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STANDARD SAMPLE 126
HIGH-NICKEL STEEL

(Furnished by Carpenter Steel Company)
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s Double precipitation, using a 0.25-z sample. Cobalt precipitated as sulfide in the filirate. Pre- s Ether separation, copper removed with W&

1Viih a single precipitation on a 0.2-g sample, a value
of 36.47 percent of nickel was obtained by analyst 1.

b Nickel separated from iron by glyoxime on a 1-g
sample, and then deposited electrolytically on a
platinum-gauze cathode in ammoniacal solution with
a current of 0.2 amp/dm? for about 6 hours. Result
corrected for a positive blank (0.0003 g) obtained by
electrolysls of 0.3000 g of 99.99-Dercent nickel. BY
reversing the polarity and redepositing the first plate
from a fresh electrolyte, a value of 36.41 percent of
nickel was obtained. Traces of nickel wererecovered
with glyoxime in both electrolytes.

¢ Double dehydration with sulfuric acid.

4 Cobalt separated from iron by ether separation
followed by a double ZnO separation, then precipi-
tated with e-nitroso-8-naphthol. Ignited precipi-
tate dissolved, acid solution treated wit! 23,
filtered, cobalt precipitated with a-nitroso-g-naph-
thol and weighed as Co30s. (See BS J. Research
7, 883 (1931) RP380.)

e Silver nitrate—persulfate oxidation.

f Finished by electrolysis.

£ Double ZnO, a-nitrose-g-naphthol.
ignited and weighed as Co304. .

b Nickel precipitated by glyoxime on a 0.25-g
sample. Solution filtered, precipitate dissolved, two
such solutions (=0.5-g sample) combined and nickel
deposited by electrolysis. .

i Double precipitation with ZnO. Combined fil-
trates evaporated to 50 ml and cobalt precipitated
twice with KN Oz Precipitate ignited, dissolved,
solution treated with sodium acetate, and filtered.

Precipitate
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cipitate ignited and converted to CoSO4.

i Ether separation—electrolysis on a 1-g sample.

k Ether separation—cupferron— a-nitreso-g-naph-
%‘%@?em"d' (See BS J. Research 8, 659 (1932)

! Bulk of the iron removed with ether on a 5-g sam-
ple. Extracted acid solution treated with H2S to
remove COI.)}JGI'. Reslgual Iron and manganese
separated with ammonia and ammonium persulfate.
Filtrate electrolyzed and weight of nickel corrected
for cobalt. .

m Ether separation on a 5-g sample. Extracted
acid solution evaporated to dryness and cobalt twice
separated as potassinm enbaltinitrite and eobalt
finally weighed as CoS0s.

u One-gram sample dissolved in diluted HNOs
(1+4-1). Nickel precipitated with glyoxime in a
weighed aliquot portion equal to an approximately
0.1-g sample. Solution filtered on a glass-frit cru-
cible, precipitate dried at 110° C, weighed, and dis-
solved in_dilute acid. Glyoxime destroyed, and
traces of Ry0s precipitated with ammonia. Solu-
tion filtered, and ignited precipitate weighed,
multiplied by the nickel-glyoxime factor (0.2032),
and the equivalent percentage of nickel (0.04%) sub-
tracted from the nickel indicated by the first glyo-
xime precipitate.

° ppotomerric titration, see ind. Kng. Chem.,
Amnal. Ed. 10, 175 (1938).

» Double dehydration.

a Single precipitation on a 0.1-g sample.

r Double dehydration with hydrochlorie acid.

*LIST OF ANALYSTS

Cobalt twice' precipitated with KNOj Residu
iron removed by a basic acetate separation. Cobalt
then precipitated with colorless (NH):S and
weighed as Co30s.

+ Single precipitation on a 0.5-g sample, with
recovery of traces of nickel (=0.031 Ni) in the gly-
oxime filtrate.

u iron separated on & i-g sample by double pre-
cipitation with ammonia and ammonium persui-
fate. Filtrates acidified with sulfuric acid, and
evaporated to fumes of sulfuric acid. Solution
diluted and nickel deposited by electrolysis in
ammoniacal solution. Corrections made for copper,
eohalt, hlank (sea fontnate h), and for nickel re-
covered in the electrolyte and ammonia precipitage.

v BEther separation—H:S-ZnO-a-nitroso-g-naph-
thol. Cobalt weighed as C030s.

# Single precipitation on 0.25-g sample.

x Double ZnO separation. Cobalt twice precipi-
giteg with e-nitroso-g-naphthol and weighed as

03V 4.

v Nickel first separated from iron by glyoxime on
a 2-g sample.

Analyst 1also reported 0.002 percent of vanadium,
and analyst 6, 0.014 percent of sulfur. In addition,
spectrochemical examination by B. ¥. Scribner indi-
cated traces of tin, aluminum, caleium, and molyb-
denum. Calcium was not detected chemicaliy by
analyst 1 in tests on a 5-g sample by a procedure sen-
sitive to 0.005 percent of calcium. Analyst 6 also
found no caleium by a method in which a solution of
a 10-g sample was electrolyzed in a mereury cathode
cell and the electrolyte finally tested with oxalate.
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