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torin, imperatorin, oxypeucedanin. oxypeucedanin from MeOH in white needles, turning slowly yel- 
hydrate. pcucenin, and a sterol mixture (MP. TLC. low by heating (m. 210-220 . dec.). Its UV spec- 
UV. IR, NMR, MS). trum is typical of the 5-alkoxy-furocoumarin nuc- 

The concentrated methanolic extract was kept leus [2]; i,,,alx: 240 sh. 249, 259. 266, 308 nm; &,,; 
in a refrigerator. The precipitated hesperidin was 235. 255, 263, 275 nm. The glycoside was hydro- 
filtered off and the fluorescing components of the lysed with N H?SO,, the aglycon extracted with 
mother liquor were separated on a polyamide 
column. Elution began with H,O followed by 

EtOAc and identified as oxypeucedanin hydrate (1). 

H,O-MeOH mixtures. TLC control of the frac- 
The sugar moiety was identified by PC as u-glu- 

tions eluted with 20”,, MeOH showed the presence 
COSL’. Thus. the probable structure of the glycoside 
is 2. 

of several fluorescing polar compounds. They were 
separated by preparative TLC (silica gel) in 

CHCI, -MeOH 9: 1. The most polar zones yielded 
,Z@” 

it yellow (R,-: 0:22; system: CHCl,-MeOH X5: 15) 
(1) R=H 

-/ \ 
and three violet fluorescing compounds. One of 
the latter (R,.: 0.19) was identified (TLC, hydro- Kti 1’ 

(2) R = Glc 

0 0 

lysis) as scopolin. the second (R,.: 0.25) as marme- 

sinin. The third glycoside (R,,: 0.10) afforded on 
acidic hydrolysis the same aglycon as marmesinin. 

KEFERENCES 

Its RI-value suggests to be a diglycoside of marmc- I. Hiirhammcr. L.. Wagner. H. and Heydweiler. D. (1969) 

sin. 
Ph~toclic,fii.strl, 8, 1605. 

The yellow fluorescing glycoside crystallized 
7. Lee Kuo-Hsiung and Seine. T. 0. (1969) J. Phm. Sci. 

58, 6X1. 

ISOLATION OF IPOLAMIIDE FROM STACH Y TARPHETA INDICA 

BAMKUNG TANTISEWII. 
Faculty of Phxmaceutical Sciences. <‘hulalonghorn Llniverslty. Bangkok. Thailand 

and 

OTTO STICHI-R 
Phnrmareutisches Institut. Eidgeniissischc Tcchnlsche Hochschulc. Ziirlch. Switzerland 

(R~w~reil 1 I Jirl~ 1974) 

Key Y$'ord Index ~'rc~ci~~rurpheru imfictr; Verhcnaceae: iridoids: ipolamlidc: hehenstreitia glycoside B. 

Ph7t. St~d7~~t~77~phetu ir7di~~l VAHL. (Voucher 
specimen deposited at Faculty of Pharmaceutical 
Sciences. Chulalongkorn University, Department 
of Pharmacognosy). Loci11 W/W. Ya Phanngu- 
Khieo. Pm-in-proei. Sourer. Ayudhaya. Thailand. 
PW~~OUS n~k. Occurrence of hcbenstreitia glyco- 
side B in Stach!,tclrphc~ta-species [I]. 

Pwwr7t ~wk. .4erial parts (dry. 1200 g) of Srocl7~~- 

ttwplrc~t~r were macerated overnight with X0”,, 

EtOH. After decantation the residue was remacer- 
ated. The EtOH was removed under vacuum and 
the residual aqueous solution treated by standard 
procedures (lead acetate and charcoal method) 121. 

Crystallization and recrystallization from EtOH 
afforded I3 g needles ( 1~17”~. The properties of 
this compound and of its tetra- and penta-acetates 
arc identical with those reported for ipolamiide [3] 
and its acetates respectively (analysis. m.p.. optical 
rotation, I:V. IR. NMR). M’ of the penta-acetate 
771/e 6 16. 

The compound is also identical (m.p.. TLC. IR) 
with the hebenstreitia glycoside B isolated by 
Kooiman [_ I]. 

1~k~io,~lc,t/~/[,~,1r,lts (0,s.) thanks D. Lehmann for his able 
techmcal assistance and the Department of Organic Chemistq 
IPI-of. .I. F. 01h. Prof. J. Scibl. W. Manscr) for the determination 



Pwsc~rrt 1t~v.1,. Wa\; was cxtractcd from loaves 
( 1‘2”,, of drq wt) and hydrox) /i-dikct.one (1.3”,, of 
wax) isolated as described previousI> 121. The m.p. 
was 7X and [y];>’ +05X . [z]‘i& + 14X [r];&, 
+ 1.55 . [Y]:;< i3.46 (c. 2.2 in CHC’l,). GLC 
comparison bvith other hydrox! /,‘-diketones [2] 
showed that it contained 33 carbons and that 
homologues were abscnt. The structure was shown 
to be 5-h~droxytritriacontanc- 12.14-dione by MS: 
/i1;~‘50X. 490 (VI-HIO). 472 (M-2H20). 451 (4.5 
cleavage. i5”,, of base peak). 422 (5.6 cleavage + 
H). 36.5. 353. 337 (1 I. 12-clcavagc). 295 (13.14-clea- 

vagc) 276, 24 I. 23X. 223 ( 13.15-cleavage-H,O). I8 I 
(I 2.1%cleavage-H 70). I X0. 100. X3. 8 I. 71. 6’9. 57, 
55. 43 (base peali). 31. Peaks at 337 and 295 
showed that the longer methylcnc chain was not 
hydroxylated and thercforc the peak at 451 
showed that the hydrox>,l group was at C-5. Loca- 
tion of the hydroxkl group on a carbon separated 
from a terminal CH, group by 3 methylenc groups 
was confirmed by the carbon- 13 NMR spectrum 
(C-3 signal at 27.X6 ppm ,, cornparc carbon- I? spec- 

-_.__--- 
* NRC<‘ Number IJi’).? 

trum of IO-hydroxqtetradcatnoatc [3] ). Both spec- 

troscopic methods indicated that isomers with the 
hqdroxyl at other positions MJerc absent. 

This is the second hydroxy /I-diketonc to be iso- 
lated which occurs as a single isomer. the other 

being 25-h~drox~hcntriacontane- 14.16-dione from 
rye 12) and durum what [4]. %Hydroxyhentri- 
contanc- 14. I6-dionc has been found in wax from 
oats but 6-hqdroxy and 7-hydroxy isomers were 
also present 13.51 In the present compound the hy- 
droxyl go-oup is situated at carbon X with respect 
to the carbon!1 group but in the other hydroxy /I- 
diketonc\ it is at carbons 6. 7. 9 or IO which are 
often also the situ of double bond formation in 
f:ltty acids. There arc. however, a number of hyd- 
roxq fatt! acids with the hldroxyl gro~~p at carbon 
X 161. 


