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Abstract: Objective T o investigate the chemical constituents from the roots of Ilex asprella. Methr
ods The chemical constituents were isolated by silica gel, Sephadex LH-20, as well as RP-HPLC column
chromatography. T heir structures were identified on the basis of physicochemical properties and spectral a
nalysis Results Ten triterpenes and triterpenoid saponins were isolated and identified as 28 O-B-D- gluco-
pyranosyl pomolic acid (1), ilexoside XXIX (2), ilexoside B (3), monepaloside F (4), oblonganoside B
(5), 3 0B D-xylopyranosyl 33-hydroxyurs 12, 18(19)-dierr 28 oic acid 28 B-D-glucopyranosyl ester ( 6),
ilexsaponin B (7), randialic acid B (8), ilexolic acid (9), and 19-dehydroursolic acid (10), respectively.
Conclusion Compounds 1- 9 are isolated from I. asprella for the first time
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B (ilexsaponin B, 7) randialic acid B

(8) (ilexolic acid, 9) 19-
(19-dehydroursolic acid, 10) 1~ 9
1

X—5 ; Jascoo V —550 /

; Jasco FI/IR-480 Plus Fourier Trans

form (KBr ) ; Jasco P —1020
; Bruker AV —00 (TMS
); Finnigan LCQ Advantage MAX ; Dir
onex , Cosmosil Cis

(250 mm x4. 6 mm, 5 Hm) ; Varian
(250 mm x 10 mm, 5

, Cosmosil Cis

Hm); GFa2s4 (
); Sephadex LH-20 (Pharmacia Biotec AB);
D101 ( )

B

llex asprella
(Hook et Arn ) Champ ex Benth ,

(2007050601)
2
20 ke,  ,70%
3, 3h ,
(240 g)

D101 : ,15% 30%
50% 70% 95% (51 g)

. - - (100 1:0.1—7:3:
0 5) 7 3(7. 1¢)

Sephadex LLH-20
HPLC , 1(10 mg) 2(360
mg) 3(9 mg) 4(26 mg) 5(8 mg) 6(5 mg) 7(7

mg) 8(24mg) 9(30 mg) 10(16 mg)
3

1: ( ), Liebermanimr Bur
chard , Molish , mp 226~

228 C,[a]d + 20 0° (¢ 0. 44, MeOH ), ESFMS
m/z:657[M+ Na]® 'H-NMR(400 MHz, CsDsN)
&0.96,1 03,1.22, 1. 22, 1. 41, 1. 69(  3H, s, 6 X
CH3),1. 06(3H, d,J= 6 6 Hz, H-30),2. 94( 1H, s,
H-18),3 45(1H, dd, J= 6 0,10 0 Hz, H-3), 6. 30
(1H, d, J= 8 0Hz glcH-1); "GNMR ( 100
MHz, CsDsN) 1
28 O-B-D-glucopyranosyl pomolic acid "

1 28 O+ B-D-glucopyranosyl pomolic

e 1427 -
acid
2: ( ), Lieberm anmr Bur-
chard , Molish , mp 204~

206 C, IR Ve (em™ '): 3 407, 1 728, 1 631, 1 230
"H-NMR(400 MHz, CsDsN) & O 84, 0 98, 1. 17,
1 24,1.41,1. 69( 3H,s, 6x CHs), 1 07(3H, d,
J= 6 4 Hz H-30),2 93(1H, s, H-18), 4 50( 1H,
dd, J= 4.0, 11. 0Hz, H-3), 6 29 ( IH, d, J=
8 OHz, gleH-1); "GNMR(100 MH z CsDsN)

1 XXIX( it
exoside XXIX) " 2
XXIX
3: ( ), Lieberm anr Bur-
chard , Molish J[al+ 37 € (c

Q 40,MeOH), IR Vi (em™ '): 3 421, 1728, 1 684,
ESFMS m/z: 627 [ M + Na]®  'H-NMR ( 400
MHz, CsDsN) & 0. 87, 0. 98, 1. 08, 1. 30, 1 43, 1. 74
( 3H,s 6x CHs), L. 11(3H, d, J= 6 5Hz,
H-30), 3 05( 1H, s, H-18), 3 34(1H, dd, J= 4 2,
11. 7Hz, H-3), 482 ( 1H, d, J= 7 4Hz
xyFH-1); " GNMR( 100 MHz CsDsN)
1 B( lexoside B)
(81 3 B

4: ( ), Liebermanmr Bur-
chard , Molish , mp 235~
237 C, ESI-MS m/z: 789[ M + Na]*, 765[ M —
H]- 'H-NMR(400 MHz, CsDsN) & 0. 92, 1. 00,
1 18,129, 1. 39, 1. 69( 3H,s, 6 x CH3), 1 06
(3H, d, J= 6.6 Hz, H-30), 2 92 ( IH, s, H-18),
3 33(1H,dd, J= 4 2, 11. 6 Hz, H-3), 4 81( IH, d,
J= 7.5Hz xytH-1), 6 28(1H, d, J= 8 0 Hz,
gleH-1"); G NMR (100 MHz, GsDsN)

1 F( monepaloside
F) o1 4 P
5: ( ), Lieberm anmr Bur-

chard , Molish , mp 198~
201 C,[a]b - 2 2° (¢ 040, MeOH); IR Vhu
(em™'): 3419, 1 734, 1635, 1 384; ESFMS m/z:
771[M+ Na]® 'H-NMR (400 MHz, CsDsN) &
0.88,097,110,1. 12,1 29, 1 59, 1 65( 3H, s,
7x CHs), 3 36(1H, dd, J= 4.3, 11. 3Hz, H-3),
3 52(1H, br. s, H-18), 4 83(1H, d, J= 7. 5 Hz,
xykH-1), 6 33 (1H, d, J= 8 OHz, gleH-1);
"C-NMR( 100MHz, CsDs N) 1
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1 1~ 10 BENMR (100 MHz, GDsN)
Table 1 3G NMR Data of compounds 1- 10 (100 MHz, GDsN)
1 2 3 4 5 6 7 8 9 10
1 39. 1 39 4 38. 8 38 9 30.2 39 4 39 3 39 5 395 39 7
2 28.2 24 6 26. 8 26 7 26. 8 26 8 26 8 28 2 28 3 28 2
3 78. 3 89 2 88. 8 88 7 88. 7 88 7 88 7 78 1 78 2 78 1
4 39. 4 39 4 39. 6 39 6 30. 6 39 6 39 6 39 4 395 39 4
5 55.9 559 56. 0 559 56. 1 56 1 56 1 56 0 56 1 56 0
6 19. 0 18 7 18. 7 18 7 18. 4 18 4 18 4 18 8 18 8 18 8
7 33. 6 335 33.5 335 34.2 351 34 8 35 6 350 34 3
8 40. 6 40 5 40. 4 40 5 30. 8 395 39 4 39 4 39 4 39 4
9 47. 8 47 7 47. 7 4717 48. 2 48 3 48 3 48 3 48 3 48 3
10 37. 4 36 9 37.0 376 36. 9 36 9 36 9 372 373 373
11 24. 1 24 0 24.0 24 0 23.7 23 5 23 6 23 5 23 6 23 7
12 128. 5 128 4 128. 0 128 4 127. 7 126 7 127 2 127 2 125 9 127 3
13 139. 3 139 3 140. 0 139 2 137. 8 138 8 138 9 138 9 139 5 138 6
14 42. 1 42 1 42. 1 42 1 43.7 45 0 44 7 45 0 44 9 43 8
15 29.3 29 2 29. 3 29 2 28. 5 29 1 28 8 29 2 29 3 28 7
16 26. 2 26 1 26. 4 26 1 23.7 26 8 345 271 350 24 0
17 48. 7 48 6 48. 3 48 6 47. 4 49 9 50 4 49 8 50 4 49 7
18 54. 5 54 4 54. 6 54 4 50. 5 133 9 134 7 123 7 134 7 50 7
19 7217 72 7 7217 72 6 128. 7 135 2 135 9 134 6 135 9 129 1
20 42. 1 42 1 42. 4 42 1 123. 9 34 6 373 34 8 376 123 9
21 26. 17 26 7 27.0 26 7 28. 6 310 28 8 31 9 29 0 28 8
22 37.17 377 38. 5 370 32.9 35 4 34 9 35 1 357 336
23 28. 8 28 2 28.2 28 2 28.3 28 3 28 3 28 9 28 9 28 9
24 16. 7 16 9 17.2 16 9 17. 1 17 1 170 16 7 16 7 16 6
25 15.7 155 15. 5 156 16. 1 16 3 16 3 16 3 16 3 16 1
26 17. 5 17. 4 16. 9 17. 4 18. 2 18 6 18 3 18 3 18 2 18 0
27 24. 6 26 3 24.17 24 6 22.2 221 22 3 22 2 22 4 22 2
28 177. 0 177. 0 180. 6 177. 0 176. 2 174 7 175 0 178 5 178 9 180 0
29 27.0 27. 0 27.2 27. 0 17. 3 19 5 20 2 19 6 20 4 17. 4
30 16. 5 16 6 16. 8 16 7 20. 4 18 7 20 4 18 9 20 6 20 5
gle gle xyl xyl xyl xyl xyl
{ 95. 8 95 8 107. 6 107. 6 107. 7 107. 7 107. 6
3 74. 1 74 0 75. 5 755 75. 5 755 755
3 79. 2 79 2 78. 6 78 5 78. 6 78 6 78 6
4 71. 3 71 3 71.2 71 2 71.2 71 2 71 2
5 79. 0 78 9 67. 1 67. 0 67. 1 67 1 67 1
6 62. 4 62 4
gle gle gle gle
i 95 8 95.8 95 8 95 8
7 74 0 74.2 74 2 74 2
3 79 2 79. 3 79 1 79 1
4 71 2 71.2 71 2 71 3
3 78 9 78.9 78 9 79 0
6 62 3 62.2 62 4 62 4
. [10] [ 10]
oblonganoside B , copyranosyl ester , 6 30
5 B(oblonganoside B) B-D-xylopyranosy F38-hydroxyurs 12, 18 ( 19)-dierr
6: ( ), Liebermanmr Bur- 28 oic acid 28&B-D-glucopyranosyl ester
chard , Molish , mp 228~ 7 ( ), Lieberm anmr Bur-
230 'C, UV M nm: 222; ESFMS m/z: 771[M +  chard . Molish . mp 217~

Na]* 'H-NMR(400 MHz, CsDsN) &:0. 91, 1 00,
114,116, 1. 32, 1. 82( 3H,s, 6x CHs), 1. 05
(3H,d, J= 6. 9 Hz H-30),3 39(1H, dd, J= 4 2,

11 7Hz, H-3), 486 ( 1H, d, J= 7.5 Hz,
xybH-1), 6 33 (1H, d, J= 8 1 Hz, gleH-1);
“GNMR(100 MHz, CsDsN) 1

3 O-B-D-xylopyranosyl 33
hy droxyurs- 12, 18( 19)- dierr 28 oic acid 28-B-D- glu-

219 C,[a]b + 114 5 (¢ 0 40, MeOH), IR Vau
(em '): 3420, 1734, 1647, ESFMS m/z: 771
[M+ Na]© "H-NMR(400 MHz, CsDsN) & 0. 90,
1 00,1. 11, 1. 13, 1. 32, 1. 83(  3H, s, 6x CH3),
1 03(3H, d, J= 6.9 Hz, H-30), 3. 41( 1H, dd, J=
43, 11.5Hz H-3), 486 (1H, d, J= 7.5 Hz,
xykH-1), 6 32(1H, d, J= 8 1Hz, gleH-1);
“C-NMR(100 MH z, CsDsN) 1
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B (ilexsaponin B) 10 19
[ 7 ” B
8: ( ), Liebermanir Bur L] 19.86 [M].
chard ,[a] + 236 & (c 0. 40, CH:Cl), IR (2] . 1
hax (em™ '): 3421, 1717, 1 684, ESEMS m/z: 477 . 2009, 5(3): 29-32
+ o [3] , s
[M+ Na] H-NMR (400 MHz, CsDsN) & Q 94, m 1991, 1: 2830
1. 05,1. 07,1 16,1.26,1.8( 3H,s, 6x CHs), [4] , , ,
L 13(3H,d, J= 6 8 Hz, H-30), 3 48( 1H, dd, J = LI} 2004, 27(7): 519520
13 [5] Kashiwada Y, Zhang D C, Chen Y P, et al Antitumor
59,10 2 Hz, H- 3) 5 C-NMR( 100 MHz, Cs DSN) agents, 145 cytotoxic asprellic acids A and asprellic acid B,
1 randialic acid new p-coumaroyl triterpenes from Ilex asprella [J]. J Nat
[12] .. . Prod, 1993, 56(12): 20772082
B ’ 8 randialic acid B [6] : L RS RS BB ],
9: ( ), Liebermanm Burr , 1997, 28(8): 454456
chard uv )\m;?ﬂ nm: 2227 ESFMS m/z: [7] Amimoto K, Yoshikawa K, Arihara S T riterpenoid saponins
. 1 of A quif oliaceous Plants VIl ilex osides XXIX- XXX from
931[ 2M + Na] H-NMR(400 MHz, CSDSN) & the leaves of I'lex rotunda Thunb [J]. Chem Pharm Bull,
Q95,1 06, 1. 08, 1. 14, 1. 27, 1. 90( 3H, s, 6 X 1992, 40(12): 31383141
CH3), 1. 13(3H, d, J= 6 9Hz, H-30), 3 50( IH, L8] , , o
" [ J]- , 2005, 3(6): 344346
dd, J= 59, 10. 2Hz H-3); "C-NMR (100 MHz, [9] Teng RW, Xie H Y, Wang D Z, et al. Four new ursane
Cs DSN) 1 (121 type saponins from Morina nep alensis vax alba [J]. Magn
. . . Reson Chem, 2002, 40: 603 608
(lleX olic afld) ? 9 [10] Wu ZJ, Ouyang M A, Wang CZ, etal Six new triterpenoid
saponins from the leaves of Ilex oblonga and their inhibitory
10: ( ) Liebermanir Bur activities against TM V replication [J]. Chem Pharm Bull,
’ ’ 2007, 55(3): 422427
chard , Mp 199~ 201 DC, ESEMS m/z:931 [11] R R s . 1 4
[2M + Na]® 'H-NMR (400 MHz, CsDsN) & [ L1991, 22(7): 29+
294
0 93’ 1 037 L 04’ L 16’ 1 24’ 1 65’ L 72( 3H’ S, [12] Ali M, Bhutani K K, Srivastava T N. Investigations of me
7% CHS) , 3. 47( 1H, dd, J=5 9, 10 2 Hz, H‘3) B dicinal plants. Part 14 T riter penoids from Symp locosracem-
366 (1H, brs, H-18); BC'NMR (100 MHz osa bark [J]. Phytochemistry, 1990, 29(11): 360t 3604
’ ’ ’ ’ [13]  Yoshihiro M, Masato F, Akihito Y, etal Triterpene glyco
Cs DSN) 1 19 sides from the roots of Sanguisorba of ficinalis [ J]. Phyto-
( 19-dehydroursolic acid) (ol , chemistry, 2001, 57: 773779
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