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PURIFICATION OF SOLVENTS

Acetic Acid:

Acetic acid was purified by the method of Orton and
Bradfield28. Analar acid was refluxed with chromic
anhydride by the addition of acetic anhydride corresponding
to the water content of the acid. The solid that had
separated out were filtered off and the acid was distilled
from an all glass apparatus. The fraction distilling at

118°C was collected, rejecting = large head and tail

portions.
Benzene :

Analar quality benzene was treated with anhydrous
calcium chloride, filtered, stood over sodium wire and then

distilled. The fraction distilling at 80¢ was collected.
Toluene :

Analar quality was dried with anhydrous calcium
chloride, stood over sodium wire and then distilled. The

fraction at 1100C was collected.

Nitrobenzene

Analar grade was used without purification b.p.211°C.

Carbontetrachloride :

Analar grade was dried with anhydrous calcium chloride

and distilled. The fraction distilling at 77°C was collected.




used as such without further purification, after checking
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The following compounds of extra pure variety were
\

their b.p.
Solvent b,p. °C
Dimethylformamide 152
| Dimethylacetamide 166
| Dimethylsulphoxide 189
Nitromethane 99
Acetonitrile 82
N-methylpyrroline 80
Sulpholane 285
- Halogen hvdracids ¢
Mcthod of b.p. °C
purification
Hydriodic acid 48Y. redistilled
with red
phosphorus 125=127
Hydrobromic acid 57/. redistilled 125-126
Hydrochloric acid 527. redistilled 126-127
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Substrates _used for cleavage reactions :

The following compounds of extra pure variety were

used as such without further purification after checking

their physical constants.




Compound m.p.OC b.p °c
1. Methyl salicylate 223
2. Ethyl salicylate 234
3. n-butyl salicylate 164
4, Dimethyl phthalate 282
5. Ethyl propionate 98
6. Benzyl propionate 221
7. n-propyl benzoate 231
8. i=-propyl benzoate 218
9. n-butyl benzoate 248
10. n-amyl benzoate 260
i 11. Diethyl phthalate 285
12. Y -=Butyrolactone 20%
13. Y =Valerolactone 206
14, a-bromo ¥ =butyrolactone 131 (8 mm)
15. Y -n-Caprolactone 220
16. § -Valerolactone 220
17. Dicyclohexyl phthalate 60
18. Diphenyl phthalate 73
19, Dibenzyl phthalate 43
20. Diethyl oxalate 185
21. Diethyl adipate 245
22. Benzyl acetate. 213

23. n-propyl propionate 123







