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was raised gradually and kept within 1 50° - 200OC for about 3 -4 
hours and then at 250°C for another 2 - 3 hours (the temperature can 
be controlled by putting the heating elemerits through a dimmerstat 
control). The experiment was started by morning and completed by 
evening and then the tube was allowed to cool overnight. 

Opening o f  the mded tube 

The tube with capillary portion projecting out of the iron casing was 
heated in a flame so that the pressure due to nitrous fumes blows out 
and escapes. On no account the glass tube should be taken out before 
the above operation. When the pressure inside and outside the tube 
are the same, it can be safely taken out and the top drawn-out portion 
can be cut by suitable techniques (File mark can be made and cut or 
hot wire can be used for cutting). Bits of glass if any adhering to the 
sides near the open end are carefully removed. The contents of the 
tube containing the silvel halide were now diluted by adding a few 
millilitres of water and then washed thoroughly into a beaker. The 
mixture was heated to boiling and the silver halide was filtered into a 
weighed sintered glass crucible (G4), washed with hot water 
containing a little nitric acid till free from silver nitrate, dried at 140 - 
150°C and weighed. 

At. wt. of halogen x wt. of silver halide 
m. wt. of silver halide 

= wt. of halogen. 

The above method was used for estimating halogen present in 
some compounds which were halogenated anodically in this 
laboratory. 

Example  f o r  cosine (tetrrbromofluore.cein) or TBF 

Atomic wt. of bromine 79.916 
Wt. of silver bromide 0.1268 g 
Wt. of substance taken 0.1092 g 
Molecular weight of A Br 187.8 
Molecular weight of T#F 647.66 

79.916 x 0.1268 
Wt. of bromine = 

647.66 g TBF = 79.916 x 4 g bromine 

Therefore 0.1092 g TBF = 
79.916 x 4 x 0.1092 

647.7 



Anatharaman - Estimation of halogens in organic compounds 

Difference = 0.05396 - 
0.05391 

2. Example for erythrosine (tetraiodofluorescein) or TIF 

Atomic wt. of iodine 126.9 
Wt. of silver iodide 0.212 g 
Wt. of substance taken 0.1876 g 
Molecular weight of AgI 234.8 
Molecular weight of TIF 836.0 

Wt of iodine = 
126.9 x 0.2 12 

234.8 

836.0 g of TIF = 126.9 x 4 g iodine 
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Therefore 0.1876 g of TIF = 
126.9 x 4 x 0.1876 

836 
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