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to 200°C in a muffle furnace £
S5odium carbonate.

2 g. of one bath of the puriiicu -saiu cxuldcucu
and analysed spectrographically as described in later
sections, was found to contain traces of Molybdenum,
which, of course, cannot be removed by aithizone extract-
ion. Using a different brand of anhrdrous 4.32. Sodium
carbonate as starting material, satisfactory purification
was obtained, obviating the necessity for blank
corrections for Molybdenum.

It was found that plant solutions obtained in the
manner described above retarded the developuent of
colour in the spectrophotometric determination of iron
as described in section 3. Also, because of the rela-
tively high concentration of Sodium salts present in
the solution, retardation in t° separation of phases
in the concentration procedure discussed in section 5.%
and sometimes the formation of an emulsion was experien-—
ced. For these reasons Piper's method of obtainins a
plant solution was adopted. This method lends itself
more easily to the treatment of a large number of
samples simultaneously.

The ash obtained from the ignition of exactly 10 =,
of dried plant leaves was transferred ‘o a 100 ml Pyrex
beaker, moistened with a few ml of "pure" water and
20 ml of approx. 6.5N (constant boiling point) re-~
distilied Hydrochloric acid were slowly added down the
side of the beaker. o prevent loss of material in the
ensuilng reaction of the acid with the carbonatez formed
during dry ashing the beaker was alwost completely
covered with a watchzlass during the addition of the

acid.

/ The resultant solution
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The resultant solution was evaporated to «
on a hotplate adjusted to a sufficiently low s«
to prevent boiling and spluttering. To the dry
10 ml 6.5N HC1 and 10 ml "pure' water were add:c
solution warmed on the hotplate urntil all solu!
were dissdved and then filtered through a 9 cm
No. 41 filter-paper into a 100 ml volumetric f-
The beaker was washed twice with 2 ml of warm ¢
and 10 ml "pure" water. The filter paper and c¢
consisting mainly of dehydrated silica and soms
pletely ashed plant material, were transferred to a
platinum crucible and carefully ignited over a Meker
burner to destroy the filter paper and any carbon present
in the ash., Ignition was continued until the residue
was nearly white, and, after cooling, 3 - 4 drops of
concentrated A.R. Sulphuric acid and approx. % ml of
AR, Hydrofluoric acid were added. The latter addition
has to be carried out very carefully because of the
violent reaction occurring between the acid and the
silica. Elements occluded in or adsorbed onto ths silica
were recovered by evaporating off the Hydroflvoric acid
on a hotplate in a fume cupboard until white fumes of
Sulphuric acid were evolved. aActual boilin~ of the
Hydrofluoric acid was avoided and care was taken not
to remove the Sulphuric acid completely. After coolins,
2 ml 6.5 Iydrochleoric acid and 2 ml "pure" water werc
added to the platinum crucible which was then gently
heated on a hotplate and the contents were filtered
through a 9 cm Whatman Ko. 41 filter paper into a 100 ml
volumetric flask containing the filtrate previously
obtained. This procedure was repeated twice, care being

taken to avoid prolonged heating of the Hydrochloric

/ acid in the































































































































































































































































































































































