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Chemical Constituents of Amomum villosum Lour.
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Abstract: Fourteen compounds were isolated from Amomum villosum Lour. Their structures were identified by physical—
chemical and spectral analysis as Quercetin (1) Quercitroside ( 2) Isoquercitroside (3) Vanillic acid (4) 3 4-Di-

hydroxy-benzoic acid (5) B-Sitosterol (6) Daucosterol (7) Stigmasterol (8) Ergosterol (9) ergostad 22-dien38

S5a 6B-riol (10) Stearic acid (11) Palmitic acid( 12)

Typhonoside B (13) Polygonin ( 14) . Among them Com-

pounds 1 9 10 13 and 14 were isolated from Amomum villosum Lour. for the first time.
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2
9 kg 90%
3 1h
(11 mg) 12(5
mg) ; 4( 132 mg) .5( 11

mg) .6(51 mg) \7(20 mg) .8( 12 mg) .9(6 mg) .10
(8 mg);

1( 15 mg) .2(20 mg) .3( 10 mg) .13( 10
mg) 14(8 mg) .

3
1 - : ESI-
MS :m/z.301 M-H ~
302;'H NMR ( DMSO-d, 600 MHz) §&: 12.47
(1H OH) 10.76(1H OH) 9.57(1H OH) 9.35

(1H OH) 9.28(1H OH) 7.65(1H d J=2.8Hz

H2°) 7.53(1H dd J =8.4 2.4Hz H6") 6.88
(1H d J=8.4Hz H5") 6.41(1H d J=2.2Hz H-
8) 6.86(1H d J=1.8Hz H$);"C NMR ( DMSO-

d, 150 MHz) §:148.7( C2) 137.2(C3) 177.3
(C4) 158.6(CS5) 99.2(C6) 164.7(C3) 94.4
(C8) 162.1(CH) 104.5(CH0) 124.1(CH")
115.9( C27) 146.2 (C3°) 147.9 (C47) 116.2
(C5) 121.7(C-6) &
i
2 ( MeOH) mp 178 ~ 181
C: Molish o FAB-MS m/z
449 M+H * 448;"H NMR ( DMSO-

d, 600 MHz) &:12.30(5-OH) 11.81(7-OH) 9.70
(4 “OH) 9.32(3"-OH) 6.21(1H d J=2.0 Hz H-
6) 6.40(1H d J=2.0 Hz H8) 7.21(1H d J =
2.0 Hz H2") 6.82(1H d J=8.3 Hz H5") 7.25
(1H dd J=8.3 2.0 Hz H6") 5.24(1H d J=1.4
Hz H6) 3.09 ~3.90(4H H=2" 3" 4) 0.80
(3H d J=6.0 Hz 6"CH,) ; " C NMR ( DMSO-d,

150 MHz) &:158.7(C=2) 136.4(C3) 179.8( C-
4) 163.2(C-5) 100.1(C-6) 166.1(CT) 95.0( C-
8) 159.2(C9) 106.0(CH0) 123.2(C4d") 116.6
(C2°) 146.6(C37) 150.2(C4") 117.1(CS5")

123.1(C6") 103.7(C4") 72.2(C2") 72.3(C-

37) 73.5(C4) 72.1(C5) 17.8(C67) .
2
3 ( MeOH) mp. 176 ~
178 C; Molish . FAB-MS
m/z 465 M +H * 464: '"H NMR

( DMSO-d, 600 MHz) §H 12.41(5-OH) 11.24(7-
OH) 9.730(4 “OH) 9.24(3°-OH) 6.27(1H d J
=2.0Hz H6) 6.45(1H d J=2.0 Hz H8) 7.61
(1H d J=2.0 Hz H2") 6.85(1H d J=8.5 Hz

H5) 7.58(1H dd J=8.5 2.0 Hz H6") 5.15
(1H d J=7.4 Hz H4"") 3.12 ~3.47(4H H=2’

3747 57) 3.63(2H H6");"C NMR ( DMSO-,

150 MHz) §:158.6( C2) 135.8(C3) 179.7( C-
4) 163.2(C5) 100.1(C6) 166.2(CT) 94.9( C-
8) 159.3(C9) 105.9(CH0) 123.3(C4") 116.2
(C27) 146.1(C3") 150.0(C4") 117.8(CS)

123.3(C6") 104.6(C4") 75.9(C2") 78.3(C-
37) 71.4(C4) 78.5(C5) 62.8(C67).

2

4 mp. 188 ~ 192 °C; EI-
MS m/z 168 ( M* 100) 153 (58) 151(13) 125
(13) 119(4) 97(16) 51(6) ;IR ( KBr) v,,,: 3400
1640 1686 1382 1222 1002 893 c¢m-; 'H NMR
( MeOD 600 MHz) §:3.71(3H s OMe) 6.66(d J
=8.3 Hz H6) 7.35(d J=1.6 Hz H2).7.38
(dd J =8.3 1.6 Hz HS5);"”C NMR ( MeOD 150
MHz) 8:170.5(C =0) 153.1(C4) 149.1(C3)
125.8( C-6) 123.5(Cd) 116.3(C2) 114.3(C-
5) 56.9(-OCH,) .
3

5 mp. 200 °C; IR
(KBr) v,..: 3500 ~ 2500 1677 1602 1529 1467
1294 em™; '"H NMR( MeOD 500 Mz) 8:7.32(1H d J
=2.0Hz H2) 7.26(1H dd J=8.0 2.0 Hz H-
6) 6.88(1H d J=8.0 Hz HS);"”C NMR( MeOD
125 Mz) 8: 169.3( C = 0) 152.5(C4) 145.9( C-
3) 124.3(C-6) 124.2(CH) 117.4(C2) 116.2
(C5) . N

3 4- o

6 ( ) mp. 137 ~

138 C Liebermann-Burchard 10% -
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7 ( )
( ) Liebermann-Burchard
10% -
NMR ’
Rf

mp. 288 ~290 °C
Molish

8 mp. 167 ~ 170 C;
EI-MS m/z 412( M* 72) 369(22) 300(25) 271
(100) 255(32) 246(23) 229(15) 159(15) 119
(18) 107(32) 93(23) 91(18) 83(28) 81(53)
69(16) .'H NMR( CDCl, 600 MHz ) §5.35(1H d
J=5.3Hz H6) 5.14(1H dd J=15.7 6.4 Hz H-
22) 5.04(1H dd J=10.7 5.6 Hz H23) 3.49
(1H m H3) 1.01(3H s 19-Me) 0.68(3H s 18-
Me) 0.93(3H d J=6.6 Hz 21-Me) 0.84(6H d J
=6.9 Hz 26-Me 27-Me) 0.85(3H t J=7.3 Hz
29-Me) ,”C NMR ( MeOD 150 MHz) §:36.5( C4)
31.7(C2) 71.8(C3) 42.2(C4) 140.8( C-5)
121.7( C6) 31.9(CH) 28.9(C-8) 50.2(C9)
37.2(CH0) 21.1(CH1) 39.7(CH2) 42.4(C-
13) 56.8( Cd4) 25.4(C45) 31.7(C46) 55.9
(C47) 12.0(C4A8) 19.1(CH9) 40.4( C=20)
19.4(C21) 138.3(C22) 129.3(C=23) 51.2(C-
24) 31.9(C25) 21.4(C26) 19.0(C=27) 28.1
(C28) 12.2(C29) .

6

9 mp. 153 ~ 155 °C; EI-
MS m/z:397 M +H *(25) 396 M *(85) 378
M-H,0 *(7) 363(100) 337(46) 300 (4) 271
(15) 253 50) 251 (29) 237 (11) 83 (24) 69
(47) 55 (24.5);'H NMR( CDCl, 600 MHz) 8&:
5.56(1H m H9) 5.38(1H m H-6) 5.19(2H m
H22 H23) 3.61(1H m H3) 1.03(3H d J =
6.7 Hz H27) 0.94(3H s H28) 0.91(3H d J=
6.9 Hz H27) 0.83(3H d J=7.1Hz H=26) 0.81
(3H s H49) 0.63(3H s HA8);"”C NMR( CDCI,
150 MHz) §:38.4(Cd) 32.0(C2) 70.4(C3)
40.7(C4) 139.8(C-5) 119.6(C-6) 116.3(CH)
141.3(C8) 46.2(C9) 37(C40) 21.1(CH1)

39.1(C42) 42.8(CH3) 54.5(CH4) 23.0(C-
15) 28.3(CH6) 55.7(C47) 12.0(C48) 16.3
(CH9) 40.4(C=20) 21.1(C21) 135.6(C=22)
132( C23) 42.9(C=24) 33.1(C25) 19.6(C=26)
19.9( C27) 17.6(C-=28) ,
7

10 mp. 224 ~ 226 C.
Liebermann-Burchard .'H NMR ( C;D,N
600 MHz) 6:0.66(3H s) 1.58(3H s) 1.06(3H

d J=6.6 Hz) 0.96(3H d J=6.8 Hz) 0.83(3H
d J=6.7Hz) 0.85(3H d J=6.7 Hz) 6
4.85(1H m) 4.32(1H brs) 2
85.70( 1H br s) 5.20(1H dd J =
15.2 7.6 Hz) \5.24(1H dd J= 15.2 7.5 Hz)
;”C NMR ( C,D,N 150 MHz) &:32.2
) 34.2 (C2) 67.5(C3) 40.8(C4) 76.7
) 75.4(C-6) 121.9(CT) 140.7(C-8) 43.8
9) 37.5(CH0) 21.4(CA1) 37.5(CH2) 43.1
Cd3) 55.4(CH4) 23.4(CH5) 28.6(CH6)
56.3(C47) 12.4(CH8) 17.0(CH9) 39.9( C-
20) 22.4(C=21) 136.1(C=22) 132.0(C=23) 42.1
(C24) 33.9(C25) 19.9(C26) 20.2(C27)
18.9( C28) . ’
- g 22- 3B 5a 68-
11 mp. 69 ~70 C
o EIMS m/z 284 M * 57 73 85 87
115 129 143 157 171 185 177.

4

C
C5
C

—_ o~~~

R,
12 mp. 62 ~63 °C; EI-
MS m/z256 M * 227 M=29 °;
R,
13 mp. 174 ~ 176
°C. ESIMS m/z 820.58 M + Na *:'H NMR

(C,D;N 600 MHz) &: 4.73(1H dd J=11.0 6.3
Hz H4a) 4.25(1H dd J=11.0 3.8 Hz HAb)
4.83(1H m H2) 4.78(1H dd J=8.5 3.8 Hz H-
3) 5.98(1H dd J=15.5 6.5 Hz H4) 5.94( 1H
dd J=15.5 6.0 Hz HS) 2.19(1H m H-6a)
2.18(1H m H-6b) 2.17(2H m HY) 5.51(1H
dt J=9.2 5.1 Hz H8) 5.45(1H dt J=9.2 5.1
Hz H9) 2.16(2H m H40) 1.24 ~1.38( 10H H-
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11 ~15) 1.24 ~1.38(2H H-6) 1.24 ~1.38(2H
H47) 0.86(3H t H48) 4.58(1H m H2) 2.05
(1H m H37a) 2.06(1H m H3"b) 1.74(2H m
H4°) 1.24 ~1.38(30H H5" ~19°) 1.28(2H H-
20°) 1.26(2H H21°) 0.86(3H t H22") 4.94
(1Hd J=7.8 Hz H47) 4.02(1H m H=2")
4.24(1H m H3"") 4.24(1H m H4"") 3.90( 1H
m H5"") 4.49(1H dd J=12.5 2.8 Hz H-6""a)
4.36(1H dd J=12.5 2.8 Hz H6"'b) 8.36( 1H
N-H) ; "C NMR ( C;D;N 150 MHz) &:70.5( C4
55.0(C2) 72.9(C3) 132.5(C4) 132.4(CS
33.3(C-6) 27.7(C4F) 131.0(C-8) 130.3(CH
28.0( C40) 30.0~30.7(C41 ~15) 33.1(CH6
23.2(C47) 14.7(CH8) 176.1(C4d") 72.7(C-
27) 36.0(C3") 26.3(C4") 30.0~30.7(C5" ~
19) 33.3(C207) 23.2(C217) 14.7 ( C22)
106. 1(C4) 75.5(C2) 78.9(C4) 71.9(C-
57) 78.8(C5) 63.0(C6") .

9

—_— ~— ~— ~—

o

14 mp. 225 ~226 C;

- Molish o
ESI-MS m/z:413.2 M+Na * 429.1 M+K *

390; 'H NMR ( CD,0D 600 MHz) §: 6.73
(1Ht J=1.9 Hz H2) 6.35(1H t J=1.8 Hz H-
4) 6.61(1H t J=1.9 Hz H6) 6.86(1H d J =
16.2 Hz H-a) 7.03(1H d J=16.2 Hz HB) 7.38
(1H d J=8.4 Hz H2") 6.75(1H d J=8.4 Hz
H3°) 6.75(1H d J=8.4 Hz H5") 7.38(1H d J
=8.4 Hz H6") 4.89(1H d J=7.2 Hz H4");
"C NMR( CD,0D 150 MHz) &: 141.6( C4) 104.4
(C2) 160.7(C3) 104.3(C4) 159.8( CS5)
107.3( C-6) 126.0( C-a) 129.1( CB) 130.6( C-
1Y) 130.2(C27) 116.7 ( C3") 158.7 ( C4")
116.7(C57) 130.2(C6") 102.7 (C4*) 75.2( C-
27) 78.5(C3) 71.7(C4"") 78.3(C5) 62.8
(C—6) . 10
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