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Preparation of JAERI U:QOs Spectrochemical
Standards

. Summary

A series (Nos. 1-5) of U3Os standard samples for spectrochemical analysis were prepared. A matrix
oxide was obtained by thermal decomposition of high-purity uranyl acetate. Known amounts of 16 ele-
ments (Ag, Al, B, Ca, Cd, Co, Cr, Cu, Fe, Li, Mg, Mn, Mo, Ni, P and Si) in solutions were added
to the matrix oxide. The oxide to which these impurities had been added was diluted with the matrix
for preparing the standard series.

A homogeneity test was preformed on the prepared standards by spectrochemical method. Co-operative
chemical and spectrochemical analyses were carried out under the auspices of “Advisory Committee on
Analytical Chemistry of Nuclear Fuels and Reactor Materials of JAERI”.

Analytical results of 12 elements, statistically treated, are given in this report. Determination of boron

v".

by isotope dilution mass spectrometry and curcumin spectrophotometric method are also reported in an
appendix.
May, 1966

Kennn  MotojiMa

Division of Research, Tokai Research Establishment
Japan Atomic Energy Research Institute
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2.1 WREER & — Rk

L2 arick 2 BsERR &, H—RETHETH
PR & En - HEAEEBLUTED, BOEREST
ZD{EEBR IO TV A YE A2 EKT 5. “Standard
Analyzed Sample” % 7-i3 “Certified Reference Material”
LFENZHET, TOREED MU LEEKRNEEMT
HHZETHB. ZDEMic—kiEH (Primary Standard)
LFERENAMELH S chiz—iic3, BHEOTHK
T MLAYT, ZoMBEN/ & 21X National Bureau
of Standards Dk 5 SR H AHBEICK > THRE SN
METHB U7 VEBRERNED DO —REERD,
Oak Ridge National Lab. THH& Xtz 20U (99. 82%)
BLU U (99.9996%) Th5. $hv 7 VEHERE
O L LTESON T NBS o UsOs (99.94%) %
NBL-No. 16 uvranium metal 75 & 3% “Standard Analyzed
Sample” T 5. ZDOEERBRIEBLAHEEICL->TE
LROLNEZDTHHM, TO—REHEIZ NBS9%a HY
DLAERA Y T ATHS.

PDEo@mdh bbbt Xk Sie, —REEZTL
5, BEX, BB BEIREFERESIF LEOSE
DA THEDLN B EHEICGED. IO~y 7 ViRFEER
EDIHO—RIEEEROBET, KRRV 7 VORTE
A3 238.037 ;D 238.07 iZEHT I & BREIN
et &P o LThH, —REEDOERBRSERTEST
HAS5. £ TESFITHEF DL Standard Analyzed
Sample % 7-i3 Certified Reference Material T & 3 L 1»
ST &icins.

2.2 “Certified Reference Material” [CDVT

Dk 515 “Certified Reference Material” 234347845
LEETH B0, Thh{LESHT O EREEE (Accuracy)
ZRETZ2DOREALELLTH 2. chickt UKBE (Pre-
cision) &2, H3EF -k FET LR ARV—2—0DF
ZBRERD “COBLOBERE” THE. BEOHNT
&I d LD ERRZRIE LTV

EERRloR# R, Thasifiugsg s Rfkic (alike)
EFL, o TRADBREERMS, SIuR LEERE
et LRBkicE &, L Tl ERERRIEINS KA
HENHTERDD. W THONMMROIEREELRIET
BAIRERMTHREA UCAOBBOZEERRNEE L
NWENWHTEILEE. ChiZdbAARAREBIETH
D, #->TEDLS NBEERMEELPTRERT L L
BE—RKEBBERC L LS. RCLBERFHRRBE—12Y
BBtHBBEOIECETHD, IHBETREICHE

ABTLEBYBETHS. L Lb-LEERC &I,
THEBETESHMEBHILTNBCETHB. DIk
DRRZETNTHET A LRIERBVIESNB L,
FLEREOR VAT O DOEERBEE B 1-HICE
BEOROANMEELELT I ERFETLHS.
ERRRBOBERE L CTRRBZCERBEYTREODOT
HET 508, BHRNCIIEERREMESHEEKED
BfRichH 0, —Ho#ESIME O 2 EE L1z &0
5T EXR~B C1kw 72t Hittesrano, LunNDELL 5D
“Applied Inorganic Analysis” 73 3 SMMi{bLEE 1L S HT
SH > TWVAHEMEZEPIZ NBS ok (F 2EERBHE
HOBERICOESN B DTHY, 72 19514 U S.
Geological Survey T## X 1 7. Diabase (W-1) &
Granite (G-1) QDD DEERED, LD
W EHBRMZOES KRB ULERRERZODOTH -
fe&BfFgmiTs e 5,

2.3 WMEDiREERE

FREERRP R L2 T N A R o hilMc B Z B T itk
HICBOTb -, REI LN T & 7. 1905 Eic 4
BOSHHEEN NBS KB TELHA TR, BETIR
600 Bick SEERRBFATE 2 REBIcH 3. bME
TR LEsESirE: (JISE, 553 JESH)
DOHIEACNE T &, BERRE M EREROFuULNT
BABLEVIBERBRE LEL k. TOXSEEHD
HRERIREIOBSEHEDEEDREOEANDEL, 4
BEOEKNBEZ ST OHECEL bDTH A 5.
ETATHWHER LD &5 k& EEREA h
LT FhE 2R T 2854, BBiCRDELED
DEDXIUFIEANDD. B—REHO L BRIRE
ENECHATE, BELTREHHFEERICL LS
CAOMFRIAEBRBHINSS. 2LToctiR
ERICH LR OBRERET I LT .
BEDEREMTEOMRBERETZCLETHD, B=
RBEMTELZENE UTREERESTERE > TT
BEELREILSC L, BHITEENOAHEIED
12563 ETHAS. JIS EMEHONE E, WhicE
TR HFESREBRICRERA I TOTHEGIoBITiR
FEMBRAES JISEiCIVREeRIEEOHNE N
72T EBDLBETREL TR, 20kdic JIS #i3 3
FIIERTTEEL, B EBLOHEERATA
EDV S TWEBBERNM OB EbNTROE M, &
BRI R EER T 2B AR+ Tlah o k.
BILADKBEOMA LKL OB KICHK -T, &R
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HYT, 22 FEosMEERR O ER D 1957 FiT
Boitbhte. o> BEMIAROREORREIE
BREOERAENRTEET B EER LTS &ICAH
1 EDEAITI, 55N ER D MO TEE T DEE
RN LTHERALD S C I DR ERILIET
NWAOTHA HESREICcOLSHEHELELONE%:
LTNBENSTEEZZDEBEBDTE Xl £LT
O NEERXEHENAOH XxIT, DBETHXH®
{Ewohooh s, F&LUTREHEKOENICES
b O THYBEOBBISMPER IN TV 2.

2.4 BFHABFCHITIMERHY

K(EHickiTiz AEC Ric “Advisory Committee for
Standard Reference Materials and Methods of Measure-
ment” &S EFROMBENRS D, T OELICHEMOM
RBisdh - TH L OEHEREPEEDHE AR LTV 3.
¥ 7 AEC KB 2 L2 D 1o b DR AT TH %5 NBL
OEBELSFEIFERHORBICETONTVS.

TABLE1 Standards in the nuclear energy program®

Uranium isotopic standards

B L R— M B S ER— 3

TABLE 1 KEICE T 2R B KUFHEHCE T 218
#REAEE EHTEOR. H4x 0RO TORRLI
XHER 4), 5) BRI

I ooEEROHIbOR—Ricb A I hD
M, H2FEDL DI AEC LoBHHIcZFREEINS
EnobDbaThTINS. TABLE 1 TRENTVS
LB HOBEEREMESN TV RIS DD LT,
NBL 0fiET& % C.]. Robpen i3, BIRTREFH4
BOLELZETICRBOTRESITHD, ELKFHDL
LWERDEFFEOBFS &ich U TEE O FEERR
FHEINTHWA ERRTN 3.

bbb EE LRSI A UsOs HHESEHT
TABLE 1 0 NBL 95-%FUMEAEERARNCHIET 5 b
DOTH 5. Ok IEERRPEBUR O KE] TR I
B LTWL C EREETH 305, AEORMERERET
HOICLT, W 2rOEERHOREE LTV TE
Thb ECATIIREDL D REERD GEF TN
L, BFFOMRIENAK TR ERIEICILS T
EEMNELTBE .

Standards for use in the calibration of counting
apparatus used in prospecting

Isotopic abundances, % NBL No. Material U content, %
Standard No. o 2
U *U ®U #U 73 Pitchblende* 1
U005 0. 0023 0.483 0. 0046 99,51 74 Pitchblende* 0.1
U010 0. 0054 0.991 0. 0067 98. 99 75 Pitchblende* 0.05
Uois 0.009 1.51 0. 016 98. 47 76 Pitchblende* 0.01
U020 0.012 | 2.0 | 0.016 | 97.9 * Pitchblende diluted with dunite.
U030 0.018 3.01 0. 020 96. 95
U050 0.028 4.95 0.048 94,98
U100 0. 068 10.19 0.038 89.70
U150 0.100 15. 30 0. 066 84,53
U200 0.125 19. 80 0. 209 79. 86
U350 0. 249 34.89 0.170 64.69
U750 0.593 75.12 0.252 24.08 Analyzed sample No. 16. Uranium metal
U800 0. 660 80.07 0. 246 19.02
U850 0.64 | 8499 | 0.37 14.00 - Element Values, ppm
U900 0.77 90. 10 0.33 8.80 Aluminum 10
U930 1,08 93.27 0. 205 5.44 Boron 0.23
h Carbon 410
Copper 2
Iron 45
Lead
Naturally occurring minerals for use in the @ . !
. . X . Magnesium 2
analysis of uranium-bearing materials
Manganese 6
Sample No. Material IUaoa content, % Nickel 45
1 Phosphate rock 0. 029 Nitrogen 40
3A Pitchblende mixture* 4.3 Potassium <1
6 Pitchblende ore 53.5 Silicon 50
4 Carnotite 0.18 Silver <0.1
5 Carnotite 0.11 Sodium 2
* Sample No. 3A was prepared by ball-milling pitchblende Thorium 0.3

ore with dunite.

Note: < =less than.
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Analyzed sample No. 17A. UF,. chemical
values on UF¢ basis

Sample No. 26-1 to 26-6. ThO: for
spectroscopic analysis

Total Uranium 75.8% NBL | 26-1 26-2 26-3 26-4 26-5 | 26-6
uv 74.2% Element| A B C D E F
UO; (ammonium oxalate insoluble) 0.31%
UOSF, 2.0% Al 500 | 200 | 100 | 50 20 10
UF, 97. 6% Fe 500 | 200 | 100 | 50 20 10
Fe 20 ppm Mo | 500 | 200 | 100 | 50 20 10
Ni 16 ppm P 500 | 200 | 100 | 50 20 10
Cr 3 ppm Si 500 | 200 | 100 | 50 20 10
v 500 200 100 50 20 10
Zn 500 200 100 50 20 10
Analyzed sample No. 17A. UF.. Spectrographic Be 170 70 35 17 7 4
on uranium basis (ppm) Bi 50 20 10 5 2 1
Ag 0.2 Cu 4 P <10.0 Co 50 | 20 10} 5 2 1
Al <8 Fe 26d Pb <1 Cu |20 105 2 !
B 0.2 Mg 25 Si <20 Mg 50 20 10 5 2 1
Ca <2 Mn <4 vV <20 Ma | 501 20 101 5 2 1
Cd  <0.2 Mo <4 Sn <1 Ni 50 1 204 1005 2 L
Co <2 Na 2 Zn <20 Pbo 801 204 10 ) 5 2 L
Cr <4 Ni <20 Sn 50 20 10 5 2 1
Ag 5 2 1 0.5 0.2 0.1
Note : Zizbou't B 7 5+ 4* g% o
= densitometer cd 5 2 1 05| o0z o1
Note : Figures given are amounts added except as asterisked.
Analyzed sample No. 18. UO; This material is to be used for visual estimation,
U 82.10% C%oopex.'ativ? Iflboratory results indicated that the data
given is within +25 per cent of the stated value.
HCJ, insoluble 0.6% * Determined values. :
NO: 0.9%
H:0 0.6%
F? 12 ppm Analyzed sample No. 19. Thorium metal
Ni 2 ppm
Cu <1 ppm Element Values, ppm
Cd <0.2 ppm Aluminum a 20
Cr 3 ppm Boron a 1
Mo <1ppm Beryllium a 150
Bulk density 2.6+0.2 g/ml Calcium <10
Tap density 4.0+0,2 g/ml Copper <5
‘ Iron 140
Magnesium <10
Analyzed sample No. 65 (1 to 5). U3;Os samples Manganese a 2
for spectroscopic analysis Nickel a 10
Values in parts per million (based on metal) Lead a 4
Element 65-1 | 65-2 | 65-3 | 65-4 | 65-5 Silicon a 20
Uranium a 2
Boron 2.0 1.0 0.5 0.25 0 Nitrogen 60
Cadmium 1 0.5 0.2 0.1 0 Carbon 230
Chromium 45 25 12 8
Copper 53 23 12 6 about 1 HC], insoluble 1%
Iron 100 55 28 20 10 Note: a—about
Manganese 24 12 6 3 about 0.5
Molybdenum 4 1.5 1.0 0.5
Nickel 100 48 2z 13 6 Analyzed sample No. 7. Monazite sand
Phosphorus 200 100 50 20 0
Silicon 125 60 25 | 17 6 Percentage
Silver 2.3 1.1 0.6 0.2 ThO: 9.65
Vanadium 100 50 20 10 1 UsOs 0.38
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2.

Thorium standards

B & B — T A R —

5Y303 Zircaloy-2

1.34% Hf 70
0.125% Pb 90
0.106% Mg 12
0.051% Mn 26

45 Mo <5
55 Si 46
0.3 Ti <10
<0.1 \% <5

<2 W 108

13

wise indicated.

Analyzed sample No. 72 (1 to 5).

samples for spectroscopic analysis
Values in parts per million (based on metal)

Note: All values in parts per million except where other-

Beryllium oxide

Sample No. Thorium, % Uranium, %
79 1.01 0.04
80 0.101 0. 004
81 0. 051 0. 002
82 0. 020 0. 0008
83 0. 0102 0. 0004
84 0.0011 0. 00004
Zirconium standards
ZAS-1 | ZAS-2 | ZAS-3 | ZAS-4 | ZAS-5 | ZAS-6
Al* 42 56 79 125 174 252
B Not agreed upon
Crt 124 110 82 83 108 245
Co* <0.1 1.6 0.8 <0.1
Cu¥* 16 479 197 28 97 10
Hf |Not agreed upon
Fet 730 820 540 450 630 1120
Mgt | <15 <15 <15 <15 <15 <15
Mn* 26 27 24 20 26 17
Mo*| <«0.1 1.2 0.5 0.8
Ni |Not agreed upon
Pb |Not agreed upon
Sit 52 58 109 106 82 110
Sn |Not agreed upon
Ti* 10 4 13
A\ Not agreed upon
wt 312 76 233 290 483 19
* =Accepted values.
t =Provisional values.
Tentative values of beryllium metal standards
(Based on chemical analyses)
New New New New
brunswick | brunswick | brunswick | brunswick
Element| laboratory | laboratory | laboratory | laboratory
standard standard standard standard
No. 85 No. 86 No. 87 No. 88
Cu 30 300 210 250
Mo 5 25 32 51
Ni 80 200 210 370
Co 10 30 10 10
Fe 400 1400 1700 2500
Mn 80 120 215 250
Si 580 650 1300 1450
Cr 70 200 250 430
Al 100 1400 1300 1400
Mg 90 60 170 50
B 1.1 50 1.3 1.0
N 55 70 120 110
C 500 400 500 400
BeO 0.5% 0.5% 0.5% 0.5%
Be 99.0% 99.25% 99.5%
Note: Values in parts per million except where noted

otherwise.

Blement| 721 | 722 | 728 | 724 | 725
B 5.3 2.3 1.3 0.8 0.3
Fe 2070 1070 570 170 70
Al a 2200 a 1150 700 290 180
Mg 500% 200%* 100%* 50* a 60
Ni 500 200 100 50 <2
Mn 540 200 100 50 <10
Cr 450 180 20 50 4
Cd 6 2% 1.0% 0. 5* <3
Li 5% 2% 1* 0.5* <0.1
Ca 1000* 500* 200* 100* a 60
Co 20 10 5% 2% <2
Cu 100 50 20 10 <4
Zn 460 210 115 70 20
Ag 10 5 2 1 <0.1
Pb 50 20 10* o¥* <4
Si 2120 1180 750 480 230
Mo 50 18 8 5 <2

* amount added to blank material 72-5

a about

< less than
Suggested standards

1 B.C
2 B.C in a Zircaloy matrix
3 Niobium
4 Niobium-uranium
5 Niobium-zirconium-tin
6 Niobium-uranium-tin-zirconium
7 Molybdenum
8 Hafnium
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Fig.l It RO 7 — Y~ MMRIN TN B, FHh
BOREBY 7 = vOBH, #SE BERBIURAIE
REFESRICEEFREHTEZ S, RMZTROEBMIC
EB0bWwb~y F UOs (No.0) oBfEE STk EL
JURAGBRICBY 52— ERERIT A REF AT EHR S
P E s msiay L. H—ERBRICRETRE AR
SR OFETARKEEIN TR ERLD LTS
(Jarrell-Ash #8) 2 b TR .

Fig.l OMSRIEBRIRBOBEBT—HICKER Y5 =
NTKI600g THB. —EODOHHBIC=ZHFEid oo
¥e & DRI > THEZHEN, oL EOHEN

H0iE No.b L LTHERL, HEDOPPEHE LS D,
~y FRELUTHERET S REOH%EL LTI NBL ©
65 %% No.5 %A L. #SRIEHAM I As
FA=V TR LR —rEERLTEBCR - 8FoN
TR T ETHRSTRIICES TRO I N
DT, BOMEGERS LT 1100°C oRmBREEE S
cizSc e e L. TOBAET A=Y 7 BHENTHE
D ORFHCTHABR S OERDLEL, T+ E—riC
&5 A=Y/ 2B -k B REREHFIICHIEL
B U7 RFREY U SR im IR 0K UsO,
IER (800°C) Biftic L vEShk 2kg @ UsOs TH
5. FHEHORMFEE LTRERRINEICED VDY

High Purity Uranyl Acetate

~————drying

Anhydrous Uranyl Acetate

L ~a——————thermal decomposition at 1100°C

Ua Oa( Black Ox1de)

—~~——purity test by spectrochemical analysis

~——  _grinding

Matrix Oxide Matrix U;Os

le—mixing

Standard No. 1

S

le— mixing

Standard No. 2

lt— mixing

Standard No. 3

—~«—addition of diluted
Na,Si0; solution

~«—treatment with HC1
-+—washing with dil. HCI
~—drying

-=—calcined at 900°C

i—added UsOs

~+—chemical analysis for Si

-«——adjusting the Si concentration

About 200ppm Si added UsOs

lt— mixing

Standard No. 4

Standard No. 5

—e—addition of 15 impurities
~—drying

added salts in program—

thermal decomposition of
|
controlled furnace

-—grinding in agate mortar

~+—mixing in V—type blender

Standard No. 0

Fig. 1

The flowsheet of the preparation procedure
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By FEED, ThEEK U0 THREA L TEE
RHNEDL BHERE -7z, NBL TRIRF% § X TH
WIRMEIC L > THRIELTHS. EbSBROLIIEE
WWEAIZOVD, ERIRINC X D A4z nZ B0 Ui
BOBMBITIRICE, EEEAEE LT 2 YHKEFEAL
BORNER LR, 2/ VHKOKE I ICREIRSEH D
rAROBLRRIBT SNiLn. FWTITEOEREE, 8
BN A UHBAEFRE LW DI EZDOL S IE S0
t2ERB L. BACRSSRF o /WEBEERT
BOTHLEDOLEREULSBLT S, UL LRHBHOR
mexomKoMRIENT 20T, BREekB3+41E
BERMBETHE. SUOREBTHRAEOVEI VY E
—CREAIARTHT, T75RF v F—nEANL
Mixer-Mill 29 2 HEHRH 5 ¢ &L BH—FERED
WERRE N

3.2 FEHRinTE

TBWERINEIC E D K2 Rne 3 & x LR hiTs
LIRVDIE, IRNEORMME TR CTHEEIERT I L
BB ICENTECETH B ZDDITRMEA
BoOMFEE A EEICEEERITINE S, & OERIEIC
WAEBDODE LT AHZMNHDL. BWRICT DDy 4
BRTYABRT MY AR ULBINER SN, 20
ETRALERT A ) BEBICRNINTLES. &
BOSITAECRCOE I ICEEDOT VA Y RTFEELE
WOBEBTHA 15, INERITLILDICOEDLSD
KETHAZAEEI R UsOs #FB L, DO THD
AEiAERNT S X i Lic. TbbERK UOs 0—
HraEOF/rABF b)) o LKERHPICEA L, EBRE
A THmEEL, 7 18% UOs icihE ¢, BEo»
TKTHAKIC K DT 5. WRBRESIFHT 900°C
THNT 2. 4/ VAR THREA ULt D BLES
THAFABREWNET 5. WEOKRIZ 90~95%
FABDBLBOBmART UOs hicthE T 5 ¢ &R E
Ntz PEHRIC L ESOT ChICEHEROEK U0,
EMATHUA 7 oM TERS L, # 200ppm 4 4
#ZE et UQs #Eo7z. 2ODESIC LTRLENF b
U ADBAIRES LERIN. ¥4HRoRIEh
7o UsOs 2 U & LT 400g ¥ 2H&MICikMD E D,
CNEENZTNIERICHS LS BIERKE—EET D
BECOPNEHSEZELTENL, CRGEAMET S
BINBRORERTHEREB L > CIEHESRMES
BEAELIBNT UOs b & D RSN BB LS
BEHITED. BMT &R TRIS DIKHHL
THKRTRAL, Sml W hBREOTEBEETND
EHICHEBM U, CHhSHIITABLE 2 (K B THB. IR
TCAWGAZERER T 2B T8 - THIEZRIE
Ute, Ff RS EMA >BRFEICE BB LD, K
BERELRWRBTRAEEC K o, [HROEER

BEERE & RO E S 7

TaBLe 2 Stock solutions added to the UsOs standard

Concent-
ration
g/ml
2.5/250 |Junsei
1.2;/100A%0

Fe (NHA) ZSO4F62 (SOA) 3 24H-0) 3. 75/ 250Kishida

Elements | Chemical forms at weighting

Al (NHy)2504Al:(S04)2H0

Solution A
olution Mg Metal

Solution B

{Mn Metal 1. 25100 ke
. Yoko-
N 5. 0/250
Solution C{ i Metal /25 . zawa
Cr Cr 2.5/250 |Koso
Solution D{P (NH)H:PO;4 3. 75/250Koso
i
Ca CaCOs; 1. 25/100Junsei
B H:BO; 0.8/100 Kz;lnto
Johnson
Ag AgNO; 0.8/100 Matthey
Li Li,COs 0. 8/100 fT(anto
ohnson
Solution E| Mo (NHi)sMo7O24H:0 0. 8/100 SI{VIitthey
oko-
Co Metal 0.8/100 o zawa
ohnson
Cd Metal 0.8/100 l\/{latthey
Johnson
Cu Metal 1.6/100 Matthey
AL EREBOBHEICEK - fe.

.3 MUEEIUVEREIRE

TABLE 2 TyRT &K S E UTHEME UsOs iimims
N TR, T0FT I TREEOMM R RICE
FNEAARHALAROFEEREBERIRNLITHAD. &
FEREBERY 7 Y ThaEA, 2k UsOs it g
i, AT E L IBRPIKIE-Tn3 EBbh
B8, MR EBFHLITD. L KBEETROEER
BAHOMICHA T ERBLL. EEREE U THKET
2013, IR/ RERMUSMNRAEZEL BICHEEE
RERMHILEOBEH SRR L AU TH T L0
EnSTETHB. VANsHTEND O sk RIG T %
FWTHE %« OE il SBILD > ORBLR ORI BT
DVTHRET L, HHEERROERAEIC K » THRREE
MERBZEERLTNS. bhbhBREALZOBN
H¥ B “Wetting” th& “[BARREAE” ohfTH . £
LT “Wetting” BICXDIES N - BRIH» S OFHRT
DOHEREFIL, MEEAETEONLZEDERENT &R
RENTVE. CoRBRREIERODbIU b O/MEEDE
Bl b—%KTB". '

RINEFOMREBEEE, HRBKEOREEILTHS
L 16 BORMEHETRTICTE LSO B ERERE
Lz UL LIERDOBER TR, EZldH FIvak
Ei3 600°C YU ETHERT 5133 TH B4, ppm BED
BEDLEA, 850~900°C AL THROBEEMNIIN T &8
H 5T A.

PEDXSIHAEEZEZADLET Fig. 2 iItiRT &5
RBRET S 7 ARE>TMESEEZB XS &KL
1.

DTy 7 ADERE, BYI—EEETY - DR



o

1,000+

800

600

Temperature(°C)

1 2
Heating Time(hr)

[ U

Fia. 2 Heating program of thermal decomposition of
added salts in UsOg

RIS COMIKIZEAEDEIFRSML, BIir%

KisdEBEL NS, £ LT 700°C TZOE FHEL,
DMREFRICT B, IRiRiT 900°C F T Asic s -5
SEB. ChidERERhOBRERICXY, —BEL
TRy 7 Y EERCNZBILY S VICT 2D TH
3.

PEDE S5 0BBRT v Y 5 ARTEORILIIRER
MIELDTH LM, BBODPERTRING LS IR
IE & B T RO—BERL, BLATE (&
FIva, RUERE OBERLEH T

P EomES R TEICE W B I, N RE L
TERMEBERIE (Photo 1) ZH: (hEFE - T3H).

BEMNMEBIE Y075 2808 ER REBEIR
(PID Az, n s 7 oARERB LUBTFERLED
Th5.

L IE Leco D P v a =TT, —EIICUET X
AEIIH 200g TH -7z

BeryEndc UsOs 357 v — 2 h ik, AN
Tic k2 7 v ISR 2 FH 0T 304 -2 i iR e
L, RV ZF L UBIKEFR U THERBOTMBET L
7etk, BRI ORYVzFL VRO VEI ST L Yy £—T
1R E L. 2oX 3k LTEbNnikb s, Figl
D7a—-— Mg Standard No. 0 TH 5.

cokHic LTlES N # Standard No. 0 (3 #3EIAIK
DBRIMD I iR N TOTHEEAROBRILY 7 v &3
DOPERRE STV COTRIE, ZELBRE%OS
g ATELIY, PREOVBOHIICKT LT, 20
—x & DALY 5 v THW LU TIRERFEIED R
MULTHI. Z20#E, NBL OFESERT -, &1
THRILLTRONAENAZRILY 7 YIKILLT, #ivE<
oM EBRB N BTHEESESICIOHEED
MR, BRRFSHEN, BELENIDTH DI &0
Dp ot FTTHRICMOZEERE UsOs 0B % 5

ST UdOs BHHRHI O WS

JAERI 1112

Photo 1 Upright type tubler furnace
(Nakano Electronics Co.)

Electric furnace

Draw out opening of furnace core

Program generater (Ohkura Electric Co.)

PID controller (Ohkura Electric Co. Type III)
Temperature recorder (Ohkura Electric Co.)

OECIOICKS

ciHckdl, ZEESBHEREEIHO LMY 7 ViE
OB EZ 850°C » 5 1100°C i EFR- s w3 &
L. ZHRERD2NTIR 6.1 ZBRBOC &.

W & Standard No. 0 &, GE&EE & N fo 8
AL DR KRR IS B & & B F R I Nz ThENE
%510 No. 1 ofpfticiy, HROED D5 ek HiE L
T, */ VAKX EAGEBCRICEE L. TD
ER Y 7 vORBEBRICKBFGEMT 22000
—T Ry 7 AT, MNEON Y FRBTTEBI -1,
Z D% Spex tL#l Mixer-Mill TRA L, &5k V I
TV YA —TRAL. COTRBIC 10 SAnrd, 5V
AR 1g $209 v v IreBmn, BH—rR
Bird s ote. YW—ERHID LNDE, No. 2 o
WRITRICE R EE Uiz LRk 5 s TS
B ofefedic, FRBFHNE 2D FRLE Lok
MAEET R E L 7. O D THHETRICHL
WAHEN, HKSTHROEHICORFBIEREEE LEN
1300 > T 2B ER TR IEZE O F 2 I &
WUl BEWEDTTH > RFIKHETHD T8
Tedn & NI o fon, BHEREHCE T 2R D BT &
2ENICEBBVEND T ED, BERKITH -
Je.
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4 WERBERIUH-ERAR

4.1 MWEREE
HARELTmEMEIN/ UOs i3, 1
Ny F (Ekw 5 & LT 600g) C&iC7
v &2 3O ABE AR ERD, #E
REAEB C ot MERBROEEL LT
12, NBL @ 65 ZHO5BLT6FHFINT
Brt ot RETLIHERREPICK -
HEREDFEBRE/RBRDOEBVTHS.

REHRIE U0 50mg 3 B%RF— 2 1

78 —ICED B,

® I EE 2050°C

R K OBEWRT—7 10A
— RO kHE = R BOL K KB
T, Ga0s A4k E 4 B RKETEICK B
FiebBT-1. THEDORFHRO—B
% TABLE 3 ILSRL T L. ThHOERS
Vi ER UIHR ROX D NERLERT
AT ENTE, TRORERLEMIEETE
MTEI.

A UIMcHBRVEZEORBEEINTE
b, ThREEAzn—4r—FEET S
EDBFED LNk

B. Bigw 7 = vOEESEHIZ2ET
DATHY, FhLUEEPTE, R > THE
RBEE2ZEBbhot. COMBERESRD
WEEB > THRINK.

C. Bilgw 5 = VIED A BT IERERE
TEBIH-BALERBECHER Ly
TNVFRTE IR > 1GAETHRURERMN
BizhcE, O ERERERY 7 =1D
WHRICHERT 3 LD MASE I TH N
LENCEEZRTEDT, < v 7VFNDE
FHERBLTPPHBEINT.

D. §ibo L 5ic UsOs AR OBE
DY, SHRENEORECYRI IR B
&5 4 =V 7 ORITIVH O it FSHM K D 5B
MELLTERRH I, K- OEMZE
Tl FRBICER, ThicA& 1=/
AT itk iRk Iht.

E DI >BEELEIIDOST, &
vk, A% BEORBRNy FEBICET
Bith, MEFIIGUT~y FB, EARAERE
MEBCIL T

TAaBLE3 Examples of results of purity test
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4.2 B—-ERRKEX

PR IR S — E D D EELD T T &R
BEERRE U TBODTHEETHIC LR VI ETER
V. U UVREET ~ & — B M O B O BRI T
Lo THRITE REERHIMEMTHTHE0T, 1
Ehi-hofEARIE 100mg §ikTHS. b LERIKE
—REENENE, ENEROTHITEDO NS Y +%
ROTEBIFE, 2053 v +DHBARNTH-EL2RRT
BCEMTEDDITHS. UL oEREIHEE
Lz, BE2E¥OXSBHE TRbbarHFED
FvRERBHCH EFTLNT YR EBSECET NN
7 F% NBL ofitgiklozh & i U THl3 2 &
nwAHT EitlLr.

A EERASLAHTEE RV S

RFREAL ST EROFET, RFCEREINTHS

JAERI 1112

Jarrell-Ash fE® OB HEFEDE TR C &
MNTE, ZROMNZREICMETEZENTE. &
Searirikid NaF 2k E 4 2IAKEHETH 5. A
HEF ¥ F i3 3300A BHED/N v 7 75 v F AL
TEY, ZOF + 2 VO MANFER (Jarrell-Ash 415
@ Atom Counter T, XEHIZ SV R{LEN, HY
2 —TatEEN3) KETZETTOREAK, 20
DRBCEIOECABROBSERTY Y P T Y b &
N3 WEF—20O—Fliz TABLE 4 DX HICE 5. T
DRDOAY Y VRICR N 77579V FRLDABRD
EINTVBROT, TNEENVTHBEFE L. §
TIAER%E TABLE 5 (CHIRd b, CDXSiIC LT NBL &
RIFESTVE, ETRIEFEHEERE SN 3.3 TR
ek D, EBRICRE—EREDHERICHE - TRAL
BAaEDIbITH 5.

TABLE4 A part of the type-out data of homogeneity test for JAERI UsOs spectrographic standards

(obtained with Jaco direct-reading spectrometer) 1963.9.28
Fe | Ni | si [Cd [Co | O |Ma|Mg| P | A | V |Ag| B |Culal |

3456 | 2515 | 2484 | 1667 | 1249 | 2792 | 2017 | 6346 | 1544 | 4798 | 1707 | 1774 | 2007 | 1696 | 2912 | 45 | 95-4
3470 | 2669 | 2307 | 1812 | 1351 | 2807 | 2115 | 6051 1603 | 4322 | 1609 | 1875 | 2073 | 1824 | 2722 | 48

3503 | 2494 | 2498 | 1846 | 1384 | 2754 | 2075 | 6495 | 1669 | 4578 | 1677 | 1867 | 2156 | 1823 | 2826 | 50

3484 | 2457 | 2365 | 1820 | 1353 | 2634 | 2051 | 6068 | 1592 | 4362 | 1598 | 1788 | 2070 | 1803 | 2738 | 48

3120 | 2419 | 2285 | 1111 | 1250 | 2635 | 1981 | 6109 | 1537 | 4626 | 1644 | 1861 | 1907 | 1748 | 2788 | 46

3444 | 2568 | 2274 | 1728 | 1294 | 2807 | 2062 | 6002 | 1595 | 4342 | 1596 | 1896 | 1998 | 1814 | 2599 | 48

3185 | 2323 | 2210 | 1726 | 1259 | 2763 | 2016 | 6193 | 1567 | 4640 | 1671 | 1879 | 2044 | 1721 | 2513 | 46

2324 | 2187 | 1966 | 1358 | 1030 | 2194 | 1324 | 4013 | 1303 | 4507 | 1514 | 1661 | 1709 | 1596 | 2631 | 38

3415 | 2544 | 2467 | 1709 | 1290 | 2864 | 1992 | 5896 | 1632 | 4403 | 1642 | 1909 | 2021 | 1793 | 2790 | 48

2988 | 2385 | 2422 | 1567 | 1165 | 2603 | 1781 | 5594 | 1519 | 4541 | 1581 | 1927 | 1923 | 1772 | 2621 | 43

2699 | 2015 | 1358 | 1494 | 1233 | 2762 | 1471 | 3426 | 1430 | 2556 | 0942 | 1250 | 1740 | 0930 | 1693 | 44 | 95-5
2205 | 1906 | 1312 | 1382 | 1144 | 2274 | 1288 | 3115 | 1336 | 2557 | 0888 | 1213 | 1615 | 0956 | 1598 | 41

2631 | 2200 | 1294 | 1567 | 1304 | 2628 | 1446 | 3083 | 1504 | 2293 | 0933 | 1274 | 1813 | 0989 | 1721 | 45

2478 | 2005 | 1455 | 1545 | 1301 | 2538 | 1446 | 3551 | 1491 | 2511 | 0951 | 1317 | 1825 | 0975 | 1689 | 44

2490 | 2026 | 1403 | 1615 | 1329 | 2518 | 1480 | 3558 | 1516 | 2515 | 0956 | 1294 | 1869 | 1004 | 1717 | 46

2346 | 2004 | 1306 | 1548 | 1267 | 2478 | 1424 | 3322 | 1467 | 2390 | 0913 | 1248 | 1769 | 0949 | 1616 | 45

2499 | 2022 | 1368 | 1501 | 1241 | 2563 | 1436 | 3572 | 1463 | 2590 | 0968 | 1304 | 1775 | 0941 | 1660 | 45

2400 | 1950 | 1374 | 1608 | 1328 | 2485 | 1441 | 3519 | 1496 | 2489 | 0950 | 1305 | 1861 | 0961 | 1681 | 45

2324 | 2025 | 1344 | 1566 | 1288 | 2571 | 1425 | 3271 | 1498 | 2389 | 0943 | 1348 | 1828 | 0985 | 1584 | 46

2294 | 1963 | 1384 | 1591 | 1299 | 2586 | 1460 | 3640 | 1509 | 2565 | 0948 | 1320 | 1857 | 0962 | 1661 | 45

0609 | 1290 | 0495 | 1236 | 1100 | 1989 | 0851 | 1026 | 1275 | 0330 | 0418 | 0983 | 1362 | 0195 | 0621 | 40 (B-1
3387 | 2583 | 2225 | 1711 | 1296 | 2920 | 2051 | 5779 | 1650 | 4274 | 1595 | 1786 | 1996 | 1765 | 2652 | 48 |B-2
0616 | 1356 | 0532 | 1312 | 1166 | 2027 | 0896 | 1169 | 1345 | 0316 | 0423 | 1019 | 1431 | 0202 | 0676 | 44 |B-3
0638 | 1358 | 0602 | 1395 | 1218 | 2058 | 0926 | 1273 | 1400 | 0316 | 0434 | 1026 | 1513 | 0216 | 0671 | 44 |[B-4
0621 | 1312 | 0540 | 1321 | 1173 | 1963 | 0884 | 1232 | 1338 | 0289 | 0412 | 0983 | 1426 | 0174 |{ 0653 | 43 |B-5
0553 | 1156 | 0487 | 1258 | 1079 | 1657 | 0780 | 1050 | 1187 | 0330 | 0377 | 0850 | 1281 | 0249 | 0590 | 39 |B-6
0683 | 1269 | 0531 1224 | 1094 | 1900 | 0832 | 1113 | 1256 | 0647 | 0398 | 0977 | 1330 | 0180 | 0719 | 40 (B-7
0580 | 1260 | 0556 | 1347 | 1150 | 1855 | 0857 | 1247 | 1288 | 0306 | 0401 | 0951 | 1412 | 0229 | 0638 | 41 |B-8
0642 | 1331 | 0542 | 1351 | 1184 | 2057 | 0911 | 1357 | 1367 | 0364 | 0426 | 1056 | 1455 | 0187 | 0666 | 43 |B-9
0677 | 13883 | 0602 | 1463 | 1272 | 2055 | 0959 | 1280 | 1423 | 0414 | 0444 | 1022 { 1518 | 0138 | 0716 | 46 {B-10
0633 | 1366 | 0686 | 1297 | 1135 | 1936 | 0868 | 1086 | 1305 | 0313 | 0414 | 0979 | 1385 | 0192 | 0683 | 41 {B-2
3569 | 5564 | 4044 | 2054 | 1811 | 3509 | 3276 | 6290 | 1833 | 3567 | 0489 | 3132 | 2616 | 2966 | 2170 | 46 | 2-1
2502 | 4826 | 3273 | 1617 | 1443 | 2854 | 2121 | 4288 | 1487 | 3133 | 0418 | 2757 | 2256 | 2587 | 1786 | 38 | 2-2
2850 | 5153 | 3175 | 1727 | 1528 | 3059 | 2582 | 4651 | 1544 | 2893 | 0435 | 3425 | 2330 | 2739 | 1721 | 40 | 2-3
2081 | 5061 | 8363 | 1715 | 1570 | 3110 | 2534 | 4878 | 1557 | 2940 | 0442 | 2864 | 2298 | 2767 | 1768 | 40 | 2-4
3402 | 5439 | 3800 | 1984 | 1694 | 3371 | 3180 | 5913 | 1783 | 2901 | 0483 | 3105 | 2644 | 2919 | 1717 | 44 | 2-5
3174 | 5463 | 3402 | 1870 | 1645 | 3266 | 2936 | 5636 | 1633 | 2918 | 0469 | 2828 | 2419 | 2858 | 1824 | 43 | 2-6
3334 | 5247 | 3711 1874 | 1605 | 3447 | 3044 | 5883 | 1757 | 3178 | 0476 | 3069 | 2483 | 2938 | 1903 | 43 | 2-7
3419 | 5528 | 3413 | 1937 | 1713 | 3380 | 3041 | 5378 | 1758 | 2729 | 0480 | 2793 | 2417 | 2979 | 1789 | 44 | 2-8
3497 | 5442 | 3630 | 2049 | 1733 | 3455 | 3370 | 6259 | 1820 | 3166 | 0482 | 2997 | 2588 | 2933 | 1885 | 44 | 2-9
4650 | 5605 | 3586 | 2019 | 1791 | 3476 | 3293 | 5662 | 1816 | 2916 | 0477 | 2575 | 2425 | 2957 | 1990 | 46 | 2-10
2283 | 3407 | 2379 | 1812 | 1565 | 2758 | 2133 | 4371 | 1657 | 1688 | 0467 | 2025 | 2106 | 1670 | 1217 | 47 | 3-1
2364 | 3456 | 2622 | 1798 | 1562 | 2691 | 2169 | 4201 1630 | 1936 | 0464 | 1871 | 2107 | 1687 | 1379 | 46 | 3-2
2361 | 3498 | 2090 | 1620 | 1440 | 2725 | 2087 | 4004 | 1553 | 1931 | 0470 | 1909 | 1768 | 1705 | 1376 | 44 | 3-3
2386 | 3480 | 2463 | 1819 | 1539 | 2708 | 2167 | 4630 | 1658 | 1763 | 0474 | 2129 | 2089 | 1710 | 1333 | 47 | 3-4
2374 | 3434 | 2368 | 1916 | 1671 | 2803 | 2102 | 4145 | 1751 | 1777 | 0485 | 1916 | 2144 | 1728 | 1389 | 47 | 3-5
2511 | 3629 | 2391 1888 | 1638 | 2850 | 2206 | 4006 | 1748 | 1785 | 0498 | 1969 | 2137 | 2116 | 1301 | 49 | 3-6
2105 | 3348 | 2471 1633 | 1429 | 2417 | 1845 | 4003 | 1464 | 1879 | 0417 | 1738 | 1955 | 1647 | 1279 | 42 | 3-7
2408 | 3707 | 2518 | 1783 | 1574 | 2976 | 2270 | 4446 | 1705 | 1928 | 0488 | 2095 | 2128 | 1803 | 1327 | 47 | 3-8
2021 | 3374 | 2206 | 1666 | 1440 | 2477 | 1862 | 3854 | 1501 | 1821 | 0443 | 2264 | 2015 | 1604 | 1231 | 43 | 3-9
2455 | 3596 | 2614 | 1910 | 1633 | 2741 | 2153 | 4154 | 1700 | 2047 | 0479 | 1929 | 2204 | 1826 | 1476 | 46 | 3-10
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TABLES Result of homogeneity test TasLe 6 Homogeneity test in the UsOs standard
Values shown are coefficient of variations (%-0) by chemical analysis of iron
Only a part of results is shown for demonstration. Sampling | Determined values [Redetermined values Bi
Element i point of iron (in ppm) | of iron (in ppm) 1as
Cu B Si Fe
Samples 1 239 240 -9.5
No. 2 4.5 55 7.5 17.0 2 243 246 —-3.5
No. 3 8.3 6.1 6.9 6.6 3 233 269 +19.5
No. 4 4.1 4.4 25.4 6.0 4 162* 244 -5.5
No. 5 15.7 5.3 10.6 6.3 5 238 245 —4.5
NBL 95-4 4.1 6.2 6.9 6.2 6 237 252 +2.5
NBL 95-5 2.4 4.3 3.6 4.3 7 195* 245 —4.5
8 237 253 +3.5
B LANHAIC X 5057 Y + R R ° 2 2 e
o . , 10 276* 251 +1.5
Standard No.0 iKW C VR T L v & — It K BIRAK
2 - o N . mean 249.5
T 10 Aoy v ) v IR Bk, A+ U/H

* Probably due to imcomplete dissolution

HEEERC X OSOESFEB LR -7, TOHRI
TABLE 6 D& 5iC7L »7z. Standard No. O R4 4 BEHE 24Ul BRETERIL, A—EBERREFTHS L
BAROY, REEmsELL, FlEEEN 7Y HFsnl.



12 IR UsOs BEERRIOAN

JAERI 1112

5. HIERERNMOSHT

5.1 HRASFHERKET S/-HOHER

RE &N RN R T LA R E T, EERIC
HRLTATHAERTHRTSH Y, Th—EFS NBL-
95 RINCHELBNC EBEEID ORI DT, BHAREF
NURERT, K - FHRSMRERES (RAR, AN
) wiERICHEL (B 38 4£948 10 H), &
HEOHBHEBTHREMIEERT - DOMBELT
BEAE2AIC “EHMMMNEARS” (FE KREARED
L ARSFINERS” (FE TEEZE) 2RO3
L&t

A (LESTINEEROES
fLEMTNEBRS WM 38 4 10 A 17 A, 12 f
13 @, A3¥FE3A6B03E2aEB BT
BMEINTIFHELE LOEH IV FTBUINERELE
TABLE 7 KB THB. F—R2DED T ELHRBERB
T »7ehs, HHCHEHNAERRREIRICEEETAH
ME. O #ARAIC Standard No. 1, No. 2, No.3,
No.4 @ 12 ZRIZOOTHHEELET L, BHET

AANEEZETEDETENTELDR, BMBEHONLS
RARONBAERLBHOKETH DEHCHL V. IR
ki 16 THRTHY, BokdxEKIvyoa, <
FrYwn, VFULA, RURICOVTRAERMIFTE
ORIBEREF > THCNHSRELLOFRICKD, B
SETANEASRIBELRATHRE L. £BEBHT
ABINTEDHONLERRL BHODTHEEROOTH D,
S RREEEMT IBCHELEDNSIDT, o
BAERLCOVTOSHEDH (5.3) THhb & &L
T, #/NERLTORERPIBRT .

FIr~BA I N - 2Rk No. 1, No.2, Ne. 3,
No.4 ¢ No.5 RATRELELTHRA ST,

B 45X/ EREOES

SIS S TRE P OERERRPEIHR E LTHIT
EBTIRSFETHADPD, HEOEREIRMSEH U
Rk kB LRIz d. ZNTHEO K S ICEEES
WL ICED D HNICRSBERNESEZ SN, &
DEHINRNEHENDBDOT TABLE 7 KBS 2 Mo

TABLE7 Members and participant laboratories

T AR I EA&
Chemical Analysis Group

A TR AE RS
Emission Spectral Analysis Group

Participant laboratories Members

Participant laboratories Members

KAk F Tsugio Takeuchi,

ZHEBRZ TR 7 : A
FAFEAE Daido Ishii

Faculty of Engineering,
Nagoya University

HZ Rt
Central Research Laboratory of
Tokyo-Shibaura Electric Co., Ltd.

=t Ak e A
Mitsubishi Metal and Mining Co.,
Ltd. Central Research Laboratoryl]

A B S —
{Siujiltor%o l\%iglgaMﬁﬁﬁgCo Ltd. %oﬁhi Nishimura

Central Laboratory

& BT rh R AT
Furukawa Electric Co., Ltd.
Central Research Laboratory

R ST i Y
Tokai Refinery, EADEAN
Atomic Fuel Corporation | Shosuke Watanabe

ARIE TR, ST CER TR KGR Kenji Motojima
Japan Atomic Energy Research
Institute, Analytical Chemistry
Laboratory

FHE=
Kakuzo Tada

AREE
Yoshihiro Ishihara

PR L
Tadao Hattori

F* # Chairman #A BH Yoshio Morimoto
# H Secretaries hEE B Tokunosuke Nakajima
¥4 B4+ Shosuke Watanabe

] T % Hiroshi Okashita

FHABHE Yoshio Morimoto,

FHBAETER FFEAH
Faculty of Engineering, Daido Ishii
Nagoya University

RZ R gt
Central Research Laboratory of
Tokyo-Shibaura Electric Co., Ltd.

=3 & LN RBIAT
Mitsubishi Metal and Mining Co.,
Ltd. Central Research Laboratory

HEE TR
Furukawa Electric Co., Ltd.
Central Research Laboratory

=HE BRI DR
Mitsui Mining and Smelting Co.,
Ltd. Central Research Laboratory|

picfisl 3

Isoo Masuda

Al ES
Yoshihiro Ishihara

B3
Toshiaki Kuroha

W=
Kozo Ikegami

A Y B®ERT A LR ERE

Hitachi Ltd. Hitachi Research Yasushi Sugawara
Laboratory

TRART ST
Electric-Technical Laboratory Keiji Kaneko
R A R i Rk HEREL

Tokai Refinery, Takao Nishiya

Atomic Fuel Corporation

AARRFARRTMLERRE hERZH
Japan Atomic Energy Research | Tokunosuke Nakajima,
Institute, Analytical Chemistry A IERE

Masao Takahashi

hEE 2B Tokunosuke Nakajima
%2 B+ Shosuke Watanabe
i T 9% Hiroshi Okashita

Laboratory

F #& Chairman
#® 3 Secretaries




JAERI 1112 5.

nEETaRERBE LK. $7bB, 1) NBL #lo 95
T2 65 RAEAVTHREREZRDTEL T ER,
D ULESIFEE ORICKERRENRINE X S35
AL, ZOFEREHSMICT ZDIELD. 2) BRlo
Bt ofEEicBiro. 3) R4 TERICE
SN MESHFIEOEEELHLMiC U, BERHCE
RINBH—FDH DN IIEEMEOBEF O BB E
REFTEOIEBYD. 4) EROLAREBRICL &7 &%
REZH>WTOHRHEES.
BHATRVEULBEETHEDT, { DELMEK
PESMFOHELVEL UTESEOBELXED L C
ENTE . B 1EVLEMMNEERERELRERIC, R
¥t 25g FORKMICEN L, A LcRREHICH -
THthiaERLE. NEESELTO241F, B 38
£ 12 12 BIERGTRT TR EMBTEE.

I OM/NERSOERE, 384 12 A 13 B (B
3E) 3944 8 20 H (FB4ED kbbb
ke PRSI BRI LT, #BREL S UTICE

IR D57 13

5.2 {LEBFEOER

BIADLDOMTF—Z2ICDONTO2EDL D BFIATH
EEBZIE T

(A) ROV T—TRE O FEMT 2 B T
W, R EDL B,

(B) FiliELFTREEICHLUTEREE kb OD
KOWTHEATOEEE2T 5. b LEBRTRILEAET
— 2 %2RAT 5.

(C) 2-20HKOEHEDEDOHEEAKEELRAN 5K
»HB.

t(m, @) +s2i+V 2
2L, m: BESBOHHE
a: HEkE 1% ERALR)
sai: MR OHEEM
mi: AR DER LD

(D) ®FEHEKRXIOJEICE~R, (C) TRDME
IDHREFVERINIZCEZBHOMORFET 5.

(E) 3L LoRFHEEGTHICOVTEDOLTE

s
Sg=V —
m;

R#HE SNz, Zm, BHRFHEDE d=(Ti—Zm) ZRD, TOHEKD
TABLE8 Grouping of the analytical results (between lab.>within lab.)
~~~__ Elements|
e Al Cd Co Cr Cu Fe Mn Mo Ni P Si
Samples T~
682 210 128 47 280  hta |78 s20 o 165 |16
67.0 2.02 10.2 51.6 219 153 26.7 31.0 1005 162 104
620 1201 1.94 9.7 50.5 20.1 152 . 60 291 100, 161 98.5
No.1 609 1.97 9.7 50.4 20.0 150 257 258286 99.7 98.9160 159.196.3
60.5 9.54 50.0 28.3
60.7 184 9.3 49.8 199 199149 255 28.3 98.0 157 95.8 95.4
58.4 9.3 49.1 19.7 144 [o47 7.2 96.2 156 94.2
50.3 9.2 48.3 19.7 135 243 101 [852 150  [924
37.7 1.08 6.6 277 115 |93 147 184  |506 87.0 62.7
338 [LO7 55 [269 10.7 87 . [138 146 50.3 85.9 572
32.0 0.98 1.04 5.0 26.7 103 83 135 145 | 600 851 85.25517
No.2 315 0.95 5.0 26.2 26.0/10.1 77 12.8 143 49.8 49.485.0 51.2
508 logr 48 4.8425.9 100 10075 127 143|495 829 {498 494
30.0 4.7 25.1 9.9 75 126 134 485 784 483
28.8 46 24.0 9.9 71 12.0 51 47.4 76.1 46.0
188 053 3.1 145 6.4 47.7 78 13 28.0 48.2 42.9
185 186 53 0.5302_.9 14.4 55 471 o EE 75 [267  |474 47.4308
16.1 0.53 2.7 182 | 54 45.3 638 75, 261 467 300
No. 3 [157 052 24 ,pN129 52 526443 68 . |74 257 258445 1271 279
151 15.1[0.40 2.4 125 5.1 39.3 6.6 6.9 255 42.0 26.6
14.4 2.4 12.2 50  [387 388 6.4 59 250 s %51
14.4 2.2 85 46 38.3 6.4 28 o1z [399 P18
9.0 0.27 20 | l77 3.2 323 |46 |56  [149  [281 33.7
8.4 0.25 17 7.0 30 3.0.24.2 40 40 143 276 27.4218
8.1 0.25 0.244 15 69 129 233 23439 37 126 265 160
No.4 |80 805023 13 6.7 2.6 22.1 36 ., |35 85124 J248 15.6
7.8 0.22 1.3 1.30 6.4 25, , [200 32 34 121 Y240 240152 146
75 1.2 64 2.4 199 19.9 3.1 32 118 23.3 135
74 1.2 49 2.2 19.7 3.0 18 99 19 125




14 DA UsOs ERERK TR

bDAE d LT 5.
(F) ®oXpd to 2K, ERIHIC K - TRE
T 5.

72120, k: ANERHOEEEDOH

(G) AEtli-rkbolRND BICHY,
(E), (F) OFIRAEBCIS.

(H) /NEROKEYE, BELE) CRETFHMETE
LT piEEdERD 5.

(1) zoOHEMBVETTICRDICHEEM 2 & R
5. (FEE

BHENKE a i3 1% icLi.
COEIMMEDKERIZTABLE 8 LRIV TS, T
DR S, THBERBOBFEBEIC/NS Y +255
5, —2OEEHCKT B AT ESEO P OFFICK T &
haz &b -7
{LEMMTNER ST, SMihth & WERER EOR
Hic oW TERBB LN, BNNEHEOR LR
L, EXOFRRBHEEINZHFERIRL 2T LRITHS
WEBcidscEEnote. ThHiE20TRETHRE
ik d 5. FRFICETE, SRR OMIEDNT Y+
ZHMBLV7 5 7HRTRLUTEL. (Fig.3~Fig.13)
B: SMECRBMNZIrAEITHLOTEEETH
BICEHH B, (TABLE 9)

FPILI=h: SHEB (TABLE 10) O35 v F TR
HoalicksboTR Wb EfEEINS. HIEE

I LI

g

& :

-

= 60
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=i

12

=1

S 40

Bl
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=~
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s

5 20

(o]
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I
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]
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= 9 1 1 ! 1
75 15 30 60

Added, ppm

— Mean value of all determinations
=~ Amount added
Fig. 3-(a) Al

JAERI 1112

OEEORRRIBAIEE Ll Thb Eicd &3
EROLNAZDTEOMFERBBTTHINENIREM
ot TNERDOTRBAITBBCEbhic. RET
RUPLEDOE ZHMAEN TS (TABLE 10, Fig.3-9, b).

HRIYA: EICIIEIZIH - 72 ( TABLE 11, Fig.4-q,
b).

O b BICEFHFEIN T IR - 72 (TABLE 11,
Fig.4-a,b).

SR (TABLE 13, Fig.b-a,b)

#: (TABLE 14, Fig.7-a,b)

#: (TABLE 15, Fig.8-a,b)

2vH: (TABLE 16, Fig.9-q,b)

EYTFY: SEECSOTEBR. SECico
WThAF YV VYEEETERUTHT L O THERE
FE XNz (TABLE 17, Fig.10-q,b).

Zoh: ARREFAVIEEELETE, 2RORSILE
T5LE, RESRIZCENDP T, RABELIKK
KEEZHETE, HI2VRBERORNEEESL 754
W B (MFEDICDNT) (TABLE 18, Fig.l1-q,b).

Yo SRIFEEOBMTREREBET L ENA
X hte. o oBgERR & LTHVA NBLIS I
U 65 37 UOs EERKOIESITNER I
( TABLE 19, Fig.12-q,b).

FAFR: A RORMER 3.2 TR~ & 5 IKER
TORESNTEDB LI LTEDONLDDOTHS. TO
BT HRERL S T LicERE(TABLE 20, Fig.13-q,
b).

Mean, X

! .?' 4 ...gziis}.’::} (M ] %
45 50 55 60 65 70 75
ppm

No. 2 sged
25 30 35 40

Sample No, 1

33
No.3 —i .iig.::, ,
10 15 20 25
|
1 iili 1
No.4 5 0 15
Fig. 3-(b) Al
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Fig. 4-(a) Cd
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ppm
§
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No. 34 "'ii' :
0 0.5 1.0
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No. 4 1 S —+—
° 0 0.5
Fig. 4-(b) Cd
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Mean value of determinations in each lab., ppm
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15
Co
L ]
:/’:
o/ :
’/
1.25 2.5 5 1‘0
Added, ppm
— . Mean value of all determinations
—-— " Amount added
Fig. 5-(a) Co
Mean, X
No. 14— i';' be
5 10 15
ppm
i
NO. 2 j[ [ ] ! $ ‘ [ ] : [ ] :
0 5 10
|
No.3 — i !. ;
o, 5 5

Fig. 5-(b) Co
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301
75
Cu
5 Cr
(=N
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S o5) / § 101
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] - =2
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. 51
R =
CA—— - - R T 10 20
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Added, ppm

——— : Mean value of all determinations
w—+— . Amount added

Fig. 6-(a) Cr
Mean, X
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No_ 2 } e : § § i P | 1 i
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No. 3+ 'S B ii!i y
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{

No.4 —t ; % $ t
5 10 15

Fig. 6-(b) Cr

——— : Mean value of all determinations
=== Amount added

Fig. 7(a) Cu
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Fig. 7-(b) Cu



Mean value of determinations in each lab., ppm

JAERI 1112 5. RIEEEREEOLT 7
200
£
g2 30r
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«Q
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= 20-
g
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=
100+ g
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© 1or
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50} o
2
o« J7 8
P 5 0 L L ! et
/ § 3.125 6.25 12.5 25
0 1 ) 1 L Added, Ppm
18.75 37.5 75 150 ——: Mean value of all determinations
Added, ppm —«=" Amount added
= ! Mean value of all determinations i
1 Fig. 9- M
—-=— ; Amount added Ig. 9-() "
Fig. 8-(a) Fe
Mean, X
Mean,f Sample No. 14 ‘ ;!‘.n P I }
20 25 30
ppm
Sample No. 1
130 140 150 160 170 180
ppm
NO. 2 : [] [ ] i ! ; ! [ ) !
10 15
No, 2
70 80 90 100
l ‘I No.3 o ’“" :
No. 3 5 10
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No. 4 th_-_,.‘ No. 4 | ; i :

10 20 30 40 0 5
Fig. 8-(b) Fe ‘ fig. 9-(b) Mn
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401
Mo .
[ )
g o 1501
-]
= . Ni
<
g &
£ c
2 < ¢
2 20} g 100}
g £
g
8 g
= S
= 3
— £
i g
e
e 8
[ ] [}
é 10} ‘ i -:; 501
: / 2
2 3 :
* . g &
= / .
. P
[ ] s
0 ] 1 [} 1 0 ] i 1 L
3.3 6.7 134 26.7 125 25 50 100
Added, ppm Added, ppm .
: Mean value of all determinations ~———— ! Mean value of all determinations
—-w=: Amount added — == Amount added
Fig. 10-(a) Mo Fig. 11-(a) Ni
Lo
Mean,
Mean, X
$ , . , ‘ £, ¢ , Sample
Sample No. 1p——4 20 25 30 35 Nolp—34a 1 o ¢ f..;.. o9l o
ppm 80 85 90 95 100 105 110

No. 2 _!_n___._L}__La_,_

No.3 1 ,;i! 3
0 5 10 15
1
[ 3
No. 4 0 5 10
Fig. 10-(b) Mo

ppm

No.2 — $ i‘*' }

40 45 50 55

No.3 —O—L-—I-LL_L'__
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No.4 } ;i ‘; g - }
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Fig. 11-(b) Ni
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200
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100

1
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o
T

Mean value of determinations in each lab., ppm

5. RAERERE O

1 1 1 1
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—— Mean value of all determinations
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145
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Mean value of determinations in each lab.,ppm
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Fig. 13-(a) Si
l Mean, X
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20 25 30 35 40 45
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Fig. 13-(b) Si
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Individual Result of Chemical Analyses (in ppm)

TABLE®? Ag
Sample
Lab. No. 1 No. 2 No. 3 No. 4
Method
A Eézeytl}i’(ﬁizmo' mean| mean| mean| mean
oy 2.4, 0. 64 0.3:
2. 21 0. 9 0. 53 0. 26
D Dithizone 2. 07 2. 09 1. Oo 1. Oo 0. 52 0. 52 0. 25 0. 25
2. 0o 1.0z 0. 52 0. 26
Amount added 2.0 1.0 0.5 0.25
Mean, 2. 26 1.13 0.58 0. 29
TABLE10 Al
Sample
Lab. . No.1l | No.2 | No.3 | No. 4
Method \
Oxine/benzene [58, 0 M¢3Mog, pMeaN) 5 gmean g omean
A | extraction (after|60.0 58, 428.0 28, 814.0 14.4 7.2 7.5
TBP extraction)|57. 2 29.2 14.0 7.2
Oxine 67. 4 37.8 188 8.4
B | /chloroform [67.4 67.038.4 37.7/18.2 18.5/ 7.4 8.1
extraction 66. 3 36. 9 18.5 8.4
Oxine/benzene [61.3 31.8 16. 4 8.2
C | extraction (after59. 8 60.731.6 31.515.6 16.1/ 7.4 7.8
TBP extraction)60. 9 31.2 16.3 7.8
. 61. 7 30. 6 14.5 8.3
D gj?r‘;i{}’;:ze“e 63.9 62.029.0 30.0[15.4 15.1/ 7.2 8.0
60. 3 30. 5 15.5 8.6
. 50.4 32.5 149 8.4
E g(’;‘r‘;‘z/t?;:’e“e 51.3 50.332.0 32.0113.4 14.4 6.6 7.4
49.1 31.4 14.9 7.1
: 59. 1 30.7 15.8 9.0
F | Oxine/benzene 5; 5 6o 931 2 30.815.0 15.7 7.6 8.4
61. 9 30. 6 16.3 8.7
Oxine 68.0 334 85 (5
G | /chloroform [69.1 68.2(34.6 33.818.6 18. 8 0° 9.0;
extraction 67.6 33.3 19.2 o3
9. 02
Amount_ added g(l) 1 30 15 ’g (5)3
Mean, & a5, 502 1E2.716. 121755 0 o
) 37.7
Addition-| 50 67,0 71.9129.6 38.017.6 15.4 8.3 8.6
foron ot 633 69.180.1 33.1119.1 15.9) 7.5 9.5
al Data roction. 1639 30. 3 33.5(16. 8 7.7
72.7 36.0 36. 6/14.6 9.1
TaBLe 11 Cd
Sample
Lab. No. 1 No. 2 No. 3 No. 4
Method
Todide
A | extraction-A. C. 2.0, 0.5 0.2s
polarography
2.14 0.92 0. 38 0.25
B | lon exchange 15755 2 010.81 0.950.46 0.400. 22 0. 22
1.86 1.13 0. 36 0.18
2. 02 1.1 0. 57 0. 25
D | Dithizone 2.15 2.1010. %1 0.4s 0.5310.25 0.27
2. 14 0. 92 0. 55 0. 3;
Dithizone 2.1 1.1 0.55 0.26
F | extraction- 1.9 2.011.1 0.54 0.530.25 0.25
polarography [1.9 1.0 0. 51 0. 24
1.8; 0. 8s 0. 54 0. 2
G | Dithizone 1.8; 1.8,(0.9; 0.5¢ 0.53/0.2; 0.23
1.8 0. 92 0. 52 0. 24
2.0 1.0 0.5 0.25
pmount added  fy'g 1700|0504  f0.244
’ +%0.12]  +0.08 0,072 +0.025

* Precision at 95% confidence level.

JAERI 1112
Taste12 Co
Sample
Lab. No. 1 No. 2 No. 3 . 4
Method
9 3mean 4 zmean 2 2 mean
A | Nitroso-R salt | 9.4 9.2/ 4.8 4.6/ 2.4 2.2 1.5
9.0 4.8 2.0
9.7 49 2.5 .
Nitroso-R salt | 9.5 9.7] 5.1 2.7 .3 1.3
9.8 4.9 2.8 )
10.0 5. 01 3. 0o 2. 08
C | Nitroso-R salt 10.7 10.2/4. 95 3. 21 2.03 2.0
9.9 5. 16 3. 1, 1.9
10.3 48 2.1 1.2
D | Nitroso-R salt [ 9.5 9.7/ 5.0 2.5 1.3 1.2
9.4 4.7 2.5 1.2
13.0 6.8 7.2 2.0
E | Nitroso-R salt |12.7 12.8| 6.5 3.2 1.7 1.7
12.6 6.6 3.3 1.5
9.4 46 2.5 1.3
F | Nitroso-R salt [ 8.9 9.3/ 4.9 2.4 1.3 1.3
9.7 4.7 2.3 1.2
9.2 5.8 2.5 ii
- 9.2 5.7 2.7 .
G | Nitroso-R salt 10.0 9.3 5 9 95 11 1.2
8.8 5.4 2.1 1.1
Amountadded 100 Bl bR (%
Mean, & . . ' '
’ +*%1.2  +0.65 +0.29
* Precision at 95% confidence level.
TABLE13 Cr
Sample
Lab. No. 1 No. No. 3 No. 4
Method
. 49 Smean27 Omean 8 9 5 3mean
A D‘Phe“%)l; o 149.849.1127.0 26,9 8.7 8.54.7 4.9
carbazide 147 g 26. 7 8.0 4.7
Dinhenvl- 53.8 25.6 13.7 7.3
B p {m de P33 51.6124.8 25.912.6 6.9 7.0
carbazide 47 g 27. 4 13.2 6.7
- 50. 4 25.7 3.6 6.5
C D‘Phe“{)l; 4o 49.8 50.526.8 26.212.4 6.0 6.4
carbazide 5y g 26. 2 12.8 6.8
Diohenyl- 51. 4 25. 0 13.4 6.9
D | P {m.d 49.7 50.426.5 26.7|15.0 8.3 7.7
carbazide lsg 1 28. 6 14.7 7.9
Diohenyl- 50. 3 23.9 1.7 6.3
E | P side 482 49.1125.9 25.1112.1 7.1 6.7
carbazide |1g g 25. 4 12.8 6.8
- 55. 3 28.7 15.1 7.3
F DlPhem{}; .j, 544 54.727.9 27.714.8 6.1 6.4
carbazide |gg 3 26. 6 13.6 5.8
48.9 25.0 12.4 6.3
G | 2-methyl-oxine |46.0 48.3/23.6 24.0]13.1 6.3 6.9
50. 0 23, 4 12.0 8.2
Amount added |50 25 125 2
Mean, Z B0.5+2.026.1+1.112.6 1.9, o o

*  Precision at 95% confidence level.
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TABLE 14 Cu TABLE16 Mn
Sample Sample
Lab. No. 1 No. 2 No. 3 No. 4 Lab, No. 1 No. 2 No. 3 No. 4
Method Method
. o 8 gmean 9 7mean 5 3mean 3 lmean 25 Smean 13 811.’16&1’1 7 8mean 4 Gmean
A | Diethyldithio- g7 19 70071 10,1 5.7 5.52.9 8.0 A | Permanganate [25.7 25.713.8 13.8 7.8 7.83 4.6 4.63
carbamate 50 5 0.4 5.4 2.0 25.6  [13.8 7.9 4.7
: . ]20.4 9.8 5.7 31 25.7 12.4 7.4 42
p | Diethyldithio- 19" 0y o/ 9’7 9.9/ 5.3 5427 2.9 B | Permanganate [26.8 26.0112.7 12.6| 7.2 7.23| 3.4 4.00
carbamate o, | 10,2 5.3 2.9 25. 6 12.7 7.1 4.4
) S R0.1 10.1 5. 31 2.50 25 12.5 5.9 36
¢ | Diethyldithio- 175°g 19 7110’1 9.95.01 5.052.47 2.51  C | Permanganate |25 24.7]12.7 12.8 6.9 6.40| 3.3 3.63
carbamate |;g 3 9.6 4.83 2. 47 24 13.1 6.4 4.0
: 9.6 10.0 5.2 2.6 25.1 12.4 6.4 2.9
p | Diethyldithio- 0"y 19 9100 10.0{ 5.2 5.23 2.5 2.6 D | Permanganate [25.6 25.5(13.1 12.7/ 6.4 6.40 3.1 3.13
carbamate |50 1 " jp 1 5.3 2.6 5.7 [12.7 6.4 34
: . [p2.4 10.9 29 2.3 25 11 7.3 3.0
g | Diethyldithio- 157" 7 o) o156 10.7/ 5.2 5121 22  E | Permanganate 24 24.313 12.0/ 7.3 6.83 3.0 3.00
carbamate [51°g “ 71q. 7 5.3 2.2 24 12 5.9 3.0
Dictholdithio. 120 1 10.1 14 2.4 ~ [28.8 14.8 7.1 3.8
F y 20.7 20.1010.4 10.3 4.6 4.6/ 2.3 2.4 F | 2-methyl oxine [28.7 27.814.5 14.7| 6.9 6.83 4.1 3.97
carbamate 14’ g 10.4 4.8 2.4 25.9 14.8 6.5 4.0
: 22.3 12.0 6.2 3.0 28.4
Oxine 13.4 6.8 3.1
G | “extraction |22 23.011.311.56.56.35 8.2 3.2 G | 2-methyl oxine 27 & 26.713.7 13.5 6.6 6.63 3.2 3.20
24. 4 11.3 3.4 24.2 15 4 o 35
Amount added 30 ¢ 10 S o gg : S BT5
Mean, & ’ 10. 3+0. 5 ) Amount added 12.5 ; ’
’ +%1.2 +0.50] +0.33 Mmount. 25.8 15 540,86 88 3. 66
= ean, = +*], 1o “FY- +0.47] +0.54
* Precision at 95% confidence level.
* Precision at 95% confidence level.
TABLE 15 Fe Taste 17 Mo
Sample Sample
Lab, No. 1 No. 2 No. 3 No. 4 Lab. No. 1 No. 2 No. 3 No. 4
Method Method
Thiocyanate mean mean| mean| mean
15g™mean| g, mean ,gomean gqmean OCY: 32.7 14. 3 59 2.8
A | o-Phenanthro- | 155 yeal g2 g3 of 47 47.7] 34 32.3 A fneﬂmd af)e"f 30.0 31.014.5 14.3/ 5.7 5.9 3.5 3.2
line 151 80 48 30 opment of colorigy’ » ™ 7y 4 6.1 3.4
after extraction)” " ’ : '
. 170" 196.8  144.8  [26.1 Thiocyanate log o |14 4 7.2 3.8
B | Oxine 171 17488.3 93.345.1 45.321.6 24.2 p method (Deve- lor' g o0 3714'6 145/ 7.2 7.4/ 3.1 3.4
180 1948 461  [25.0 lcipmentof 0910327'9 “has T |79 |32
153 77 44 22 after extraction)™" " ’ : :
o-phenanthro-
€1 line 1oy 1y Ty a4y zoand c [Oxine 3% 5 32.9l15. 2 18, 41137 11,336, 89 5. 58
® 24 extraction 31"y " lig'5 (1143 [5.18
henanthro. 1484 [71.3 37.4 8.3 . - : :
D | R CPANTTOT 1148, 2 149176, 3 75.4i38.8 38.320.5 19.7 b [Thiocyanate gg-g o zigg 13,4 gg 6.9 :-3!451 a5
150.1  |78.5 38.7 20. 2 16 27.2113.0 13.4 6. .9 35 3
131 [67.0 9.2 24 method 70 " 3.7 7.3 3.6
E | o-phenanthro- | 135 13583 87.0l45.4 47.1) 21 23.3 Thiocyanate |99 48 2.7 LT e
134 |90.8  |46.7 25 E | hlocyan: 10.210.1 5.5 5.1 2.8 2.81.9 1.
143.9 [71.6 38.8 19.7 10. 1 5.0 2.8 L9
F | Oxine 143.5 144701 71.1139.7 39.319.8 19.9 Oxine 29.8 ~ l14.3 7.4 4.0
1447 716 39.3 20. 2 | R, gg.g zgllig.g 14.6 ;g 7.5 gg 3.7
149 1136 s |22 : %80 44 [7.65 7.0
G | Oxine 153 15076.9 75.1139.1 38.7); 4" 20.0 G [Oxine 28.5 28.6/14.0 14.37.18 7.533.96 4.03
149 75.0 38.4 19.7 extraction  og’ 4 14.6 7.55 4.08
Amount added  [120 | |15 37.5  [18.75 Amount added [207  [13.4 6.7 53
Mean, Z " 41 [B0-3%7.243.0:3.823. 24,1 Mean, Z " a7 oL3-5E3.77.0522. 347 7, g3
B 175 89, 4 _ 08 1 * Precision at 95% confidence level.
ﬁ;‘g““’“al 4.0 162.0/6.278.377.138.8 5.4 42.116. 9 20.2
G [156.0 159.380.475.678.541.7 3.8 38.7124. 2 19.1
152.0 167.704.978.783.240.038.8  [19.0 18.4

*  Precision at 95% confidence level.



22 536391 UsOs RO TIRE

TABLE 18 Ni

JAERI 1112

TABLE20 Si

No. 4

Sample
Lab. No. 1 No. 2 No. 3
Method

Sample
Lab. No. 1 No. 2 No. 3 No. 4
Method

Dimethylglyo- |84, 2™M€a0)yg gMeany; pmean g gmean
A | xime (Na salt) [87. 2 85.250.7 49.821.2 21.2[10.4 9.9
extraction 84. 2 49, 8 21.2 9.6

Methylisobutyl- 94, gmeanlsy ¢ meanj,q cmeaniq, ,mean

ketone extrac-
A tion, Molybde- 852)(5) A, 1222.) 62. 73%3 42, Qggg 33.7
num Blue ’ ’ ) ’

B Dimethylglyo- 92. 4 51.9 27.8 13.3

Molybdenum {90. 9 48.0 29.7 15. 4

) oo o105 100491 50.629. 2 28.0/16.5 14.9 B | Blue-Direct  [94.8 92.4/48.1 48.327.6 30.015.1 15.2
Xime extracliony o4 50. 8 26. 9 14.8 method 91.5 48.9 32,7 15. 2
Dimethylalyo. 100 50 26.3 12.4 Molybdenum _ |106 54,2 26. 6 15.3

C | ome Ytg 7o .l 97 98.049  50.0125.8 26.1)12.7 12.6 C | Blue-Direct {102 104|50.4 51.727.8 27.1/16.0 15.6
Xime extraction) g7 51 26. 1 12.7 method 105 50. 4 26. 9 15.6
Dimethvlalvo. 1100 48,3 25.2 12.3 108 59.8 33. 3 22.4

D | mesyaye 1101 10048.9 49.525.3 25.511.9 11.8 D | Baking method [102  106[53.7 57.2[29.8 30.823.6 21.8
Xime-Bromine gg 5 51. 4 25. 9 11.2 108 58. 0 29. 4 19.5
Dimethvialvo. 108 48.3 27 13 Molybdenum _ |93. 7 46. 4 22.3 17

E | SMeSyEYo 1106 10749.0 47.4 26 26.7 15 14.3 E | Blue-Direct  [98.1 95.844.7 46.022.9 21.816 16.0
XIme-DIomine |y gq 44. 8 27 15 method 95. 6 47. 0 20. 2 15

: 9%6.7 @78 5.0 127
F D‘m:thytlg‘g’t‘.’(‘) 95. 2 96.2148. 1 48.5(25.9 25. 0111, 9 12.4
XIme extraclion|aq g 49. 7 24.2 12.6
: 102 494 5.6  |IL8
G D‘methﬂfgt‘?(; 99.0 99.750. 9 50. 325. 6 25.7[12. 4 12.1
Xime €xtracuon gz g 50. 7 25. 8 12.2

Amount added |00 50 o5 12.5

Mean, & 980 15 ,49.4::1.025.5+1.812.6+1.4

* Precision at 95% confidence level.

TABLE1® P

Sample
Lab. No. 1
Method

Methylisobutyl- 15gmeanlg, {mean|,q pmeany, gmean

A | ketone extrac- | yur 14081 6 82 945 4 44.524.2 24.8

tion, Molybde-
num Blue 162 83.1 44.7 25.4

Molybdenum 160 85. 0 46. 7 26. 2

B | Blue-Direct 162 162/86.9 87.0147.3 46.726.4 26.5

method 165 89. 0 46. 1 26. 9

Molybdenum | 148 75.7 42.2 22.4

C | Blue Direct 152 150[75.5 76.1/41.6 42.0[24.3 24.0

method 150 77.0 42.3 25. 2

Molybdenum 162 85. 6 48. 0 28.1

D | Blue (ethylace- | 156 160{84.1 85.947.1 47.4[27.7 28.1

tate extraction) | 163 88. 0 47. 1 28. 4

164 83. 3 11,5 21

g | Molybdenum | 163 16584 2 85.143.1 41.819 19
ue 168 82. 9 40. 8 18

Methylisobutyl-| 156 lg5.3  lgg 7.9
F {‘.et"“;f’l“{;“‘_ 156 15684.8 85.048.5 48.227.5 27.6
jon, WOYRdeT 1 157 85.0  W47.4  [27.5

num Blue
156 [78.0 [40.4 1239
G | Molybdenum | 157 157178" ) 78, 4130, 7 39, 9l22. 8 23. 3

No. 2 No. 3 No. 4

Blue 157 [79.2  [39.5  123.3
Amount added | Jog 7 |75 37.5  [18.75
Mean, & B T 582.9+3.814:4:-3,024.8+2.8

*  Precision at 95% confidence level.

5.3 SAXEBFEOEE

BHRINSSTEE T EDIDM TABLE 21 ThH
5. BEHBRELZBCR-TEETIC L LIRS THE
2, BHORUBKSTLUEHLLTRL, Flft¥s
HoEank iy FORKKEELLERTEC L
LbREBTH 2 L INLDT, BRREME RIMEE

Methylisobutyl- 96. 5 52. 1 26.0 14.4

p | ketone extrac- log5 5 o 951" 7 51 9976 26.611.9 13.5

tion, Molybde-
num Blue 96. 9 49.7 26. 1 14.1

Molybdenum [98. 4 49. 9 24. 6 13.6
G | Blue-Direct 97.8 98.550.4 49.825.3 25.1|11.6 12.5

method 99. 3 49, 2 25. 3 12. 4
Amount added lgg 2 50 25 12.5

Mean, T

4, 792 4+5.329.2+6.2]18.3+6.8

* Precision at 95% confidence level.

Bz gL, 27— 20FPHEEHELTRT LI
Utz DT EREREREOSEMEICILESDTH
FoxH>BRRETTIATHE LEEDNS.

InNSDF— 2R LAY 7 VHOBRBRMY OB
AREOEBEEZRTEERT—FTHIELZOR
BRHLbDEELD. HRGTNEBELSTHEINK
FRMESRYTOLI B DTH -1

(A) m#esteld LT NBL 95 RHERNEE 65
RHEANETOHRRBRICHBOOENET ST &8
Hz. 7L hidBkE LT Ga0s %1z AgCl % H
WBEBATHY, NaF ERKTRIOXIZT LB
HIKDIZ 5 & E R OYBMEE L OBBIC OV TR
NBBETHHD.

(B) HELEORERICOVTNL D OERNER
Brpdt, EREIZEINETAHRATESCLE
MEEEINC.

(C) RUENTERMELOVELZ>TEYD, &X
i No.4 & No.5 Oficd 5—BHd BRI E
BEbhis.

(D) =Y 7FFr&) VIEOWTERMNEESFERII
SVWTKRERFEDH B LI =) TFY
COWTREHTRAEOKE REEOLEH DFHF
D RH-fo ENRBEN, BHEOKR, A
METEX Ntz Y viE2WnWTid NBL-65 RFlpoD Y v
DEICEIEND 3 LHEEINI. FELRBICNT Y F,
g & R 32 2 RUR Ui b D A8 Fig.14~Fig.26 TH 5,
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TABLE 21 Results of co-operative spectrochemical analysis (in ppm based on metal)
Ele- No.1 No. 2 No. 3 No. 4 No.5
ment| Lab.| carrier 97 | £ 0 CV(%)| £ o CV(%) & o CV(%)| £ ¢ CV(%)| £ ¢ CV(%)
B | Ga:0s | 95 3.1 7.71 1.4 150 1.3 11.5| 0.4 11.9 {<0.1 —
C | Gax0s 65 2.29 0.48 20.71 1.440.15 10.5| 0.710.12 17.3| 0.34 0,22 6.4| 0,06 0.02 36.2
E | Ga:0s 95 3.05 9.8 1.60 13.1 ]| 0.69 19.6 | 0.26 15.0 {<0.1 _—
F | NaF 95 2.10 0.15 1.20 0.12 0.58 0.04 0.28 0.04 0.08 0.01
Ag | H 2.4 0.2 1.4 0.2 0.9 0.06 0.46 0.05 0.1 0.04
I | Ga:0Os 65 2,12 0.3818.10 1.150.13 11.53] 0.57 0.12 21.59 0.30 0.05 15.9 |<0.2 —
J | Ga:0s 65 3.8 12,1 1.71 8.9 | 0.62 12.3} 0.34 11.3| 0.13 14.5
G’ — 0.90 0.32 0.20 —
added value 2.0 1.0 0.5 0.25 —
A 56 28 12.3 7.7 —
B | GaOs 95 |74 28.4 | 56 9.4 |26 5.7110 34.6 | 4.3 29.1
C | Ga0s 82.9 28,2 34,0 |48.7 7.4515.3|21.8 4.7922.0| 7.57 0.8010.6 | —
Al D | NaF 95 | 56,8 6.9 28.5 3.3 172 0.84 9.7 0.38 3.1 0.18
E 57 9.9 25 3.9 11 1.6 6 0.7 4 0.6
added value 60 30 15 7.5 —_
B | Ga:0s 95 2.7 93| 1.3 10.0| 0.8 10.0{ 0.5 28.5| 0.3 36.8
C 2.63 0.21 80| 1.18 0.1310.7| 0.77 0.1215.8| 0.44 0.07 16.1| 0.32 0.05 14.1
E | Ga:0s 95 2.7 19.6 | 1.4 8.1| 0.80 11.7 | 0.58 11.8 | 0.24
E | Ga0s 65 2.3 1.3 0.65 0.45 0.18
E | AgCl 95 3.0 1.6 0. 89 0.60 0.18
E | AgCl 65 2.4 1.3 0.72 0.49 0.16
B F | NaF 95 2.40 0.26 1.30 0.15 0.67 0.11 0.40 0.04 0.07 0.005
G | AgCl 65 2.18 0.12 1.24 0.083 0.68 0.045 0.38 0.035 —
H 2.1 0.2 1.2 0.1 0.56 0.1 0.3 0.02 <0.25
I | Ga:0s 65 3.39 0.53 1567 1.44 0.25 17.40, 0.64 0.09 14.44] 0.23 0.03 15.24<0.25
J | Ga:0s 65 3.15 8.6| 1.36 6.8 | 0.52 7.3 0.34 6.8 0.13 8.1
G’ — 1.29 0.69 0.43 0.042
added value 2.0 1.0 0.5 0.25 —
B | Ga:0s 95 2.4 10,0 1.8 20.0| — — —_
C 2.33 0.3113.4| 1.20 0.00 0.0| 0.47 0.3166.0| 0.16 0.07 42.4 | —
E | Ga0s; 95 2.52 551 1.18 6.6 | 0.60 9.0 0.28 13.2| 0.05
Cd F | NaF 95 1.95 0.22 1.14 0.21 0.50 0.09 0.34 0.05 <0.1
G | AgCl 65 1.87 0.48 1.02 0.10 0.53 0.066 0.20 0.050 —
I | GaOs 65 2.14 0.33 15.66] 0.94 0.13 13.63 0.53 0.07 13.65 0.20 0.03 14.47|<0.1
added value 2.0 1.0 0.5 0.25 —_
A 50 28 14 6.4 —_
B | Ga0; 95 | 62 9.121 15.0 | 17 7.7 |<5 —
C 48.54 13.84 28.4 | 22.38 3.87 17.3| 7.51 0.9012.0} 3.61 0.8323.1| —
E | GasOs [95- 65 51 17.1| 33 19.5 ] 10.8 16.1] 3.8 16.4 | —
E | AgCl (95 . 65| 56 27 11.5 6.4 —
Cr F | NaF 95 |49.1 4.1 25.5 3.0 11.8 1.9 6.1 1.9 0.8 0.22
G | AgCl 65 |[46.9 4.1 22.2 2.6 7.09 0.85 2.25 0.29 —
H 43 52 21 2.6 12 2.0 6 0.7 <5
I | Ga:0Os 66 | 44.54 4.23 9.49 19.64 1.45 7.39 9.40 0. 71 7.61] 3.74 0.86 22.95<2.9
J | Ga:0s 65 |47 1.7 25 7.9 7.1 15.3| 3.5 13.1 |1
added value 50 25 12.5 6.25
B | Ga:0s 95 |23 12.7| 9.4 5.5 6.8 10.3| 2.2 15.9 [<0.5
C 18.15 4.1522.9|12.26 1.3110.7| 5.8 0.91 15.5| 3.01 0.57 19.0| 0.48 0.09 19.2
E | GasOs [95 . 65| 33 9.2112 14.2 4.8 11.8] 1.8 20.1 |<0.5
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Ele- No. 1 No. 2 No.3 No. 4 No.5
ment | Lab, | carrier 40| £ 0 CV(%)| £ 0 CV(%)| £ ¢ CV(%)| £ o CV(%)| £ o CV(%)
E | AgCl 195 - 65| 22 9.5 5.0 2.5 <0.5
F | NaF 9% 122.9 29 10.0 0.63 4.7 0.36 2.1 0.15 0.36 0.018
Cu 'l G |AgCl | 65 |20.1 3.1 9.66 0.77 4.38 0.49 2.95 0.27 —
H 24 1.2 12 1.0 7 0.7 3 0.7 0.7 0.2
I | Ga0s 65 | 25.18 4.55 18.10/ 11.17 1.48 13.30] 5.09 0.56 10.99] 3.06 0.54 17.61/<1
J | Ga:0s 65 |51 9.8119.5 6.1]10.3 17.5( 7.5 11.0 (<4
added value 20 10 5 2.5 —
B | Ga:0s 95 |l164 16.4 | 70 9.8 41 26.11 14 22.6 | —
C 134.9 1.03 0.8(90.8510.00 11.0 | 42.61 7.2817.1|19.55 3.21 16.4 | —
E | Ga:0Os 95 {161 12.2 | 88 10.3 | 35 23.0| 18 9.8 —
E | Ga:0s 65 205 133 68 40 20
E | AgCl |95 - 651205 113 61 43 21
Fe F | NaF 96 154.0 12.7 8.0 9.0 40.0 4.7 16.7 2.0 4.8 0.95
G | AgCl 65 |1564.7 11.0 85.2 8.4 41.0 6.6 13.1 2.0 8.7 1.6
H 138 7 60 4.1 29 3.8 17 3.5 <14
I | Ga:Os 65 [136.6 12.16 8.90/ 65.00 4.71 7.25/ 35.00 7.51 21.45 17.59 2.33 13.26/<10
J 1 Ga:0s 65 (145 12.7 |105 6.8 134 12.1| 18 7.0 40 1 11.7
added value 150 75 37.5 18.25 —
A 30 17 9.6 7.2 —
B | Gax0s 95 |32 28.3] 9.5 16.7 9.5 21.8| 4.6 21.4 (<2
C 21.34 1.15 0.9 | — 6.82 1.1817.3| 3.45 0.31 89| —
Mg F | NaF 9% (16.2 2.5 11.0 1.9 5.4 0.67 2.2 0.33 0.2 0.01
H 25 3.6 12.6 2.6 7 1.1 3.6 0.5 <2
added value 25 12.5 6.25 3.125 —
B | Ga:0s 95 | 30 11.7 {18 8.5| 83 14.8 3.3 14.5 |<2
C 42.27 8.54 20.222.68 5.42 23.9| 6.20 1.4022.6 | 2.66 0.64 24.1 | —
E | Ga0s 95 | 32 18 9.4 5.7 —
Mo | g | agCl | 95 | — 33 9.5 43 —
H 22 2.9 13 1.6 6 1.0 3 0.8 <1
added value 107 5% 2.5% 1.259 —
A 27 13.5 8.7 4.1 —
B | Ga:Os 95 126 22.1 |13 11.1| 7.9 20.9( 3.0 17.0 (<1
C 27.53 6.60 24.4|15.46 1.5810.2| 4.74 0.35 7.2 | 2.15 0.5022.9| —
E | Gax0s 95 | 36 19.2 13 20.8| 6.0 12.4| 2.5 13.0 | —
E | AgCl 95 | 28 14 6.4 3.7 —
Mn | E [ AgCl 65 |43 21 6.9 3.0 —_
F | NaF 95 |20.3 2.3 1.0 1.6 5.8 0.68 3.0 0.70 0.7 0.09
G | AgCl 65 | 25.0 3.7 11.9 1.3 5.47 0.45 2.72 0.98 —
H 21 1.7 11 2.3 6 0.9 4 0.7 <2
I | GaOs 65 |25.59 4.07 15.91) 11.17 1.02 9.10] 6.22 1.23 19.77, 3.00 0.56 18.68 <3
added value 25 12.5 6.25 3.125
A 96 51 26 12 —
B | Ga/0s 95 1>110 66 9.2132 21.61 9.4 27.9 <6
C 79.95 19.50 24.4 | 61.46 12.14 19.8 | 27.33 8.42 30.9| 8.19 3.1238.1] —
E | Ga:Os {95-65 — 100 14.6 | 33 18.6 | 12 7.2 <2
E | AgCl 9565 90 44 21 11 <2
Ni F | NaF 95 (116.0 15.7 53.1 4.6 22.9 1.6 10.4 1.2 1.3 0.16
G | AgCl 65 |[126.7 12.2 50.9 5.4 21.4 2.2 12.5 0.85 —
H 118 12 54 9.6 21 3.1 10 1.0 3 0.5
I {GaO; | 65 [109.2 14.87 13.61| 49.27 9.32 13.91| 22.18 5.24 23,65 11.21 3.01 26.85/<6
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Ele- No. 1 No. 2 No.3 No. 4 No. 5
M | Tob | carrier A | 2 0 CV(%)| £ 0 CV(%)| £ 0 CV(%)| Z o CV(%)| & o CV(%)
J | Ga0s | 65 |19 15.3 | 87 1.0 32 16.6 | 15.7 u8| —
added valve  [100 50 125 12.5 —
B | GaOs | 95 [196 7.6 | 73 8.0 53 30.7 | 31 11.9 |<15
C 240.5 16.2 6.7 133.5 7.06 5.3 |70.50 10.81 15.3 | 28.25 8.70 30.8 | —
E | Ga:Os | 95 [243 6.5 [124 6.9 | 70 8.9 | 42 9.1 23
E | GaOs | 65 [240 112 59 32 18
E | AgCl | 95 [230 157 81 62 27
P 1 E |agcl | 65 | — 205 103 80 40
G | AgCl | 65 [233.5 8.9 145.6 16 56.9 10 51.1 9.3 —
I | GaOs | 65 |183.6 13.24 7.22101.6 4.96 4.88 50.36 6.43 12.78) 22.91 3.33 14.54/<20
J | GaOs | 65 [283 6.1 [140 4.3 |54 8.8 31 10.2] 82 8.0
added value  |150 75 37.5 18.75 —
B | Ga0s | 95 |12 22.9 | 61 6.9 |48 12.7 | 19 24.7 |<6
C 94.12 9.60 10.2 | 62.71 3.88 6.2 |28.63 6.09 21.3 | 14.85 2.4516.4| 3.46 1.13 32.5
E |[NaF | 95 |99.5 14.5 49.2 3.2 28.2 2.2 17.2 1.4 6.5 0.82
| G |Agcl | 65 o8 13.8 72.4 9.5 20.1 2.5 19.7 4.5 1.2 4.3
Si |y 108 17 55 2.7 34 4.6 18 1.2 7 05
I | Ga:Os | 65 |105.2 18.92 17.97/48.0 7.24 15.10 22.95 2.65 11.55 11.45 2.11 18.47|<6
] | GaOs | 65 [142 12.1 | 86 14.2 | 24 22.6 | 17 13.9 [=13
added value 100 50 25 12.5 : —
Fig. 14~16

Illustration of data obtained by co-operative analysis (spectrography). Laboratory averages versus added value are
shown in (o). Laboratory averages and its standard deviations are shown for each samples in (b). In each plot, the
average is shown by the black point, the confidence limits at 0.05 probability level of this average by the length of
line. Broad lines marked with arrow show the grand average all of the results and those without arrow show the
average without maximum and minimum value,
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5.4 BRTORERER LEZD. CDRT Z RTNTOF—%2 O EHEER
DEODESIC U TREINLEREZAE T L&D LTHY, ZREBELREBEBEBROTELLELLDT
DH TABLE 22 TH 3. chiFb W 3 EEME T2 »5.

W UL UERMEQP O DICERT A ENTEL00

TABLE22 Averaged values by chemical and spectrochemical methods (in ppm based on metal)

Ag Al B cd Co Cr Cu
Added 2.0 60 2.0 2.0 10 50 20
Chemical®| 22 6l.1+ 5.5 1.99+0.12 | 10.04+1.16 | 50.5+2.0 | 20.6+1.2
No. 1 Z 61.8+ 3.9 2.00+0.07 | 9.65+0.46 | 50.1+1.3 | 20.3%1.1
Spectro- Z| 2.69+0.50 | 65.3+15.4 | 2.66+0.37 | 2.2040.27 49.1+42 | 27.2+8.8
chemical 7| 2.59+0.56 | 62.6+24.5 | 2.63+0.34 | 2.20-40.32 48.242.0 | 24.7+4.6
Added 1.0 30 1.0 1.0 5 25 10
7| 113 32.1+ 2.7 1.00+0.08 | 5.19+0.65 | 26.1+1.1 | 10.3+0.5
No. 2 | Chemical 7/ 31.6+ 1.8 1.0040.16 | 5.02+0.38 | 26.2+0.9 | 10.2+0.4
Spectro- &| 1.35+0.22 | 37.2%17.5 | 1.30+0.08 | 1.21+0.32 24.243.3 | 12.0+2.8
chemical £| 1.364-0.17 | 85.0:+39.1 | 1.30+0.08 | 1.14+0.13 23.642.4 | 11.2+1.2
Added 0.5 15 0.5 0.5 2.5 12.5 5
Chemical®| O 58 16.1+ 1.7 0.504+0.072 | 2.59+0.30 | 12.6+1.9 | 5.32+0.50
No. 3 7 16.0+ 1.9 0.529+0.019 | 2.56-40.28 | 13.040.9 | 5 26+0.23
Spectro- | 0.711:+0.240 | 17.7 7.8 | 0.680+0.088 | 0.526:-0. 060 10.742.6 | 6.12+1.63
chemical 7/ 0,678+0.128 | 17.1+11.8 | 0.6870.092 | 0.520+0. 043 10.4+2.3 | 5.71+1.06
Added | 0.25 7.5 0.25 0.25 1.25 6.25 2.5
hemical®] & 2 8.03+0.51 0.244+0.025 | 1.47+0.29 | 6.57+0.81 | 2.670.33
No. 4 # 7.96+0. 44 0.244+0,024 | 1.41%0.26 | 6.68+0.42 | 2.66+0.32
Spectro- Z| 0.322:40.063 | 8.19:2.04 | 0.396:£0.093 | 0. 236£0.090 442+1.28 | 3.20+1.51
chemical 7| 0,320+0.053 | 8.32+2.93 | 0.393+0.075 | 0.227+0.115 4.46+1.30 | 2.72+0.47
Fe Mg Mn Mo Ni P St
Added 150 25 25 100 150 100
Chemical | 150 9%10-9 25.8+1.1 | 26.7+ 7.0 | 98.0+ 5.7 | 158.7+ 4.5 | 98.2+ 4.7
No. 1 7] 149.6+ 4.4 25.740.9 | 28.8+ 1.7 | 98.9+ 2.2 |150.2+ 3.2 | 97.8+ 4.9
Spectro | 148.5+ 9.5 | 24.9:+ 8.0 | 20.6+8.9 | 31.4+25.3 |100.0+14.8 |220.9+37.5 |100.8+14.2
chemical 7/ 148,2410.4 | 25.4+10.8 | 26.9+4.2 111.4+12.3 | 228.2434.7 | 106.5% 5.7
Added 75 12.5 12.5 50 75 50
Chemical?| 803 7.2 13.2+0.8 | 13.5+ 3.7 | 49.4+ 1.0 | 82.9+ 3.8 | 52.4+ 5.3
No. 2 #| 79.6+ 6.5 13.1+0.7 | 14.2+ 0.6 | 49.6+ 0.9 | 83.5+ 3.8 | 5L.6% 4.1
Spectro- Z| 8L.3%12.5 | 1252 5.2 | 141439 | 17.9+12.0 | 63.6+13.9 |119.6228.9 | 62.0+12.5
chemical Z| 80.8+10.1 | 11.8+10.2 | 12.7+1.4 60.5+12.0 | 124.8+26.6 | 60.1+10.8
Added 37.5 6.25 6.25 25 37.5 25
ChemicalZ| 43.08.8 6.88+0.47 | 7.05+2.34 | 25.5+1.8 | 44.4+ 3.0 | 29.2+46.2
No. 3 7| 42.9+4.6 6.7840.38 | 7.05+0.75 | 25.540.8 | 44.5+ 3.2 | 27.9+3.0
Spectro- | 37.2+4.0 | 7.66+2.27 | 6.38+0.94 | 6.83+3.15 | 26.4+3.8 | 59.1+ 9.3 | 20.4%8.7
chemical /| 37.743.5 | 7.7743.72 | 6.28+0.72 2.3+4.1 | 57.8+13.6 | 27.6+5.4
Added 18.75 3.125 3.125 12.5 18.75 12.5
Chemical®| 22%41 3.66+0.54 | 3.61+1.03 | 12.6+1.4 | 24.8+ 2.8 | 18.3+6.8
No. 4 7] 22.0+2.4 3,50+0.51 | 3.57+0.39 | 12.6+1.2 | 25.2+ 2.2 | 16.4+3.9
Spectro- &| 16.741.8 | 4.21:+2.46 | 3.0520.49 | 2.99+0.79 | 11.3+1.7 | 344x11.3 | 16.7+2.6
chemical 7| 16,9+1.6 | 3.88+1.55 | 3.03-0.43 1L.1+#11 | 331+ 9.7 | 17.2+1.9
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6. MEMHEZ DM

6.1 HERER

A REMEOBTFHEKSIEH

Photo.2 {3 UsOs OBEFHEBEEEEX T LD DT
$ 3. Photo.2 (A)~(E) 12V 7Y Atk Y, Photo.
2 (B)y~M id, 30008 LOBEINLDDOTH
3. WEiof-wic NBL @ 95 B X0 65 25 b HEX
T3,

~v FRHE UTHO R BERNER TRV UOs 1K
i3, NFSHNL, FRERELLHEHT TS,
Photo.2 (D) [3EFERY 5 =% 1000°C TV H D
TH D, Photo.2 (E) (T 1200°C THN S DTH 5.
BMARSHRCEZBERARLLTHE T E0ES. E
ORI OFlE LT Photo.2 (H) iK&BY 5 V%
B b L7cb DR U, —fRICHEN TRERIZERE L
THWAEHIKRZ 3.

B HFEmH OWMIE

KRR E:, BREZOY 5 VBORMY O
ZOHBE, AT KILTE L) v 7 A SERS
BTiclichs ThTEHESMRKOLERERON
BEBLIE>THBVW . FRTOLREOEOELBERT
DOERERLEHREET I LEBLBNTHSHIM C
N5l TABLE 23 [TE EHTH 5.

(C) Hif® TABLE 23 25 M.

(D) #E Beckman ZREBALER I X 5 HlE
flihs TABLE 23 LRI N TN 5.

TABLE23 Some physical properties of the UsOs powder

BET particle density
(m?%/g) size (micron) (g/cc)
NBL 95-1 0.53 1.4
NBL 95-7 0.28 2.6
UsOs (head) 0.48 1.6 8.19
U308 (matrix)
1000°C 0. 40 1.9 8.26
UsOs (matrix)
1200°C 0.10 7.2
JAERI Standard
No. 1 0.35
No. 2 0.36
No. 3 0.32
No. 4 0.27
No.5 0.23
6.2 GAETOM

AfESh iR OE T UsOs & LT 13.49 kg
Thote. BEFARNERETNEHYLERICOVLTR
TARIERT IRBNREL ke, WES S RETH
B VEMONBERAEREL L VHATERAT I L
Elf. 1¥25gADELEDTIEERSITIBgE
115, BEMCD 40 2o FBREEINTVS, 5~
ZOMOEEIDNTIE, BEHRLTHRLEOHFESD
BOTCHYRFEEERPTHS.

HoWmz oo B Dk®IZ, BOREY T F L VK
KANTREILTHS.

Photo 2 Electron Micrograph of various kinds of U;Os

(A) NBL 95-1
(B) NBL 95-7
(C) No.0

(D) No.5 (1000°C)
(E) No.5 (1200°C)
(F) NBL 65-1
(G) NBL 65-5

(H) U;0s obtained by direct thermal decomposition of uranium metal
(1) U;Os obtained by thermal decomposition of uranyl acetate
(A)~(E) photographed by replica method
(F)~(1) photographed by dispersion method
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7. 4

FHFFBRH OB T EOD TEEL K v ZOILEST
BR—RICHERCONAT, BHETEIMBELEEL &0
BrH L. TRTHR L E S KR OMR D 513
AN U UBHERKEE LTRWARNC, SMTfE
BN EREENTHZ L, I OFFITEER
IEDSIPIZ DRI > TH R EAEAMSRINTNS. Zhid
Bo kRN OERNERBR I OBEO R VRDIE
ROBHICIZEDEEZI NS £LT, TTKAK
BEFIHRERAF L PHEZETZohB btk Y
FOSHERZWG L THBL T &icT 5.

7.1 FNGEFER-RRSAERCKIDIRVROER
EERE L LCHEBEN by 7 v hoMB v %
DEBICEBESTEE AV 2 AAAFREZEH U
L7z

FUROZERBAKICIE B & UB nd B KRE
#EHIZ 4.00£0.04 (UB/B), AF L7 ORNL i
Ik DFEIALA KT 0. 0876+0. 0004 (MB/YB) T& %,
BAREL LUBEN KR F=dx/z[dc]c % EETHER
SNAIRBARELTIE B 2E B3 EBEFTH B,
WE, REHICEEINBFIRDS T LR 2, ¥
4 7mDENE y ET5&E, BEERM 7 DRAEY
D F v FEOEMAL Ca=ci/a(f="B k=1B), #Hil, =
A 7Ry FEORMEKLL Av=ala, Ba=bibx B
KURKL, 2 2 DR TRDT 7 AETE M., My
ORNCIZ (V)R 5. & TT, ai, ar, biy, by, ci,
RENE 4 2 ozhZThikkl, x4 7, BAYTO
BFHETH 5.
be M, Bu—C;
;:_ -ElCi:_Ai: (1>
Refic 2o g 7 2mi T, METEE BT EH
HBELT, s EOBHAKRYRIVEEDECS, £ 4
= WVERETENRETHEEEZTNERT L. 8
LB BSHEHE CEC21-T02B BB AWMEHTHO Y
TNT4TAVED2DY A N7 454V FIBEMD
MR O eI 2 &L 0D, V= abBnigg
VIRFT UV ERVE—T 4 FA Y METEY S VvESE
A Uk BIEA4 & X33 Naz!''BOz/Na,'*BO. T 5.
BESHORELRZLR I~10ug DR EEAND &
ER3P— VY FEUTTH - 44 VBRI 10712~
MA THD, 10ug O VB 2ERAT S EXORMET
WikE LTI 0.0056~0.01 ugB TH 5. 2

=y -
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REFHEEREAEA L CRIBRELS FdEL0E
WEBRALBICENTELES. UL L—ic{b¥s
HEDBRBET DRy F/HGRHMH 0.1 1g 50T H ok
DEADE DIENTHEEORFI N BSRETH . KR
TEEERH ORI ROERIC >V T OETORES
TABLE 24 TR L7-.

¥, FRC OO TRINCEHRE L.

TABLE 24 Determination of boron by isotope dilution
mass spectrometry

R *
NP | Run No. | 1 1508 e oy Do 0ranium
1 B-54 0. 867 3.78 | 2.38 Arere(lg;:
B-55 0.710 4.20 | 243 7
B-56 0. 880 3.66 | 2.48 2.40+0.08
B-57 0.978 3.55 | 2.32
2 B-84 1.038 1.16 1.22}1.204_0.02
B-85 1.017 1.10 |1.17 -
3 B-99 1.068 0.70 | 0.67
B-100 1.036 0.72 0.72)
B-103 1.081 0.82 | 0.80/0.74:+0.09
B-104 1.192 0.96 0.86{
B-107 1.048 0.67 | 0.65
5 B-120 1.043 0.34 |0.28
B-124 1.045 0.33 0.27}0.334:0.10
B-125 1.081 0.49 |0.44
Blank B-50 0 0.09 ’
B-51 0 0.09

* Blank value of 0.09 was subtracted.

7.2 BEXFERICEZRIFOER

No. 1 thoh v #% 2DODWIENERICL > TEREL
7o W1OHETE, REEHB&BRIKEICE-T
BWIRL, RoREAFAUTLI—EEHIEY LW,
INIIVICE->TEET S RERZFLVTLI—L
T 10ml icHRT B'). F2oFEP TR, REE
Tl SR L KFE TIHEER, co XL T s &
, WEB-EEEwR BT/ L S vEME, BikiczF
T =T 100ml FHRUBEEFREST 5, C
NS 2DOOTEC L B 5MERED &iTRd.

(Sample) (Method) (Bppm*®)
No. 1 Method 1(distillation method) 2.0, 2.0
Method 2(direct method) 2.6,2.6

* based on metal
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AR O TR IR LRI LR R BIFTR
B4 —) OREREEO—RL LTI
12bDTH5 MWERSVEAMKS->-TREFE
OFH A DBEREBEBACEIDVBUHTREERLELBDTH
D, CCiIcFEaGAEEINE s EMITHLLED
BB LTS,

L RHBETTREESBIERRSHFE TR
ZOMELERE, BERKEER, SHORMAMHYHILE
DO TIREBE - FREATERLOERLL (B
1B TABLE 7) 725 ICA B A TRBRA K X Hi%,
SEEREO LD T EHEERBBE W0 ETRE
AHBRARRE, K #EREK, FoRROWEIITLE
KOV TRBEFREATOEIENMRICZENTNAER
BN EEAENEE>THOTED, BERTHELR
Uiz,

JAERI 1112

RNEBMRHNOEEZICRENDVDEZZHNIZ LA
CABRMEMLTEYD, TOFMRBERT S 0ETEH
PCTIERTIEROOZHTNERDOTELLS. R
W ORMIBRIPEEZ MR FEHLAUTMIES v
—rORBREREICL, ¥E LTEBERE BEH—E
JURMBE @BoEL, BubFk, 4B W, SEFEiH
BEALTVS. BTEREEE XBRLFTRHA%
B, Kt CHEO¥ELE-TWVS. SILIKAHTIIKA
=, BA @ MHRED, HREL afLdE ANE
=, BRE—EB, BLAmE, 4% B KA % FH
Fi, RE 1§, WATHE SHER NEEE A
WHENBCR TS, BBAREDLEDELHDRNE
BIFEAMEERBCRY, RBEESBILTNS. £
NENZEDOHAELETHRBTH 5.
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