 7.4 Hz), OS¢ 22.6, 27.2, 29.0, 29.2, 29.3,
29.4 L@z 29.6 ppm uanmnﬁﬁhwué’ryrywm carbonyl carbon 71 8 179.3 ppm @9tinaztiln
carbonyl 784 carboxylic 8137t wax sulnnjinIzwuFQIMVeI 5y 2.32 (3H, t, J= 7.4
Hz), 8¢ 33.9, waziiludtye1asua9 proton ﬁaglﬂﬁﬁu carbonyl carbon  wanaNHINNNT
sudulayaSeuiney IR, "H- uaz "C-NMR 289 813 J nus13llznay oleic acid [SDBS
database (http://www.aist.go.jp) JanwaeaansiwuaIursdiuniafiarsly 1aaylddans J
Wezdlassanadusnsnanaad Long chain fatty acid “?'ifm%i unsaturated ag%ﬁa@ﬁ%mm
152nauds carbon TewNa 19 aaall ndoya ESMS wu pseudomolecular ion  peak
7 miz 297 (M+H] saaadadnugaIlulanaitiu CigHy0, Fowvlanaslusysuma wasla

WUNIIN mmluﬁﬂjaq 8 Salacia

817Usenau K Dulcitol (sss 3321)

f17U5:naU K Jansumetduwyadudadann n1Iasang’IuIInasanin be ﬁnﬂiaga

ESMS Wi pseudomolecular ion peak i m/z 205 [M+Na]’ aa@ﬂﬁaaﬁugmﬂmaqmﬂu


http://www.aist.go.jp/
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nnmylieeidaya "H- uaz "C-NMR  (tufinlu D,0) Wuy Mad carbinol
proton 2 ANl 8, 3.84 (2H, t, J = 6.40 Hz) uaz 3.55 (4H, d, J = 7.18 Hz) WU
FyunmaniUeuInee 3 Swami 8 70.1, 69.4 uazr 632 ppm  wEAIINNAZiENNIAT
Imaqa wazanTaYa "H- uar "C-NMR  (Uufinlu DMSO-dg) WU carbinol proton 6
Fnmil 8, 3.35 (1H, J = 252 Hz); 3.40; 3.68 (1H,q, J = 6.45 Hz); 4.04 (1H,dd, J =
2,99, 2.05 Hz): 4.12 (1H, d, J = 6.60 Hz) uaz 4.44 (1H, d, J = 550 Hz) uaz C-NMR
WU 632, 70.1, 71.5 ppm ifaifSeuifisy 'H-NMR szwinsmstiuiinlu D,0 AU DMSO-
ds  WUNELIMU8Y proton Reulufiswawsiinediag mnmsﬁuﬁwﬁagmﬁa
Wisuifisy 'H- waz "C-NMR 2898n13132nau K AU dulcitol (148) (Pouchert; & Behnke.
1993: 290) wuinlarlnalAesnuuIn é’aifuﬁaagﬂ"lﬁiﬂmm%waomsﬂs:ﬂau K fo
dulcitol

f15U5=naY dulcitol %38 galactitol  Asamenwantey Js1s9unIwu i
§Na Salacia fa S. oblonga (Matsuda; et al. 1999: 1725-1729) 21N&IHIN uaﬂmﬂﬁpﬂ'\‘i
wuluﬁ*’mqaﬁu ik naIwilfendw Cassine papillosa (Drewes; & Mashimbye. 1993:
1041-1044) §I%3NVDI Maytenus acanthophylla Lﬂuﬁmﬁaglmdﬁ Celastraceae \#lawny
AUAININ (De Oliveira; et al. 2006: 661-665)

VLRI LIS

ATANEINTLENBIAUTZNOUMAARINE WL 9 LBudnIINLazluTaIduaININg

o P @ £ a P2 T & P & @
LLRSWIRIIN LLE]ﬂvl@]‘ﬂ@ﬁa‘Uf]ﬂﬁﬂ’N?j']ﬂ’]W LN E]I‘ﬁ Ll ﬂ%lawug’lu‘ﬂauyimﬂl 2JAUAINITI
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nyanwe: fundzimansuth il wih 461-462,

wisasl udu. (2550). avRisEnaunanvasivinaudalnss (Ziziphus attopoensis
Pierre). USnnaniiwus an.a. (1ad) nyanwy: Sdiainends uninay
AIUATUNTI IR T8LanaNT.

’géﬁ g@ﬁﬁﬁm’m (2540). ﬁ’]i’]?;&ﬂ?&lﬁ@%?Wi saunanagTnIIN Ine. NIINNY:
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ANANWIN

Developing reagent §sunauasil 1ilaiasound iy reagent Madanlily
YIQFD
1. anisaldehyde 3.7 Ua8aeT
2. conc. H,SO, 5.0 URAHT
3. glacial acetic acid 1.5 UaRANT

4. absolute ethanol 135.0 UARANT
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CDCl,
D,0
DMSO
[e]5™
mp

m/z

u
ESMS
"H-NMR
“C-NMR
Hz
COSY
NOESY
DEPT

absolute

microgram

broad

doublet

doublet of doublet

triplet

multiplet

singlet

quartet

coupling constant

delta (chemical shift)

concentration

alpha

beta

deuterochloroform

deuterium oxide

dimethyl sulfoxxide

optical rotation

melting point

mass to charge ratio

molecular ion

electron spray mass spectrum
Proton Nuclear Magnetic Resonance
Carbon Nuclear Magnetic Resonance
Hertz

1H-relayed correlated spectroscopy
proton-proton correlation through space

Distortionless Enhancement by Polarization Transfer



144

a o 4 1
ANSINEANN (A1D)

HMQC = 1H-detected Heteronuclear Multiple Quantum Coherence
HMBC = Heteronuclear Multiple Bond Connectivity

FTIR = Fourier Transform Infrared

uv = Ultraviole

Ao = maximum absorption wave length

Voo = maximum absorption frequencies

cm’ = wave number

TLC = thin layer chromatography

conc. = concentrate

R¢ = Retardation factor
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