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Determination of Pu( V[) in Spent Fuel Solution and
1AF Feed by Absorption Spectrophotometric
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Abstract: Plutonium is the most important product in spent fuel reprocessing. The content
of Pu(V]) in spent fuel solution and 1AF feed affects the recovery of plutonium, so it needs
to be measured accurately. In this paper, an analytical method for Pu(V[) in 1AF was estab-
lished by absorption spectrometry. The detection limit of the method is 5. 8 mg/L, and the
recovery are 103% and 96 % respectively. Total plutonium content was verified by using the
spent fuel solution and 1AF feed with burn-up of 45 000 MWd/tU. The determination
results are consistent with those measured by Hybrid K-edge/XRF densitometer method,
and the relative deviation is not more than 3%.
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XPER AN S B B R T I

TEZ WVRHE RO 1AF T2 5 UCVD 9 B S
PuCIO W EE Y A A PRI 5 125 19 328 95 P 220K 3R
Wim. L F T K. RIECA N THEY . &
700~1 100 nm[X 6], UOZ" ¥ A MUk, PuCIV)
FEAZ DX 38 1) W WL AL 4 ) A 854, 1 070 nmj
PuC VD) (WA 53] 2 : 831,953,983 nm.,  [A I,
K 800~850 nmX [A] A L AR 47 1 SZ B PuC V)
A 2 S & B 1 43 A AT LA AT AR S U (VD
PuCIVO X PuC VDM E 1) 48, BFERARRBREE T
S [E s E] p9 PuC VD FPu V) B M, DR o I
FERI & A5 1. © AR TAERYLFE 0.62~
5.55 mol/L fif iR ¥k & 5 [l N, Pu (VD) i T 831
nm 4b {9 BE IR 1 06 R B (o) AR LA K L E 454N 3
R 25 Y BE IR T O &R B 20 AR KL N 114 L/
(mol + cm) #| 15857 ,287. 90 (313 9)" [473.5 L/
(mol *« ecm) ™, H 3] 550 L/(mol « cm) ME A,
Pu(IV)7E1 070 nmih [ 8 /R 15 96 R E07E 6 mol/L
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TR TEE TR O 2R 038 Ak ke AR 5 i) Ay S IR 5 T
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K FIGET 5 e AR 45 46 i F2 ORI %« o b 27
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A2 g/ LAHFRERNAR 1 g/ L SRS .1 g/ L NpO, (NOy) ,
Bl 14 mol/L fi§MR % W . 10 mol/L & &R , 73
v 2 16 245 42 AT b 5 Ak 27 300 2 | il 1R R s SR
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TG R AR 5T, BRI Y B 5 B AR AR T B DL A
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F) S K R 2K
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R N 1 mol/L WA .
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e B2 R X RSO GEIE .
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F 1 1AF B P PuC VD) & &5 IE B bR AR b 82
Table 1 Standard sample sets of Pu( V[) quantitative calibration model in 1AF feed

No. o(PuCVI)/(g+ L1 p(PuC(lV))/(g-L"1) oW /(g L1 o(Np(V)) /(gL c¢(HNO3)/(mol « L™1)

1# 0.318

1#-1 0. 265

1#-2 0. 227

1#-3 0.199

1#-4 0.177

1#-5 0.159

1#-6 0. 144

1#£-7 0.132

14-8 0.122

1#-9 0.113
1#-10 0. 106
1#-11 0.099 4
1#-12 0.093 5
1#-13 0.088 3
1#-14 0.083 7
1#-15 0.079 5

24 0.047 7

2%-1 0.038 2

2%-2 0.031 8

2%-3 0.027 2

284 0.023 8

34 0.125 2. 820
3#-1 0.114 2.564
3%-2 0. 104 2.350
3%-3 0.096 2 2.169
354 0.089 3 2.014
3%-5 0.083 3 1. 880
3%-6 0.078 1 1.762
387 0.073 5 1. 659
3£-8 0. 069 4 1. 567
3#-9 0.065 8 1. 484
34-10 0.062 5 1. 410

3.00
4.83
4. 14
4. 50
4.78
5. 00
5.18
5.33
5. 46
5.57
5. 67
5.75
5. 82
5. 88
5.95
6. 00
252 0. 095 3.44
202 0.076 1. 64
168 0. 063 1.58
144 0. 054 2.52
126 0. 048 2.37
221 0.095 2.99
200 0. 086 2.84
184 0.079 2.71
170 0.073 2. 60
116 0.068 2.51
147 0.063 2.43
138 0. 059 2.36
130 0. 056 2.29
123 0. 053 2.24
116 0. 050 2.19
110 0. 048 2. 14

2 BR5®

2.1 SREEERPNHEHFTIA

BRAN 2SR 5T 3 BE R T W OO0 % U HE AT
N PuC VD 7E A R 75 W 1 3 210 A W SO 3 7R+
B 1. MR 854 nm 1 070 nm FfHE B PuCIV)
RRAE AT 25, HH P 831 nm B3 9 Pu VDD A 4
fEWE R . B Pu B8 @f 4k PuCVD
2.2 Pu(V)WAEMZMEER
2.2.1  fUESAF RN PuC VI BE IR W 5% 2 500 5%
M SCRRC5-9 126 B, PuC VD) 78 Al R 75 8 HF 1l B IR

TG R A AR 28 38K 3228 R R i T4
A PR (] WO B DN o 158 25 o DAL T A %
AR o3 BN 0 BE R IO R BGHAT IR . Bl 2 2
AT HERT B PuC VD W OGS . M 2 7T
PVE ) A 0 BE /N T 1 nm I, BT 3R A5 1Y B8
IRIHYE R B AES00 L/ (mol » em) A2 45 : AL 4% 43
PR T 1 nm B, BE R 6 2 8080/ 5 A% 73 P
FIRF] 4.4 nm B, HEE IR O R B 2 300 L/
(mol « eo) LT o PRI 5 52 B W o 75 226 Ok —
FE 43 HE AR A AT AR 3] S5 A 0 A I O AT 52
o A T B AR 23 BER O 0. 27 nm,
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800 900 1000 1100 1200 1300
WK/ nm

2.5 g/L Pu(V[)-0. 83 mol/L. HNO; .
JeAE 2 mm, 23 HEZ 0. 27 nm
Bl 1 SRR PuC VD AT 40 SM R YO 1%
Fig. 1 Near infrared absorption spectra

of Pu(V]) in nitric acid solution

[ 1 I I I I - e
820 822 824 826 828 830 832 834 836 838 84
WA/ nm

B R VR E K 0. 318 g/L.c(HNO;) =3. 00 mol/L
B2 A5y BER T SR R PuCVD 9 35 20 MR IO 3%
Fig. 2 Near infrared absorption spectra

of Pu(V]) at different resolution

2.2.2  ASERIREEXS PuCVD IR OGS 2 78
Jo AL R AE R I d5c Ay EE B A7 BT T S AN [
IR M B2 T PuCVD OIS #7058 . 18] 3 &
PuCVID ZEAS A B i R v W P R O3S . AT 3
ATLLE M BE & i IR Mk B2 AN 100 mol /L 3% Jin 51
10. 00 mol/1.,830. 60 nm &b 1 W 6 B (A) & W [
K. LA 1. 00 mol/L W BE B PuC V) iy B DG B -y 3
U - S ER MR A 38 1 mol /L, WG T &2 3%,
R IR Tk B 4 K 2 10. 00 mol/L B}, MG BE R [
% 0.295, k 1.00 mol/L B Ay 0.924, FRET
680 5 3 — J5 T« i % i R VA B /) B N 815 nm [y
WS AN 3 i A AR g & [ PuO, (NO,);

FRRFIE UG, T30 ] B A R VR B2 R 35 T2 B PuCVD
1 = AR AR AC & ) [PuO, (NO; ), ] #e B 3R,
B ARFFEEIAH 815 nm AR K [ PuO, (NO) T,

T AN i = il R AR T & 0 - T IR 45 H rp A A A
[PuO, (NO;), |, [t 8 R] {5 B9S2 B T B R
WECEY .

1.0
— 1.00 mol/L HNO,
0.9F — 2.00 mol/L HNO,
— 3.00 mol/L HNO,
0.8F — 4.00 mol/L HNO,
— 5.00 mol/L HNO,
50.7F — 6.00 mol/L HNO,
< — 7.00 mol/L HNO,
5 06 — 8.00 mol/L HNO,
5 — 9.00 mol/L HNO,
~ 0.5 — 10.00 mol/L HNO,
)
0.4
0.3
0.2

830 840 850 860

WA/ nm

800 810 820
1 em JE#E

B 3 ORIFAYERE BE T PuC VDD Y3 20 A G 3%

Fig. 3 Near infrared absorption spectra

of Pu(V]) in different HNO; concentration

2.2.3 BEFIEEX Pa(VDRWOEIE 2 %
VB R B A S AL AR R b S A TR
XFPuC VD) 1 W W't 3 () 5% ) s 2 0F 5T . [l 4 2
AN TR e BE e SRR VA MR O [R]85 -3 ) o Pu (VD
PRSOGB4 R Bl A S 0 B R K
VW PuCVID AL T 830 nm BT A 1A Wiz 06 38 ¥ g
R B RTT 0 W . R 1 mol/ L I
T i s 2 830. 74 nm, A=0. 968;2 mol/L I} iz
K i 2 830. 55 nm, A=0. 903;3 mol/L I} &
K el R 830. 42 nm, A=0. 88634 mol/L B}z

820 855 8:;0 8;5 840
# K/ nm
1R SRR BE AT B AR A I, Ry 1.2.3.4.5.6.,7 mol/L
B4 ARETMRET PuCVD LT 4% WOG %
Fig. 4 Near infrared absorption spectra

of Pu(V]) in different ionic strength
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K g R 830. 20 nm, A=0. 883;5 mol/L B}
R Y& f2= 829. 94 nm, A=0. 874;6 mol/L I}
KW Y & f2= 829. 67 nm, A=0. 853;7 mol/L I}
S el 829. 14 nm,A=0. 852,

2.3 Pu()EEREERBET

2.3.1 B IAF BESECH M 2.2 WAl LLE
L PuC VDD T8 A R 7 W TP 18 W' B2 25 5y 52 B il IR
WRER 2R, A i T 5 Ak BEORL IR i A R
S RGN 5 ) K L SR T A ith 2k el
VA 7512 0kl /2 B A SR R FH i e /) — 3 [
U9 g S R Y L AT D SE IR oy B AR A2
B TIRE » 70 bR AL o 2H SR Bl L B L R S FEL PN
RERER TG EET K. Wi 1AF T8
R il B BRI 4H 8 BC ) S 0. 125 g/ L PuC V-
2.82 g/L Pu(NOy),-220. 5 g/L UQO, (NO;),-0. 095 g/L
NpO, (NO;)-3. 00 mol/L. HNO, Byl 1AF ¥}
W PAFMBL TAF BHROGIE 5 55 Z BOBHA
PR W WSO 1S HEAT LR, BT 5. i &L S AT
830. 60 nm LLAYIE Ky PuC VD) BY W i g , {v; F 854 nm
F11 070 nm B 3 H Y JE F PuCIV) . Np (V) fif
T 980 nm B T Y W Wi e B . [R) IS Al T S T
JE LR BH-FH 4 & B 5 WAL T 992 nm A #5241
LAF BHE 5 H92 2 BB IR X HE T PuCVD

:éﬁl{wﬂiﬁ

— ﬁ‘ i 11
——Ff AT

860 9(‘)0 1 0|00 1 IIOO 1 2IOO 1 3I00
K/ nm
B TAF R 0. 125 ¢/L PuC(V))-2. 82 g/L Pu(NO;),-220.5 g/
U0, (NO;3)2-0. 095 g/L NpO; (NO;3)-3. 00 mol/L. HNOs ;
AL T IR B G I B S8 Z MR AR IO AL 4. 18 /L
Pu(NO;),-368.7 g/L. UO; (NO;)2-3. 15 mol/L. HNOs ;
R T ARG T R025 BHG B R 2H8h 3. 619 g/L
Pu(NO;3)-348. 12 g/L UO,(NO3)»-3. 8 mol/L HNOj; ;
R TG T #E— 25 JRRHE A RE &L Rl 2. 975 g/L
Pu(NO;),-289. 22 g/L UO,(NO;3),-3. 15 mol/L. HNO;
B 5 ML LAF RHEOR 2052 2 ok
S 1 WA 21 A I
Fig. 5 Near infrared absorption spectra of simulation

1AF feed and spent nuclear fuel solution

FA) W8 WA TP L S ) A S T S R S R P A
B PuC VD YW i A B — 3K

2.3.2 EEMREBMET SEIF K REMT
BRI R i RSO IS 5 Pu VD e BE R 17 56 B, 1
P 5 A 1 AT I R A B =X R i e/ —
e [0 P ¥ (PLS) #E 7 PuC VD) ¥k B Al ) 2 Ao
B RARBIRI ) S HOR T 6. H1El 6 WA A IEAR
AU R IEAREIR 22 (ox) A 1. 95 mg/ L, #2088 3 £i% ox
AN T B 77 i A I R R R 5. 8 mg/ L,

[ R T b (22 0,001 95; 126 R 4:0.999 8
LS4

»=0.998 4x+0.000 1

[=l
%)
(=1

o

L
e
o
G

f=]
N
=4

(Pu(VD) /(g
(=)

0

00 . . . . . . )
0.00 0.05 0.10 0.15 0.20 0.25 0.30 0.35
pay (Pu(VD) /(g LY

6 PuCVD & B A IE B S %%
Fig. 6 Calibration model parameter of Pu(V[)

2.3.3  FE1AF B A PuCVD R % % K
FEMENCE BCH] LAF RRRBRRE & L Ty v
A K 25 P85 R0 M0 [l s 38 0 45 R B AR 3. B
2.5 mLER3 48 MM EHF A 0.318 g/L
FIARAERE S (R 1 12 RE51)0. 25 mL.ig W E N 1,
B 2.75 mL 22 3 W 5 BRSO 0. 25 mL
WEREAR R 1 L RERD C R E N 2, 93 F 5 [l i
o, M FEhn 1 AR EE R 0. 051 0 g/L,
N 2 BRI Dy 0. 074 2 g/ L, F i [l fig %
A35R 96 Yo A 103 %,
2.4 EXHRNE

N7 JF 3 ST PR B A AR o AR Rk M 1o R
fiff P PuCVD BEAT I 4t 5 AR AT 9 1% 1 R0 43 A 45
FORTE 7. d1 &7 A] s U i O T Y
FRLR AR 43 A T DR Ay 3 0 Y A AN s SO 5 i)
G ML AE 5 > PuC VDD Y 5T a2 vk B I o 45 51
0.02 g/L.4r g il J5 R 1 X 920636 I & 45 2R Oy
0.019 g/L. & LR —2.
2.5 FERENNZE

AR DL E B g 2R % B A T T3
VO HR R S ) DU S SR A il B R Y 4ok
B I o
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Table 3 Determination accuracy of Pu(V]) in simulation 1AF samples
(Pu(V[)) /(gL o(Pu(V))/ b 1 Al 22 /
o, e o(Pu o Y A %
1 2 3 4 5 6 (g-L D (g+ LD
14 0.071 5 0.070 8 0.072 9 0.073 1 0.071 5 0.070 9 0.071 8 0. 000 99 1
24 0.046 4 0.046 0 0.046 8 0.046 7 0.047 8 0.046 7 0.046 7 0. 000 60 1
34 0.033 4 0.034 0 0.033 8 0.034 6 0.034 0 0.032 5 0.0337 0. 000 71 2
44 0.025 3 0.026 0 0.0259 0.025 3 0.02 0.026 0 0.025 7 0. 000 33 1
54 0.051 0 0.052 0 0.051 0 0.051 1 0.051 8 0. 050 4 0.051 2 0. 000 59 1
tar A [6] B 220 P WA WSO 3 5 SR P S %) A A T o B
O THRBRRE P BR B BT . A [R) SR B ] 3RS ) U
A AR TR 9. d B9 AR AR AL E L R
= R ™ Ry S N Ry .
1o ) 3 B 5 0 6 9 10 7 28 328 0 7 3 mim J
= . N § - .
e K B S5 SR s PR A 52 BRAE i D 22 5, 4504k 3 min
= D ol R A i 2V T I=N
=08 R A] I f AT O 1% 4
0.6r 0.6
1 1 1 1 1 1 1 1 1 J on
800 850 900 950 1000105011001 15012001 2501 300 \E 05 -
WK/ nm ﬁ - "
B 7 SRR PuCV) B 2T SOk 204
Fig. 7 Near infrared absorption spectra 0.3 : . ) . )
of Pu(V]) in spent nuclear fuel solution 0.0 0.5 s %A‘f’oﬂiéﬂW;E{/SmL 2.0 2.3

2.5.1 SEARR AT BRI S R ATy
T EVER I A B T 2R ORAE S Y R fE 4 B
AL R R A A I . 7R 4 HAE R
TP 43 0 T AAH [ R BRUER i 25 W (42 g/ L) L B
— DR ER BT 0.5 mg, Z 5 1A B — H A
MBS HIIA 0.5,1.0,1.5,2.0 mL 0.4 mol/L
BiF PR i B O 2 25 22 M () AR SR A R i Dl 0%
155 o 0 FH A 57 AR AT 300 DA 2 4 A7) Y
. B8 AN ) AL A BROEL B A4
Feo 8 AR X T AN 5 B BRI WORE o
MERE TR 0.5 mg, il A 0.4 mmol [ fi§ iR fili
B I A5 B A 45 R R 2 (H (0.5 mg);
Bt 4R 00 By B . BR S  E= A5 R b
EmEAR N RIFA BRI, FESEMN
LU 3] HE 45 6 R Bl B 5 B8 A BE JR BB Sl 200 ¢ 1 B
H .

2.5.2  AEAGET X R AR By R O PR IE AR
A58 4 DRI 5 28 0 A T Al 46 4010 B0 1 B () A7
5. 0.5 mL 1 g/L ¥hfif & W, A 1 mL fif
TRET VS EA R 2 mL7E 1 em B £a v ) 5

BB 0.5 mg,0. 4 mol/L ity R 4l 4% 15 W
18 4 Ak TR 2 Xk ) 2 495 2R 1Y) 52
Fig. 8 Effect of oxidation reagent

on plutonium measurement

0.6
o00.5
\E —py— n
i
\E\’
=
Fo04
0.3 . . . . . .
0 2 4 6 8 10 12

S A6 IR 5]/ min
0.5 mL 1 g/L BRfifi & K - 1 mL i R il 4 V5 VK
9 A D R B 25 8 0 3
Fig.9 Effect of oxidation time

on plutonium measurement

2.5.3 ESZWORNAMRBCP AR BRI E B
2.4 mL AYERA A T B0 H L IMA 0.1 mL Ay EL
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Table 4 Comparison of two methods
for determination of plutonium concentration

in spent fuel solution and 1AF feed

i 5 i i Tk Y
Noopu/ s o (T
(g« L7 (g+L D W2/ %
1 3.24 0.034 1 3.34 —3
22 2.63 0.016 1 2.60 1
32 2. 54 0. 040 2 2. 54 0
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