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JAPANESE INDUSTRIAL STANDARD JIS
Red Lead K 1457-1970
Pb3O4 Mol. wt. = 685,57

1. Scope

This standard specifies red lead for industrial use.

2, Quality
Red lead shall conform to the following requirements when tested in accordance
with 4.
Grade Special No. 1 No. 2 No. 3
Red lead (PbgOy) % | 97.0 min, 96.0 min, 93.0 min. 80.0 min.
Loss on drying % 0.5 max. 0.5 max, 0.5 max, 0.5 max,
Matter insoluble in 0.2 max. 0.2 max. 0.5 max. 1.0 max.
HNO3-H202 %
Iron (Fe) % 0. 0020 max. 0. 0035 max. 0. 007 max. —
Copper (Cu) % 0. 0015 max. 0. 0025 max. 0. 004 max. - ‘
Total lead (Pb) % 89.5 min. 89.5 min. 89.5 min, 89.5 min. |

Reference Standards:

JIS K 0050-General Considerations for Chemical Analysis
JIS K 0115-General Rules for Absorptiometric Analysis
JIS K 8005-Primary Standard Substances for Volumetric Determination
JIS K 8085-Ammonia Water (Ammoniam Hydroxide)
JIS K 8102-Ethyl \Alcohol
JIS K 8107-Ethylenediaminetetraacetic Acid Disodium Salt Epichlorahydrin
JIS K 8180-Hydrochloric Acid
JIS KX 8201-Hydroxylamine Hydrochloride
JIS K -8230-Hydrogen Peroxide (30%)
JIS K 8284~Ammonium Citrate, Dibasic
JIS K 8288-Sodium Citrate
JIS X 8355-Acetic Acid (99~100%)
JIS K 8359-Ammonium Acetate
JIS K 8371-Sodium Acetate
JIS K 8454-Sodium Diethyl-dithiocarbomate
JIS K 8459-Carbon Tetrachloride
JIS K 8486- , -Dipyridyl
JIS K 8529-Bromine
JIS K 8541-Nitric Acid
JIS K 8625-Sodium Carbonate, Anhydrous
JIS K 8637-Sodium Thiosulfate
JIS K 8659-Soluble Starch
JIS X 8819-Hydrofluoric Acid
JIS K 8847-Hexamethylenetetramine
JIS K 8913-Potassium Iodide
JIS X 8920-Iodine
JIS K 8951-Sulfuric Acid
JIS K 8982-Ferric Ammonium Sulfate (Iron Alum)
JIS K 8983-Cupric Sulfate
R

3503-Glass apparatus for Chemical Analysis
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3. Method of Sampling ’

The sample shall be taken by a rationally designed method agreed upon between
parties concerned so as to represent the whole quality,

4, Method of Test

4.1 General Descriptions on Analysis General articles common to chemical analy-
sis shall be in accordance with JIS K 0050-General Considerations for Chemical Analysis.

4.2 Red Lead (Pb304)

4.2.1 Summary of Method Sodium acetate solution is added to the sample, and
sodium thiosulfate solution is added to dissolve the sample. The excess of sodium thio-
sulfate is titrated with iodine solution to determine red lead.

4,2,2 Reagents

(1) Sodium Acetate Solution Dissolve 60 g of sodium acetate (trihydrate) in acetic ‘
acid (1 + 20) to make 100 ml. Filter if necessary,.

(2) Potassium Iodide Solution (5 w/v %)  Dissolve 5 g of potassium iodide in water
to make 100 ml.

(3) Starch Solution (0.5 w/v %) Mix 1 g of soluble starch with about 10 ml of
water, and slowly pour it, with constant stirring, into 200 ml of boiling water,
Boil the solution for about 1 minute, allow to cool, and filter.

(4) N/10 Sodium Thiosulfate Solution  Dissolve about 25 g of sodium thiosulfate and
about 0.2 g of sodium carbonate (anhydrous) in CO2-free water to make 1 litre.
Add about 10 ml of isoamyl alcohol, stopper, and allow to stand for 2 days.

Standardization: Pipette 25 ml of N/10 potassium iodate solution into a 200 ml
Erlenmeyer flask. Add 2 g of potassium iodide and 5 ml of sulfuric acid (1 + 5),

and titrate with N/10 sodium thiosulfate solution until the colour of the solution

turns pale yellow., Near the end point, add 3 ml of starch solution (0.5 w/v %)

as the indicator to develop blue colour. Continue the titration until the blue '
colour disappears, :

Run the blank test and calculate the factor, f, of N/10 sodium thiosulfate solution
by the following formula:
_asx/r

a—d

f

where, s : factor of N/LO potassium iodate solution
a : volume of N/10 sodium thiosulfate solution consumed in titration (ml)
« : volume of N/10 sodium thiosulfate solution consumed in blank
titration (ml)

(5) N/10 Potassium Jodate Solution  Dry proper amount of potassium iodate (pri-
mary standard substance) at 120 to 140°C for 1.5 to 2 hours, and place in a
H9S0,4-desiccator to allow to cool. Weigh accurately 0.9 to 1 g of the salt to
the nearest 0.1 mg, and dissolve in water, Transfer the solution to a 250 ml
volumetric flask, and dilute with water to the mark.

Calculate the factor, s, -of this solution by the following formula:
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