
CHAPTER-II 

EXPERIMENT .AL 

The melting points are uncorrected. The UV spectra \.J'ere taken in 

Ziess VSU-1 spectrophotometer in ethanol solutions unless stated 

otherwise. The IR spectra were recorded in Perkin-Elmer spectrometer 337. 

Extraction: The details of the extraction of the bark of Saoilm1 sebiferu.rn 

Roxb. and separation of the benzene insoluble solid C has already been 

described in Part-I, Chapter-IV , p.19. 

Purification and crystallisation of 3 ,4-di-0-methyl ellagic acid 1. 

The benzene insoluble solid (0.6 g.) \.Jhich had the melting point 28o-500° 

was dissolved in 10% aqueous sodium hydroxide solution (100 ml.) and extracted 

with ether to remove any neutral material that might be present. The alkaline 

layer vras filtered and the clear filtrate was acidified with cold 10% 

hydrochloric acid (150 ml.) and kept in a .frigidaire for seven days. The 

precipitated solid was separated by filtration, washed with water and dried. 

The solid was crystallised several times from dimethylfGrmamide to afford 

fine yellow crystals of 3,4-di-0-methyl ellagic acid 1,, m.p.) 360°. 

Found C,o8.15; H,3.36; Me0-,17.93%. 

: C,58.18; H,3.27; 2Me0-,18.8%. Calculated for c
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UV spectra (Ethanol) : peaks at 259 (E , 35,582), 350 (inflexion~ 
410 m Jl ( E , 10, 187). j 
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IR Spectra (K.Br disc) 

Mass spectra 
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pea~s at 3395-3180, 2990, 1735, 1715, 

1685, 1617, 1608, 1595, 1495, 1435, 

1365-1345, 1280, 1210, 1170, 1110, 1070, 

-1 
990, 985, 920, 870, 790 and 753 em • 

Solubility: It was very sparingly soluble in acetone, chloroform, ether 

ethyl acetate, ethanol and methanol but was soluble in dioxan and dimethyl-

formamide. 

Colour reactions: It dissolved readily in aquemus sodium hydroxide, 

sodium carbonate solutions with the development of a yellow colour which 

turned violet on heating. Ferric chloride gave - brown colour; lead acetate -

yellow precipitate; cone. H2so4 - yellow colour; Griessmayer reagent -no 

colour. 

Acetylation of 3,4-di-0-methyl ellagic acid Preparation of 3,4-di-0-methyl-

3 1 ,4 1 -diacetate 

To 3,4-di-0-methyl ellagic acid (0.4 g.) dissolved in pyridine (8 rnl.) 

was added ace·tic anhydride (8 ml.) and the mixture was heated over water bath 

for 24 hours. Fine needle shaped crystals of acetate separated out which 

was collected. On crystallisation of the acetate from DHF white crystals 

(0.3 g.) of the acetate m.~. 302-4° was obtained. 

Found C,57.30; H,3.66; CH3CO-, 18. 5,%. 

Calculated for C20H14010 c ,57. 95; H, 3.41; 2CH3CO-, 20. 3%. 

UV spectra (Ethanol) . peaks at 255, 378, 405 m J.l• . 
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The acetate produced a yellow colour on the surface when aqueous 

sodium hydroxide solution was added but did not dissolve in it. On heating 

it slowly went into solution with the development of a violet colour. 

Ferric chloride produced no change in colour. Lead tetraacetate also gave no 

colour, but with cone. H2so4 it developed a yellow colour. 

Methylation of 1 Preparation of tetra-0-methyl ellagic acid ~ 

3,4-di-0-methyl ellagic acid 1 (0.2 g.) was heated under reflux in dry 

acetone (200 ml..) i.Jith anhydrous potassium carbonate (4.0 g.) and dimethyl 

sulphate (1 ml.) for 6 hours. The reaction mixture was filtered. The 

filtrate on evaporation did not yield any residue. The residue left on the 

Buchner fUnnel was treated with water and methanol when a crystalline solid 

separated out. The latter on crystallisation from dimethylformamide yielded 

0 yellow crystals, m.p. 337-8 which showed no depression in melting point 

when mixed t-li th an authentic sample of tetra-0-methyl ellagic acid kindly supp-

lied by Prof.T.R. Seshadri. IR spectra of the two compounds were also 

identical. 

Found C,S0.11; H,4.05; CH30-,30%. 

C,60.33; H,3.91; CHo0-,35%. 

Benzylation of 1 : Preparation of 3,4-di-0-methyl-3 1 ,4 1-di-0-benzyl ellagic 

3,4-di-0-methyl ellagic acid (0.5 g.) was refluxed in acetone (30 ml.) 

with anhydrous potassium carbonate (2.5 g.), potassium iodide (2.5 g.) and 

benzyl chloride (2.5 ml.) for 12 hours. The orange colour of the mixture 

turned light yellovr during the reaction. The reaction mixture was filtered 
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on the Buchner funnel and the solid was washed with water and dried. The 

residual solid on crystallisation from D}W yielded fine yellow needle 

0 shaped crystals, m.p. 284-5 • 

Found 

Calculated for c30H2208 

UV spectra. (Ethanol) 

C,70.24; H,4.13%. 

C,70.06; H,4.35%. 

peaks at 250, 348 (inf1.exion), 360 m Jl• 

The compound was insoluble in sodium hydroxide solution and did not 

give any colour with ferric chloride solution. Conc.H2so4 gave yellow 

colour but lead acetate did not give any colour. 

Preparation of diphenyl methylene acetal derivative £with dichlorodiphenyl 

methane 

To. 3,4-di-0-methyl ellagic acid 1 (0.6 g.) taken in a 5 ml. round 

bottomed flask was added ~,~-dichlorodiphenyl methane (0.8 g.) and the 

mixture heated to 170-180° for 5 minutes. The reaction mixture was extrac-

ted with hot benzene and dried. The solid product was crystallised from 

DHF when yellow crystal of m.p. above 360° was obtained. A depression in 

melting point (m.m.p. 310°) was observed when mixed with the original 

compound 1· 

Found 

Calculated for c29n18o8 

UV spectra (Ethanol) 

. . 

. . 

C,70.22; H,3.38%. 

C,70.44; H,3.69%. 

peaks at 257, 350, 362 m J.l• 

It was insoluble in aqueous sodium hydroxide solution and gave no 

colour with ferric chloride solution. Cone. H2so4 produced a yellO\f colour 

but lead acetate did not deposit any yellow precipitate. 
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