UNN 3
pauazIorsalna
¢ a 4 % '
msueneanilszaeumaniinimhmavesfumgunua

diothduadaneueTassdian (6.03 nTy) uuonenlszneusenvIniy
TaoldmaialnsunInnsfuazdiimsanndnas laasysenm triterpene 2 s Id
U 1 uazens 2 AW triterpene 2 @73 (4 UAY 5) UATAIHAY diterpene

(3) msanszvimlaseadnuesmsuignildimain 1D uaz 2D NMR
Spectroscopy

1. MTIAILHINTIa¥19v83ms Olean-12-en-3c-ol (1)

15 1 fdnuauziduvewdadunn yavasumas 227 - 229 ° o yanse il
FAn s [olp? = - 53 ° ludazawnaelsvesy Wudu 0.01 Jadniude
faaans uasiimnsfiveemsindond (R) 0.22 ludiiazais 10 %  imedly
sy 1nmsaua luenmswydn Olean-12-en-3a-0l § mp. = 228 ° % uag
Olean-12-en-3 20l I mp. = 197-197.5 ° @, [a]p"” = + 88.4 ° (CHCly)
(Chapman & Hall 1994)

UV Spectrum luganauuadlusis UV uaasiimsdsgnon 1 Tifiwusee
finougmadiu

IWddefuasnagey vanillin sulfuric acid uaaadi@slszney 1 iy
m15Usynoulseny triterpene

IR Spectrum (A1WUSEABY 5) UAAIDURANAUILAST 3424 em™ (br, OH

Stretching) uaned1 Iwiileidulaasenda uazuaauinuganiunasi 850 cm™
(trisubstituted double bond)

46
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210 ' °C NMR Spectrum (0 wilsgney 7) wuhasiszneu 1 dnfueu
Favua 30 Asven uaznindeya DEPT (nmiszneu 8) 52y 18911l methyl
carbon 8§ m;“i il methylene carbon 10 A15U0Y il methine carbon 5 MSUBY
ezl quaternary carbon 7 Mo

110 'H NMR (m’i‘N‘ﬁ 3) WU singlet methyl group 8 Hy: 1 olefinic
proton tiss 1 Tuseudl & 5.19 (¢, J = 4 Hz) uamsilulassatrevesans 1
Fuseeiles 1 Wusswiniu Tassadreven triterpene Mifhu1u'dio oleanane &
Yudhesyszney 11 oleanane 9199 URUBLF DY ¥ I C-5 iU C-6 e C-9
fiu C-11 W38 C-12 fiu C-13 n3e C-14 f1u C-15 e C-18 fy C-19

uaﬂmmfmi’aya 'H NMR (nMwisgnen 6 uaza1snaii 3) vemsilszneu
1 wudayay1al oxymethine protons 1 Tusaeu (H-3) #i &3.42 wernadeyaytauiiv
triplet 1 J=3 Hz TaoialyTsmeulusumia equatorial (FH) wils J
uaY (J ~4 - 5 Hz) ud o-H Tnaefidyanaiiu g4 uaziiin J 2 d1(J ~5 Hz
uaz ~10 Hz) M1 J i (J ~10 - 14 Hz) ifannmsgaivvealsaou 2 dalu

@MUY 1,2 diaxial (dihedral angle 180°) (Pavia, Lampman and Kriz., 1996)

AULARS
H H
Me M Me
Me ¢
¥ H
H HO
Me Me
OH H
Jee=Jea =4-5 Hz Jae=4-5 Hz, a=6(°
2= 60° Jaa=10-14 Hz, a=180°

vinmsfFoudiouatr  J veeldseeudwvuan 3 Tumsiszneu 1
(J = 3 Hz) uamanmsdszaey 1 avsdnuus TUsneusglud s equatorial

1 3 T
¥941 A iy AH Femndeyaimldmunsoinelassadreiiilu ) 1dvesans

L'

b4
ot

1 A9l



1. olean-5(6)-en-3a-ol (1)

e

24

J [T

24

3. olean-12-en-3a~ol

29 L 30

[

1O
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4. olean-14-en-3 a-ol (3-epi-taraxercl)

vnmadSouiivudyaumsveufdlu sp? methine carbon uay sp’
quaternary carbon ¥83m13Uszney 1 wudyaiun 5121.77 uag 514520 ey
a1eL

A4 o W et = = o o Y ' o =

werweyal ussumesudvesyszneviinenuuavuiaiveun
luiuseglulaseadaues olean-5(6)-en-3a-ol i1 C-5 (& 145.4), C-6 (5
117.6) %89 olean-9(11)-en-3 -0l 1M1 C-9 (5 147.4), C-11 (5 117.4) wpd
olean-12-en-3 -0l {1 C-12 (& 122), C-13 (& 145) 494 olean-14-en-3 -0l i
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A1 C-14 (& 158.1), C-15 (&5 117.0) uazwod olean-18(19)-en-3a~ol i1 C-18
(o 142.8), C-19 (& 129.8) (Mahato and Kundu, 1994)
Tunmanquidmiusegegssnin C- 5 uay C- 6 doya HMBC AIsHY
3H-23, 3H-24 uay 3H-25 Hanuduiuiiu c-s wuszgegsening C- 9 uae
C- 11 Ypya HMBC 9zfReany 3H-25 uaz 3H-26 ianuduiusiu o §iusyg
pg3Ening C- 12 uaz C- 13 Joya HMBC Arswy 3H-27 Tanuduiuiiy C-13

3 ar v

driusegegsynin C- 14 uay C- 15 Yoy HMBC AI3WY 3H-26 uaz 3H-27 I
AanuduRusiu C-14 uadwiusegegsznine C- 18 uag C- 19 Yoya HMBC 175
WU 3H-29 LAy 3H-30 UanuduWusiu C-19 uazaaswy 3H-28 fanuduwus
i C-18

11nYeya °C, DEPT, HMQC ilaz HMBC ve4msszney 1 Wyt doygn
1H-3 (53.42) uaaanNUFUAUTAY C-1 (534.74) uag C-5 (548.94) ; 3H-23 (&
0.96) uaz 3H-24 (& 0.95) uaAnNUFUAUSAY C-3 (576.19) way C-5 (548.94)
: 3H-25 (5 0.85) uamnNNFURUTAY C-1 (534.74) wag C-10 (537.02) ;
olefinic proton (& 5.19) HAAIMNNTURUTAY C (5 47.40 ; methine carbon) 1ag
C (641.78 ; quaternary carbon) ﬁ'ufuiﬂsmuﬁ d5.19, mf‘umuﬁ J 47.40 g
41.78 ssezily H-12, C-9 uag C-14 awadu uﬂﬂmmfuﬁawuﬁ’muq,nm methyl
proton (51.16) ugRIRMUALRUTALUAITUBUT & 39.96, & 145.20, & 26.29 ¥
Aseziilu C-8 (539.96 ; quaternary carbon) C-13 (J 145.20 ; quaternary sp’)
uaz C-15 (& 26.09 ; methylene sp’) sy S 1.16, & 39.96, & 145.20 uay

& 26.09 asitlu 3H-27, C-8, C-13 uaz C-15 awdwy Seagd1dnlasead

F
4 1

dyd [-9) v 1 1 s r = 9t v
HUWUBSHRYITHIN C-12 nU C-13  3UUTITUIENBY 1 A5 lesimsIvan
¥

o s v = - P
Wy olean-12-en-3a-ol (1) Awaailusiviieais ‘:waztaaﬂwmmua"lﬁ'mn

13190 4
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pmuaasnduRu sz TsaeufumsueuudIunndeya 2D HMBC

donfomsudoygulsaen @Rt 5) vesmsszeu 1 fums
sgney  a-boswellic acid (6) uaziivudugrunsveuveswnsyseney 1 fu
m3Useney a-boswellic acid 1ay Aamyrin (7) (15197 6) FEMITwaIuns
™35 (Culioli et al., 2003) Az (Mahato and Kundu, 1994) @wawdu c?a
a-boswellic acid ¥ Inseadramiloumsdsznoy 1 dredud a-boswellic acid 1l
C-24 1uCOOH wAasdsznen 1 & c-24 Wy cH, wuidialndRusfufouyn
éimmiﬁ"hj‘lﬁ’f%”uwanszwumnmj COOH &5y Bamyrin (7) 3 H-3 iy oH
uamisysznen 18 H-3 iy £H wuhduawnisveuvesasdszney 1 1nd

= ar . ] Q
EINU Famyrin 1 ¥UAU

6. a-boswellic acid




7. famyrin

29,

s
-t

HO

24

2 : 4 a
vindeyananuadsagylldlmsiseney 1 fie olean-12-en-3a-ol &l
gas Insardedaanslunin

29,

=2 "
Inq LITLTIE

HO \\\\\n.

2

24

In59a319994 olean-12-en-3 a-o!
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M99 2 yaasdeya °C NMR uag DEPT veamsisgnay 1

53

& (ppm) DEPT 90 DEPT 135 $Tlarae C
145.20 - - C
121.77 121.77 121.77 CH
76.19 76.19 76.19 CH
48.94 48.94 48.94 CH
47.40 47.40 47.40 CH
47.20 47.20 47.20 CH
46.82 . 46.82 CH,
41.78 - - C
39.96 - - C
37.37 - - C
37.17 - 37.17 CH,
37.02 - - C
34.75 - 34.75 CH,
33.35 - 33.35 CH;
33.03 - 33.03 CH,
32.52 ; 32.52 CH,
32.49 - - C
31.10 - - C
28.42 ; 28.42 CH,
28.28 - 28.28 CH;
26.93 - 26.93 CH,
26.15 - 26.15 CH;,
26.09 ; 26.09 CH,




M1919N 2 (8D)

54

& (ppm) DEPT 90 DEPT 135 yiauny C
25.23 - 25.23 CH,
23.71 - 23.71 CH,
23.45 ; 23.45 CH,
22.34 - 22.34 CH,
18.31 - 18.31 CH,
16.81 - 16.81 CH,
15.29 - 15.29 CH;

3199 3 uaasdoyaves 'Huaz *C NMR vsamisilszneu 1

|
?
|
|

AN oc (ppm) % (ppm)
1 34.74 CH, | 133 (IHm), 1.02 (1H,m)
2 25.23 CH, |1.54 (1H,m), 1.96 (1H,m)
3 76.19 CH 342 (1H, ¢, J=3 Hz)

4 37.37 C -

5 48.94 CH |124(1Hm)

6 18.31 CH; 1.41 (1H,m), 1.39 (1H,m)
7 32.51 CH; 1.56 (1H,m), 1.31 (1H,m)
g 36.96 C -

9 47.40 CH | 1.67(1Hy)

10 37.02 C -

L1 23.44 CH, |1.88(H,d,J=35Hz)
12 121.77 =CH 5.19(1H, ¢, J=4 Hz)
13 145.20 C -

14 41.78 C -




M13199 3 (§D)
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AU oc (ppm) S (ppm)
15 26.09 CH, |1.74 2Hm)
16 26.93 CH, |1.97 (1H,m), 1.54 (1H,m)
17 32.49 C _
18 47.20 CH 1.94 (1H,m)
19 46.81 CH, |1.01(1H,m), 103 (1H,m)
20 31.10 C -
21 33.02 CH, |1.56(1Hum), 133 (1H,m)
22 37.17 CH, |1.43(1Hm),1.23 (1H,m)
23 28.28 CH; | 0.96 (3H,s)
24 15.29 CH; | 0.95(3H,s)
25 22.34 CH; | 0.85(3H,s)
26 16.81 CH; | 0.95(3H,)
27 26.15 CH; | 1.16 3H,s)
28 28.41 CH; |0.83 (3Hys)
29 33.35 CH, |0.87(3Hs)
30 23.70 CH; |0.87 (3H,s)
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A15190 4 1A Major HMBC correlation vosasilszney 1

ANLAUS

% (ppm)

HMBC correlation

1

3
5

9

11

12
18
19

22

23
24
25

26

27

28

29

30

1.33(1H,m),1.02(1H,m)

3.42 (1H, ¢+, J=3 Hz)
1.24 (1H, dd,
J = 2,11 Hz)
1.67 (1H,s )

1.88 (1H, m)

5.19 (1H,t, J = 4 Hz)
1.94 ( 1H,m)

1.69 ( 1H,m),
1.02 ( 1H,m)

5.33(1H,m),

1.23 (1H,m)
0.96 (3H,s )
0.95 3H,s )
0.85 3H,s )

0.95 (3H,s )
1.16 (3H,s )
0.83 3H,s )
0.87 (3H,s)

0.87 (3H,s)

C-3 ( 76.19), C-5 (48.94) uaz C-9 (47.40)
C-5(48.94)
C-3 (76.19), C-4 (37.37) uag C-10(37.02)

C-1( 34.74), C-8 (39.96), C-10 (37.02),
C-11( 23.44), C-14 (41.78), C-25 (22.34)

waz C-26 (16.81)
C-8 (39.96), C-9 (47.40), C-12 (121.77) uag

C-13 (145.20)
C-9 (47.40), C-14 (41.78)
C-12 (121.77), C-13 (145.20), C-14 (41.78)

C-13 (145.20), C-21 (33.02), C-29 (33.39),
waz C-30(27.30)
C-18 (47.20), C-28 (28.41)

C-3 (28.28) uaxr C-5(48.94)
C-3 (28.28)uazr C-5(48.94)
C-1(34.74) uax C-10 (37.02)

C-8 (22.34), C-9 (47.40) uaz C-14 (41.78)

C-8(39.96), C-13(145.20) itazC-15(26.09)

C-16(26.93), C-18(47.20) uaz C-22(37.17)
C-20 (31.10) uaz C-22 (37.17)

C-19(46.81) 1tax C-21 (33.02)

'
1

!
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13190 5 1WSoumey 'H NMR voaasiUseneu 1 A1 a-boswellic acid

dumis C 'HNMR HNMR
voamisseneu 1 ¥94 a-boswellic acid

1 1.33(1H, m), 1.02 (1H, m) | 1.45(1H, m), 1.29 (1H, m)
2 1.96 (1H, m), 1.54 (1H, m) | 2.22(1H, m), 1.59 (1H, m)
3 3.42(1H,¢ J=3 Hz) 4,08 (1H,t, J=2.5 Hz)
5 1.24 (m) 1.49 (m)
6 1.41 (1H, m), 1.39 (1H, m} | 1.85 (1H, m), 1.70 (1H, m)
7 1.56 (1H, m), 1.31 (1H, m) | 1.52 (1H, m), 1.37 (1H, m)
9 1.67 (1H, m) 1.66 (1H, m)
11 1.88 (2H,d, J = 3.5 Hz) 1.88 (1H, m)
12 5.19(1H, ¢ J =3.5Hz) 5.19(1H, ¢ J =3.5Hz)
15 1.77 (1H, m), 0.97 (1H, m) | 1.77 (1H, m), 1.00 (1H, m)
16 1.99 (1H, m), 0.79 (1H, m) | 2.00 (1H, m), 0.81 (1H, m)
18 1.94 (1H, m) 1.96 (1H, m)
19 1.69 (1H, m), 1.02 (1H, m) | 1.70 (1H, m), 1.02 (1H, m)
21 1.56 (1H, m), 1.33 (1H, m) | 1.33(1H, m), 1.10 (1H, m)
22 1.43(1H, m), 1.23(1H, m) | 1.44 (1H, m), 1.22 (1H, m)
23 0.96 (3H, s) 1.35 (3H, s)
24 0.95(3H, s) -
25 0.85 (3H, s) 0.89 (3H, )
26 0.95 (3H, s) 0.96 (3H, s)
27 1.16(3H, s) 1.15 (3H, s)
28 0.83(3H, s) 0.84 (3H, s)
29 0.87(3H, s) 0.87 (3H, s)
30 0.87(3H, s) 0.87 (3H, s)




58

a15197 6 1WouiHiou *C NMR ve9a13 1 AU a-boswellic acid nag Samyrin

fumia C & (ppm) & (ppm) Y04 & (ppm) Y84
voamsdzneu I |, poswellic acid Aamyrin
1 34.74 33.6 38.7 -
2 25.23 26.2 27.3
3 76.19 70.8 79.0
4 37.37 474 38.8
5 48.94 49.1 55.3
6 18.31 19.7 18.5
7 32.51 32.7 32.8
8 39.96 39.8 38.8
9 47.40 46.7 47.7
10 37.02 37.6 37.6
11 23.44 23.5 23.6
12 121.77 121.7 121.8
13 145.20 145.1 145.1
14 41.78 41.9 41.8
15 26.09 26.0 26.2
16 26.93 26.9 27.0
17 32.49 32.5 325
18 47.20 47.3 474
19 46.81 46.7 46.9
20 31.10 31.1 31.1
21 33.02 34.7 34.8
22 37.17 37.1 37.2
23 28.28 24.2 28.2




A1919N 6 (AB)

59

Aumds C & (ppm) & (ppm) V03 & (ppm) Y94
voumslsEneu 1 | poswellic acid Samyrin
24 15.29 183.5 15.5
25 2234 13.1 15.6
. . 16.7 16.9
27 26.15 25.9 26.0
28 28.41 28.4 28.4
29 33.35 333 333
30 23.70 23.1 23.7
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2. MyiAsEHlnssas1avesas Urs-12-en-3a-ol )
astseney 2 Tdnvazdunsdun yavasumad 110 - 112 °x uansd
adEin st [a]p? = - 47.2° ludniazatunas lsvesu iWudu o.01 Tadnuy
Aefinaans uaziimnafivesmsinfoudi (Ry) 0.22 Tudvihazats 10 % sisesly
b J 3/

@y nmsauad luenmswud Urs-12-en-3a-ol 3 mp. = 110 ° @ uaz

Urs-12-en-3 40l 3 mp. =186 ° %, [a]p'’ =+ 83.5° (CHCl3) (Chapman & Hall
1994)
UV Spectrum liganauudalusae UV ugaanasdszneu 2 hilivuszy

fineuynaf

AN UaINATe vanillin sulfuric acid ugashmisseney 2 @y
a15U52107 triterpene

IR Spectrum (NMWYsznoy 14) uﬁmunn@ﬂﬂﬁuumﬁ 3,424 cm™ (br, OH

Stretching) ua@ndd1 ivyleasenda uazuaauovgaAnduuaefl 850 cm’'
(trisubstituted double bond )
110 3C NMR Spectrum (nilseaoy 16) wuhensiszney 2 dmfueu

Faua 30 msven wagnndeya DEPT (nmimilsznovufi 17) 52y ldii methyl
carbon 8 v i methylene carbon 9 A15uou 1) methine carbon 7 M3veu azdl
quaternary carbon 6 Msvou

911'H NMR wuni singlet methyl group 6 ‘Hy: 1oy doublet methyl 2
vy Tnssadueq triterpene iyl 1didouuu@er Ao ursane vindoya 'H
NMR (A wisenay 13 o5 1R 8) 193ms1l3EnNoy 2 WU oxymethine proton
1 Tlsmou (H-3) i 6342 uanadaqondly tiplet i J = 3 Hz sartuans
Usznov 2 mastidnuaz Tdseeuedludumis equatorial 18979 A Fuilu gH
uaﬂﬂmﬁyﬁ’fyﬂpm olefinic proton 1 Tsaeuii & 5.15 (1, J= 3.5 Hz) udasihly
Tnseadavesds 2 iuseg 1 Wuse dedeyafiannsovinnelasiadeiidiuly

v
1Ruoaas 2 fail



1.

Urs-5(6)-en-3 a-ol

24

2. Urs-9(11)-en-3 a-0l (2)

24

3. Urs-12-en-3 -0l

24

29

i [[TLIE

29

faed T TIETEES

29,

M.

SB[

il 8

ST
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dierdeyail WuSsufoufumsdseneviifsaundmudimivend
WuiuszgluTassadaued ursane -12-en-3a-ol (1) fif1 C-12 (5 ~ 124), C-13
(& ~ 139) (Mahato and Kundu, 1994) a2uv83 ursane-5(6)-en-3 -0l (4) iay
484 ursane -9(11)-en-32-0l (5) alsilis1oe1u

Tumanguijfiusedegszninng C- 5 uaz C- 6 Yoya HMBC 9zABIny
3H-23, 3H-24 uag 3H-25 TAnuduiusnu C-5 uadiuszgegsznin C9 uay
C-11 Yeya HMBC wzdeawy 3H-25 uaz 3H-26 fnnmduiusiu 9 uadh
FuBzgogsznIn C-12 uaz C-13 Yoya HMBC szdeany 3H-27 Tanuduius

U C-13

vndeya “C, DEPT, HMQC uay HMBC v84a1515snou 2 wuh deyaia
1H-3 (53.43) uaannuduiusiu C-1 (532.79) uag C-5 (548.90) ; 3H-23 (5
0.98) i1z 3H-24 (S 0.98) UAARNUTUNUTAY C-3 (576.16) uay C-5(548.90)
: 3H-25 (5 0.87) uaannuduAUSAY C-1 (532.79) uay C-10 (5 36.93) ;
olefinic proton (& 5.15) UaAAMNUFUNUSAY C (& 47.49 ; methine carbon) Uaz
C (642.14 ; quaternary carbon) SuuTispoudt & 5.15, MUoud & 47.49 uaz
4214 mvvzilu H12, €9, C-14 mwdwiy uﬂﬂmmfuﬁmuf'i’mﬂpm methyl
proton (51.10) uaAsnuduRUEAY C i & 40.15, 5 139.54, & 26.54 Fa923
wiilu C-8 (6 40.15; quaternary carbon) C-13 (4 139.54; quaternary sz) oy
C-15 (526.54; methylene sp3) ﬁQ‘qu o 1.10, & 39.54, & 139.54 Lag - 26.54
aasifu H-27, C-8, C-13 uaz C-15 awdny Seerqil Idmseziifusegegseni
asveuiaf 12 fu 13 astszney 2 adseedilnseatimdndu urs-12-en-3 -

ol (2) Awaaslunmdeans swaziBomn@Aug 1dnnaIs 1IN 9
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L=}

X

mmuaaspdiuiszninllsaeusumiveuuadiunindeya 20 HMBC

ANUUANAINTENTI olean-12-enes 1Ay ursane-12-enes TNATORITU
1@ insi1dnyg1v09 methyl proton fie olean-12-enes i 8 Faygyios methyl Al
singlet @24 ursane-12-enes i 6 ey 14 methyl s singlet 11ag 2 methyl i
(it doublet 1eNIINTTF8911 olean-12-enes uanedaael C-12 fi & ~ 122
ppm itaz C-13 i & ~145 ppm Ul urs-12-enes wWwhanId s C-12 i d~ 124
iag C-13 17'; o ~ 139 L‘ﬁ.‘miﬂﬂwmm 19/ (equatorial) methyl group v@4 urs-
12-enes vzaflndfiu C-12 uaz C-13 uazazana deshield #io C-12 Uszuim
2 ppm {(downfield shift) fmMW X-ray 499715 ursane-12-ene-3 Sacetate Usznay
(Mwilszney A) (Laphookhieo, 2002) dawa shield @8 C-13 Uszainy ppm
(upfield shift) ¢ olean-12-enes 137} methyl group‘ﬁ C-19 uaﬂmﬂﬁyﬁqwuiﬂ. C-
18 ¥8Q olean-12-enes 9N shield Taw 2074 (axial) methyl group  ¥lw
doyoy10ves C-18 1Am upfield shift Usyaim 11.5 ppm (Mahato and Kundu,
1994) anw X-ray 983a19 olean-12-ene-3 facetate (A1W1Usznay B)
(Laphookhieo 2002) c?aﬁaﬂﬂé’aaﬁ’nﬁ’amm C-18 woamsszneu 1 il 547.20

ppm uazdynIal C-18 veemsUsznou 21 5 59.05 ppm



28

MAUAAINTIYN deshield vas C-12 uay shield ¥93 C-13 110

19/ (equatorial) methyl group 484 ursane-12-enes

26

CH; 28

NALTAINANIIYN deshield Y09 C-18 111 204 (axial) methyl group

194 olean-12-enes

A : @93 X-ray ORTEP diagram vatasiszneu

ursane-12-ene-3 facetate

64
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B : uend X-ray ORTEP diagram ¥99a15dsznoy
olean-12-ene-3 facetate

gﬁmﬂ?umﬁauﬁtymmmsmu @1INF 10) vesmssznou 2 fuds
Usznoy  B-boswellic acid (4) uazoudaanunsveuvesmsyseney 1 M
a1stlszneu Aboswellic acid 4ag a-amyrin (5) (M1519H 11) FRmsTeayly
215815 (Culioli et al., 2003) Wz (Mahato and Kundu, 1994) mudgy &q
Bhoswellic acid 1 Tnsaafruniloumsilsznoy 1 mafuii Sboswellic acid &
C - 241ilu COOH usmsiszneu 1 1 c-24 dhu cH, wuhiidindifestuifiouyn
@3mmiqﬁ"laj"lf’f%'uwaﬂsznumnw: COOH @3V e-amyrin (5) § H-3 iy oH
wamsysznew 1§ H3 Wy AH dynnumsueuvesmsdseneu 2 Houdodld

AUYDY e-amyrin (5)

4. Mboswellic acid

30




5. aramyrin

30

3/
L 1 é ~
nndeyananuaisagy 183 1e151Usenou 2 Ao Urs-12-en-3a-0l &4l

gaslaseadeauaaslunm

-l

29

2

HO\\‘\‘“ o

&
S
2

24

Tasaer$19u89a15 Urs-12-en-3 a-ol

66



A1519f 7 uaastoya “CNMR uaz DEPT weamsilszney 2

67

& (ppm) DEPT 90 DEPT 135 $iiaveq C
139.54 - - C
124.43 124.43 124.43 CH
76.16 76.16 76.16 CH
59.05 59.05 59.05 CH
48.90 48.90 48.90 CH
47.50 47.50 47.50 CH
42.14 . - C
41.53 - 41.53 CH;
40.15 - - C
39.64 39.64 39.64 CH
39.60 - - C
37.35 - - C
36.93 - - C
33.73 - - C
33.23 - 33.23 CH,
32.79 - 32.79 CH,
31.26 - 31.26 CH,
28.75 - 28.75 CH,
28.27 - 28.27 CH,
28.09 . 28.09 CH;
26.54 ; 26.54 CH,
25.22 ; 25.22 CH,
23.37 - 23.37 CH;
23.24 . 23.24 CH,
22.34 - 22.34 CH,
21.40 - 21.40 CH,




M990 7 (99)

68

& (ppm) DEPT 90 DEPT 135 ¥iinveq C
18.27 - 18.27 CH,
17.45 - 17.45 CH;,
16.84 . 16.84 CH;,
15.45 . 15.45 CH,

MINA 8 urasdeyaves °C uay 'H NMR vesmsilszneu 2

AU &' (ppm) S (ppm)
1 32.79 CH, 1.57 (2H, m)
2 23.24 CH, |1.89(1H, m), 1.92 (1H, m)
3 76.16 CH 343 (1H, H
4 37.35 C -
5 48.90 CH |1.25(iH, m)
6 15.45 CH, |0.96(1H, s), 1.40 (1H, m)
7 28.26 CH, |2.00 (1H, m), 0.89 (1H, d, J = 12 Hz)
8 40.15 C -
9 47.49 CH |155(1H, m)
10 36.93 C -
11 22.33 CH, 1.93 (2H, m)
12 124,43 =CH 5.15(1H, ¢, J=3.5Hz)
I3 139.54 C -
14 42.14 C -
15 26.54 CH, 1.16 (1H, 5) 0.96 (1H, 5)
16 21.38 CH, |0.98 (2H, m)




M5 8 (19)
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AMHUY & (ppm) & (ppm)
17 33.73 C -
18 59.05 CH 1.33 (1H, m)
19 41.53 CH |127(1H, m)
20 30.64 CH 1.33 (1H, m)
21 28.75 CH, | 1.58(1H, m), 1.36 (1H, m)
22 33.22 CH, | 1.42(1H, m), 0.89 (1H, m)
23 28.09 CH; 0.98 (3H, s)
24 17.44 CH; |0.98 (3H, s)
25 23.37 CH; 0.87 (3H, s)
26 16.83 CH, 1.02 (3H, s)
27 25.22 CH; 1.10 (3H, s)
28 31.25 CH, |0.81 3H, s)
29 18.26 CH; |0.80 (3H, d, J =6 Hz)
30 21.39 CHj; 0.943H, d, J =6 Hz)
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A13181 9 1dAI Major HMBC correlation ¥93a15Uszneu 2

P &1(ppm) HMBC correlation

1 .57 (2H, m) C-3 (76.16), C- 5(48.90) uag C-9 (47.49)

3 343 (IH, £, J=3H2) | .1 (32.79) uaz C-5(48.90)

5 1.22 (1H, m) C-4 (37.35) uay C-10 (36.93)

9 1.65 (1H, m) C-1(32.79), C-8 (40.15), C-10(36.93),
C-11(22.33), C-14 (42.14),
C-25 (23.37) uaz C-26 (16.83)

11 1.93 2H, m) C-12 (124.43), C-13 (139.54) uay
C-14 (42.14)

12 |5.150H, 4 J=3.5H2) | c.9 (47.49), C-14 (42.14) uay
C-18 (59.05)

18 1.27 (1H, m) C-12 (124.43), C-13 (139.54),
uay C-20 (39.64)

19 1.31 (1H, m) C-20 (39.64)

22 1.42 (1H, m), C-18 (59.09) uaz C-20 (39.64)

0.89(1H, m)

23 0.98 (3H, s) C-3 (76.16) ung C-5 (48.90)

24 0.98 3H, 5) C-3 (76.16) uag C-5 (48.90)

25 0.87 (3H, s) C-1(32.79), C-5 (48.90) uag C-10 (42.14)

26 1.02 3H, s) C-8 (40.15), C-9 (47.49) uaz C-14 (42.14)

27 1.10 (3H, s) C-8 (40.15), C-13 (139.54) , C-14 (42.14)
uay C-15(26.54)

28 0.81 (3H, 5) C-18 (59.05) uaz C-22 (33.2)

29 ]0.78 (3H,d J=6 Hz) -

30 0.92 3H, d, J=6 Hz)

C- 19 (41.53) uaz C- 20 39.64)
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M9 10 150 oy 'H NMR vesmsdszney 2 U Sboswellic acid

AnUY C | & (ppm) vormsdsznou2 | & (ppm) ¥e9 Bboswellic acid
1 1.57 2H, m) 1.49 (1H, m), 1.33 (1H, m)
2 1.92 (1H, m), 1.89 (1H, m) 2.24 (1H, m), 1.60 (1H, m)
3 343 (1H,, J = 3 Hz) 4.08 (1H, 1, J =2.5 Hz)

5 1.25 (m) 1.50 (m)

6 1.40 (1H, m), 0.96 (1H, m) 1.83 (1H, m), 1.70 (1H, m)
7 1.98 (1H, m), 0.88 (1H, m) 1.58 (1H, m), 1.41(1H, m)
9 1.55 (1H, m) 1.63 (1H, m)

11 1.93 (2H, m) 1.92 (2H, m)

12 5.15(1H, £, J =3.5 Hz) 5.14(1H, 1, J =3.5 Hz)
15 1.16 (1H, m), 0.96 (1H, m) 1.86 (1H, m), 1.02 (1H, m)
16 0.98 (2H, m) 2.02 (2H, m)

8 1.33 (1H, m) 1.34 (1H, m)

19 1.27 (1H, m) 1.34 (1H, m)

20 1.33 (1H, m) 0.94 (1H, m)

21 1.58 (1H, m), 1.36 (1H, m) 1.41 (1H, m), 1.29 (1H, m)
22 1.42 (1H, m), 0.89 (1H, m) 1.45 (1H, m), 1.27 (1H, m)
23 0.98 (3H, s) 1.34 (3H, 5)

24 0.98 (3H, s) -

25 0.87 (3H, 5) 0.91 (3H, 5)

26 1.02 3H, ) 1.05 (3H, s)

27 1.10 (3H, s) 1.11 (3H, 5)

28 0.81 (3H, s) 0.83 (3H, 5)

29 0.80 (3H, 4, J=5.5 Hz) 0.80 (3H, d, J = 5.5 Hz)
30 0.94 3H, d, J= 5.5 Hz) 0.94 3H, d, J = 5.5 Hz)
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M 11 Wisuiey BC NMR veaes 2 iy Aboswellic acid uay g-amyrin

AUMUY C e (ppm) & (ppm) 09 & (ppm) U89
voIms 2 Sboswellic acid a-amyrin
1 32.79 339 38.7
2 23.24 26.2 27.2
3 76.16 70.8 78.3
4 37.35 474 38.7
5 48.90 49.1 55.2
6 15.45 19.7 18.3
7 28.26 33.1 329
8 40.15 40.0 40.0
9 47.49 46.8 47.7
10 36.93 37.5 369
11 22.33 23.4 23.3
12 124.43 124.5 1243
13 139.54 139.6 139.3
14 42.14 423 42.0
15 26.54 26.5 28.7
16 21.38 28.1 26.6
17 33.73 338 33.7
18 59.05 59.2 58.9
19 41.53 39.7 39.6
20 39.64 39.6 39.6
21 28.75 313 31.2
22 33.22 41.5 41.5
23 28.09 24.2 28.1
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M51en 11 (fg)

s C & (ppm) Y9915 & (ppm) Y89 dc (ppm) VD3
2 Fboswellic acid a@-amyrin
24 17.44 183.1 15.6
25 23.37 13.3 15.6
26 16.83 16.9 16.8
27 25.22 232 23.3
28 31.25 28.8 28.1
29 18.26 17.4 17.4
30 21.39 21.4 21.3

3. mshnnzlassaavesasway 3

msnay 3 indovazdluvewniadmiesla uaasmalEHaTsasy
[a]p® = + 50 ° ludhazawnas IsWesy Wudu 0.01 iednTudeiiaddns uaydl
Ansfiveamsindoud (Ry) 0.30 lusavhazats 30 % ofasydan luenauy

UV Spectrum (Mwisznou 23) Lmﬂmaugﬂﬂﬁu (Amax ) ﬁ 203 nm, 225
nm wag 241 nm uaAshimstszneu 3 fWuszdiineuunaiu

IR Spectrum (niszney 24) uﬁmuﬂn%ﬂﬂﬁuumﬁ 3453 cm™ (br, OH
Stretching) 2929 cm™, 2853 cm™ (CH,, CH; Stretching) 1733 em™ uaz 1696
em™ (C=0 Stretching) 1013 em™ (C-O Stretching) uaayiiivy leasenda wy
mfuoiiavas ester uazwynmifvetafineuynafuiuszy awdwy (Pavia,

Lampman and Kriz., 1996) uavganiuveavyaiiueiiaaunsetuduiuayld

211 *C NMR Spectrum Fauerasdayanai & 173.55 uaz & 209.66
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'"H NMR Spectrum (Mw35£nou 21) LandnUUZImWIZU0a1sHay 3 1l
Tnssafrandnidy orthoester (m13719# 13) TaofidyanuTilsaeudsingi &7.62
m) FufuTusmeudwmiehi 1 Tulnssatiwes enone Tismoudumed 20
Usingdysindi 54.75 (4 AB system, J = 10.8 Hz) 1iaz & 3.85 (d, AB system,
J = 10.8 Hz) taasdnuasnsgniuuuy geminal uazdsingdyanmitoruiud
WaAA3IMY  hydroxymethylene ﬁyﬂgﬂugﬂﬂm ester  olefinic protons (2H-16)
2 Tﬂmauﬂsmgﬁ’iyfuumﬁ & 5.02 (s) waz 54.91(brs) 3 oxymethine protons
Unngdoyanafl & 4.40 (m), 5 4.26 (s) uaz & 3.34 (m) 3218un Tusaeu
Funaf 14, S uaz 7 AwdIRY UBAVINTISINY 2 methine protons MiAIMIe 8
Hag 11 uﬁmﬁtytymﬁ 6 2.96 (d, J =24 Hz), 4.27 (s), 6 2.5 (m) wudgyyu
Y84 allylic methyl proton 2 mgﬁ S 1.80 (m) uaz &51.80 (m) éqaﬂuﬁ'@fymvm
H-19 uaz H-17 awd vy uazwudeyay1ad methy! proton #i 51.18 (d J = 6 Hz)
FuBudyaomes H-18 dudnana Tdsaeufimbonsy 3 lumsed 13

uaﬂmnﬁé’qwuﬁ’ﬂ;mgm methylene protons Tus29 51.24 — 5136 taziiiy

714 peak umaai i Tusneuroudrauin uaswudayaiat olefinic proton %29
85.65 - 56.67
Hoya *C NMR (mwisznew 26 uag m1319# 12) tameswauasewn

nh 48 msveu feya DEPT (nwilsznevfi 27) §31) quaternary carbon 1e
nua 12 A1susy (0 209.66, 5173.55, 5146.17, §136.62, 5116.56, 5114.11,
858437, 579.58, 57663, 57232, 55927, &37.13) uaziilennsandeya
HMQC uag HMBC Useneu wudiduvedlnseadananil quaternary carbon
dnu 7 msvou Fudhu sp® Sau 4 mfusy (58437 579,68, 8 76.63,
§59.27) sp* $1uu 2 miueu lsingii 5136.62 1ar 514617 carbonyl
carbon ﬂﬂngﬁ & 209.66 methine carbon ﬁ*ﬁi"mm 7 afuew il sp’ 314U 6
Asueu ﬂsmgﬁ'fqumﬁ & 81.95, 869.93, 563.96, 548.00, 536.51, 534.81
il sp” $wan 1 mivey ﬂi‘lﬂgﬁ’mjgm&ﬁ & 161.02 methylene carbon 3

msveu W sp’ 1 mfueu  wazsp’ 2 miveu Asngduymed 51113,
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565.74, 534.17 AWAAY methyl carbon iianua 3 arsuou Usingdayeyios
fi 52038, 5 18.98 uay 5 9.93

) V3 ; 8/ ot 1

yaiite ledeyatilszneudoyadaamlsaouris 5 1.24 — 51.36 uay
55.65 — 56.67 fafingruds maharswan 3 3 side chain iy long chain

hydrocarbon 184 unsaturated fatty acid A9ANNITTIBIUNILED (Karalai et af.,
1994)
nndeya COSY wud H-1(57.62) uaasnnuduiusiy H-10 (53.85)

uar H-19 (51.80) H-17 (5 1.79) uatmsnnuduiusiy H-16a (54.91), H-
165 (55.02) uaz H-8 (5 2.96) uaaannuduiusiy H-14 (5 4.40) sauaasly

17
cm

NN

amuansnudiuiseninTsaeufuTsaeumadiuandeya 2D cosy

nndeya HMBC wudl H-1 (5 7.62) uaasanuduiuisn C2 (8
136.62), C-3 (5209.66), C-19 (& 9.93) : H-20 (54.30) uassnnudunuiny
C-5 (0 69.93), C-6 (4 59.27), C-7 (5 63.96) “ABG C-6 uaz C-7 ﬁy 1Ny
epoxymethine carbon UBANINTITINL) H-20 (5 4.30) JaanannuduRusiy
C-21 Fauanadl OH v¥oa C-20 ogiugl ester ; H-11 (52.50) uanannudumus
MU C-12 (534.17), C-13 (& 84.37), C-18 (5 20.38) ; H-17 (5136.62) uaq
anuduiusiy C-13 (0 84.37), C-15 (5 146.17), C-16 (5 111.33) a0

= Qs at 1 c§
orthoester asaRIsaNldnInANUFURLTITHIY H-14 (5 4.40) Failau
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v v dw 4 o &0 ¢ oo
fuiusny C-22 (& 116.56) maﬁmuty‘lmm{uauﬂmnwummﬁmﬁu

quaternary carbon 989 orthoester dauaAalunw s1wazBoag 1ANINMIT 19N 14

mwiaaanuduiussznin lilsaeusumiveuuediusindeya 2D HMBC

foya 'H NMR weseswey 3 doandosiudeyavosa’s Excoecaria
Factor I ARnssiwaunds daeasluaised 15 (Karalai et al., 1994) Faviu
arsuan 3 adstilaseadendmidu 9,13,14-orthoester-20-esters of
5 f#hydroxyresiniferonol-6a,7a-epoxide Taoll side chain iy long chain
hydrocarbon 84 unsaturated fatty acid walwadufiu uaz luawsousnesn
nnfuidda03% TLC e cC nuusssum efiarsanTnsadiaues orthoester
3) sewuiluinseadredis fatty acid 8¢ 2 nqu nauusnaylugll ester #53 C-20
waznquit 2 8¢luy orthoester asa C-9, C-13 uag C-14 msfivgfnuuazuon
msnguiieenninfunaziiliusans TneassiuiiuezdealdinsesfioffiszAns
mwiesdanuannsolumsuengs Wy HPLC  8n3twilfiasfinunnsaadi
ﬁummsntjnﬁvmifl‘ffmiﬁmf]ﬁ?m trans-esterification 420 NaOCHy/CH;OH i

¥ v
gauupiivies Tavdfnsonziiaduldienss C-20 tuvazi €29, C-13 uag C-14

L] U

o [ o o ' a ey g Y .
Fafimyanduilu orthoester 3z hiifnlgisoneldnenlail (Karalai er al,

1994) NNHUINIINMTIATIZN fatty acid 1151/v0e methyl ester #2675 GC-MS

1 r 14
FavzildnnuriauazilSuuves fatty acid imezfu C-20 uenvindidednil
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AosdwilauazSurnves fatty acid fieglugy orthoester (C-9, C-13, C-14) 4
91991 complete ester hydrolysis sanmiszasy € udrinserimatiauaz
U5 fatty acid Tugy ester #9633 GC-MS dafindrnnuda Wons S
¥UAYD fatty acid ﬁmmﬂzjuué"z nnfinmlszneudiulnsad 3) Fanz
wui Taseadeldinnme fofuinsaadis 3) ufhuisalnseadranalUile

v 4 v o . .
unuasnaunguil sndroiulnssadranalives Triglyceride

l
Fatty acid group 1 R—C—OH

i
Fatty acid group2 R,—C—OH
=2 '3
C: Llﬂﬂ\ill‘“’)‘l’l'NGluﬂ']'illUﬂllﬁSﬁﬂB1ﬂ\1ﬂﬂ3$ﬂ8‘U‘U?N’CT'ISN?TII

Taseas e ldvesmisnan 3 Tanvazauans

]
< Qr

Ry = wy alkyls voensa luiiu'lsioud

R, = Wy alkyls we3n3a lusiu lidud?
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M990 12 uaaseya “C uaz DEPT vesmsway 3

& (ppm) DEPT 135 ¥iiaves C
209.66 - C
173.55 - C
161.02 161.02 CH
146.17 - C
138.85 138.85 CH
137.28 137.26 CH
136.62 - C
136.45 136.45 CH
134.71 134.71 CH
134.51 134.71 CH
130.06 130.06 CH
128.81 128.81 CH
128.64 128.64 CH
124.03 124.03 CH
122.77 122.77 CH
116.56 - C
114.11 - C
111.33 111.33 CH,
84.37 - C
81.95 81.95 CH
79.58 - C
76.63 - C
72.32 - C
69.93 69.93 CH
65.74 65.74 CH,
63.96 63.96 CH




M91en 12 (#9)
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& (ppm) DEPT 135 im0 C
59.27 - C
48.00 48.00 CH
40.89 40.89 CH,
37.13 - C
36.66 36.66 CH;
36.50 36.50 CH
36.40 36.40 CH,
34.82 34.82 CH
34.17 34.17 CH,
31.94 31.94 CH,
28.46 28.46 CH,
24.94 24.94 CH,
24.70 24.94 CH,
23.85 23.85 CH
23.37 23.37 CH
22.70 22.70 CH,
20.38 20.38 CH,
22.70 22.70 CH,
18.98 18.98 CH;
14.12 14.12 CH;
9.93 9.93 CH,
7.93 7.93 CH,
7.93 7.93 CH;




= v 13
MIN 13 uaadtsyavey "C uag

80

'H NMR vo4a15Hauy 3

AWMU & (ppm) S1(ppm)
1 161.02 CH 7.62 (1H, m)
2 136.62 =C -
3 209.66 C=0 -
4 76.63 0-C -
5 69.93 O-CH |426(1H,s)
6 59.27 0-C -
7 63.96 O-CH 3.34 (1H, m)
8 36.51 CH 296(1H,d J=24Hz)
9 79.58 0-C -
10 48.00 CH 3.85 (1H, m)
11 34 81 CH 250(1H, m, J=8Hz)
12 34.17 CH, |2.25(1H,m), 1.70 (1H, m)
13 84.37 O0-C -
14 81.95 O-CH |4.40(1H,d, J=1.5Hz)
15 146.17 = -
16 111.33 =CH, |5.02 (1Hy, m), 4.91 (1H,, m)
17 18.98 CH; 1.80 (3H,m)
18 20.38 CH; 1.18 (3H, m)
19 9.93 CH; | 1.80 3H.m)
20 65.74 CH: |4.30 (2H, AB,J = 10.8 Hz)
21 [73.55 C=0 -
22 116.56 /O' -
—cZo.
\0‘?
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A15191 14 1e1A9 Major HMBC correlation a3 15Nay 3

AUrUg & (ppm) HMBC correlation

1 7.62 (1H, m) C-2(136.62), C-3(209.66), C-4(73.63),
C-5(69.93), C-106(48.00) az C-19(9.93)

5 4.26 (1H, s) C-6(59.27), C-7(63.96)

7 3.34 (1H, m) C-6(59.27), C-9(79.58), C-20(65.74)

8 2.96 (1H, m) C-6(59.27), C-7(63.96), C-9(79.58)

10 3.85 (‘ 1H,m) C-5(69.93)

11 2.50 (1H,m) C-12(34.17 ), C-13(84.37), C-18(20.38)

12 2.25 (1H,m), C-18(20.38)

1.70( 1H,m)

14 4.40 ( 1H,m) C-7(63.96), C-9(79.58), C-15(146.17),
C-22(116.56)

16 5.02 (1H,s), C-13(84.37)

4.91 (1H,br 5)

17 1.80 (3H,m) C-13 (84.37), C-15(146.17),C-16 (111.33)

18 1.18 (3H,m) C-9(79.58), C-11 (34.81), C-13 (84.37)

19 1.80 (3H,m) C-1(161.02), C-2 (136.62 ), C-3 (209.66)

20 4.30 (2H,m, AB, C-5(69.93), C-6 (59.27), C-7 (63.96),

J =10.08 Hz)

C-21(173.55)
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A19197 15 WisuRey "H NMR ve9a1sway 3 NU Excoecaria Factor I

duvtaves lilspeu

msiszneu 3

Excoecaria Factor 1

1

OO0 - N L R W

| N N e e T e T e T o R S S =)
(=R e B I = TV, I - N VS B S =

7.62

4.26

3.34
2.96

3.85
2.50

4.40
5.02,4.91
1.79
1.79
4.30

7.63

4.27

3.34
2.96

3.88
2.51

4.40

5.03,4.92
1.80

1.80
431 +0.45
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4. mimzvinssadisvesa sy 4 uas 5

v 1 ¥
MIHaY 4 uar 5 Undnvuzduvewiialaluid dansfvesmsnaeud
o o = o'
(Rp) 0.3 Tuanhazais 5 % 81503 luanimsy

UV Spectrum luganfuuaelutan UV uaashasway 4 uay 5 Tid

Qr

Wunzafineupnaiu

Tddinsfuesnaaeu vanillin sulfuric acid uaasnasway 4 uag 5 11y
a151Useian triterpene

IR Spectrum (nilsznay 31) uﬁmms%ﬂnﬁuumﬁ 2943 , 2858 cm™
(CH,, CH; Stretching) 1702 em™, 1656 em™ uaneiiiing leasenda uazmy]
m3ueiia

BC NMR Spectrum (Mwdszaey 33) wudiaswey 4 uag 5 Sasuoutta
NUA 60 MTUBY WU methine carbon (& 124.19, 6'121.50), quaternary carbon
(5145.28, 5139.73) carbonyl carbon ¥84 ketone (& 217.94, & 217.89) Fuily

carbonyl carbon #aglule A Auanslunin

~
>
-
=
-

90 'H NMR Spectrum (nalsgney 32) vesensway 4 uay 5 wui
Tilsneutitanua 2 % fi il olefinic protons 2 Nifsasu §5.25 (r, J=7 Hz)
ey 55.19(dd, J=7,4 Hz) tiofio1samy methyl 91nAUA1R peak wui

fudiih 53 mirves 1 Tsaou Semainitesd methyl carbon 16 a1sven 1l

s

daygauTsaeuil 5 3-3.5 uanei i T sneufimsueudumiad 3
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