38 9

2013 5 6:":

PEF % % E

China Journal of Chinese Materia Medica

Vol. 38 Issue 9
May 2013

(RABHERDREHIRBEEEERE, TEESHSR
bR FE I BHHLFT, b 100050)

° 1378 -

N MCI +Sephadex LH20 HPLC
18 ; : adinoside A( 1) stryspinoside( 2)
BD- (3) 2-08D- 2 6- (4) 2 5- 5-0-8D-
(5) BD- (6) BD- +{1-6) g-D- (7) (-)- 9-0-
D- (8) ( +)- 9-0-8-D- (9) 7-0-a-~ (10) 304~
(11) (12) B- 3-08-D- 60— (13) (14) (15) 5- (16)
(17) (18) .
Caprifoliaceae Lonicera
Linn. Lonicera japonica Thunb. o
b 48 30
1446 16
. . . . 1445 17 16 1648
Y A Y N AY Y N q— 18_19
M1 141620 o 1446 20
1445 17 20 18 20
). d 1 1 2122 2 nBA 5oy
34
. 21 24 3 4_0_ 3 5_0_
R 22 408D 6-0- )
21 24 2122 24
° 3-08-D- 7-0-8-D-
21 3-08-D- 21 24 7_
2122 24 25 .4
1213 0-8-D- 5- 4 34—
% g 7 5
Q,— 24 18
20130201010 18 o
(120772156 30825044 1
20932007) ; “ 7 (20097X09311-004) . .
. o Micromass Autospc-Ultima ETOF (
Tel/Fax: (010) 83154789 E-mail: shijg@ )
imm. ac. cn; ” Tel: (010) 60212110 Fax: ( 010) 63017757 E- Micromass ) Mercury300 Inova-500  SYS-600
mail: Isznn@ imm. ac. cn ( Varian ) Sq 16x Com—


Administrator
Highlight

Administrator
Highlight

Administrator
Highlight

Administrator
Highlight

Administrator
Highlight

Administrator
Highlight

Administrator
Highlight

Administrator
Highlight

Administrator
Highlight

旅游疗养康复养生养老生态园
Sticky Note
旅游疗养康复养生养老生态园
重新思考癌症：「营养」与「治病」
www.oncotherapy.us/120.pdf
鸡心生日 — — 揭开生命终极底牌
再生医学‧生命新生
www.oncotherapy.us/ECM.pdf

Administrator
Highlight


38 9 Vol. 38 Issue 9
2013 5 j:agm..j:n.euﬂ; r|§1 May 2013
biFlash ( Isco ) Agilent ( - 100: 0 ~0:100) 13-

HP 1100 ( ) HPD100 34 ~1133-8,11334(45.2 mg)
( ) 16 (15.5 mg) . 11335
MCI ( CHP 20P ) (164 mg) (- 20:1)
Sephadex LH=20( Amersham Bio— 113354 ~ 113353; 113352 (45.2 mg)
sciences ) ( HPLC (15% 0.1% )
) o 2(2.5mg) 3(5.2mg). 11-5(3.76 g)
o Sephadex LH20 ( ) -
2007 5 . 54~ 1154;1152(1.63 g)

( ZH070523) .

2
(40 kg)
(16 ~20 C) 3 24 h.
95% 3 1 h
1 536 g
5L (5Lx6 )
(815 g) ( 100 ~ 200 5 kg
15 em x 80 cm) - (100:0 ~
0:100) TLC
10 A~J.
D(14.4 ¢) Sephadex LH20
( - - 5:5:1) D1 ~D4. D3
(1.70 g) Cig ( - 0~
100%) D34 ~D3-5. D34(448 mg)

( -
D34-3( 150 mg)

50: 1) D344 ~ D343,
Sephadex LH20

( - - 5:5:1) D3434 ~D343-
3. D3432(55.2 mg) TLC
(- 30:0) D34324  D34322;

D3432-(25.2 mg)
( - 1)

Sephadex LH20
15(20.2 mg) .

D3-4322(20 mg) HPLC
( - 90:10) 12(18.2 mg) .
I(90 g0  MCI gel
(10 L) 50% (20 L) 90% (10 L)
(81) 144, 11(19 g)
( - 5% ~100%) 4 ~ 115,
113(3.85¢g)  Sephadex LH20 (
) 1134 ~1133. 1133(3.6 g)

( - 20% ~100%)
11522(157 mg)  TLC
4.5:1) [N5224 ~ 115224, 115223
(15.2 mg) HPLC (27%

) 8(3.4mg) 9(2.3 mg) . 114(7.52
g) Sephadex LH=20 ( - 1:
1) 1144 ~ 1144 1143(1.72 g)

(= 20:1) 11434 ~I14-
35; 114-32( 286 mg) (
- 20% ~100%) n4324 ~114323;11-
4324(67 mg) HPLC (17%
) 4(2.2 mg) 6(3.4 mg) .
J(110 g)  MCI gel
(101) 30%  (301L) 50%  (201) 95%
(10 L) (81L) J1~J5. J2
(13.0 g)  Sephadex LH20 ( -
1:1) 24 ~]29. 24(203.4 mg) TLC
( - - og2:0)
1242 (12.4 mg)
(5% )

ns24 ~ 11525,
( -

24—
1(8.4 mg)
HPLC

7(5.0 mg) 5(4.5 mg) . 123
(442. 4 mg) Cg ( -

0 ~100%) 234 ~J234; J233 (80 mg)
TLC (- 30:1)

14(4.3 mg) 17(6.2 mg) . J3(8.0 g) Seph—
adex TH=20 ( ) 534 ~J3-
5;J34(4.9 ¢) Cp ( -
5% ~100%)  J3dd ~J34-5;J342(2.39 o)

( - 30: 1 ~15:1)
J3424 ~J342-8; J342-5( 158 mg) Sepha—
dex LH20 ( - 65:35) 342-
54 ~J34253;J342-52( 128 mg) Cis
( - 20% ~100%) J34252-
* 1379 »
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1 ~ J342525; 3425242 (28 mg)

HPLC (15% ) 1
(3.2 mg) o J3425242(38 mg) TLC

( - - 8:2:1) 3425242-
1~J34252424;]342-52424(10.2 mg)

HPLC (28% )
10( 3.5 mg) 11(2.2 mg); J34252422(12.2
mg) 13
(10.2 mg) ; J34252423(13.2 mg) HPLC
(44% ) 18(1.2

mg) -
3

1 Doy —125.4(c0.14
MeOH) ; ESIMS m/z467 M +Na * 443 M-H ~;
"H-NMR( CD, 0D 600 MHz) 8:7.50( 1H s H3)
5.65(1H ddd J=16.8 10.2 8.4 Hz H8) 5.49
(1Hm H6) 5.47(1H m HY) 5.44(1H d J =
8.4 Hz H4) 5.16(1H d J =16.8 Hz H-0a)
5.12(1H d J=10.8 Hz H40b) 4.66(1H d J =
7.8 Hz H4°) 3.83(1H dd J =1.8 12.0 Hz
H6"a) 3.60(1H dd J=6.8 12.0 Hz H6"b) 3.61
(3H s 1"-OMe) 3.60(3H s 11-OMe) 3.32(1H
m HS5) 3.31(Ht J=8.0 Hz H3") 3.25(1H m
H5%) 3.22(1H t J=8.0 Hz H4") 3.13(1H dd
J=7.8 8.0 Hz H2") 3.01(2H d J=6.6 Hz H-
2") 2.52(1H td J=7.8 4.5 Hz H9) ;" CNMR
(CD,0D 125 MHz) &:174.0(C4") 168.8( CAl)
154.2( C3) 135.8(C-8) 133.6(C6) 126.5( C-
7) 118.8(CH0) 109.5( C4) 100.2(C4d") 97.4
(C4) 78.5(C5") 78.0(C3") 74.7(C=2") 71.5
(C47) 62.8 (C6) 52.3 (1"OMe) 51.8
(11-OMe) 46.3(C9) 39.6(C5) 38.2(C2") .

28 adinoside A o

NMR 2D NMR

2 Doy —162.4(c
0.21 MeOH); ( + ) -HR-ESIMS m/z 495.148 0
M +Na * ( caled for C,, Hy O,, Na 495.147 3);
"HNMR ( DMSO-d, 500 MHz) §&:7.28 ( 1H s H-
12) 7.11(1H d J=2.5 Hz H3) 5.67(1H s H-
1) 4.73(1H brs H8) 4.43(1H d J=8.0 Hz H-
1) 3.68(1H brd J=12.0 Hz H6"a) 3.49(3H
1380 -

s 11-OMe) 3.55(3H s 14-OMe) 3.40(1H dd J=
12.0 6.6 Hz H6°b) 3.14(1H m HS5") 3.12
(1Ht J=9.0 Hz H3") 2.99(1H t J=9.0 Hz H-
47) 2.92(1H dd J=9.0 8.0 Hz H2") 2.91(1H
m H-5) 2.77(1H brd J=13.5 Hz H-6a) 2.59
(1H brs H7) 2.27(1H brd J=6.5 Hz H9)
1.87(1H d J =13.5 Hz H40a) 1. 65(1H m H-
6a) 1.61(1H br d J=13.5 Hz HH0b) ; " CNMR
( DMSO-d, 125 MHz) §&: 166.3( Cd4) 166.2( C-
11) 157.5(C42) 150.3(C3) 109.6( C4) 108.0
(C43) 97.8(C4") 94.6(C4d) 77.4(C5") 76.7
(C37) 73.1(C2%) 72.4(CS8) 70.2(C4") 61.3
(C67) 50.7(OMed4) 50.6( OMed1) 41.6( C-
9) 29.0( C40) 28.4(C6) 23.5(CF) 22.7(C-
3) 6 29 stryspinoside
NMR 2D
NMR .
3 ; ESI-MS m/z 293
M +Na *;'HANMR ( CD, OD 500 MHz) §&:7.32
(2H d J=7.5 Hz H2 H#6) 7.23(2H t J=7.5
Hz H3 HS5) 7.17(1H t J=7.5 Hz H4) 4.83
(1H d J=11.5Hz HJa) 4.57(1H d J=11.5
Hz H7b) 4.26(1H d J=8.0 Hz H4") 3.80
(1H dd J=2.0 11.5 Hz H6"a) 3.59(1H dd J =
5.5 11.5 Hz H#6’b) 3.27 ~3.14(5H m H2" ~
5 ;"CNMR( CD,0D 125 MHz) §:137.9( C4)
128.1(C2 C6) 128.0(C3 C5) 127.5(C4)
102.1(C4d") 76.9(CS5°) 76.9(C3") 74.0( C-
27) 70.6(CT) 70.5(C4") 61.6(C6") .
30 B-D-
cohol B-D-glucoside) .
4 'ESI—MS m/z 429
M+Na 405 M-H °; « ) -2.4(c0.25
MeOH) ; UV( MeOH) A, (lg &) 209(2.36) nm; IR
Vo 3394 2921 2849 1713 1 646 1 468 1 419
1301 1245 1 216 1 119 1 079 815 722 647
em”; "HANMR ( CD, OD 500 MHz) &:7.44(2H d
J=7.5Hz H2" 6”) 7.32(2H t J=8.0 Hz H3"
5" 7.26(1H t J=8.0 Hz H4") 7.21(1H t J=
8.5 Hz H4) 6.68(1H d J=8.5 Hz H3) 6.53
(1Hd J=8.5 Hz HS5) 5.32(2H s H4") 4.88
(1H d J=7.5Hz H4") 3.82(1H d J=13.5 Hz

( benzyl al-
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H6"a) 3.60(1H dd J=13.5 5.5 Hz H6"b) 41.1(C4) . 33 8-

3.40 ~3.29(4H m H2" ~5°) ;" CNMR( CD, 0D D- ( eugenyl B-D-glucopyranoside)

125 MHz) &: 170.3( C9) 160.1(C=2) 158.5( C-

6) 137.7(CH") 134.3(C4) 129.8( C4" 6" 7  ESI-MS m/z 482 M +
129.5(C3" ~5") 111.8(C-5) 108.1(C4) 108.1 Na © 497 M +K ", a3 -30.4(c 0.27
(C3) 103.0(C4") 78.6(C5") 78.3(C3") 75.2 MeOH) ; '"H-NMR( DMSO-d, 600 MHz) §:7.05( 1H

(C27) 71.5(C4") 68.4(C4d") 62.8(C-6"),
31 2-0-8-D-
2 6- ( benzyl 2-0-8-D-glucopyr—
anosyl2 6-dihydroxybenzoate)

NMR 2D NMR

5 Doy —12.4(c0.13
MeOH) ; '"H-NMR( CD,0D 600 MHz) §:7.53( 1H d
J=3.0Hz H6) 7.04(1H dd J=3.0 8.4 Hz H-
4) 6.67(1H d J=8.4 Hz H3) 4.71(1H d J =
7.2 Hz H4°) 3.84(1H d J=12.0 Hz H#6"a)
3.67(1H dd J=3.6 12.0 Hz H6'b) 3.35 ~3.41
(4H m H2~5°);"CNMR( CD,0D 150 MHz) §&:
175.7( C4) 158.0(C-5) 150.9(C=2) 123.8( C-
4) 120.2(CH) 119.6(C6) 117.5(C3) 103.7
(C4) 75.0(C2) 78.0(C3") 71.3(C4") 77.9

(C5) 62.5(C6") - 2D NMR
NOE 2 5-
5-0-B-D- ( gentisic acid 5-0-8-

D-glucopyranoside) o

32 o

6  ESI-MS m/z 349 M +
Na * 365 M+K *; « 7 -31.8(¢0.09 MeOH) ;
'"H-NMR( CD,0D 500 MHz) 6:7.03(1H d J=8.0
Hz HS5) 6.77(1H s H2) 6.67(1H d J=8.0
Hz H6) 5.89(1H m H8) 5.00(1H d J=16.5
Hz H9a) 4.97(1H d J=10.0 Hz H9b) 4.78
(1H d J=8.0 Hz H4") 3.81(1H d J=12.0 Hz
H-6"a) 3.78(3H s 2-OMe) 3.63(1H dd J=5.0
12.0 Hz H6°b) 3.41(2H m HZ) 3.25 ~3.33
(4H m H2~5);"CNMR( CD,0D 125 MHz) §&:
151.1( C3) 146.6(C4) 139.3(C8) 136.8( C-
1) 122.4(C6) 118.6(CS) 116.1(C9) 114.4
(C2) 103.4(C4d") 78.5(C3") 78.1(CS5) 75.2
(C2) 71.6(C4") 62.8(C6") 57.0(2-OMe)

d J=7.0 Hz H5) 6.78(1H d J=1.0 Hz H=2)
6.68(1H dd J=1.0 7.0 Hz H-6) 5.95(1H m H-
8) 5.19(1H d J=4.8 Hz 2-OH) 5.10(1H d
J=4.8Hz 3"-OH) 5.09(1H d J =5.4 Hz
4°-OH) 5.07(1H brd J =16.8 Hz H9a) 5.03
(1H J=10.2 Hz H9b) 4.92(1H d J=5.4 Hz
3 4"0OH) 4.89(1H d J=5.4 Hz 2"-OH) 4.80
(1Hd J=7.2 Hz H4") 4. 15(1H d J=7.2 Hz
H4") 3.90(1H d J=12.0 Hz H-6"a) 3.74(3H
s 3-OMe) 3.64(1H dd J=5.4 11.4 Hz H5"a)
3.56(1H dd J=6.6 12.0 Hz H-6"b) 3.45(1H
m H-5") 3.29(2H d J=6.6 Hz HY) 3.24(3H
m H2 37 4") 3.15(1H m H<4) 3.05(1H dt
J=4.8 8.4 Hz H3") 2.94(1H ddd J=4.8 7.2
8.4 Hz H2) 2.91(1H dd J=10.8 11.4 Hz H-
5"b) ; ® CNMR ( DMSO-d, 150 MHz) §&: 148.8( C—
3) 144.8(C4) 137.9(C8) 133.5(C4d) 120.5
(C6) 115.8(C5) 115.5(CH) 112.9(C=2)
103.7( C4") 100.3(C4") 76.7(C3") 76.4( C-
3 75.9(C57) 73.4(C2") 73.2(C2°) 69.5
(C47) 69.5(C4") 68.1(C-6") 65.5(C5") 55.6
(3-OMe) 38.3(CH) . 34
B-D- « 1—56) B-D-
eugenyl-8-D—=xylopyranosyl{ 1 —6) -8-D—gluco-
pyranoside o NMR
2D NMR o
8 ; ESI-MS m/z 605
M+Na * 621 M + K * 581 M - H ~;
a ' —48.1( ¢ 0.30 MeOH) ; CD( MeOH) 220( Ae +
3.59) 237( Ae —6.95) 269.5( Ae —3.39) nm; 'H-
NMR( CD,0D 500 MHz) &:6.52(1H s H-5) 6.35
(2H s H2” H6") 4.17(1H d J=6.5 Hz HT")
4.07(1H d J=8.0 Hz H4") 3.81(2H m H9"a
6"a) 3.80(3H s 5-OMe) 3.69(6H s 3 5'-OMe)
3.63(1H dd J=5.5 12.0 Hz H-6"b) 3.56( 1H
dd J=6.0 10.0 Hz H9°b) 3.55(1H dd J=6.0
* 1381
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10.0 Hz H9a) 3.54(1H dd J=6.0 10.0 Hz H-
9b) 3.26(3H s 3-OMe) 3.24 ~3.25(3H m H3"
4M 3.12(1H dd J=8.0 9.5 Hz H2") 3.09(1H
m H-5") 2.61(2H m HZ) 2.07(1H m H=S")
1.63(1H m H-8);"CNMR(CD,0D 125 MHz) §&:
149.3(C5") 149.3(C3") 149.0( C3) 147.8( C-
5) 139.8(C4") 139.2(CH4) 134.9(C4") 130.5
(C4d) 126.5(C2) 108.0(Cs) 107.3(C2)
107.3( C-6") 104.6(C4") 78.5(C-5") 78.3( C-
3") 75.4(C2") 72.2(C4") 71.8(CYH) 66.5(C-
9 63.0(C-6") 60.4(3-OMe) 57.2(3"-OMe)
57.2(5°-OMe) 56.9(5-OMe) 46.9(C-8") 43.6(C-
7)) 41.5(C8) 34.1(CH) . 35
(-)- 9-0-B-D-

( —) dyoniresinol 9-0-8-D—glucopyranoside  ( -) -

lyoniresinol 2a-0-8-D—glucopyranoside
9 : ESI-MS m/z 605

M+Na * 621 M+K " 581 M-H ~; o 3 +43.1
(¢ 0.57 MeOH) ; CD( MeOH) 224.5( Ae —5.35) 245
(Ae + 6.34) 273.5( Ae + 2.15) nm; 'H-NMR
( CD,0D 500 MHz) 6:6.52(1H s H-6) 6.37(2H
s H27 67) 4.36(1H d J=6.5 Hz HT") 4.22
(IH d J=8.0 Hz H4") 3.84(1H dd J=6.0
10.0 Hz H9a) 3.80(3H s 5-OMe) 3.78(1H dd
J=1.512.0 Hz H-6"a) 3.69(6H s 3~ 5°-OMe)
3.59(1H dd J=5.5 12.0 Hz H-6"a) 3.58( 1H
dd J=5.5 12.0 Hz H9"a) 3.49(1H dd J=6.5
11.0 Hz H9"b) 3.39(1H dd J=4.0 10.0 Hz H-
9a) 3.29(3H s 3-OMe) 3.31(1H d J=8.5 Hz
H4") 3.23(1H d J=8.5 Hz H3") 3.16(1H dd
J=8.0 85 Hz H2") 3.19(1H m HS5") 2.66
(1H dd J=4.5 15.0 Hz HFb) 2.56(1H dd J =
15.0 11.5 Hz HFa) 2.02(1H m H8") 1.67
(1H m H-8); "CNMR( CD,0D 125 MHz) &:149.3
(C37) 149.3(C5") 148.9(C3) 147.9(CH)
139.7(C4") 139.2(C4) 134.7(C4") 130.5(C-
1) 126.7(C=2) 108.1(C-6) 107.1(C=2) 107.1
(C67) 105.1(C4d") 78.5(C5") 78.3(C3"
75.4(C2") 71.9(C4") 71.7(CY9) 66.5(C9)
63.1( C-6") 60.4(3-OMe) 57.1(5°-0CH;) 57.1
(3°-OMe) 56.9(5-OMe) 47.0(C-8") 43.1(Ca")
40.9( C-8) 34.2(CH) . 36

+ 1382 -

(+)- 9-0-8-D-
lyoniresinol 9-0-8-D-glucopyranoside (

(+)-
+ ) dyoni-
resinol 2a-0-8-D-glucopyranoside
10 ; "H-NMR ( DMSO-d,
600 MHz) &:12.98(1H s 5-OH) 7.92(2H d J =
8.4 Hz H2” 67) 6.92(2H d J =8.4 Hz H3’
59 6.85(1H s H3) 6.78(1H d J=2.4 Hz H-
8) 6.36(1H d J=2.4 Hz H6) 5. 12(1H d J =
2.5 Hz H4") 3.75(1H m H-5") 3.48(2H m H-

3”7 H4") 3.20(1H m H=2") 1.19(3H d J=6.0
Hz H-6") . 37
T-0-a-.—

11 ; '"H-NMR( DMSO-d, 600
MHz) &:13.00( IH s 5-OH) 10.00( 1H s 7-OH)

9.44(1H s 4-OH) 7.43(1H dd J=1.8 7.8 Hz
H6") 7.41(1H d J=1.8 Hz H2") 6.91(1H d
J=7.8 Hz H5") 6.76(1H s H3) 6.74(1H d
J=2.4Hz H8) 6.38(1H d J=2.4 Hz H-$)

5.13(1H d J=1.6 Hz H4") 3.20 ~3.79(4H m

H2"~5") 1.20(1H d J=6.6 Hz H$") .
38 304~
12 . ESI-MS m/z 455

M-H ~;'HNMR(DMSO-d, 500 MHz) &:5.12
(1H brs H42) 4.28(1H d J=4.5 Hz 3-OH)
2.99(1H dt J=10.5 4.5 Hz H3) 2.09( 1H d
J=12.5 Hz H48) 1.03(3H s H23) 0.90(3H s
H27) 0.85(3H s H26) 0.74(3H s H24) 0.88
(3H d J=6.1 Hz H30) 0.81(3H d J=6.0 Hz
H29) 0.66(3H s H25) ;" CNMR( DMSO-d, 125

MHz) & : 178.4( C28) 138.3( C-3) 124.7( C-
12) 76.9( C3) 54.9(C5) 52.5(CH8) 47.1(C-
17) 46.9(C-4) 41.7(C-8) 38.6(C-9) 38.5(C-
20) 38.4(C4) 38.4(Cd) 36.4(C40) 36.4(C-
22) 32.8(C7) 30.3(C=21) 28.3(C=23) 27.6( C—
15) 27.1(C2) 23.9(C46) 23.4(C27) 22.9(C-
11) 21.2(C30) 18.1(C=6) 17.1(C=29) 17.0(C-
26) 16.2( C25) 15.4(C=24),
39 ( ursolic acid) o

13 ; "HANMR( CDCl,
600 MHz) &:1.06( 1H m H-a) 1.85(1H m H-
1b) 1.61(1H m H2a) 1.95(1H m H2b) 3.54
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(1H m H3) 2.27(1H m H+4a) 2.36(1H m H-
4b) 5.38(1H m H-6) 1.98(2H m HZT) 1.52
(1Hm H8) 0.93(1H m HY) 1.02(1H m H-
Ila) 1.56(1H m H-H1b) 1.18(1H m H-2a)
2.02(1H m HH2b) 1.01(1H m HH4) 1.08
(1H m H45a) 1.12(1H m H45b) 1.83(1H m
H-6a) 1.86(1H m H-6b) 1.12(1H m H47)
0.68(3H s H48) 1.00(3H s H49) 1.36(1H
m H=20) 0.92(3H d J=6.4 Hz H21) 1.00( 1H
s H22a) 1.34(1H m H=22b) 1.18(2H m H-
23) 0.95(1H m H=24) 1.66(1H m H=25) 0.82
(3H d J=6.8 Hz H26) 0.84(3H d J=6.8 Hz
H27) 1.26( 1H brs H28) 0.84(3H t J=7.6
Hz H29) 4.38(1H d J=7.7 Hz H4") 3.35
(1H dd J=7.7 8.7 Hz H2") 3.57(1H dd J =
8.7 9.9 Hz H3") 3.38(1H dd J=9.9 8.6 Hz H-
47) 3.45(1H m H-5") 4.29(1H dd J=12.1 1.7
Hz H-6"a) 4.42(1H dd J=5.3 12.1 Hz H-6"Db)
2.34(2H t J=7.6 Hz H2") 1.61(2H m H3")
1.28(2H br s H4") 1.26(20H m H-5" ~ 14")
1.30(2H br s H45") 0.88(3H t J=7.1 Hz H-
16”) ; "CNMR ( CDCl, 150 MHz) & :37.3(CH)
29.7(C2) 79.5(C3) 38.9(C4) 140.3(C-5)
122.2(C-6) 31.9(CH) 31.9(C8) 50.2(C9)
36.7( C40) 21.1(CH1) 39.7(CH2) 42.3(C-
13) 56.7(CH4) 24.3(C45) 28.2(C4d6) 56.1
(C47) 11.8(CH8) 19.3(CH9) 36.1( C=20)
18.8( C21) 33.9(C22) 26.1(C23) 45.8(C-
24) 29.1(C25) 19.0(C=26) 19.8(C=27) 23.1
(C28) 12.0(C29) 101.2(C4d") 73.6(C2)
75.9(C3") 70.0(C4") 74.0(C5") 63.1(C-»)
174.7( C4") 34.2(C2") 24.9(C3") 29.3( C-
4M 29.5(C5") 29.7(C-6") 29.7(CH"€C42")
29.4(CH3") 31.9(CH4") 22.7(C4A5") 14.1(C-
16") ) o 40 B- 3-08-
D- 6-0- ( B-sitosteryl 38-D-gluco—
pyranoside-6"-O-palmitate) o
NMR 2D NMR

14 a ) +321.8(¢c
0.14 MeOH) ; ESI-MS m/z 287 M + Na * 551
2M+Na * 263 M-H - 527 2M -H ~;CD

( MeOH) 230.0( Ae —23.47) 265.5( Ae +33.95)
nm; 'H-NMR( Me, CO-d, 500 MHz) &:7.92( 1H d
J=15.5 Hz H4) 6.38(1H d J=15.5 Hz HS5)
5.82(1H s H8) 5.75(1H s H2) 2.54(1H d
J=17.0 Hz H40a) 2.14(1H d J =17.0 Hz H-
10b) 2.05(3H s H45) 1.90(3H s H44) 1.07
(3H s H42) 1.03 (3H s H43);"” CNMR
( Me,CO~d, 125 MHz) §:197.2(C9) 167.1(CH)
163.1(C3) 151.0(C) 138.3(C5) 128.6( C-
4) 127.3(C8) 118.6(C=2) 80.0(C-6) 50.3(C-
10) 42.2(CH1) 24.7(CH4) 23.5(CH3) 21.2
(C45) 19.1(CH2) . 41
( abscisic acid) o

15 ; '"HANMR( DMSO-
d, 600 MHz) §:10.69(1H s H4) 7.92(1H s H-
8) 6.48(1H s 2-NH,) 5.68(1H d J=6 Hz H-
1) 5.39(1H brs 2°-OH) 5.06( 1H br s 3°-OH)
4.38(1H dd J=5.0 6.0 Hz H2) 4.07(1H dd
J=5.04.5Hz H3") 3.85(1H ddd J=4.5 4.0

14.4 Hz H4°) 3.60(1H dd J =4.0 14.4 Hz
HS"a) 3.51(1H dd J=4.0 14.4 Hz HS"D) .
42 ( guanosine)
16 ; ESI-MS m/z 125

M-H ~;'"HNMR(DMSO-d, 500 MHz) §: 10.98
(1H br s NH) 10.57(1H br s NH) 7.23( 1H
brs HS5) 1.71(3H s 6-Me) ;" CNMR( DMSO-d,

125 MHz) §: 164.5( Cd) 151.6( C3) 137.8( C-
5) 107.7(C6) 11.9(6Me) .
5- ( 5-methyluracil) o
17 ; ESI-MS m/z 147

M-H ~;'H-NMR( Me,CO-d, 500 MHz) &: 7.68
(IHd J=8.0 Hz H2 6) 7.66(1H d J=16.0

Hz HF) 7.43(3H m H3 ~5) 6.53(1H d J =
16.0 Hz H-8) .
( trans-einnamic acid)
18 ; ESIMS m/z 121

M-H ~;'HNMR(CD,0D 600 MHz) &:9.71
(1H s HF) 7.72(1H d J=7.2 Hz H2 6) 6.86
(1H d J=7.2 Hz H3 5)

o
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Chemical constituents from flower buds of Lonicera japonica

WANG Fang JIANG Yue-ping WANG Xiaodiang LIN Sheng” PU Peng-hin ZHU Cheng-gen
WANG Su-uan YANG Yong-chun SHI Jian-gong”
( Key Laboratory of Bioactive Substance and Function of Natural Medicines Institute of Materia Medica
Chinese Academy of Medical Sciences and Peking Union Medical College Beijing 100050 China)

Abstract  Eighteen compounds were isolated by a combination of various chromatographic techniques including column chro—
matography over macroporous resin  MCI gel silica gel and sephadex LH20 and reversed-phase HPLC. Their structures were eluci—
dated by spectroscopic data analysis as adinoside A (1) stryspinoside (2) benzyl alcohol B-glucopyranoside (3)  benzyl 2-0-8-D-
glucopyranosyl2 6-dihydroxybenzoate (4) gentisic acid 2-0-8-D-glucopyranoside (5) eugenyl B-D-glucopyranoside ( 6) eugenyl—
B~=xylopyranosyl{ 1—6) -8-glucopyranoside (7) ( -) -yoniresinol 9-0-8-D-glucopyranoside (8) ( +) dyoniresinol 9-0-8-D-gluco—
pyranoside (9) apigenin7-O-L~hamnopyranoside ( 10) luteolin3"-0O-L~hamnoside ( 11) ursolic acid (12) B-sitosteryl 38-gluco—
pyranoside-6"-O-palmitate ( 13)  abscisic acid ( 14) guanosine ( 15) S5-methyluracil ( 16) irans—cinnamic acid ( 17) and
4-hydroxybenzaldehyde( 18) . These compounds were obtained from this plant for the first time.

Key words  Lonicera japonica; iridoid glycosides; benzyl glycoside; phenolic glycosides; lignin glycosides; flavone glycosides
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