














150 College Practical Chemistry

PROCEDURE

Powder the organic compou

end of

compact
capacity)
the diagram (Fig. 5.5(a)).
minute). Note the temperature a

nd (100 mg) with the help of a spatula on a clean, dry w

a capillary tube (~3 ” long) and fill it (3-5 mm) with the finely pow deredatCh glass,
column. Attach the capillary to the thermometer and place it in the kiel d;;nple 10 form ,
containing the bath liquid (=50 ml) (concentrated sulphuric acid or paraffin v flask (100
Heat the kjeldahl flask gently at a uniform rate (1-2° rige j ax) as shown in
t which the solid melts. " lemperature pe,
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Fig.5.5 (a)Kjeldahl flask (b) Thiele's tube
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the capillary tube. This sh

Itis ?dvisatfle to determine the approximate melting point first. Repeat to determine the correct
melting point. In the second determination, the rate of heating should be care ontrolled

)

(specially near the melting point of the compound). R
The organic compound should be finely powdered. R

o

.me/coyxpoandshould-fmm' compact column at the sealed

because of the release _;;, }



W is equal to the atmospheric (surrounding) pressure

Thou th a pure B :
oint — the converse is not always true. A sharp boiling sl 2 &0 4 pure liquid has a sharp boiling
b ' £ point n ay sometimes he caused by a constant
mexmm (azeotrope) of two or more liquids. : d
r |
?.Afl_ . '

en liguid ompound (20-25 ml) in a dry round bottomed flask (100 ml). A
e and set up the distllation apparatus as shown 1n F 18.5.6(a

pid gently at a uniform rate. Discard the first fraction of the dnullm (2-3 mi). Note the
M the liquid boils (constant temperature) and collect the distillate in a cle an dry flask

) ‘md] amount of the liquid is available, determine the boiling point by Siwoloboff;
ic hqmd (0.5-1 ml) in an ignition tube (4-5 mm n diameter and $0-100 mm
—anillary tube sealed at the upper end into the liquid (as shown in Fig. 5.6(b)). Attach
mehetp of a rubber band to the thermometer and fit this into a melung point bath
mmpaalumﬂ which a rapid and continuous stream of bubbles first emerges l
¢ is the boiling point of the liquid. At this temperature, the bubbling ceases an

dd a few preces



