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JAERI-M 88-116
Preparation of hafnium reference material JAERI-Z19

Kyoichiro TAKASHIMA, Shuzo TAMURA, Kazuo WATANABE, Misao OUCHI
Shuichi IS0, Mitsuo ITO, Hideyo TAKEISHI, Yukio TQIDA
Kimiko TAMURA, Kaneharu KATO and Akira HOSHINO

Department of Chemistry
Tokai Research Establishment
Japan Atomic Energy Research Institute

Tokai-mura, Naka-gun, Ibaraki-ken
(Received May 31, 1988)

Preparation, analysis and certification of a hafnium reference
material (JAERI-Z19) are described. This material is aimed at a main
use in destructive analytical methods, such as inductively coupled
- plasma atomic emission spectrometry (ICP-AES). Homogeneity was tested
by isotope dilution mass spectrometry (IDMS) and ICP-AES. Furthermore,
homogeneity in microscale was examined by electron micro-probe amalysis.
Purity of the hafnium was determined after subtracting amounts of
zirconium, oxygen, carbon, hydrogen, iron and other impurities from a
whole, Hafnium purity was determined to be 97.8 weight percent. This
reference material is available in a chip form, 2 grams each in a glass

vial with a certificate of analysis,.

Keywords: Hafnium, Reference Material, ICP-AES, Homogeneity Test
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1. & U & i<

BRI ICOID, HBRE - PHEESITEE2OW N2 AT, BRRTHHER CITHE
FEBEED) (1, RFNAF RS 2B RUHME OB EAEETR T 5 S tic, S EEERE
AL, A LTEr 8 2 na e RO EE S OA R R CREEE Y T EE
THD, TORDITEBRBITENRARTHLEELIDLLTH B, REATIE, JHofiE
WSt (JAERT — Z 11 ~Z 16) %1983%F1c, 180&icH L CRREAN I Tama L Y,
CNLOEERE BRI, BHIERN A7 29 AW THSEET X 2 B EHENET
HYEBES#HE ( Isotope dilution mass spectrometry | IDMS) KL DA AT ETHB,

—7F, BKBETHFOZBEMERE S LTHOUSGNE Yva = o848 kil, 888 RUR
MR COVTH LOERSEDONTEY, BINCREEL L7 =9 4103 100 ppmLITH &
BESNTOS % coMRRBEETIE T — 7 BHic £ ARESHEDIRESHTOEH,
OFERARZRICERT S, BEAET 5, HEESBEOWSSOMENSDERIATH
W, oo BESTEE LTREREEOL EXEXESE (X —Tay fluorescence
spectrometry | XRF) BECAHWSHA TS,

BT, FEEST 7 X=REndairE (Inductively Coupled Plasma — Atomic
Emission Spectrometry : ICP-AES) L LB Uia- v AlediOMEBE Y =7 4DEE
HieonT, W opofs T g 28, HEOBEEICSOTORMEIRAED LT
Vo ICPHEESINER A —H — 4250100 TIT-7c ICP-AESHRIEBOE R, &R
AR IDMS KL B E £ —B L7 Y. CORBERTE, < v ) v IR 2y Fr sy
Hiz JAERI-Z15 (Hf /82 pom) %, BERRFARBIC 7274 (Zr5E68 1 03%)
ZHRW I, INoiCEVWITNSIDMSICE A IENSEL O NTVWROT, Jh—EAEohx
EEZOND. COBREZHT, HETRIISERICP-AESICL 35 (JIS H1667. 40
WHESN TV b

N7 =y LREEMEL, o TEHRERNH EREXEKER) »SSERb 7 =9 4

(R—3, 1gAD, Zr <50 ppm) iR & Tvichs, HERTEETN L -TbH 1z,
FoMiz, &8, BtY, A+ 70354 Fh Johnson Mattheyit, Spex /s &H 0 il h
TWEY, HESEPFRLESNTOWEVOTEEYE L L THERTCRBENH L, TOLHNK
FEiGn o, ERTEE2 720 AEEPAREM L THBL TR, FELSOHEAE S ETARA
REFEZ, TORIFCET 1. 08, BHOBRS S, ZEMEERE L ULEREE2E L LI,

2. B 5
BUEICHETL » CEAE 7 = 9 ARMOATICH W0 Ui LIS 2 ORI ETIRD S

__li
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1. & T & IZ

BREFIChc D, BBE - PHEEMNESER0E N2 AT, BARTHREHR CITE
WEBERD) (3, RF AT G 2RO O HEEFER T 5 & i, S REERN
BIEBIL, MT LT &7 T8 2 B R O TR OB I TR S sk T B
Th, TORDCEBBIFEBRAIRTHEL EEBLIDPLTHE, FaLTiE, Yoo
0k (JAERT — Z 11 ~Z 16) 198341, 185%icH L CRRER I CamLE Y,
INGOEEREOEER, SR ERL 72U LT 20 THAEHE TS 2 ZBREPRMER
BB (1sotope dilution mass spectrometry : IDMS) itk 0t S &Chs,

—7%, BKERTFOMBEEBE L LTHOONE Y =9 6 8&Kil, B8RSR UR
MITHELOVWTHLUNCEBRSEDONTHEY, MIICRIRE/D 57 = v 40F 100 ppm LITF &
BEshTos 0 2oMFRBAETR T — 2 BRI L 3RS RESEFE SATOAEE, ©
DOFERER B YIRS S, BREFET S, BRESBEOLSOMENSDEH SR T
e IO EESMEE L TREBERED LWL XESE (X —ray fluorescence
spectrometry : XRF) L CH0 LN TS,

Bilt, FEEES T 7 X=RNHAE (Inductively Coupled Plasma — Atomic
Emiss ion Spectrometry | ICP-AES) LA Va9 rBePOMEB 7= LDER
BizonT, L opolE 1T a2, FEOBERICOVL TORERAD HEh TS
Vo ICPRISITEE A —H - 2 GUINATIT -7 ICP-AESHEEBOFK R, #x
R IDMSICk 2 E £ {—B L+ Y, CORBERTE, v F) IR emuF Vs
Hiz JAERI-Z15 (Hf EH& 2 ppm) %, SEEEEARAHIC 7 =94 (Zr GHE 1 03%)
TRV, ZOSIBWT NG IDMSIKL 29T ESSZ oNTVLRDT, Jo—HEsBonk
EEZOND. COMREZUT, BAETH]ISERICP-AESIKL 34 (JIS H1667 16)
KRIE SR TV B,

N7 = LEREMEE, o TEHRERNH GERESURAXER) D o EREL N7 =0 4
(R=3, 18AD, Zr <50ppmASTHER SN TW/chs, HEREEYN LG -TW 5, 1,
Zofthiz, &8, B{t¥, 4+ 7 o 54 F3 Johnson Mattheygt, Spexthzr & o filRah
TOED, HESNIREINTORZLOTEENHE L THERTLKBEERH L, 2OLHIN
EFr S, EMTEL N7 =0 LEEYEARG LT 283, EBAMMELE S ETHRA
REEZ, ZORVEEY) -T2, 70, BROBE S, KEWEZEE L UHIEERERE L,

2. ® O 5 &

BURTRIL > TRMEN 7 =9 aBMOAFICE D, L LIS 5 2 MBI TR IR
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TH-TESEFTHELZBD T3 Table 1 IGRTHEET, &5, 248 7=94TYyna=
LAERENIFSLUTOREMIBLNLE -, T ITHE P THKPIESME TS 5 BARYZE
RO LOEFRTLC LT Lz, Fv 7 MTICET - T, RMHoHRIcsEE LicamARN
(SeimiB & IR 20T, XRF  (BERECE XA HTEE VF— 310 TH—3 03B %17 -
too TR, IOWKEMIRBEY—THLILEDD 10

2.1 FHOEEFIR

Saay ASEBOLN AT Lo 24 PHI0kE %, HABE RS JEBM-30DRE
Fro— LARRIFICHEE L, BEZEd (107° Torr ) T—KME# (30~31kV, 05~04A), &
A S B BT, JIRER (27T ~28KV, 0.5~06A) L. BB ENMOBRICH
LiAZ, HER50mm, Ex 350mm (9 2 kgD A vay s %Ei, 204 v Ty F OERTS%
Bnkx, WEmTLT4smme x330mm (7kg)E Lite & DOAEEBERICHIT T 950 ~
1060°C TEE L, 237 (20 tX5mm x 400mm) & Uiz, Z DR 7 TOREMER & TR
S EELD BR X 10X 55 X 400mmotR (2 9Kg) AMMT Lz, ChETICHSTE Lick,
RIFFRL L Al AR, ZOoBHOREREEMOERE, L TES Smm, M 70mm, &S
700mm & Lz T0& & iR OBEEIRTROEKRD SR RRE (40x40x5mm) 24 | i
P Lice 20, BROEDFEEO L, ERICUE Lice ©CF TOTEGEREER, b
RHET (BERRTEMEHE 2254) Tiibik,

2.2 Fuv 7L

A7 =y LOER 6 R, BEBRRIER GRIREHTTHRTET4 TH) KRT, vx =¥
TF o TRIMTENT. 4%, 4x0 5xX0.5mmTHI3mEg OFRAEFE Lics, HEOWNLE
AME LIRS, MTPOER, BICL2MROBESHEEEB/UT, Figl A LIORTFH
i I R el D s

MIOET LT v 713, 2~ AfHNESELIREBICH-TNEDT, RF VLR E—7—
(1000me) B LAN, FA4¥F5 =y FEIOHABTONT—H—HIcES Lice g 2T
YLRBISAL (3245 va) KHLUTHGORDER T, T, TRoEH TR« 8—h—
B LESE KT TR L, SICBSERFEEHCTHERBAPB N CUEBET, 2~ 36E((]
FI0453ED) B Lt 2 TRAELLY -TAF YL v 25y MiCBL, BFEMODTHAME
R Lo

CROHESTF o 7EE) 2 F LV (10) €B LT, EMAEIE L TRCRE Lt 20
AN LA T A (bml ) 12 2 g FOED TER, 2 TE00REEL 2.

2.3 HESHORE
2 g oMY L1 600 Athin s, Ewiisn, o, Boo3F0oMARFHEL, ThTh

72_
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D ETNZF & THREEAKAZ, 1A 1BoF .y 7EBAEFRFE (Sartrius SC—8)T
BIE, BESTAHE, Bon/BREE2E /S5 7KL TFig2itrd. CON»SELMX
I T~8mg DRI AFULT, 1~UmMEIhi-THHLTVAL &b ok, £, Bbho
FIZHMED Lo 0IDPMbh 0k a8%E 0. LaLaRs LTk 5~10mg ok 480% 4 45w
THD, HYOHEELSD ORKAHER LT,

3. H—2XoikE

3.1 DaZL0Bl—X

N7 2 APIEENABRADAMBIBHEBIEDO VT2 L TH b, Y= 6OERE
BEAHLEICE »TT7 20 aBEYBEOY—S4HET L EBHRL. Yo=Y LDE
i, 41 TERBZZo0HERAV OGN, FENE 100 RiC 1 ROEIGTH SRS h, &36
KThb. LHLDERE, MELHOIHESHNTENTEY, IDMSTIE2-17, 417, 6—
17,8-17,10-17, 12-17, ICP-AES Ti£2-33, 433, 633, 8—33, 10-33, 12-33 %
AT L Tce 15%, EREICHE Ui L ROFEEHRD 5 100mg 2@ iR~ T, Yva=onk
ICP-AESTER L, 0¥ —5bfli~t. o DDA LS ERER% Table 2 KT
3IRT .

3.2 EPMAICKBRNMBHDE—X

BETHREAEFLV Y APEDAELHACT, ERFamBEECER L CEERMICYT, 2Tk
%%U%ﬂ%Xﬁ%M%LT,ﬁﬂ®ﬁ$%ﬁ®ﬁﬁ%ﬁ5%¥ﬁ7D—7Xﬁ747u7f§
4 #— (Electron Probe X—ray Microanalyzer : EPMA) % 3, ZOarE4E2HGWT, &
BA7 =0 6D D3 = ABSFFENCERIE L TR b EH~ .

(EH Lo, S0 EPM-810BEPMA T, HIEBE25LV, S RIEH ~
B - ABE 1T amEFE Uice TEMFICEV B XEIEFNeNnZr La, (6.07A), HiLa
(1.57TA) T, 433k54 3 PET (Pentaerythritol , 2d=28 742A), LiF {Lithium fluoride,
2d:4%mﬁ)fwfﬂééﬂﬁﬁﬁ%éoit,@&%ﬁ?w::?@,n7:¢A&%K
207 b EARFEEE (Multitron, B~y U2 s, BEX001mm) 2H 0,

N7 o LRBE G, BROT . YEBRELUABHOSBR » O L, ChiEFEEHDY &
Fx & (Bi50, Pb24, Snl4, Cd12%) ici¥iAA T, REE =AY — RO THE L THEE
& LTk, DtrEEICES L.

TODNHEBT, BEFEEZEBR L TH/NRAD V2 2w a RPN T7 =5 LD X RE L
fbEvna=y a@EtXEgE (2000 %) 28 L7z (Fig. 388 . £/, BTREEEL,
RBEABI LT, DOLVEEBICh > ToAa g aRUN 729 A OB XEEELTR

#3_
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OMIEEENLF » 7HREZEA, Sl 1 lloF .y 7EELZEFRIE (Sartrius SC-8)T
ME, NESAEE. BOoNEREZ®H S 7 7ICLTFig2itRd. ZORDPSHLEE
ST T~8mg QRABFLT, 1~14mMgIbhic>THRHLTVEI k-t £/, KO®D
FIEHED LI b DICPRMIsVRNEE e L Lalks LT 5~10mg ORA80% % &
THY, UHPOHBEEE D CRRAAHER LT,

3. H— DR E

31 DIa=—HhL0l—=&

N7 =2 LPEEENARAOTNMIBEE RO VLI =T LTH L, Ya=9 6DEHE
BEHLSCEIRE T 7 =27 o fBEYEOE -SA2HET L LEBHEL, Yva=vLDFE
Bid, 41 TlBNB I ORHEAA L 5T, SEHZ 100 A1 1 A0S TEEREN, B3 6
ATHD. ChoDEKE, REDHOIRICESFENTEBYD, IDMSTE2 17,417, 6-
17,8-17,10—17, 12—17, ICP-AES Ti32-33,4-33, 633, 8-33, 1033, 12-33 %
ST LTce 13&, EREICHB L 1 ROREHRD? 5100mg F 2 h 0Bl - T, Yva=v sk
[CP-AESTER L, Z0¥—3 bfi~tie CHE SOHEK L5 ERERSE Table 2 R
S3HRT o

3.2 EPMACKSB/NRBIOH—Z

BTFHREZETLV Y APRDUELARAOT, ERemERICER LTEHME@ICYT, 2Tk
CHEUBHHDEXBERE LT, oM IO th2 T 5B TR 70— 7XE~1 707+ 5
4 #— (Electron Probe X—ray Microanalyvzer . EPMA) #idH 5, TOEEANT, €
BA7 =20 AHO YN T 2y LBBFRINCRTE L TS0 AN,

fER L icaihrEE ik, BEEEO EPM-810REPMA T, MiEEE 255V, ZUIINER ~ 6mA,
E-AEEIamEI RS Lice mRAOFTICHO IR XRETATZr Ly, (6 O?A) HfLa
(1.5TA) T, 4¥%EE53 PET (Pentaerythritol , 2d =8 742A), LiF (Lithium fluoride ,
2d=4 0267TA) TOFNSBEMRTH S, 277, BREBR IV D204, n7=wnbbiC

207 yEARHEEE (Multitron, B ~Y ) o4, BEX001mm) 2Huwi,

N7 = LB, BROF v TEBYLABMOSBRPOIERL, chrxEBHOY
Fx & (Bib0,Ph24, Snld, Cd12%) IKEWIAAT, ERAx A —RUNT7HE L TER
&Lk, amEEIES L

LOGIEET, BFRAEELTHNEDO O 29 aREAT =0 A OHE X HHEE
fb&vna=0g DN XERE (2000 %) 28 L (Fig. 388) . £/, BTEAEEL,
ABRAEREH LT, PPLEVEBEICO - Ty =y a BT =9 4 OB XERE L 08
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g L (Fig 458,

AL OEARREABRELTASE, Yoy aERIICKEE L TOWAERIEE L, £,
SRE FicENEEE, FHEEELZERUTHY, BN YV 9L BEETSLED
EZIC W BMOT T AEBERHICEEE{LLIELDEFEA S,

4. AHPIICRDE R

4.1 )N3aAZ=9 A

Yua =g sOERE, RANETRREESE (IDMS) RUTCPRELLEHTTE (1CP-
AES) ZHWTiT -/

411 IDMS#

HE 2 g% 100me RFEEIFESR Y 7 20tk D, Wl GifREO RERETREE) 80me
AMATHRR LT, 40me $ TMBEgIh, 360 ~ 400 g cHBEFR L CHABERE Lit. 2o
2~3gx&MEAEL —H—ICEPOERY, YZr 251 7 (88 8TRF%" Zr) ZEBE
ML 7o BB 0 5ME ATNA THEIEE Lk, 0 63IMRFRE 10me THEBE L 7o

0 B3AMBEEA AR & L, Yo =9siBd 4 victnit (Dowex 1-X8, 200~400mesh,
206 X190 £ 5MMCFHEIE) Lice YNT=vai@dh7 BB I~IEREOBERIZIZINS (G
BEHEE ~ Img /min), BEE A 7 7o e — A kR EDINBER L, H5meitmE®R, BAL
o ERMARBILKETHOME L, BRERGER, 0 1~02mL OKRBEEL, CNEHED
FROMEERE S L.

Doy ARNERIER, ) FFyEEBOLE VS vy JFE U (002510 75
wxldmm) ZHOAEEET « 54 v P REEBHETIT -/ (Mo /¥ 2r° <5 X 107°), {EH
Licorst®Eid, VG-54—10RBI-ZENHERE S5t (VG Isotopes Ltd_, England) T#H
Bo 74T AV BRI~ 6ERIATTEY Y T 05 A Y4 2~45A (550~600°C /A),
BA KT 452V F33~36AETEY, 2 Zr A A VBREBE 2~25X107" A (FEERA
B 10~30ugZr) T, MBx7y 7EEICLD, 10~16MDR~<7 b (M/ z2=90~96) %
240mml 5+ — FECERETTE o Yo =g ARAMEEDORIFER, 7y 7 T Ay TRHESGE
Bk Mo /Zr DA 4 VBELOCF « v 73 Daly ¥ YF L — v = YEHE @HEE=3 X
107"A) ZHOVWTIiT-7,

EI i EREROTEOE R, BEENGRST Y 77 vy ObEREEBELT, “2r /M I,
L7r/72r O 2HOFEMEEERCTITo e 02084 JEEEER JAERI -Z 15 (HiE9.9
% & LT) OBEERABOTIDMSTERIE L (17 ALIROREMEAZZR) - BIEAEREH,
wzr/fzr FAEIC X AR, 102 61 £ 0.27,%Zr /" Zr RIfEIC K AEIE, 102 50
0.09 T, FEHEIL 10250 + 0 13ugZr « 87 T&H 5,
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HELicilsg Uin (Fig 4 888).

CNLOEHARESRELTASE, Yaosu aBMRRKICHEE L TOAEIIEE V. £,
SRR Pl ENEEND, HEEELBERLTHD, HAoMK LIy AaBEET LI LD
EFC 0, BMOPTYOL =9 ARBEOPHICBERELLILLDEEALL,

41 2JLaA=0h

vz AOFERIR, RNEFREESHE (1DMS) RUICPRELS AT (ICP-
AES) 2B TiT -7,

411 IDMSik

HE2 g4 100me FRSIFESRY 722D, il CGElROEARETHEE) 80me
EMATHRE LI 40me £ TIBERE, 360 ~ 400 g CEBHAR L CERERE L, 2o
2~3gX50MLAEC—A—ICRPVERY, YZr 254 78 (86 8T HF%* Zr) 2EEBR
Moo BB O 5mE AMNA CEREE Lok, 0 63MBiM 10me THER L.

0. BAMBEBE AR & L, Y3 =9 aiiBa44 oo (Dowex 1-X8, 200~400mesh,
20 ¢ X190 + S5MmMEEFEEE)Y Lice YAT=vLid A7 LBEI~6EEOBERIZEINE (4
B~ Imf /min ), BRER A F 7o e — A ik O MBEE L, H5meIcRER, BAL
FERM G BELKETOR L. BiiEREER, 0 1~02meOKBEKE L, CEHEERD
FrROKEBRE L,

U3 =g LEMERIERR, €) T FVEEBOLE VS v UFE Y (0,025 1X0.75
wxldmm) ZHWAZET7 4+ 7 A v b EBEERETT - (Mo /#Zr <5 X 107%). A
Licorird@id, VG-64—10RBIZEIGREESHE (VG Isotopes Ltd ., England) T
Bo T4 AV MNERZL~6BELTTEYY —T 454 b4 2~45A (550~600°C /A),
HART 4548 3~3 6AFTEY, 2 2t 4 A VERBE 2~25X107" A (%A
B 10~304gZ2r) T, BERF o 7EEICLD, 10~16HDR~<7 b (M/ z=90~96) %
240mm M F » — PECERE T L o7 Va2 ARINEEORIER, 77 774y THBHEE
Hivkeo Mo /Zr o4 # ViEBHROF « v 7k Daly v v F L - vz YEHES @HEE=3 X
10°7A) ZRVTIT -7

B ARG BTEOHER, SERENGEPE) V7 rOmpaE@ LT, Yt /M r,
27r/%72r O 2HOBMEEERCTIT 7 £ 7 BHEEIR JAERT —Z 15 (BiEE99.9
BELT) OEEEAFCTIDMSTIRIE LA (17 ALUNORIEESHEH) o B8R Z R,
Wiy /U7 EAEIIT & B MEIE, 102 61 £ 0. 27 ,%Zc /% Zr EfRIIC X BEE, 102 50 &+
0007, EHMEIX 10250 + 0 134gZr » 8 TH 3,
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TOHEICEA YN o=y aDFERERA Table 2 KR,

412 I1CP-AES

SUHE 5 ALK & il & TARR L, TCPRIESEITEE £ THLRE I, T
R L TBOERBE» O Va9 L2 EFE LT,

HE0 100 g2 VED, B FLrrE—#H— (100me) it L AR, S bkEBU+
6) Ime, 1EEE (1+1) 0. 8me #MATHB L. CHICEEKEMATE2ES 100 g2 HR
LTHERHBR E Lico ZOBRAICPRESHAHRED 77X~ b—FhicEEL T, KE
339. 198 nm (Zr [ 1) OFABEAAEL 1o '

VN3 AEERERROIIIC UTHAB L. JAERI-Z15 (Zr $ifE99. 9%) #* 0. 100g
BpDED, K rFLre—d— (100me) o8 LANS ~{bkFRE (1+6) 1me, K&
(1+1) 1me THHE, 2ELEKTHRLTCImEZr/g s Lz MEBEDO YNV =7 15 ERBTS
LEE, ChEEROEE 100 St/ RLTAV S,

BEBEIROESICLTIER L. Yiva =y t8BBHRNOE&B 7 =7 £ (AXGLESD
SRR, Zr SEHFE LS ZEMOIDMSTER) %0 1008, 5EE»YHbD, zhasFns
JxFLrve—4— (100me) ¥ LAR, IR0 EFEROFIRTR2M LI ThLICH]
WDV ARG AZNENC 12, 3,485, KREMATE2EE 1008 &Lz, 2@
HRRAERBEERCBELT, Y=y (Zrl1 339 198 nm) o 3ok & g 0T
B & OMIRERE FER Lo
ORI B YNT = ADERESE A Table 31T, [CPREN4T 4B R UEESRE
# Table 4 iT/R3 5

4.2 B E

AN AR LB RE®H ZA@FE - A A7 0w b 55 7ikAEA L.
NTZT LT DNWT, FEAABHSHRSICREE T v gy AETHICHETI LT A%
f Gl EE - 2000~2500°C, fRHERT  30%), BER I REOEROHS) 28 L
S JIS H 1665 10 ITHET 5,

HELLTEESERRD [+—~F 7 0ONJ ZEEL, 27— ZEREO LECO 501-645
(B3 & 0.0166Wt%) K UF 501646 (8% @ 0. 0299wt%) Ao THEEZKIE L7,
SHERE LTCEXExmmp 7oy 7AGOIFOT2x2x5mm ($0.38) Yl L7,
ST, REBRLZRETLLHSDT O TREEABL, BEHEESELHVTT 2 b v Tk
iRIEEs L 7o,

MH SN EERIL65~T20g THD, TRBMI3LETH -1,

SEER R A Table 517,
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43 % E

=R AR R - BEREAEA L

NT 0 BCOWT, RERESFEEBICBH T Vv o AETRY LTV 2548 (IR
B K0 gIHLTE25 8, $06g) 2EA L. Hikid, JT1S HI663 e iC#T 5,
HiE L L TEBER®O [7—o=F 2 7C] 2FEHL, Y=g s588E K NBS
360 a (23 : 136 ppm) M OVEESREMESTR JSS 1644 (RE 1 0 14w %) AHWTEEL K
1k Uiz,
%wf&3~04g%ﬁﬁﬁﬂ&bto?W%ﬁ?ﬁ;ﬁﬁﬁ%ﬁ%%ﬂbf?ﬁhyﬁﬁﬂ%
i LTohs, B LIS OIEE & W LCERIEICES I T ED5H - 12 O TEBOS TRk
LN LI LT,

PH S N/RFER 6~T0ug THD, HHBRER 16~2014g TH -1,

EBER% Table 6 KR .

BEDIDIC, - AKER WBORBEC 7= L 53E L, RIMKOREL A5 v &
LTt A EmsRRE D DM SRS, BERE, BEEOBE kB L

A, NI LOMEARDBLODORERIT, BEEICIIEE L,

4.4 % E

A v 2B R & B AGELE S REEE - AR s o< b5 7Rk IDMSE® 28R L
tro HE, MEOHEIZL{—HLIOT, "7 L0MEARDEI-HDOKERL, WEDOFE
f:jﬁ& L/fCo

441 A oA - FEES R - A2 0= b P 5 7k

NT 2 LTOONT, REMEEERSERIETE SO0 =T LETHICHES LT 254
(hHUREE @ 2000°C, fBEEE : 308, 75.72 B0 2EEOTT) ##HE LI, HER,
JIS HI1664_ 4 IKHET S,
HEFLTEHEBESHO (+—~5 7 ONSUE] 2R L, KEARX (50~1004g)EH
AR Lo

HTEEE LT SxExEmma 7o v 7 ALO T EDT2x2x5mm (0 3 g NIl L7
o, &P O THRMANE L, ATRERSEARAVTT £~ VEEPREAKL LT,

M hrokFEiE, 1L6~194gTHD, EHBER O 1ugllFTH -7,
EEFEE A Table TiEAR T,

44,2 IDMSiE

KL O 5~1g FEE RS IV, FAAAS ISPy 2 & W CHL D A i o A e U E O L
K%%Lﬁoflwﬁbmmbﬁmg@T%%%mmczm&L T DR T30 L B
A LJ?LCD
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wic, BRIFOBREA80CITEy b L, KIBEFEHGRD DEN L, EhER 4 7 4
EREASHEEORNRITEAL, 2O0ENABEBE A TERICHAIM S . BERFRZ DR /v
1 7%, BPRERT 5. MEREHESFHR I BOER L CRBERBERO 231 7 %2 EE
Wik S/, |

ARy - XA RIGE (850°C) IKE T &4, A% 7 L2040 ERUE &+
MRS & Lice BT €2 9 — ¥ 70 L DB BKE T AH5 L ORSBITHEL 7~
KEAZDFHER, HIEROEEENF 102 Paicil s THIT 5, HECET LR, &8
OEE/ACZORPOMYBIZI DRI 5 /chs, BERNDE TS -7, IRiT, FhkEN 24
1 ¢ oEEHRICIER S TRILL, BAEstrARE s L,

2EHE LR SR O lalf A T IC i3, Atlas CHA REBSHE (VARTAN MAT, West
Germany ) M7, F/, ERERETFRILETLENROST 7 220 v 5 —(FRE1L ADD
b (EAFRIREE 09969 [Fron%, B0 @Bk RVBRETHHINEBEAODLD (&
KFBRE D0 IMBREFHR) 2z0FEE L.

SHTERHTF » IR TH -7, KFOTEEA L, COHERKL - TH ONTKEDE
B R4 Table 81T/, |

4.5 Z0MORHHTR

Tova =g LU A RSN O KESOREYIEEIR ICP-AES #CH~ s L L
DT LPATTEE 7207, Johnson Matthey (A + I 7o B4 5 L
(Lump) &4 & LT, HEQOHKARL/, TRICED LESBPDE OIEE THBRY Ty
THBLEDNDP - To BED D OAGEHTRGIFEAIC X 2 REBRREE OE % Table 91075
R

451 BEIBAFANH - IDMSEICLBEHEDER

REN gAQREF 7 S22 S0, BB 1I0me, BB T ==Y 45 g 5NE TS
Wi, A4/ —n80meENA, EHMAFAEEESE L 1,

HHI3 100me (& ick 26mE, 20 4g Na (Na, CO#) , 2mg s ) &Y v OKE#) @
ERICHET 5, 95RF%B (NBS SRM952 ) %34 7 2 HBOBOBEORIRICHEILT, 2
BPE )RDEKDLE G EERIDI, BIRMEMELIE, VG- 10REZEICIE & 4HEt
ZHOT?Na, B0, " /®Na, "BO:;* (M/z=288/89) ltEZ@EL, "O=20 0003952/0 THIL
LTkic, cohFick 53 TEBEES Table 10ic7d, 8%, @875 v 7{#E, 015+
0.01u#gB (N=3) Thh, ¢hzxZ0TEHRELALEDTH S,

452 Anr7aFviol) YIREREEICLLIBEOTEE _

ABZEBP DI - T, @95 bKFBBEMA THES 5, BEBEO—EBE20WL, 7=
YEERF P )T, TRINEVEE, AN ToF b0 YERNZTREBISYE, BES0Dm ©
WA AAE LTHAEER L.
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5. M B O O®

N L OREE, AOBEICE > TEIRETRLT, 2o E50 TRl 05,
FHAMTH S =2 L3 IDMSEICP-AES — oD HETER L. £OERE, L
THE2 13%BTH -7 LU, IDMS Tl % 2 gidpnll-71zictb b od, 20775
52 116 BDIF o EAMEIcA ST, T/, WHZRAFRFLS ICP-AES KL 2EEE
BC2 07 HOBREGBTOE T,

SRRV LB EEROAEET, ~T7svaltEoTE AL T F Y
VEMATRESFPOLELZAE Lz, BEEIZ2EBCE 100 ppmll FEEnTHD, 1,
10, 1 ppm E B TH 7o BHOXROTEEMBIR Eido L 5iT, 020 + 0. 08 ppm EHETH P [4]
B oo,

BE, 2BoHELARRT AEGIE, TARSEERS ML, LiL, EICEET 501
MLEWR L, MR, KB, KE, EXUIETELTBLEND 5. HIZEIC2OTH, Y
=g ARICAWAR FEAER L TER L. BRI 23005 270 ppmEd o 03 HH - 12
45, SEEA L T B0pPME Lz, HWER_HOFETFEEL, 136 R 131 ppm O R %
%tﬁ,@%%%Tﬂ7u—ﬁ—ﬁyﬁMﬁéﬂ?,ﬁ@%ﬁ?C&ﬂg,%%ﬁmﬂ—ﬁ-u
A k) — ik B 136 ppmA H oo KFER T OOHETEREL, 6.0K%U 6.4 ppm OF
RAEGD, WENLHEBTHD 6ppm & L

D FEBELARYEAMBT S L, 2 1697T% T, 100»5%51< & 97.830%-50, FHE
HAEE L TAMCE RO TERT AL EIC L, TNRIRED AT =9 LOFER 97. 8% & Lic
(R 2FE A AR TR

6. # if

BWEIDRET L7 =9 o808 E (JAERT-Z19) #FWT JAERI Z11-Z 14, Z21~23
B XNBS SRM 1234~1230(WdFhé v =g ag il vro =v a S5&EEE) hols
NT7 = 6% [CP-AES TERB LIt s 2 A, HEnfid 203 IDMS & 00l & & { —# L7
T, BT - IEHOMESTENERED 7 =9 A DEFESH (1043878 T ORESE
RV H, JOEREEETOS,

AEEGEORIEICS 2T, FEHRRE « FHEEMTEESNZEROZER - TICR
BIEERLTEBES, SRy 7 —ERMEZHE LR A7 =7 LR MOATICERD
ZE . TP « M TEHOBEDNERERICRRESHFOANE & REBEMN LT, Hk
BEKICIEEPMAICL B Pva =9 ADORFAN CHBIZ# W/ T T L TEHH#T LIRS

k87
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5. M B O X

N = LD, ADTEICE - TEILRETRLT, 2ffhsEslnTkbi, b,
FUAMTH S =2 L3 IDMSEICP-AES — oD HETER L. TORERE, L
TNE213%BTH 7o LL, IDMS Tl % 2 gidmnll-7zic bbb od, 2.077 5
52 176 %D oo XSl A ST, £, BHEZBREHEFRPS ICP-AES KL 2EEE
BT 0T BORREBTOE ',

SDEBR VI LB EEROAELET, ~T7ovatEoFEA T aF Y
YEMATRESTIOEEENE Uiz, BEHICIZ2EBTIE 00 ppm T LI TED, 1,
10, 11 ppm B TH 7. BHOXOEEMIT Edo L HiT, 020 +0.08 ppm & HETH D 4]
I AN A AN

W, SBOHEAFRRT AESIE, FARSEEEsNE, LirL, SEICEEST L0
FlEWE L, Bk, KB, KE, EXUELTERLTBILERD 5. FIZEIT20TE, Y
=Y ARICAVWAEBEFEAER L TER L. BRI 2305 270 ppmEd o o3 hH- 1o
45, SEHEEA L ST B0pPM & Uiz, REROFETEREL, 136 R 131 ppm O R %
%tﬁ,Mﬁ%%?ﬂ7U—ﬁ—ﬁyﬁMﬁéh?,ﬁ@%ﬁ?C&ﬁg,%%ﬁ%ﬂ—&—u
AR -k B 136 ppm A o, KBERTHOOHETERL, 60X 6.4 ppm DO
RAGLS, WIhWABEETHD 6ppm & L,

DIFEBELAREAMET S L, 2 1697T%H T, 100 5%51< & 97.830%L40, FHE
MiAEE L TIMIKERHTERTAT L LT, TRIRED AT =9 L DFEEIL 97 8% & Lice
(REFE AR ICT T o

6. # i

BEIORET Uiy = o8 E (JAERI-Z19) 2B WT JAERI Z11-Z 14, Z21~23
FU'NBS SRM 12341230 b v o= o a2 iii vira =9 L5488 hofE
N7 =g L% ICP-AES TER Lick T A, FriEd 203 IDMS I X 50HfE & &  —FL7z.
$ 72, BT - REHOMEREIIR 207 =0 . OHEST (10547F) T oFEYH
BHOOH, JOEREFETOHS.

A E OEEICY 7o T, FEIHERE - BRSO EERTEREOFMUK B it
KBRS %, TREISF ey s —ERFRE IR LICEA T =9 ARZMOAFIZHESN
Ao, FICYFERTEE « ME TFESOEMEERICINESFHORE & RBMLT, HiE
BERICIEEPMAICEL B Vv = AQ RS THEB 28O 7o, & izsl L TEM T 5 IKE

— 8 —
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Table 1 Present state of hafnium purity in commercially available reagents

Reagent Source Zirconium contents

determined at JAERI

Lump(metal) Johnson Matthey Chemicals 110 ppa a)

HfOC12. 8H20 Johnson Matthey Chemicals 140 ppm a)

Hf (metal} MORTON THIOKOL Inc. Alfa Products 3.071%0.007 % b)
3.3 % a)

Hf (metal)}) Koch-light Laboratories Ltd. 3.037x0.006 % b)
2.98 % a)

Hf (metal) JAERI-Z19(Candidate),
Nippon Mining Co. 2.13 % a)

a) ICP-AES, b) IDMS

Table 2 Analytical results for zirconium in hafnium(JAERI Z19) by IDMS

Sample number 1) Contents (wt % Zr)
(A)2) (B)2)

2-17 2.126 2.130 2.123+0. 0070
2.123 2.114

4-17 2.168 2,178 2.176 £0. 0054
2.180 2.178

6-17 2.124 2.125 2.126 0. 0022
2.129 2.126

8-17 2.153 2.153 2.152+0. 0027
2.154 2.148

10-17 2.081 2.075 2.077£0.0063
2.083 2.069

12-17 2.120 2.122 2.124+0. 0036
2.127 2.127

av.  2.130%0.030

1) Sample weights taken were 2 grams.
2) Calculated on (A) 89Zr/91Zr isotope ratios and (B) %2Zr/%1Zr isotope

ratios, respectively.
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Table 3 Analytical results for zirconium in hafnium(JAERI Z19) by ICP-AES

Sample number Taken{(g) Found{wugHf-g-!) Contents{wt % Zr)

2-33 0.1032 21.99 2. 14
4-33 0. 1049 22. 14 2.13
6-33 0.1135 24.05 2.12
8-33 0. 1025 21.72 2.12
10-33 0. 1063 22. 65 2.13
12-33 0. 0993 21.26 2.14

av. 2.13

Table 4 Analytical instrument and operating conditions

Instrument:
Shimadzu grating spectrogragh GE¥-170P(Simultaneous)
0ff-axis Faste-Ebert mounting, Focal length 1700 n=
Plane grating 2160 grooves/mm, Blaze angle 300 nn
Reciprocal linear dispersion 0.26 nm/mm

Slit width Entrance 50 m Exit 100um

High frequency generator
Shimadzu 1CP5-ZH
Frequency 27.12 MHz, Out put power 1.3 k¥
Reflect power < 5W

Plasma torch

Nebulizer glass concentric type

Outer gas flow rate 12 1/min.

Intermediate 1.0 1/min.
Carrier gas 1.2 i/min.
Observation height 15 mm above induction coil

Integration period 20 sec.

Analytical line Zr IT 339.198 nm(lst)
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Table 5 Analytical results for oxygen in hafnium(JAERI Z19) by

impulse heating helium carrier - gas chromatography

Sample taken (mg) Found{u g) Contents (ppn 0)
262 65 250
324 73 230
264 72 270
av. 1250

Heating temp. :2600° C, period:30sec.

Table 6 Analytical results for carbon in hafnium(JAERI Z19) by

Rf heating-coulometry and acid decomposition method

(ppm C)
Sample number Method
Rf heating-coulometry Acid decomposition

2-27 140, 139, 140 av. 140 —_— -
4-27 147, 140, 133 140 —— =
6-27- 131, 137, 133 134 131 -——
8-27 130, 140, 132 134 129, 132
10-27 137, 136, 139 137 — -
12-27 132, 128, 130 130 _— -

flzg_
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Table 7 Analytical results for hydrogen in hafnium (JAERI Z19)

by impuise heating argon carrier—gas chromatography

Sample taken{mg) Found (1 g) Contents (ppm H)
298 1.9 0.4
307 1.6 5.2
268 1.7 6.3
av. 6.0

Heating temp. :2600° C, period:30sec.

Table 8 Analytical results for hydrogen in hafnium(JAERI Z19) by IDMS

Sample number Taken({(g) Spike (mol) Found(mol) Contents(ppm)
added '
1-17% 0. 8641 0.8101X10-4 2. 96X10-°¢ 6.90
3-17% 0.9104 0. 7075 2.95 6.53
5-17 0. 7900 1. 095 2. 45 6.25
7-17 0. 8426 1. 074 2.63 6.29
9-17 0. 7054 1. 138 2.20 6. 29
9-17% 1. 3297 0. 8292 4.21 6.38
11-17% 0. 8151 0. 6865 2.57 6.36

av. 6.43+10.722

Volume :370. lcm3, *105. Ocm3



JAERI-M 88~

116

Tabie 9 Analytical results reported by hafnium manufacturer

(ppm)

Chemical analysis of hafnium ingot

Elements Specification Top Middle Bottom
Al rax. 100 <20 < 20 < 20
Fe pax. 500 <100 <100 <100
51 max. 60 < 30 < 30 < 30
Ti ~max. 100 < 20 < 20 < 20
Cr max. 200 < 30 < 30 < 30
U max. 10 < 1 < 1 < 1
Nb max. 100 < 5 < 5 < 5
Mo max. 20 < 10 < 10 < 10
N max. 50 < 10 < 10 <10
Sn max. 30 < 16 < 10 < 10
¥ max. 150 < 15 < 15 < 15
N max. 100 -—= - -==
] max. 400 290 250 220
C max. 150 < 50 < 50 < 50
ir max. 4.5% 2. 1% 2.2% 2.3%

Table 10 Analytical resuits for boron in hafnium(JAER] Z19)

by methyl borate separation-I1DM3

Sample number

Contents (net ppm B)

2-11
4-11
6-11
8-11
10-11

12-11

0.14 -
0.26 e
0.16 -—==
0.05 0.27
0.19 0.21
0.21 0.31
av. 0.20%0.08
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