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Fig. 1 Apparatus for volumetric measu-
rement of diazo nitrogen

A. 25ml. separating J. 150ml, flask
funnel K. Kipp’s apparatus for

B. 100ml. nitrogen generating carbon
gas buret. dioxide

C. 10m/m tube L. Water bath

D. 2m/m capillary tube M. Mercury

G. condenser N. leveling bulb

H. bubbler a, b, c, stopcock

1. thermometer
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Diazo nitrogen in recrystallized diazo-dinitrophenol

Theoretical diazo nitrogen=13.339

Sample | Nitrogen [ Temperature | T Barometric_ ’ Diazo nitrogen ' Pxopomon' of diazo
evolved ‘ pressure nitrogen evolved
() @) | _(C) : (mmHg) | (%) | (%)
0. 2007 24.3 29.5 757.5 13.46 101.0
0.2015 24.6 24.0 764.0 13.48 101.0
0.1992 24.2 25.5 764.0 13.36 100.2
0. 3009 36.6 25.5 " 763.0 13.48 l(r)il .1 -
0. 3006 36.0 24.5 767.0 13.40 100.5
0.2999 36.2 25.5 764.0 13.40 100.5
0.4000 | 48.0 24.5 763.0 | 13.30 99.8
0.4006 47.8 24.0 767.0 13.46 101.0
0.4066 48.5 ‘ 25.5 765.5 | 13.43 i 100.8
0.4992 59.2 ‘ 24.0 1 765.2 13.34 3 100. !
8. %g \ gg g ! 25.0 765.0 13. 28 100. 4
. : . 25.5 765.5 13. .E" N 100. 4
Table 2 Diazo nitrogen in commercial diazo-dinitrophenol
““Sample¢ | Nitrogen | Temperature | Barometric | Diazo nitrogen | Proportnon of diazo
evolved pressure nitrogen evolved
®) (md) 169) |_(mmHg) | (%) (%)
0.2056 24.40 26.0 765.2 13.16 98.76
0.2045 24,25 27.0 764.8 13.10 ‘ 98.31
0.2078 24.20 25.5 763.8 13.13 i 98.51
0.3032 34.40 | 18,0 769.8 | 13.18 98,84
0.3001 | 34.20 | 18.0 768.9 13.18 98. 86
0.3001 34.80 18.5 769.3 13.19

98.98

Table 3 Diazo nitrogen in pure compound and commercial diazodinitrophenol by the
volumetric_titanous chloride reduction method of Shaefer and Becker

Theorehml diazo mtrogen-lB 339

Pure compounds l

Commercml dmzodxmtrophenol

Specimen A | Specimen B | Specimen C
Diazo Proportion Diazo Proportion Diazo | Proportion
of diazo of diazo of diazo
nitrogen nitrogen nitrogen nitrogen nitrogen nitrogen
evolved | evolved cvolved
R Gy | (%) l O )
13.36 100.2 13.09 ‘ 98.20 | 13.29 99. 70
13.28 99.6 13.11 98,35 ' 13.09 98.20
13.37 100.3 13.25 98. 40 ! 13.27 99. 54
13.40 100.5 —_ 13.16 98.72
13.34 l 100. 1 —_ - l — —
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Fig. 4 Relation between the weight of the sample
and the volume of diazo nitrogen evolved.
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compounds @ (mil) compounds ) | (ml)
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’ . 0.4078 | 0.70 T. N. T. 0.2039 | 0.70
Picric acid i 0. 2066 0.65 " 0. 4050 0.65
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Fig. 5 Infra-red absorption spectra of purified diazo-dinitrophenol
‘ and the reaction product of diazo-dinitrophenol
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Table 5 Elementary analysis of the reaction
product of purified diazo dinitrophenol

Weight per- | Atomic| Value of the
Elements| centage of | weight
clements (W%3)| (A) |ratio of W/A
Carbon 32.67 12.01
Hydrogen 1.68 1.008 3
Oxygen 36.50 15.99594; 5
Nitrogen 12.48 14. 0067 2
Chlorine 16.30 35.45 1
0.6 | — ; -

Total
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Quantitative Analysis of Diazodinitrophenol

Kuninori Sato

A method for the quantitative analysis of

diazo-dinitrophenol is investigated. The me-
thod for determining accurately the diazo
nitrogen in diazodinitrophenol consits in
treating the sample with a large excess of
cuprous chloride and measuring the evolved
nitrogen in a gas buret.
obtained by the method, diazo nitrogen is
accurately quantitatively liberated, when diazo-
dinitrophenol is treated with cuprous chloride.
Accordingly, the author find it possible to

14 (192)

From the results -

determine the diazo nitrogen in diazodinitro-
phenol by measuring the nitrogen evolved.

» 'When the cuprous chloride volumetric method

was applied to commercial diazodinitrophenol,
the results obtained indicated a purity of
98.5% within an accuracy of 0.5%

It appears, that by infrared absorption
spectra and element analysis of the reaction
product of diazodinitrophenol cupron chlolide
converts diazodinitrophenol into 6-chloro-2, 4
dinitrophenol,
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