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on the intensity ratio, if sparked in argon. Actually, Keywords
for the chilled casting sample, gray cast and ductyle Cast iron

iron having indistinct metallurgical history, spectro-
graphic results calibrated by the use of NBS standard
samples were in good agreement with chemical
results.

High voltage spark discharge
Silicon

(Received Mar. 9, 1978) Spectrographic analysis
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Fig. 1 Effect of pH on the extraction of lead

Pb taken : 15pg
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Fig. 2 Effect of concentration of CMPP
Pb taken : 20 pg
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Table 1 Effect of diverse ions
Ton Added amount Pb found Recovery
(mg) (pg, n=3)
Cd 10 15.2 101.3
Ni 10 15.0 100.0
Cu 10 15.5 103.3
Zn 300 14.8 98.7

Pb taken : 15.0 pg
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Table 2 Analytical results for Pb
in high-purity zinc

Present Other method

. Sample
Sample taken Aliquot pr:f;hge (ppm) (prt:n)
- — e,
® (P25 ™) A B
1 5.9253 1720 20 19 20 6
2 4.2125 1720 43 47 52 10
3 4.5530 1720 50 50 68 11

A : Spectrophotometric method with dithizone; B : Emission
spectrophotometric method

42 HHEFFHRROTE

WEH T E L fK (10~20)g % HEXLL, ASEE (40
~100)ml THAEL, BREOMEELEKEH TERKRET
3. ThEKTHERL 100ml L L. = ORBERS
Loml #RlRL, 7 vE=7KEN: CAEELIZT v
TUEEL L, 31 OBMFRICE S TREAERLE. &

KAGAKU Vol. 27 (1978)

B4 Table 3 12733, OB X290 ELEEL
T 1FEAE—F LR R LA X, BEKEET L
HEEOHWES RRFIRN LIz,

Table 3 Analytical results for Pb
in high-purity copper

Other

Sample S“’g“l Aliguo (o sy methodt (o
1 20.2600 1/20 0.7 <l 3
2 20.1900 1/20 4 4 3
3 10.0752 1720 11 12 7
4 20.3270 1/20 3 2 2
5 20.0314 1720 2 2 1

t Atomic absorption spectrophotometric method coupled with
coprecipitation technique
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Extraction and atomic absorption spectro-
photometric determination of lead with 4-capryl-
3-methyl-1-phenyl-5-pyrazolone. Yoshifumi AkAMA,
Hideaki NakA, Toshio NakAl and Fumikazu Kawa-
MURA (Department of Chemistry, Faculty of Science
and Technology, Meisei University, 337, Hodokubo,
Hino-shi, Tokyo)

4-Capryl-3-methyl-1-phenyl-5-pyrazolone (CMPP)

I, W, ME:8-% /)Y /) —A-5-AAhvECEEs Fiva (1) oBmEXEER

683

extracted into 5 ml of 0.39;(w/v) CMPP-MIBK so-
lution from an aqueous solution at pH 10, by shaking
for 5min, and then the absorbance was measured
with an atomic absorption spectrophotometer. More
than 10pg of Fed+ caused a negative error, but 10
mg of Cd2+, Niz+, 0.3 g of Zn2+, 1g of Cu?+ did not
interfere. The present method was applied to the deter-
mination of a micro amount of lead in high-purity zinc
and copper. Copper {(10~20)g} and zinc {(4~6)g}
samples were dissolved in HNO3 and HCI by heating.
When extracting lead, the sample solution was ad-
justed to pH 10 with ammonium hydroxide, because
these matrices could be masked as copper or zinc
ammine complex. The analytical results by the pro-
posed method almost agreed with the values obtained
by emission spectrophotometric method or spectro-

photometric method.
(Received Apr. 3, 1978)

forms extractable chelates with many metals and is
very stable in acid or ammoniacal solution compared
with other similar reagents. A method is described for
the determination of a micro amount of lead, using
atomic absorption spectrophotometry in conjunction
with solvent extraction technique. The effect of pH,
amount of CMPP, diverse ions in the aqueous phase
and shaking time on the extraction of lead were ex-
amined. Less than 250 pg of lead was quantitatively

Keywords
Atomic absorption spectrophotometry
4-Capryl-3-methyl-1-phenyl-5-pyrazolone
Lead

Solvent extraction
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