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Abstract
The following triterpenoids were isolated from the ethanol extracts of the
leaves of Ficus microcarpa L.f., together with aliphatic compounds and steroids:
lupeny! acetate, friedelin, glutinol, epifriedelinol, taraxerol and oleanolic acid.
Two unknown pentacyclic tritetpenoids were also isolated and their structures
were discussed from spectroscopic evidences.
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I. EobrY)Fr~<) 4 VD
HEBR, 583 —, ARE=
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HIa=znvDEDOT S /- VilHiEd» S, BHESLTFRATFo 4 FERID
fihic, lupenyl acetate, friedelin, glutinol, epifriedelinol, taraxerol ¥ & U
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76 M. HIGA, S. YOGI and K. HOKAMA

1RFEAHRR (IR) BLXUTHER (MS) 2x7 b vbh o BHKRRILKEDRED
(tritriacontane, hentriacontane, nonacosane$ & UFheptacosane) &HEE XN 3.

2 IRBEUMS ZAR7 b SIENRR T F v 2 7 VDREY) (ethyl gheddate, ethyl
laccerate, ethyl melissate 35 &7 ethyl montanate) &HEXh 3.

3, mEHIKE, mp 208—210°C, i3 Liebermann-Burchard RIGMME (RE®R) T, IR
27 FIE3070 cn , 1640 cn”, 880cn” ICHKEA F L VE, 1725em™, 1250em” T
T+ NVBIREBRINETRT. MSARYZ bViE, m/z468IC 3 FA4 4 Y E—2, m/z
408 ILDFA X YD OHBRATHURM LTS ISA Vv A F v E— 2 %KY, £ fom/z 218
& m/z 189 iC lupane B b ) FARVIZEBED 7 552 vV b4 & YHBE X 3. 7o b U
BS3E%S (H-NMR) 2 =2 b i3, 1.68 ppm (T olefinic methyl #, 2.02ppm 7+« F %
YNDAF N, 462ppm ICKIEA F LU VED 2D T o b ViLk BV S ERT. PLE
DEERD 5 3 (3 isopropenyl H % FD lupenyl acetate EHEEX NS, 3ORMABLIUBER
NRIMVEXERIE (1] SHEBELALER-BRLL.

| Bk

7
—/—
mlz 218
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4, EEHIRE, mp 155—160°C, I Liebermann-Burchard IKIGB#: GRE®) T, IR %
<7 R 1T05 en” ICANVE=VBICL BRINETRL, KBEIC K BRINGBES L.
%7:3070 ™, 1640cn”, 880 cn” ICAKMA F L vHICLBRIVERYT. MS 2<% b it
m/z424 K} FA 4 Y E—2, m/z218 & m/z 189iC lupane L b ) FNRVYIEED T 5 7
AVPAZ v E=2%RT. PLEDOERMS 4 % lupenone EHEEL, IRBELUMS 27 b
WEXHEME [2, 3] SHBELAY, A7 MVHISBUTO BRI (LAY THE L
AL fo. BHRICOW T lupane ZAFHEN S5, HBIZHOWTRBTRADTHS.

5, EEsIRF, mp 256—261°C, (3 Liebermann-Burchard RIGE#ET, IR 2 <=2 p v
1715 AV E =B & BRINAR L, KREIC L ZRIIBPES LIV, 'H
NMR 2 ~% b £ 0.75—1.19 ppm i 7 D tertiary methyl & & 1 D secondary methyl
HOYI+NERT. MSRANRY bV m/z426 CRFA -2, m/z 302, 273, 205
KEWT7FIA YA FYE-TRRT. oD &R, SHRNICZEKEERF LTV
friedelan FD F )V F MRV F PV THBZEETBRLTHS. 5OMSARZ b vk
friedelan-2-one, friedelan-3-one 35 & U friedelan-7T-one D MS 2A*%7 kv [4, 5] EHEL
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12 & T A 3-one isomer & FER I —H LD TS5 % friedelan-3-one ( friedelin)[ 6 J& B E

L.
+
+ CH2
H2C
o

miz 203 - miz 273
t —..;.
5 miz 302

6, mEHIRE, mp 206—207°C, ii Liebermann-Burchard S IGIBH#: (GR#¥®) T, IR
227 Vit 3450 on” ek BB IC & BN ARE. 'H-NMR 2 <7 b {3082—1.14 ppm
I8 Bd A FE, 345 ppm IC/KEREDTIFIRD axial proton, 5.60 ppm i 1 fld olefinic
protoniC kB vV 7+ MERT. MSZARZ b m/z 426 K3 FA4F Y E—7%RT. T4
m/z 274, 259, 152 KEEWT7 3/ A VA F Y E—- I BHBENS T EH5 61 glutinol
(glut-5(6)-en-38-01) L HEE &N 3. 6OREBIURERRI bAEXEMELT, 81&
B L reER—H L1k,

e 4
i
HO —_—
6

7, ®|EHIRA, mp 267—269°C, i Liebermann-Burchard G (GR¥®) <, IR
Z Y b i 3480 cn” ICKEHEIC K BRINE TS, MS R b iz m/z 428 KHFA 4 ¥
E—7%RT. TOMSRZA<Z Fiz§ (friedelin) ®MS 2~<7 b & &L BITEY, 12

mi/z 152
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PSTAVMAZVRZERBMNIEG THERELBE >TSS, DT &3 TH friedelin OE
TETHECLERRLTVWS. TA=ZER{LS v & TERILLT friedelin 28, Chitk - T
T %53 friedelin DETLAETH BT L A BEFE L /2. friedelin DBTIKICIE, 3 MDKEBEEN i
# D friedelinol (friedelan-3« -ol) & B #1ED epifriedelinol(friedelan-35 -ol) 5% b, T
ZDH)BOWTh,THB. friedelinZF b U DAL VT 15— bTERIILT S L& friedelinol
[6], KRHFIFIRF PV LBZVRKRILVFILT VI =D LTERHILT S L
epifriedelinol SER B EMHMEINTWS [9, 10]. 5 (friedelin) 2F F VT 44 Y
T 17— P BIUKFEAIHEF ) I ATRILL TENEN friedelinol 45 & U epifriedelinol
AL T LB L858, T & epifriedelinol DBIEBLITRERA R P disELic— L
2. LEo#ERH S T % epifriedelinol LEIEL [6].

HO ™

o\'\o\
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5 NC(BH4
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T Cror—

7

83 IRBEIUMS R~=7 b SIENET v — VDIBEY (tetratriacontanol, laccerol,
melissyl alcohol 35 & TF octacosnol) &#fEEEH 3.
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S
— miz 204
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9 HO
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9, mEEIKE, mp 283—285°C, It Liebermann-Burchard RIGEE GR¥E®) ©, IR
A7 b3 3480 cn” IOKEREE, 3050 cm™, 16365cm”, 8lbcm KI@EMA L 74 vick
AHBINAETRT. MSARZ bvid, mz426 €3 FA v —2 %R L, 7/m/z302&
m/z204 iKW T 552V bAF vE—2%FRE. H-NMR 2 <7 b Vi, 554ppm (1H,
dd, /=4, 7 Hz) T olefinic proton 1{Hici8244 28873 double doublet 273 . YA tkod
RN D, 90 taraxerol LHEESH, IORABIUBREA <7 bvi [11, 12] LHE&EL
TEER—BLI. £ IDZBYLY 0 ALK ZBYLERYIE LT 9 D acetate DIEFILERIC K
5 REALERMIZ, ZHEh taraxerone 5 X U g-amyrin acetate ThH 5 T L BHER s h
7.

10, WESHRER, mp 225—227°C, (3 Liebermann-Burchard RIGHtE (Fr#gf) T, IR
ARY M VIE 3370 cr KBS, 3070cn, 1640cm™, 890 cm  WCKIEAF L VEILLD
RXARY. MSARZ b m/z 426 C3FAA4A -2, m/z189 & m/z20TIKE W 7
SUAVIAFYE—s%FRS. 'HINMR 2 <2 b b3 168 ppm I olefinic methyl Eit &
B3LEZ MBS F R, 10 Hisopropenyl #% & lupane R b Y Fuvy 7o —
NTHBCEETERT S, LLLEDOESRDS 10 % lupeol SHEEL, IR#BXU HNMR 2 <~
P ERE (110 EHBUB—H LI -7z, 704 LOBRER~NZ DI, 10%=
BIL7 o TERILLTH b AL L, ZRTADIRBLUMS R<7 bR ELLBREI
B{LAMTHACEHBHBEL . 10 DBHBICOVTIR 4 LERRIC lupane REFZZ TV B 55,
BEIL >V TREREERNDNTHS.

MBIRBLEMS Z=7 b GGl VvFE YBRDE S (gheddic acid, lacceric
acid, melissic acid, montanic acid, cerotic acid # £ TFlignoceric acid) &#HEEEH 3.

12 {3 Liebermann-Burchard RIGIC 51 3 BAEL (F->EHE), [RBIUTMS 2 <2 b
W g-sitosterol EHEE Sh, BABIUEERA RS POV TEREDOHE 1T » /-
HR—ELE.

13, EEHIRG, mp 291-292°C, I Lisbermann-Burchard RIS (F¥E®) T, IR
R+ Vi3 3380 cn WCkEREE, 3600—2400cn™ & 1680 cn” IC H IV E % YR K BRI

+

CH2 m/z 203
13 Ri=CH3 R2=H /g:br
ursolic acid HO™ >~

Ri=H R2=CH3 miz 207
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ARY. MSA~RZ bvid, m/z456 L3 FA 4 E—2%RL, $/m/z248 & m/z 203
CHENEENT 5 72 Y A4 Y E- s BEEEshE. ChoD75 /A v b4t viga’’
DEEARFH OSBRI ) F v/ 4 FEAD retro-Diels-Alder HRICLB2bDEEX S
h3. PLEoERPS, 1312 oleanane $ 3 M3 ursane D b Y F VX VBT 5 oleanclic
acid & %\ 3 ursolic acid EHEE SN 3. 13 D acetate® H-NMR 2<% b i3 secondary
methyl 36D &~ 7'+ VAR &4, 13 hiursolic acid TEHIEWZ EARBLTWS. F/113 @
IR 2<% b wARXHERICIRD oleanolic acid & ¥ ursolic acid DR 7 F v EHEL 1-5ER
oeanolic acid &5E£I—F L7 [13, 14]. LLEDO&ERM S, 13 % oleanolic acid & fEE
L.

14 i1 Liebermann-Burchard RIGIC 81 2 BHE(L (HF—-GRE), IREXUFMS2<7 b
Wip 5 f-sitosterol-g - D-glucoside & HEE &, BimIB KUERMRA R vt TESED
H8EiT-> 1R L 1.

2 B 0 B

AEAUI MDA PR R AR A E2E I MP-S3 BRITHIEL, ARMIETH 5. IR =7 b MidAERS
FA—-302%), MS=2~% baidAI RMU-6L R, '"H-NMR x~% b VIZEMR-24%
(60 MHz) B XUAABF JNM-FX-100 % (100 MHz) %2R\, {LEY 7 M TMS A
WHAL L § (ppm) TR L Tdh 3 (s:singlet, d:doublet, t:triplet, q:quartet,m :
multiplet, br:broad).

M B &K U H

1983 FF 4 BEBETIRB LI Va2 vpiE6 kg 214 /- THHL, ZFomMmHigESE
FTTRHELTELI —VEMEAKE 70 o hs Vv ATRY, KESHE 7 ook LaliRics
Bl J7ookvanmifliconwT Yy VA v A S L 207 55 7 4— (benzene,
CHCl;, AcOEt) %41\, RV EVEHEM»S1 (270mg), 2 (120m9), 3 (285mg), 4
(5mg) BXUS (80mg), ook aEHEMS6 (95ng), T (650mg), 8 (30mg),
9 (200mg) HKUF10 (555mg), BERET FLiEHiEH S 11 (40mg), 12 (500mg), 13
(10mg) BLUT 14 (30mg) %1/

1 (CGERER{LIKR)

i (284 1 1R & (n-hexane : isopropyl alcohol=1:1), mp64—66°C. IR Vas: (KBr) ca~
1 2940, 2860, 1480, 1465, 735, 720. MS m/z:464 (M*), 436 (M*), 408 (M"),
380 (M").

2 (BB FLTRFIV)

# 5.8+ R & (n-hexane : isopropyl alcohol=1:1), mp78—80°C. IR Vae:(KBr)em™ :
1740 (vc-0), 1170 (Vc-ci=0)-0). MS m/z :536 (M*), 508 (M*), 480(M*), 452
(M*). '"H-NMR(CDCl;): 4.16 (2H, a, J=T7Hz, CH,CH,).

3 (lupenyl acetate)

WESHIRE (MeOH), mp208-210°C (lit. [1], 218—220°C). Liebermann-
Burchard [RitEHE (%), IR » ax (KBr) e : 3070, 1640, 880 (>C=CH,),
1730, 1240 (OCOCH3). MS m/z (%): 468 (M*, 78), 453(M*—CH3;, 12), 408 (M*—

1
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AcOH, 10), 249 (C,4H.3 OAc, 20), 218 (C\sHz, 49), 189 (C, H,, 76). '‘H-
NMR (100 MHz, CDCL) : 0.78 (3H, s, 1xCH;), 082 (6H, s, 2xCH;),
091 (3H, s, 1xCH3), 1.01 (3H, s, 1xCH,), 1.26 (3H, s, 1xCHj;),
1.68 (3 H, s, =C<CH3 ), 202 (3H, s, OCOCH;), 448 (1H, dd, J=6,9
Hz, C;-H), 462 (2H, m, >C=CH,;).

4 (BEXRE)

eI (n-hexane), mp 155—160°C. Liebermann-Burchard RGEB# (Fr¥Ef).
IR Veo:r (KBr) ea™ :1705 (C=0), 3070, 1640, 880 (>C=CH,), 1455 1380,
1115, 995. MS m/z (%) : 424 (M*, base peak), 409 (M*—CH;, 49), 313 (10),
257 (24), 245 (13), 218 (63), 205 (73), 189 (88).

5 (friedslin)

EEHIRE (n-hexane), mp 256—261°C (lit. (61, 255—260°C). Liebermann-
Burchard RG#. IR Vae: (KBr) ean : 17156(C=0). MS m/z (%) : 426(M*, 56),
411 (M*—CH,;, 11), 341 (6), 302 (27), 273 (38), 205 (39). '"H-NMR
(CDCl;): 075 (3H, s, 1xCH;), 089 (3H, d, J=65Hz, C,—CH;), 090
(3H, s, 1xCHy), 097 (3H, s, 1xCH;), 1.02 (6 H, s, 2xCHj;), 1.06
(3H, s, 1xCHj3), 119 (3H, s, 1xCHj).

5 O friedelinol ND#RT [6]

5 (50mg) ZF bV VLAV TI5— bOBK (BF ) UL350m, 417 INTN
a—n5m) KA, HETRPHICHREEUHNS 2EMR- 7o, >FIARZEFRETL
A7 3InTa—viEBEL, BEi% TLC(CHCl; : benzene=1:1) THBIL7. 30ng.
mEsIRS (benzene—AcOEt), mp 287-292°C (lit. [6], 297°C). Liebermann-
Burchard SUGRHE (FREB). IR Vaer (KBr) e 3500(QH), 2940, 2870, 1455, 1385,
1035, 1000. MS m/z (%) : 428 (M*, 15), 413 (M*-CH,;, 7), 410 (M'-H,0,
11), 341 (5), 304 (4), 275 (15). lH—NMR(CDCI:;)ZO.77 (3H, s, 1xCH,;),
0.80 (3H, s, 1xCH,;), 093 (3H, s, 1xCH;), 097(6H, s, 2xCHj), 0.99
(6H, s, 2xCH,), 1.15 (3H, s, 1xCHj).

5 O epifriedelinol ~NDRT [ 9]

5 (70mg) Y ViR, L, BTl N KEBLF MY O LBIK I mfE A S/ — )V 150mlT
MAFBEDP D15 LD, KFELFIRF MY UL20micMAt. BBEREZRATRS
L, 1Bt L 0L 2 BRIKE L. Bitkic Lokl F oI L, BBV VA4S
WD H 5 & (benzene~CHCl;) THISIL 7. 10mg. fEESHKSR (benzene), mp 275 —277
°C. IR X% b i} epifriedelinol &—F L 7=.

6 (glutinol)

B RS (n-hexane), mp 206—207°C (lit. [ 7], 207-210°C), Liebermann-
Burchard RiGRtE (FRE®B). IR Vaer (KBr) ca™: 3450 (OH), 2950, 2880, 1455,
1385, 1365, 1295 1180, 1090, 1035, 970. MS m/z (%) :426 (M*, 11), 275
(25), 274 (base peak), 259 (54), 205 (20), 152 (20), 150 (12), 137 (22),
136 (14), 135 (15), 134 (32). lH-—NMR(CDCI;;) 1082 (3H, s, 1xCHj3;),
093 (3H, s, 1xCH,;), 097 (6H, s, 2xCH;), 1.01 (3H, s, 1xCH,;), 1.07
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(3H, s, 1 xCH;3), 111 (3H, s, 1xCH,), 1.14 (3H, s, 1xCH;), 345 (C 1
H, m, Wy, =75Hz, Cy—H), 560 (1H, m, Co—H).

acetate : fE/KEEEE— ) Y TT e F b L. WEEIRE: (acetone), mp 178—180
°C. IR Vae: (KBr) e 1740, 1240 (OCOCH,), 2930, 2880, 1460, 1390, 1370,
1190, 1090, 1045, 1020, 975, 935. MS m/z (%) : 468 (M*, 7), 435 (M'—CH,,
1), 408 (M'—AcOH, 22), 393 (M"'—AcOH —CHz, 9), 274 (base peak), 259
(52), 245 (8), 205 (25), 173 (19). lH—NMR(CDCI:;)IO.B‘I (3H, s, 1x
CH3), 095 (3H, s, 1xCH,;), 097 (3H, s, 1xCH;), 099 (3 H, s, 1x
CH;), 1.03 (3H, s, 1xCH;), 1.05(3H, s, 1xCH;), 1.09 (3H, s, Ix
CH;), 1.15(3H, s, 1xCH;), 200 (3H, s, OCOCH;), 469 (1H, m, C,—
H), 555 (1 H, m, C¢—H).

T (epifriedslinol )

imEetiRS (benzene), mp 276—277°C (lit. [6], 274°C). Liebermann-Burchard
RIGREYE GR¥EM). IR Va.. (KBr) en”': 3480 (OH). MS m/z (%) : 428 (M*, 14),
413 (M*—CH,, 12), 410 (M°'—H,0, 2), 304 (2), 275 (13). lH—NMR(CDC];,)
1087 (3H, s, 1 xCH;), 101 (i18H, s, 6xCHj), 119 (3H, s, 1xCH;),
3.76 (1 H, m, Cy;—H).

acetate : fRKEER— ) YV EHWT, MBPTREPLOKBMIEEILE-TT&F
WL L 1z, BEHIRGE (benzene), mp 287—289°C (lit. (6], 289°C). IR Vae: (KBr)
™'t 1735, 1240 (OCOCH;3). MS m/z (%) : 470 (M*, 16), 455 (M*—-CH,, 8),
410 (M*—AcOH, 40), 395 (M'—AcOH-CH,, 17), 342 (10), 317 (16), 205
(43). IH—NME’.(CDClg)l0.8“1(61’{, s, 2xCH;), 092 (6H, s, 2xCHj;),
098 (9H, s, 3xCHjs), 1.15 (3H, s, 1xCH,), 203 (3H, s, OCOCH;),
490 (1H, m, C;—H).

TOM{E[6]

T (50mg) 2=@fb7os—) Jv (10M,/me) §Ek5 mtiTiDZ, FETIRRMEEL
1. KKEMAL %7 oox v a T L, BE% TLC (CHCL, : benzene = 1: 1) THEML 1.
25ng. \ESHKSE (n-hexane), mp 254 —256 °C. IR X R bVid friedelin & —F L 12,

8 (BERAk7NVa—-N)

HEBEK, mp84—85°C. IR Va:(KBr) cm”': 3400 (Vo). 1060 (vc-0). MS m/z
© 476 (M*—H,0), 448 (M"-H,0), 420 (M"—H,0), 392 (M*-H,0).

9 (taraxerol)

stk (EtOH-CHCl;), mp 283—285°C (lit. (111, 285°C). Liebermann-
Burchard RIGEE (FR¥E). IR Vee:(KBr) eu ' 3480 (OH), 3050, 1635, 815
(>C=C <H)‘ MS m/z (%) . 426 (M*, 21), 411 (M'-CH,;, 14), 393 (M'—CH,
-H;0, 4), 302(M*"—C¢Hs, 49), 287T(M*'—CyH;, 49), 287T(M*'—CyH,,—CH;,
32), 284 (M"—CoH,;—H,0, 7), 204 (CsH,, base peak), 189 (C,sH,—CHj,
21). 'H-NMR (100 MHz, CDCl;): 079 (3H, s, 1xCH;), 082 (3H, s,

1 xCH;3),090 (3H, s, 1xCH;), 092 (6H, s, 2xCH;), 094 (3H, s, 1x
CH,), 096 (3H, s, 1xCH;), 1.L10 (3H, s, 1xCHj3), 320 (1H, m, C,;—
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H), 554(1H, dd, J=4, 7THz C,;;—H).

acetate : FKFEME— ) YT e F b L. WBHKIKRE (EtOH), mp 310 °C (lit.
£153, 310°C). IR Vae: (KBr) en™': 3050, 1640, 815 (>C=C<py). 1725 1250
(OCOCH;3). MS my/z (%) : 468 (M*, 25), 453 (M*—CH,, 10), 408 (N]’—AcOH.
4), 344 (M'—CqoHy, 40), 329 (M'—CyH,c—CHj, 16), 284 (M*—CyH,,—AcOH,
13), 204 (CysHy, base peak), 189 (C;sHp—CH,, 21). 'H-NMR (100 MHz,
CDCl;) : 082 (3H, s, 1xCH;), 086 (3H, s, 1xCH;), 087 (3H, s, 1x
CH;), 089 (6H, s, 2xCH;), 094 (6H, s, 2xCH;), 1.09 (3H, s, 1x
CHi3), 2.04 (3H, s, OCOCH;), 448 (1H, dd, Jui-ey=THz, Jor-as=85Hz, C;

-H), 554 (1H, dd, J=4, 7THz, C;;—H).

9 ORML

9 (50mg) 2=8 b7 oa—C Y Yy (10mg/n) BESEBEL, 5°CT22H
BB LS. RBEIRKEMAE 700 sraTHBL, BEE2ZEELCELBE
2V YAHXNVDH 5 4 (benzene) THIWL 2. 20ng. WMEMIRSE (CHCl; —EtOH),
mp 241-243°C(lit. [12], 245—-249°C). IR Va.: (KBr) em™': 1705 (C=0), 3050,
1640, 815(>C=C<yg). MS m/z (%): 424 (M", 56), 409 (M"-CHi, 21 ),
300 (M*—CoH;e, 91), 285 (M*—CyH,,—CH,, 46), 204 (C\sHy, base peak),
189 (CisHze—CHs, 17). '"H-NMR (CDCl3) : 0.88 (3H, s, 1xCH;), 0.95(6H,
s, 2xCHs), 099 (3H s, 1xCH;), 1.12(9H, s, 3xCH,;), 1.19 (3H, s,
1xCH;), 559 (1H, dd, J=3.5, 7.0Hz, Cys—H). MS =2~R% pIHR [ 3,
16 ] i2#f @ taraxerone D A7 b WE—F L /-,

9 @ acetate @ £ -amyrin acetate D R¢E{L [17]

9 O acetate (40mg) ZKNERR (15 mf) KBEEHE, 90°CTHIERE (1 =) ZHT L.
FEREEPL, 107EMAML 0T REPLBRABRETTHEL, BRAEZ YV A5VvDRH
% & (n-hexane—benzene) THMIL 7z, 30ng. WEEIRS (CHCl; —MeOH), mp238°C
(lit. [17], 241-242°C). IR Vae (KBr) e : 1730, 1250 (OCOCH ;). MS m/z
(%) : 468 (M*, 9), 453 (M*~CH;, 2), 408(M*—AcOH, 1), 218(C,sH, base
peak), 203 (C,;sHy— CH; 35). '"H-NMR (CDCl13;): 083 (3H, s, 1xCH;),
087 (12H, s, 4xCH;), 098 (6H, s, 2xCH,;), 1.13 (3 H, s, 1xCH;),
204 (3H, s, OCOCH;), 450 (1H, m, C;—H), 518 (1H, m, C\,—H).

10 (B#ERE)

IEEBEHRER (n-hexane), mp 228—229°C. Liebermann-Burchard RIS (k).
IR Vue: (KBr) cn”: 3370 (OH), 3070, 1640, 890 (>C=CH;). MS m/z (%) :
426 (M*, 51), 411 (M*—CH,, 21), 393 (M*-CH,—-H, 0O, 6), 302 (3), 21816),
207 (42), 203 (14), 189 (base peak). lH—NMR(CDCla ): 070 (3H, s, 1x
CH,), 0.78 (3H, s, 1xCH,;), 084 (3H, s, 1xCH;), 096 (3H, s, tx
CH;), 1.00 (6H, s, 2xCHj;), 1.68 (3H, s, =C<CH3)' 320 (1H, m,
>CH-O0OH), 4.69 (2H, m, >C=CH,).

acotate : KEFB— ) Y v TT €F MEL . MMEEHRE (n-hexane), mp 269270
C. IR Vao: (KBr) ™'t 3080. 1640. 890 (>C=CH,), 1725, 1250 (OCOCH;).
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MS m/sz (%) : 468 (M*, 30), 435 (M*—CH;, 7), 408 (M*'—AcOH, 10), 249
(6), 205(7), 203 (13), 189 (base peak). lH-~NMR(CDCI:;) : 071 (3H, s,
1 xCH;), 088 (9 H, s, 3xCH;), 097 (3H, s, 1xCH;), 1.00 (3H, s, 1x
CHy), 1.67 (3H, s, =C<cp,)» 203 (3H, s, OCOCHs), 4.05 (1H, m,
>CH-O0OH), 470 (2H, m, >C=CH,).

10 O &1t

10 (50m9)‘ 27 b (15m) iCiEh L, 8 NCrO,—H, SO, iB#K (ZB{t7 04 267 g
R 23 mt—7K 40 mLiTiEM L, 2% KTI00miCd 5) 0.1 m%EINA, ZFETS 8
HLEOLRIGHEAZKTHRRL, B F oL, BB MY U L TERK, BELE
L, BEiZ T2 b OoBERL. 20ng. BEKRIKSGH, mp 187-191°C. IR V a:
(KBr) en™: 1705 (C=0), 3080, 1640, 890 (>C=CH,;), 1445, 1390, 1375, 990.
MS m/z (%) : 424 (M*, 59), 409 (M*—CH,, 29), 368 (9), 313 (4), 256(6),
218 (7), 205 (36), 189 (base peak). H—NMR(CDC1s): 0.70 (3H, s, 1x
CH;), 0.94 (6H, s, 2xCH;), 101 (6H, s, 2xCH,;), 1.06(3H, s, 1xCH;),
1.65 (3H, s, =C<CH3)* 466 (2H, m, >C=CH,).

11 (FBRGER)

REHRE (n-hexane: EtOH=1:1), mpT77—80°C. IR Vue: (KBr) cn™: 3500~
2500, 1700 (COOH). MS m/z: 508 (M*), 480 (M*), 452 (M%), 424 (M*), 396
(M%), 368 (M*).

12 ( g-sitosterol)

ARG (EtOH), mpl136— 137°C. Liebermann-Burchard RIGERE: (F—-Eigf).
IR Yae: (KBr) cn™': 3400 (OH), 1640, 800. MS m/z: 414 (M*), 399 (M*'—CHs),
396 (M*—H,0).

13  (oleanolic acid)

mEsHikR (EtOH), mp291-292°C (lit. [13], 299-302°C). Liebermann-
Burchard UGB (R#ER). IR Va.: (KBr) en”': 3400 (OH), 3500-—2500, 1690
(COCH), 1384 s, 1363 m, 1344w, 1321w, 1302m, 1268 s (oleanene skeleton).
MS m/z (%) : 456 (M*, 7), 438 (M'-H,0, 4), 423 (M*-H,0-CH,, 3), 410

248 (57), 207 (13), 203 (31).

acetate : /KK —FIEMT7T € F ML L 1. WEHIRE (EtOH), mp263— 265°C
(lit. [13], 261°C). IR Vae: (KBr) ca : 3420 (OH), 3500 —2500, 1690 (COOH),
1730, 1240 (OCOCH;). lH—NMR(CDCI:»,): 0.76 (3H, s, 1xCH,;), 0.86 (9H,
s, 3xCHj3), 097 (9H, s, 3xCH,), 1.09 (3H, s, 1xCH;), 2.05(3H, s,
OCOCH3;), 453 (1H, dd, J=6, 9Hz, C;—H), 525 (1H, m, C;;~H). MS m
/z (%) : 498 (M*, 3), 483 (M*—CHj;, 1), 452 (2), 438 (M*—AcOH, 7), 423
(3), 395(2), 300 (4), 249 (30), 248 (base peak), 203 (69), 190 (32).

14 (8 -sitosterol- A-D-glucoside)

EEHIRR (EtOH), mp289—292°C. Liebermann-Burchard RIGEYE (F—ERR).
IR Vao: (KBr) ea™': 3400 (OH). MS m/z: 414 (M*—C¢H105), 396(M—CsH;,0¢ .
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MEE AHZUCHD, 'HNMR 2<% v (100 MHz) 281%E L CIHV 72 BB AL T2MT

ELERHERZBTF, IAERO-BAEYLTHS-» RPFEDRB XY, FEE—OWE
I LET.

5l B X ®

PH—9, HEAS, XE¥EE, 98, 249(1978).

BABRA, MR, BHEIL, SEBEA0, FPPE, 84, 837 (1964).

AR, AREUL, EEEE, 86, 530 (1966).

P. Sengupta, A. K. Chakraborty, Tetrahedron, 24, 1205 (1968).

H. Budzikiewicz, J. M. Wilson, C. Djerassi, J. Am. Chem. Soc., 85, 3688 (1963).

T b, SRPME, 75, 80 (1955).

S. —-M. Zhong, P. G. Waterman, J. A. D. Jeffreys, Phytochemistry, 23, 1067 (1984).

ANIFiG, MOEE, LARER, BEAL, EEHE, 102, 318(1982).

J. L. Courtney, R. M. Gascoigne, A. Z. Szumer, J. Chem. Soc., 1956, 2119

EEEAN, HBIAA, MEER, E¥EHEE, 85, 854 (1965).

K. Yoshihira, M. Tezuka, S. Natori, Chem. Pharm. Bull., 19, 2308 (1971).

R. E. Corbett, S. D. Cumming, E. V. Whitehead, J. Chem. Soc. Perkin Trans. 1,

1972, 2827.

13. H L3R, MR, 17, 437 (1957).

14. G. Snatzke, F. Lampert, R. Tschesche, Tetrahedron, 18, 1417 (1962).

15. K. Yoshihira, M. Tezuka, P. Kanchanapee, S. Natori, Chem. Pharm. Bull., 19,
2271 (1971).

16. C. Djerassi, H. Budzikiewicz, J. M. Wilson, Tetrahedron Lett., 1962, 263.

17. J. M. Beaton, F. S. Spring, R. Stevenson, J. L. Stewart, /. Chem. Soc., 1956, 2131.

© R N Tos W -

b ek
i =



