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Table 1 Vacuum condensing point (VCP) of
metal acetylacetonates

Chelate Heating temp. s
[Be(acac)z]] 90 3x10-3 71
[Ca(acac)2] 250 3x10-3 220
[Cd(acac)s] 220 3% 10-3 162
[Co(acac)2z] 180 3x10-3 118
[Pd(acac)2] 180 3x10-3 145
[Cu(acac)z] 180 3x10-3 142
[Mg(acac) 2] 200 3x10-3 179
[Mn(acac) 3] 180 3x10-3 152
[Ni(acac)z] 180 3x10-3 143
[Zn(acac)2] 120 3x10-3 78
[Al(acac)3] 180 3x10-3 118
[Cr(acac)s] 180 3x10-3 140
[Fe(acac)s] 180 3%x10-3 140
[ Co(acac)s] 180 3x10-3 151
[Rh(acac)s] 170 3x10-3 143
[In(acac)s] 160 3x10-3 127
[Mn(acac)s] 150 3x10-3 135
[Ru(acac)s] 180 3x10-3 142
[Th(acac)4] 165 3x10-3 130
[VO(acac)s] 180 3% 10-3 142
[Zr(acac)4] 170 3x10-3 142
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KD
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Sublimatographic separation of [Cu(acac),]
and [Be(acac),]
a :[Cu(acac),; b :[Be(acac),]

Table 2 Results of separation of [Cu(acac),]
and [Be(acac),] mixture

Exp. No. Condensation zone Weight (mg)
a 94.3
1 b 4.8
total 99.1
a 94.3
2 b 5.0
total 99.3
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StebhDEEZD.
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Fig. 2 Sublimatographic separation of [Cu(acac),]
and [Zn(acac),]

a : [Cu(acac);]; b :[Culacac);J+[Zn(acac),] (over-
lap); ¢ : [Zn(acac),

Table 3 Results of separation of [Cu(acac),]
and [Zn(acac),] mixture

Exp. No. Condensation zone Weight (ing)
a 62.5
1 b 1.0
c 32.8
total 96.3
a 62.7
2 b 0.9
( c 32.9
total 96.5
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Fig. 3 Sublimatographic separation of ternary

mixtures

A—a : [Mg(acac)z], b : [Al(acac); ], ¢ : [Be(acac),J;
B d : [Ni(acac),], e : [Fe(acac),], d,e: (overlap),
f: TBe(acac) ]
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Fig. 4 Sublimatographic purification of commercial
[Co(acac),]

1 : Initial sublimation; 2 : Re-sublimation of purified
material; a : [Co(acac);7; b: [Co(acac)p_](impurity)
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Sublimatographic separation and purification
of metal acetylacetonates. Shinichi Sarro (Faculty
of Science and Technology, Sophia University, 7, Kioi-
cho, Chiyoda-ku, Tokyo)

By means of sublimatography were determined the
vacuum condensing points of the following twenty one
metals {Be(1I), Ca(Il), Cd(II), Co(II), Pd(II),
Cu(Il), Mg(Il), Mn(II), Ni(II), Zn(II), AI(IID),
Cr(III), Fe(I1I), Co(III), Rh(III), In(I1I), Mn(III),
Ru(IIl), Th(IV), VO(IV), and Zr(IV)} acetyl-
acetonates under 3x10-3mmHg, at all respective
temperatures between (90~250)°C for each one. The
separation of their mixtures was succeeded by means
of sublimatography when the acetylacetonates having
relatively large differences in their VCP values were
used as the samples: one sample consisting of both
[Cu(acac),] and [Be(acac),]; and the other sample
consisting of both [Mg(acac),], [Al(acac);], and
[Be(acac),]. Checking of the separation by elemental
analysis and IR of all fractions of these separations
showed satisfactory results. Applying this technique,
contaminated [Cof{acac),] is separated from a com-
mercial [Co(acac);] sample. The results showed that
the latter always contains about (1.0~1.5)% of the
former.
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