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Purification of metal trifluoroacetylacetonates
by sublimation in the atmosphere of helium
containing the ligand vapor. (Analytical studies
of metals on gas phasec. XIV.) Taitiro FujiNaGa,
Tooru KuwamoTo, Yasuo NAkaMURA and Norio
MaTsuBarAa (Department of Chemistry, Faculty of
Science, Kyoto University, Oiwake-cho, Kitashirakawa,
Sakyo-ku, Kyoto-shi, Kyoto)

For the purification of BeZz+-, Al3+-  Sc3+-, Vi+_,
VOz+—, Cr3+-, Mn3+-, Fe3+-, Co?+-, Co?+-, Nj2+-,
Zn%*—, Zri*—- and In®*-trifluoroacetylacetonates, a
new sublimation method was investigated in the flow
of helium containing the vapor of trifluoroacetyl-
acetone under atmospheric pressure. An entrainer
sublimator equipped with a ligand vapor generator
was used. From the results of elemental analysis and
the measurements of melting point, it was realized
that the proposed method gave satisfactorily purified
samples without any associated thermal decomposition.
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Effect of pH on the extraction of nickel
_—\qﬁeous/organic phase volume ratio (Vg/V,) : 25 ml/

Zephiramine : 4.0x10-3 \M;
Pvyridine : 0.16 %

5ml; Ni : 3.0ug;
KSCN : 5.0x10-2 M;

X THREBEIER L. BEHRITXKByD=, » 1
=2 Sug UToHBETEREELZ R L. ZO0HEORK
EErzk 15ml & 84, 1 % RIS T 5 8K
Fo= .y r VEBET 2.4ug/l Thot. Xo=y 713
peg FELKHCOWT I0E DK Y R LER TRDHLE
BRI 2.0% TH - 1.
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& e,
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ETHBEAR 0=y 7y 1D EEE Tk, TORBRE
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DX 5 BAEICHEA T 5 B A T VRERE TH M
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Table 1 Determination of nickel in waste water
Ni added Ni found Recovery
g
Sample (ug/ml) (ug/ml) (%)
A 0 0.055
0.050 0.108 106
B 0 0.025
0.050 0.072 94
C 0 0.048
0.050 0.102 108

Sample taken : 15ml; ¥ /V, : 25 ml/5ml
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Graphite furnace atomic-absorption spec-

trometry of mnickel by ion-pair extraction of
thiocyanatopyridinenickel (I) with Zephiramine
(tetradecyldimethylbenzylammonium). Hiroshi
Matsuo, Takahiro Kumamaru and Shigeki Hara
(Department of Environmental Science, Faculty of
Integrated Arts and Sciences, Hiroshima University,
1-1-89, Higashisenda-machi, Naka-ku, Hiroshima-shi,
Hiroshima)

A solvent extraction system with Zephiramine-thio-
cyanatopyridinenickel (II) -chloroform. was investigated
for the use of a pretreatment procedure in a graphite
furnace atomic-absorption spectrometric determination
of nickel. In contrast to cobalt(II)®, Zephiramine-
thiocyanatonickel (II) could not be extracted into
chloroform without pyridine in the aqueous phase.
When the aqueous/organic phase volume ratio was
25 ml/5 ml, the best extraction of nickel was observed
in the pH range of 35.1~11.8, provided that the
concentrations of Zephiramine, potassium thiocyanate
and pyridine were kept at 4.0x10-3M, 50x10-2M
and 0.16 9, respectively. As for the measurement of
atomic-absorption, the organic extract (20pl) was
injected into a graphite furnace and then dried (200
°C-30s), ashed (930 °C-60s) and atomized (2900
°C-10s) with an argon flow rate of 3 1/min. The
linearity of ‘the absorbante (232.0 nm nickel line) vs.
the concentration of nickel was good - up‘to 3ug of
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nickel in the aqueous phase. The coefficient of varia-
tion obtained from 10 runs was 2.0 9, for the determi-
nation of 3.0pug of nickel. Numerous cations and
anions gave no interfering effect even when present
in 1000-fold amounts (by weight) over nickel. This
method was applied to the analysis of waste water

from a plating factory.
(Received June 4, 1980)
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DR OEF) > KRB TH 2 LA E LT,
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HBET Lic. TR, pH 11~13 o7 3 ) MERK
FT, TALDT I VORI L s ThA A7 ALFE K

DIRTCIE A IE LTI T 5 H LB A B 7E Ui,
8T, dien DBFHFITIT —EDRIEE AL T AT
LHHEHEY R LICDT, ZOEBXFIFT5BIRIGEED
FUVAT AT e VOBE~SOBAEREN L.

2 % R

2.1 #*= &K

R=—Zr /> ROBHRES @BFZE, 7Y vR b
VT TIAN VY —FHBITAA B K-S e S5 T
4 Y7 - TFIAY - LERASEY WA-451 &1 X-Y
Va—g -V, BUWiiET/KEEHEDEE,
0.1M kEefb+ U wvad 0.1M EbH Vw254
XHERBABENETCHRERE, BEERCAEL 28 E,
(25£0.2)°C © m2/3 t1/6=1.644 mg?/35-1/2 ‘G - 7=,
EHEERCT O.IM Bk H Y Y a2 a8t BEEELT
SCE AW, F—35 v/ > 20 RBRTEBREER,
FTRT (25+£0.2)°C DEIEFS5HTfiTot. o3
ZEE2Vy b Oml) REo BABRER, +<T 20
CCRHEKEITHIEL-HBEAL .

22 &t ;

RAAT AT e VIBEER : TRERREO kL=
vERRL, 0.1M /KiZ%42FARL BREBEK & L.
ERECHRRIRFABRZEYICHFRL, BEI=vE
EOIZXOVRELE. BERARRCH - 7.

YzF Uy b VT 3y (dien) UEHEWE ¢ ORI AR
o dien ZREEY {bp (70+0.5)°C/5mmHg} L
THRBLZLOZHAWT 0.1M XiFWms2 AR L B1F5
WE L. REWR, EREUKEELF I Y ASELER
PRAVIENEMELIZIY RELZ. BEHL 7~ dien
DHENE, 99.8% LlETh-7. ik, BHEAKIZS
BATZREFELTH | »2AMBECELL EZALA LD -
7.

COMIZAWARER, TRNTCHEBEERERELH T
PR, Aviekil, 1+ v RBKCA BB~y &
VEES YU A EKEEEF P Y VAR MXTHEEYL -
DTH5.

23 BIEE

R=F v 77 ADREBTELTUL, 0.IMERHY »
LAEPTEREDRL LT AT e gty pHII~13 o
B Y €« VR CTRBEER, CHEHEERED dien &
Wahnz »ERfFEa v,

BMTEEL, KROXSCEBELAE. 0.1 MiE(Es v v
A& 0.IM KE{EF U v 2R TEBE 50ml %
A LD D2 UDTHREER L1, FrEBE O+
NWATALAT e FBRZ I 7eta Ly F&FHWT 5.000

ml %, FBEBFEEREY 5 T - %, KEED
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