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e 9 3B
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gluco pyranoisde
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(1H,s),7-48(1H,s) 2 ,64. 04
(3H,s), § 399(3H,s) 2
BGNMR 2 & 110. 4
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MHz, DM SO-de) & 6. 92(2H, s, H-2,6), 8 84( 1H,
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Chemical constituents from stems of Melicope pteleif olia
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of Pharmacodynamic Constituents of TCM and New Drugs Research, Jinan University, Guangzhou 510632, China)

Abstract: Objective
Methods

To study the chemical constitutents from the stems of Melicope p teleif olia.

Silica gel column chromatography, reverse phase HPLC, and recrystallization methods were

used to isolate the chemical constituents, and the structures of the isolated compounds were elucidated by

spectral analyses Results Twelve compounds were isolated from EtOA ¢ extract in stems of M. pteleif o

lia. The structures were identified as isoevodionol (1), sitost5 en-38-ol acetate (2), methylevodinol (3),

stigmast-4en-3-one (4), leptin C (5), leptin A (6),

3 (3 methylbut-2enyl) umbelliferone (7), 7-demeth

ylsuberosin (8), evolitrie (9), 5 hydroxy 6-acety Fmethoxychromnone (10), 7ahydroxysitosterol (11),

and nodakenetin (12), respectively. Conclusion Compounds 2, 4, 7, 8, and 10 —12 are isolated from this

plant for the first time, and compound 10 is a new natural product.

Key words: Melicope p teleif olia (Champ ex Benth) T. G. Hartley; 5hydroxy 6 acetyt7-methoxy-

chromnone; new natural products
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Fr4 Fr5 : (C-23), 23 9((-28),22. 3(CG-11),21 1((C-26),20 6
1(50 mg), Fr 1~ (C-2),20 3(G-19),20. 1( G27), 15 3(C21), 13 3
10 36gFrl (120 g), - (C-18),13 1( G-29) e
(100 : 17100: 27100: 37 100: 5) , 2 3 -B- ( sitost-5 e 36

2(9mg) 3(8 mg) 4(12mg) FrS5

- (200 1715517100 1781 1768 1)
, 5 Fr 51

, 5(7 mg) ; Fr 52

6(32mg); Fr53

HPLC , - (40: 60) ,
7023 mg) 8(4 mg);Fr 54
HPLC 9(28 mg) Fr
9 - (100 178: 17
6:1°3: 1) 10(8 mg) 11(32mg)
12 , 12 - (45 55)
HPLC 12(34 mg)
3
1: ,mp 119~ 120 C,
CisH1604 UV N (nm): 278 8; IR WAk

(em™'): 3113, 2927, 1 620, 1461, 1424, 1 391,
1361, 1320, 1259, 1203, 1158, 1 124, 983, 889;
ESI-MS m/z: 249 2[M + H]"; "H-NMR ( 400
MHz, CDCL) & 6 64(1H, d, J= 10. 0Hz H-4),
5 87(1H,s,H-8),5 43(1H,d, /= 10 0 Hz, H-3),
3 84(3H,s,- OCH3), 2 58(3H,s, H-2), 1 43( 6H,
s,H-1",2"); "GNMR( 100 MHz, CDClz) & 203. 4
(G1),1633(C5), 162 1(G7), 160 4( ¢9),
125 6(G4), 116 3(G3), 105 9(C-6), 103. 0( &
10),91. 4( G-8), 78. 4(C-2), 55 8( OCH3), 33 2( &
7),28 6(C2'),28 5(CG 1)
[5]7 1
dionol)

((isoevo-

2: ,mp 121~ 122 C,
CaHs20: UV N (nm): 216 6; IR Vol (em™'):
2948, 2851, 1738, 1 650, 1 538, 1 460, 1 175; ESF
MS m/z: 482 5[ M+ Na]“; 'H-NMR(400 MHz,
CDCL)6:5 34(1H,br. s,J= 5 3 Hz, H-6) ,4. 60~
4 54( 1H, m, H-3), 2 22 (3H, s, CH:C00-3);
“GNMR(100 MHz CDCls) & 173 6( G-1), 140. 0
(G5),122 8(C-4), 74. 9(G3), 58 0( G- 14), 57. 4
(G17), 51 4(G9), 47. 2( G-24), 43 6( -13), 41. 0
(G6),39 5(CG12),38 3(C1),37 9(¢10), 37. 47
((20),36 0(C-22), 33 2( G7), 30. 6(C-8),29. 5
(G2),29 1(G25),26 3(CG16),25 6(C15), 24 4

ol acetate)
3: , mp 75~ 76 C,
CuHis04 UV A (nm): 229 4, 257. 6; IR Vha
(em™'): 2972, 1698, 1607, 1563, 1460, 1 419,
1366,1196,1 156, 1 101, 838; ESFMS m/z: 547. 5
[2M+ Ma]*; 'H-NMR (400 MHz, CDCl3) & 6 47
(1H,d, J= 9 9 Hz, H-4), 6 19( 1H, s, H-8), 5 52
(1H,d, J= 9.9 Hz, H-3), 3. 77(3H, s, OCHs-5),
3 75(3H,s, OCHx7),2 49(3H, s, H-2'), 1 43(6,
s,H-1",2"); ®GNMR (100 MHz, CDCl:) & 202 6
(C-1), 164. 2 (C5), 158 0( G7), 156. 3 (C-9),
128 1(C-4), 118 7(G3), 116. 8( ¢6), 108 3( C-
10), 96. 43( -8),76 77(C-2),56. 4 OCH3-5), 55 3
(OCH»7)33. 1(C-2),29 8(C1"), 29 8(C-2")
[7]’ 3
( methylevodinol)
4. , mp 84~ 85 C,

C»His0 UV X" (nm): 242 6; IR Vim (em™'):
2 955,2 868,1 678, 1 617,1 539,1 461, 1 187; ESI-
MS m/z:435 4[M+ Na]*; '"H-NMR (400 MHz,
CDCls) & 5 79(1H, s, H-4); "GGNMR( 100 MHz,
CDCls) 8200 2( G-3), 172 2( G5), 124 3(G4),
55. 6( G-17), 55 5( (-14), 53 4((-9), 45 5(G24),
42. 0(C-13), 39 3( G 12),38. 2(C-10), 35 8(C20),
35.3((-8), 35 3(C-1), 33 6(C-22), 33. 5(G2),
32. 6(C-6), 31 7(G7), 31 1(G25), 28 8( G 16),
27. 8(C-23), 25 7( C-15),23. 8((-28),22 7(G11),
20. 7(C-26), 19 4( G-27),18. 7(-21), 18 4(G19),
17. 0(C-18), 11. 6( G-29)

sl 4 & -3

err 3-one)

(stigmast4

5: ,mp 162~ 163 C,

CieH206 UV X" (nm): 218. 4, 291. 0; IR
Vo (em™'): 3471, 3309, 2924, 1617, 1453,
1423,1366,1275,1212,1 165, 1121, 1 057, 854;
ESFMS m/z: 309. 5[ M — H] : 'H-NMR ( 400
MHz CDCls) & 14 51( 1H, s, OH-5), 5. 87( 1H, d,
J=30Hz H-4),4 44(1H, d, J= 3. 0 Hz, H-3),
3 84(3H,s,-OCHs),2 60(3H,s, H-2), 1. 47(3H,
s,H-1", 1 46(3H, s, H-2"), 3 80(2H, m, H-1"),
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1 24(3H, t, J= 7.01 Hz, H-2'); "GNMR ( 100
MHz CDCL) & 203. 4( G 1), 167 7(C-5), 163. 1
(G-7),160. 0(C-9), 106 4( C-6), 101. 4( G-10) ,91. 4
(G8),78 9(C2),72 6(CG4),71. 3(C¢3),65 7(C
),55 8(0OCHs7),33 1(G2), 25 0(C-1"), 24. 2

(G2"),16. 0(C-2) 1
5 C( leptin C)
6: , mp 160~ 161 C,

CuHi0s UV X (nm): 220 0, 291. 2; IR
Vir (em™'): 3471, 3306, 2985, 1616, 1451,
1423, 1396, 1364, 1275, 1212, 1165, 1 121,
1067, 854; ESFMS m/z: 3055 [M + Nal*;
"H-NMR (400 MHz DMSO) & 14 44(1H, s, OH-
5,5 95(1H, s, H-8), 4 90(1H, d, J= 6.9 Hz,
30H), 4 87(1H,d, J= 4 2 Hz, 40H), 4 70( 1H,
dd, J= 4 4, 4 3 Hz, H-4), 3. 52( 1H, dd, J= 6.9,
4 4 Hz, H-3), 3 83(3H, s,-OCH3), 2 51(3H, s,
H-2), 1 34(3H, s, H-1"), 1 33(3H, s, H-2');
BGNMR(100 MHz DM SO0) & 205. 0( G-1'), 167. 7
(G5),164. 4(C-7), 161 8( ¢-9), 107. 1( G-6), 106. 7
(G-10),93. 4(C-8),81. 5((2),73 7( G3), 62 4( ¢
4),58. 2(OCHx7), 34 8(C-2),29 2(¢2),23. 4
(1) o1 6

A(leptin A)
7: ,mp 120~ 121 C,

CuHiu0s UV XM (nm): 218. 2, 324. 4; IR Vi
(em™'): 3274, 1694, 1 619, 1511, 1461, 1252,
1132, 1050, 845; ESFMS m/z:229. 0[M - H] ;
"H-NMR(400 MHz, CDCl3) & 7. 42(1H, s, H-4),
7.31(1H, d, J= 8 5Hz H-5), 6.96(1H, d, J=
1. 9Hz H-8), 6 81 (1H, dd, J= 85, 22 Hz,
H-6),5 30(1H, m,H-2),3 22(2H, d, /= 7. 3 Hz,
H-1), 1L 80(3H, s, H-4), 1. 69 (3H, s, H-5);
"GNMR( 100 MHz, CDCL:) & 163 6(G2), 159. 5
(G7), 155 0( G9), 139 4 ( G4), 136 1 (G3),
129 1(G6), 125 5(G3), 120 0(G2), 113 9( &
5), 113 8( G-10),103. 5( -8) ,29. 2( 1), 26. 4( -

5).18 4(G4) e
7 3 [ 3 (3 methyl
but-2-enyl) umbelliferone]
8: ,mp 132~ 134 C,

CuHis0s UV X" (nm): 217 0, 325 8; ESFMS
m/z: 2290 [M - H] ; 'H-NMR (400 MHg,
CD3COCD3) &:7. 84(1H,d, J= 9 5 Hz, H-4), 7. 36

(1H,s, H-5), 6 78 (1H, s, H-8), 6 23(1H, d, J=
9 5Hz,H-3),5 56(1H,m,H-2),3 36(2H,d, J=
7 4Hz,H-1), 1. 74(3H, s, H-4), 1. 73(3H, s, H-
5) t 8
T (7 demethylsuberosin)
9: ,mp 117~ 118 C,
CHuNOs UV N (nm): 219. 0, 289 4; IR Vaa
(em™'): 1622, 1587, 1470, 1371, 1212, 1 159,
1 088,955, 839, 746, 769; ESFMS m/z: 230. 2[ M +
H]"™ 'H-NMR(400 MHz CDCl:) & 8 14( 1H, d,
J= 9 2Hz H-5),7 56( 1H, d, J= 2. 8 Hz, H-2),
7 32(1H,d,J= 2 5 Hz, H-8),7. 08( 1H, dd, J=
9 2,2 5Hz,H-6),7. 04(1H,d, J= 2 8 Hz, H-3),
4 42(3H, s, 40CHs), 3.94(3H, s, 7OCH:);
“C-NMR(100 MHz, CDCh) & 164 7( G-9a) , 161 3
(G7), 157.3(G4), 147. 9 ((8a), 142 8 ( G2),
123 9( G5), 117. 0( ¢-6), 113. 7( C-5a), 106. 2( C-
8), 105 1(G3), 102 2((G4a), 59. 2 ( GOCH3),
55. 7(C-OCH3) e
9 (evolitrie)
10: ,mp 112~ 113 C,
Ci4H1s05 UV Nl (nm): 241 8, 319 0; IR
Ve (em”'): 3747, 2981, 1728, 1621, 1539,
1423, 1270, 1206, 1133; ESFMS m/z: 265 5
[M+ H]"; '"H-NMR (400 MHz, CDCl:) & 14 25
(1H,s, OH-5), 6 02( 1H, s, H-8), 3. 87(3H, s,-
OCH3),2 63(3H,s, H-2), 1. 45(6H, s, H-1",2");
BC-NMR( 100 MHz CDCls) 8 206 9( G-4), 203 6
(C-1),163. 8 (G5), 161. 9( G7), 158 7(C-9),
106 5( ¢-6), 100. 9( -10), 91. 9(-8), 82. 7(C-2),
55.5(0CH37),33 0((3), 31 8(G2), 23. 6(C-
1,2 (13 10
5 -6 -7 (5 hydroxy- 6
acety- Fmethox ychromnone)

[13]
2

11: ,mp 209~ 210 C,
CoHs02 UV X" (nm): 216 6; IR VA (em™'):
3312,2 957,2 869,1 650,1 511, 1 460, 1 058; ESI-
MS m/z: 883[2M + 2N]° 'H-NMR (400 MHz,
CDCls) &5. 60( 1H,dd, J= 5 3,1. 8 Hz, H-6), 3 85
(1H,br s, H-7),3 59~ 3. 57(1H, m, H-3), 3 48~
0 68(47H, m); “G-NMR ( 100 MHz, CDCL) &
147. 2( G-5), 124. 5( G-6) , 72 3( -3), 66 3(G7),
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56 6(C-17), 50. 3(C-9), 46. 7(C-14), 43 2( (-24),
43 1(G-8), 42 9( G-4),40. 1(-13), 38 4( - 12), :
38 3(G-10),37. 9(C-1), 37. 0(G-20), 34 8(G22), [ SemP o Ghois B Smons 1 B, etab Congruene of
molecular, morphological, and biochemical profiles in Ruta
32 3( ) 30. 1( G 25) » 29. 2( G 16) » 26 9( G 15) » ceae: a cladistic analysis of the subfamilies rutoideae and tod
25 0((-23),24. 0((-28),21. 6( G-11),20. 7( C-26), dalioideac [J]. SystBor, 2007, 32(4): 837 846.
[2] [M].
19 9(G-27),19. 7(C¢-21), 19 2( C-19) , 12. 9( -29), oo
12 6( - 18) el R [3] LiGL, ZhuD Y, Pandey RK Phytochemical and biological
11 T (7(1-hydr0xysitosterol) slud‘ies on Evodialepta [J]. ACS Sympos Series, 2003, 859
12 156~ 157 C 2% (Oriental Foods and Herbs): 247157
. , Mp ~ s [(I] b= [4] ’ e
40°(c Q16 ), CuHu0s UV X" Ly » 2001, 24(9): 664665
[5] Lee YR, Wang X, Xia L K An efficient and rapid synthetic

(nm): 224. 0,335 0; IR VaaX (em™ '): 3 432, 1 701,
1630, 1571, 1267, 1 133, 960, 819; ESEFMS m/z:
247 2/M+ H]" 'H-NMR(400 MHz CD:0D) &
7.87(1H,d, J= 9. 5Hz, H-4), 7. 42(1H, s, H-5),
6 74(1H, s, H-8), 6 21(1H, d, J= 9. 5Hz H-3),
4 78(1H, t, J= 9. 0Hz, H-2), 3 23( 2H, m, H-
3),132,1.26( 3H,s,2xCH»5); "GNMR
(100 MHz, CD:OD) & 165. 3( G-7), 163 7( C-2),
156 9((9), 146. 2( G-4),127. 3(G6) , 124 9( G5),
114 1(G-10),112 2( ¢3),98. 2(¢8), 92 5(¢2),
72 3(G4),302(G3),253(¢5),253(G6)
[14]’ 12
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