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Abstract 

From the root of Caralluma attenuata belonging to the family Asclepiadaceae, a novel pentacyclic 

triterpenoid was isolated and its structure was elucidated on the basis of spectroscopic data. It has two 

hydroxyl groups and named as attendiol. This is the first report of such novel pentacyclic triterpenoid 

from Caralluma attenuata root. 
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Introduction 

Isolation and characterization of oxypregnane glycosides [1, 2], pregnane gylcosides [3-9], 

triterpene saponins [10], flavonoids [11], pregnane esters [12], bisdesmosidic glycosides [13, 14], 

flavone glycosides [15], were earlier reported from the same genus. In the course of our 

investigation on chemical constituents of Carallumas we have earlier isolated and reported 

three new triterpenoids [16-18]. In this paper we report the structural elucidation of another novel 

pentacyclic triterpenoid derivative attendiol from Caralluma attenuata. 

 

Experimental  

The plant material of Caralluma attenuata was collected in Tirumala forests during Jan -2017. 

MPs uncorrected IR νmax
𝐾𝐵𝑟 , UV lmax

𝐸𝑡𝑂𝐻
, 1HNMR dppm, 300 MHz CDCl3, 

13CNMR, COSY, CC 

and TLC on silica gel. 

 

Extraction and Isolation 

The roots of Carallluma attenuata were air dried, powdered and extracted with hexane, 

benzene, acetone and methanol respectively using soxhlet extractor. 

n-Hexane extract 50gms was subjected to column chromatography using silica gel 10-40 

mesh. It is eluted with mixtures of benzene, benzene and methanol. Benzene fractions (66-72) 

yielded a white solid which showed single spot on TLC with Rf – 0.3125 (benzene as 

developing solvent), The solid obtained was recrystallised using benzene and acetone mixture 

and melting point was determined. MP 268 0C. This was analysed by spectral data. 

 

Spectral Data 
1 H NMR  ppm 1.19, 1.8, 1.34, 1.21, 1.3, 1.24, 1.256, 1.94, 1.0, 1.35, 1.45, 5.62, 2.15, 3.45 
13 C NMR  ppm 18.368, 41.2, 79.2, 40.541, 36.617, 27.70, 29.057, 27.951, 40.765, 34.496, 

38.519, 28.890, 21.097, 22.751, 122.045, 141.890, 77.5.  

 

Results and Discussions  

The compound was isolated as white crystalline needles with MP 268 o C and analysed for 

C29H48O2 [M+] m/z 427 [M-H], [ M+] m/z 426 [M-2H]. The compound showed positive test for 

Libermann-Burchard reaction, Salkowski test indicating it to be a steroid/terpenoid.  

The IR spectrum showed strong absorption at νmax
𝐾𝐵𝑟  3263.15cm-1 as a broad peak indicating the 

presence of –OH group. A strong absorption at νmax
𝐾𝐵𝑟  1641.52 cm-1 indicates the presence of 

olefinic double bond. 
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Table 1: The important IR absorption peaks of attendiol 

 

S. No. Absorption cm-1 Group Assignment 

1 3263.15 O-H stretching vibration, the peak is broad 

2 2955.78, 2847.55 C-H stretching in CH2 

3 1641.52 C = C stretching mode of unconjugated alkenes 

 

The 1HNMR spectrum showed the characteristic ring protons 

ranging from  0.6-1.8 indicating the presence of pentacyclic 

triterpenoid [19]. 

A two proton triplet at  3.45 indicates the presence of 1o – 

OH which is supported by 13C NMR spectra. The 13C NMR 

signal at  77.5 indicates the presence of 1o-OH. This is 

observed in DEPT as CH2 carbon. A two proton triplet at d 

2.15 indicates presence of allylic proton supported by 13C 

NMR  34.49 which is also observed in DEPT as CH2 carbon. 

The cross peak in COSY indicates the existence of coupling 

between allylic protons and CH2OH supporting that allylic 

carbon is directly attached to CH2OH. A singlet signal at  

1.35 accounting for 3 protons indicates –CH3 attached to a 

tertiary carbon with electronegative group accounting for a 

tertiary hydroxy group at C-3 which is further supported by 
13C NMR signal at  79.2 which is not seen in DEPT.  
 1H NMR and 13C NMR spectral analysis 

 

Table 2: 1H NMR and 13C NMR spectral analysis of attendiol 
 

Carbon NO 1 H Nmr Data 13 C Nmr Data Carbon NO 1 H Nmr Data 13 C Nmr Data 

1 
 1.19 

 1.8 
18.368 2 

 1.19 

 1.8 
41.2 

3 -------- 79.2 4 1.9 40.541 

5 1.34 36.617 6 
 1.21 

 1.8 
27.70 

7 
 1.21 

 1.8 
29.057 8 1.3 36.617 

9 1.3 36.617 10 1.3 36.617 

11 
 1.19 

 1.8 
29.057 12 

 1.19 

 1.8 
29.057 

13 1.24 36.617 14 1.3 36.617 

15 
 1.21 

 1.8 
29.057 16 

 1.21 

 1.8 
27.951 

17 1.3 36.617 18 1.24 36.617 

19 
 1.19 

 1.8 
40.765 20 ------ 34.496 

21 
 1.256 

 1.94 
38.519 22 

 1.256 

 1.94 
28.890 

23 1.0 21.097 24 1.35 18.368 

25 1.45 22.751 26 5.62 122.045 

27 ----- 141.890 28 2.15 34.496 

29 3.45 77.5    

 

A two proton doublet at  5.62 indicates the presence of a 

disubstituted olefinic bond weak C-H absorption in IR 

at νmax
𝐾𝐵𝑟  1397 cm-1 indicates the presence of terminal double 

bonds which is supported by 13C NMR spectra. The 13C 

NMR signals at d 141.890 and d 122.05 indicates the presence 

of olefinic carbons. 13C NMR signal at  141.890 is not 

observed in DEPT clearly indicates that this olefinic carbon to 

be a quaternary carbon. The signal at  122 is seen in DEPT 

as CH2 carbon indicating a disubstituted terminal olefinic 

double bond >C=CH2. 1HNMR shows a doublet signal 

corresponding to 3H at  1.0 indicating the presence of 

methyl attached to methine [-CH-] carbon. It also shows a 

singlet at  1.35 indicates a methyl group attaches to a tertiary 

carbon. DEPT spectrum showed carbon resonances relating to 

–CH, -CH2 and –CH3 protons present in the compound which 

are in agreement with 13C NMR resonances. 

 
Table 3: DEPT analysis of attendiol 

 

Carbon No -CH -CH2 -CH3 13 C 

1 -- 18.368 -- 18.368 

2 -- 41.2 -- 41.2 

3 -- ----- -- 79.2 

4 40.541 -- -- 40.541 

5 36.617 -- -- 36.617 

6 --- 27.70 -- 27.70 

7 -- 29.057 -- 29.057 

8 36.617 --- -- 36.617 

9 36.617 --- -- 36.617 

10 36.617 -- -- 36.617 

11 
 

29.057 -- 29.057 

12 -- 29.057 -- 29.057 
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13 36.617 --- -- 36.617 

14 36.617 --- -- 36.617 

15 -- 29.057 --- 29.057 

16 ----- 27.951 --- 27.951 

17 36.671 ---- ----- 36.617 

18 36.617 --- -- 36.617 

19 ---- 40.765 -- 40.765 

20 -- -- --- 34.496 

21 -- 38.519 --- 38.519 

22 -- 28.890 -- 28.890 

23 -- -- 21.097 21.097 

24 -- -- 18.368 18.368 

25 -- -- 22.751 22.751 

26 -- 122.045 ----- 122.045 

27  ---- ---- 141.890 

28 -- 34.496 ----- 34.496 

29 -- 77.5 -- 77.5 

 

Thus, based on IR, NMR (1 HNMR and 13 C) partial structure 

of the compound attendiol can be given as, 

 

 
 

Fig 1: partial structure of the compound attendiol 

 

Based on the triterpenoids isolated from the same plant the 

position of tertiary -OH in attendiol can be given as  

 

 
 

Fig 2: partial structure of attendiol with tertiary –OH group 

 

Based on 13C NMR, DEPT and COSY supported by mass 

spectral fragmentation the structure of the compound 

attendiol can be given as, 

 

 
 

Fig 3: Structure of attendiol 

 

This structure is further supported by the mass spectral 

fragmentation as given in scheme-I which explains most of 

the mass spectral peaks. This terpenoid is isolated and 

reported for the first time from this plant as well as from 

nature.  
  

Table 4: The mass spectral data of attendiol 
 

S. No. m/z Ion formed 

1 427 [ M – H] 

2 426 [M-2H ] 

3 393 [M – CH3-OH-3H] 

4 274 [M-H2O-C6H10-C2H2-C2H4] 

5 150 [M-H2O-C6H10-C2H2-C2H4-C4H6-C4H4-H2O] 

6 134 [M-H2O-C6H10-C2H2-C2H4-C4H6-C4H4-H2O-CH4] 
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Scheme 1: MASS spectral fragmentation of compound 
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