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Fig. 1 Apparatus for evolution of H,S

A : Silver nitrate paper; B : Polyethylene ring; C:
Plastic pipe; D : Rubber stopper; E : Glass gas
introduction cap; F : Silica glass tube( inner diameter:
25 mm, length : 200 mm); G : Electric furnace
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Fig. 2 Effect of evolution time on SK,
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Fig. 3 Effect of temperature on SK,
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Table | Determination of sulfur in iron
S (%)
Specimen Saml(;)xlt(lz ;aken °
g Standard Observed
Reagent iron ég? 0.005 g%"
(60 mesh) 300 ’ 0004:

Table 2 Determination of sulfur in steels

Samplet S (%)

No. Standard Observed

151-2 0.023 0.022 0.020 0.023

156-2 0.050 0.052 0.047 0.033 0.033
242-6 0.031 0.029 0.028 0.034 0.031
461-2 0.014 0.014 0.013 0.0i4
650-2 0.005 0.005 0.004 0.005

+ Sample : Japanese standards of iron and steel
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. Determination of sulfur by a combination of
tin(I)-strong phosphoric acid reduction and X-
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ray fluorescence spectrometry. Kensaku KaTto
and Katsu Tanaka (Industrial Research Institute of
Kanagawa Prefecture, 3173, Showa—machi, Kanazawa-
ku, Yokohama-shi, Kanagawa)

The method is divided into three operations, the
first being the evolution of hydrogen sulfide, the second
being its fixing to a silver nitrate test paper, and the
third is measurement of sulfur in the test paper by X-—
ray fluorescence spectrometry. Hydrogen sulfide was
made by heating the sample with tin(1I)-strong phos-
phoric acid reagent (500 g of reagent grade phosphoric
acid was concentrated and heated to 270°C. To this
40 g stanous chloride dihydrate was added and the
mixture was heated again to 290°C). The method was
applied to the determination of sulfur in iron and steels.
Procedure: Place a sample containing up to 25pg of
sulfur into the reaction tube. Add 10 ml of tin(II)-
strong phosphoric acid reagent and connect the capture
part to which a test paper has been attached. Heat
the contents for 15 minutes in a stream of nitrogen
(45 ml/min) on a furnace whose temperature has been
regulated at 400°C. Transfer the test paper to a sample
holder and measure the intensity of SK, line. The
intensity was proportional to the sulfur amount (1 to
25pg). The coefficient of variation was 3.5% (with
10 pg of sulfur) in five runs.
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Chromatogram of Iranian heavy crude oil
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Fig. 2 Chromatogram of Minas crude oil
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