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raction proceeded quantitatively. Therefore, it was
possible to determine amounts of 10ng aldehyde
rapidly and simply. As a practical example, we
applied this method to the quantitative analysis of
acetaldehyde in wines.
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Wavelength, A
Fig. 1 Line profile of OK, (measured with

pulse height analyser, sample : sarabauite
CaSb;60,0Ss)

Full line : Background curve obtained by least square
curve fitting method
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Fig. 2 Line profile of OK, (sample : kermesite

Sb,S,0)

A : Measured without pulse height analyzer; B :
Measured with pulse height analyzer
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Table 1 Analytical results
Relative Concentration Concentration Relative
Sample Element intensity (%) (wt.%) (Wt.% theoretical)t  error (%) cv.% (n)
o 3.58 5.08 4.94 +2.83 7.13 (3)
K o« ] s 19.58 19.82 19.82 +0.00 2.00 (5)
ermesite Sb 76.15 74.85 75.24 ~0.52 0.53 (5)
total 99.31 99.76 100.00
o) 7.43 10.13 9,94 +1.91 3.55 (3)
S 11.29 11.59 11.95 —3.01 4.39 (5)
Sarabauite { Ca 2.85 2.38 2.49 —4.42 1.98 (5)
Sb 73.44 75.93 75.62 +0.41 1.11 (5)
total 95.01 100.03 100.00
o) 7.09 9.72 —-3.21 5.69 (3)
. S 11.69 11.98 +0.25 2.01 (5)
Synthetic ] Ca 2.83 2.36 —5.52 0.70 (5)
sarabauite Sb 73.51 75.99 +0.25 0.47 (5)
total 95.12 100.05
o) 18.29 18.99 17.61 +7.84 3.66 (3)
Synthetic Fe 13.99 14.48 15.37 —5.79 7.97 (3)
schafarzikite Sb 66.72 68.61 67.02 +2.37 1.43 (3)
total 99.00 102.08 100.00
o) 16.66 16.88 17.66 .42 1.07 (3)
Synthetic Mn 14.24 15.32 15.16 +1.06 0.70 (%)
MnSb,O, Sb 66.29 67.34 67.18 0.24 0.07 (4)
total 97.19 99.54 100.00
T Calculated from ideal formulae
Table 2 Analytical results of synthetic oxide-sulfides
Relative Concentration Atomic Charge
Sample Element intensity (%) (wt.%) ratio balance cv-% (n)
o 4.01 5.53 6.03 —12.06 3.17 (3)
S 17.19 17.46 9.61 —19.02 0.80 (5)
&) 1(3;1'5‘1"7?1‘3 N Sb 67.84 69.71 10.00 +30.00 2.04 fs)
acklsh brown Ba 6.87 7.41 0.94 +1.88 6.18 (5)
total 95.91 100.11
o) 7.74 9.69 1g.go —29.40 0.75 (3)
S 11.05 11.42 .65 —17.30 2.83 (10)
() Ba-Sb-O-S y Sb 68.69 70.21 14.00 +42.00 1.81 (10)
(reddish orange Ba 10.08 10.99 1.94 +3.88 2.27 (109
total 97.56 102.31
o 4.06 6.09 6.45 -ég.go 1.12 (3)
S 18.03 18.91 10.00 —20. 2.80 (5)
® ?{){S’};O‘S Sr 3.42 3.96 0.77 £1.54 3.07 (5)
ack) Sb 68.00 71.80 10.00 +30.00 1.48 (5)
total 93.78 100.76

Sb=10 for samples (1) and (3), Sb=14 for sample (2)
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Direct determination of oxygen in oxide-
sulfides and double oxides of antimony by X-ray
microanalyzer. Sigeo Tanuma and Kozo Naca-
samMa (Department of Chemistry, The University of
Tsukuba, 1-1-1, Tennodai, Sakura-mura, Niihari-gun,
Ibaraki)

In X-ray microanalysis, direct determination of
oxygen content is inevitable for the oxide-sulfide
samples which contain both O2- and S2- not in the
form of Soi- group but at the equivalent or the
similar sites. X-Ray intensity was measured as the
peak area of the oxygen K,. For antimony, sulfur,
calcium, manganese and iron the peak height was
directly measured as their X-ray intensities. The
ZAF correction was made for all the data obtained.
The standard materials were Sb,O; (synthetic) for
oxygen and antimony, Sb,S; (stibnite) for sulfur
and antimony, CaSiOj;(wollastonite) for calcium, Mn
(metal) for manganese, and Fe (metal) for iron.
Experimental results and the ideal formulas in the
parenthese are as follows; kermesite : Sby 4,5, 550
(Sbh,S,0), sarabauite : Cay, 945bs.8501055.71 (CaSbyyOys-
Se), synthetic sarabauite : Gay 975by9.3701656.15, Syn-
thetic schafarzikite : Feg g7Sb; 90O, (FeSb,O,), synthetic
manganese antimony oxide : Mny ¢5b; 160,(MnSb,0,).
The relative error of oxygen content between the ex-
perimental and the theoretical results ranges from
—4.429;, to 7.849,. The coefficient of variation of the
intensity of oxygen K, in Sb;O;, used as a standard,
was less than 1.09 2;.

C. R.
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Bull.
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F U — b ORERTERICE I RET EoboTh b,
b5 —DORBWFDO 7 » BOFERBE S DTH
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