The Japan Society for Analytical Chemistry

FEF/ANMYILFATEEVIC
31329 40D) ORXXEER

AR IE—®, e OKF

(1979 4 3 7 23 HZH)

il

1 ¥

FAF )AL Y 7AFrT LY (STTA)Y 11E
BA 4 o MEXEEERE? LLTHEH THH, K
gAN~5 O ~® B3 U s DE&BOERK HVvbHh
Twb., 2s5ovadl) ~o BHE S B Rangnekar
59 Tk hREF S, TOHED Tk STTA-PMEE{LR
EWE A BT pH 4.0 OKRBE» A5 oy s dD) ©
ATV, ok S STTA 3£ T 500nm T
HEL, (4.5~29.0)pg/ml D5 oy A (D) %EE
LTv3 @#EY cREELMFOFMAOCREIGER S
howisod’, FHECEE U TT » oEE LORIRER
i3, = ARKEFIL 3.2%x108 THHK).-LarLl,
DF P EE STTA HETOERETH DD, BE
o et b dn oy A S AWAT S AV

EHE 51, STTA X552y A () EREOK
EArHdEL, HHAEXED L X HE LERZAA
to. BB Lo HETIL, STTA-F v v vBERYHW
T pH 5.6~6.0 T35 v Adl) ofHxTV, &k
Y EUHEEEE 7 A4» VKR (pPHI11.5) LR D EEH
Foo STTA R\ Ik, BHEOBRXE%Y 410nm T
METHZEimLy, 0~3pg/ml D50y A(l) %
FBRETHZENTE. FEORKRE (B AREMRE 3.7
x 104) 3. Rangnekar 50D HED X203,
FF Y vEIEW LEBETHS. X fLOFEEUD D5
B, 1-(2-¥ Vo7 V)-2-37 b —, HEAXAD,
avifbh Vv A, FAAFVVOREI D LERETD
BH, p-= bRV RAFAT =YV, TFVVOEEX
DIt > Twb. KERBEREESWTHZERV2 7
WAL, RREE, TEEREHE, SPRBEOR TIEmET
%, BELHEBHBECTHD, X, BEECRITTHHE
H (Vaq/Vorg) DOEEN PIicd, <5 2vadl)
DKM SOBBHEIIFCEDI LR END, A
M FIACE 2 HETHD EBbI5.
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2.1 5 XK

st5 oy o (I) BUER W : BRIV v Al 1g
% 0.5N gz 5, L 250ml & L7z, ZoEEzHR
fimeL, FHOBKCHFERLE. &k, REROIRE
WBIAFAFSYV A5 AERBHRDTEDI.

STTA-% < Vv iEhE: F—24 + STTA 28k + >
VvviZE» L 21102 M Bk eE Lz, BlZFU UV
VEERLT 2.1x10-*M Bk LTHWE.

BEs® : B+ 5 pH {HIKSL, 0.5M EER-
0.5M EEER + U w7 ARiAM, 30w/vee EFERT + U 7
AiEW, 0.1M KERLF b U Y ABHKERVE.

b U BERE 0. 1M R vbisuke: 6 M KkEg{t
F P Y Y ABHKEESLT PH 11.5 oEHgE L.

FothoRE : HEREESZ AV,

2.2 % W

WEEOREIE : B 101 Bo¥kkES (lecm #7572
) ZHW.

pH ol : EEEWH HM-7B B 5 7 AFEi&R pH 4
— &2 —FHWn.

IRIBREB : A vEFr KM RAFEY=—-I—-2HV.
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3.1 EREE

25 vy a(Il) 30pg PITF%E & (VB &K% 100ml
SRR D, KTH 30ml & LEFRIESEBK 5
ml ¥ %o pH & 5.8+£0.2 i Lk, W
VKT 50ml &35, kic 2.1x10-4M STTA-* &
VYK 10ml 2z, ¥=—h—T3H5HEIEDEE
wBEBET5. oMK, KEEECEEHECT v )
g 10ml iz, 1 R BEGHETS. A
HMEHRD, BOCIFRTHER LR, AREHBRR Y5
BE LT 410nm CREELHIETS.

3¢2 MRINERER

S5y a(I)20pg D, 31 OFEEERFEY B
LR UCREERBRBORINEBRLHE L. £D
#FHEY Fig. 1 wRd. ABEAREE AR & LB
%, s vvadl) $EEo RIHERL 410nm {+3Tic

Zbbht., koT, HBORNTIR7CvadD)
20pg D, BEEHEIZ 410nm TS5z & &L
fc.

3.3 pH OES
KD pH 4 L X CHIBIBIELY BH T84
D, BEECKITTEELFANICER, pH5.5~6.0 T
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Fig. 1 Absorption spectra of Pd(II)-STTA com-

plex and the reagent blank

STTA (2.1%10-4#M) in xylene : 10ml; Aqueous
phase : 50ml; pH:5.8; Alkaline washing agent :
Borax-NaOH buffer solution (pH 11.5) 10ml; 1:
Pd(II)-STTA complex (after washing with alkaline
washing agent), Pd(II) : 20pg, reference :
blank; 2 : Reagent blank (after washing with alkaline
washing agent), reference : xylene

reagent

R DO—EENE bR, 7o, pH 6.0~8.5 o
DRI DRAIELHTH D, pH 8.5 @k 5W
4# (pH6.0 ORHET %) 12 3.9% Th o7
AREBR TIIERERE R A\, B o pH% 5.8+
0.2 Tffoz & & L7

3.4 STTA FINBROESR

Hnts STTA-+ > v vEKESR 10ml gD, -
DRELFA ELICRAECRIETHELRY Lok
R, LIX1I04M I EChHhE—EDOWKELRTZ &
Dotz KREERTIT 2.1x10-4M EE O {20
pg DA F oy A (D) XL 11.7 e {535}
PRHWHZ EE L.

35 tkOERE(L

3-1 DEERIETHE O IEADOBRIERTLL T
MR, TRREDAT £< Bk 32D bh, 48 Bilig
BT HRBARL 15 HEOBNEH L 9.0% R 1L
7.

3.6 ROLEETREROES

AZ vy a(l) #HREO R BEREO FEYHEN
TR, 49U ET—EOBmKEMIE SR B &
Do Tehy, AERTRERELEE 1IN TOIPEEE
iz,
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3.7 BPHEMOEE

250y a(ID20pg wEED, 2.1x10-¢+M STTA-
F v YEKR I0ml $F ok G THBEEZ#EIE LR
A%, 21 B CH Sh B OB E I RBR B
fHICIZIE—3 Le. Lo ¢, milEEus a kg,

3.8 KIEDGBMOEE

HHEHEOHE (Vorg) % 10ml LE®», KMEAD HE
(Vaq) % (50~300)ml (TZE(b X7 & OWRICEE &
NIFER, Vaqg 28 100ml F Ciiais —El% 5 Lis
2%, 200ml 0% 300ml oyt 50ml DBECH~N, %
hzhn 1.1%, 3.8% WA Lic. Tods, KEOEEHEM
WX BENED WA E BF i, REBEO HM, B
DBEEREOER S e >WTRANLETHD EED
ns.

3.9 #Eg

3-1 OFBHEMEEZHH L TER L5 oy A1) o
BUEARIZ, 0~30ug/10ml (F#A) OB CRIF/RE
LR L. BREE) DRD I VBKESIT 3.7
104 THb, ~s5oval) © 5pg, 20ug, 30pgico
LTS B D R LEIGE D B B 7 REE DZEBHAR
rEhth, 0.75%, 0.50%, 0.45% THh-i-.

3:10 HESAFOER

Aoy A(ID20pg 2D, 31 OEREEY TS
RO A A+ v oo BEE B/ WEHE FuFd 8%
2 3% DR THAHIHE Lisvbp & RicLi).
Caz+, Mg?+, Baz*, Sr2+, Zn2+, Mn2+, Cd2+, Pb2+,
Al* % 1mg, Ptt+ 13 0.3mg, Ag*, Fe3+, Aus+ |3
0.1mg, In3*, Sn4+ ¥ 50pg, Bi, Irt+, Oss+ 1320 pg
PIFELTHHE L. Lasl, Coz+, Niz+, Hgz+,
Rus+, Rh$+, I- |3 20pg, Cu?* (+18.5%), CN-
(—10%),8%- (—26%) 13 2ug BHFE LTI PEL 52
7z. Rangnekar 5% DW|ETHH, Kk, = 71, =
AN MIBWEY S 2 AT EBBRRBEATVLBM (=
AF VIZERRBIR TR, fio1 + o
HATLBREERVEBNOh Ty, X T, FiRfkr
BYL, AL Rangnekar B9 OF LY HE T2 2 Lit
WEETHD. FBUTBREDTH Tl icd, HEA
vEEUARCHEA TR, sAaFAZ ) FF oA
WX SHHEERIET R0AL, v ARESF v
XML, 31 ORBERFEXEATIONELH
BThrLELZLBRS.
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Spectrophotometric determination of palla-
dium (I) with thiothenoyltrifluoroacetone. Masa-
kazu DEGucHr and Takashi Hamamura (Faculty of
Engineering, Hiroshima University, 3-8-2, Senda-
machi, Hiroshima-shi, Hiroshima)

Palladium (II) is quantitatively extracted from an
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aqueous solution at pH 5.5~6.0 with thiothenoyl-
trifluoroacetone (STTA) in xylene as a colored com-
plex. The excess STTA in xylene can be removed
by washing with alkaline solution, the palladium (II)-
STTA complex shows an absorption maximum
around 410nm. The calibration curve is linear over
the range of 0~30pg of palladium(II) in 10 ml of
the organic phase. The coefficient of variation on
the absorbance for 20 pg of palladium (IT) is 0.509,.
The molar absorptivity is 3.7 x 1041 mol-tcm=-1. The
molar ratio of palladium (IT) and STTA is estimated
to be 1:2 by the continuous variation method.
Copper (I1), cyanide(I) and sulfide(II) interfere even
when the amount is 1/10 times that of palladium (II).
The sensitivity of this method is superior to the
previous STTA method (by Rangnekar, et al.). An
analytical procedure is as follows. A sample solution
containing less than 30 pg of palladium(II) is taken.
Five ml of acetate buffer solution is added to adjust
the pH of the solution to 5.840.2. The volume is
made up to 50ml with water, and 10ml of 2.1x
10-¢M STTA in xylene is added. After shaking for
5 min, the aqueous phase is removed and the
organic phase is washed with 10 ml of borax~NaOH
buffer solution (pH 11.5) by shaking for 1 min.
Then the absorbance of the organic phase is measured
at 410 nm against the reagent blank.
(Received Mar. 23, 1979)
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