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Preparation and Certification of Certified Reference Materials

JAFRT-Z21, 722 and Z23 for Analysis of Zirconium and its Alloys

The Committee on Analytical Chemistry of
Nuclear Fuels and Reactor Materials
Japan Atomic Energy Research Institute

Tokai-mura, Naka-gun, Ibaraki-ken

(Received February 14, 1991)

The Sub-Committee on Chemical Analysis of Nuclear Materials was
organized in April 1987, under the Committee on Analytical Chemistry of
Nuclear Fuels and Reactor Materials, JAERI, for renewal of certified refer-
ence materials of zirconium base alloys and zirconium metal.

Collaborative analysis was carried out among ten participating labora-
tories for the certification of the JAERI CRMs 721 to Z23. As a results of
the collaborative works, the certified values for sixteen elements (5n, Fe,
Ni, Cr, Hf, Al, Si, Co, Cu, Ti, Mn, Pb, U, Cd, B and W) in the CRMs were
given.

In this report, preparation of raw materials, homogeneity test, chemi-
cal analysis for certificatiomn by collaborative works durlng April 1987 to

March 1990 are discribed.

Keywords: Committee Activity, Collaborative Analysis, Zirconium and Zirconium
' Alloys, JAERL CRM Z21 to 723, Certification of Alloying and

Impurity Rlements

(Ed.) Kyoichiro TAKASHIMA; Analytical Chemistry Laboratory, Department of

Chemistry, Tokal Research Establishment.
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A list of laboratories participated in collaborative analysis

Laboratories Code
Tokai Research Establishment, Japan Atomic Energy Research Institute a
Tokai Works, Power Reactor and Nuclear Fuel Development Corporation b
Central Research Institute, Mitsubishi Metal Corporation c
Research & Development Group, Nippon Mining Co., Ltd. d
Central Research Laberatory, The Furukawa Electric Co., Ltd. e
National Research Institute for Metals f
Japan Nuclear Fuels Co., Ltd. o
SMI TECHNO-RESAERCH, LITD. h
Kobelco Research Institute, Inc. i
Research and Development Center, Toshiba Corporation j
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1. B EHIR
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2. JAERI—Z21~Z23HMDEIE

2.1 JAERI-Z21
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CHAET 3~ Al Uiz, BB LAFy 7EEE, X Ty 2RO, MTE L THEM
OHTHRER L%, RV FLyEE (LAY ) RBLAN, EEER— v VR
BRHTWO - DR -BES LA, TNEBEEELALHT AN 2 ( 50ml AD )IT50g
FTOPHW L, COEEEEE, 108 A0 T I50 REHEL /.

2.2 JAERI—-Z22

IOEEZB ROV ATA -2 THE, EEYNTEHIOZ8,29 #EFHTLH00EBLL
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2.3 JAERI1—-Z2123
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DTH B, 1SO” Guide SOG)Tdifﬂ’E“fﬂHCOL\’C, *4’31/2_1:@%%%3ﬂf;ﬁ‘l&ﬁ(‘:’){ﬂ_{ﬁﬁﬁg,
G T HBIKEE, B, BAOAMREME (HE, QBERLL) TRE—7 o 4 BLA IR
P LIEESNARESDT YT ARKEN - TEREFTOREELRD L, = DR IEE
S Al S CIRRAK S, TOBENHEEORES nAfEICOVTHERE )
THH»ELT Do

o RBE, BEBEORY & » THRICTL UGS Lstihie 20 TiT - 720 AH
701 222, 723 OEERM S SHERARRLT, Z11~214 #BEE LS5 XRE ST
caeRaEER L THEAL, AOAARERE, BENORENE  RREETIOEXHRY
WEm (VE—320A B) T& B HMIFRNATable i0F EWTRT, di, M0 LIEH
DR ICP—AES €& D, GRESKTY Dm0 RIS & B L THNT, A1
ORI EMORETE, EREOEI0EPI0%E, KEHEHTHEAFOL LR
ST O 5D & B ] %2R, MEAKY T b % REFHREL L1
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2.3 JAERI—-Z223

comERE LA —4THD, Z8,29(YvAmeAd -2 s LOEROR
ﬂ&bfﬁﬁbt%mﬁ%écC@ﬁmw,@E@@%@mVWJ;¢A-1ﬁ79KZK
ﬂ,7DA§ﬁMLﬁ%®T%%OCCT@;y7w%%MLﬁhmb@K,%@ﬁﬂﬁ%
0,900 & THM U foo 7 — 7 B, ml, #BE Lok (BE 150 X 700 mm) % #H 5 E
fE, FMEBLE, FEOKES ( 200 % 150 X 5mm , 15#, &5t 14.8kg) iKWl Lice £@
e, F o 7ML, #EiE, Wi ld 721 FEIREDFERE T » 72, C OEEFENE, 1508
AY T 230 ABEL 7o

2.4 HOKEZEOHH

Fo,A1EORESE, DEEMFELALZE, ZIPNBS 3602 ORI EAESEICLTHRD .
AT G o Ve e R e, D PR DBRLEEEZEL TH 20me /R A EEICYEl, LU
toﬁﬂ@@@@@%%lg&?%tﬁﬁm%w@&méoﬁ@k%é@ﬁﬁﬁ&@&imb
TN, Hh, BEEEGHEBEHIEOF ALY Ephy e, ¢ RLE, “HOELDTD
s kAEGH L, 1HPO 100 K E, BTRME(BERYAEL-200, BF7 ) 5 - ED-50
) TEBMEL . SAMOKOKS SONTHE Fig. | IWFRT. CORP S Z21E 7233
B%Eﬁ@@%%fﬁécam%motozwuﬁ%ﬁ@@ksﬁqttm,$ﬁ£%mzmg
Lt t, T, F o TEBORERE 28, 3600 LFIT Fig 2IKR L

3. 08 H B o B

#%4 ( Homogeneity) & ZEH (Stability)d, B P ERT N EEALEHD—
OT%%OIMﬁGM&a%QTHEEHKOMT,#Oujm%ﬁéntﬁﬁmﬁwfﬁﬁ,
MR T BIKEE, BB, B AHEMBELLE (H, mEE L &) Ak — o OB ALK
B HEESNAREEIDOF VT IUERER- THEBATOEBEES RN L E, TOBEPIEE
RS SCIRARIICENE, %@@?ﬁé%’%ﬂi%@?ﬁﬁé’ﬂt%ﬁét’JL\TF:]’/*"( HB—
THHEL T S,

PR o KBRS, BFREORM & F o THRICIL UREED Lfskhie > TiT - 7o BH
221, 222, Z23 DIFERM» SR E2FERLT, Z11~Z214 % HiE L9 5 XREF i
CEHemATERLTHNL, AuitaifEEad, Bipsiom RS R HREEHIOLXHRD
Em (VE—320A ) THB. MIEEME Table LICE EHTRT . §70, M0 LIEM
NIEEEE ICP-AES €D, Gkl SO RS ER L THENL, HE
VORI B OBRME TR, ERENFS0EDI0%E, WE FETHEEHEDS LILRK
SWTREMBOITSDEHMN] %IEE, mErE TR REEEEHEE L

# 180 : The International Organization for Standardization — [EIEREYE/PEEE
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3.1 ZEMOHEM

791 RIS Z 23 IR SUE A AL L2k, B LA IR THRR L AEMF e el
BB L, M, Z21( vz avn ) BEED ., FORLE ZAKOEL SHEEHLLO
T, fEEDsEE (Top) , R (Middie) , WBE (Bottom) D 3EFEASEH s EMoEM
¢ 40 x40mm) ML o T OB OEBAY D EE LTS AL Lick, MEBEERE
T =i . 222038 AM TEMR (20mm) T“a‘éfstﬁi{n%rﬁbf pmm & L
fth, 2EFHLEBE SRR, MEMREIRETS S, Z23E3KRE LD, A
DALER S PEE U o TERESAICHE » T ok, D, %EBo 3 EFA» SRR E2RRL, M
EEEER T olicH FiF . XRF BETHELNASEMSD OERK R%E Table 2ITmT o
CTOEERAHABE Z23ODAXEBRNT, 221, 792, 22830V FhbASEMC 2 TRERTARL
50 DBEEEEED L EMGD ot 2230 A XAERIGAHET 136%, PHMT146%, &
WT1A6% &5 D, AE-THDERBESNAY, B 774K TEEETSH-7OTT
w TIMILLTAHEBI EIT LS

ﬁ@tm,%yTWILt%Mmomfé,zf,&,;y#w,7mgm§ﬁ$&ﬁ%@
% XRF BETHE~NTHI, BHAS20x20 mm ORXEHTEEE, T OREEEBETEDL
W P, SER OB 2210588, 22203 94K, Z23W13T, FOFESFEETAT
LOTHEEEFES DTN LAR & HLTHAEL (BRI, 0 37 kg 2-12-16 T
MT )., ABOFEE JAERI-Z11~215 2#FHE L T2 XRF FhiET, & B E D EER /N
X T, BEeMm QTR ABHL, XREOE LB &0 CIEHiZOmm DEB O
o arE PtoZmeﬂxaﬁ#iObﬂﬂ%@(Z%$®X25ﬁ4%tm&bfﬁgﬁ
%W&L,Cﬂ%@wfﬁgbtoih,Z%@ﬂa%@iZHC&%%HW%M$@§<ﬂ
i & L7ohs, NBS SRM 1230 hopgk ( 0.236% : REAOILEAHTE ) 2 5Fic LTER
Lo Z21RUFZ23thD = w AV MBO LY, KETHERL AR T CoREBICE - T
ok EA Table 3R T,

cNEND, ZAOCEHAEOE S D& AR, BHTRSD% (Relative Standard
Deviation, % )72, 7 O0AT6 LHDEEHICHERLLGDLHETS AL, Z22id A
X 8, = w4, 70btk RSD%A03~2 THEEBEIHIERI T S, 22313 A AD
ERE 133~152 % £ TEGLTHD, RSDEMEO0BEARE (BT b, 2 3ETHN
jE AT, 723 —AOAES, DS, FE, MLENb0uoT, IETOREHEIBL
Bt R T B T LR N Z M, HTERSDBA L1, 7 0 & TERSD% Y 30

JIFMETE AEEME LM SN

32 FoHHOHEMR
5., FEEOEERE, SEAFBEC ICP-AES LI BEEEOH T ofEMT ST
Sic Lt ME LA Z2l~Z23 mEohh s fAFAI0R T ORI EEE siTigfth, 1CP—

AES T DhDnELER L. FAFNOHEHA (508 AV ) o, 7 w 7EF 05

— 5 -
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¢ 71, 203 TILHE 23~ 24, Z22 TRAK 20 > ARV, FUTFLE—T -
L AT (146)7 ALk FEBE 5mlE (1+1)EBAm] THE L. THCEREREM
G T 100mUCEE L THMER & L, oA 1CP Rtnfairs B BB GEW-
L70p #0204 - SICRERSSEE T X REEEHEE LD ) 0T 7 AT TICIHE
L7wAZ(Sn [ 23548nm}, # {(Fe I 25994nm J, 7 ™ A (Cr I 26774nm ), N7 =
oo (HE T 26414nm), =¥ # ¥ (Mn I 25761nm), ¥4 ¥ (Ti Il 33494nm ), i {(Cu
[ 32475nm) FHhFNORAEHRELAEL, FHOERLAREREZHVTSLREER
Lo MERE Vfwb'D/féj\fﬁﬂﬂt%*iféﬁiﬁﬂjAERl“211-216 ZUHIL, SirER &R
VR LTI L A O TIERG L e

CmgémLf%%nt%ﬁ%ﬂﬁﬁﬁﬁﬁgﬁﬂﬁﬁﬂﬁ%O%%Twm4K%?cC@
FEED L, ZOREMBND R XEEE 1.35~146% TH» o b D, Z23F » THHTH
157~160% , RSD%AS070 &7 -»ThEh, METHELEATLTHS I, TOEDS
SR ATETIEZ2ITOAXERMARSDUTE0ERLAL EERIIFIZEALRSD1%
HENIEFALTTHO, EEL VMY EE 05gl LT NEIBEEEHIEEINTY 2,
S L oA D REITRI, BERMLLL, SNEERFOEL2EBRKECDTEY
WHPERTE A 7 '

5E, Tab1e4étmbf:%ﬁ§§@ BERBICRTERBIDETS CAEEEICREHEE

Tile

4. % W o4 W

NIRRT RE LT, BRI LH o4 BHHFIHLT JAERT - 211~214 OFERENT
Tt OER AT AT - 5 mEFRD B iF . LinL, RESTNAEHS HW, ICP-MS
e kAR v s, PUTA, BIONFEICET ARESD BT, INSbidkl
THL T &I LT |

AT O EE DR - T, BFIC O E LT Z21~223 & 1 HS0gA D& TR,
LIBERIE LT JAERI-ZS, VBS SRM 360 b#& 10~16gFDEH Ui, £, ~7 =V
LE W&LTA7~¢AW¢WE(JAHH—ZM MEEQ9T8% , 1H2g AV ) 1&E, <
ﬁUyﬁz-vy%Vﬁﬁyw:;WA%$%W JAERI-ZI5fI4&, HIGHEFE 2ppm)
EEnNFAEA LI _

CovEESHTICEE Lo i T, ummménjmmI@Mﬁ Ki&é%ﬂtfﬁ%
Wbk LT, 1A EoTEs sRIFSATVS JIS i, RICNKETEHE, 7B e
QTCPfAEggxf NE BT S AN Sk FE, FALICP-MSEETHD, &1,
TR HMECEES AT 2 L, 95y, ZRUROSFICE IDMS SEE S,

BWEE (o v o —ARE) &LT, JTAERI—Z8 XU NBS SRM 360 b 2H0TH
Wt kD ARHET B e L, Z8IEE LRV LA DA SRS ORI D
WS L s oA SRR R R AT iR & LT IR FR S N7

_ﬁGi
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(701, 703 TIREH 23~24 M, 722 TR 20 ) 2 UMY, ) o FLre—79-
Kﬁbkﬁ”(1+6)7vﬁ*$@5mwﬂﬂ+l)ﬁ@4mlTﬁﬁbtmiﬁiﬁﬁﬁm%m
AT 00mICER L CHRERE L, COBEEE [CP REMEATEE ( BERGEV-
0P RS m A — s REREAEEE T T Ak BEEERAE LD D7 T XV AICH
Lvz%(Sn 1 23648nm) , # (Fe T 25994nm ), san(Cr 0 26774nm ), N7 =
woa (Hf T 26414nm), =AY (Mn T 25761nm), 75 » (Ti I 33484nm >, # (Cu
T 32475nm?> FNEAOREEREELMEL, THERLAREET*AVTIERTRLER
Ltom%ﬁuywﬁu4ﬁﬁﬁ&£ﬁﬂjAMﬂ—zn~m6%wmb,%ﬁﬁﬂ&@ﬁm
MLEE T L AR O TTIFRL 7o,

C@iﬁmbfﬁéﬂtﬁﬁﬁwﬁﬁﬁﬁﬁﬁﬁﬁﬁﬁﬁﬁéﬁé%Twm4K%?oC@
ﬁ%%é&,Z%%Mﬁ¢@zfﬁﬁ$L%~L%%T@oﬁgwﬁ,zm%yfﬁﬂfﬁ

1 57~1.60%  RSD%A 070 LM »Thy, HETHLEEATINTSHAI, TOHDOE
MR TR Z2INMD A XEREHNRSDHT6.0ER LA EERTITIELALRSDE1%
HLRFRUTTED, AHRLOVEDES: 06gh FEdnidBE®E+ABES T S,
S oD AMMTEEER, SEEALE, AREHEOE L2 ERELOT Y
PHHITIRTELD 27

fh, Tabled CiE L ARTROERMEREICRY RTEL0ETEOHSBHEMICIHER

AR

4. % W o4 W

SR EEEE LT, 2RV Ah 04 HFEMEAT JAERTI —211~Z14 OFRFEMA
Bt DAL E AT » B EARO B, L L, B EEET BR, ICP-MS
ugw$%77$v9A,%UvA,%mﬁmﬁmﬁfé%%m%atmﬁ,cn%%ﬂﬁb
THL &L, '

=BT D VT IC R » T, &I AHTEE S LT 221~223 % 1 B S0EADE 1K,
e S LTJAERI—Z8, NBS SRM 360 b% 10~15g 304 L. 7. NT =
Lﬁﬁﬁﬁ&Lf/‘7:—‘?bﬁ‘%ﬁe$%ﬁ>(]AERI—Zl9 , WiBE978% , 1R 2 gAD Y 1k, =
R w s e 7y FY /YTy LEEEEYE ( JAERT - Z15 SN, Hf &HF 2ppm)
£ E AR L |

LB M L R s, BIAIBATE & 1 JAERT 4050 SIS L bHIITE %
P s LT, (NHEEOT @S BRIES A TS 1S i, QCRIET 55k, FIAEESH
D ICP ARSI &, QU FICHARS AR S i E, AR ICP-MS A ETH B, 7,
ETEMRETEENA A7 =9 L, 97y, & vROMITICE IDMS S5EH & 117,

ESRULIEN G B ga—nEEY LT, JAERI-ZB XU NBS SRM 360 b =T H
RO S D AR T EIC L, ZBIE AT AN 04 AN EFIHMAOBKEICNSD,

ﬁtﬁywﬁm4%ﬁ&W%ﬁ%KEi&¢“ﬁW®ﬁ%“&Lfmnﬁmw@émk

i6,_



JAERI-M 91-044

LDTHB, THHDA Table b (BN 3 ) iT, ﬁﬁ%*ﬁﬁc;%ﬁ%ﬁ%%ODi&b%
Table 6L/ nT o

4.1 BERY
SeEma 4 TmORESIFIT YT, B2 ~4RHEPHHESTHEE S 1/,

4.1.1 AR

JIS H wwqwgmmfmaﬁﬁwﬁUvbﬁﬁ%&m&AVUﬁwmmW%%ﬁﬁm
EICH LS RHESEICP-AES BEHESNT WA, 10047/ 5 221111, 222,223 (2
12, &8 SRM 360b, Z8 R I20TEHRES TN EThRE SN (Table TEH ), £OD
L% Table 8T, SHENDLHWZI2ZITHV oA AEEG JIS &l)dz, @461,
(D557, GF—AASH 1 Tho7, 1 FHFDCF—AASTIE, SA¥ 18% 7 o {LKERE 2ml,
W iml THEL, £8% 100ml & L, El20fEesdKL, A~y 7L —-albaFlTHR
LR 180-TO BU(HIE ) 2 H OB EMIF (N4 o BT =~y P ) EEERALTV S
CEFIN027) o £/, BIOHETTIT -7 Plasma Quad HREHELSZEE 75 X -BEBOTE
(ICP—-MS.,V G Isotopes #B )itk 3 Z21thd 2 XDEREERIT 274, 266, 274ppm
(BEH : 120, BEC: < lppm) TGF-AASO#REI L K LTk, RXDFHEDR
14~15% BE® Z22~Z8 KN LTHOAFEIR JISENFS 2, @51, @158 TH -7,
HEEEE SRM 3600 @ FERAE 155+ 0.03% e LT, FHESHT#IET 1.54T0017% T, Z8
OF M 146 % H L CHASHEE 1462 0015% Th -7, TR B oM AR ZBRER
DHERME LS —HLTEY, BENMUERES ( AE @ Trueness) LR T~ b0 EED
na,

4.1.2

JIS H 1654-19891CH, (AL R 7 2 F v ko) YIREREEEDFF o7 v BEHLE
EHEDEMCH LRQESE ICP-AESHEES ATV 3, FalBic 20 TI0afdhi» 513
NEBBBREHEFNFRRE S0/ (Table 98BH ), €0 F L% Table 10iCRT, H b
N7 AT IS B4, (558, 44 v« ICP—AES 281 Th - 1o Z21~723,
360b , Z8 DHESEEEF 01~02%THY, BFEFOHINAETHERE L, 2217} Jva =9
ATHBENHOEHERIT 0I%EHFEITHE M, -7 FIAE, NBS SRM 1234 ( Y w3 =74 )
WO DEHERIL0020% T B, aMTHR T, 44 v38808 « ICP-AES #i#% L, #E
D, =g, YasEERLTS, BB A 0SgRADEY, 7o {LREREHER TS HE
L, B4 A4 BT, 8, =o¥i, 7o0L%508%, ICP-AES TFe II 2589, Ni T
2316, Cr I 2055nmOFEXGEHEELZMEL TS (BENI12, £/, EBHROTEEZHL
TSR Cit, RIS 3 ok & HIT AT HE (Cu,Co, CAEFBLTY S (HEN2I),
£ HEE SRM .360b O FERM0.212001% ioxt LT, LFESVTHEI 0.211100050% TH D,
78 DFERME 0.149% Icw L T, #EDH# 13 0149+ 0.0033% TH - 72 (EHHNo15) . T ZICHF

MT_,_
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SRR EEEOLGREELC—HLTEY, HERVLES (RE : Trueness =%
KimET~NabDEEDHLNS

4.1.3 = wiw

J1IS H 1655-1989 T, 1) 4 F v ) A4 % v afliihetsk, 2927074 %
LR E ﬂﬂﬂimmﬁrb< 48 ICP —AES MEESN TV 5, 221,223 i3
= VRIS LT W, 10T A S &SR & LI3mEEBMRENLHREE N ( Table
B, #OEEHETable 12 18R, B bN/clEE JIS &NA S, QHT, 44
Ry Et e TCP—AES T ote | OWEATE, ALIHETHNADERUGF-AAS
CTZAKRTZ2NOMBO S L, T LEERLTL Do

HHEstE SRM 360 b 0 #7# 00025+ 0.0010% ikt LT,  EESHTIEE 0.0027 £0.0005%
T, 728 METME 0054 % i3t LT, HE S EIE 00559 £ 0.0010% TH - 72 (E#HN15 ) 6
CCHELANERLBMARNORRBEE LKL Ty, FERVIEMS (ZE]
Trueness) iR T~ b slilbHn b

4.1.4 724

J1S H 1656-19891cis, (1Y 7 « = by FIRSEREED EicH L <2 VAL a i
[CP—AES BMIESAT IS, O Fi»SI3nEEERV|E S/ (Table 35,
2oz EwA Table 14 KAiT, HoonrnAhdsdesd JI1S &4, 208, 14
VAER S EE . TCP —AES 231 Th i,

SUGEF SRM 360 b & R{E 0107 0.01% wwxt LT, JtESHFEE 0.105+0.0028% T,
7 8 0l 0.095% o0 LT, L E S E IS 0.0945 £ 0.0025% T&H -7 CERN 15 ). LT
EonfEBEBHRROERME L LB, BERUERES (R Trueness )
Ljriidd ~& b LEbDN L,

4.2 AFEHMITE

N L, FHY, TYHAYIROOTEEIOFEMNERT, TS T L, TN, i,
A OWTIRE APEHEAT, v, RUK, AFIVL, FYTRT Y, iz o
CILE 5 BEHMEAET, R TESEIC OO TIRE 6N HFMTHETERSE N7,

4.2.1 7 =T L

ANT=M LA JIS H O1667-1986 1 i2(13ESEE ICP-AES OHMHIEEI N T S, 10234
g B O FEAE AWE S A (HRN22) . ML bniAEl JIS &ThH 7. aniy

o 211~ 16 I 0 & ERE DR — [ A £ v AR RERS
{ Tsotope dilution surface fonization mass spectrometry @ IDMS) itk o

B ams s ns (AN, J1S &R IDMSIER » Troili mRETNATN
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Table 15,1610, #M % &% % Table 1TCR . Z21OEFSF#E R, 822140, IDMSTE
82%t025,Z%@ﬁﬁwﬂﬁ@ﬁ349i&1,IDMST@B&QiOAQ,Z%cmiﬁﬁﬁﬁMi
71333, IDMS TIZ 7286+ 0.21ppm TH » f1o £ LT, Z23DEFASIET71.3T33( n=
10) 1, BiiCED 1 SIFFROESEHT S & 721+ 21 ppm (n=9) &£ 5o

S£MEE SRM 360D 0 ERME 0.008+0001% icxf LT, J 1 8iEickbHEMAHEIE 784
+33ppm , I DMS T3 79.32+068ppm, Z8 ( RARMAL ) icH LT JI8 ok 5 HkES
%@HTmiazwm?,zm~zm%ﬁ&tﬁim¢%ﬁﬁﬁﬁu@bfi<wﬁLTmto
DE T o 7 B BT, A8 [CP—ABSICk 37 =7 AFEEE IDMSiE
ZEBEL L HLTWACEMD, 2D JIS B2 ERBEREVERSZRF2ILH

BEIEHE .
4.2.2 FH v, woHY

F& o T1S H 1662-1986 icid, ()4 4 YZWMOBYT v F YAy v (DAMIBFAEE
WOQFA T Ve MY FIFURRT 4 A F Y F (TOPO) i HBEREABRE I NT
B, SANNEALERERSHES AL (BN 22, 39 Yo B TH LN/ RE L Table 18
K,%@i&%%ﬁmMIQK%TO@W%nkﬁ%ﬁjls@ﬁl,4%7&@%%-ICP
3. ESE ICP—MS &1, EQMICP-AES 254 TH 7o Z21~223 30F0d
10ppm LITFT, A8 ICP—AES TREBFRICET LV, | 4#Fip 5 ICP-MSICLSRE
BaEE e s (EEN 2T, FDBTHELTY 20, ANEEELORESVESR
Fra8 45 ¥ 7t (m/7 =48) LEN AN THEHAEA LTS, ERBOGEHEEICSLT
 JAERI—29,711, 212,714 RUNBS SRM 360 b5 R @ L TRIEL T 5",

£ MsE SRM  360b 03R48 0.0010 £ 0.0005% it LT, HEFISTEE ¢4+ 27ppm T,
18 BB EE< 0002% KK LT, HEASEEZ 4T 16ppm TH 720 | HHHD 1 CP-MS
ir kB EREE, 360D 4% 10ppm, Z8 A5 2ppm TH -7 (EHN27 ),

2o JIS B O1652-1985 T id, (1) 4 A v33 Hadk - RTBotik, (26~ v # v BRRLt
EEABEEISNTD b, 09 o TRERMSHEES AL (HERN 22, 39), HRTEGN
FsEE A Table 2000, # 0% &% Table 21 IKRT, AUV Ohi ik JI1S &3, &
4 A AR S ICP~AES 52, EAE ICP—AES #5Th»7o JISEL, BA4 ¥
S5 8. 1CP— AES T 547 T4l (n=5) L5381 CP—AES TH o0 FEE (n
=5k iEd AL, Z2Uid JIS HEAET 109, A ICP-AESTI06, Z22T 57,53,
723 167, 169 ppm &5, AEE 6ppm D 2225 BV TE LA EERERVH ONUAD > T,
SEEtel NBS SRM  360b0 F7E 0.0010 £ 0.0005% ic 6 U THREASHTHEE 84+ 0.8%ppm
Th ot £f, 28 (FFRMELL ) OFESHMEIR 139F 1.34ppm (n=27)TH > 7. A
S Mn DEHEEN10ppm M ETHAE, ENB ICP-AES THESITRICILEYT 55E
BENELNE T ERDD o,
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423 TFTaAIogL, asNuh, |/, y1%

P =ML ]IS H 1861-1986 icid, (DA A VESHAEES — %/ U/ — vl
E&,@417ﬁ&%%ICP%ES&ﬂﬁ%énfwég7%%%@%8@%&%%ﬁﬁ%
X7 (GEN0 26, 39) o Aok ik J1S k6, RoE: ICP-MSH 1, E78
[CP-AES 251 Th »1mo SFTESNLERE Table22 &, TDE LH%E Table 23 I
Fod. LM R4 4 A EAEE, [CP-MSTERLA (EHN2T), a24THITR]JIS
I A e E AR O TR (A1 T 167.0nm) RO CHEHEEHIET 2T RE
ICFﬂEé%%E%Lk(gﬂM%)Of%ﬁ%?ﬂ,%#ﬁyiﬁﬁﬁﬁ7V—AﬁFw
WHETERL, DOEDOEEAELAESEE ICP-AES TERT 2 HKRKEA
HWEE NBS SRM 36000 FEfE 0.004 £ 0.002% ot LT, FHEERFEL 631 3.7 ppm
TRRDED oFry COBRREELBEEEIE > TOHL, 72, Z8 DBEME0006% IKHLT
G A HHEE 66ppm TH - 72,

SL R 2 TIS H 1658-1986 icid, (4 4 v ZEOBE T B, (2 H 0 BR TRtk
BHEINT VD, LWL SEEERSBES L (EHN 26,35, AV ShicHikid
JIS &asd, Qh1, 44 %#@s5E ICP-AESH 2, B ICP-MS#52, Ha8EICP
—ABSH I Thote SHEEEEI L OESERE lppmEET, SHOEREELUT &R
w1, NEENT L ez EEbTH - e SHTHLNAMEEEL Table 24 T, TP
£ LA Table 25 WiRTo COHT I AWFIDIT 7044 v RS- ICP-AESH AAS
L L TOREENE LI TH e £7, i L SHESHICP MSITX LEERAS
s (BHEN2T) . Linl, T0E5%Co oESI PSn XA ESHEEATOL
CEBSY, VI FATF AN G E LTS b R E, JnE ICP-MS
TillE Ll OB, BIHEMEID 06~09ppmELERES K, COFENBEC(Backgro-
und Equivalent Concentration)id 0.05ppm TH 5 ( ZHIN 38), F A, dathEr T
B4 A4 e ICP—MS T Co #MT L, 221,222, Z23RD0LT, £REN0.26,
051, 0.70ppmO EEMAEB TN B, BH, 14 VRMOBERERI SV DEIERIS % &
LT0a (EXNSS ) o

§%ﬁﬂSRMEWW®QNW%§ﬁ$H&WHHWH§%@)T%@,it;ZSKOD
TEHRRE, BFHE-TRETINTLE L,

$§: IS H 1657-1085 iz, (14 # B AMET BokE, Qo sR-Fiots, @)
TE LT F AR AN YEBEREESEESAT B, 09T S ERERMRE SN
EETE O ES Table 26 1€, 2@ % &% Table 27 WiRd. B onicFikid JIS
A4, D1, 44 VRS - ICP-AES 51, & - ICP-MS &1, #9RkICP-
MS 731, JESYELTCP—AES 22 Th 7e b, J, cHWEIBENEALESEICP-AES
BEA A4 IR ssEE e TCP, [A » AAS TESL7cws, caiTfD 222454 5% 0ppm i€
HHLNEOERFIZBEAEERILL - 15
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d SR RIBA + v AN EE - ICP-MST ®Cu AJlIE L BRERE L7 CHMANGD .
Z%,zm®¥ﬁ@u8mmf%ﬁtﬁ,zmm%nﬁzmmﬁﬁf%b,%%%IMh
AES@4%V§ﬁ—AASTu@ﬁﬁ%&?%kmi%ﬁmﬁ%ﬁﬁeoé(%@)ﬁ%%
Flie
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4= : ]IS H 1860-1085 1ciE, 1= ) 77 v BRLEBESKEES AT S, 6 540
LR E S S, BFTE LN MEES Table 2810, 20F L H%ETable 29 K
Fd, LA AEROEAS 18 E1TH B (EEIN 26, 39, 47 ) o IR O LR {E
%R@ét@@iﬁﬁﬁwﬁ,cm@m@@ﬁgm@,@o%ﬁ?%éﬁ%ﬁ&@%%ﬁ%g
N5,

SEESE SRM 360b B EME 0006% X LTHRAITEIE 72+ 24ppm L PREE 27,
44 728 OEEEIZ 0.002% ot L TERESMFER 22222 ppm TH » 72,

424 w3V, FUK, AFITVA

M3 : ]IS H mmq%zmm,m4ﬁyﬁm%%thffmw%%ﬁ%ﬁﬁﬁénf
wéoS%W%m%ﬁ%%%ﬁﬁﬁénko%%T%Bﬂk%%%ﬁwwsom,%@i&m
%ﬁwMSIKﬁTO%MEﬂtH%HJIS&ﬁB,%@@a%ﬁ%®%ﬁ%%'IDMﬁi
(%ﬂmw)ﬁl,iﬁﬁﬁ@#%%lmhMS(ﬁﬁmw)ﬁl,dﬁm%®4ﬁyﬁﬁﬁ
. JCP—MS ( BEINGSO) 251 TH-72s ]IS T 0lppm MESEMREHET - TOS
75, EBICi 03ppm B AERTFRTH D, Z21 DEBERICHIOTEETRUTETRT &
NHEdrmie ICP-MSICLBERBE IDMSIKL BHRELCBLTED, WEY T
S NEBRICH LT, [CP-MSEHEEFRTH B EMBYPLMIKE -, KL, S.K.Luo
gglﬁ%MSKié@ﬁ%%ﬁ%fNBSSRMIWM$®G?V(%%@&wmm)&E
B LR 0154 003ppm A5 A LHE L T b,

SEEE SRM 360b @B EE 0.0002% L Fic st LT, ESHFEI 1.2014ppm T, 28
i 05ppm BIFT&H »7o SRM 360b 1.2, 2223 Llppm EEEMICE<THAMTH
w9 vATEN L LECBOERNRS 1,

k& : ]IS H 1670-1982 ik, (AW SH s vy S YBOLEEE (oY T = vk B
HESNTWE, 6 FAASEEBEKERREs L BEFIN3L) . BFITHoNEREL
n# i Table 32, 33ic, #MF 24 Table 34 TRd. M onAHEEF JIS EUT, £
Pl a SFFFTIRAS / —VEBSEE « IDMS ik TERE LA (HERN 35 o COHETH
”wa4ﬁ%ﬁﬂﬁwﬁﬁmﬁmbf,ﬁﬁ%%i%%%%@$@i@ﬁ%%%¢iém%
xh, JISHENTHONABEREFZ2~Z23HB L6 02ppm L FTH 70
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TH ot T, 28 DFEESHEE 02,0 1ppm BT, [DMSIC& BERIEE 005ppm T
H o Te

BEZISA: TIS H 1671-1982iCi, ()4 A4 VBB R T BOLEE, | Fl A I - 0RO
&ﬂﬁﬁénfmécNQM%mgﬁﬁﬁﬁﬁﬁ&$nto%%f%émtg%%nwm35
0 ZqE kA Table 36 KR E, AV LALFEISTHETRID, TIS E@Qm2, 4
G« BEMEIET WA TE (GP—AAS) A8 2, [ —1CP-MS, [§—ICP—AES, DDTCH
I BE * GF-AAS (¥~ 45) , 35 ICP—AESH#% 1, SFNBE GF-AASHI2TH o 7o a 53y
R A2 gl DR TAM L, BA A YR L, BEHAE 0m] KEELTGR-
AAS'(%ELﬁmA&EﬂﬂiOM4mm1L% B3 Z8 @ 0.008ppmdIE i FiiE o
By o tee & ODHBEIGEE f:)c.t B THBICRSE XN N TE L, [ ST LEROLTETE
£, 793450002, 28 45 0.008ppm DFEREHL TS (EFNED) o i 477 T i DDTCH
die GF—AAS CEEL, 281 00lppm T, Z21~Z23, 360D (£ 00lppm ELFTH - 12 (E&
KINe38) . | OMFFRIZIE A4 A vt e ICP—AES {c X 5 {0 E@ERE 02~05ppmE L
fo CERINZT) B # T LBl R - s LT, BELSHM L & 01ppm VIR &L,
it,IGLMS%mhf§ﬁﬁﬁ®ﬁ%k%D“Wﬁdzﬂf,&f&ﬁﬁ@BEC#%<
rn BOBBRO CdAEBEILENS L EEBS N, BLCAdMHTE, B4
S ICP—MS T CAd4#IE LT, 83#& & 006ppm MUTFEL TS A7 VAR Ay
L A#H KD aOEIEERE TS, %%f%at(%ﬂm5mom@@ﬂ%éﬁﬁ%;m@,ﬁﬁ
SElROm 11~15ng KN T L0 F 19 L0E5R—EE, KicksesdE LTS,

75 LSRR R R T » ARG B - A 5 vt U\/IF}—AAS Tk AERME
(791 :01:, NBS SRM 360b: 040 ug, /g )@ & 70 - 70 CEFN3T) c,) CDIE IS H P
el LN EROFALEELT 1T ESC, ICP-MS THLILDEAERSNTS
0 R M. Barnes AP AHAICE V. Cnbiko0T, BRTECK LAECATE, 221
~723, NBS SRM 360bid ing g ,Z8id7ng/ g DERABTEY, BCSHEOEMM,
2V Y. FEBOELERL 22 10ng Cd g FBASEBRRYEL LMo/, TOLOK

MR B L REICED T T Y EORBHKRE O EBAD T

4.2.5 B, FITATV

g c ]IS H 1673-1085 iCid, (DA 4 ¥ RESERFROCHE, Qs R T ROtEARE
ST D, MO NETERE LTEFLNT R, 27, Linl, HEFEDS 10ppm
BETHLEN D TN TERS N, B TEGALERE Table 37 0, TOFLOE
Table 38 R, i i Hiid A 4 v REA s ICP—AES 292, @481, SyEE G
—AASHD, 4 A4 A ICP-MS2 1 TH 5o f 3FFFOESRM (44 725 -T1CP)
i T IEE 2EE D e D TESBGF—AAS KA THE L (EHNsl) .

S 4 A AT CHAA VIS TCP —MS & A L TEHLKE DR b A S P Pb EHI
L3 (B NS0 s Z21~223, SRM360b O8iid ¢ 4d 2~3ppm , 28 12 5 pprifzhl
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T%’)?’;D
£ Wk SRM 360D OB E{E 00005% LA Ficki LT, #REGHER 3.220.24ppm , Z8 3
53+ 0.028ppm TH - 120

gUFRFL L ]IS H 1866-1971 41043, NFA4 7 yEBOLAEEERPHES AT 5. 5
SR L EEOTRERSHRE SN, EFTEHLNLERE Table 30 1T, TDHLDZ
Table 40 itTd, @A LA AEE JIS (U2, ENBICP-AES #82, HoB 1CP—
MS 551 Th %,

BEEE SRM 360b D ERMI 0005% LITT, 28 KHBEMERSN TV,

K¥, sy rAFYROOTE, BTRUSAIOHFFMETF A ¥ 7 v BEE R KE,
N ICP—AES @ 2 EAEESHh, XFEBRMSTONL. FLIBARSEEONGEIES
fBEie

4.2.6 ZFOMDTE(TAVvIA, €)TFTY, PUIT L)

THRUYL I NFFEALESE ICP-MS I L A ERSRAHE S (HRNS0)
FoHEERE L g% 7 o (LKkR® 2m] THEL, 100ml T Lk, sml 5L, S5
100mlicFER, chE b —FHiclEE L, Mg #BFE T 5. 221~223, Z8, NBS 360b D
v A v LSRRV TRS 1ppm U T TH 5.

FEYTFL L AN SENE ICP-MSICL B ERERMME SN (EHNS) . Sk
Be s a vy s EAETHEB, 221~223, 28 ,NBS 360b OFERESREGFN b ppmkd
TtH s,

FUSL i SRERASIESE ICP-MS & daifrb 54 4 Y ARBOB-ICP-MS (97 ¥
FERE ORI Ik B ERBERENRE SN (EEN 50, 590 TR bAIEICE PP ThEE
BLTWA, #RICEBEZ21, 222, Z23, Z8 ,NBS 360bic>Ten €< 01,03,
<01,08,01ppm DERMAABTHEL, WEOBRELI—HLTVE, Y2 =0 L88
Mo by Y ANEFRAMESNAORBIHTTSHY, T & 28ITHE lopm IVEHHFET
LT EEEEIND,

CHALOERICOVWTIE, TREEASFRESIEZVEEEAEELL TRITIERAH LTI L
cFBH, HANEREZASNEDT, TEMA Table 41 KL TH <,

4.2.7 HAEKS

JAERI—Z21~223 hoBEk, KK, TR, REOARKAETREC DO TEREZNT
M, Lo, MAHEOBEHRELTEETHLIEER, JIS e & D T S o R R
% Table 42 WFE T MFEOREEEF » 7NT T 2BETHER U, BEOERE A ¥/
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WD F RO T,
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BT B bﬂt%m$6iﬁwsﬂﬁm®$f',‘{@&mbMé¢m>i%@@ﬂm%
Sk ABSRE A ETY, £ORE, %ﬁffﬁPﬁO’Jlﬁﬂ‘?{E%ﬁﬁb\TDmon&UGrubbs o H
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NEOEHEAE DT 162H001%EFALNRTEE L 722 OERMIE, JAERI-Z1
~Z73, Z11~Z14, NBS Hm12w~1m5mfﬁﬁ®@@ﬁﬂ®%%@&%éﬁﬁ@tnf
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. 3EFE G, ot RRER, JAERI-Z1~Z3, Z11~Z14, NBS SRM Iz213
~1215 S MEOEEHAHORRE LS VNG T AT EFHERL .
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— &L JAERI—Z21 3 JISD2 ik &4 vt « ICP-AES @ 3 Ak k5 ol D 4HF
BOW, ¢ R AFHOBRERC 7T BEOVEE 0.0005% L850, 50EHKEVDTE
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FEON, hAMRFOBEER 3BOEE0.0010% &858, HoDEPREOOTES
e U, 722 oFowiEE, JAERI-Z1~Z3, Z11~Z14, NBS SRM 1213~121574 &
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%%%%(m@®$ﬁ@%ﬂbfOM&MOM%&U&Hkﬂﬂw%%%ﬂ%ﬂ%ﬁﬁéL
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To+2ppm BT 3101 ppmAEFRMEE Lo, 2231 ]JISD 2K, ICP—AES KU ICP—
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EENETNETFEE L

FILZ oA JAERI—Z21F JISoHEk, FENM ICP-AES B ICP-MSO 3 Atk
2 8 O E AT EE 2 - OBEC AN T 22 L lppm B RARE & L7z, 222 B Z23
2 ]IS OFE, FEHEE ICP—AES, ICP-MS® 3 h#ic &5 g EOSIFIEDCH, gathimd
e TROTHBAENLD T, 40+ 2ppm&kT 421 20pmE T AT NRTEE Lo

asnil k0 JAERI-Z21, 222, 223 JISoFE, 44 v AR Bk - ICP—AES, F-1CP—
MS RS i [CP—AES @ 4 Hikic & 5 10E DT fis 5, RAES 2ppmTHS T &,
JISOHEOTRTMA 2ppmBETH S L, ICP-MSILE LESMEH lppmbll P TH S
C LS AMARICHE LT, 35 b 2ppm Il FARRIE L,

$9: JAERI—Z21 3 JIS@Fk, 44 8o i- [CP—AES R UF[E] ~ICP—-MS @ 3 ik
e 1 B9 EOTEAEHEE 1 J - OBEICAS T 2 lppmE, 222 LD 3HEICK
LB OESEE ST L lppmAe, 223k LED3HFRICESHI0BEOHITEDN, o 5247
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7231 J1S DAEICEB 6 BOMTECH, Wb a MFFROEE KR SAOEEEL
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(I:Esz:o

_16_._



JAERI-M 81-044
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Dy rRTF vOERLE (FFLORE ) RULAERERL TSI LD TR L7z, HiZ,
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41 JAERI —Z21, 222 2231 JISDHHE, 4 4 v cdmbingt - ICP-AES, -
TCP-MS, Bl—~ GF—AAS, #9BGF-AASD L HHEIRLZIMEOFHEZTMET 177k
OHEIILHT, 250.2ppm, 2T 05ppm, 3 1lppmEZNENRRMEE L 72e

& UM ZAFw . JAERI—2Z21, 222, Z23 it F 4 v 7 vEBEWRKEERE (IBJISHE), o
[CP—AES, ICP-MS @3 Aikic L3 5 BOSHEORAD 9ppm, ICP-MSic X % 774 il
DR 2ppmTH B EREEEHBACHN LT, oFnOREE S 10ppm BT E2ERES

L7

6. I El 0)

BEEREAROCHB A ED 3EMORRE L LT, Johos o MEEHH JAERI-Z21
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Table 1 Instruments and operating conditions (¥RF) used

in homogeneity tests

X-ray fluorescence spectrometer: Shimadzu Vf-320 wavelength scanning type
X-ray tube: Machlett, OEG-76H type (max., 3kW) target material: Rhodium
Tube voltage and tube current: 40kV, 50mA
Analyzing crystal: Lithium fluoride (200)
Atmosphere: Vacuum
Detector: Scintillation counter
Sample holder, Mask: Titanium I.D. 28 mm
Analytical lines: ©&n Ka(Zﬂfla.OB), Fe Ky (20=57.51)
Ni Ky (20=48.63), Cr Kg(26=69.31)
Integration pericd: 40 sec. for Sm, Fe, Ni

80 sec. for Cr
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Table 2 Homogeneity test of raw materials for JAERI-Z21 to 223
by XRF spectrometry using JAERI-Z11 to Z1l4 as a reference
{%# Sn, Fe, Ni, Cr)
Elements Raw material for JAFRI-Z21 (zirconium)
Top Middle Bottom

Iron Rod A 0.106 0.106 0.107

Rod B - 0.107 0.106 0.108
Chromium Rod A 0.017 0.017 0.017

Rod B 0.017 0.016 0.016
Llements Raw material for JAERI-Z22 (zircaloy-2)

Piece A Piece B
Tin 1.43 1.42
Tron 0.152 0,148
Nickel 0.052 ¢.050
Chromium 0.103 0.102
Elements Raw material for JAERI-Z23 (zircaloy-4)
Top Middle Bottom

Tin 1.35 1.46 1.46
Iron 0.225 0.228 0.231
Chromium 0.117 0.115 0.118
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Teble 3 Homogeneity test of the chip sampie of JAERI-Z2Z21 to Z23
JAERI-ZZ1
Piece No. Tin Iron Nickel Chremium
1) 0.026% 0.1004% - 0.0128%
2) 0.026 0.1012 - 0.0150
3) 0.027 0.1045 — 0.0148
4) 0.026 0.1055 — 0.0150
5) 0.026 0.1032 - 0.0159
&) 0.026 0.1001 - 0.0146
7) 0.027 0.1048 - 0.0163
8) 0.027 0.1035 — 0.0135
Av. 0.026% 0.1029% — 0.0149%
Std.dev. 0.0005 0.00208 0.00094
RSDZ 1.9 2.0 5.3
n 8 8 8
JAERI=-Z22
Piece No. Tin Tron Nickel Chromium
1) 1.426% 0.1426% 0.0483% 0.0997%
2) 1.422 0.1406 0.0489 0.0984
3) 1.433 0.1428 0.0488 0.0987
4) 1,417 0.1433 0.0494 0.0950
5) 1.430 0.1472 0.0496 0.0964
6) 1.424 G.1458 0.0490 0.0978
7) 1.421 0.1453 0.04892 0.1018
8) 1.424 0.1456 0.0487 0.0967
D) 1.425 0.1451 0.0498 — o
Av. 1.424% 0.14427 0.0491% 0.08817%
S5td. dev. 0.0047 0.0021 0.0005 0.0021
RSD% 0.33 1.5 1.0 2.1
n 9 9 9 8
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Table 3 Homogeneity test of the chip sample of JAERT-Z21 to Z23 (Contiued)

JAERI-Z23
Piece No. Tin Iron Nickel Chromium
1) - 0.2246 - 0.1179
2) 1.503 0.2238 - 0.1125
3) 1.346 0.2245 — 0.1155
4) 1.489 0.2217 - 0.1133
5) 1.430 0.2253 — 0.1172
6) 1.338 0.2201 - 0.1141
7) 1.512 0.2252 - 0.1103
8) 1.425 0.2250 - 0.1188
9) 1.517 0.2294 - 0.1173
10) 1.492 0.2219 — 0.1086
1) 1.508 0.2266 - 0.1121
12) 1.326 0.2267 - 0.1159
13) 1.485 _0.2222 — 0.1086
Av. 1.448 0.2247 - 0.1140
Std.dev. 0.0730 0.0025 — 0.0034
RSD% 5.0 1.1 3.0
n 12 13 — 13
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Table 4 Homogeneity test of JAERT-ZZ1 to 723 {(Continued)

JAERI~Z22
Sample
No. &n Te Ni Cr Hf Mn Ti Cu
7% ppm
i 1.46 0.149 0.052 0©.1l02 40 6 4 13
2 1.45 0.149 0.052 (©.102 42 6 3 15
3 1.44 0.148 0.052 0.1C1 40 6 3 14
4 1.46 0.150 0.053 0.102 43 6 3 17
5 1.46 0.15¢ ©.,053 0.102 44 6 4 17
6 1.42 0.148 0.052 0.100 42 5 3 16
7 1.45 0.150 0©.054 0.102 47 6 3 19
8 1.42 0.148 0,052 0.100 45 6 3 14
9 1.44 0.149 0.052 0.101 44 6 3 16
10 1.45 0.14%9 0.052 0.102 44 6 4 16
Av. 1.44 0,149 0.052 0.101 43 6 3 16
Std.dev.0.015 0.0008 0.0007 0.0008 2,2 0.32 0.48 1.8
SRDZ 1.0 0.54 1.3 0.79 5.1 5.3 16 11
n 10 10 10 10 1c 10 10 10

By ICP-AES using Z11 to Z16 as a reference. Sample taken 0.5g
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Table 5 Certified values for various elements in reference samples

Certified values (% by weight)

Element NBS SRM 360L JAERI-Z8
Tin 1.55 * 0,03 1.46
Tren 0.21 £ 0.01 0.149
Nickel 0.0025 £0.0010 0.054
Chromium ¢.10 + 0.01 0.095
Hafnium 0.008 + 0.001 -
Aluminum 0.004 £ 0.062 (0.006)
Copper 0.002 £ 0.001 (0.0015)
Manganese 0.0010 £0.0005 —
Titanium 0.002 + 0.001 (<0.002)
Silicon (0.006) (0.002)
Boron <0.0005 —
Cadmium <0.0001 —
Uranium (<0.0002) —
Cobalt <0.001 —
Tungsten <0.005 —

Figures in parenthese are not certified values btu are given as

additional information.
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Table 6 Analytical values for various elements in JAERI-Z8

and NBS SRM 360b by cocperative works

Analytical values(% or ppm by weight)

Elements NBS SRM 360b JAERI-Z8
Tin 1.54 % 1.46 %
Iron 0.211 0.149
Nickel 0.002, 0.054
Chromium 0.105 0.094
Hafnium 80 ppm 63 ppm
Aluminum 63 66
Copper 10 15
Cobalt — 1.8
Manganese 8 14
Titanium 10 4
Silicon 72 22
Boron 0.31 0.03
Cadmium — -
Uranium 1.1 —
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Table 8 Summary of analytical results for tin in JAERI-Z21 to Z23,

Z8 and NBS SRM 360Cb

(% Sn)
JAERI CRM Reference sample
z21 Z222 Z23 Z8 360b
X 0.024 1.43, 1.52, 1.454 1.53%
Std.dev. 0.005 0.0177 0.0135 0.0149 0.0167
RSD% 18 1.2 0.89 1.0 1.1
R 0.02 0.078 0.059 0.062 0.056
Xmax. 0.04 1.463 1.560 1.496 1.569
Xmin. . 0.02 1.385 1.501 1.434 1.513
Number c¢f lab. 10 12 12 12 12
Number of data 30 36 36 36 36
Certified values 1.46 1.55
- %0.03

Uncertainty
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Table 10 Summary of analytical results for iron in JAERI-Z21
to 723, Z8 and NBS SRM 360b
(% Fe)
JAERI CRM Reference sample
Z21 222 zZ23 Z8 360b
X 0.1004 0.143, - 0.2255 0.149, 0.2113
Std.dev. 0.0036 0.0036 0.0056 (.0033 0.0050
RSD% 3.6 2.5 2.5 2.2 2.4
R 0.0161 0.0169 0.0205 0.0146 0.0185
Xmax . 0.1067 0.1501 0.2363 0.1532 0.2201
Xmin. 0.0906 0.1332 0.2158 0.1386 0.2016
Number of lab. 12 12 12 12 12
Number of data 36 36 36 36 36
Certified values 0.149 0.21
— +0.01

Uncertainty
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Table 12

JAERI-M 91-044

Summary of analytical results for nickel in JAERI-Z21
to 7223, Z8 and NBS SRM 360b

(% Ni)
JAERT CRM Reference sample
Z21 z22 z23 Z8 360b

X 0.000s 0.049¢ 0.001, 0.053q 0.002-
Std.dev. 0.0003 0.0011 0.0004 0.0010 0.0005
RSDE — 5.5 — 1.9 —
R 0.0012 0.0042 0.0017 0.0052 0.0019
Xmax. 0.0014 ¢.0515 0.0023 0.0571 0.0039
Xmin. 0.0002 0.0473 0.0006 0.0519 0.0020
Number of lab. 8 12 9 12 9
Number of data 24 36 27 36 27
Certified values 0.054 0.0025

— +0.0010

Uncertainty
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Table 14 Summary of analytical results for chromium in JAERI-Z21 to
Z23, 7Z8 and NBS SRM 360b

(% Cr)
JAERI CRM Reference sample
Z21 722 Z23 Z8 360p
X 0.013, 0.096, 0.1114 0.094¢ 0.104,
Std.dev. 0.0011 0.0023 0.0038 0.0025 0.0028
RSD% 8.2 2.4 3.4 2.6 2.7
R 0.0042 0.0109 0.0179 0.0122 0.0122
Xmax . 0.0148 0.1026 0.1212 0.1021 0.1125
Xmin. 0.0106 b.0917 0.1033 0.0899 0.1003
Number of lab. 12 12 12 12 12
Number of data 36 36 36 36 36
Certified values 0.095 0.10
— 10,01

Uncertainty
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Table 15 Results of cooperative analysis for hafnium in

JAERT-721 to Z23, 78 and NBS SRM 360b

(ppm Hf)

Analytical Methods

Sample JI15-1
a b c d e £ g h i 3
JAERL 96 81 83 86 81 80 82 80 83 80
-Z21 92 51 84 84 79 81 80 77 84 82
80 81 83 86 81 80 83 75 82 78
JAERT 34 33 33 37 35 37 36 32 32 33
~222 42 34 35 35 39 35 33 31 34 34
&4 34 36 37 32 34 37 29 36 31
JAERI 75 71 73 T4 66 69 74 74 74 74
=223 69 71 73 71 60 71 72 72 70 74
67 70 73 75 66 70 75 71 /3 72

Reference Sample

JAERT 78 b1 62 b4 — 94 - 61 61 62
A 72 61 62 62 — 61 — 58 63 63
76 59 63 64 - 59 — 59 b4 62
NBS SRM 8l 77 81 84 79 79 g1 82 80 78
360b 81 78 82 80 78 77 &2 82 81 79
82 76 80 81 80 77 81 80 80 79

Method used ; JIS-1 : ICP-AES.
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Table 16 Analytical results for hafnium in JAERI-Z21 to Z23 and
NBS SEM 360b by IDMS at JAERI#*

(ppm HE)
JAERI CRMs NBS SRM
721 722 223 360b

1)* 82.1 * 0.10 35.2 £ 0.26 73.1 * 0.10 79.6 £ 0.10
2)% 82.6 * 0.15 35.6 + 0.17 72.6 * 0.20 80.3 + 0.10
3)* 82.5 * 0.35 36.1 £ 0.17 73.0 = 0.10 78.5 £ 0.26
4)% 82.3 = 0.42 34.8 £ 0.06 72.9 = 0.06 79.0 * 0.21
5)% 82.0 £ 0.53 35.4 = 0,17 72.7 = 0.17 79.2 * 0.45
mean 82.30 +0.25 35.42 0,48 72.86 +0.21 79.32 +0.68

« Surface ionization mass spectrometry. Independent analytical run. Each
run contains 8 to 10 peak sets of 178u¢/177yf, 17%u£/177Hf and 180pg/1771F
isotope ratios. Each result is the average value obtained by using these

three isotope ratios altered.

Table 17 Summary of analytical results for hafnium in JAERI~-Z21 to Z23,
Z8 and NBS SRM 360b

(ppm_Hf)
JAERI CRM Reference sample
Z21 Z22 Z23 Z8 360b
X 82., 344 71.3 72.1 63.4 79 .9
Std.dev. 4.0 3.1 3.3 2.1 5.0 1.9
RSD% 4.9 8.9 4.6 2.9 7.9 2.4
R 21 15 15 8 20 8
Xmax. 96 44 75 75 78 84
Xmin. 75 29 60 67 58 76
Number of lab. 10 10 10 9 8 10
Number of data 30 30 30 27 24 30
Certified values - 0.008%
— *0.001

Uncertainty
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Table 18 Results of cooperative analysis for titanium in JAERI-ZZ1

to ZZ3, Z8 and NBE SRM 360b

(ppm_Ti)
Analytical Methods
Sample JI5-1 JIS=-ICP TCP-AES ICP-MS
a b £ h c d g i i
JAERT 12 9 9 9 7 8 9 14 g
=721 7 9 7 8 9 7 8 16 8
11 9 9 9 7 8 10 14 8
JAERT <5 2 4 2 <1 2 2 5 4
-722 <5 3 3 2 <1 3 3 6 2
<5 2 3 2 <1 2 3 4 2
JAERT <5 6 5 5 4 6 6 10 6
=723 <5 7 7 5 4 ) 5 11 6
<5 7 7 6 4 7 7 9 6
Reference Sample
JAERI 8 3 3 3 <l 3 5 2
-Z8 7 3 4 3 <1 4 4 6 2
7 3 4 3 <] 4 3 4 2
NBS &RM 9 10 7 9 8 9 11 13 10
360D 11 10 7 9 3 9 10 14 10
13 10 8 G 8 G 10 12 10

Method used ; JIS~l:Diantipirylmethane photometry, JIS-ICP:ICP-AES
after separation by ion exchange, ICP-AES, ICP-MS.
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Table 19 Summary of analytical results for titanium in JAERI-Z2] to
723, Z8 and NBS SRM 360b

{ppm Ti)
JAERI CRM Reference sample

z21 222 Z23 Z8 360b
X 8.8 3. 6.y 3.9 9.7
Std.dev. 3.1 1 1.7 1.6 1.7
RSDZ 35 37 26 41 18
R 13 4 7 6 7
Xmax. 16 6 11 8 14
Xmin. 3 i 4 2 7
Number of lab. 8 7 8 8 9
Number of data 24 21 24 24 27
Certified values ‘ (<0.002%) 0.002%
Uncertainty — +0.001




Table 20

JAERI-M 91-044

Results of cooperative analysis for manganese in JAERI-

721 to Z23, Z8 and NBS SRM 360b

{(ppm Mn)
Analytical Methods
Sample JIs-1 ICcr-1 ICF-AES
a e £ b h C d g i J
JAFRI 11 10 12 11 11 11 11 10 10 10
=Z21 11 11 10 12 11 12 13 12 9 8
11 11 10 11 11 11 14 11 9 8
JAERI 5 O & 6 6 7 4 5 4 5
=222 5 6 6 6 6 7 5 6 4 4
5 6 5 5 3] 7 7 6 4 4
JAERL 17 18 17 16 17 19 15 17 16 16
-Z23 15 17 17 17 17 18 19 18 15 15
16 16 16 17 17 17 22 17 15 15
Reference Sample
JAERT 14 — 14 14 14 16 13 14 12 13
=78 14 - 14 14 14 15 16 15 12 12
14 — 14 14 14 15 17 14 12 11
NBS SRM 9 — 10 8 8 9 7 9 7 g
360b 8 — 9 9 8 9 8 10 7 9
8 — 9 8 8 9 10 9 7 8

Method used; JIS-1:

ASS after separation by ion exchange, TCP-1:ICP-AES

after separation by ion exchange, ICP-AES.
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Table 21 Summary of analytical results for manganese in JAERI-

Z21 to Z23, Z8 and NBS SRM 360b

(ppm Mn)
JAERI CRM Reference sample
z21 Z22 Z23 Z8 360b
X 10.5 5.5 16.8 13.9 ' 8.y
Std.dev. 1.3 1.0 1.5 1.3 0.9
RSD¥% 12 18 8.9 9.4 11
R 6 3 7 6 3
Xmax., 14 7 22 17 10
Xmin. 8 4 15 11 7
Number of lab. 10 10 10 9 9
Number of data 30 30 30 27 27
Certified values - 0.0010%
— *+0.0005

Uncertainty
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Table 22 Results of ccoperative analysis for aluminum in JAERI-

721 to Z23, Z8 and NBS SRM 360b

(ppm ALl)
Analytical Methods
Sample JI5=-2 ICP-MS ICP-AES
a b c £ o4 h i a
JAERT 23 19 24 21 18 22 24 20
-721 22 20 23 22 23 21 23 21
23 23 22 23 21 23 22 21
JAERT 58 40 38 38 34 42 43 39
-Z22 40 42 40 38 30 41 40 39
490 42 40 39 38 39 41 40
JAERI 41 41 41 42 35 40 42 41
-Z23 432 40 40 42 31 43 45 42
40 he 41 42 39 40 42 41
Reference Sample
JAERT 67 64 69 64 59 68 64 71
-~ 68 64 65 64 55 68 6C 71
67 55 65 65 64 67 67 70
NBS SRM 63 65 67 63 55 51 65 65
360b 63 67 64 64 51 63 63 65
63 67 62 64 60 63 67 65

Method used; JIS=2: ICP-AES after separation by ion exchange, ICP-MS:
ICP-MS after separation by ion exchange, ICP-AES.
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Table 23 Summary of analytical results for aluminum in JAERI-Z21
to 723, Z8 and NBS SRM 360b

(ppm A1)
JAERI CRM Reference sample
zZ21 722 Z23 78 360b
X 21.s 39.; 40.7 65.3 63.3
Std.dev. 1.5 2.9 2.8 3.6 3.7
RSD¥% 6.9 7.4 6.9 5.5 5.8
R 6 13 14 16 16
Xmax. 24 43 45 71 67
Xmin. 18 30 31 55 51
Number of lab. 8 7 | 8 8 8
Number of data 24 21 24 24 24
Certified values ( 0.006%) 0.004%
— +0.002

Uncertairty
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Table 24 Results of ccooperative analysis for cobalt in

JAERI-Z21 to Z23, Z8 and NBS SRM 360b

{(ppm Co)
Analytical - Methods _.
Sample - Chemical separation
JIS-1 JI8-2 ICP-~AES-1 ICP-MS ICP-AES
a b C £ e h 3 d i g
JAERI <2 <Z <1 1.1 0.6 <1 0.5 0.26 0.26 <1
~-721 <2 <2 <1 1.2 0.6 <1 0.4 0.25 0.24 <1
<2 <2 <1 1.2 0.6 <1 0.4 - 0.30 <1
JAERT <2 <2 1 1.3 0.3 2 0.8 0.48 0.68 <1
-722 <2 <2 <1 1.4 0.2 2 1.0 0.54 0.58 <1
<2 <2 1 1.4 0.2 2 1.0 — 0.59 <1
JAERT <2 <2 <1 1.5 0.8 2 1.1 0.70 0.71 1
-7Z23 <2 <2 <1 1.5 0.7 2 0.8 0.69 3.69 2
<2 <2 <1 1.6 0.5 1 1.1 — 0.73 <1
Reference Sample
JAERT 2 <2 2 1.9 1 3 1.8 1.5 1.4 1
-Z8 2 <2 1 2.0 2 2 1.8 1.5 1.3 2
2 <2 2 2.0 2 3 1.9 - 1.5 1
NBS SRM <2 <2 <1 1.4 1 1 0.9 0.63 0.69 <1
360b <2 <2 <1 1.4 1 1 0.9 — 0.62 <1
<2 <2 <1 1.5 1 1 0.8 — 0.73 <1

Method used; JIS-1: AAS after separation by ion exchange, JIS-2: AAS after
separation by solvent extraction, ICP-AES-1l, ICP-MS: ICP-AES,
ICP-MS after separation by ion exchange, ICP-AES.
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Table 25 Summary of analytical results for cobalt in JAERI-Z21
to Z23, Z8 and NBS SRM 360b

‘ {ppm Co)
JAERI CRM Reference sample

_ z21 Z22 Z23 Z8 360b
X <2 <2 <2 1.8, <2
Std.dev. — - - 0.53 —
RSDZ - — — 29 -
R — - — 1.7 —
¥max. - - - 3 -
Xmin. - - - 1.3 -
Number of lab. 9 9 9 9 9
Number of data 27 27 27 27 27

— <0.001%

Certified values

Uncertainty
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Table 26 Results of cooperative analysis for copper in JAERI-

721 to Z23, Z8 and NBS SRM 360D

(ppm_Cu)

égi;gzical J15-1 JIEEEhOdS TCP-ARS_ LCP-HS
a C g h e h £ j d i
JAERI 2 3 <1 2 2 3 2 3 2.6 1
-Z21 2 4 <1 2 2 3 2 2 2.7 1
2 4 (<1 2 2 4 2 3 - 1
JAERI 8 9 6 8 3 9 9 8 8.2 7

~-722 7 10 6 8 8 9 8 9 7.6
6 10 8 8 8 9 8 8 — 8
JAERI 7 11 & 8 8 8 8 9 7.6 6
-723 7 11 f 7 8 9 8 7.9 6
9 11 8 8 8 9 7 9 — 7

Reference Sample

JAERT 11 16 14 13 15 16 16 17 16 14
-Z8 11 16 15 1315 17 16 16 15 15
11 16 16 14 16 15 16 16 - 15
NBS SRM 9 10 9 10 9 11 11 12 10 7
360b 9 10 g 10 9 11 10 12 — 8
10 11 11 10 11 11 12 11 — 9

Method used; JIS-1:AAS after separation by fon exchange, JIS-2:AAS after
separation by solvent extraction, ICP-AES and ICP-MS: After

separation by ion exchange.
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Table 27 Summary of analytical results for copper in JAERI-Z21
to 723, 78 and NBS SRM 360b

(ppm Cu)
JAERT CRM Reference sample
Z21 z22 Z23 Z8 360b

X ' 2.4 8.0 8.0 l4.g 10.:
std.dev. 0.9 1.1 1.4 1.7 1.2
RSD% 38 14 18 11 12
R 3 4 5 ) 5
Xmax. 4 10 11 17 12
Xmin. 1 6 6 11 7
Number of lab. 8 9 9 9 9
Number of data 24 27 27 27 27
Certified values 0.0015% 0.002%
Uncertainty - 10.001
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Table 28 Results of cooperative analysis for silicon in

JAERI-Z21 to Z23, Z8 and NBS SRM 360b

(ppm Si)

Analytical Method
Sample J15-1 ;
a b c £ h i
JAERI 17 18 18 19 19 18
~721 17 18 18 18 19 18
17 17 18 18 19 18
JAERI 83 88 90 91 90 g1
-7222 84 30 91 88 89 91
83 87 92 87 90 a0
JAERT 41 24 19 22 24 27
=723 41 25 15 21 23 28
39 23 18 20 24 26

Reference Sample

JAERI 25 21 18 20 21 24
-Z8 25 23 19 20 21 24
25 22 19 20 21 23
NBS SRM 72 71 69 70 72 75
3600 71 74 59 70 73 77
69 70 70 70 73 75

Method used; JIS-1:Mclybdenum blue photometry.

Table 29 Summary of analytical results for siliconm in JAERI-
7221 to 723, 7Z8 and NBS SRM 360b

(ppm Si)
JAERT CRM ~ _Reference sample
Z21 222 Z23 Z8 360b
X 18.4 88.5 22.5 21.7 71,7
Std.dev. 0.7 2.8 3.5 2.2 2.4
REDZ 3.9 3.2 15 10 3.3
R 2 5 13 7 8
Xmax. 19 92 28 25 77
Xmin. 17 83 15 18 64
Number of lab. 6 6 5 5 6
Number of data 18 18 15 18 18
Certified wvalues (0.002%) (0.006%)

Uncertainty
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Table 30 Results of cooperative analysis for uranium in JAERI-Z21

to 223, Z8 and NBS SRM 360b

(ppm U)
Analytical Methods
Sample JI5-1 : TCPMS-1 ICP@S—Z IDMS
b c g h ] d i a
JAERT <0.5 <0.3 <0.3 <1.0 <0.1 0.01 <0.1 0.00y
-721 <0.5 <0.3 <0.3 <1.0 <0.1 0.01 <0.1 0.03
<0.5 <0.3 <0.3 <1.0 — — <0.1 0.01;
JAERL 1.4 1.0 1.1 1.2 1.2 1.2 1.0 0.97
~Z22 1.2 1.0 1.1 1.0 1.1 1.2 1.0 1.18
1.3 1.1 1.2 1.0 - — 1.1 1.18
JAERI <0.5 <0.3 <0.3 <1.0 0.2 0.12 0.1 0.14;
-223 <0.5 <0.3 <0.3 <1.0 0.2 0.13 0.1 0.15,
<0.5 <0.3 <0.3 <1.0 - - 0.1 0.14;
Reference Sample
JAERI <0.5 <0.3 - — 0.2 0.27 0.2 0.265
A <0.5 <0.3 - — - 0.26 0.2 0.27¢
<0.5 <0.3 - - — — 0.3 0.27,
NBES SRM 1.3 1.2 1.1 1.2 0.8 1.2 0.9 1.17
360b 1.2 0.9 1.2 1.0 0.8 — 1.0 1.19
1.3 1.4 1.1 1.2 — — 1.0 1.18

Method used; JIS-1: Arsenazo III photometry after separation by ion
exchange, ICPMS-1: ICP-MS after separation by ion exchange,
ICPMS-2: ICP-MS without chemical separation, IDMS: IDMS after
gseparation by TPAN/MIBK extraction.
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Table 31 Summary of analytical results for uranium in JAERI-Z21

to 223, Z8% and NBS SRM 360b

(ppm_U)
JAERI CRM Reference sample
Z21 222 Z23 Z8 360b
X <1 1.1, <1 <1 1.13
Std.dev. - 0.124 — -— 0.150
RSDZ - 11 — - 13
R - 0.4 — - 0.6
Xmax. — 1.4 — — 1.4
Xmin. — 1.0 — — 0.8
Number of lab. 5 5 5 3 5
Number of data 15 15 15 9 15
Certified values, % - (<0.0002)

Uncertainty
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Table 32 Results of cooperative analysis for boron in

JAERI-Z21 to 223, Z8 and NBS SRM 360b

{ppm B)
22;;{;ical TOMS MethOdSJIs .
a b c f h i
JAERT 0.2 <0.2 <0.2 <0.1 <0.2 <0.1
-z21 0.2 <0.2 <Q.2 <0.1 <0.2 <0.1
<0.2 <0.2 <0.1 <0.2 <0.1
JAERI 0.2 <0.2 <0.2 <0.1 <0.2 <0.1
-7.22 0.2 <0.2 <0.2 <0.1 <0.2 <0.1
0.2 <0.2 <0.2 <0.1 <0.2 <Q.1
JAERT 0.2 <0.2 <0.2 <0.1 <0.2 <0.1
-223 0.1 <0.2 <0.2 <0.1 <0.2 <0.1
0.3 <0.2 <0.2 <0.1 <0.2 <0.1
Reference Sample

JAERI <0.05 <0.2 <0.2 <0.1 <0.2 <0.1
-78 <0.05  <0.2 <0.2 <0.1 <0.2 <0.1
<0.05 <0.2 <0.2 <0.1 <0.2 <0.1
NBS SRM 0.4 <Q.2 <0.2 <0.1 <0.2 0.1
360b 0.3 <0.,2 <0.2 0.3 <0.2 <0.1
0.3 <0.2 <D.2 0.3 <0.2 0.1

Method used; JIS:Curcumine photometry, IDMS: IDMS after separation

by methanol distillation,

Table 33 Analytical results for boron inm JAERI-Z21 to Z23, zZ8
and NBS SRM 360b by IDMS at JAERI

(ppm_B)
JAERI CRM NBS SRM
721 722 223 78 360b
0,22 0.17 0.15 0.03 0.35
0.15 0.16 0.12 0.04 0.27
0.26 0.20 0.25 0.03 0.30

0.21+0.008 0.18£0.04 0.17£0.09 0,03*0.03  0.31+0.06
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Table 34 Summary of analytical results for boron in JAERI-Z21 to
723, 78 and MBS SRM 360Db

(ppm_B)
JAERI CRM Reference sample
z21 22 723 zZ8 360b
X <0.2 <(.2 <0.2 <0.2 <0.2
Std.dev. — - — — -
RSD% — — — - -
R _ _ _ — —
Xmax. — - - - -
Xmin. - — - - —
Number of lab. 5 5 5 4 5
Number of data 15 15 15 12 15
- <0,0005%

Certified Values

Uncertainty
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Table 35 Results of cooperative analysis for cadmium in JAERI-Z21 to

723, Z8 and NBS SRM 360b

(ppm Cd)
Analytical - Methods - -
Sample Chemical separation by ion exchange
ICP-AES JI15-2 GF-AAS ICP-MS ICP-AES  GF-AAS
g e h a £ i d J b c
JAERI <0.3 0.04 <0.2 <0.004 <0.002 <0.01 <0.05 <0C.1 <0.1 <0.02
721  <€0.3 <0.02 <0.2 <0.004 <0.002 <0.01 <0.05 <0.1 <0.1 <0.02
<0.3 <0.02 <0,2 <0.004 <0.,002 <0.01 - <0.1 <0.1 <0,02
JAERI <0.3 0.02 <0.2 <0.004 <0.002 <0.01 <0.05 <0.1 <0.1 <0.02
=222  <0.3 0.02 <0.2 <0.004 <0.002 <0,01 <0.05 <0.1 <0.1 <0.02
<0.3 0.05 <0.2 <0.004 <G.,002 <0.01 - <0.1 <0.1 <0.02
JAERI <0.3 0.02 <0.2 <0.004 0.002 <n.01 <C.05 <0.1 <0.1 <0.02
-7Z23  <0.3 0.03 <0.2 <0.004 0.002 <0.01 <0.05 <0.1 <0.1 <0.02
<0.3 (.05 <0.2 <0,004 — <0.01 - <0.1 <0.1 <0.02
Reference Sample
JAERT  <0.3 0.02 — 0.008 0.008 0.01 <0.03 <0.1 <0.1 <0.02
-Z8  <0.3 0.04 - 0.007 0.008 <0.01 <0.03 <0.1 <0.1 <0.02
<0.3 0.05 - 0.009 — 0.01 — <0.1 <0.1 <0.02
NBS SRM <0.3 0.02 <0.2 <0.004 <0.002 <0.01 <0.05 <0.1 <0.1 <0.02
360b <0.3 0.05 <0.2 <0.004 <0.002 <0.01 — <0.1 <0.1 <0.02
<0.3 0.02 <0.2 <0.004 <0.002 <0.01 — <0.,1 <0.1 <0.02
solvent extraction, GF-AAS.

Method used; JIS-2:AAS after separation by



Table 36 Summary of analvtical results for

JAERI-M 91-044

cadmium in JAERI-Z21

to 723, Z8 and NBS SRM 360b
(ppm Cd)
JAERT CRM Reference sample
z21 z22 Z23 Z8 ) 35600
¥ <0.1 <0.1 <0.1 <0.1 <0.1
Std.dev. - — — - —
RSD% - — - — -
R _ _ _ — —
Xmax. - — - - —
Zmin. - — — - -
Number of 1lab. 9 9 8 7 9
Number of data 27 27 24 21 27
- <(.0001%

Certified values

Uncertainty
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Table 37 Results of cooperative analysis for lead in JAERI-Z21
to 223, Z8 and NBS SRM 360b

(ppm Pb)
Analvtical - Mi;ggis
sample  jrg, CFoAAS  ICPMS  ICP-AES  _ GF-AAS
h £ d 3 b c 1
JAERL 2.0 2.0 2.3 2.5 1.5 1.7 2.0
-721 1.8 2.1 2.1 2.0 1.8 1.6 2.0
1.8 2.1 — 2.2 2 1.8 1
JAERT 2.0 1.9 2.2 2.1 2.1 2.6 2.5
-222 2.1 2.0 2,2 2.5 2.6 2.5 2.5
2.0 2.1 - 2.0 2.5 2.5 2.4
JAERT 2.8 3.1 3.3 2.4 3.2 3.5 3.7
~723 2.8 3.1 3.4 2.2 3.7 3.5 3.6
2.7 3.3 —_ 3,0 3.4 3.7 3.7
Reference Sample
JAERT - 4.8 5.2 4.9 5.1 5.7 5.1
-78 — 5.1 5.1 5.0 5.5 5.6 5.2
— — - 5.5 5.7 5.4 5.2
NBS SRM 3.2 3.0 2.9 3.2 2.9 3.4 3.4
3606 2.8 3. - 3.0 3.0 3.1 3.4
2.9 — - 3.6 3.5 3.2 3.3

Method used; JIS-1: AAS after separation by ion exchange, JIS-2:

AAS after separation by solvent extractiom, GF-AAS.
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Table 38 Summary of analytical results for lead in JAERI-Z21
to 723, 7Z8 and NBS SRM 360b

(ppm _Pb)
JAERT CRM _ Reference sample
Z21 722 Z23 Z3 360b
X 1.9s 2.24 3.15 5.3; 3.1s
Std.dev. 0.255 0.253 0.464 0.276 0.240
RED% 13 11 14 5.2 7.5
R 0.9 0.7 1.5 0.8 0.8
Xmax. 2.4 2.5 3.7 5.7 3.6
Xmin, 1.5 1.9 2.2 4.9 2.8
Number of lab. 6 6 6 4 5
Number of data 18 18 18 12 15

Certified values — (<0.0005%)

Uncertainty
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Table 39 Results of cooperative analysis for tungsten in

JAFRI-Z21 to Z23, Z8 and NBS SRM 360b

(ppm W)
Analytical (373) ?E;Eﬁgz ICP-MS
Sample P T g B
JAERT <10 — <5 <5 <0.3
—791 <10 _ <5 <5 <0.3
<10 - <5 <5 <0.3
JAERI <10 5 <5 <5 0.4
-222 <10 6 <5 <5
<10 6 <5 <5 0.3
JAERI <10 7 <5 <5 1.4
-723 <10 9 <5 <5 1.9
<10 7 <5 <5 1.4
Reference Sample
JAERT - 17 <5 <3 2.7
_78 — 17 <5 <5 2.8
_ 17 <5 <5 2.9
NBS SRM - - <5 <5 0.9
3605 - - <5 <5 0.8
— — <5 <5 0.8

Method used; (JIS): Thiocyanate photometry, ICP-
AES, ICP-MS,
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Table 40 Summary of analvtical results for tungsten in JAERI-Z21

to 223, Z8 and NBS SRM 360b

(ppm W)

JAERT CRM Reference sample

z21 Z22 223 Z8 360b
X <10 <10 <10 <10 <10
Std.dev. — - — - —
RSDZ — — — - -
R — - —
Xmax. — — - — —
Xmin. — - — - -
Number of lab. 4 4 4 4 4
Number of data 12 12 12 12 12

Certified - <0.005%

Uncertainty - —
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Table 41 Results of analyses for magnesium, melybdenum and

thorium in JAERI-Z21 to 223, Z8 and NBS SRM 360b

(ppm)
Analytical Mag?es1um Molgbdennm . Thorium -
Sample TCP-MS*% ICP-MS#* JIS I1CP-MS* TCP-MS*s
JAERT-721 <1 <3 <0.01 <0.1
<] <3 <0.01 <0.1
<] <3 — <0.1
JAERI-Z22 <1 <3 0.21 0.2
<1 <3 0.20 0.2
<1 <3 — 0.2
JAERI-Z23 <1 <3 <0.0l <0.1
©o«l <3 <0.01 . <0.1
<1 <3 — <0.1
JAERI-Z8 <1 <3 0,96 0.9
<1 <3 0.97 0.9
<1 <3 — 0.9
NBS 360b <1 <3 ' 0.09 <0.1
<1 <3 _ <0.1
<1 <3 — <0.1

% Separated sample solution by JIS procedure.

% Without chemical separation.
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Table 42 Analytical results of oxygen, hydrogen, carbon and

nitrogen in JAERI-ZZ1 to 723

(ng/g)
Cxygen Hydrogen Carbon Nitrogen

*] #2 %3 *4 %5
721 1020 4.1, 3,7 £ 0.2 63 18
1000 3.9 68 20

1000 _b6 —
av.1000 4,0 68 19
722 1260 4.2 6.7 = 0.6 114 44
1310 3.9 112 43

1230 4.9 _115 44
av.1260 4.3 114 44
Z23 1490 7.0 7.9 £ 0.3 62 36
1540 7.2 59 35

1550 5.8 61 o
av.1540 6.6 60 36

*1: Impulse heating helium carrier—-gas chromatography, *2: Impulse heating
afgon carrier—-gas chromatography, *3: IDMSZl), %4 : Rf heating-coulometry,

%x5: Impulse heating-gas cromatography.
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Table 43 Summary of certified values and uncertainty for various

clements in JAERI-Z21, 722 and Z23

Certified values and their uncertainty

Elements

JAFERI-Z21 JAERI-Z22 JAERI-Z23
Tin 0.03 * 0.005% 1.43 * 0.02% 1.52 % 0.01%
Tron 0.102 £ 0.002 0.144 = 0.002 0.226 = 0.004
Nickel (0.0005) 0.050 = 0.002 (0.0010)
Chromium 0.013 £ 0.001 0.096 = 0.002 0,112 + 0.002
Hafnium 82 £ 0.8ppm 35 = 1.4ppm 73 £ 0.6ppm
Uranium <0.1 1.1+ 0.2 <0.2
Boron <0.2 <0.2 <0.2
Cadmium <0.1 <0.1 <0.1
Titanium 9 *2 31 61
Manganese 11 * 2 6+ 2 17 + 2
Aluminum 22 1 40 % 2 42 + 2
Cobalt <2 <2 <2
Copper 2+1 g+ 1 g+1
Silicon 18+ 1 90 + 2 23+ 5
Lead 2 £ 0.2 2+ 0.5 31
Tungsten <10 <10 <10
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Fig. 1 Particle size distribution of JAERI-ZZ1 to Z23
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Fig. 2 Photograph of particle shape of varicus CRMs and SRM



JAERI-M 91-044

JAPAN ATOMIC ENERGY RESEARCH INSTITUTE
CERTIFICATE OF ANALYSIS

CERTIFIED REFERENCE MATERIALS
JAERI-Z221, 422, 723
Zirconjum and zirconium alloys

CERTIFIED VALUE

JAERI-Z21
(Zirconium)
Sn 0. 03 %
Fe 0. 102
Ni (0., 0005
Cr 0, 013
Ht g2ppm
Al 22
Si 18
Co < Z
Cu 2
Ti 9
Mn 11
19 <0, 1
B <0.
Cd <0. 1
Pb 2
W <10

Additional information

JAERI-Z22 JAERI-Z23
(Zircaloy-2) (Zircaloy-4)
1. 43 % 1.52 %
0, 144 0. 226
0. 050 (0, 0010)
0. 096 ¢, 112
3bppm 73ppmh
4 0 4 2
90 23
< 2 <2
8 8
3 6
6 17
1.1 <0, 2
<0. 2 <0, 2
<0, 1 <0, 1
2 3
<10 <10

1. Analytical values for boron by IDMS after chemical separation
were as follows. 721:0.21£0.08, Z22:0.18+0.04, 723=0.17x90.09ppm

(x,c, N=4, each).

2. Apalytical values for uranium by IDMS after splvent extracticn

(TPAN/HIBR) were as follows.

721:0.01x0.01=, Z22:1.11£0.12,

723:0.15+0.01ppm (%, 0, N=4, eaCh).
3. Figure in parenthese is not certified, but is given information only.

March 1990.

fnalytical Chemistry Laboratery
Japan Atomic Energy Research Institute
Tokai-mura, lbaraki-ken, Japan

Fig. 3 Certificate of analysis (English version)
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Sample

The raw materials of JAERI-Z21 (zirconium) and Z23 (zircaloy-4) were prepared

by Research & Development Group, Nippon Mining Co., Ltd. and that of 222 (zircaloy-2)
was prepared by Western Zirconium Co. 1in USA. Chipping, washing and bottling of
these reference materials were carried out in JAERI. These certified referernce
materials were available in chip form, which was packed 50g in a each bottle.

Certification

Certified values for alloying and impurities elements were decided in june 1989,
based on the results of the collaborative works with chemical analyses. The certified
value for hafnium was decided on result of isotope dilution mass spectrometry

after ion exchange separation in JAERI and collaborative work by direct ICP-AES.

Methods used
Sn ¢ Todate titration after reduction with aluminum. 8-Quinolinol extraction

photometry, GF-AAS, ICP-AES.

Fe: 1,10-Phenanthroline Photometry, Thiocyanate photometry, ICP-AES.

Ni: Dimethylglyoxime extraction-photometry, Dimethylglyoxime bromine photometry,
ICP-AES.

Cr: Diphenylcarbazide photonmetry, Diphenylcarbazide photometry after separation
of iron by ion exchange. ICP-AES.

Hf: ICP-AES, IDMS after ion exchange separation.

* Curcumine photometry, IDMS after methyl borate distillation.

Cd: Graphite furnace atomic absorption spectrometry (GF-AAS) or flame AAS after ion
exchange separation. AAS after separation of DDIC extraction.

U @ Arsenazo 111 photometry after ion exchange separation. IDHS after TPAN/MIBK
extraction.

Al: ICP-AES after ion exchange separation, ICP-AES with iron correction, ICP-MS
after separation by ion exchange.

Si: Molybdenum blue photometry.

Co: ICP-AES after ion exchange separation, GF-AAS or AAS after ion exchange
separation. ICP-YS after ion exchange separation.

Cu: ICP-AES after ion exchange separation, AAS after ion exchange separation.

Ti: Diantipirylmethane photometry, Thiocyanate photometry, 1CP-AES after ion
exchange separation, ICP-AES.

Mn: ICP-AES or AAS after ion exchange separation, ICP-AES.

Pb: ICP-AES or AAS after ion exchange separation, GF-AAS.

¥ . Thiocyanate extraction photometry, ICP-AES, ICP-MS.

Fig. 3 (Continued)
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{ollaborating Laboratories

National Research Institute for Hetals

Research and Development Center, Toshiba Corperaticn.
Japan Nuclear Fuel Co., Ltd.

Research & Development Group, Nippon Mining Co., Ltd.
Central Research Lab., The Furukawa Electric Co., Ltd.
Central Research Institute, Mitsubishi Metal Corporatien.
Tokai works, Power Reactor and Nuclear Fuel Development Corporation.
SMI TECHNO-RESEARCH, LTD.

Kobelco Research Institute, Inc.

Japan Atonic Energy Research Institute.

These reference materials have been certified under a program of the Committee
on Analytical Chemistry of Nuclear Fuels and Reactor Materials, Japan Atomic

Energy Research Institute.

Fig. 3 (Continued)
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f1523  JAERT M OFNBS UL 3 = v ABIEREIRER B &

Chemical composition of JAERI zirconium base alloys and hafnium CRMs

Reacror grade JAERI CRM
Zry-2
Awmmmw Presence Zry-disk Zry-chip cwwww Zry-disk Nﬁaw$mnm __Zry-chip Hf-chip Zry-bar Zr-chip Zry-chip
A z2 Z3 z8 z9 zilo | z11  zi2  z13 214 Z1S 216 Z17 218 Z19 Z20 z21 722 223
Sal1.20-1.70% ~1.5 2.13 1.5 ©0.87 1.46 1.47 —~ {1.83 0.92 1.48 0.47 — — - - - - 0.03 % 1.43 % 1.52 % Sn
Fe{0.07-0.20 ~0.15 0.073 0.151 0.209 0.145  0.148 — ]0.209 0.129 0.136 0.093 — — - - (11ppm) - 0.102  0.144%  qo.226 Fe
Cr{0.05-0.15 ~0.1 0.150 0.110 0.055 ©.095  0.097 ~ |0.041 0.013 0.098 0.150 — — - - - - 0.013  0.096 0.112 Cr
Ni|0.03-0.08 ~0.005 |0.021 0.058 0.1:5 0.054  0.057 — |0.021 0.0%4 0.G58 <0.001 — — - - - - (0.0005) 0.050 (0.001C) | Ni
He| <10Cppm 70-100 ﬁMWV Awwmv AKNV - - — ] 71%  128% 72%  220% 2% 37%| - - 97.8% - 82ppm  35ppm  73ppm | BE
65%  229%  146%
iH <25 ~8 - - - - — (8.Zppm) - - - - - = - - (6ppm) (5.3:1.1) - - - H
N <80 ~30 - - - (G.003) (0.003) 0.0064] -~ - -- - - - - - - 0.0036% - - - N
0 | 900-1500 ~1300 - - - - - 0.126 | — - - - - = - - (250) 0.128 % - - - 0
B <0.5 ~0.3 0.3 3.1 L.l [<0.1}  [<0.1) - 1.1 3.7 <0.2 <0.2 — — - - - - <Q.2 <0.2 <0.2 B
cd <0.5 - - — —_ [<0.01] [<0.01] -~ <0.1 <0.1 <0.1 <0.1 - - - - - - <0.1 <0.1 <.l cd
Al <75 50-70 42 174 92 (0.006) (0.007) — 15 86 53 130 - - - - - - 22 0 42 Al
C <500 ~40 — - — [~40] [~401] - - - - - — — {0.010% 0.015% (136) - ~ - - C
Cu <50 10-20 51 393 g (0.0015) {(o.00l) — 40 98 8 11 - = - - - - 2 8 8 Cu
Mi <50 ~10 — - - - - — 5 28 4 7 - = - - - - 11 6 17 Mn
Si <120 ~20 20 165 62 (0.002) (0.002) - 57 95 21 124 - - - - - - 18 90 23 Si
Ti <50 10-20 33187 88 (<0.002) (0.002) — 28 93 4 i - = - - - - 9 3 3 Ti
Li| <l(5p.) «l - - - - - - - - ~ - - - - - - - - - - Li
U <3.5 «1 - 13 3.9 - - - 0.8 1.1 <0.5 0.5 — - - - - - <C.1 1.1 <0.2 u
Ca <30 — - - - - - - - - - - - - - - - - - - Ca
Co <20 1-3 — 206 83 (1] [0.4] - 6 20 <3 49 - - - - - - <2 <2 <2 Co
Mg <20 <1 - - = - (<1] - - - - - - - - - - - - - Mg
Mol <50(Sp.) ~1 - 90 32 [5] (6] - 10 46 <2 <2 - - - - - - - - - Mo
Pb <130 - — - (5] [5] - 12 11 5 3 - = - - - - 2 2 3 Pb
Ta| 200 (~2) (~30) m%e - <11 - |- - - = = = - - - - - - - Ta
W <100 <5 - 92 45 (13] [13] - 13 32 7 43 - - - - - - <10 <10 <10 W
v - - - (<1] [<1] - ~ - — - - - - - - - - - - v
cl - - - (2] [3) - - - - - - = - = - - - - - Cl
P [0.5] - - - (1] (1] - - - - - - - - - - - - - - P
s - (or - [16] (7] - - - = - - - - - - _ - - g
CflSp.=Sponge From anal. [40¢x 20 38¢x 20 July 1969 Aug. 324 X 20mm, 115g 30%30mm | Zry-2 Zry-4 | Zr:2.13% Zry-2 Zx Zry-2  Zry-4
o~ experiences| lB4g 151g 1971f July 1983 6x6%50mm available in containg 50g
on domestic{ March 1969 March Llg
Zr, Zry. Out of stock Zry~2 Zry-2 July 1983 1987 March 1989
( ): Information only. { J: Added or reported *: IDMS in JAERI (1985)

— 73 ~T4 —
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Chemical composition of NBS zirconium base alloys SRMs

4 Reacror grade
Zry-2 MBS SR
Spec. Zr-disk Zry-disk Zr-disk Zr~-disk Zry-4 disk Zry-chip
(A5TM) Presence A B 2D 2E 2F C A B 8 ‘c E F
1210 1211 1213 1214 1215 12i2a 1234 1235 1236 1237 1238 1239 360  360a 360b
Snfl.20-1.70% ~1.5 - —  1.76% 1.50% 0.95% - { VSppm) ( 25) ( 60) (L.90%) (1.26) (l.61) L.43% 1.427 1.55%0.03% Sn
Fe{0.07-0.20 ~.15 0.25Z 0.10:% 0.06y 0.06, 0.255 0.071X|(240ppn) (850) (1700) (1650ppm) (2500) (2300) 0.156 1441  0.21:0.01 Fe
Cr|0.05-0.15 ~0.1 95 95  0.05; 0.10g 0.19, 0.063 |( 55ppm) ( 60) ( 250) (1510ppm) ( 580) (1055) 0.114 1060ppm 0.10%0.01 Cr
Ni|0.03~0.08 ~0.005 Bppm  26ppm  0.01y 0.05, 0.09; 0.043 [{ 20ppm) ( 65y ( 140) ( 4Oppm) ¢ 100} ¢ 45) 0.052 554 0.002520.0010 | N1
HE} <100ppm 70-100 - - - - —  (0.026}| 463  95x5 1986 312 17826 7724 — - 0.008+0.001 Hi
4424 48% 97% 2054 33% 185% 79%  34% 79%
H <25 ~8 - - - — - - C 11y ¢ 14y C 1) 4y O 27 ( 12y — - - H
N <80 ~30 - - — — - 0.012 | C 14) ¢ 32)( 69y (19) ( 712) ( 42y — 43 0.0045:0.0007 | N
0 [ 900-1500 ~1300 - - - - - - ( 859) (1470) (1720)  (960)  (1940) (1380) — - - 0
B <0.5 ~0.3 (<0.25) - - - - - (<0.2) (2 7} (0.4 ( 2) (0.25) — - <0. 0005 B
Cd}  <0.5 - - - - - - - - - - = - - - - <0.0001 cd
Al <75 50-70 (60) (90)  (50) — —  (0.024)] ( 25) (105) ( 350y  ( 15) ( 108) ( s0y — - 0.004+0.002 Al
c <500 ~40 - - - — - .28 ( 80) { 170y ( 280) (100) ( 310) ( l70) <10 136 0.011+0.003 C
Cu <50 £0-20 10 44 22 55 140 0.01S5 | ( <10y ( 80)  250)  (<10) ( 60) ¢ 30) 10 140 0.00220.001 Cu
Mn <50 ~10 (5) (N (6) 38 —  0.030 4§ ( 10) ( 25 ( 45y (10) ( 60) ( 50) 12 3 0.0010:0.0005 | Mn
Si <120 ~20 (30) (100) (30) (120) {(350) 0.035 ( 40) ( 95) ( 203) ( 23 ( 170y (¢ 95) 45 51 (0.006) 8i
Ti <50 10-20 26 50 (33)  (50) 0.015 | ¢ 20) ¢ 90) ( 185y  ( 30) (100} ( 40) 9 27 0.002:0.001 TL
Li| <1(Sp.) «|] — - - - — - — - -~ - - - — - — i
u <35 «1 1.4 2.3 .20 45 9  0.010 - - - - - - 0.7  0.15 (<0.0002) v
Ca <30 - - - — - - —_ - - - - - - - - Ca
Co <20 1-3 - - — - —  (0.008)] ( 5) ( 20) C 50y (In) ( 40) ( 15y — - <0.001 Co
Mg <20 <1 - - - - — - - - - - - - - - (<0.0001) Mg
Ma| <50(Sp.) ~1 - 22 - 30 (100) 0.012 {( 2) ( 40) ( 100) (<iD)  ( 120) ( 45) <5 — <0, 001 Mo
Pb <130 - - - -~ — (o.028)(C 5y C 15)( 23 (13 ¢ 80) ( 30y -— - (<0.0005) Pb
Ta 200 - - - - - ( 85) ( 280) ( 700)  (200) ( 700) ( 40Q) — - <0.01 Ta
W <100 <5 (4) (40) —~  (40) =~ 0.0 | ( 25) ( 50) ¢ L40) (25 ( 95) { 45) 15 - <0.005 W
v - — - - — (0.015}f(C 5 ( 1) ( 200 (100 ( 25 ( 15 - - (<0.003) v
cl - - - - — - - - - - - - _— ~ - cl
P [0.5] - - - - - - O D a1y (61 (200 ( 26) - - (0.001) 3
, s - - - - - - - - - - - - - - (0.003) 5
CE|Sp.=5ponge From anal. 3l x 19um g 40 % 40 % 20mm Jan. Appril 1986
¢ Zr experiences x9.5 Occ. 1980 1967
on domestic mm
Zr, Zry. Qut of stock

( ): Information only. { 1: Added or reporced *; IDMS in JAERI (19835)

—75~176—
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wﬂL@Aé%%ﬂ%(HSH4M1ﬂ9m)fﬂﬂmmmﬂT&ﬁEéﬂfw%oEHSK
ﬁﬁéhTMt—%ﬁ&ﬁ%ﬁVTy@w%%E%T%éﬁ,ﬁtm:ﬁf%ﬁﬁéﬁméﬁ
Mk s 0%, ICP-AES OEHMOKRE, &2 HMICELLORRARBEEIT> L LI
[ANEP i

EEAE L LTEHANE - HMEMREEN, £&7 7/, TNV IRBO3ISHBTL o FA
o7 R (G RN 64) 25, HAREFATFET»S ICP-AES KL B3 HE (R
N 83 B Z R FRIBR S W, WEOHERAFT =4 7OEENSHD, BE, =ATH
EABUAE2RE (EHNT) SEB N,
ﬁﬁ%ﬁmﬁw6ntﬁﬁﬁﬂuﬁﬁﬁ%ﬁm%%ﬁ%%&$ntsz:vA-xféﬁ
3 B - MAEER B, CRAS WYV = L 24 T AR 2 DAHSHBTS
B, 4V AFyOERFERET, SAVMESMNTEMESTERI N,

2. HBEMH

BRARFIEASNAHEEBRIROHEHE TS 5.

AR ARFE LRI H oA DRERATRELL JAERI-Z20F 4 27T, ¥ 7K
I L, AV FLyBEHTgEHTRMA LIz, ¥ ¥ 2T v ERMEIEZ 94ppm,

A BRE2R YL O DIFEMELTEMEL 2 JAERI-Z11 @5 — =¥ 7T, #id><
ﬁofﬁUi%vyﬁwﬁm%bfﬁﬁLtoQVVX%V%EEHi%mm

A C AT EFIMATEELR JAERI 21405 —=v 7T, fIp{fi-TH) =
FLYSIZHTIgEDTRA L. ¥ v 727 v&RAR{iEE 43ppm,

HESE D (2B MAKEESEF ALY va v A 24T (2%) G2 NZI-6
T,%vTﬁKMIL,ﬁUI%VVQK#wgﬁbfﬁﬁbtoﬁyfziyﬁﬁ
#8514 35ppme

LEHEEARBEASEE LY a6 247 (1) BENZ-87T, Fu 7HRICINT
L, 2 zFLyBSiog B TiEFLE. ¥/ R7 YERMEE 106ppme
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3. BEAE
3.1 FALTFUBBEBERELER (HRE: BHN 64, 70)

311 B =1

AR T o LAERTAEL, ML TEEARES 5, WFs Y (I)TY ¥
71%V%Eitt&,%fy?y@ﬁUﬁb%mi.iﬁ?%%ﬁvaﬁyyfx%y%
KAEE - n— 7 F L ICHh S B BHRAE Y 2 v BRERTES Lk, HEETERCT,
FOWLEANET 5.

3.1.2 & &

HEIZ, WLk B,

1) #5 B

2 B B

I | VA N

4) o & (1+1)

&) HArF oy (M) EK EiLF s v () &l (SR 20wt HEL L) 20m] T EE 40ml %
A, KT 100ml &5, EHOMERNT L.

7 b F v E =T LER (400877 )

6}
T FA T VRS ) T L (200g70)
)
)

{7
oL BRI v v E K 20g SR (1) ICEHEB LTI &F b

Wefs —n — 7 F b

0 fEH#ey v s AT YIEHE (10agW/ml ) § v 7R T SR v TAREIA 0.1794g %
AicHE® L, 1000ml O£& 7 7 2 2iekREACTHE LANR, TR T TRIE
(mm@wﬁm)&ﬁéocwﬁﬁ%@ﬁwﬁg,%%ﬁﬁ@*fﬁb<mﬁmﬁbf&
By AT YIERET B

@0

3.1.3 HEEHbhELE
geldr WMo &, 0.560g &7 5,

3.1.4 % fF

3141 HEHROHESE XEBRROBHG, XOFECE->TIT 2.

1) B2 EHDR-THY o bz L vl E -2 — (100ml} kB LAK, M7y
£ L v BERE I TEL, B (1+1) 6ml 2MAE, 7 v {bkE® 1ml 2 D0ET D
A A RERE S SR, BREEEINA TR S .

0 mE O FEEKCTHE- THHIERDRE, MHBLTAEERES YL, Bin LR,
BROKTE -/ -~ OREEED, BUME L TERESHEERAESE 5. RITLIE,
K 20ml A, MBLTHEELFEREL, RET 2.
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Fl) BELOMART S,
9 vuo=vAHRBEOEBESIE, MEEAMAGCTILEABEIRRCTET S, L
L, vz AR TIR, RALEFANBERSLLTERLOT, HEZM

ZATHHT 5,

3.1.4.2 s#EEomil #SBEOHHBE, ROFIRICK > T,

1) 3.1.4 1 QTHELEES - H -~ (100ml) imkEZHOTHEVEL, KTERZ%% 50ml

Jags 5(3)5

(9) tE@k 15m] RUE(LF 2 v (I &K (3.1.20)) 2ml 204, # 10FBKE Lk, B
KT 20CLLTICGEIT 5,

(3) mmESwES (200ml) P BDKEHOTHERVET.

) FAVTyEEHYILEEIOml ZMA S,

) Fif—n—7FAAEELL 10ml A, H3IDMBELIIRDEY, HET S,

6) KEEEORBRGA®, ¥ 98EK (3.1.28)) 30ml 24, H30BH#HL CROEL,

BET D,
0 B OEIEE D H—ERDE LK, KEEROEKC .

HE) A TAAETAASRMOBAIE, 7y b7V ESY A 3ml AME B
3.1.4.3 BAEEORE 314 20NTE-HFEHESBRRBIOHICBE EZORIEMEET
» ERAETHBLTAPEREY TO-BALBEXEHORK e (10mm, #3F
W) D, B —n— 7 F AR E L THRE 400 nmfE OBEELTET 5 o

G WhD2~3ml BT 5,

5 WL ORI R, %2053 B IIT D

3.1.5 7 B

REAEANLNT, AR ERURELFBEMTLTIT Y. KL, BERIE->TT » L7
vEIT ABEABRCIEEICE, 314 200TMASRHGDICIL4L1ND T v (LKRED
WIEEEDH ETMA %o

3.1.6 BEHFEOIERK

Ea g vy A7 UK (3.1.209) 0~80ml (#4527 ELTO~80ug) ZERENT
KO —H — (100ml) IKHED, HE (1+1)6ml 2NA, KTEHEEZHS50ml &3 %,
BT, 31.42@0~3. LA43OFIEICH - TEEL, BrBREELy ¥ 727 YEEORER
AR L, COBEBRRABEEEES LS ENBELTRERLET 5.

3.1.7 &t =1
3143 CEABAEEPS 3L TERLREEAZELS W TEONIRAEESL, 3.1.6 THE
mttﬁﬁﬁ&mgﬁyfz%y%%ﬁm,ﬁﬂ¢@9yﬁzfy@ﬁ$%&@ﬁmxafﬁ

He 5,
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A
977"Zj"ywt%:—nT x 100

r e A BEERROy v AT VRILE (g)
m:EEEHOmDE (g)

3.2 FHBUEESEBRHRTIXT - BRESESFE (EHN63)

3.2.1 % =
S AT o (LKEREEBRTHEL, ICPRESEMTEBFAV TRALRELRET 5o

3.2.2 H 8
AL, RiCL B,

1) # Bk
@ H/ OB (1+1)
B W =
@) 7 fbkER (1+1, 1+6) ARMBUREE, RYIF L YEHEAHV L
61 W :
/) W OB (1+1)
M vaa=wa (99%BIE) F Y RT YERER00001BLUTXEENO S D,
8 w7 et=7 4
)

Ay b0 Y L (ImgY/ml) B{b4 » b )7 4 0.635g 23 DAD, e 1 oml &
A TCHENE TS, SE%, KTIELC500ml &5 %,
0 By v o 27 ik (10agW/ml) 9 v 7 27 7BF T T4 ( 2 7kF047)0.1794¢g
%ELQ@@@W@,KM@#LTWOMmH&g%75z:K%LAﬂ.m?@ﬁifﬁ
BB, COERO 50ml 4 500ml OLRT7 I AIRELSSRL, KTHEBTTITH

5o

2.2.3 HEE,PDWDE
drliam oMo BRI, 050g&F %,

3.2.4 # E

TREMFE, KOFIRICE->TIT Do

1) HEE2RPVER-T, #) 2 FLye—4— (100ml) B LA, R =L
WMTE, 7o {bkEE (1+6)5ml SHEB4ml 24, L s CRE Lk, KEE
TW@%%?%oxﬁﬁ%éﬁﬁn@,%ﬁﬁﬁ%mifﬁﬁﬁé%

o) g CHEIL ik, BHLONEEKEL, FOBEEE - T LANLE, B
i 50ml DAET 7 A2 IAKEHOTELAR K TERZTI T 05,

3 HikD A ICPREDEMFERO T 7 X~ b —FPCHEEL, HE207¢11nm X
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3 @

i1 224873 nm OB BELZRAET S s

3.2.5

HE REOSEE, EEIXIBE2ORFELE-ThE0, HL, REKOIERIC

BOTHEE 1 $EEEZITXL S,

2 2&L FOREICEE2~RY P VORIBRENSEELEE T, ABREEICES
TEMTEL, NERBEFHNEEXE, 419 b )2 aERERml ZEL(MA S,
C DS 322 4THKE207.911nm$ 42 224875nm (& ¥ 7257 v } RU
371.029nm (4 v b o L) OFELBEEEHEL, 7727 &4y P TLO
RErmEOLAERKD B,

B) BROR~NS N AOHIEHNTHESEBETH, SKOA<7 P BRERCTAIEL
Thkie

(4) TERBUETHMU,

B H DIEK

Uaa=m stk 50gFOEAOROEBEORY F Ly~ - (200ml) ZHB L AN,

3.2.4101

VOFNFICRE > TR T 2, KWHE, ElEY v /257 VEKO~100ml (74 v 727 ¥

ELTO~100ng) #BBIICNA, MF324QQRUBOFIEICH - THRIEL, B LT
LCRiE L REREE S v /27 v BEOEEREFE L TRER T S,

3.2.6

it E

3.9 5 TR LEBREBE L v I/ F VvEBERY, REFTOF YV IIATyEEFEZROK
(Cicf%—fu_ﬁ—éo

@ 1.

x 100

. A, +
&vazfym%:—igéi

i, A, BEREbOKSDL Yy v RTF VR (g)
A, . BBEBEERICE WAV —Y A 05ghilE&EINEY VAT VRG]
m . AMEHLORDLE (g)

HEARPDIM >TE—#— (100ml) KB LAR, BHMTHEL,, #ELml &M
ByvEowLA4g AL, EESRETIETMALSMET 5. SHE, TEtEER
SAHNIE, EBEEELMATH#HT 5.

HAEAERDPOER-THEI (76% ) KB LAL, KIS 10ml ZMAT, &) L5
JIEEHIMTE Y, 7 o bkER (1+1) 2ml 2 DBEONATELELAET 5, FF
WshenE, WHREELMATART 5, BB (1+1) 6.0ml A, NBAER
LTBELSEELH AMREs &, BEKk, PEOKEZHOCTHEMOREEREL,
HOms L CEELAES 2 ~3 aMRE LS, WAE, PROKEMNA, MAL
THIAEHT B
EG BHETAHBROBRIRLBECEELEZ 50T, AEOCRERELEET 4.

BETARMELS TEHoHLEEE, AREELZEZHORTAETE ST,
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4. EERR

1

&1@ﬁﬁfu:ﬁ7®%%%ﬁﬁﬁ%ﬁw®f,:ﬁféﬁiﬂwaﬂA~C%ﬁ%mL
maﬁa,&amﬁ%$éﬂ,;ﬁ7éﬁ@ﬁHD,EmOmf§4ﬁﬁ%@6%%ﬁﬁ%é
ﬂtoﬁ%%%@eg%TﬂneA4lw‘%@i&b%TwﬂeA42mﬁjg a SRt A
~EHE L b RBEEH O,

3o DAL BEERTRO—EZ Table A4S, TOE &HEiTable ALLITRT o

KSR SEE L EERUNESRES Table ALS KR, COHEOHBRRBAIET
HAHW 1 90791 nmAE Y v 2 =@ A HE T CHmn CEE (Sensitivity) #ECTLETH
2. CORHMNIHETOLESHL ERERCAE(EBLRRELILMEEZRE(LTY S,

oo T EHILREREER KAE S ICP—AES &icdb B 5hiFROFHEILER
WEBPEMARELLEI S, HAZNBRUCTRERPED SN, FA, D, ETHE
BRBH oL 2T,
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Table A4.1 Analytical results of cooperative analysis for tungsten

in common samples

(ppm W)
Common Thicecyanate extraction photometry
Sample Lab. a b c . d f g h i
A T10% 97 114 106 101 98 103 104
109 160 107 107 101 - 105 103
B 15% 13 14 12 13 16 11 10
15% 13 12 13 13 — 13 11
C 40% 45 48 46 45 44 45 45
40% 46 45 48 45 — 47 46
D 27 % 2% — — — - 30%* 32%
27% 31 — — — - 29% 33%
E 93% 98% - — — — 99% 100*
91 98% - — — — 101% 99+

# Modified procedure

Table A4.2 Summary of analytical results for tungsten in common samples

by thiocyanate extraction photometry

(ppm W)
Common samples

A B C D E
X 104 12.9 45.0 30.1 97.4
10 4.65 1.62 2.33 2.30 3.50
RSDZ 4.46 12.6 5.18 7.62 3.60
Xmax. 114 16 48 33 101
¥min. 97 11 40 27 93
R 17 5 8 6 8
lab. 8 8 8 4 4
data 15 15 15 8 8
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Table A4.3 Analytical results of cooperative analy

in common samples

gis for tungsten

(ppm_W)
Common B TCP-AES without chemical separation
Sample ;.. a b ¢ d £ g h i j
A 109 100 105 102 93 104 109 103 110
91 99 107 102 96 106 105 100 110
91 102 108 101 102 105 106 98 110
B 15 9 12 14 14 7 8 7 12
15 g 14 i2 14 7 7 6 13
23 9 14 14 14 7 9 9 11
C 53 41 48 43 50 44 46 39 47
49 42 44 43 45 46 44 42 49
61 43 40 43 35 42 42 42 50
D 63 28 - 27 32 26 34 28 25 34
61 25 32 33 26 32 26 26 35
61 28 34 33 32 31 25 28 33
B 105 88 95 97 93 100 56 92 100
106 88 102 97 89 103 92 96 100
103 94 95 96 102 102 93 89 100
Tahle A4.4 Summary of analytical results for tungsten in common
samples by TCP-AES
(ppm W)
Common smaples
A B C D E
X 104 11.3 47.1 28.3 95.9
10 7.2 3.8 7.9 6.1 5.3
RSD% 6.9 33.6 16.8 21.6 5.53
Xmax. 120 23 48 33 101
Xmin. 21 6 40 27 93
R 29 5 8 6 8
lab. 8 8 8 4 4
data 15 15 15 8 8
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