9537 % 55 2 ¥ ot w5 e 4 otk Vol. 37 No. 2
20154F 4 A Journal of Nuclear and Radiochemistry Apr. 2015

BAEEZEMNEEE UsOs P AHEETE

2ELE,T B.ZER.H =
opE TR AT B, M| 48 621900

FEE 0T T LI E I S Us Os Hh il S5t A9 G000 2ok A2 o S 7 7 0 St o R 40 o A 50 B TR 3 98 R LE R
TR b A RS B R R R BN E B IR B TR R S S B B DR R R R YRR T R A PR
T 6 T 4% TR B0 0T & 19 S 0 B L K, Cr, O7 L U Oy BE IR BT 18 X0 AS B 42 B2 45 R (052w v Z20m . 25 R 3R 0] 5k A
EL 37 378 S T 0 5 vl U O HP il A SRR B e il i RO 84L TO5 YO M R OR B GE E N 0. 02226 (k=2),
KR N IV B E U, Og 5 A AT 2 125 5 il o

FES %S TL271.3 X ARERD A X E S :0253-9950(2015)02-0084-05

doi:10. 7538/hhx. 2015. 37. 02. 0084

Uncertainty Evaluation for Determination of Total Uranium in Primary
Reference Material U; Oz by Potentiometric Titration

WU Qing-long, BIAN Min, LI Ying-qiu, BAI Yun
China Academy of Engineering Physics, Mianyang 621900, China

Abstract; The determination of total uranium in primary reference material U;Os by poten-
tiometric titration method was discussed. A mathematical model of measurement component
was established to compare the uncertainty factors during measurement process. It was
found that the uncertainty of quantity of samples has maximal contribution, the uncertainties
of measurement repeatability and quantity of consumed potassium dichromate are in the
second place, and the effect of K,Cr,O; and U;O5 mol mass to the final uncertainty factors is
minimum. The results show that, when potentiometric titration method is used to determine
total uranium in U; Oy, an expanded uncertainty of 0. 022% (k=2) is recorded at total urani-
um of 84.795%.
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I B SR 9705 . S E PR AR EAL L ZUE
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FiERNES HHR

ZME KR GB 11841—1989, FREL 0.3 g
FerfE U, Og F 300 mL BE#F A, FR#EZE 0. 00001 g,
Jn 5 mL /K5 mL AHER A 2 i &9 RR . W 4 R
I fEd K Bk, e e . 2k2 1. H
KR kAR BE | 5 fif 5 s . B REJT N A 5 mL B2
(1:1).40 mL B2 .2 {H HE KRR .5 mL 24 JE i
2 (1.5 mol/L) 1 5 mL i B .4k (1. 0 mol/L).
i ¥ 1 min, #7955 BE 35~40 °C, fip 10 mL 4467
(fif 2 (8 mol/ L) -2 FE B & (0. 15 mol/L)-H iR ¥4
(0.4%0)) . W5 4R 25 . 4k 2. 5 min, ik
B 30 s JT A 100 mL B R L BEVA R (1. 25 g/L) .
I A EH H AR FRARLURA T o FE AR, FHAR i 0 A vk B 5K TR
PRWORG E, EHALIE A N 480 mV, A 0.10 mL
TRl I s T A s B R A O A R R L 1 T
5s NEYZEAE AT 1 mV B, 50 B A7 B0F 4 R
B W 2SR BmA 0.1 mL i E A
THEE T FE 1V B B R PR MRS A B 2240 kT
SR T A 1) s L % TR R VR T AR AR
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m,
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2 HiEE
F 20 (D 75 5 A Bl A T i 0 B (e (UD))
_ (wm + V) 3A(U)
w(U) = - X AK,Cr,0) X 100
@D)

o, YT R R B VRO A 3 B mg /g my
I 2 T V1 R Ve T A% TR B P VA VR I L g5 o R LB
PR B TR B v BB @/ s Vo TR A T 1Y R e T RS
BB AR A, mLs m BRAE & mgs A CUD Bl AH X
JEF I ACK, Cr, O ) 75 4% R 4 AH X 43 o .

3 AHEEFREFESDH

3 3 Xt A el R T 0 45 TR i R 3R
HEAT A3 ATT B8 T LAR 45 > B o A 2 B 1 ok
JELAEROR TR L. & 1 Al AL XS E
M) S ZER VR T LAR 5 - (1) W S5 R E S Pk
AN E B 5w () 5 (2) T 8 THAE BN S TR B 51 A
BB S B s u (o (K, Cr, O;)) 5 (3) FREERBIA
(B A s e Com) 5 () Al G D 3 2 5 A1)
AN u(ACU)) 5 (5) FE BSR4 AHXT 43 7 it & 5
AR E B, u(AK,Cr,0,)),

4 TAHREETE
MNEEREEENTAHEE u(s)

AN S0 F AT IR 6 Uk, I R Y BB A1) A

F1, HFELITH . w(U) WFEHME R 84. 795%,

PR 22 s=0. 011 3UFRUERTHEE N ul(s) =

s/Nn=4.59X10"" Y5 ,AHMFRUEARTE E N e ()=
5.42X107°,

4.1

T R A 4 WMk B (Solution concentration of
oncentrated K,Cr,0,)

B (B class) ¢
A— & TLER IR B %5 1T i (Solution mass of concentrated K,Cr,0,)

Fx B & (Quantity of samples, m)

4(U) —

A4(K,Cr,0,) —

— P2

S TS IR BT & (Total mass of K,Cr,0,)

I FE A TS R 40 i i (Mass of dilute K,Cr,0,)

FE i (Sample) —
1% 2% (Instrument) ——
1} (Manipulation) ——

AZ (A class)

K1
Fig. 1

SN %€ JE (Total uncertainty)

¥ %: (Environment)

J7 i (Method)
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Cause and effect diagram for determination of total uranium by potentiometric titration
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Table 1 Metrical data and calculational records
i T % TR B VR e B TR B .
N . AR R R T i
FE i (Solution mass of (Mass of
m/mg V,/mL (Total mass of m(U)/mg w(U) /%
(Samples) concentrated concentrated
K;Cr,O; /mg
K;Cr:07) /g K;Cr,07)/mg
1 300. 472 4. 878 30 104. 145 0. 844 104. 989 254. 840 84. 813
2 299.612 4. 857 64 103. 704 0. 950 104. 654 254.027 84. 785
3 300. 888 4. 883 22 104. 250 0. 852 105. 102 255.114 84. 787
4 304. 158 4.944 25 105. 553 0.706 106. 258 257.920 84.798
5 299. 544 4. 868 55 103. 937 0.712 104. 649 254. 015 84. 801
6 298. 388 4.837 22 103. 268 0.958 104. 226 252. 988 84. 785
(300.510) (4. 886 53) (104. 143) (0. 837) (104. 980) (254.817) (84.795)

¥ (Note) : #5 5 N 5 3%~ F#{f ( The data in parentheses are mean values)

4.2 HEHRLERBESINNAHEE ulmow
(K.Cr,0,))
4.2.1 JHAEMRE RIS | A A BE wCmy
(K,Cr,0;))

(1) ¥ T B8 R B 0Tt 20 505 | A P AT 8

A T T A ) L A - PR 2. 140 32 g 4l
J 2k 99. 995 04 1 TR 1R 4 R oE 3K 70 T e AR b K
VIR e AT AR R T L Z2 A L B T K
T8 URRAR IR U W 2 P B S R it 3R AR
TR (100. 277 12 @), #E 47 1% 71 (1. 000 265) Al
AALRE SIS IE (99. 995 %) , #e = (2 FH ARG e
B R A BT 40 AL wi = 21. 348 64 mg/ g,
_ 1. 000 265 X my, P

M g
S s, BRI [ 44 B IR B0 0T 4, mg sy VR TR
IR R i . g5 P AR TR PR AU

RS TR AE R 99. 995 %, AS Bk 0. 005 %,
Y dh 5] 4y A, TE B TR PR A6 RE 0 bR ME RN TR 2 B
u(P)=0.005%/\/3=0.002 9%, #XF b5 fi A 1
FERE cua (P)=0.002 9%/99. 995% =2.90X10"°,

KVPFREE R 2224 0. 05 mg, #¢ 14 5) 43 A HiR
ZE AR E AR B 5 B R 0. 05 mg/y/3=0. 029 mg(F
). KFMEEMH 0. 03 mg, #1543 A HiR
ZE W AR UEA T 2 B R 0. 03 mg/v/3=0.017 mg(F
) FEFRFE R N 0~5 g, RF-I/R{EIRZE R 0, &
B IR A R R BRUE S B E T w (my) =
V0. 0297 40. 017 =0. 034 mg. w. (my) =0.034/

(2)

wh

(2. 140 32X1 000 mg)=1.59X10°,

ViR b 52 25 W AR T AS B 22 B2 R 0. 029 mag,
ROV 52 MR 22 AR ME R B 2 JE R 0. 017 mg
CRED S TERRFE KT 20 g I, RV 7R (3R 2
9 0.06 mg ., Fic B 5 3 A FHE R 2 10 b5 HEAS B 5E
J¥ 4 0. 06 mg/y/3=0. 035 mg, T LAV MR Fk & 1 b
WEATSE BE wGny,) = /0. 0297 +0. 0172 +0. 0352 =
0. 049 mg, FHXT AR HEA B E B wa Gmyy) = 0. 049/
(100. 148 631 000)=4.89X10 7,

25 b R TR oA O BT R X A
AN E R

urcl(wl) - MECI(P) + u%cl(nzsol) + u%cl(mliq) -
3.36 X 107°
(2) Vi 6 e B B TR B U TR T A Y S O R
uCm,)

FEFRAE L R T 20 g BF, ROVFIREH IR 22N
0. 06 mg., ¥ HRI3 &) 3 A7 Ho 13 25 0 A HEAS 0 J3E
0. 06 mg/y/3=0. 035 mg., {4 #E I 4% FR 1 V4 I (1) ¢
YEAHHE BE R :uCmy ) =/0. 029° +0. 0172 4-0. 035" =
0.049 mg., A~ FE 7 24 75 A8 19 Wk 5 5% IR 8 IR
W5 B 4 800 mg, WU 5| A B AH X A o AS 1 A BE
H st (my ) =0.049/4 800=1. 02X 10 °,

25 b TH AR VR B R T A 5 A R X A
AN 5E BE N

g (my (K, Cry, O;)) =l (wy) + by (my) =
(3.36 X107°)* + (1. 02 X 107°)* =
3.51 X 10°
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4.2.2 U AR B IR AP R 51O RS AN B E
{iF A Y R A R A% R B L B S R E
FERCHIWEE o0 5IABA 0 E B A FE ARV, 5l
A WA R B

() o L % TR T AR I YA 8 5 | AR A
i u(p;)

uCm,)

HERAFRI 4. 684 14 g WH KRR T 100 mL

b K B ZI &V, (100 mL) . 5t
IR BRI TR oo 1 g/L.
o = wim,/V, (3)

K e Wi BB TR PR IA WL BT VK . g/ Ly wy s WK
TR A R BT i 4 B mg/ g s s FRIBOHK B B R
PA WA TR g5 Vo A AR, 100 mL,

P A TR AT T o) 1A R X AR HEAS B o
BEN wa(w)=23.36X10""°,

KAF-FRE IR 224 0. 05 mg, $ 145) 73 Aii Hoik
2 WA HEAST 2 FE Ry 0. 05/1/3=0. 029 mg, K
AU E SN 0. 03 mg., #4224 5 3 Al HoaR 22 /Y b U
A EBE N 0. 03/V/3=0. 017 mg, ZEFRFE A 0~
58 RFEMI/RMEIRZEN 00 mo B AR HEAH 2
BEHR :uCmy) = /0. 029°+0. 017 =0. 034 mg., #
XS A E AN 5 B R s e (amy ) = 0. 034/4 684. 14 =
7.26X10°°,

100 mL A 9 %5 8 fi fx KR 22 £0. 1 mL,
Fie = ff o3 A Ab B 75w AR HEAS B 2 BE Ry < 0. 1/
V6=0.040 8 mL, HIXHRAERHEE N 1w (Vo) =
0. 040 8/100=4.08X10"*,

2 b TR R A U A R BE 51N I R X A
ANH A BE R

Urel ((02 ) -

ufel(wl) -+ ufel(mo) + ufel(v()) -

(3.36 X 10°)2 4+ (7.26 X 107°)? + (4. 08 X 107)? =

4.09 X 107"

() V, 5l A EE u (V)

0. 1 mL MR HEFE R . e KR 254 0. 002 ml,
Fie = S oy A AL B L 51 AR HE AT 2 Bl 0,002/
V6=8.17X10 " mL, A 9 Kb A 2
JEHR /(8. 17X10 12X 9=2.45X10"° mL, #
X BR UEAS B 32 BE K 2000 (V) =2, 45X 10 % /0. 837 =
2.93X107%,

?/?J: {l%%%fﬁﬁ%ﬁa’t“? i 5| A AE X A 1

U (my) =

uia (o) +uia (V) =
(4.09 X 107 4+ (2. 93 X 107°)* =
2.93Xx10°

4.2.3 HAEE IR DB A A E E
uCm) B A5 08 AR W AR R A R &

104. 143 mg, u(m, ) =104. 143 mg X 3.51 X 107° =
3.66X10 ° mg, M FEM EAS TR 0. 837 mL G M)
TIH # 0.837 mg M B 4% TR 841 ¥ W) » ulmy) =

0. 837 mgXx2.93X10 *=2.45X10 ° mg, u(m)=

(3.36X10 ° mg)? +(2.45X10 ° mg)? = 4.16 X
TH A6 H B R S o 5 g | A Y R X AR
AMEE N:ua(m) =4.16 X 10 */104. 98 =
3.96X1077,
4.3 MESINWAWHEE u(m)

KPR R ZE N 0. 05 mg, %3 5] 73 A Hoik 2=
AR BR VEAS B 22 BE Ol 0. 05 mg/y/3=0. 029 mg., K
MY E M 0. 03 mg., $% 34 5) 43 A H 5% 22 19 bk i
AHE R 0. 03 mg/y/3=0. 017 mg, fEFRAE A
0~5 g KFM/R(E R 224 0. R 10 A5 1A i
R u(m) = /0.029°+0. 017 =0. 034 mg.
g (m) =0. 034 mg/ (300. 510 mg) =1. 13X10"*,
4.4 HHEMNEFRESINWARAEE u(A(U))

AR - R N E B 1.0 X100,
PRI 5 oA AR MEAS B 22 B s w(A(U)) =5. 77 X
1077 o AR AR T AS B 28 T2 2w (A(U)) = 2. 42 X
1077,
4.5 EEBRHAENSFRESIANNTIREE
u(A(K,Cr,0;))

TR IR PR X 43 ot £ 51 A B A X AR EAS B
EEug (AK,Cr,0;)) =0.001 45/294. 185 =
4.93X10°°,

5 ARRERHEE u

PEAE Y A5 30 2 BRI A5 A W 2 Gy BT
F 2. BN BTAKE. wU) KX & BbR A
B R FEE o) N BORR HEAS B0 5 B o) 119 3540 2K
CONGIR

10 ° mg,

g = ula () + uly () + 2y (W) + 2 (AU)) + % (AK,Cr,O;)) = 1.31 X 107 D)
u=1.31X10"X84.795% = 0.011% (5)
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Table 2 Idicator uncertainty and value of quantity
i H (Item) A (Value) u Urel
s 0.0113% 4.59X1073*% 5.42X10°°
my (K, Cr, O7) 104. 143 mg 4.16X10% mg 3.96X10°
m 300. 510 mg 0. 034 mg 1.13X10°*
ACU) 238.028 9 5.77X107° 2.42X10°7
A(K;Cr,07) 294.185 1.45X10°3 4.93X10°°6

6 TRAMEEU

WSV BEAGAKT k=29 A& U=

EXu=2X0.011%=0.022%.

BV R A7 978 2 10 5 R vfE U O R 19 4k 8 6 4

Mregs R w(U) =(84.795+0. 022) % , k=2,

7

% it

Xt 300 mg #F A - 1% T7 I BT AR HEAS B 2

JEON 1. 31X10* FE VA Y BT A7 N2 b R il 18 AR
A Xt AN 0 E B2 114 5 0 e R U O U Y E AT
P o 5 Ja 2 T PR T A R B0 A L LB R T 22
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