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Precise Determination of Uranium by Extraction Spectrophotometry

ZHU Hai-qiao, WU Ji-zong, LUQO Zhong-yan
(China Institute of Atomic Energy . P. O. Box 275-88. Beijing 102413, China)

Abstract: In the conventional method of potentiometric titration, the concentration of
potassium dichromate solution was optimized with selection of different concentrations
of the solution. The electrode responded slowly during the titration procedure, thus
affected the precision and accuracy of the results. An extraction spectrophotometric
method for accurate and precise determination of uranium was presented. The method
was based on the extraction of Cr(V])-diphenylcarbazide purple complex using iso-amyl
alcohol as the extractant. The purple complex was directly measured at 546 nm so that
the uranium-chromate equivalence point can be determined. A method for precise deter-
mining uranium by extraction spectrophotometry was developed. The China national
reference material of U; Oy (GBW04205) was determined according to the optimized ex-
perimental conditions. The relative standard deviation is 0. 025% and accuracy of the
method is verified by the value of China national reference material of U;Os.
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BT REREHA  H4sE

P L OBt 545 B T2 R R O A B O k.
AFLTE LAV 378 2 /0N A 1 ot R e B R 1
T 701 502 2% 5 BRI o 1 TR0 4% 1 e i B 3 D A
T FL A ) 7 3R 2 K R AN S B G, DA T R T i
B i S 4 O 0 o B R RIORS % R, HLEE A
SUR S NIE = I k £

R SCHR B R B B R 2
SE A %O R R R R kS
AHAIR . AR Ty 2. 5 g, I 45 SR RE X R v
25k 0.05% . % 7 ik 5 3 i 2 Tk AN TRl 2
Qb 2 6 30 AR R R R — R i
rad g CrCVD M E . RERFEZ,5IAMW
A EE S EZ; Mo(V[) . CuCll ). Fe(lll),
VOV UCVD % x5 i Cr VD I 5E 4
T, R T BR % R R 25 n e ERURE
L DR AR . i O TR R LT R
JEBOR B HAR e P22 VEURE R

AR ER 2 UCVD R JEF] UV,
K FHFREE B A He B 3 4 a0 1 o 1R A
G T 240 15 S 19 0. 3% ~0. 5% %% UV &
ez UVD R Z R R E P DPOE R & 6
S B AE Ry A BRI FEBGE F  Cr (VD 5
DPC A= i) 52 21 A il & 0 3 57 DPC-Cr (VD) %
U B R 2 2 e Ol R

1 X
1.1 %55

LabTech UV2000/2001 44 /0] UL43 65
BETH b s R B SR A R A | TG35 UK
WHRE R, I R #er 5 kg, /30 A 2.5 mg, |
WA KA RS T s TG328A BY #1563 K F
SYEEAE 0.1 mg, bR PALES T s TG323A Al
R B R 43 BEAE 0. 01 mg., [ KL 2%
7 585-2 BURE Sy IR FE AR B D H IR AT
DL-203B B Hy $A T 4, Rt sc AU s ) 5 i
F R AG245, METTLER TOLEDO,

1.2 X7

K, Cr, O; % i (GBWO06105¢), 4fi fiF J
99. 988 %6 4-0. 008 4 » [E ZZ A 1 4 J3 WF 5% o o0
U, Oy (GBW04205) , ffi & 1 84. 71126 £0. 021%,
BT AL A TR 9T b s SHIR B2 . o3 A 4di . b
5L 5760 FRBAAL T s A R L B R L i R LR
Sy MTal A6 AL T A = s N R 36 %0 LR T

P FERE TR B, 4 B 4l AL st AR A Rl s R R
EE(DPC), 99% , Alfa Aesar; B 2 W % . ACS,
=99% , Alfa Aesar; 2 FEMETR - 73 Mr 4k, [ 24 5 A
A 2R A RS W) 5 S e, A g i R vl R
K5 AL T AT P 5 58 £ = B R LTk ( Tritonx -
100) A2z 4l o8 BB S T 5 kg, fb 2
i, Jb st FE 2520 B A6 5UR W 3 s TR AL oS b ik =
H &, o3 A ol AL R 20 o 2

2 OWER
2.1 SRR

H FeCIDFESRBERR A BT ik Jst UCVD L 4
AR A R A A B FeC LD L Bl IS SR
FHEE S 1 VA R 0 A 2o Y S R B (A
HAE BN 0.3%~0.5%)% UCNV) A L3
UV, F i Cr(V) 5 DPC JE sl 54 1
DPC-Cr( VD BE & 9 » JH 57 56 B A6 U & DA )
SEAE NS, 1 em WAL E KR
546 nmAh i 5 1 R Cr VD & & i A iy
RS R A A g A ) R A R AR R Y 250 R AR
Ak UCIV) BT 8 19 T 5% 8 B0 0 o, e 24 S0 B
1 RS % I E .
2.2 XRBER

HEZy 0.1 g By AT W AR I A50 mL
Wiz .5 mL(1 : DR .10 mL 2SRRI
PR WS TR RGeS EPE I A 5 mL &
TR R T VA T 2 27 [l % T T 422 Fo R B L e
1 min B 5207 584 TR BE IO JE A 10 mL 454k
TNV SR ST B S 0,20 s P I (0 48 2, Ak 2k
WPk 2.5 min AR5 HE 0.5 min; IIA —E &K
Cr b E 3 W GE 3 b 240 F 30 T D, o A
1.5 mL 0.2% Tritonx-100, 2. 0 mL 0. 5% DPC,
JA 50 mL 5 B, 7803 PR 5 A B 2 min, #E
432 60 min J5. 3% XK M. WA HLA Y
Cr(VD, PUARZS A A S H L FE K R 546 nm 4k
W WO B AT A5 H 2ok 0 A R R A .
T I () TS R AR R S O R R R A
1) 2 R4S 48 A U CIV ) RF T #6 19 o 8% 2 40 19 5t
I S BN S B A I AE

3 GRS
3.1 tlEMRNERKHEE
RS g & LR = Ao 2 . H
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Fig. 1 Absorption spectrum of Cr(V])-diphenylcarbazide

complex in iso-amyl alcohol medium

3.2 B EEEXS R E AR

b e SVl B () RS A TE A ) O S A o8
4. AR E T G SNE ST A8 R T 2 ) G 6 B
B X%F 0 O B A 5 me it Ze . SR 45 SRR WL T
pH=1.0 07K W BG4 R AR ik 3]
5 JFAE 100 min NG MR FFRaE . Lk,
BB WAE pH=1.0 iK% W b 0 - i B 1] 3%
£} 10 min,
3.3 BEYERIERNIEEE

TE 5 AT Ak 2 R A T G B 1) R TR R
Z A S Y R E . R E LA )
(0 R T X TBC 5 0 B WO B AT I . S
53R ZEA PR T . 0~40 min G 98O
JE B BEAK 40 min J5BC AR BV, IF 4 4 h
AR HFRRE o 250 vk FHC 45 ) 1 7 22 1) ]y
60 min,
3.4 EBFIAE

HA S AN, 25 58T 540 550 FH o X 4 R
WG EE R E R . Bl A S €5 70 A 0 3G, WO
FERE R, M A 1.0 mL WL OGO, B
070 FH A P HG O B B AR AN AR o Ol T R AR A
FNESUF Y B A RBOR S5 PR A 0. 5% DPC 11
A A 2.0 mL,
3.5 REFEMEFIERE

2y 31 pg Cr(VD F 1 4 250 mL 4
TEIH T, 43 B m A % IS PR R 0. 206 ik BE
0. 270 7R Ak 75 ot e = F 8 . 0. 200 | . Jot ki
TR . 0. 2% Tritonx-100 £ 1.5 mL, R J5 1] 4%

FERZH 4 B A 0. 5% DPC 2.0 mL #t 47
o M — IR e, SEER SR TR 1,

x1 REFEFEEE

Table 1 Selection of surfactant

T 7 A
oA T 2 TH 4 1 5] 0.232 6
e 0.247 0
WAL S Joe ik = T B 0.250 1
T T R Bl R 4 0.240 9
Tritonx-100 0.251 2

SUG W 2R THG P XA — 3 B
H X FEJE M F Tritonx-100 % 3 18 1% £ 7
LA =2 Sr AR 25 [ 450, L G 9k 38 5
B T 2 T 9 R ) 9 2 1) 45 A s DT R B —
BB RO . AR S Tritonx-100,
3.6 REFEMEFAE

oAt 52 55 2% 1 AS A2, 43 i B Cr (VD) 24
31 pgT 1 41 250 mL HEJE R+ » ol A8 3% 1 3 P
5] Tritonx-100 = . S A 0.325~1.5 mL
0. 2% Tritonx-100, Fit & ¥ A W 56 B 328 7 448 K
24 0. 2% Tritonx-100 Jll At K F 1.5 mL #f,
B 0. 2% Tritonx-100 il A 8 L it & 91 1
W O B 2R W/ . SR A 0. 296 Tritonx-100
B AE N 1.5 mL,
3.7 FEEUFIERE

EARMPEAYHERO. TILE FRZ.
A TAE R A UM E B 22 B &9 - T B 3 A7
B, Ses 9 H 30 % TBP-Hh . 2R 2
Fi . 20 fik L S5 % B A L DPC-Cr (VD 7 {6 it &
Y, a5 WK S I ) 2 OO B b A3 AR
TR BT N T A ER AT R . AR SR S 0 e
VE R A B
3.8 EHBEMNEE

i i 6 E A 0 A6 AT HLAE 0 4 T B 52 e
R, 5290 75 5% R T2 N 2 IBOROCR 1 52 i 22+
VRS W P 0T TE 5 W W O BE R R e i . R B
A8 A X A A BE S ) 0T B e AN B .
W R 7E 0. 035~1. 0 mol/L 5 Fl N, 57 1% B
XFHE A 4 A BURT W Ot B R AR AR R A AR, K
SE 4 3% 0. 37 mol/LAE gy DPC-Cr( V) Y Z£ HX
% % .
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Table 2 Effect of uranium content on absorbance

VWO R, SR B A HLAE 5K A Cr(VDft/ pg U & fit/mg A
ZHA 2 2)~ (1 3)FFILAE 1~ 3 min 28.642 1 0 0.232 0
Y P AU S8 A AR SCEE AR LS 1 3, %6 28. 64z 1 o0 0-2322
Eﬂﬁﬂ'[ﬁ]yﬂ 2 mino 28.642 1 100 0.2317
3.10 ;‘Eﬁ%% \gzwﬂﬁq:*tﬂqiél}'% 28.642 1 200 0.2319
28.642 1 400 0.232 3

TE5 JEIEBE 3 A v L A7 1 i T B
Wi 73 M7 45 R MEB PR ) B ZE R 22— e AR
AR

D) [HAh 7B A Hr R &R R A7 A AT
LA gl X Cr CVD W E /Y 52 . &5 51
P T3 2. UL /N T 400 mg B X DPC-
Cr( VD A BOEEEEN E CrO VD & 3 T

2) ARSLE AL U, Oy (GBW04205) bR ifEY)
JBT 25 JB 5 Sk T ) ASE LR L BB S b R 2 OT
R MR ES T3 3,

B4 A~ 250 mL HETE 43 30 A S [] 45t 9
BADURE b e HEA3 A7 R 164 0 o, 5 4 AL A B
FxF CrCVD E 50 5 (52 ), 25 55 T3 4.

x3 EUESNUFEES

Table 3 Chemical composition of model mixture

JUR  WRUE(E/ (pg - gU 1) BIHIRE R B FIRIE/ (pg » mL~ 1) || JCR FRdE(E/ (pg » gU 1) BERIEE B 7k E/ (pg » mL— 1)
Al 16.0 1 600 \ 1.5 150
Cr 6.5 650 w 1.5 150
Cu 3.3 330 Ca 94. 0 9 400
Fe 78.5 280 000 As 1 100
K 16. 8 1680 Gd 0.06 6
Mg 5.1 510 B 0. 05 5
Mn 1.1 110 Na 3 300
Mo 29.1 22 000 Ba 0.9 90
Ni 3.9 390 Sm 0. 007 0.7
P 39.1 3910 Cd 0.02 2
Pb 0.7 70 Zn 1.7 170
Si 35.8 3 580 Dy 0.01 1
Th 1.2 120 Zr 2.7 270
Ti 7.7 770 Eu 0.001 0.1
x4 HEFEBFHC(N)EENEMNZMN
Table 4 Effect of other ions on Cr( V)
P45 A BURE A /mL A Cr(VD 4/ pg A WA Cr( VD / pg [ AT g 22 |
1 0 47. 679 0. 386 2 47.679 01 2.1x10°7
2 0.05 47.679 0.385 5 47.592 59 1.8X1073
3 0.1 47.679 0.384 8 47.506 17 3.6X10°
4 0.5 47.679 0.384 5 47. 469 14 4.4X1073

M 4 FIE ARSI A R R 0.5 mL
I AH X i 22 4.4 X107,
400 mg U, 11 mg Mo ( VI ) % 7% 5 7 %t
Cr(VD & e Jo 14K .

3.11 #RifEpE

Bl 140 mg Fe (D).

FREL 1. 026 81.2.020 55.3.004 94.4.091 19,
5.036 49.5.979 34 ¢ Cr (V) A E A W T
250 mLAETE i o, 32 IR 20 A 2 7 22 41 b o AR
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. B Cr (VD) HFEL O pg/50 mL~60 pg/
50 mLyg A AT A b H e i 2t [l e Oy 72
N y=0.008 1z, fAHKZRZE R* 2}y 0. 999 9, 4 H
FR>A 0.020 pg/50 mL,
3.12 Cr(VI)ZEERE Y%

FRELZ) 22. 630 25 pg Cr( VD AR EE R T
6 1~250 mL HEJE . B4 BEOE BOG B TE
A=546 nm gk M & WOk B i AT — Ak T 3.
W18 4 9 Ry 22,821 8,22.721 4,22.582 8,
22.490 4,22.534 8,22.651 3 pg, FY¥MH N
(22.633 7£0.123 5) pg, FULFE A 100.01%,
AT L Cr OV AT B S 3 e 2 k2 B

4 U;04 (GBW04205) s & = E
PRICE Gl B 29 100 mg 4 % % T 250 mL
HEIE b L F MRS B R PP AR A= 546 nm &b 2
W ' B 3 A B A R A O R
B TR AT A 22 AR RIAT A AL U CIV ) I 9 #8 7Y B2 4%

919
0.6r
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Fig.2  Calibration curve for determination

of Cr(VI) in organic phase

T B0 1 o B M B R TR S
SEHFE W], R DPC-Cr (V) % B B i
A3 BT 4l BUCRE B 25 100 mg B, RS % B R T
0.025% (n=1"6), X—/r MR HKEEEK
U, Oy 43 B HE 4 Bt (GBW04205) 1 % {H 4%
B ARG, R WY A ST 1Y) A IO BE R 5 A A
OB T I8 I E T

RS U0 (GBWO4205)SHEEMEL R (n=6)
Table 5 Measurement values of uranium in U; Os (GBW04205) (n=6)

/% -
— \ AR M 1 22/ % LK
i (1 5 (1 A1
84.711+0. 021 84.692,84.729,84.698,84.674,84.722,84.714 84.705 0.025 t=0. 588<t0.05.5 =2. 571

5 4ig

N7 T DPC-Cr (VD) 2 O BE 4 25 D
100 mg #l Y 7¥5 . %7 B R T R o TR
G 25 DN 5 il 1 ) R L 2% T A
I /A A7 A R R T KR R R
Mo (VD) .CuC D) Fe(llD . VCVOF UCVD %1
T, B B R R PR R R
NG 2 R R L TS B S B A 1
Ji ik

S 23k
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