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Fig. 1 Effect of methanol concentration
Pd:25.00mg; HNA :187mg; Reaction time:1h;
HCI concn. : —O— 0.2N, —@— 0.5N, —@©— 1.0N

KAGAKU Vol. 29 (1980)
H+
CH=N-OH CH=N-OH
1 }
AANOH 6 AANOH
o = | | !
NN

Fotbic, MBI VEEOLRITAESIEEIN
%. Fig. 2 CHEBEECT55 2w a0 @ENEY
R U, K-BHEBIES R T AIMEE OBRE NS
BIEONT pky DENKE L eDTIcd, £ 27 —VIRE
DENNL DI, A X —NMEBEOESOIEN, L)
EVGEESECENKOETHRI o TWwd. #-7T,
(0.2~0.5)N R ERF T 70 % (v/v) A& ) — 1
DEENREYTHS. Itk 3 DEBRIFLIVT, A
B OBMEE 0T, HNA £ 2 7 — ABREOWIMR O
2 &) —NEEOHEOIRFZ, HEOMRKOHMET
ITEEE Lo,

100,

80

%
=)
S

Recovery,

o
<

20

] |
% 0.5 1.0 15 2.0
HClL, N

Fig. 2 Effect of HCI concentration

HNA : 187 mg; Reaction time : | h;
i —O— 50 %(v/v), —@— 70 %(v/v)

Pd : 25.00 mg;
Methanol concn.
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Table 3 Effect of diverse cations on the
determination of palladium

Cation Added Pd found Error
(mg) (mg) (%)
Ag(D) 2000 20.27 +1.4
Au(III) 100 20.02 +0.1
Cd(1I) 500 20.42 +2.1
Co(II) 500 20.24 +1.2
Cr(ll) 500 20.00 0
Cu(ly) 10 — Seriously interfered
Fe(lII) 500 19.82 —-0.9
Hg(1I) 500 20.56 +2.8
In(IIT) 500 20.35 +1.8
Ir(IV) 100 19.92 —-0.4
Mn(11) 500 19.86 —0.7
Mo(VT) 20 20.18 +0.9
Ni(IT) 500 20.16 +0.8
Os(IIT) 20 21.15 +5.8
Pb(II) 500 20.29 +1.5
Pt(IV) 100 20.16 +0.8
Rh(III) 100 20.52 +2.6
Ru(III) 100 20.00 0
Sn(IV) 500 20.11 +0.6
Ti(IV) 20 20.23 +1.2
Zn(1I) 500 20.30 +1.5
Au(IIT) 20
Ir(IV) 20
Pt(IV) 20 20.32 +1.6
Rh(IIl) 20
Ru(I1I) 20
Cd(Ir) 20
Co(II) 20
Fe(III) 20 19.88 —0.6
Mn(II) 20
Ni(II) 20

Pd taken : 20.00 mg

Table 4 Effect of diverse salts

Salt Pd found (mg) Error (%)
NaCl 63.5mg
NapS0, 77.2 mg
N, o4 me 25.09 0.4
NaClO4 132.5mg
NaCl 63.5mg
MgCl, 97.9mg
KGI 177 me 25.22 0.9
CaCl, 69.2 mg

Pd taken : 25.00 mg
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Table 5 Analytical results

Coeflicient
Sample Proposed method  of variation JIS method
Pd-Ag alloy 31.07 % 0.71 (n=5) 30.99 %
PdCl, 25.15mg 0.22 (n=5) 25.09 mg
<1979 £ 6/, W40 %*ﬁ)
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Gravimetric determination of palladium with
2-hydroxy-1-naphthaldoxime. Tetsu Kumacarand
Katsuya Ussuci(Himeji Institute of Technology, 2167,
Shosha, Himeji-shi, Hyogo)

A method for the gravimetric determination of
palladium with 2-hydroxy-1-naphthaldoxime (HNA)
has been studied. Palladium is quantitatively precipi-
tated from fairly acidic solution as a sparingly soluble
complex with HNA. The precipitate dried at 110 °C
is confirmed to be Pd(HNA), by elemental analysis
and the gravimetric factor for palladium is 0.2222,
The recommended procedure is as follows : Thirty-
five ml of 0.5 9, HNA in methanol is added to 15 ml
of a sample solution containing (5~25)mg of pal-
ladium and acidified with hydrochloric acid to (0.5~
1.5)N. The solution is allowed to stand for 1 h with
stirring at room temperature. The yellow precipitate
thus obtained is filtered off on a G-4 sintered glass
crucible, washed first with a mixture of hydrochloric

Chem., 95, 932

41t, 28, 268 (1979).
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acid (0.2N) and methanol (709%,) and then with Keywords
methanol to remove t'he excess reagent, and dried at Gravimetry
110 °C to constant weight. The method can success- .
fully be applied to the determination of palladium in 2-Hydroxy-1-naphthaldoxime
brazing filler metal. Palladium
(Received Apr. 7, 1980)
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