LR 4
A Hydrometallurgy of China

Vol. 43 No. 2(Sum. 194)
Apr. 2024

DI g X S Eese et ik ikl ik 1
J\SAAE =Tl )

e Rt ik AL SRR AN AR RS,
x jéﬁ 950} '].}‘{,44 aj%iiig)

QT = =OWr5Eir, i/ K> 410007;
2. W FE A AR O P P SRR S 2R A R TR R R G R K YD 410007,
3. =O =, Widt B 430000;
A PAZH AR A L b st 100013
5. T EJEFRE T ARRA R JE5T 100032)

T - Sy T A DR AR Bl 5 SR o o A e R e sk ) R o R U RO XS R S o R T i Pk
SR B AR AT T PRAR S X A O 2L T S L A e DR R | 2 R R R B A
AL BRAC PRI T T ARAR B B0 T X OB H PR HL IR L 40 e AR AR L D VAR T S 1 JEE (20D I i ) S AR T A
P 31X 05 2 RS % B R R PTRE R SR EAT TITAG . S5 AR Ak TAE MR A O R 0k 0.999 6.4
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1 AR5

NEEi% &
Axios™ I KA HE X5 2k 966 6 AL (i
R 4.0 kW, e KL L 60 kV, i K HL I
160 mA, SSTmAX #4228 o % 5% 48 X oL &,
SuperQ5. 1A 3 . S K6 & R 4. 4 B i [
B~U),fif 22 PANalytical 2 & ; /0 #F K3, K &
0.01 mg,f[E Sartorius 23 A,
1.2 ER AR R A

B HE N =R

PR UE - /\ SR A — il Bl R 2 T R
AYHT AR ME Y B GBW04205 . GBW04201 , & {H #f
17 FO R Wl R . SRR . 38 R 43 T 4l ik TR R
(SrCOy) . 4 FEAE T 99, 99% 5 &R 4l FE i T
99.99% s /K N IR EBE TIK.,

F P (Mylar)  JEEN 6 pm, —FE 0 T8
i 61 J6E 5 SR A R A 5 VB AR N S H A 9B
AL IR e B 2 R BT, AR 37 mm RS, N

1.1

2 40 mm, AN IR BT, AT B A A R A IR N,
TR BFER
1.3 REHE
1.3.1 HAmarae

ERA FR BCRE 5 1. 00 g RS 1) 0. 10 mg) |
105 CFHEF 4 h AYBR FR 28 0. 600 g (X W £
0.1 mg)F 250 mL #E I8 i, F 2> & 7K v ik i
BELMA 15 mL BEER AT 2 mL iR s KSR E T
T s b R AT i B E SE BT LRSS TR A
WE% F , pPEAREE A K 2 100 mL 21 BEAL , fin A
10 mL 4 /R ; PR #ETE & T s p 1, i
10 min JGBUF , pPEARBE /K 2 200 mL ZI & 4k,
FHRE P FE 2 B £ 1 min, 72 8L T FE B —
SRR IR A R U W 20 g, BT AR SRS R
Rl
1.3.2 H@millE

e A E PR A X 0 2ot ot
TSI 22 FE G JC R 43 BT R E DI E Ak R L
# 1,

1 UBEWESME
! Pesk e, JET B 20/() Jok e e 2 t/s
SbEek ik AR F - U/kV I/mA
FLRE /pim Wl IPE 1 R 2 LL UL M TR 1 WE 2
U La  LiF220 150 HiperScint Al 200 60 60 37.266 0 —2.4728 1.4104 15 79 50 10 10
Sr Ka  LiF220 150 HiperScint Al 200 60 60 35.796 4 —1.0098 2.8648 15 79 50 10 10

2 REER5ITE

2.1 HRELEEERNERE
2.1.1 E@EAR

B T 10 56 4 s R TE B0 v 6 0 A A R 4R
e PR A B T AR R i N B O, R
3 FAS TR I A 7 3Ok /NSRSl o 2R A7 T A i
L g5 R Ik 2,

R2 FREBAXKHBER

TH R 5 2 wyyz (U /% TH AR
) W kAT,
filf i 83.23 X
i Rl 5 4 it
N i ARG E & a
- = 83.75 R R
L VE . B T A R AR AT % i
NSl é 7 T ’»‘7‘?
- 83,74 W O 2T AR B ULTE W R

TR 52 RO 5 Ik 55

H 22 2 F o Al R 1A 3R B 00 S 5 B S g o
VR W I B LLAR ADTTE W L 45 A SCER (8]
T 5 0TI TE 0 A i TR AN S A SO R ) 2
i AV 5 i TR - A0 S R A AR BB A A EDin AV i) ot
K, HIRT S T 2 R i 3 55 & 10L& Dl 3
TH e X JEE 5 i R - TR VS A VD EC , (] B 7R T LA 4
I W S T R A o B AN g 7 A W SR A T
Flf 35 50 A, VS WIS 50 - R I R W TR 1R R T Ay
TH A0 A Fe A .

2.1.2 HESRDI

S3ATT fe P kBT R T A g I 5 R i FA
TH A 2ok B P IS WO S IR SR 0 R A R AR B R AR R
S 5 R LR B A LA BEAR L HETE L 3
. g L e . I EJ277--1986 L GB/T
11848. 12008 rf1 ¥4 5% HIBE AR A B L 1 50 RS 15k
HE SR R B S8 e 097 20 B2 e VA AR . TR
FHPIARIEN T R RIS 28 AR BN — 3R 2 ok
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PR 22 [ B SRy S o 9/ V5 TR B e 450 Ok R D D
PR N 53X 04 42 oo 0 U XU L S SR FH 2
SR R A% LB R FH U A A R Py 20 B Y AR M
i T o T A RO 2 % ook R v A VAL R R 22
A 100L o X F KRR 5 5 h B 25 /N T
0.2 % W ZER RIS 1% (0. 05 mL) #B 2 L Ny
BRZE I R, R R T R R e R R
W R OCEE, W, AREE A e A DR —
HETE M R Ak, T Ak T BRVE TR L VR N BT 45 1
5, 38 A Atk A A
2.1.3 HMERERE

TH A Tk BE 32 B SRS R i B OB R e T
JEIZ Bl Lk ) 20 ks 1 R RR ks BT AV IR B VA A
ATk #E 250 CARIREHE ., g &8, R ]
W R - A BR AR R AE R B R 250 “C Y. 24 15 min A]
PR ST RIS S . 5 IR EIE Y A KT A
Vi) 5 fige B AV JEC , 1250 A A 3 A B 9] 24 20 min, 7]
it Aff R il R $R BR8] 24 10 min,
2.1.4 EHFE

2 o B — i - R ER AR, AT TR 3
FE b o R 22 i IO MR G, XS S i o et 27
PGSR B 5 15 5 o PR — e 7 XX T A b i 5 3
WA 22 P B, fFL 22 S RS 0T R 1 it ok AN R T AR
J5 R R T RR VA TR PR L L e B 2 A AR [] A Y 52
0 25 A2 PR E AT R v e, S5 R LR 3.

R3 EHEWMEEERRBER

FH— U 38 RE WA 4y i W RV WOFE A 10,15,
20 g TE B0 2 WA 2% TAE & F il U ik &
(TCU))FN Sr s®BE(I(Sr)) M B LS R L3 4,

x4 TEAHERREN UM S BEUELR

DE FARE S B /g 1(UD/10° I(Sn/10°
10 404. 410 398. 309
15 419. 659 413.876
20 419. 002 413. 254

m&4 BB FERBEM 10 g WE 15 g /Y,
U Fil Sr 58 B Fb i s A il BT 52 =15 g B, U Fil Sr il
JE 5 B ST B A1 8 B AR 8 B i Ol 15 g AL U M
St PYRFAE S 258 B T J0 T 28 33 VS W, 1 VR GR B A
FURERE . Z IR AR A S BRI oy 78 55
K ER R it T il B B LR R R B A AR AR
TEREI 22 FAE L BT i 20 g,
2.2 NENEXGEHHE
2.2.1 HXBRE

3R R X A A Y A HOT
Y T2 AR A i 46 AT 568 5 B o R S 1 R AE
X JEL W AR T 43T, AR R E B RZ
— AR EE 24 80N R 8R4 T
PR AT Rk S T & 1Y AR 2d JaE
BRI 5.

x5 UEREMNRE.2dRERTE

A P RS / o o T 2 355 1) 1) /

3.6 8

6.0 20

M 3 AW 3.6 pm [ 22 Fr I 6l 1k 4
2Oy RKEWWGE. mTHEBRS UM Sr ki
FEAE T 255 5 B AR LA e A e ik S
6 pm AR, (BTESEPRAE S AR AR A b A7
TE 22 PR i ZL B8 0 o DRI I 00 Bt I 5
B S AR T 1~ 2 min, WEL R IR 40
T V8200 I AR AR AR, DLORIEAL 2842 4
2.1.5 MNERAHERRE

X S RAE WM T 25 5y 28 3% 3K 90 vh v S 1]
AE DR UE A 35 3] T PR JRE B2, Lk O N 10 AR E T
SWARTR 22 Sl R iR 25, I —Fh AR v T
i = ST TPy R A W 5 e A e S A

T
EEEN 2d/nm

K Z& 4k L R4
LiF220 0. 285 Te~V U~La
LiF200 0.403 Te~K U~In
Ge(11D) 0.653 Cl~P Cd~7Zr
InSh(111) 0.748 Si Nb~Sr
PE(002) 0.874 Cl~Al Cd~Br

PX1 5.02 Mg~0O

H % 5 & tH: LiF220 F1 LiF200 /& & & H F
U Y Lol BE£E A Sr 19 Kol i858, LiF220 Fh ik 1
2d fH/NF LiF200 fh A, LiF220 {4 R4 4, 5
LiF200 S HF iR B 0. %83 U-Lal fil Sr-Kal
MARABIG L Wb UL S & B RS e b
U.Sr tHE &2 T4, 5 5 3 BERE ), 4% LiF220
VER 43 b ik
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2.2.2 XRXEHBERR

— i Hby X T T AR R G Rk
HER 2~4 f5%7, U M IEE L Lal KA
0.091 1 nm, G F ¥ A B IER 21. 764 kV, TAEH
JEJ Bl A 43. 528 ~87. 056 kV; Sr Ay 45 1iF 3% £k
Kal 3% K} 0. 087 5 nm. I R & B &N
16.101 kV, T fF 8 J& o Bl K 32.202~
64.404 kV, 5% % T XRF 64 78 AN T1E
HL S R A5 1 T il 7 2 D it B AR AR I 100 25
mE 1 s,

900
—e— 60 kV
— = 55kV

& 700 —a—s50kV

®

= 500

et

# 300

100 1 1 1 ]
30 40 50 60
H it /mA

1 $HEARBR BETHRLEZETLMNL

M E 1B XRE B8 TAF A A 4 A
T Bl F U G KL O B S K E XRF R T
PO R () 2% 10 B P R 38, 5 5 R L S R
K BT BRI 1R 22 L B S TR L R
$E U Sr B8R, LHE AxiosM X A
KB 1 X 42 298 0 6 1% A Y Je K K LR R
60 kV. B RINZ N 4.0 kW, 454 U I Sr &
JEJE R IE S % 06 XRE 52 Al ek i g U
1 Sr TAEREY N 60 kV, TAER I 60 mA,

2.2.3 KIEME=RAE(20)

WA A ¢ 2 % Sk, LiF220 Sk 2d =
0.285 nm, U M Sr fFFI% L 7E LiF220 K45
T B (E B S 20 WL 6.,

X6 UM SrEEIES 20

SRtk B K 2d/nm JEE T 20/
U L al 37.302 1
LIF220 0.285
Sr K al 35.802 0

1T ERBE AR 55 A7 7 25 01 (45 300 ff B A
SR A AR — 5 I 22 » R b 3 i Ak B 5 L
B U D Sr % W04 7308 18 91 1006, DA ik 06 e
A S S B W (A R BN 20 43 S R 35. 796 4°
(Sr-Kal)»36.266 0°(U-Lal),

T HCES 5 1T R T 2R AG R R o g R
— i 7 3 TG % 4% T e L D e A SF Y A AR R T
FH% JEF U-Lal Al Sr-Kol N A0 4B £ .
I, EFE A F AN AR AR 1 06— 3 (0 - 35 4b S 5. U
Fl Sr I 2 AT 5, M G 1 e 4R
ZoAT AN 3% 26 T P, 00 A 75 5 AR B 20 43 0ok
34,793 2°H1 38. 676 4°,

2.2.4 MEHRME

D5 B () %o 3 B G 1T R 25 R AR BR A R
M 22, 3 24 4E K ) S s [ ] 4R v I A R A %
. e bR AL B kA T O o B B
B4 20 mL S WRE T 4 DA, 3% Bk
U B[R] 10,30.50.,70 s 52 Bl 5% B, & 2 90 5 6
U T A B ) X6 00 5 %5 SR RS 8 R 1 5% ) 25 2R DL
=7,

x7 MNERBXNNESERBEEENZIN

D7 B I /s 1(U)/10? I1(Sr)/10° AH B HE 25 (RSD) / %
10 417. 14 417.00 417. 28 417.02 417.12 417.57 417.19 0. 050
30 417. 32 417.24  416.97  417.18  416.98  417.17 417.14 0. 034
50 416. 65 416.79 416. 90 416. 81 416.70 416.52 416.73 0.032
70 415.88  415.89  415.33  415.37  414.78  414.26 415. 25 0.153

H 3% 7 F 0 B FE<S50 s DX JR] Py B
JE I [] A2 4, AH X AR 7 D 22 (RSD) £ T [ #a 3, 150
W 2 45 SR K 5 R B R B ey 5 L) S B ) A G %
70 s BF L RSD K F & . id B b i 0 s A o B AR
K, 3 32 202 B A K, A A IR R A

VS WRICHS 23 B e AR T 3. 2R A R i E
W2 B 1B 2R 50 s,
2.3 TiEMi&

FREUPR fERE S 0. 93,0, 95,0, 97,0, 99.1. 01,
1.03 gCR§ %] 0. 1 mg) » [A] I FR BUK R 450, 600 g
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CRERfE] 0.1 mg) ., #MR 1.3, 1 A B8 ikl nL A e 4K
T X G 29 661 SO o gl o BE . DAl / SR
JE L g f e b il ot B O Ak bR 2 TARE 4
SR 2 pioR . ATUUE W 7R TAE I 7
K y=69.527 0x—4. 802 4, & B AR, LM
KRELR=0.999 6, 156 B4l /5898 BE Lb X 40 T i
BRI —REERR,
2.4 HAENRBEE

TEHL 6 A AN [ AL i a2k 1L = gl RE
BEASHERBE S 20 BIAREL 6 43, 4% 1. 3. 1 2 B AN
DAk B T Ah LA AS 25 0 58 5% 1 25 4% T TR I ORG #
JE A5 RSAT LUE Al 45 R RSD

TE 0. 029 % ~0. 056 % Z [6] , Ui B J7 % W 4 2% B

B

88 -
w S0 $=69.527 0x—4.802 4
D a4l R*=0.999 6
@ 82
F
80 -
78 1 1 1
1.19 1.23 1.27 1.31
ah/AR TR
E2 #.EaEtE5HRENEEXR

R8 FEMBEERRBER

R w(Wws /% T wWme /% MM HZERD /% RSD/%
HS1  83.654  83.622  83.630  83.635  83.683  83.677 83. 650 0.025 0.030
HS-2  83.847  83.834 83,889  83.823  83.845  83.812 83. 842 0.027 0.032
HS-3 84.097 84.025 84.061 84.018 84.056 83.997 84.042 0.036 0.043
HS4  82.575  82.522  82.488  82.491  82.512  82.521 82.518 0.031 0.038
HS5  84.756  84.781  84.729  84.651  84.778  84.745 84. 740 0.048 0.056
HS-6  84.197  84.154  84.142  84.165  84.136  84.132 84. 154 0.024 0.029

2.5 FHERERE

PREC 4 PRIV BT (B 2 S 5E (ERE) H5 R FIRE
A PEAT N E L R 7 K e AR A5 R L 9. Al
VLA W AR 7 5 DN 45 0 15 s o ) Jo 4 77 {8 22 1)

FEX i 22 <20, 027 %0, W 12 52 5 o 47 vh LS A M
sty 14 00 2 {55 o A (L i 22 41K T 0. 106 9 225K L i
R 7 1 R f R 5

R AEMEBERRBRER

Fs HE B 5 4 w(W s / % T Wy /% wWgs/% HH2ZERD) /%
GBWO04205  84.723  84.752  84.723  84.696  84.685  84.698 84,713 84. 711 0.002
GBW04201 84.703  84.683  84.781  84.778  84.724  84.745 84.736 84. 754 0.021
EARE 17 84.624  84.632  84.699  84.673 84.616  84.635 84. 647 84. 670 0.027
AL 27 84.652  84.675  84.607  84.699  84.597  84.566 84. 633 84. 650 0. 020

2.6 FIEMAEME

Sk 98I 7 0 AT SR L Bl 20 S HE VA AR
RIRE S 43 0 SR P AR 0k R R AL TR R AT
I 30, I 1153 2 by i B e % i 22, 45 2R DL 3R
10, ATLAE H L2 b 3 i e 45 R AR — 3, 4
X 22 AE 0. 003 % ~0. 093 % 2 6] , 2 B % I X 4
2R 9 6wk DN A8 Bl A0 O R MERR AT AR LI R S P R
)y ik 2 (AR /NF 0. 2% Y BER

2.7 AEMER EXTLE 5

AR ZE /9 1 554 KM, 435Ik A X 4R
51 s RN HL AL TR S AT R H I e i g
ZERWE 1L, ATLLE M 5B ALR & EAME . X
SRR N 1 1 AT s /0 i R FE RN Ry B AR R
28 RS R A 3h Ak K F L 4 B i) Ta)
AN 175 min 45 %6 % 35 min, T/ER R EH
5 1.



A3 EH 2 W MR R AR A X RSOOSR E O\ S = e 211
Fx10 FEMAEERBER
w(W s / %
B o5 2 % w22/ %
X S &2tk ik CER AT DAERVS
HYG-1 82.369 82. 391 0.022
HYG-2 83.462 83.501 0.039
HYG-3 82. 954 82. 891 0.063
HYG-4 82,493 82. 407 0.086
HYG-5 83.161 83.099 0.062
HYG-6 84,671 84. 684 0.013
HYG-7 83.780 83.758 0.022
HYG-8 83. 544 83. 541 0.003
HYG-9 84.090 84.042 0.048
HYG-10 82.433 82. 456 0.023
HYG-11 83.056 82.998 0.058
HYG-12 84.198 84. 289 0.091
HYG-13 83.061 82.974 0.087
HYG-14 83.118 83.075 0.043
HYG-15 82.163 82.126 0.037
HYG-16 82.453 82. 36 0.093
HYG-17 82.012 82.055 0.043
HYG-18 83.996 84.083 0.087
HYG-19 82.893 82. 823 0.070
HYG-20 83.569 83. 625 0.056
F11 2#AENIRBER
Ei=E 7N X Bk 986 et i (R %) B A7 T o
9 <0.056% <0.1%
2159 T AR 15 mL B A 12 mL fi§fR 40 mL B§R .20 mL BiAR K it AL E )
(R E= UNIEE S AN IR S A pN
Z IS PYBR I HIETH TR E R E OR R T SZ IR BT A/ ™A R R A RO A R R
RN B T4 8 i R A7 LZEIN F iy
17 7 =0 LA e B A AR5 Tl 27 27 ) 7 2 0
HAATE iy 3 BT I 1) 35 min 175 min
3 EB . AU AR M B Rk 2 B LiF220 &KL 24

D IE A 5 5% 1R Sr T X B REE
PN E BE AL Bl R DT . R AR AR
H L FRRE SRR R 34 75 [R] — S TR 52 Bl s >R
PR R AR & .78 250 “C R i # 20 min, fif iR
SRR 10 ming BE#% 6 pm Z2 437 5 5 78 i1 1 FF
T Y R R A O IO R 20 g AR DA

0. 285 nm; TAEHLYE 60 mA . HLJE 60 KV il & i 1]
50 ssE SRR 20 35128 34. 793 2°.38.676 4°,

2) LB TAE M 2 Ze MRl OC R B 0..999 6,11
TE L5 AL AR R AR 1 O 2248 T 0. 056 24 45 % BE
JE S5 FE SRR UEY) BT (B 2 (B AR AT 158 22 <<0. 027 %6
TR R 5 0 2 0 B ) e 25 SR AR — 3, 4
SR ZELE 0. 003 % ~0. 093 % 2 [a] , e 1] 5,
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Determination of Uranium in Imported Uranium Trioxide by Wavelength
Dispersive X-ray Fluorescence Spectrometry
LIU Jinliang'?,ZHANG Xin'?,LIU Chao'? ,SONG Maosheng'*, YAN Feiyan'’?,

ZHU Shuguang®, WANG Long"',LIU Yue', YANG Liyuan’
(1. Research Institute No.230,CNNC,Changsha 410007,China;

2. Hunan Engineering Technology Research Center for Evaluation and Comprehensive
Utilization o f Associated Radioactive Mineral Resources ,Changsha 410007 ,China;
3. Hubei 303 Warehuose sWuhan 430000,China;

4. China Nuclear Uranium Co. ,Ltd. ,Beijing 100013,China;

5. China Nuclear Energy Industry Corporation Co. ,Ltd. sBeijing 100032,China)

Abstract: In order to meet the accuracy and timeliness requirements of natural uranium trade
reinspection, the working conditions for determining uranium in imported uranium trioxide by
wavelength scattering X-ray fluorescence spectroscopy were optimized. Suitable digestion methods,
digestion vessels, digestion time and temperature, mylar film, sample quality for determination, and
other sample pre-treatment conditions were selected for optimization. The measuring conditions of X-
ray tube voltage and current,spectroscopic crystal,wave crest and background angle(26) ,measure the
time were determined. The precision,accuracy and reliability of the method were evaluated. The results
show that the linear correlation coefficient of the working curve of the method is 0. 999 6, and the
relative standard deviation (RSD) is 0.029% ~0.056 %. The relative error between the measurement
results and the recommended value of the reference material is <0. 027 %. Compared with the titration
method, the absolute deviation of the method is 0. 003% ~ 0. 093%, the results are accurate and
reliable,and The efficiency is 5 times that of titration. The method can meet the requirements for rapid
batch analysis of imported uranium trioxide samples.

Key words: wavelength dispersive X-ray fluorescence spectrometry; uranium trioxide; determination;

uranium;digestion





