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Abstract: The technology condition of nuclear grade plutonium dioxide powder clearly
defined the necessary items and limits of impurity elements. In order to ensure the quality of
the plutonium dioxide powder, an accurate method for determining the trace impurity
elements in the nuclear grade plutonium dioxide powder is need to be established.
Experiment was developed with HNO;-HF mixed acid for dissolving plutonium dioxide
powder, with 6 mol/L nitric acid solution as eluent, and the strong base anion resin (256 X4)
is adopted for the separation of plutonium and impurity elements. Instrument parameters are
optimized by orthogonal test. Then the trace elements in the plutonium dioxide powder are
determined by ICP-AES. For the 50 mg PuO, sample, the recovery of the method for most of
the elements is between 80%-120% and the s, is better than 20% (n=6). The detection limit
of the elements is less than 10 pg/g Pu.
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PuO, ¥ K i & % it o & W & . ASTM
(C1432-03) bRk J7 10 I 6 BR VA M A s FH I B
TR B2 BT R M E T & @ ER i 25
P BUOCER o A TAERUR F 98 4 CR U 980 & 4D A
54N e s T AR L HNO,-HF B R % i PuO,
Ty Ao FH SR B B B 4 i (256 X< 4) 73 B B1 Al 4%
FRITE 5% Ag.As.Cu.Dy.Eu,Gd,Hf,Na,
P.Sm S5 0K HE 17 5L 56 AT 5T, i 5 1E 583K 5
A28 280, 1T ICP-AES Il 5 PuO, oK 33 F
R BT R o I3 0 D & JC 3R B I e Hh 2k &
AR CBRO XF 2% BT 0 20 2 1 T4 .

1 KIGERS

L1 {UERMigE

IRIS Intrepid I XSP/Glove % 1%, 3£
TIA 247, CID Kl 8% . 47 9 22 1 55 1k a4 . i i %
fea. HF-463B B 8 E 5 4 » F1367-ZnS [N £
kb AER . R TR LN
5 mm, PSR G E B S A A L AR AE K F 120 mm,
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Fig.1 Separation column
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R M W 5 B B B Rl £ 256 X< 4 kL
12 0.125~0. 25 mm, & ai K2 1 d, oy =
HpE & s 4k 18, 2 MQ » em; ik HNO; L il
T4l AU RS AL 2= R R W 5 TR R U
W s 11 mol/L. HNO,-0. 08 mol/LL HF B & ; 13 &
& TR RO 30 %0, R R B WS 7 5 R TR
OB /NTF 99. 99 %0 s bRET &, 1 000 mg/ L,
FE F AR T O
1.3 SHKRERE

AR 3 B B4 A B A v i A5 R X R
SIATICER IR FEARRT 3 BEE T LT R D ik 2k
2 2% A5 (6 mol /L HNO,) Fl = AR I8 5
SR RE DU 5, %0 (B B A OG5 S AL 1 0 T
ST R R O RESE ST 0 AT LK
W Tk S5 R T3 1,

Fz1 4%
Table 1 Analysis line
No. 7R A/nm | No. TR A/nm
(Elements) (Elements)

1 Ag 328.0 18 Mg 279.5

2 Al 396. 1 19 Mn 257.6

3 As 189. 0 20 Mo 202.0

4 B 208. 8 21 Na 589.5

5 Ba 455.4 22 Ni 231.6

6 Be 313.0 23 P 178. 2

7 Ca 317.9 24 S 182. 0

8 Cd 226.5 25 Sh 206. 8

9 Co 228.6 26 Si 251.6
10 Cr 283.5 27 Sm 359.2
11 Cu 324.7 28 Sn 189.9
12 Dy 353.1 29 Ti 323. 4
13 Eu 381.9 30 \ 309. 3
14 Fe 259.9 31 224. 8
15 Gd 342.2 32 Zn 213.8
16 Hf 339.9 33 Zr 339.1
17 Li 670.7

L4 tREBBRSESES

AR 3 I HE 2 MRHS b B2 B
BIR L oK 8 5 4% 0 R AR o s o B2 AR A0 B A e
WA 5T TG IR A AR s R D AR METT R O
W3 AL ARSI TR 20 X RARHE ST ZH I 0. 1 mL
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A 1.0 mL 455 HE W 50 1) BT 100 mL A7 5%
FAH 6 mol/L HNO, i E 7 2= % & . 4%
SIS AR SR IR I 55 900 Rk S5 O A

P (1 mg/ L) A& 45 (10 mg/L) o Horp o — A b if
PR CE SR BUC BT » e A% 2% 2 s o 34 98 1) R A7 30
HN1IAA.

#2 ARESH
Table 2 Standard group

o/(mg+ L~1)
2H 5] (Group) 6% (Elements)
= AR (High-standard) K #5 (Low standard)
5 — 4 (First group) Ag 10 1
5 —#H (Second group) Ca.Dy.Eu.Gd,Hf ,Na,Sm,Zr 10 1
%5 =4 (Third group) Al.As.B.Ba.Be,Cd.Cr.Co.Cu.Fe.Li,Mg, 10 1

Ni.Mn.Mo.P.S.Sb.Si.Sn.Ti.V.W.Zn

1.5 XWHE

1.5.1 FESEMR FRECPuO, £ 5 50 mg (HYEHA
% 0.1 m) & FIHMHEF . A 11 mol/L HNO, +
0.08 mol/L. HF R & A & 10 mL, i B 186 & 7
(160+£2) CHEM . WM EL 1 mL, WEMRIEN
FES A 1 mL ¥k HNO, , 7% £ 35 T, & & #:/
1%, FA 2 mL 3 mol/L HNO, , fin# & 75~
80 C ., it AL EHEAT IR M, R EREE & 6 mol/ L,
1.5.2 FE@ ke f a8 4 00 B S 4 AR
70 "CHY R ZEK BRI ZY 3 DREARBL 205 170 °C
9 6 mol/L HNO; ¥ W V- i A% . K 5 8 J5 1k
i PREFLE 70 “CYIMA B F 38 3 A N #4740 85 OF
A 6 mol/L HNO, ¥ (70 “CH k¥ 2 it &, ik
& 7T mL T A R U

1.5.3 FERINAE 4% BRANES TAE SR 1
PR AR E JT 43 ) R AT AR AR 145 Y % s s v Y
FE S XA B BT AR o il R . R R
12 ICP SEIE AL B A7 e & A X (DA &

1.6 ZHRitE
e e R SR AR (DR
_ V.
w = (1)

m
AP w, 8 IR 1Y 5T 23 50, pg/g (LA Pu i)
o FERIE R P IAS JC R 1 BT WK JE  me/L; VL B
l%zlllﬁiiﬁtl’m[l”n?#ﬁ?lqj%x:})ﬁ‘%’go

2 FRWITR

2.1 (UBEBIEEGE®E

oI TR 24 TR B £ . & 0 R i fE
D7 25 A AN A TR O Tl A 5 06 A 8 4 1Y [l
W3R OG5 BE X 5 43 BT 2 O R AT T 2 IR
DU R 2 =K IE 32 5256 . AR 4 SC ik R AIF R S s 5
TIE § 36 7 T 2 5 G R PR R L T A
JEEM Al As . HI.Ca.P.Sn.Sb.Sm. W JuL %
S R B T R AT SRR AL XA RS T R L E Ak
LB R AT AR AL G DR A T
K- SRR B R T3k 3.5k 4.
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Table 3 1.9(34) instrument operation conditions by orthogonal test table

. B C D
W A - ) ) -
5 AL 3 # (Nebulizer 5 B S0 (Auxiliary %% (Pump speed) /
(Set) If) % (Power) /W
gas flow rate) /(L. « min~!) gas flow rate) /(L » min~ 1) (r+ min~ 1)

P 1(Set 1) 1100 0. 65 0.55 110
WH 2(Set 2) 1120 0.65 0. 45 100
BE 3(Set 3) 1150 0. 65 0. 50 120
W 4(Set 4) 1100 0.70 0. 50 100
WHE 5(Set 5) 1120 0. 70 0.55 120
X E 6(Set 6) 1150 0.70 0.45 110
% E 7(Set 7) 1100 0.75 0. 45 120
WE 8(Set 8) 1120 0.75 0. 50 110
WHE 9(Set 9) 1150 0.75 0.55 100
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Table 4 Experimental data and analysis results
JLHR B 1 B 2 wH 3 w4 BWH 5 BH 6 w7 w8 BHE 9
(Elements) (Set 1) (Set 2) (Set 3) (Set 4) (Set 5) (Set 6) (Set 7) (Set 8) (Set 9)
Al 4. 34 4.07 3. 88 5.39 5.33 4.78 5.96 5.53 4.97
As 8.23 7.66 7.66 8.62 8. 74 8.63 8.05 7.77 8. 24
Hf 7.31 6. 85 6.52 8.92 8.78 8. 04 9.67 9.16 8. 24
Ca 3.59 3.66 3.85 4. 06 4. 26 4.12 4.21 4.12 4.29
Sn 9.72 8.76 8.99 9.91 11.59 10. 19 7.94 8.76 9.63
Sb 7. 60 7.13 6. 84 8. 87 8. 80 8.22 9.29 8. 81 8.29
Sm 7.01 6.59 6.22 8. 94 8. 85 7.98 10. 24 9. 50 8. 37
P 1. 10 1.13 1. 16 1. 29 1.41 1. 38 1. 37 1. 40 1. 39
w 7.46 7.28 7.01 9.19 9.18 8. 30 9.77 9.06 7.49
B (Sum) 56. 36 53.13 52.13 65.19 66. 94 61. 64 66.5 64.11 60. 91
A B C D
> 1 188. 05 161. 62 181. 27 179. 23
| 184.18 193.77 181. 43 182.11
> 174.68 191. 52 184. 21 185. 57
e 22 (Range) 13. 37 32.15 2. 94 6. 34
F R H & (Primary B>A>D>C
and secondary factors)
7K 5 ( The best level) Al B2 C3 D3
414 (The best combination) A1B2C3D3

FH 2% 3.4 AT, 52 A A2 1) 32k B 2R T R
FAA AR Ty B B R 1 LS S B
NN AR TR 1100 W EAL SR E 0. 70 L/min,
BN E 0. 55 L/min. 28 % 120 r/min.,

2.2 BIHERERE

FE S8 J5 543 M 20~70 mg /) PuO, L T A
Gy BAEHEAT 43 85, JF T 6 mol/ L HNO, i 1R Ik Uk »
WA 7 mL PRV VR T 2R A L R R P BR R
T o SR E (E L I E 45 R T 5. LIk
LW, PuO, It A &35 70 mg B, ik B8 W H R 5
IR K. R AEMN BT, IR
TIEBR 43 185 355 SR KU /0 B % 4% Joi T A 114 S [) B
BN A W0 R 3 A SR R R 0 B
il i AR S IR PEAE Bl 50 mg.

2.3 BILERMNEHLELH

TN — 7 5 B A5 W (B> 0 R i
10 p@) F 40 B 4 i 47 40 B, IF A 6 mol/L
HNO, SO VE - 5 1 mL g 1 AFE 5 33t 10

ARES . KRRV BE R 3 mL, 34 5 4T ICP-
AES 5 » L AR FL (V) F ot & & & () 7R
B 20 SR Mk & . SRR TR 2,

FR 5 ARV HURE B I O R 1 10
Table 5 Loss of plutonium in different sampling amount
Mmaad (PuO2)/ preachae (P /- ||122aa (PuO2) / preachate (Pu) /
mg (mg =+ L 1) mg (mg+ L 1)
20 11 50 21
30 15 60 30
40 19 70 123

M4 T0 R Ul 2 RT A A IR S 3
7 mLI . R Z BT R B R KR E] 1000 64 4
BITCER W Sb 7Rk vk 1 B bl S L i losE B2 ik
BRI B A AT LAPRUE T SR OB 58 42 (H 0 B
ZEE TR - TR ol PR B R 9 i
T fof 45 000 R S0 R X AR S5 B 08 7 mL i
R T I E
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2.4 MEETERHR
AR 1 E 19 A 45 2 0 B A 2 bn AL s 28
FUABCFAT I E 10 0, I B 45 5% 87 I B (| A AR

HEDR 22 00 15 30 TH K IR, 45 R T % 6.
F 6 AL bR S A, e ou Rk B 0. 048 ~
9.545 pg/g(Lh Puif).

F6 MR
Table 6 Detection limit
TE i i B (Detection limit) T Kzt B (Detection limit)

Ne- (Elements) o/(mg+ L1 w(Pw/(pug» g™ o (Elements) o/(mg+L™D w(Pw/(ug g™

1 Ag 0.0101 1. 604 18 Al 0.0135 2. 148

2 As 0.0485 7.716 19 B 0.0031 0.493

3 Ba 0.0037 0. 589 20 Be 0. 000 3 0. 048

4 Ca 0.020 6 3.277 21 Cr 0. 008 3 1. 320

5 Cd 0. 000 8 0.112 22 Cu 0.006 0 0.955

6 Co 0.001 6 0. 254 23 Eu 0.001 3 0. 207

7 Dy 0.0025 0. 398 24 Gd 0.008 9 1. 416

8 Fe 0.043 6 6. 936 25 Li 0.002 0 0.318

9 Hf 0.022 3 3.548 26 Mn 0.005 2 0. 827
10 Mg 0.0012 0.191 27 P 0.060 0 9. 545
11 Mo 0. 0050 0.795 28 S 0.1756 27. 64
12 Ni 0.003 8 0. 604 5 29 Sm 0.0358 5.695
13 Na 0. 040 3 6.661 30 Sb 0.028 8 4.582
14 Si 0.0318 5. 059 31 Ti 0.002 6 0.414
15 Sn 0.0190 3.023 32 w 0.024 3 3. 866
16 \% 0.0101 1. 670 33 Zr 0.008 9 1.416
17 Zn 0.002 2 0. 350

2.5 B (Pu)xf BT RN E MR ME

[ 28 45 2% BT 2R T vk AR (5 mg/ L) RIR
IS [] S 1) 0 A BV YR 2 R P B 1 5 4 4 3
0,10,20,30,40.60.80 mg/L, Xt £l 7C 2 # 5k i 1k
FTONSE L R J5 50 8 15 I 0 2 {5 15 Eb B 3 A vk i A
LS53R GF 3 7. INFR 7 AT, M BE AR (P i
WeE/NT 60 mg/ L B 45 24 TR S LA
AR AR 2. 2 7 F A SE 56 45 AT L 50 mg PuO, £
a4 B U R R B R E N 21 mg/L
(% 5) .38 /N T 60 ma/ L. P I BE it 28 18 43 55 ) 3k
PR (P R FEAS T HLRE i v 24 76 R 1 I
26 EMEKRERMBEZEIR

B 50 mg PuO, # 5, MR 4 FF 5 b 24 5
T — & BEARUE . 42 B 52 1) S5 560 20 A% 147 FE
A8 o 0 R AT 3 85 R RN T DR L 4

AT 8, i 8 nl J. KEBS> I K 1y [ s R AE
80 %6 ~120 % AT bR ifEIm 2 5.8 T 2020 (n=6)

3 & &

(1) A HNO,-HF R &, & F 8% (R W3 &
I AN B e PR IR BE L 58 A R T A% PuOL BYR .

(2) R UK W i g 58 Bk 1k B 25 ) A
£ 6 mol/L HNO, /> T o, A 20450 8 1 58 5 15 I
AT ICER IR VR TR AR B RS S 2% BT R I E .

(3) HFEA th PR = AF LR =0 9 il
RUITCE 38 1 1F 22 g A 2 2 5 A0S B
SR EBATIRACA S i T A B AR A
ICP-AES [a] il 5E T PuO, #5 A Hh 33 Fh i & A%
JEIGE . X 50 mg PuO, # i, K4 70 & IR
1E 80 % ~120% Z 8], 5. M F 20 % (n=16)
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Table 7 Influence of the concentrations of the matrix(plutonium)

ASTRL R 5 vk B (mg/ L) F A9 {5 35 b (Ratio of the signal to background

LR in different mass concentration of plutonium (mg/L))
(Elements)
0 10 20 30 40 60 80
Ag 60. 66 61.75 60. 72 62.11 61.97 67.57 61.93
Al 37.75 38. 21 38. 26 38.45 38.99 39.17 40. 24
As 4.22 4.27 4.27 4.32 4. 36 4. 36 4. 48
B 48. 10 48. 46 48. 48 48. 28 48.52 49. 06 49.93
Ba 1819. 00 1834. 00 1825. 00 1823.00 1 828.00 1823.00 1857.00
Be 2 020. 00 2 028.00 2 024. 00 2037.00 2 041. 00 2052.00 2097.00
Ca 13.39 17.15 18. 05 20. 07 22.02 27.58 33.08
Cd 52.04 52.12 52.10 52.32 52.29 52.48 53.07
Co 115. 50 116. 20 115. 90 117. 30 118. 40 118. 50 121. 30
Cr 29.78 30. 20 30. 22 30.72 31. 20 31.25 32. 31
Cu 64. 66 65. 75 65.72 66. 11 65.97 67.57 69.93
Dy 133.70 135. 60 136. 30 135.70 136. 20 137. 20 138. 80
Eu 608. 00 619. 80 625. 30 623. 50 625. 50 633. 20 643. 30
Fe 23.02 23.17 23.17 23.82 24. 32 23.90 24. 72
Gd 34.95 36.91 37.95 38. 40 39. 30 41. 48 44.53
Hf 27. 30 28.15 28.45 28. 47 28. 40 28. 96 29. 85
Li 1081. 00 1 090. 00 1082. 00 1075.00 1076. 40 1066. 10 1091. 30
Mg 1170. 00 1181.00 1197.00 1193.00 1199.00 1197.00 1231.00
Mn 103. 20 104. 20 104. 20 105. 00 105. 70 106. 80 109. 60
Mo 46. 48 46. 91 46. 95 47. 29 47. 65 47. 81 48.93
Ni 55.49 55.70 55. 75 56. 60 56. 89 57.50 59.13
Na 64. 66 65. 75 65.72 66. 11 65.97 67.57 69.93
P 1.63 1. 66 1. 67 1. 67 1. 67 1.71 1. 74
S 159. 70 168. 30 171. 20 169. 30 171. 80 172.00 173. 30
Sb 7.73 7.81 7.79 7.91 7.85 8.08 8. 33
Si 32.51 36. 16 35. 87 35.58 36.92 38. 86 40. 75
Sm 22.63 23. 24 23.47 23.50 23.42 23.79 24.43
Sn 4.45 4.50 4.53 4.57 4.47 4. 60 4.71
Ti 133. 20 134. 40 134. 40 135. 10 134. 90 135. 80 138. 80
\ 50. 80 51.26 51. 20 51. 34 51.75 51.72 52.91
W 12.05 12.13 12.18 12.28 12. 27 12. 65 12. 96
Zn 252. 80 254. 60 254. 50 256. 60 257.10 259. 10 267. 20

Zr 156. 10 161. 60 162. 80 161. 00 159. 00 160. 30 165. 40
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Table 8 Results of the standard recovery

o oI 00 25

. ” ﬁmmvli (Value measurement standards and samples )/(mg+ L 1) i i 2
(Elements) (mg-+ L™ 1) (mg  L75) Ty (Recovery)/ s/ %
(n=6) 1# 24 34 44 54 6% (Average %
value)
Ag 1 0.002 7 1.0144 1.0288 1.0125 1.0128 1.0044 1.0104 1.0139 101. 1 1. 88
Al 1 —0.1809 0.7494 0.9799 0.84321 0.7356 0.9037 0.8643 0. 846 0 102. 7 10. 98
As 1 0.183 3 0.9749 0.9223 0.9923 1.065 0.9723 1.092 1.003 1 82.0 6. 32
B 1 0.7112 1.423 1. 486 1. 382 1.492 1. 467 1. 475 1.454 2 74.3 5.78
Ba 1 0.150 8 1. 044 1. 05 1.135 1. 038 1. 083 1. 168 1. 086 3 93. 6 4. 96
Be 1 —0.007 7 0.8908 0.9007 0.9123 0.9382 0.8901 0.9038 0. 906 0 91.4 1.97
Ca 5 22.583 3 27.63 25. 26 28.12 29.48 29. 05 30. 28 28.303 3 114. 4 6. 24
Cd 5 9.032 1 14.111  13.02 15. 21 13.25 15. 38 14. 82 14. 298 5 105. 3 7.02
Co 1 —0.007 1 0.8915 0.9185 0.9247 0.9071 0.9345 0.9613 0.9229 93.0 2.59
Cr 1 0.5331 1. 561 1. 385 1. 354 1. 624 1. 558 1. 485 1.494 5 96. 1 7.15
Cu 1 0.724 8 1. 672 1. 351 1. 843 1. 328 1. 745 1. 426 1. 560 8 83. 6 14. 10
Dy 1 0.082 4 0.9715 1.02 1.123 0.9453 0.9912 0.8913 0.990 4 90. 8 7.91
Eu 1 0.007 1 0.9088 0.9141 1.053 0.9153 0.8276 0.9213 0.923 4 91. 6 7. 86
Fe 1 6. 799 7. 756 8. 185 7.8621 7.076 8. 238 8. 043 7. 860 100. 9 5. 42
Gd 2 3.099 3 3. 967 8. 379 4. 265 7.138 9. 136 7.254 6. 689 8 179.5 31. 81
Hf 1 0.067 9 0.8426 1.095 1. 105 0.9562 0.8613 0.9782 0.9731 90. 5 11. 45
Li 1 0.016 9 0.8622 0.8365 0.8621 0.9785 0.9142 0.8132 0.8778 86. 1 6. 80
Mg 1 0.340 8 1. 087 1. 046 1. 143 1. 592 1. 241 1.274 1.2305 88. 9 16. 04
Mn 1 0.493 8 1. 461 1. 383 1. 561 1. 456 1. 385 1. 652 1. 4830 98.9 7.10
Mo 1 0.092 5 0.9671 0.9555 0.9754 0.9815 1.135 1. 052 1.0111 91.9 6. 88
Ni 1 0.570 9 1. 333 1.593 1. 462 1. 653 1. 325 1. 354 1.453 3 88.2 9. 74
Na 1 0.067 9 0.8426 1.095 1. 105 0.9562 0.8613 0.9782 0.9731 90. 5 11. 45
4 7.0387 10. 19 9.252 11.28 8. 256 9.246  12.56 10. 130 7 77.3 15. 48
10 22.876 7 32.12 32.24 35.12 33. 05 36. 18 34. 23 33.823 3 109. 5 4. 84
Sh 1 —0.108 3 0.6571 0.7345 0.7823 0.6842 0.6513 0.6935 0. 700 5 80.9 7.13
Si 1 0.3327 1.133 1. 319 1. 025 0.8921 0.9612 0.8852 1.0359 70. 3 16. 08
Sm 1 —0.307 4 0.7758 0.7852 0.6985 0.7945 0.6125 0.7821 0.7414 104. 9 9.73
Sn 1 0.085 3 0.6382 0.9156 0.7821 0.8563 0.9426 0.7542 0.814 8 73.0 13. 90
Ti 1 0. 068 2 0.9611 0.9505 0.9845 1.023 0.9745 1.1025 0.999 4 93.1 5. 64
\ 1 —0.5371 0.4745 0.6706 0.6614 0.5682 0.6456 0.5068 0.5879 112.5 14. 31
w 1 —0.053 1 0.6442 0.7833 0.7951 0.5623 0.7263 0.6336 0.690 8 74. 4 13. 37
Zn 1 0.461 3 1. 657 1.716 1. 865 2. 028 1. 532 1. 325 1. 687 2 122.6 14. 63
Zr 1 —0.2831 0.6397 0.4369 0.5514 0.5062 0.4562 0.3562 0.4911 77.4 20. 01
S E 3k 11 F 2 o 2 7. k% 95 % . 2005,22(1) :45-50.
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