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How good were analysts in the good old days before instrumentation?

Gravimetric analysis was in widespread use until about X
1960. It could be executed with high precision. Under ideal g
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fusion with sodium carbonate. The residue was ignited and
weighed as SiO,. Iron and aluminium (with some coprecipitants)
were precipitated together from the filtrate by ammonia, as a
mixture of hydrous Fe,O3 and Al,O5 and weighed after ignition.
Iron in the residue was determined by titrimetry, and aluminium
by difference, with small corrections based on the separate
colorimetric determination of the coprecipitated minor elements.
Calcium was precipitated from the filtrate as oxalate and
weighed as CaO after ignition. Magnesium was precipitated
from the filtrate as MgNH,PO,.6H,0 and weighed as Mg,P,0;
after ignition. Analysts used either gravimetry or flame
photometry for the determination of sodium and potassium.
(Iron(11) was determined on a separate test portion by
titrimetry.) Precipitations were often repeated to reduce
coprecipitation. These sequential operations took about two
weeks for the routine suite of analytes (SiO,, Al,O3, Fe,03, FeO,
o, 2=(x-x,)/0, Ca0, MgO, Na,0, K,0, TiO,, MnO, P,0s, and H,0) although
several samples could be handled simultaneously.
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Overview of the results

We can get an overview of the outcome by plotting the robust standard deviations of

the results against the mean value: if the quality of the analysis conforms to the

criterion, the results should be clustered around a plot of . What
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