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aMANKIN ¥.  IsSaasuiuSuamoemdsenaulu black ash  nisnasan

TURNAUNI SNARD

nasyUSuInuuL Fundann wazuuL SunmAisua LU

Into a 500-ml wide-mouth Erlenmeyer flask pipet 50 ml
of 0.5 N iodine solution and, from a buret, run in exactly 50.0 ml
of N hydrochloric acid solution and stopper the flask. Weigh, on
glassine paper, 2.0 g of black ash. Slowly transfer the black ash
to a 250-ml beaker containing 100 ml of hot water. Stir the solution
to prevent agglomeration or caking. If the sample cakes or agglo-
metates, it must be broken up for effective leaching and dissolution.
Place a glass or Teflon-coated, magnetic stirring bar.in the Erlen-
meyer flask containing the iodine-hydrochloric acid solution. Fit
the flask with a stopper which contains a small funnel. Position
the funnel so that the top of the stem is below the liquid level.
Place the Erlenmeyer flask on the magnetic stirring apparatus and
begin stirring the iodine-hydrochloric acid solution. Quantitatively
transfer the black ash solution slowly through the funnel into the
flask. Rinse the beaker several times and transfer the washings
through the funnel into the Erlenmeyer flask. Remove the stopper and
funnel and rinse with water, collecting the rinse in the Erlenmeyer
flask. Stir the solution for 3 min. Titrate the solution with 0.1 N
sodium thiosulfate to a straw color, add starch indicator, and complete
the titration. Record the volume of 0.1 N sodium thiosulfate required.
Add phenolphthalein indicator to the solution and titrate with N

sodium hydroxide solution
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% BaS =

(ml of iodine solution)(N) - (ml of thiosulfate solution)(0.0847)(100)

sample weight, in g

% BaCO3 =

(ml of IICl solution)(N) -( ml of NaOH solution)(N) (0.0987)(100)

sample weight, in g

nasvauSuanuu L Sundaive

Weigh 2.0 g of sample on glassine paper and transfer to
a 250-ml beaker. In a fume hood, add 100 ml of 10 % hydrochloric acid
and boil until the solution is free of hydrogen sulfide. Test the
vapors with lead acetate paper. Filter the sample through a medium-
porosity ashless filter paper. Wash the residue with 10 % hydrochloric
acid solution. Transfer the filter paper to a tared platinum crucible.
Ash the paper completely, calcine the residue in a muffle furnace at
900°C for 30 min, and cool. Treat the residue in the crucible with
5 ml of concentrated sulfuric acid and 5 ml of hydrofluoric acid, and

evaporate to dryness on a hot plate. Calcine the sample in a muffle

furnace at 900°C for 20 min, cool, and reweigh.

% BasO, = (weight of residue)(100)
o sample weight, in g

nasyIUSuInA1ISUDK

Weigh 2.0 g of sample on a piece of glassine paper.
Transfer the sample to a 250-ml beaker. Add 100 ml of 10 % hydro-

chloric acid solution and boil in a fume hood until the solution is
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free of sulfide. Check the vapors with lead acetate paper. Filter
the solution through a medium-porosity porcelain crucible. Wash
the residue twice with 10 % hydrochloric acid solution and twice
with water. Dry the crucible in a drying oven at 120°C for 1 hr,
cool, and reweigh. Ignite in a muffle furnace at 900°C for 2 hr,
cool, and reweigh.

(weight loss) (100)
sample weight, in g

% carbon =
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(Specification for reagent grade)

fnsnafl m-1  Specifications for Reagent-Grade Barium Carbonate

insoluble in dilute hydrochloric acid, % max 0.015
chloride, % max 0.002
hydroxide and alkali carbonate to pass test
oxidizing substances (as N03), % max 0.005
sulfide to pass test

(1imit about 0.001 %)

substances not precipitated by sulfuric 0.25

acid, % max

calcium, % max 0.05
heavy metals (as Pb), % max 0.001
iron, % max 0.002
strontium to pass test

(1imit about 0.3 %)
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Ansnafl -2 Specifications for Reagent-Grade Barium Chloride, BaCl2,QH2o

insoluble matter, % max 0.005
pH of a 5 % solution at 25°C 5.2-8.2
oxidizing substances (as NO5), % max 0.005
substances not precipitated by sulfuric acid, 0.050

% max
calcium, % max 0.05
heavy metals (as Pb), max 0.0005
iron, % max 0.0002
strontium to pass test

(1limit about 0.10 %)
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masn4fl A-3 Specifications for Reagent-Grade Barium Nitrate

insoluble matter, % max 0.010
pH of a 5 % solution at 25°C 5.0 - 8.0
chloride, % max 0.0005
substances not precipitated by sulfuric acid, 0.050

% max

calcium, % max 0.05
heavy metals (as Pb), % max 0.0005
iron, % max 0.0002
strontium to pass test

(1imit about 0.05 %)
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Commercial Specifications for Barium Sulfate

Specfification Fisher Rosin USP
acidity or alkalinity to pass test | to pass test
free acid (as stou), % max 0.020
free alkali none
arsenic, % max 0.0001 0.0001 0.00008
chloride, % max 0.003 0.001
heavy metals (as Pb), % max 0.001 - 0.001 0.0010
iron, % max .0.003 0.003
phosphate, % max 0.001 0.001 to pass test

organic matter

sulfide

acid-soluble substances,
% max

soluble barium salts, % max
soluble salts, % max

bulkiness

loss on ignition

silicate, etc

no reaction

0.000

0.1

no reaction

0.001

02125

1.5

to pass test

to pass test

0.30

to pass test

to pass test
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pasnafl A-5 wanidauus znovYa18Ininu

NAINIUAN
Appearance Fine white powder
Density (g/cms) 4.30
(1b/gal) 35.8
Hiding power (Fe2/1b) 24
Bulking value (gal/lb) 0.0279
0il absorption (1b/1001b) 11-17
Refractive index (av) 1.84
Hardness (moh) y
n1aaf
Zine sulfide, min % 23
Zine oxide, max % 1
Rarium sulfate, min % 67«5

Moisture and other

volatile matter, max % 0.5
Matter soluble in water, max % 0.5
Total residue retained on

no. 325 sieves (45 um) 0.15
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