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1730,1470,1 180,1 047,721 NMR
: Co7 H32 015

596 *H-NMR (400 M Hz ,DMSO-ds)0 :
1 12(3H,d,J=6 0 Hz,RhaCHs) ,2 72 317
(2H,H3) ,508(GFuH1,d,J=65 Hz),5 08
(RhaH-1,d,J=11 Hz) ,545(1H, H-2) ,6 08
(2H ,H-6,8) ,6 72(1H ,d,J =9 0 Hz,H-5) ,9 08
(2H, m, OH3 ,4),1202 (1H, s, OH-5);
B“CGNMR (100 MHz,DMSO-ds)d : 197. 1 (C4) ,
164 8(C7) ,162 9(C5) ,162 7(C9) ,145 8 (C
3) ,145 2(C4) ,129. 2(C1) ,118 1(CG6) ,115 3
(CG2) ,114 4(C5) ,103 3(C10) ,100. 4 (CG1") ,
97.4(C1") ,96.2(C6) ,95 1(C8) ,78 6 (C2),
77. 1(CG3) ,76. 9(C5') ,76 1(C2") ,71 8(C4") ,
70. 3(G-4" ,2") ,69. 6 (C3") ,68 3(CG5") ,60 4(C

6') 42 2(C3),18 0(C6")
6]

: ,mp 170 172

CorHxOw EFMS mv z:579[M]* 272,255,179,
153,120,73 IR/S (cm™) :3 388,1 063(

) ,1643(C=0) ,1520,1 448 ( ,C=0C),

835(Ar-H) 'H-NMR ®CGNMR
[5]

: Cxs H31 015
610 *H-NMR (400 M Hz ,DMSO-d;)0 :
1 18(3H,d,J=60 Hz,RhaCHs) ,2 76 310
(2H,H-3) ,32 3 9(10H, rhamnosylglucose) ,
3 88(OCHs) ,5 13(d,J =1 1 Hz,Rha H-1) ,5 18
(1H,d,J=65 Hz,Gu H-1) ,551(1H, H-2),
6 14(1H, H-6) ,6 18 (1H, H-8) ; ®*CNMR (100

1 1

(1 , 116021; 2

:2008-05-13
(1978 9 , , ,
Tel : (0411) 84255294 E mail :xuehengyue @163 com

M Hz , DM SO-ds)d :196. 9(CG4) ,164 8(C7) ,162 9
(G5),162 6 (C9) ,1450(C3) ,146 4 (C4) ,
130. 9(C1) ,117. 8(C#6) ,114 0(C2) ,112 0(C
5) ,103 3(C10) ,100. 3(C1") ,97. 4(C1") ,96. 2
(C6) 95 1(C8) ,78 4(C2) ,77. 1(C3') ,76. 8(C
5) ,76 0(CG2") 71 7(C4") ,70. 3(C4",2") ,69. 5
(CG3") ,68 2(C5") ,60 4(C6") ,55 7 (-OCHs)

40. 1(CG3) , 8
Cs HsOs 168
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A new iridoid glucoside from Phlomis medicinalis
XUE Hengyue', YU Li-ming' , WANG Gangli®, LIN Rui-chao®, L1 Ping®
(1 Dadlian Institute for Drug Control , Dalian 116021, China; 2 Nationa Institute for the Control of Pharmaceutical and
Biological Products, Beijing 100050, China; 3 China Pharmaceutical University , Nanjing 210038, China)
Abstract : Objective To study the chemical constituentsin the rootsof Phlomis medicinalis Methods
The compound was i solated and repeatedly purified by macroporous resin, slica gel column chromatog-
raphy, TLC, and Prep-HPL C Its stracture was elucidated by physical and chemical properties and NMR
spectra Results Oneiridoid glucos de was obtained and el ucidated as 8, 10-dehydropulchellosde Conclu-
sion The compoundisa new one
Key words: Phlomis medicinalis Diels; iridoid glucosde; 8, 10-dehydropulchellosde

P. medicinalis Diel's

Phlomis medicinalis Diels

] 1700 3600 m 2
: , , (22l , 10 kg,
Radix Phlomii , 86 4 95 % , 2h,
, , ) 2 2 kg
, , D101 ,
(23] , 10 % 40 % 95 % , ,
12 (451 10 % 330 g 10 %
95 % 10 % 60 g, : - (90
, 1 10 70 30) , 400 mL ,
:8,10-dehydropulchellosi de 182 TLC , 128
1 135 ( 15%
X —5 ( , 10 mL/ min, 235 nm) ,
), :INOV A —500 (Varian (31 mg)
) ,TMS : APEX (Bruker 3
Daltonics ) ;Model 343 ( Perki - El mer : ,mp 140 142 ;[0 ]8 —
) :Nicolet 5700 ( 54. 7°(c0. 11 ,MeOH) HRESFMS
) ;Waters L G-M'S QZ2000 (Wa mz: 443 11513 [M + Na]® (
ters ) (p230 Ci7 H2«O12Na, 443 116 00) ,
,Uv230° ,EC2000 420. 126 78, Ci7 H24 012,
, ) ,Phenome- 6 IRV (cm™) (3 360
nex (ODS,250 mm x 21 20 mm,4 cm™), (1702 cm™) , (1630 cm™) ,
M m ,Phenomenex ) D-101 BCGNMR ©c 156 2 111. 0 dc¢
( ) 150. 2 111 8) , 3
(160 200 ) :
( ) 'H-NMR ©n 4 51),

2003 8 BGNMR ©c 100. 1) ,



10 - Chinese Traditional and Herbal Drugs 40 1 2009 1

11 1 C4 (6H
'H-NMR 3 67 ,3H,sdc 167. 6/51 7) =
©n 7 51), (O 8 0 Hz D- B
5 84) , ©+367) “CNMR e HSQC HMBC ( 1),
©c156.2 111. 0 ©Oc 150 2 111 8); c¢8,c10 3 C5,C6,C
(1, 3 7; C1 ©c 97 1) C3 C4
©c71 3,76.5,73.9) , (Adc45. 2) C-6 B-
1 NM R (CDsOD, 500 MHz,d)
Tablel NMR Data of compound (CDsOD, 500 MHz,d)
BCNMR 1H-NMR (HSQC) HMBC (G H) NOESY
Aglycone
1 97. 1 584 (1H,d,J=15 Hz) H-3,H9, H-T H-9,H-10 ,H-1
3 156. 2 7.51 (1H,9) H-1
4 111 0 H-3,H-9
5 713 H-1,H-3,H9
6 765 4,32 (1H,d,J=4 0 H2) H-7 H-7
7 739 4,14 (1H,m) H-10 H-6,H-10 (5 30)
8 150. 2 H-1,H-6,H7 ,H9,H-10
9 510 320 (1H,m) H-6 ,H-10 H-1,H-10 (5 26)
10 111 8 530 (1H,m) H-1,H7
5 26 (1H,m) H-1,H-9
11 167. 6 H-3,0CH3
OCHjs 51.7 3.67(3H,9)
Qucose
iy 100 1 4,51 (1H,d,J=8 0 H2) H-1,H-2
2 74.3 313 (1H,dd,J=8 0,8 5 H2) H-3
3 77. 4 331 (1H,dd,J=9 0,85 H2) H-2 H-4
4 716 322 (1H,m) * H-3 H-5
5 78 5 327 (AH,m) * H-4 H-6
6 62 7 386 (1H,dd,J=12 0,1 5 Hz) H-4
359 (1H,dd,J=12 0,6 5 H2)
* Due to ovedapped srgna's, peaks number is not identified
vl H-6 H-7 (J=40 dropulchelloside 1
Hz) G7 B- :
,CG1 C5 C9
m, ¢c5 B-  H9 B H1 a
; NOESY ,H-7 H-6 NOE
, H-9 H-7 ,
H-7 « , CG7 B- ;
H-7 H-100+ 5 30) H-9 H-
100+ 5 26) , H-7 H-10© «
530) H-9 H-10®+ 5 26)
pulchelloside
e, cG8 C10 1
&7 C6 C9 , Fig 1 Sructure of compound
. [4] .
, ©n 5 30, [1] . [M].
5. 26) 8,10 : S , 1977
[2] [M].

, , 8 ,10-dehy- o 100
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[3] . [M]. [6] Kumar R,Bhan S, Kdla A K, et al. 28 Noroleana16, 21-
, 2004 diene triterpenesfrom Phlomisspectabilis [J]. Phytochemis
[4] , - try, 1992, 31(8) : 2797-2799.
[J]- , 2006 , 31(8) : 656-658 [7] Damtoft S,Jensen SR, NidsenBJ. ¥GNMRand *H-NMR
[5] , , , . spectroscopy as a tool in the configurational analyssof iridoid
[J1. , 2008, 43(10) : 739-741 glucosides [J]. Phytochemistry, 1981, 20(12) : 2717-2732
1 1 1 2 1 1 1 1+ 3
(1 , 100850 ; 2 , 300193;
3 , 445000)
: Smilax davidiana 60 %
SP3825 Sephadex L H-20 ODS , HPLC \
12 ; () -30B-D-
() -30p-D- () -3-00-L- ()s- - -3
oa-L- () () ()10 o-L- -(1 -6)B-D
() 1-0 o-L- -(1 -6)B-D ()10 B-D -(1 -2)B-D
()246 2.4 -OB-D ()3s - -1- 00~ L- -
(1-6)B-D ¢ )
'R284. 1 ‘A :0253-2670(2009) 01-0011-04

Chemical constituentsfrom Smilax davidiana
ZHAN G Hong-sheng' , KANG Li-ping' , ZOU Peng', HAN Li-feng’ , XION G Cheng-qi* ,
ZHAO Yang' ,TAN Dawei' , MA Bai-ping’ , WEN Dejian’
(1 Institute of Radiation Medicine, Academy of Military Medica Sciences, Beijing 100850, China; 2 Tianjin University
of Traditional Chinese Medicine, Tianjin 300193, China; 3 Hube University for Nationalities, Enshi 445000, China)
Abstract : Objective  To study the chemical constituents of Smilax davidiana Methods The com-
pounds were extracted with 60 % alcohol , isolated by repeated column chromotography on macroporous ad-
orptive resns SP825, Sephadex L H-20, slica gel , ODS and preparative HPL C, and their structures were
elucidated by the spectroscopic methods Results Twelve compounds were isolated and identified as res
veratrol (), transresveratrol-3-OB-D-glucopyranoside ( ), cisresveratrol-3-Of3- D-glucopyranoside
(), quercetin-3- 0 -L-rhamnopyranoside ( ) , 3 -methoxyl-quercetin-3-O&-L-rhamnopyranoside ( ) ,
catechin () , epicatechin () , 1-O-benzyl®-L-rhamnopyranosyl- (1 -6)$-D-glucopyranoside ( ), 1'-
O-phenethyl® - L-rhamnopyranosyl- (1 —6)f3-D-glucopyranoside ( ), 1'-O-phenethylf- D-apiof uranosyl-
(1 -2)B-D-glucopyranoside ( ) , 2, 4, 6-trihydroxy-acetophenone-2, 4-di-Of3- D-glucopyranoside ( ),
and 3-met hyl- butanol-1- 08 - L-rhamnopyranosyl- (1 —6)$-D-glucopyransoide ( ). Conclusion Conr
pounds , — ,and are obtained from the plantsof Smilax L. for thefirst time, and compounds
— , , ,and areiwlatedfrom S davidianafor thefirst time
Key words: Smilax davidiana A. DC ; Liliaceae; structure identification
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