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1. #% | C:3

T a= Y s EHETFRIMEES/NES (0.1840.02 barm) BHRAITEEED K & L /2 HIF
FIEHEELTFZLWVEBEE > T3, CORB YV =YL DENTBEERED,L, S5t
BREFDHBHIT, TF, &, /94, o S AESERFLLTHRMLUTHEELLOBE I vA T
4 —-2THY, BRRERTFFROHEGERFRIYAE SFAHBEHBEMR & LTECAVLNRT
V5,

INHIN3A =Y AEGEMBOBRSRUZOMRE, BT FORSERCRETICEEZRNRET 50
T, &&7H, TP THEREOEBRBEBER I - TH UL ERBSI TV 3, Tk, MERIE
SiricBV TR, BETERSFTBLETH 5,

B, Yna=9sBeMBORTE, EEAMTKESHTITOh TE o, BESTREORE
BREE V320 A SSEERNOEAfICL D, BBEMTLAES, RETE—HOTRZR
TR XEAFERBEMFEE LTEREATHS, LL, CoFRieBy 39MERIE, BE
DR FIAIE 30mm ¢ DR BHETHD, Ldbd, ynva=vsfeMiBlor-sBRELE
THEINIA ¥ Ty FREREMSONT R E CORBERCNLT 3038 LWEETH 2,
L%, SHFESONLIcRERERS D, $i, MLTEEL dDRMEFEDFEBAC G0
BT L BB, i, WRXEANETR IONI =0 aDNy 775 v FOEBT 7= A, €Y
TFVEOGBRIELERITED S/ NEMEL, ChitRaHMrEoBULPEINTH S

ZT T, SHARERMES TR, EFSECERLABARFEEE 77 X< (Inductively
Coupled Plasma) #EGAOHE QT ICPHEEAHELLD KEBL, FHERLLTY
NA=YLEERONT =9 LOREH/FTEIT -2 & CABHRERPB ONADT, 8&TFERT
THPTEROERIK SV THERERAT, [CPRASHEOHEAME, HOKEREERE T
5L &t fe

HEZERIS 3D T TEBS N, »~7 = Y 20#FENT I 3SEAFIRERDY, SRIHRRCTY
FROLEERICR A RMMTFAHBM LI, HEAKBRTE, ICPRESITE OMICERT I X<
(Direct Current Plasma) FESEAHrE: (LT DCPRERESWIIELIT) dHV o, T,
N7 =9 AQIRSH TROETFHEMEARERTA » VUL 7 407 —FRAVIDEX RO
PERERAONERE T - BBESI NI

ICPEEMTERIC & B HRAIERIZ, (LSS OIMERFEELNVERSTTEERIR S LT
Wi L, COBE, MEERION LI =T LD M)y 7 AR TH B, $7bE, Vo=
U AREO Ny 775 FELTENTRDR NS PMRICIEEE5A 50 EBBRITHER STV 5,
LD, ERICEVTIE, BMEYL v A2REBRBBICERMLTZ OXBEHET 555,
WHWET M)y SR Ty F VIR L BANHHEEBO CARERET, TOEMMEF
L7
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EROBR, ~7 =7 AT FHOMRMEREE (RSD) 4¥TERTES T AW LIITIED,
$7, TOERSE, BEANT7=U20EBMrEL L THES T 2R EFRERHE
( Isotope Dilution Mass Spectrometry LIF IDMS &389) IK&L 3018 & & BIFIL—EM0E
M5,

Aol -208885TES, 79, &, 704, =9 T ADOERIKBOTHRERRKDONT
RSD1~3 B THWNTHILENTE, (MEANHELOBEIRFTHY, HEARELL THHE
ATx33DTH-7,

BETELADFHYTHEDOERTIE, 2R HTEENE B EMB5 -1, BIRBETHEID,
ERT3AFEEBPHTR L > TERBIROVBR LN, ERTROMIBESRLS, Lo,
TVHY, arubh, B)TFY, =F TEIRSDRUEESRECHT ZERIPBEFTH O,
Lo DB CRICB T —RAZOBERNAETH 3 T EPHER I N,



PNC

(1)

SNB8410 86—42

2. 2 MEBEEOE KR A

FERETSIXTREESLEATER
FHHES 77 X< ( Inductively Coupled Plasma : ICP) OF4AIL, Babat ©2~ 77
MHz, 100kW, push—pull vacuum tube oscillator, 0.1~760Torr E, ARE (&
15cm, B 150 cm) hOKETHE >k ERBN, TOK, 1961FLD Reed BICE-T,
ICPORL:, T2, B LADI EORREAED bhiz, £ DReedd I CP AR EAN TS
HL7DHGreenfield EFassel THY, TOHRLE L OFHXBRM LN, BELE-TW
%, '

ICPENESEONEBRFig— 1RFTEOITTF X< b—F, 553k, BNEE, HEHRS
K;afﬁménfméoTazvb—%@ﬁm~2%%?&ﬁﬁ6ﬁ%@&§%ﬁ&hwaﬂ)
DEF—FHFVLR, TORKFELETAT Y HRAE2BEBEHICE >THIEL, 9, 000KOH
BT 7R EREIE3,

ICPOfRIZ, SREEROFERME (Skin effect) K- THEM F—F VKo7 X
THRRENERLD Y, COF 7 X7 OPLRERMNTHEEY 5 & 2Kk 6,000 K % T
SN, BREOLAULELESNIOT, BEALORRIERETRINENE, £, <
buwﬁzﬁ%ﬁwﬁ<,y%fswyvyvﬁ4~5m&mmca%ﬁﬁ&miéocm%ﬁm
77 X HiCEAR AEB L UERES Y, CORERRZ PESRBICESHITEOR
R P LERHLTERETS $OTH 5, |

HeEbE20ERREABEROLOMBA VL LR, TOSRBOEFESIEE, ELRMART
1~¢8R/mmﬁﬁﬁiﬁ?%50M%ﬁﬁ@,ﬂ&&&ﬁ%%ﬂ%&(ﬁﬁﬁ%%&)?&&
DY a— SR By s 7T Y FREREEE A D EE L 5 5,
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(2) BRTSXTRAEIRDIFES

Bii7’9 X<V =y b (Direct Current Plasma : DCP) &, 1920 FEficRBH&H, #
DHENBS OfEETHBM, Margoshes , B. F.Scribener & 0 & 7DfEETHBV. V. Korolev,
E.E. Vainshtein b XD RESED o, RE-RHL 7 L—aP7 -2 OFLYE LTHL
LFEOGHTL{BH LR TV 2,

BHT X7 Y2y MEFig— 3IRT &S cHBRBHIN 2EORNBEL 5 /27
YiEEBILERIN, EBISYFREKEEIN TS, FBE oy JkTAIT v HRE2EBTHE
BLR-THED, COTHBEOERT -7 LD T ATV HREBEL, #YFRO T I X< EF
REEEHDTH B, HR7 7 XAvDEAORRIE, 77 X0l & DR/ AIB KRS DR
R AL L 3720, BHASHRETHD, LEdTAIdvix~y b vOTEEZDR 0T ETH
5, MEBOLNBBER, 7—2737T10,000 K, BHEFAMKTIE 6,000~ 7,000K EEHLIETF
{LEESBHDTE VLD, XETEOEE, BLUFENHESDRLOERTSHE, LOBEDT
TV 7 X BIEREE A EE L, BERESE, CORRARST P rESNRIEE RS
PRBIURARY PVERELRREL, BRNLEESNTH0TH S, HR7I7X< V= v b
Rt s N 55758 (Spectra SpanlIB) @ Fig —4RTLHICEHER0.75 mD v v
=y -F BTy WETFRTFANE TETEF L 7Y X aE2lEbE LI Y 2 VTV —F 4 ¥ T
LD R}y b UEEEEIC 2RTIREFSC &Lk D, HA80.6 ~2.4 A /mm %185 T &8
TE5 (ThEFERDANEOS ~ 10 EOFTHETH 5), REBEHA20EONLETFHEEEL
BETZ, 20 tROFB2TLAHETH 5,
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- ECHELLE GRATING SPECTROMETER

1.) PLASMA JET o 4) COLLIMATING MIRROR 7.) FOCUS MIRROR
2.> LENS 5) PRISM 8) CASSETTE
3.) ENTRANCE APERTURE 6.) ECHELLE GRATING . 9) DETECTOR
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(1}

(2)

(3)

3. HREROAR LKA

INTD = LDOHERSH

19825~ 198448 B

) ICPRAEDGTERLZINT=YLDER

i} DCPEESEEICLBENAT =T LDOER

i PHEFRREAFECLE N T7=Y LOER

V) HEXBATE@EEI TV 9 b~4 0PI T LT 4 I —EREEZNT =T LOER

1 EHFEEER
1984 #£ 8 H~ 198547 A
i) ICPHEESWHEILLZEETHGTT, &, 7oa, =y ¥ VOEER

5 2 EIRRER

19844 11 A~ 19854 12 A

) ICPERESGINECLEZFMPATHR(T LI =94, a5, B, =52 YT 4L, VT,
BYTFY, =27, FyV, §VIRFVIOER .

i) DCPEAMIEI AR THE(TNI=TL, /0N, EVTFY, FIV, 527
R 7 V)DER



PNC SNB410 86—42

YRR %IRRT o

v # # % o & H&8E
INT =T A O O O
Ea El O O O O
#k O O O O
¥ o A Q O O O
= 5 N O O O O
FHi=gL O O O
a s b O @ O O
5 o O O O
e F RN O
- vV H v O O O O
=Yy FFEY C O O O
= x 7 O O O O
F oy v O O O O
GYTRFY O | O O




PNC SN8410 86—42

4 XBHABPBROECGRTH

(1) N7 LOERSH
N7 =G AORERBRBEVNTE, MOV ol — 28 @8R IR - 1~2ZR - 4K 2. 5
%A T—INa = LAEGEEFTRINZ — 1 ~NZ -4 2HBEHBE LTHV ., ThboiZi
Ak, DERESTEOCEALHNE LTRB SN bDOTHY, ~7 =7 LDENEIL, 1976
FRITONAEXFESITE@D 7Y 7 VR RURESEITE@EIER 7 — 7 Bhigs,
JIS H—1667) itk 3 3HH#RBTR L ODEESIHTL B,
B, 7= s AOEERKE LTKENBS h o EMES N TVSSRM — 1234~ 1236
(Pna=9 LYRFSRM~— 1237~ 1239 (Jph o4 — 4)A2HBEHEE L TERSHF AT - 720

(2) 251 EHFEER
B 1MAEEERTE, Gex#ETH 5. T7, # 704, =y r D4 THRERNRIL,P-01~
P-07TD6HABEHBEME L, 2hidid, WFhbyrtod -28THo, ¢ TRERME
PRESNTOWBHROIvHo4 ~ 2BERBK ZR v ) - X RUBARFHRARFOI VA 04 —
24EMEEA JAERT Z — 0 2EAT Lico

(8) 282 mItRIEER
5 2 E4ERIKRERIE, WMEAMPTEANRIE, THI=vas, TNV, B, RTRVYOL, T
YHY, RVTFY, =AT, FIY, §VIRTVOERET T
HiEEARNL, P~07T~P-1206HBEL, BMOIR VY —XRUNBS OV —4 1R
HEABISRM — 1237, - 1238 ZF 0, §7-, fifd SRS hAgB YV =Y bILERBEL
THHr L,
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Eonra=ow a0t RE

o
i
s

SROE[EBRT ) w7 22w F Y FCBWAN—2AEHE VI =T LORER, ROEB
DTH B,

(1) NTZHLDOHERESITRUE 1 @EFEER
Blkona=9 s (HEHESRD

FHBHC 81 3 {LAITET, oo =Y a7 29 ADEEFERBELUTOL S KD S
NTHWa, ZOREEZ, HESMCBCTERTEZZ3EBTHRI0T, FREOHLEZZIT > TH,

Hf (ppm./ Zr) : 0.543, 1.000, 0.655

$7, E1AERERTE, COBEIvI=—vathDf, 70b, =y 5y VERSWRTIIS
SERESOTERL, ICPRAEGITREL L -TEONLZETROEBEERLET A &iICL
fro BRI ODFEREZRERFT. '

(ppm. Zr)
o # g A i * & Eo8E
£ 146 144 162 220
72 = BN 12 29 5 —

(2) 5 2EERIER
it Y3 =9 4 (Johnson Matthey Chemicals Limited &0

RSB AHHESEE (maximun total metalic impurity | TMI) & LTHRDE SICRE
T3,

Hf . 200 ppm
ZOfli: 20 ppm

SHEE Y va =y Ak, TOMIKSpexdhs B YT =y 4 (TMI 100 ppm, 1000 ppm)
RO I3 =9 L (TMI 100 ppm, 1000 ppm)AHilREHR T B,
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6. FMEBERFEMEEHEF
HEER TR SN R CRIERHO—ER % Table - 1 IRT,

6.1 SMFEE

ICPHANRERBIL, 4 MFFritic BRBEFRFOEESAV Shi.

LR OFEERIT, IGWEAAT Ny V= YAV FRIOBEESAZSAV OH, BTEI 771
—vxsa—bEIBHV SR

AR, 2TORMFFBRBIGLERATHY, ICPRAFIHEBLBVTEETRERKRDS
WEBHA O SR,

N7 =9 LDRFEFHROE 2 BILFRERTIE, BRICB O TDCPREAFEELHV GNI,
COEBONERIE, Y=y —FRTHY, GHFEOT ¥ = VEIFKRTEZROTRHROD R
7 bR STh L,

8.2 SDFEREORIERN

ICPRAEMTEBEOEAR ML, 1.2~13kWEL T3,

75 X=OE A RAEIL, Coolant Gas#310.5~ 14£/min, Plasma Gas#1.2~1.5£4"
min, Carrier Gas#0.95~ 1.2 £/min &LTHY, HHATIALBLOWHERITL - TE
WHAR G, .

F7 74—, 4FEREECH 7 RBIOREE R 75 4 F—HEV O,

75 X ORENE(GREFE= A v oXiE TOFENE, 145 ~15mmTH T FE e,
SHBOAR R ) v MBI, 20 ~30 amTHIES N7z

6.3 9 &

N7 =Y L ORKEANTIE, RTOMFTHI I 264. 14 nmESHEE L TAV /. A BEME
Ti, ZOfucHE T 277.34 nm, Hf 1 282.02 nm, Hf 0T 313.47 nm, Hf T 339.98nm, %
e L7chd, wFhd o9 aOFEHEPBackground OFENEAKE W HHI T 264.14 nm
PROBELTVWEEHEL. GEERILIBR),

31 EHEREZR T, BRER 3EatiicR—o2r#HeRY T 5,

B 2MAFEERTH, LRICL-T2~3EHoOSTEHEHVEN, &, BRATRI 2
DHBREBOTEHRER 22 b itk B39 61T 70,
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Table—1. I CP&EXAFEILEIFBRIRIEESF —EE

5 W G & s fih # i i fF & * & # 7
1% 0 % 8B
5 ¥ & Spectira Span 1B BE®#GEW - 170 Bi# ICPV —~ 1000 EH#GVM— 1000P EE ICPV — 1000
* ¥ R waz=g —F 8 47T =N — b ¥y o VIR PSR I o iV Ny o VKT
(= ¥ = AEHTIEF)
R ( m ) 0.75 1.7 1.0 1.0 1.0
R ST { nm,/ mm) 0.06 ~0.24 0.48 0.52 0. 46 0.52
HIFEE EHERE- T E#RE - 10 E#RE-11M SHERE — 12
2. B & K
BREELAN (kW) BT 2 X< (DC 40V, 14A) 1.2 1.3 1.3 1.2
ArFz2gE  (£./min)
Coolant 10.5 14 14 13
Plasma 7.0 1.5 1.5 1.5 1.2
Carrier 1.0 1,2 1.0 0. 95
#7714 ¥EX gazzo—, FTlLidt AVESID s, HIR aveEsbYwy, H5A aveviYyd, H7R averbUos, 73R
RSehng (ZF&mm) 14.5 15 15 ' 15
AYy biE (am) 50 30 30 30 20
a4 F 8 (om)
Sn 283. 99 189.99 189. 99 189. 99
Fe 259. 94 259, 94 259. 94 259, 94
Cr 267.72 267.72 267. 72 267.72
Ni 305.08 231.60 231. 60 231. 60
Hf 264. 14 (85 ) 264. 14 264. 14
Al 304.40 (57 ) : 394. 40
Co 345. 35 (65 %) 228. 62 228. 62 228. 62
Cu 324.75 327.40 327. 40 327. 40
Mg 279.55
Mn 257.61 257.61 293, 31 257. 61
Mo 313.26 (T2 ) 202.03 (2#) 202.03 202. 03
Nb 309. 42 319. 50 319. 50 319.50
Ti 365.35 (62 334.94 337.28 334. 94
w 400,88 (56 %) 220. 45 220. 45
3. EElEE MR Zr0.5g./100m¢ Zr 0.5g.750mé Zr 1.0g./100mé Zr 0.5g./100m¥ Zr 0.5g./50m¢
I NEERERE 2.2N TRk 2.2N WREeE i 3.6N Wikt 2.2N R
Y WiE#EEg (Y 2mg) Y PMtE#EH: (Y 10mg) Y HtE#EE (Y 10mg) Y i (Y Smg)
4 ~N-ZEEHESAI=Y LA HAAHTE (ppm / Z1) HAAE (ppm /Zr ) HASHE (ppm /Zr) #HASHTE (ppm/Zr )
~7 =y aDERST (BEEHT free)
21 plHpHESEZr0, (ASLHT free) Fe:146 Gr:12 Ni: 10 Fe:144 Gr:29 Ni:10 Fe:162 Cr:5 Ni:9 Fe @ 220
FoMEFEERZO, (J.M C #HaD _— GEFe5R CHEED
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. % W K

1.1 HEOE|AR

I3 =9 ADOBBHELDOTIE, (13 - {LKFRBRD R —TRRAELERE, (205 - {bKER -
EBRARE, QB —FRT Y 2= A0RESHEATE 3,

~N7 =g sOREFTRERAITEEIEBR T, BENEET, »OBR DS - (LKERER
LIBRETEBDIC, ICPOFFAME—F, 3754 ¥ -S4 BEI L EDRN) EN
SHRFHTHRC LN, BL, BMMEREL I DCPREAEMELLENT7 =Y 4D FIHEBVLT
2, M-t RBBEUEDRX TS AF—2FALTH31DREERN,

I oA MDOESE, DEBICREECERENITIT 305, HUIDROIHREMATHEL .

SR B 3 - (bkER (46 %) OFEMER, LEBFE (Pra=vs, Jrva=9 L858)
1.0 gl LlT2~3mé, BLYrvao=zva1.0g (Pra=vaitl) gL Tidd4~10m
T, WENRBURDI ED5 - {LKEBRTAR LTINS,

ZTTIND =T akd->{LKEBDORIERIT,

Zr+ 4HF —~ZrF,+2H, - ()

WEPD, Pra=9sal gitd LT, o{tkER (46 %, EL 14 g) 1.67TmfMYER
EaH, Blvra=vald, @BV ARV 0 =9 AESICHRTHELUEVOT,
BOWAESICUBOD 2 ~5 B0 - {bKFEAHRMLTHREL:,

1.2 HHEBARDOCNLIZHLRE

ICPEEMIBICHENT, Jna=y a3y 755 FELTHHLEHEDR <7 b vig
BECEOHELSE 5, -7, SEBKPDOYra=y LBER, S/ NEOBEHE2IETS
BRHENEEELZ NS,

SEIOHEEETIE, 209039 aBEEELTROSW/ VE (Zr 0.5 g/ 100m £),
D 3HAMFFTTIZLOW, VS (Zr 1.0 /100 mf) & LTHF LI

1.3 HEBROWMBEE
SEOHFRERD & 5 KR EORE AR L ICP~BAT 358, SBEKOMEORETE
754 —~OFRR L EESBBICI S, BREREMSETTELEBMENTHS,
HFERICH T 5 RAROFBIBE L, ZOXBODEV 2.2~3.6 NOFEHRTHTS M,

1.4 REBRER
HELBRTE, BHEVREOH - - AEEESEZATHITHY S,
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PR I A v v U v sV Ebh, ZORER, M &, FE#HEDCIAITHT

0.lmg/mf, HRTO0MMmg/ mlELTHA,

WEREERT, 777 X~ RODITRECEFENMVH L5, 550 EERHEROHRIC L >T
77 ATPNEAS NS FRORNEF T 5 HAU LI, TOMETEE LTICP BASFFET
F<HWSN B, ZONMBEEEOHYRIC SO TRERICBNTETORANETF -+ DTO.5FT
BB, '

FHHAPERIC B T 5 XRBROE R % Fig— 5, REMEROAMASEEFig— 6 TR
ER
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8 EBRERERU B R

8.1 HRUERFRUBECHE |
Bathirh SHBE S ICPEAMTEDORE, MHEAR, BEC (Background Equivalent
Concentration) {H2 % &HT Table— 2 TR,
LT, BUE, BRIBRARUBECHIR, BUTOLIKERI NS,

o JBIE (Sensitivity)
B S (RIS C OE(LIcHH 35S x OEALOBIA
S=dx/dC

L NIREROGEETY .

oMHIFEA (L imit of detection)
RIBRIE, 75V 78K TRBET 5 7 DESOTSEE X, RUE OREEERZE(S tar
dard deviation) % Ss &g #ud
x1 =xp+ k Sp
THZ6h b,
x ZRHTEEREOCESHRELL, ThicHihs SBREC. 3,
Co= (x1—x3) /S
=kSs/S
CTT, kEHT, 3iTr2 LM HEINATNS,

o BEC (Background equivalent concentatration)

Ny 77539 FEESHEMELZBET, aWETHI>LTENLOREERK S,
HESEEE, E1THER®E 3+~ ICPRLESLMMTF+2 b (1981) k0o



Table—2 ICP (DCP) oirEoRtiRA (CL), BECHE
(ppm Z1)

3 B oW B R (C B C f& g B F B
o B | o E £ | E&@ME e @ | & & | EeHET (BEC® 1./ 20 i)
Al (2.75) 142 3.67 (95) 1721 237 48 ~ 86.0
Co (3.48) 2.1 1.94 0.70 (175) 160 136 66.7 3.3 ~ 88

Cu 0.77 8.2 22.5 1.07 59 850 1825 650 3.0 ~ 91

Mg 0.079 6.7 0.3

Mn 1.40 1.1 2.08 0.23 65 43 188 28.4 1.4 ~ 9.4
Mo (3.41) 2.1 4.12 1.16 (166> 190 254 74.3 3.7 ~ 13

Nb 3.27 6.6 14.9 3.33 185 470 382 131 6.6 ~ 24

Ti 4.26 1.2 12.3 0.37 812 110 680 19.0 1.0 ~ 41

W (12.32) 30.6 6.49 (382> 1185 417 19 ~ B9

Sn 167 40 16.0 3.67 8181 1600 1164 999 50 ~ 410
Fe 4.84 0.51 8.64 3.87 361 90 466 28.3 1.4 ~ 23

Ni 10.48 1.0 2.42 0.68 907 220 237 90.0 4.5 ~ 45

Cr 6.53 4.7 3.30 0.40 478 210 265 84.7 4.2 ~ 24

Hf (73 5.1 3.50 0.34 (370D 402 251 80.7 40 ~ 20.1

( ) ADCPHrE

¢v—98 0TP8NS ONd
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8.2 NT=DLOHKES
8.2.1 FERKXUFM

KL A A7 =9 AOBRBRAIZ, 034~T7ppm ZrTHYD, BECEE81~402ppm ./~
Zr EWEINERTIEBICL > TENAB LN, BEBECHED 1./10~1,720 % FH LD
ERTRETEH, cO1,/20%AVEEERTHRIE4~20ppm &Y, HKESICHE L
HBREPONT7 =Y LEEEI0~200 ppmDEREZFETEEbDTH -7

JGERMH— 1 ~H— 14DERERETable—31K, £/, N7 =7 ASFRICHTSICP
FEAHTEDORSD (%) OBGREEF ig—TLEZhThR LI, N7 =7 L5FE 40ppm ,100
ppm, & 200 ppmfHiicHBiF 5 RSD (%) &, £46.92~11.2%, 1.84~3.80%, KU
1.23~181%TH Y, vnva=v AA@EOEKE (<100ppm) 2RIETEFITHELL
THABMETELBDTH 7,

HEkcwd BEES K2W\WT, CT TIINBS @ SRM—1234 ~ 1239 OF/RME ( 1 DMS &)
EHET B ETHMi L, Fig— 8iTRL7ZSRM— 1234~ 1239 ® IDMSHEE [CPoHT
BOWMEY 5 7hoRPa Lo, BERBBWVEMMELH, TOXELETERCNT 55 5F
EETHBRELTO S,

L EDERE 5T A THBEARNH - 1~H—-4(ZR—1~ZR— 4) RUH-5~H-8(NZ~-
1~NZ—4) OEBRBATMT 5 &, ICPRAEMTERUDCP RAFEICKLBN7=T LD
SFHENE, REEOFREICHE LT 4~ 18 ppmiE@EABoH, HROFREIEBELIS HT
Bot-C EhHRIS i, E, SHEEAIEDORSD (%) £b->THKTSH L, Table
—4FELZESI, ZRY Y — A TREEEEDRSD 838X L T 2.02% L4 f&ic, NZ¥
)— XTI, 10.2%05 444 BEM2BRENTHABEBSINT o

Wiz, ICPRESIEICLB 7= AN EDIERS £HET 2700, BOEXRAFEKR
& ORpi-ZR—1~ZR—4,NZ— 1 ~NZ— 4RI NBS— 1234~NBS— 1239 O&FHB D X Hi X
(Hf L&) & ICPHADEOHEEY 5 7 2Bk L7z, £0MEBE/ 3 7% Fig—9¥KR7 .
T DFSRD O HEBFEIRIZ 099550518 oh, MHICIRBIFIHBESESH ST L8N -7,

N7 = L OEBEISHTE, BB TDCP MTESAV SR, SiTkEiL %K
MEEREBEORY B oL o7, L L, DCPREAEMTEDORER, BELO/7YFH
POREF, Chid, RBERVYRTF L2EORERN ICPAFEEIRILNT, PPHLL LT
krboLHfEN B,

8.2.2 7= LERREORE

N7 =9 s EFEATICEOTHONAZLTOF— 9 —%Dixon R Grubbs®HETREL L
LT B, BMODCPEEMEICL S ZR— 4 ORAME (215ppm) & NZ— 2 DE/ME(108
ppm) BERE S BTENSNADOT, LhooF— 72BN LIz ThoaTEEZS - TH
R RNEEREST BT Lt L,
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B-T, ZR—1~ZR—4KRUNZ—1~NZ~ 4D 7 =9 LDFRREIF, [CPRAESTE
L DCPREEDTEI L ADTEOCREEE b » TIRED L S ITRE LT,
N7 =9 ADFERE
(ppm)
# ¥ Mm |[ZR-1|2ZR—2|ZR-83|ZR—-4|(NZ—1|NZ—-2 | NZ—3 |NZ—4
-} 77 119 168 203 87 122 161 195




Table— 3 7 =9 LOHFFTEE
£ ¥ H-1 |H-2|H-3|H-4|H-5|H-6|H-7 |H-8 |H-9 |H-10 | H-11 |H-12 | H-13 |H-14
_ B B _ _ B B _ . |NBS |NBS INBS |NBS |NBS |NBS
& #H ZR—1|ZR-2 |ZR-3 [ZR—4 |NZ—1|NZ-2 |NZ-3 NZ—4 | 50, | |oac | 1235 |- 1237 |—1238 |— 1239
# & fE(ppm) 84 129 182 213 85 126 157 204 |46+ 3 |95 5 |198%+6 313 (1786 | 77+ 4
3 - 78 122 166 202 59 108% | 155 190 .1 50 a7 200 32 185 68
) 79 122 175 215% | 175 124 162 192 44 28 198 26 189 72
#
. P 76 118 164 199 70 120 164 202 43 94 204 28 186 77
(=]
76 117 160 202 61 126 167 205 42 93 205 30 186 77
R
49 99 209 34 188 81
(ppm) & % 77 118 172 205 sg 11§ 157 igg 18 o1 206 23 188 76
76 119 171 205 6 12 59 1 48 97 208 26 185 78
7 - 4 Y 6 6 6 5 6 5 8 6 7 7 7 7 7 7
¥ @ (ppm) 77.0 119.3| 168.0| 202.6| 67.1 121.8 | 160.6 | 194.8| 46.2 94.5 203.8 | 31.2 186.7 | 75.5
B ¥ R # (ppm) 1.3 2.2 5.6 2.5 6.0 3.0 4.5 6.9 3.2 3.6 3.7 3.5 1.6 4.3
WuEERFE = (ppm) 1.68 1.84 3.33 1.23 8.94| 2.486 2.80 3.54 6.92 3.80 1.81 | 11.2 0.85 5.69
HE 44 E (ppm) 77 119 168 203 67 122 161 195 46 95 204 31 187 76

) BRI DCP 2k

«*HAl3 DixonDEIHRT (BRBL¥) KLEBRAT—2

g¥—98 OIPENS ONd



PNC SN8410 86—42

10 4
ZR~1~4
NZ—1~4
R NBS—1234~1236
S NBS5~1237~1239
D
(%)
5 -
b I T T
0 50 100 150 200

ICP+DCPREAFE (ppm)d

Fig—7 »7=v4&&RSDOBAR
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200 4 NBS — 1236

\BS - 1238

ICP

DCP

100 A

& NBS — 1235

NBS — 1239
{ ppm)

SD = 2. 0466
R=0.9995

NBS ~ 1234

NBS — 1237

1 T
0 100 200

= A & (ppm IDMS &)

Fig—8 ~7=v.08¥s 77
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Table— 4 fskiE: & [CPATEORE R

" i s B 1CP « DCP DR
= g
RSD (%) FEE(%) RSD (%) EME (%)
ZR—-1 7.5 1.68
ZR—2 7.9 ‘ 1.84
8.3 2.02
ZR—3 8.6 3.33
ZR ~4 9.1 1.23
NZ-—1 9.5 8.94
NZ -2 11.4 2.46
10.2 4.44
NZ -3 10.6 2.80
NZ -4 9.2 3.54




X ¥ 3% B Count (X 103)

—O0— ZR—1~-14

—A— NZ-—-1~—4

—— NBS — 1234 ~— 1239

SD = 5. 7668
R=0. 9955

| 1 | ] | 1 ! 1 L

Fig—9

60 80 100 120 140 160 180 200 220

Hf (ppm)
HEDFEEZACELXBESNERICLBHIOBRER (Filter in)
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8.3 &1 EHXFEEER
8.3.1 HHRRUFHM

ICPREANITERB I 2B THOREBAR (C) 3, §93.67~167ppm Z1, #:0.51~
864ppm Zr, 70 A040~653ppm/ Zr, = v 068~1048ppm/  ZrTH-f &
fz, BECf#iZ, §9999~8181ppm, Zr, # 283~ 466 ppm/ Z 1, 754L84.7~478ppm/
Zr, =94 n90.0~907ppm ZrTHY, SHOAWHTHO T 32 4HEE KRR
L >TEDBB LN, LdL, E1ELEARBONR LB ITHEOSTERII -V bt — 5
HOTERIORSERICASRET BUSTVEZEL OO, $/, XRAEROATERICD
WTiE, JIS Z—-8402 4 « SEROFEEEA] iItEO0T, FMRRUEFROAIT HE%EZ R
% 1 CP RIS ik DA H% 37 L /<.

HFEREFP— 01 ~P— 06 ON#ERE LT L HTTable—5~TTable—8RL7, TOHE
Bho, ICPREXAMTECBT BERTADRSDIE, §90.87~1.85%, #0.98%~ 2.47
%, 705 0.63~241%, = v r12T~290%BTH0, JISHIH: (LESFE) SHEL
THRODITNHDTH -7z,

AW RO SITEREIc B 2 i ER, 79%2BR<4%, 704, =9 S VIO OTEHARE
BEWREREL /NS (B -TED, ICPEASITED N7 Y £IVNENT EERL TS L
L, TTRAARBESFEREL OREXSBERE-TED, B LARHASITECEEOH 4P
PREVTEDG -1, Thid, MO I TRIENTTFOFNBEESBE N &+, TFDLF
MALERHICERT 250 EEZoh, SHORFTBBETHS5,

WEEIEEL, SHICLZHFAPNTERBERELTCVWSEZR—9 (P—04) RUZR-10 -
(P—05) &2 T, {LE¥DTEL ICPANEORE E RSD &K LAHZRELRT. T
LT, ZR-10D=» F RO/ I CPRERMTEORFER, FEE, BiiiligE L bicdk
FRTMEICHRL T2 ~4EREEBSATEYD, ICPREAFNEORERSTBD THNT Lm
LTWw3, g/, ICPREMNTEORSDIY, 4AKLBKIBUTTHY, BidLEATET
RSDOEWT S, 70420 TR, 0 3.08 B4 1L40%Bic, 70 LD342%H1.25% &
W2 fseES OIS,
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{25347 & 1 CP DfEE g o—F

(%)
ZR-9 ZR-10
TG E S$n Fe Cr Ni Sn Fe Cr Ni
= F B’ (%) 1.50 0.170 0.0869 0.064 1.40 0.165 0.083 0.061
| {bZ | 0.023 0.0020 | 0.0015 | 0.0004 | 0.026 0.0013 | 0.0020 0.0005
287 77 L SRR SR R—— SRS A P . ST
ICP | 0.012 0.0006 1§ 0.0005 | 0.0005 | 0.015 0.0008 | 0.0006 0.0012
itz | 0.036 0.0000 | 0.0019 | 0.0008 | 0.049 0.0029 | 0.0026 0.0005
[TE1F 7= 1A S SR N——— SRR SRS WS SN BE—
ICP | 0.008 0.0035 | 0.0008 | 0.0007 | 0.024 0.0042 | 0.0008 0.0038
RSD [{k% | 2.60 1.12 3.21 1.25 3.57 1.69 3.64 1.15
(%) ICP | 0.87 1.88 1.32 1.27 1.85 2.38 1.17 2.90

RIT ICPRAGITHEOEES TH B, ThiZFEREICRT 2 [CP airEoERH TRHET
%5, Fig—10~Fig— 13 iARLAEREL ICPHITEDIER Y 5 76435 K 5iT, BT
FOMBRENIT 0.996~ 0.999 BB ShERHICTT 5 [CPAHTEOEMMRIFTCHLL AR
LTW3, £fz, RREINT3£E, 99F-003~+0.03%, $—0.007~+0003%, 7o
LH—0.001 ~+0003%, =wri—0001~+0003FTH, §F, FicHs\TIIREN
BROBRSHITWG, 706, =95 vERRMMEH LTEAZRTERBSR S, UL,
LROOEF, Ywo=9 aBEBNMTORELEBELETORBETEIDTH -7,

ZR—1 (P—01) o#%o ICPHIER, BRNMEKLE L TRIGIKEWEZRLTWSS, |
ISHHrE (J1S H—1654—1985, 1, 10— 7 =+ ¥ b o ) YIRERER) KL DEARET
WofcdkTd, ICPRIMEL—BLAEERETED, ROFXRNEZRETLEDHLHI LD
oty TOHBIRDSWTHE, 9. 6THTRIRRAZ BTV,

FRERL SHAATR, EREOARBFT ATV I8, STEERUVRERKFICL LS
FEORDIBDONLEL 7, T, SFBEOSVTHEBRNT S, =y VvOERKMMD 3
SPRTE R 2T EAEB OIS, SFROBVWIIZHTHEOFTREEZZBDONLEI T,

RiICHEREEDPO D va =9 AR, E2005W/ VEZ itk LT, fio 3 5T
B LOW/ VHZric BRSNS, Y=y ABERLBEREOEZRIED ShTF, ALK
DEBRBOTIRO0EW/ VL Zr THTRUEEBNEETH LT L0 o7,

ARHARD ORBBED, F€036NRWLT, o 3SR TIR22NE LTW5EA, T
DOHBRECLZEBEOELED ONEP -7, Thid, =Yy 7 27y F ¥ 7 PYNEE
R L AMESRICLZ D DEEDN S, [CPREESITEICE T 2 NTZEEEDO R ONT
i, B TREEREZT-TVWADTIETHENS,



(Sn) Table— 5 [CPRJEDHIEFRRER (5 1ED
=y % P—01 R—02 P—03 P— 04 P —05 P —06
= i ZR—1 ZR—3 ZR-4 ZR—9 ZR—10 JAERI Z-—9
{bLEATE (%) 1.89 1.31 1.09 1.50 1.40 1.47
1.92 1.25 1.08 1.50 1.42 1.45
o 1.89 1.28 1.10 1.52 1.38 1.42
2 1.84 1.28 1.08 1.54 1.41 1.42
- 1.89 1.29 1.12 1.51 1.45 1.46
E | 1.88 1.28 1.12 1.51 1.44 1.46
1.87 1.28 1.12 1.50 1.44 1.46
5=
1.88 1.29 1.13 1.51 1.45 1.47
xr & 1.88 1.29 1.14 1.52 1.46 1.47
+ 1.89 .29 1.14 1.52 1.45 1.48
(%) 1.81 1.28 1.10 1.49 1.39 1.46
Fe@mE 1.87 1.28 1.11 1.51 1.40 1.48
1.90 1.27 1.12 1.50 1.43 1.44
o OE (B 1.877 1.280 1.113 1.511 1.427 1.456
EREE (%) 0.028 0.011 0.020 0.013 0.026 0.020
g RS (%) 1.51 0.88 1.81 0.87 1.85 1.39
HFEE (%) 0.031 0.010 0.008 0.012 0.015 0.014
FNERE (D) 0.103 0.032 0.027 0.039 0.050 0.045
B (%) 0 0.006 0.002 0.006 0.024 0.016
FREEZE (%) 0.065 0.031 0.076 0.033 0.092 0.066

Zv—98 01%8NS ONd



(Fe) Table—6 [CPHRESITLRZEERER (B 1ED
= ¥ P—01 P —02 P —03 P —04 P—05 P —06
i H ZR-1 ZR—3 ZR—4 ZR—9 ZR—10 JAER1 Z-—-¢
LAl (%) 0.075 0.171 0.214 0.170 0.165 0.148"
0.069 0.174 0.216 0.174 0.167 0.148
s 0.069 0.178 0.219 0.176 0.165 0.148
5 0.065 0.178 0.217 0.175 0.167 0.146
i 0.067 0.173 0.218 0.168 0.164 0.147
M 0.067 0.173 0.218 0.169 0.164 0.146
0.067 0.173 0.217 0.168 0.164 0.146
i
0.068 0.174 0.217 0.170 0.165 0.148
= T £ 0.071 0.175 0.218 0.170 0.166 0.148
- 0.069 0.175 0.217 0.170 0.165 0.148
(%) 0.066 0.170 0.212 0.167 0.156 0.145
FEe8mE 0.066 0.170 0.213 0.167 0.157 0.148
: 0.068 0.170 0.215 0.167 0.158 0.143
T B H (@ 0.0677 0.1736 0.2164 0.1701 0.1632 0.1468
ElsEE (%) 0.0017 0.0028 0.0021 0.0032 0.0039 0.0016
xS RE (%) 2.47 1.58 0.98 1.88 2,38 1.09
RAKsE (%) 0.0015 0.0012 0.0012 0.0008 0.0008 0.0014
FAHEE (%) 0.0050 0.0039 0.0038 0.0019 0.0027 0.0047
ARG (%) 0.0008 0.0027 0.0020 0.0035 0.0042 0.0008
FRE#FEE (%) 0.0043 0.0102 0.0075 0.0127 0.0153 0.0042

¢¥—98 DIP8NS ONd
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(Cr] Table— 7 ICP R oiritEREEEE (B 1ED
=) b2 P—-01 P—02 P—03 P—04 P—-05 P — 06
B il ZR~1 ZR-3 ZR—4 ZR—9 ZR—10 JAERI Z-9
L ArE (%) 0.044 0.104 0.134 0.069 0.083 0.097
0.045 0.107 0.136 0.068 0.081 0.097
[ 0.045 0.107 0.136 0.068 0.082 0.097
5 0.046 0.108 0.137 0.069 0.081 0.096
i 0.044 0.108 0.134 0.067 0.080 0.095
#w 0.044 0.106 0.134 0.067 0.080 0.095
0.044 0.106 0.133 0.066 0.080 0.095
#
0.044 0.106 0.135 0.068 0.080 0.096
a & & 0.044 0.106 0.135 0.068 0.080 0.096
0.044 0.106 0.135 0.068 0.080 0.006
(%) 0.046 0.106 0.133 0.068 0.078 0.097
FeEE 0.048 0.106 0.133 0.069 0.080 0.097
0.047 0.107 0.135 0.089 0.080 0.095
T B OME (%) 0.0449 0.1064 0.1347 0.0679 0.0802 0.0960
BEHRE (%) 0.0011 0.0007 0.0013 0.0009 0.0009 0.0009
EiEEmE (%) 2.41 0.63 0.97 1.32 1.17 0.89
R PNAEEE (%) 0.0004 0.0004 0.0007 0.0005 0.0006 0.0006
BTAHEZ (%) 0.0014 0.0014 0.0023 0.0017 0.0021 0.0021
FrRATEE (%) 0.0011 0.0008 0.0012 0.0008 0.0008 0.0006
FiAHEE (%) 0.0041 0.0023 0.0046 0.0032 0,0030 0.0026




—gg.—

{Ni) Table— 8 [CP#toirftia)RERER GE1ED
= ¥l P—01 P —02 P —03 P-04 P — 05 P — 06
FE] 3] ZR-1 ZR—3 ZR—4 ZR—9 ZR—10 JAERI Z-9
(b2t (%) 0.023 0.073 0.095 0.064 0. 061 0.057
0.024 0.074 0.099 0.064 0.060 0.058
B #® 0.024 0.075 0.100 0.063 0.063 0.059
7 0.026 0.074 0.100 0.063 0.060 0.056
o 0.024 0.074 0.088 0.062 0.060 0.057
N 0.024 0.073 0.098 0.063 0.060 0.057
0.024 0.074 0.098 0.062 0.060 0.057
B
0.025 0.075 0.099 0.063 0.060 0.058
@ F & 0.025 0.074 0.099 0.063 0.060 0.058
0.025 0.075 0.099 0.063 0.060 0.058
(%) : 0.024 0.071 0.094 0.061 0.056 0.055
EameE 0.024 0.072 0.096 0.062 0.057 0.057
0.025 0.072 0.096 0.062 0.059 0.055
E o5 E @ 0.0245 0.0736 0.0980 0.0626 0.0596 0.0571
BitRE (%) 0.0007 0.0013 0.0018 0.0008 0.0017 0.0012
fanERRZE (%) 2.75 1.78 1.85 1.27 2.90 2.17
BTPIsEE (%) 0.0006 0.0006 0.0006 0.0005 0.0012 0.0010
FREEZE (%) 0.0021 0.0019 0.0021 0.0017 0.0038 0.0032
ARG (%) 0.0002 0.0013 0.0019 0.0007 0.0014 0.0009
SR E (@) 0.0016 0.0049 0.0069 0.0027 0.0057 0.0037
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2.0
ICP
%
jlﬁ
il
i
&
(%)
1.5 -
SD=0. 0220
R =0.99%4
103
L . ,
0 1.0 1.5 2.0
fbESFHE (%)
Fig—10 93¢ 0HEEs 7 7
SD=0.0012
R =0.9996

0 0.10 | | 0.20
ILZESHME (B

Fig—11 #0777
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0.15 -
ICP
£
ﬁ'f:
43
#r
&
(%)
0.10 -
0 08 SD=0.0017
o R =0.9983
| E— l .
0 0,05 0.10 0.15
kS E (%)
Fig—12 /i@y s 7
0. 10 -
~ ZR—4
ICP
i
g ZR—9
i ZR— 10 N SR8
o JAERI Z=0 2 .
%) N
0.05 -
~ ZR-1 SD =0, 0016
R =0.9975
T |
0 0.05 0.10

fbZEaHE (%)
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8.4 & 2EMFER
8.4.1 ®FRRUFHE
F2EEEERTE, Y=Y LE2PORHYBRMNCEE L TARET >/, 3250 ),
i, =v Ay, 2V TFY, =9 5 VOERKIF ARDIFTFN, TAHI=0L, V¥ TRATVOE
BICE 3HESIHRAEEM LI, 7, =/ 2 vy a3l —drERBE T -7z, BT, T
I=T L, NN, BYTFY, FEY, VIR TVOEREDCPEAESTETIT .8
2 [E[EREBRIC B 2 SRR ME, 2doatriitkicE 1 bIHEEER & F—&HTEEBL,
H2MEERE, $1ELEERE BT EE, ppmAd —~ 5 —DEEEFERS OERTHS
fehic, FFFTARCTMCET 2B EBLSANIEKRE L, FLBBRATHETHD, FRS
e B U 2BEDRNY Y 727 v i, FlOBRESEIRICKEL, ¥ ¥ 727 Y SINICP
FHRSVTEEBH S E 5100, SHROMEPBETH S, LbL, a~wh, =viy, =
) TFY, =4 TREF S YIEEORFKR, REOBREL/NEL, FRECHT 2 EHES bEIF
DT, THheDTEND ICPENAATEOBARTAAETH L EPBHLHLEE -1,
F2EHERERICBT 5 REHEOBRHBR (CL) XU BECHHEIR, Table— 2IKE LHTR
LT0ad, AT TROTOL A IEE, aFBRcL-TE~30BFREDESHE, C
NOOKRP D, ICPRUDCPREAMFHICH T 5 RBMES OER TR, 10~100ppm,/
ZréEAbh3, k£, H1EHKEEREER, F2EEFERRICBWTS, SHrEE, &
BERP o O va =y s BERURBRIC L 2 EREDRENLED 3BH o - 70,43,
AEREOFMTHWTWARREL R, 3HNOEESHTE (ERAHH) TH5S,
P—07~P~ 12 D#[ERER % Table— 9 ~Table— 17, EEE L ZREOHE 7 7 7
Fig— 14~Fig— 21 R L1,
1} 7woi=9oai
HMTETICE ) ZRMBER (Cu) 1, 2.75~142 ppm//Zr, BEC{#HIE, 95 ~1721
ppm/ZrTH YD, SERBICENSS S, |
FRME (LEHFE s 5488013, Fig— 14177 & D KBRS 0,999 A3 S, il
BRRBHEEEES LT 050 -7, LL, EBBEORSDIZ3.94~202%8THY, h
BIEESREOR 215 E0, [CPREFTEREDOT NV =Y sictd 2 HTEEL (L P54
BEEDF TR ENMF -7,
TI=9 LAQERICHRATEIDCPREATEERA VTV AS, ICPHRASFELDCP
RS L TERBIEEZERFD ohidh -7,
(2) aswh |
345.35 nmk U 228.62 nm @ 2 BEOSFESE VS, Bi%EERO DCP R ITET
AU SNERHFRTS 3, ERIEI, HMTBRERCAITHICL 5 REMNTRD RSN
7o
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EEER, BRELRFE—RERL, HEFERREFig— 15IKRTLI1 09987 T -
oo L L, 10ppmBlTOEEE BT 2 RSDABIRICASZ S, RiEicBIT 3 250 DF
BEARZ 10ppmBELEHLNS, CHIRBECHE66.7~ 175 ppm Zr D 1,710~ 1720 fii
(RRLoERTRME) &—FKLTH3, .

DCPREEMTEI B 2HELEER, [CPRASFELLET S L, DPHEBLHITH
%o

(3) $A

FiEiC L BHHOMBRBR (CL) &, 0.77~22.5ppm,/ Zr BEC{HEIZ, 59~ 1825 ppm/
ZrTHO, FRATIHE, HEHIL - TEBBRD SN,

SR, 324.75nm& 32740 nmD 2EHEOSTEHBH VS H, ERMEDLERENLTS,
324.75 nmZ AW/ EXLECETREE—BLIEEE - T3,

ERER, SEFC 0 TATFOBRENKE L, HrfEicdd 2 ERS S, HBEHFK
09883 TH DL > T B, f-T, AL ZHADERICONTI, STEORELSHIS
FZORNBAHETH B, :

) =7Fxvon

Rl —HEASEREITYH, I 27955 nmASH W S hiz, BEBAR (CL)i30.079ppm
Zr, BECEiZ6.7 ppm, ZriBEIRT,

SEEMN LA RBRR O~ 74 v 7 200 BRI, 2T ICPREFFEOER TR
ppm) T TH-7cfcdd, KABRFRGEDFHDF— 7 QBB T -7,

W.vyﬁy

vV I Y ORFE, 257.61nmé 293.31 nmo 2 WEAE L SR TV S, HFEick 3
EREDORD 3BD ohiihb o/, Tf, FRMICHT 2HMEELEHTRIFTH Y, 8K
i3 0.9967TH - 72,

STHER, XRE6 ppmTHS P — 1058 (NBS —1237) #BRWwT, wFhd RSD
10 BLITFTHY, METEXEERTH -7,

FEEi L ZRMMBA (Cu) 3, 0.23~208ppm Zr, BECHEIX, 284~ 188ppm/ Zr
That,

6 =y IFFv
SHriiE, 313.26 nm & 202.03 nm®D 2EEAH W SH, BMRTRDCPRAESFEIR LD
ERET -7, IFBROMFELBEREORY RROW A T, T, FINRUHR
BB 57— RO b/hs <, ZAREicd 218691 ERHEL 0.9999 BB L h BIF T
Hoto,

FREICLDMEBRR (CL) i, 1.16~412ppm.~Zr, BECIEIZ, 74.3~ 254 ppm/Zr
T%')f\:o
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(7 == 7

Ak b, =4 7ORMBR (CL) &, 3.27~149 ppm Zr, BECHAL, 131~470
ppm,/ Z1 TH o7,

STEIE, 309.42nmé& 31950 nm O 2 XAV SN TWBE M, FiRic L 2ERMBDREOD
FEAD SN - o, FREICITY 2MEBMIE, HRERE0.9999 BB oh, BHTRIFTH -
7o

8 F 5 v

B rFoREBEAR (CL) &, 0.37~123 ppm, Zr, BECEE, 19.0~812ppm /
Zr TCH -7,

Sz, 365.35nm, 334.94 nm&UF337.28 nm@ 3THAA VL SR TL B, ST
L AERBEOERBEDONLP T, Tz, BMTDCPRAESIEEANTVSS, ICPH
AT EELOERBEORYIRONIEL o7,

DB, RSD2~5FBELBIFTH B0, 10 ppmEEOCEREITHE VT, RSDI4E
LD, BEESPDPARE G, RRERNT MG, P-08ER (ZR—4)EHRWIRHET
H5B, P—08I2oWTRERMELD 10 ppmIBEEMEEE/4, TOfIKOVTE, FRATR
AR ET-HET A, BRORTENED LV EOKRESTED, CORFHKRIZL6E
THBNTNW3B,

Q 2vIzxRFv

IHAFHHERICEBML, BRTIE, DCPREASITEEH W THHZET » oo REORE
RS (CL) i3, 6.49~30.6 ppm./Zr, BECEIZ, 382~ 1185ppm,/ ZrTH -7,

SHT#E, 22045nmé& 40088 mmPBHVSh, BERBBRODCPHERAESTECHV 125
WETH3,

EREE, A, Fflidtic sy v 2 BKE L, HREER, BRETRSDI16.2~ 255 %,
BB TRSD357T~587THTHY, HIERETRESRE L,

FREEd 2 ERS I, MR 09907 TH O, MTRICHET 3 LHKE-THED, &
BEAHTERERETEIENKE D,

MTEERUSITEICL 2R OFMicoWTid, HWRE, WRFHWicBD 3 TEED
EPREVIDICFHFMIRETSH 5,



(A1) Table— 9 ICP®RESrhEERER E 20D
= ¥ P —-07 P —08 P —09 P-10 P —11 P-12
1B 2] ZR—1 ZR—4 ZR—8 NBS— 1237 NBS — 1238 Zr (EhER4h)
L3478 (ppm) 54 104 - 21 120 * <50
59 107 63 21 124 44
B W 58 97 60 16 118 43
vil 55 107 62 20 122 44
. //__,,_
W -
o
=
62 115 64 14 127 59
= 4 59 121 62 15 131 58
56 122 61 20 139 56
ppm 56 111 58 25 118 47
Ee@mE 54 110 57 23 119 45
¥ 15 fE(ppm) 57.4 111.3 60.9 19.3 124.8 49.5
EiEFEZE (ppm) 2.6 8.2 9.4 3.9 7.4 6.9
i EHaEE (%) 4.53 7.37 3.94 20.2 5.93 13.9

6v—98 OTPBNS ONd



(Co) Table — 10 ICPFNEHHrILEFEBRFER (FE2ED
o # P — 07 P —08 P - 09 P— 10 P—11 P—12
& ] ZR—1 ZR—4 ZR—8 NBS— 1237 NBS — 1238 Zr (FREmiRHL)
{LESHhE (ppm) 2 15 - 5 40 *< 10
1 14 <1 4 39 3
B % 1 12 2 7 37 8
vl 1 17 3 10 43 5
» 1 16 3 6 40 1
I 1 17 4 6 41 9
1 18 4 6 40
g
17 2 5 40
&t & 16 1 6 41
= 16 1 5 41
ppm 1 16 2 6 41 1
FeHE <1 14 <1 6 40 <1
<1 15 1 5 41 < 1
E ¥ fElppm) ¢ 1) 15.7 2.1) 6 40.3 ( 24)
H#E%:  (ppm) C0) 1.7 1.2) 1.5 1.4 ( 21)
HxHEERZE (%) (0 ) 10.7 55.9) 24.6 3.6 ( 87.5)

Z¥—98 0IP8NS ONd



(Cu) Table— 11 1CP oM iku LR (F2E)
= i P - 07 P — 08 P—09 P—10 P —11 P-12
= | ZR—-1 ZR—4 ZR—8 NBS-— 1237 NBS— 1238 Zr (FRETIRHE)
{23 (ppm) 16 52 - 5 86 * <720
20 49 16 4 85 2
o % 19 47 14 4 a7 3
o 20 48 16 5 86 4
i 18 50 23 7 93 5
WM 17 47 19 9 96 7
16 50 21 5 94 5
=
11 45 20 1 104 T
= & £ 10 42 22 6 100 2
11 44 22 4 102 3
ppm 13 35 20 4 95 11
ERot k= 12 35 18 4 97 g
¥ i3 E(ppm) 15.2 44.7 19.2 4.8 94.5 5.3
EH#EE (ppm) 3.9 5.4 2.9 2.0 6.4 2.9
X EREE (%) 25.6 12.1 15.1 41.7 6.77 54.7

g7 —98 0T¥8NS DNd



(Mg) Table— 12 ICPREXHIrLFIEERER (F2ED
= b P —07 P — 08 P - 08 P-10 P—11 P—-12
i 15 ZR—1 ZR—4 ZR—8 NBS— 1237 NBS-— 1238 Zr (RHEIRED
235748 (ppm) I P sy
—
[
o # I
ﬁ} —_-_——__’____
- <1 <1 <1 <1 <1 <1
W <1 <1 <1 <1 <1 <1
<1 <1 <1 <1 <1 <1
i
I
E & |
. /__’___’f_,,
ppm ——_—________________-———-——"‘_
EomE .
[
E 5 {#Hppm)
B#EFEE (ppm)
MExHEREEE (%)

¢¥—98 O0IP8NS ONd



(Mn) Table—13 [CPFEoHrIEEREEE GE2ME)
= ) P—-07 P —08 P —09 P—10 P—11 P-12
b3 M ZR-1 ZR—4 ZR-8 NBS— 1237 NBS— 1238 Zr (PREBERHD
{LZERTE (ppm) 10 22 - 6 54 * 20
14 21 12 4 53 8
i/ 13 22 12 4 51 7
2 12 21 11 4 52 6
i 14 24 14 6 56 8
#o@ 15 24 14 6 56 8
14 24 14 6 56 8
i
13 23 13 5 54 10
& & 12 23 12 6 59 10
* 14 24 13 5 59 12
ppm 13 22 13 6 53 8
FEemE 14 22 12 6 55 8
14 22 14 6 53 7
E i {E(ppm) 13.5 22.7 12.8 5.3 54.8 8.3
EEFE (ppm) 0.9 1.2 1.0 0.9 2.6 1.6
HExERESE (%) 6.70 5.09 8.03 16.6 4.68 19.4

27 —98 0I¥8NS ONd



(Mo) Table—14 ICPFLTHTHLRIESHER (GF 20)
= 2 P —07 P —08 P —09 P—10 P— 11 P—12
g M ZR-1 ZR—4 ZR-8 NBS— 1237 NBS— 1238 Zr (PpEHiREE
b5 4rE (ppm) - - 48 11 128 -
<1 <1 44 10 121 <1
C7 B <1 <1 46 9 119 1
5 <1 <1 47 11 123 2
i <2 <2 43 8 124 <2
FR | <2 <2 47 8 120 <2
<2 4 46 10 128 <2
]
2 2 46 1 127 3
x & <1 1 45 12 129 1
# 2 2 46 11 129 2
ppm <1 3 47 7 131 3
oM 1 2 45 9 128 1
<1 3 46 8 132 2
E 3 {E(ppm) ¢ 14) ¢ 2.0 45.7 9.5 125.9 C 1.8)
misE%  (ppm) ¢ 0.5) Lo 1.2 1.6 4.4 ¢ 07)
s EE (%) ( 36.3) ( 47.7) 2.70 16.5 3.48 ( 39.1)

g7 —98 0IF8NS DNJ



(Nb) Table—15 ICPIErHERRER (F2ED
= ) P —07 P - 08 P —09 P—10 P11 P—12
& & ZR-1 ZR—4 ZR-8 NBS— 1237 NBS— 1238 Zr (FReizgl)
{LE24HE (ppm) - - 201 104 604 *< 30
2 2 216 102 608 9
B B 10 9 221 108 610 10
£ 5 5 218 105 601 7
i 3 4 205 103 613 6
@ 2 4 206 99 615 6
4 4 205 100 616 5
i
5 5 207 104 619 6 .
= & & 4 3 208 104 625 5
7 2 204 105 625 4
ppm <1 1 203 104 604 2
EE|mE <1 1 198 103 602 2
<1 1 201 99 607
S ¥ f#E(ppm) ( 38) ¢ 34) 207.7 103 612.1 5.2
HeEREE (ppm) ¢ 2.7) ¢ 23 7.0 2.7 8.2 2.7
BxEERE (%) C 71.1) ( 67.7) 3.39 2.59 1.34 52.1

¢7—98 0TF8NS ONd



(Til Table—16 ICPFEOIritAEBRER (5 2@)
= % P —07 P —08 P —09 P - 10 P—11 P 12
& 5 ZR-1 ZR—4 ZR—8 NBS— 1237 NBS— 1238 Zr (HEiRi)
{LZE53HrE (ppm) ¢ 5 ) 56 — 14 96 *< 20
<1 46 <1 9 97 <1
B M <1 41 <1 10 92 <1
72 <1 41 <1 13 92 <1
- <1 47 <1 11 96 <1
v i <1 48 <1 11 96 <1
<1 47 <1 12 96 <1
#:[[]: .
1 47 1 12 97 1
" & & 1 48 <1 13 96 1
<1 46 <1 11 96 <1
ppm <1 45 <1 13 97 <1
& & <1 48 <1 15 100 <1
<1 49 <1 14 08 <1
E ¥ {E(ppm) Cc 1 46.1 1 12 86.1 1 )
EHE2E (ppm) C o ) 2.6 ¢ 0 1.7 2.2 ¢ 0 )
HxHEERE (%) (0 ) 5.66 (o 14.2 2.33 € 0 )

¢v—98 OIV8NS ONd



(W) Table—17 ICP¥RNTLFAEERZR (5 2D
= £ P —07 P —08 P~ 09 P— 10 P11 P—12
P} A ZR-1 ZR—4 ZR8 NBS— 1237 NBS- 1238 Zt (RPEERAL)
153 4E (ppm) 15 73 132 23 104 -
13 52 123 27 107 <1
& 14 52 127 25 114 <1
% 10 46 129 16 107 <1
[
i [
C | ]
——'——'—"_’__'_.__._‘_'_'—_.—_
%
21 87 131 21 127 <1
@ F £ 21 72 131 21 122 3
16 72 126 21 118 3
ppm 13 55 120 25 115 3
Foamw 14 54 120 26 116 1
¥ B {E{ppm) 15.3 58.8 125.9 22.8 115.8 1.8
EiEE®  (ppm) 3.9 10.1 4.5 3.7 6.8 1.0
HEHEREE (%) 25,5 17.2 8.57 16.2 5.87 55.6

¢7—98 0IPBNS DNJ
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200 1
ICP
#
5]&
o
i
1 ZR—4
: ) T\ % NBS - 1238
Ppm
: 100 A
. ZR-1 SD=1.8198
' R =0 9992
N\ NBS — 1237
L] L)
0 100 200
tESWHME (ppm)
Fig—14 7Twni=v OS5 7
50
ICP
15
j}é
2 v NBS - 1238
tr
B
(ppm)
25
ZR—4
SD = (. 8492
R =0.9987
 NBS-— 1237
ZR 1
T [}
0 25 50

{bE A4 fE ( ppm)
Fig—15 zas-swbhoEE7 57
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100
ICP
F
# ®. NBS — 1238
ﬁ} .
¥
&
¢pom) ZR— 4
SD =5, 5927
7R—1 R = 0. 9883
NB - 1237
T T
0 50 100
LtZESHFE ( ppm)
Fig—16 $H0tEET 5 7
100
ICP
E
i
il
i
# NBS — 1238
( ppm) kY
50
SD =1, 7557
R = 0. 9967
[}

0 50 160
ftZE 3 ME ( ppm)

Fig—17 =Y A O 77
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200
ICcp
3
ﬁlﬁ
il
#r
&
¢ PPm) NBS — 1238
100
SD = 0. 3460
ZR—8 R = 0.9999
NBS ~ 1237
[ I
0 100 200
itZE5HhE (ppm)
Fig—18 1) 7FvOBEEs 5 7
600 1 “ NBS- 1238
ICP
%
j’é
a1
Hr
& 400
(ppm)
200 -
SD = 3. 1861
R =0.9999
) ~_ NBS - 1237
z T T
0 200 600
LESHHME ( ppm)
Fig—19 =+ 708y 57
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100
ICP
3 % NBS - 1238
jE
2
i
il
{ ppm)
50
SD= 4. 3541
/ﬁigf R = 0. 9945
ZR—1
T T
0 50 100
itZEHHME (ppm)
Fig—20 F% OHEEYS7
200
1CP
%
j‘t
il
Hr NBS 1238
& — . ZR -8
( ppm)
100 -
SD = 6. 8831
R = 0. 9907
NBS 1237
ZR—1
1 ¥
0 100 200

ItESHME (ppm)
Fig—21 #vZ7z25 o875 7
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9. B H £ B

8.1 ERTIXAVRESEAFRLCKBINTIZVLDER

HFESFTICELED, BRTRERY 7 X<RASESIE (DCPRXEGINE) LB~ 7=7
LDERICOWTEBREBRZITY, BETEREBLRME LI

HEBRBRTR, "7 =T L0EOEE, a2 vadw ) o7 PR, BREEOHERY
HEXEOEBZCOVTHRE L. 3, ERXRELTHMROZR-1~ZR—4 RUNZ —1 ~NZ —
4% L, EROFTME, WETHRHTER L 2T HRMEMTIERIC L 390 E & OB AT
> 7o, RBROMMIT, BEEWUTRN S, '

9.1.1 HRRUEHE

NT =9 LADONFEE, 264.14 nm, 277.34 nm, 282.02 nm, 313.47 nm, 339.98 nm
D5 AREBEL, Hf BMRU YD =y aRFEFICO0T, SHED0.03~0.05 A O
FRF =0T, A7 P AEOSEERR, BREZFE~I. TOER, 282.02 nm, 313.47
nm, 339.98 nmid, AL KBO I = AOIERPES 2D EARRETHLT L5 -
7o

264.14 nmF ¥ 277. 34 nm %, Background @ FRZHEHEH R <7 b v EORBERER
DBEREFTES, LaL, 27734 nmiEif ¢ KBWIT = 9 ADRRT MAKEET 50
T, SEDORBRTII 26414 nmEAVB&iT L,

BOMEBILONTE, B SH-oLKREBRICOVTHR L, FOER ICPREFITETS
N3 & D BHEELRBEOHEBERD SN -7, Ciid, DCPREDHEORKUAS
TRV ZRIVF 7 RyTHEHVONTED, REEROZEASRIYEHNITERE LTV
POTHLEELLNB,

Ina=gaDe )y 7 2B, Ny 775y FBREOENSETHY, Yoz LT
ERICHALTNT7 29 LD RY b BERENT 250, v v 2Ry F U 7ick b
EBHKETHY, TERNOHNELG—~EL T3 0ENEE L1

EETROBEBICOVWTR, =4 7—-Inva=9y @28 F~OFEEOBRAEZERL, =47
DEBERIT L, 2OBENT =942 2g,/ mlIcHLT, =4 7300 £g/ ml £TOE
REHONT, =47V 3=v sBSEOREOBRHFETH S T L0570 -1,

EAMELTAW LI ZR- 1 ~ZR—4BRUNZ— 1 ~NZ~ 4 DHITEIR, RRMEICHLT
ZR—1~ZR—4T6~13 ppm, NZ=1~NZ~-4Ti22~26 ppmIBEDEEEB,
XHE#E(R#E (RSD) WZR—1~ZR—4T0.82~9.35%, NZ— 1~NZ—4T1.42~4.88
BTHY, MR JISHEELBLTHBIFTH -7z, £/, ZR— 1~ZR— 4 DM
THEIE Lo FHEHMES T L 3L B TRIFI—HBE o his
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DCP RIEDITER FREHEMTEIC L 57 2 9 L5 HHEER

{ppm)

EEN = ZR-1|ZR—-2|ZR—-3 | ZR—4|NZ—1|NZ-2{NZ-3|NzZ—-4
DCP fsko ik 78 122 168 202 59 108 155 190
@ A - e I 122 171 202 65 111 152 191
66 113 156 185

* BEMESITEO LB, Hi ESER A TR JAERL Z— (2%E#L LASRETH 3.
9.1.2 F & »

Eif7 7 A RAEFEMTECLENT =0 LOEEERETIE, Yrva=vLdwh) v2
ARy FUITEITICEICLY, BOTHVEE TN 72T LA ERTEREN D » T, 272,
TOERMEE, PHEFREMEMTELEBFI—BBR 50, OB VAFETH 2 BIRE
i,

9.2 UFHEEAFTERICKB NI ILOSH
M CRAMPRTRAMEANEC L B YN0 =9 AEGEhONT7 =9 AEREERE L i,
COFER, PRTFHSHEATEORE L FR S 2 5E T 5 n T SAL bOTHY, btk
THEEATECE D 2EERNROCMTRE O~ b ) v 7 MK & RARMNHRE—FiCL, #
DFBELERESAM LS ¥ 50O LOEHHIMEEL LT, #5326 — FEEZBALALOT
b B, FEOFERIZ, IHROBEERQICILRT 3,
9.2.1 HRRUEE

HEOHRIR, Fig— 22IRTLHK, Yna=9sdeREH 25 mg 225 HhTmE LT
IAGL 7%, AL O Cicfil & LT, S PRIIETERA/NE <, ho# 7 2LLoT
V2510, — CaO— Al ; O3 — CaF , ROEARK (AL 10 : 10 : 5 : 2) &Nz, E3 o
BT 1400 ~ 1500 “Clcim#h L THEIGEWEER # 5 2 B — FAE84 5,

—Jd, RERAEERANE LTE, BT v so—FERABLYva=v A (Hf 1§ 2
ppmEIR) TEHERR, BALAL0EHL, THIBARFIZINAITHRAE0BS & AR
R L CEBHON S R E— F & L,

CN5ETRIGA~ TBFATFHE (IHAS) THEMELAH, Ge (Li) BRItk 24
D 4000 7 + ¥ A VEEAFEEB O TRELE NG ™ HE O T BERIEL, ~7 = L AER
T3,

BT R EATEIC LB ZR— 1 ~2R— 4, NZ—1~NZ—4RUNBS— 1234~NBS
— 1239 DT = U LOFERER Table — 18 1TRY, COREEMD, FERLLBNTZILDE
BiEI} IDMS R ICPREEMIEI L BFERBELE B —BLTOS T ERSDo T,
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9.22 % &

b EF A2 ITER, AWERRCMI 2R FOETHAREE3600N7 =9 2 OEE
ERIELTD D BEHNUMTFRLEDNS,

HH TR, 772~ FEOIC AKX B ETFREMEDT REF LTV B, COFE
m;5n7:vA®ﬁ§E%§ﬂﬂ%%ﬁ%anwéoT@Ma—wqmnm—1~Nzé4@
N7 =9 LERER, ABELCLDDOTH S,

— 54—



Paa= AE5eEE 25 mg
& A

1400°C~ 1500°C

L
pig TRIGA - THFEFIF (GLEHRF)
BT HE : 5% 10 n/ cm® / sec
X 6 hr / day X 2 ~ 4 days

W\ 1~ 2 week
“
7 IHE 1Bl Hf (T,,,=42.5d, r=133.482 KeV)
Ge (Li) FEEMHIRFT 4000 7 + ¥ 5 i
=g

Fig—22 miEFREMEaITEICE 8,7 =9 ADERT

Zr—98 0T¥8NS ONd



Table — 18 dﬂﬁ%ﬁk%ﬂtﬁﬁﬁﬁ&ﬂc; BNT =y LAEBEE

(ppm)
B & # i ~ fE il A =S ICP % 3% & #7 & IDMS & (FE &
ZR~-1 84 78 77
ZR—2 129 122 119
ZR-3 182 171 168
ZR—-4 213 202 203
NZ-1 85 65 (66) 67
NZ-2 126 111 (113) 122
NZ-3 157 152 {(156) 161
NZ-—4 204 191 (195} 195
NBS — 1234 463 49 46 48
NBS—1235 95 +5 04 95 97
NBS — 1236 198 +-6 201 204 205
NBS — 1237 3143 34 31 33
NBS — 1238 178 +-6 180 187 185
NBS - 1239 M+4 82 76 79

{( JAJAERI

Z — 12 BHEDERE

¢v—98 0IF8NS ONd



PNC SN8410 86—42

8.3 BHEXBIWELEBINI=ZDLOER

B T, BOLXBAITECX D Yo =y afehDN T =y tARE L ERT S5
HERS L, ,

COHER, 49 VYAV 7409 —PHETROBERRMECELD N7 =9 4ERBICBT 3
S/ NIoBE ERT/57 v +DEDERE50THY, R TR, EROBMAMT Y rv bk (PNC
SN841—-176—04) RUSBRERMEEUNEEICY 74 vy —ZHE LSREREEL 2. £/, Al
MTRY 7 « vy —Fofic, RETHROERFBREEITIC LR LD, T Y+ OEDEIRE
%1870 |
9.3.1 HERUEER

BT, WEXESNERLENT7=I LDERBIRBIBY 74 vy — DB EHRT 571:

%, ZR—1~ZR—4RUNZ— 1~NZ— 4 0EHAREBHM 7Y v PR CHTHEL, C

OFEFE 43I B L CHBRIAT 2T » 7o HEOFEMESERTH —BNRTS

N7 = LOHKESTOKER, LKBERBON 7 =T AERER, WFhbERMEICH L TEE

TRt Ff, COERRBBICANFHREZRED NG, -7, LL, oY 7 vy —%
EHLIANAZ7=2v 2D ERER, Y74 V5 -2 ERALTVESOERMEIICY L T iR

BEPRDLON, LLbCOER, ICPAWERVHEMLOMETC—KL LETH S,

Fh, REROERSAEXTId (AIRELETEOEDERRES) &, Y7 5 —

EHALBOCEAD8.2~10.2 ppmEHLT, Y74 s —%fiflddL14~3.4

ppmé 3~6fEiKKEIN, THHPERBEDELEFEETHEDEELILGND, TDY T4V

$ —DHRICHOVT, BRTER—RXELS I va =y a KRN L DEWERE O XBEIND B
(TERE->THEROBRECHREN S 2 EHE Liod b, BREMTIeBARBERENE
KBS BY 7 405~ DNBEHAD ZEHET, BRIATY v b3S & FARICEERRHC

BOTHY 7409 —3S/ NHOR LIc#RHH 3 C EEMHPDI, TORRBEROFME,

SEER YR TBIRT,

COBEERNGOREDOPTHEE, "7V LD0ERIBBZIY 7 4 vy —DFHRILHONT

ROES5 B L T3,

RBHOD I dORBDR, Y74 05 -DERICE-TNy 777 v FREMED L, FOBER
CS/NEPHELAADOSDTHY, ChRYOBEEBRINENSHILA SoMErSE54 3
BEREBLD by 777 Y FBERFSTARREBOFVAEOTCEKLEZDDTHEEELD
No, TRBHE, Y745 —REaTNy 775 FRERES TS 1 RXEE, HILA &
OFERICHES TS 1 RXMI D SBBRESN S 120, HMEMICHT LA BOBEMAZ LY,
BRIICS /NEASH EL7bDTH B, Th, BETRINIZTLEDVI= T AREDN

v 777 FBEOZIKERT 37 Y +2BHT 270, 8¢TRONTRLEEEOSTVYT
TROVWCERFET> TN 7 73V FARBELRLEZA0AMBED LIEHE L, Sk,
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COBEOHRIE, Y745 —EBNENEAR, WoZ SBETH- e COBBELBER
BB TR T,
0.3.2 % & B |

BT ) o o b R OB XBAETHE, Y 7409 — 0 & BDESEHCED SN,
COFEIE BT =0 AOERME, 1CPREAFERODHE FHR LA 5 ERE
LEL—HLTHY, EEMOSVEEEL NS, |

7, WEXESWEZEBABEZENEE BV TE, RAHoEKIKL-TNv 277 ¥
FREORBER B ENELLNG, LiL, CALRDVTHY 7 vy —DERAPCER
RBEATAE, X0 EEEOSVERIENSE BN S T &5 T

0.4 NT=D5264 14 nMICHT BV ALDOHE

AT, [CPREMTEICET B/ 7294264 14nmiCHd 37 0 aDFREBOENL DI
LAHEAFERL, /0L B413mmOBHICE > TH7 =V LAHEDHELEZT 2FE R L
tze UL, FORBRETT- L2 THE, 70 rDFEREHTEIEETHALHELTEH
D, ERETEIORBIE-TY 0 1 OEEBEOEECESCENRD LN, T, F&HET
AARBEHORY » FERICERPIE- R 7 2HBETEI LD, 70 LOBBOEEE 1/
2~1/4CBRTEZLHE L1, BREEEZS2ZERT)I~0ONTR LI,

8.5 4w bUDLREEEONR

AT, ICPREEAREIR LB UVa=YABLOATICEY 54 v b ) ¥ AY)EEREED
PWEICOVT, (e by 7 RBE, QRBREBELS72—5ELT, 704, =y FMEDOT
ZORMEDRERE L1z, ' '

Z OB, REARTORBRBEOZHIECREENED v = v AROEBIC L 5 ERME
D35 Y FRWIECHEMNED i, COREORTE, REEROMEBEEOEHIIRL0.36 N
KBUAAEBEMNGL/2~1 /4 c@bL, £/, ABBRbO Y va =7 L BEORBIEL
0.02g Zr/ 50 mlicBFaRIERELH1 ./ 2D Ui, cild, ABERPOELED
FAME(IDREZ AHBROY VT =9 LOEE L —ERMA L NRETRE YO RNBE(LS)
WEZBEEFEHTHABEL, RAKL-> CTEOFNBE(NERELMBTEELETH S,

REHFERESZERW0~ IR 12,

9.6 ZR—1DHERUZR~ 4DFF¥ OESF
HIEEFE2HMERERICBCTHLNER - ZR- 1 OB BV ZIR—4DF 5 YICHET S,
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ICPHATELRRME L DEZDOEREHEST 3720, HREMTTBNTRTRBRET-72, T8
i3, ROBOTH B, |

TR, CORBRSVT, RIZ1L10-T7 =4 o) YEERERE (JIS H—1654) T,
FERFAYTVBRTOPOMBBIEEERE (JIS H—1662) TEREIT 7. TORRE, ZR
— 1 OMDOERMIEF ICPATEL—~F LI ENB L, ERoFRELD bEFEERLL, TO
FEREBFSHLTROY, RROBRESEELDSFBETH 12 LDHESH, 5H ] SHITE
L BRTNEDRE LBBETH 5,

ZR—ADF & VZOWTE, JISHIFRICXZERME & RRELICAERRERADONT, ICP
RAMTECL ZERELORE, HMFECRRNTIZETHS D LA SNILEER, TOPO
BBOTE, 7=90, =F THEEORERSOEBLEZIELOBENHY, DIFEEZSHT
F5 VEREORELBHETH B, —H, BAA /TlaEE— ICPEEAFEREEE ICPREL
STEOREDERE R, B —HLTVWRZEhs, SEO ICPAFENL DEEED S W E
LEZBN3, ' .

BT, Co2R8RHC VTR XEAIRER L VBERUF & Y OERET -T2, ZDEE,
JAERI Z—11~Z— 14%3E#EL LEERATRBVT, RREBETHLDIKEEEZDY
WMEELVWHOD, F9 YOO TEHICPAIML—FLELE LI,

PUEtoERE»MS, ZR— 1 DRV ZR—4DF & vitoWTIE, ICPHFES, LoiEEEo
BWMELEA LN, 5%BE, ChoD 2 nROETRERE LOADOXETHENBETE B,

RAERESETER~ TR LT,
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10, #5 A

HEEBROER, ICP (DCP) ST LEZ 7=y LWV IEEKFLLTD, TF,
%, 704, =y FVOERCAEDWTES S WIEIEEMMTES LT+ S EAESTERPD SN/,
1, AMPRSOEREBV T, ASKRIOMN EEREDOEE, EESZBIZLINHETD
Bh, asnb, =y A vEEO—HOIRCERESBED oh, SEROWE, UROILHOERET
— I RBHLENTER,

COEFREHREBELTESALHER, ROBCEHIND,

1} ICPRAEAHELCEIZN7 =9 LOERTRIEF, 4~20ppmTHY, Yva=9 L58F
D7 =9 AOBRBEERIET 25 EL LT, TARETE250THS, —TREREIR
FTIISHED 2~ 4 ffcEsh, B LAERER, ~7 =y L0ERMTEE LTHEz N
TV 3 IDMS BEpBE#E L TRES W, SplEFREHEATE, Y7 408 —ER0 708k
X@nEie £ 3 FREE BIFL—ESRoh, FHtogwF-sEELoh5,

J1S HBRUESE KBS & D FHREMNRD ST 3 BoEEEH ZR—1~ZR-4 i
VENZ—1~NZ—- 43, FECXZERMOBRL~18 ppmBESEORVEL »TW
RESERS O, SEHOERE D> TRNMERBETH LR -1,

(2} ICPRENEMTEIC LS, +F, 8 7u0s, =Y VOERKBY3HELUEER, vwih
H3.0%UTTHY, BITJIS LURLTLBROBOODTHf, &, TOEMSH,
BT J1Shic L2 EREE BIFS—HMBRS N,

FETHO Y REEEEEE, [CPREEAWBICEF 3V va=v adNy s 75 Y FRY
MEREEOEIC X3 RAEMEOLEGH A+ MFI T 28REH2FL LI LI,

(3) FHURHOERTE, MBBKETIERTHZ-OICHE EMsECEGERIOERLE
HEELTEB, iy v RT3, BEBKEL, FIREORESP S/ NIEA LD LHORHA
BURBETHEDEEELZS, LbL, a,uk, =v#iy, £)TFY, =47, ¥4 v 05 xHid,
FHSNTFHOBES DL, LEHHTHELO—RSBIFLOT, SEOERRIICL-TARES
it LTOBEMHHSTHERETHS LEBA LGNS,

Dok, ICPAWEE, BELKBE, FRs, BioEs% BEELLSRTO J1SHE
EHBLT BRI AHED, T, KEC LB, A-RARERTELROERMSAETSD,
YT F ¢ A OVOMNEBERHVIE, —BREESETC LB, L L, FEOBERIICE-
Tit, BHE UV =9 AOAERMARETH D, BLMBORERELERTLI LRIV =
Y ADHFE LW, EREEBRICEOTEAERE IMCEB ORI VI =Y A2AVTHEYE, BEY
3= kA 200 ~ 700 ppmiE EEE SN TR L EbNTE Y, 4EE, ORIV
o=y DSk, 796, =y kS HEARFTERL, ICPOREERELTY 5,

zok3k, ZETHWER—2AULa=9sid, HEOEVHOHFERSH, gofhicd, %
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CnT = LEDSFESBD TEN IV =y 2 REAF L, 2O MEFEEERICAITL
THWRLEND S,

7133, ICP (DCP) RESFECEZ IV na =g AR YLD =7 L&SDERAERFEICOW
Tit, BRETFAFAERO [ - FHARESNERS ] KB THREMSIThH, ~7=29 4l
JISoOERBFEE LTEESN, TTRIISHIEET —1986 (Yra=gsRUVrI=TLsh
EhONT =9 LOEEFE) BEHESh TS, £fs, 779 & 204, =97y VOERFEIK
DWTh JIS{LOHRETHERNMED STV 5,

Rigic, SEOLREBRRUCREREEOHECY DT~ 0@T, HTKBEETIHERORE, T
BEREV L =HANENHELOBRRESLICE BRBEOBRER LIS,
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11, & # X #

1) Aua—ER, RO35: ICP oy, LZofms, #1275, EilE

2) kith B WOAE: SfeEdie, EERE

3) SUMTHHFELRBRES: a9 sse0niTE (V) GFE - SRR IEER)

&) WHE, FHESMEES: BRNBEEST S A~ REARMIEC LS Vv =y LRU
INa =y AEEHONT =9 LEBLFEER, JAERI —M 85—028 (HAET/BHER

5) Bt: BREEFHEESE TS AvREDEANELLZ Vs o hOEERIEBOXFER,
JAERI — M 85—194 (HEEFHPER)

6) FEBEM: ICPEELOWE, EF1HI V=T AR Lol HONT7 =T LDER (HE
B3 '

7) FERSHEH: Vol.35 Nod4 October 1985 (FiFHISH

8) TECHNICAL REPORT #307: dc Plasma Emissio An Analytical Technique
(Spectra Metrics)
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ZEER ()
DCP RAH I L5 9w a =y 4
GeH DAY =Y bR %O RE
g ®)
. B 9

SHAT MRS TEREERE LI ZR—1~ZR—4 NZ-1~NZ— 4 REERR O EZRELR
B9, SEOERFTETE- 7, '

2. EBRUSE
2.1 & @&
FANNIITERE | SMIKER Y 7 X=RAMESRE
Spectra Span II B

pa > B:0.75my Iy —F—HGNE
6l % F oz A BETET
W B @ [BH: 1900~8000A
St H:ERTVIT VT3 X<
woX B OR:10®

2.2 B K "

1) HF (46 %) . SERFRE

2) HCE D AR

3) Hf FHFE Bk 7 =9 4029 gxAL£50iFIkED, HF (46%) 3méEMAT
P PR TINBERE L7cDb cone HCE 20 mf ZMMA, KT 250 m¥
RIARTSRIRKART w7 LI (1 mgHf /mf)

4) Zr BERE D b =9 46754 gxHESDXICED, HF (46%) 15 mf =M
ATHY BN TINEERLIzDB, cone, HCZ 20 mé&%MA, /KT 250
mfEYARTSFRAAIKART w7 L1 (20mg Zr/mé)

3. EBbomH
3.1 SMTROEE
ARZ MVRDOBEIESM IO D CPREESAMIEREEZESHIC, Hf BMRUZi2ES
BLIRRIC OV TZOWEDHB 0.08~ 0,05 A % 2% ¢ =2 5 LT A~ b LvORHRIER
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Lt M, XEZrBRESHOY Y7V /B2 1 g2 L100mf ARTFRAILCART v
FLEEEOEFRLED 10000 #g/ mf & L,
BERICHOVTORIERE Table 1 KFHLEADE -7 24+ YIRPLE Fig. 1 ~5ERL .

7o
Table 1
% £ (A #® Fi s -

26414 Zr 5 10000 g mf #£FT 5 &, Background i3 +F

) SRE e B, UTER.- 4
97734 Zr #310000 ag /mf IEFES 3 &, Background iz EH

| B, AR
2820.2 Zr 10000 ng/mlHfETE &, Background (T LR

’ RREE -7, FEG W, H TSV Background Dlld D
21347 Zr 810000 #g /mf EFF 5 &, Background it ER

T | RETHEE, BOEREA BB fob Zr 4510000 #g /ml HET B & S RA
4300.8 Zr A5 10000 2g /mEHFEST 2 &, Background i3 L ER

U BREE -, BOEER (Zr8) A

Bk D Background LR i3d 545, iTEHE S 75 < BIE b BUF CREEOR L 26414 (A) O
EHROBRIFUSHETHHEEAL SN B, '
3.2 RYw hEE
ALz Y » b, 8 (Horizontal ) #3525, 50, 100, 200 (i, XEE (Vertical ) 25,
100, 200, 300, 500 (M) iKRHETE B, Fig. 6DEREIDRY v MEEIRT 5 LREXE (K
BRME, Nw 277V F/AXERELIED, B100{x) BLETRREMRMEMI G0 X Fig. 7
DFERIDRY » MEEEPSLTEEBRENETT 50 BLELDR Y v PRER 25 (IR X
500 (G {u) & L7
3.3 RO
Hf 10 g,/ mlicxt LT conc HCY, HF (46%) OREZ(LSETTORE LR L L
(Fig. 8) ZO#R, EROBEGENTER (HCL HF) KLBHBRULEEL
3.4 ZrOBEQ) (N s 5y FEESEDBC — 33 AR LTRESTE - 1)
Hf 2 #pg/micst LTHFT 3 Zr 0OBZELSBIGS, HI P Zric kY, COREERE
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R0 BpERTY Lie £, Nw 075 Y FRBELBESFEEBRIE SN I ERIT L. Fig.
9~ 120ERLYD

° Zt ORFBREZ TP T VR

2641.4(A) > 3399.8 (A) > 2820.2{A) > 2773.4 (&)
o FIEDEE L Wi
2641.4(R)> 2820.2 (A)> 2773.4 (A) |
% 3399.8(A) DI, Zr 5000 (sg/mf) ETHMDR<I MBI, BEMENE
FTHBHZr 10000 (rg/mf) TREETEE,

LItOFERED, ZridHI WBWEBERITT ESbhr b, Ny 7 77 v FBEEBELH
WHIRLTHHIERER (Hi, Lo &) BE =2 TVREDELVAKS D, BRERSOE
BIZE, EEFELMSEMTERIBINWEZELON D, T L TERNOERIY » T ERER
KEARBERAYSED Zr 2FML, = Y v 7 ROEBBLEHIET 2 HEARIT L. HTCRE
BRERNT.

3.5 Zr DfEE (2)

SADHRED, Zrid w775 v FELTHE RBVEELRIZT 0, REAHOERKY
> TRIBBBHIC O V2 2y 6 RFMLT b Y v 7 REFE LT BBEND 5o £LT7 MY
vy 7 RELTODZr ZEOERERMT T Lvbaikat Lis,

Fig 13+ hY w2 2ELTOZr8E% 5000 (pg/mf) HETELSELES EHH
OHr7TN)TE05 gk, 100meic A AT 7 Uik &Hy5000 ng,/mf D Zr HigEnD)
TOEEDZr HI REOBREREEERITTMERYT, T/, Table 2K ZOL 0 AINEE

%R0
T able 2
Hf e ZriBE Hf OflyeiRE
2 4500 1395
2 4800 1425
2 4850 1429
2 4900 - 1427
2 4950 1423
2 5000 1426
2 5050 1466
2 5100 1468
2 5150 1468
2 5200 1450
2 5500 . 1490

W BEOCBEAME 2g/me



PNC SN8410 86—42

Zr 1 5000 (#g/mf) DL EDANED N7 DE%EH5L 10EHLBLET,
SELRIGERRAE 1, = 1426 6 =10.5
T -To HE-T 1426+ 10.5 OBERIAREB O 5 2EWHAATHHLATL, Thbb
s A& Zr 1 4800 (ug/mf) D& xDREEE (1425) RO 2ZFWEANICA-T
Wa, Pllkb, ERE (ZR, NZ) thiz, Zr 54800 ~5000 (xg/mf) DEHETEEH
TWAEXIIEERFIZIE, = ) v 7 RELTZr 2—E5000 (zg/mé)BEMLTHIE,
HER LRSI B bDOLHEITE B,
3.6 w7 vIrBORE

L5ORLD, BEEKIC< M) v 7 2ELT, Zr& 5000 (2g/mf) —EEM UL THT
TAEE, ERAE (ZR, N2) D Zr (34800 ~ 5000 (#g/me)THRIFNEHE ST, TC
T, EHBhD Zr EFFE% Table 3IT/RT,

Table 3
A B & ZrE&ER W ®z O B ZreFE W
ZR-1 97,938 NZ-1 97.272
ZR—-2 98,054 NzZ-—-2 97.174
ZR—-3 98,293 NZ—-3 97.167
ZR~4 98,374 NZ-4 97.114

Table 3DEBFRLYD, +¥7Y v/HERDHB &,
0.495({g) <& v 7Y v 7FE(g) < 0.508 (g}
DEE, ERERD Zr 3, 4800 ~5000 (ug/mf) &£755,
(Fz2 L100meiT £ 27w 7" LSS
3.7 Nbo¥
HEINZ —1~4 (25%Nb—Zr&4) ohicit, 25BONbHEEHhTHE, SEE%E
0.5g4Y7) I LI00mlItART w7 LIckd 3L, ZOHIKE
0.5x0.025(g)” 100 m¢) 125 (ug/mé)
DONbHEEhB. CONbAS, Hf KEEBLREFTHEIMERT Lo
Fig. 14 D#RED, Nbi2 300 (#g/mf) FTRHI KFEEEZRIFSLVEER S, TR
HOERICY » T, NbOFBRIELN{TLVELEDLNRS,
3.8, REMKUERTR | |
CNETORTES LI, Y v 2RELTH000 (2g/mé) OIr 2 EALEHREREEZH
WT, ERICRBHAER Ui £/, COLIERTROMET L Fig 16 3SREEER
#AE 10 (ug/mf) 1T, Fig. 16135 (ug/mf) K LI bDTH 3, iz, EETRE, 77
Y& 10ERE L, 205 vHo) D 10552 L > THHE L1 LILEL D, B ERIT, BER
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CREORP S BEEEREE 10 (2g/ml) LU, ZOLEXDERTERA 0.24 (4g/mé)
& L/?Lt:o

4 REBOER
4.1 EERMERUCNESRE
P EoBEBERORR LD, Hf OFEBRFEROL S L,
iy y¥FYVry
0.495({g) Ll L, 0.508(g) AT
i BER ART 7T
7kEEml & HF (46 %) 3méAMA, 4w F R ECMEER BoaoBanr, U’
FTHEZMA5H, BOTH SR, KEMALBKSMEAL, HF 2RELTTES5DHF
PRSIV ESIC) Lz, conc HC£83 mfAINA, /KTIEMIZ 100mfé #Y ART T
AW ART v 74 5,
i BRESERUCEETHE
Hf 0 0.4 2 5 10 (rug/mé)
Zr 5000 5000 5000 5000 5000 (xg/mé)
(Zr : 5000 g,/ meiI=t N o2 R)
EE T 0.24 (2g/mf)
iV #E (DCP)
Wavelength : 2641.4 {A)

Gain .2
Slit : 25 x 500(#m)
Time T 10 (sec)

4.2 ZR—1~4 O
Fig. 17 KR BE% Table 4 KOFEERAT T,

Table 4
BHr D ppm
ZR~1 ZR—2 ZR—3 ZR—-4

1 73.4 122 169 196

2 74.2 123 163 205

3 86.4 121 165 205

x 78 122 166 202

g 7.29 1 3.06 5.20

RSD 9.35 0.82 1.84 2.57

= R & 84 129 182 213




PNC 5N8410 86—42

4.3

NZ —~1~4O5¥%
Fig. 18 it E#E % Table 5 TAWMERER .

T able 5
Bfr ppm
NZ-1 NZ-2 NZ-3 NZ-4

1 59.5 108 164 181

2 61.0 106 150 192

3 55.9 109 152 186

X 59 i08 155 190

o 2.62 1.53 7.57 3.21

RSD 4,44 1.42 4.88 1.69

= R 85 126 1567 204




PNC SNB8410 86—42

100

50

Wavelength : 2641 44}
Gain : 6

Time Gain . 60
Element : Hf (10ppm)

Stit I 25 %500 (am)

15

100

10 15

50

Wavelength : 2641 4(K)
Gain I 6
Time Gain : 60

Element : Hf ( 10ppm)

S1it ;25 x 500(#m)

Zr (10000 ppm)

Hf (0ppm), Z r( 10000 ppm)

15

10 5

Fig. 1

10 15
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100
Wavelength 2773.4(2&)
Gain . 6
Time Gain ! 60
Element | Hf (10 ppm)
50
o .
0 J I T T [ T 1
15 10 5 0P O 5 10 15
100
Wavelength : 2773.4 (A)
Gain . 6
Time Gain . 60
Element : Hf (10ppm) 27 (10600
Stit 25 x500 Camd
- 50 4

Hf (Oppm)
Zr (10000 ppm)

g T T

Y

15 10 5

=
l'U..

Fig. 2

[

10

15
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100

Wavclength : 2820.2 (A)
Gain . §
Time Gain : 40

Element : Hf (10ppm)

Slit 25 x 500 Cam)

15

100

o
l"U._

o -

10

15

50

S Wavelength ! 2820.2 (JZJ

Gain. 6

Time Gain : 40

Element ; Hf (10ppm) Zr (10000

Slit 25 x 500 (2m)

ppm)

Hf (Oppm),
Zr (10000 ppm)

15

10 5

Fig. 3

o= -

10

15



PNC SN8410 86—42

100

50

Wavelength . 3134.7 (A)
Gaini6
Time Gain I 60
Element . Hf (10 ppm)
S1it:25 x 500(em)

15 10

100

15

50 A

Wavength : 3134.7 {f&)

Gain! 6

Time Gain . 60

Eiment : Hf {( I0ppm),
Ztr (1000ppm)

125 X 500 (um)

Hf

Slit

15 10

Fig. 4
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100
Wavelength ! 33998 (Z\]
Gain . 6
Time Gain I 10
Element ! Hf ( 10ppm)
S1it ;25 x 500 (#m)
50 A

— e
0 T T i‘ - [] I
i5 10 5 0PO 5 10 15
100
Wavelength : 3399.8 (&)
Gain . 6
Time Gain : 10
Element : Hf (10ppm), Zr (10000 ppm}
S1it: 25 x 500 Cam) T
50 1
\'--.__ ‘
Hf (Oppm), Zr ( 10000 ppm)
0 T T T T
15 10 5 0P GO 5 10 15
Fig. 5
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50 4

40

30 1

Reading'

20

10 -

Wavalength :

2641.4 {A) S1it ;50 X 500 (Gain 2)

/o Stit:25 x 500(Gain: 2)

# S1it 100 x 500{FBackgrounb
HESDBREHE TN,

(%ﬁﬁﬁﬁ?bUwﬁzébflmmpmﬂ
DZr &2 —BIBEDLTH S,

Hf (ppm)

Fig. 6 AO=Yw b (Horizontal ) O
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50
Wavelength : 2641.4 (ﬁ&)
40
00 30 -
[=]
<
3]
5]
&
STit .25 x 200(Gain: 4)
20 -
S1it @25 X 500(Gain: 2)
10 1 o
g (ﬁﬁ@?ﬁfrﬁ? w7 RELTI0000 ppm)
g DOZrE—HBENLTSH 3,
T T 1
0 1 . b i0

Hf (ppm)

Fig.7 ALIA Y v b (Vertical ) O

— 76—
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Gain: 3

R{Wavelength - 2641.4 {A)
Slit:25 x 500 Cpm)

(1) Hf : 10ppmitdd 3 HC £ OB

dn——o\c R .

40 4

o}
O

30

Bl ot i )

I (

20 -

10 +

1 1 T T T 1

¢ 2 4 6 8 10 13

— (conc HC# :m#/50m#}

{2) Hf . 10ppmic¥fd 5 HF 0%

40 4

30

I C# 3k o8 BE D

20 -

10 -|

0 0.5 1 2 3 4 5
—= (46 B HF . m€/50mé)

Fig.8 B o & &



-8

Hf (#g/mé)
9 -

Wavelength : 2641.4 (A)
Gain . 4

Slit: 25 x 50O Cam)

Ny F5 Y FHEIE

/

EEROHIRE (2g/mé)

0 100

I i T
1000 5000 10000
—= Zr (pxg/mé)

Fig.9 Zr OEEBRU/Ny 2 75 v FEIE (2641.4 A)

g7 —98 0IP8NS ONd



Wavelength ; 2773.4 (A)
Gain . 3

Hf (#g/mfg) S1it 25 x 500Cum)

WHES; v

Ny 7 77V FHIE

FEEOHT B (2ug/mé)

Z7—98 QI¥8NS ONd

j 1 |

0 100 1000 5000 10000
— = Zr (ug/mé)

Fig. 10 Zr OFERU/ o7 %5 v FEIE (2773.44)
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o 100 1000 5000 Zr (eg/mé) 10000
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Hf (rg./mé)
g

Wavelength . 3399.8 (.z&:'

Gain

STit

.1

125 X 500 (am)

EEOHIE (2ug/mé)

Ny 2737/ FRIE

0 100

1000

T T
5000 , 10000
— Zr (#g/mé)

Fig. 12 Zr OBEBRO~y 7 55 v FHE (3399.8 4)

Zv—98 0I78NS ONd



I C#l 3% % B D

40

30

20

10

Wavelength @ 2641.4 UQU
Gain : 2
Slit: 25 X 500 Cem)

Element : Hf (2ppm)

O ZhThofibesER, 2BAEOFHERT.
%42, Zr (5000 2g/mé) ©&EORANEEER
10 EHIEDOFEE R T

T T T T
4500 4800 4900 5000 5100

Fig.13 = bty 7 REE

T
5200

— Zr (#g/mf)

'
5500

2¥—98 0I¥8NS ONd



PNC SN8410 86—42

Nb OEELEHE~L I, TR0k 5 EEEREE RO TN EST

LAY
1 2 3 4 5
Hf 2 2 2 2 2
Nb 0 50 100 200 300
Zr | 5000 4950 4900 4800 4700 | ot o e
W O Zrde b2 RELTEND
s0] Wavelength: 26414 (A)
Gain ! 2
- Stit: 25 X 500 Cam)
o
# 40+ Element : Hf (2ppm)
EE)
=
~ 30-
20
@ —> O ) O
10._.
[] I T T
0 50 100 200 300
Nb (ug/mé)

Fig.14 Nbo @ B &
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IC# k)

50+

40

301

2(H

104

Wavelength : 2641.4 (A)
Gain: 2
S1it: 25 x 500 (am)

ERTH (0.24ng/me)
75 vy %5 EE Lo 2R,
75 vy OREEAEIC, 10 R ME LT
BESEE (1D X0RD,

W EEERICE, <R v s AELT
Zr 5000 pg/mé F—EEM.

0.4 2 5 10
Hf (rg/mé)

 Fig. 15 SREESEEREZ 10 (1g/mf) Tl L sDRER
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504
Wavelength: 2641.4 (J&)
Gain.: 3
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#
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iﬁ; TEETR (0.11 2g./mé)
— TS5y AGEARL, %KD,
75 vy OfPeE, 100 ZMEL,
RBEIHE (KRR VR,
20+
104 wooEEmRcE, M) e sRXELT
q Zr . 5000 £g,/mé F—EHEN.

T T I

0 0.4 2 5
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Fig.16 SREFEEEES5 (rg/mf) K LI & & ORER
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BEER2)

Bl F RS ITERCIBZ o vy A 658F0D
NT 29 LADEBRCBI AN 2E- FEOHEHA

(k) = B8R

1. #
FEFFORMBETERAT 2 REMESITER, BENSEL, #EMFTOEESKEE0>255
FES ORI TICE O TR E KRS & > MFETH B2, LoL, HMEBLUERSHEDLS
2TVEDPR[AEISNTED, EBICHDT OFERSHLTHREL,

LT, PREFEEEATERICSE 2R B8 L UEERBEO= b U » 7 R & EMHRE
—EICL, TOMELEMS ZFMESE2p0H LOEMALEE & LT, SREBRIWEOR
FAREEGTRBLTH I AL LEOBHEME T A FEERN L $/ChE Y ra=vade
O Hf OERICEB LTHA,

i

2. fEROFEHBARELZOMEA .

FERDHIHHME T ARK ORBIFEEFH L TH B &, FIAIEM. RAKOV ICHE#RE 05
BUHEE LT Table 10T EL S UL LS ITBE TEHOFEAAV LN TE 2,

BT ORBRMTERE A C &3, SirEk L EEEB O~ M) v 7 X EBAMEREL S~
CRCILT, thoohEFRIck: 28 BRNE, EREED rHicHd 5 3 O REY
MEDNREL-EICTH L THBH, Table 1 DRFEDS B, SR TROBE (Fik 1) &

Table 1 Methods for standard preparation :
(by M. RAKOV I, 1970)

1. Elementary form

2. Compound { salt or oxide )

3. Element or compound diluted with some other powdered
material -

4. Aqueous solution

5 Residue after evaporation
(on filter paper, polyethylene, etc.)

6. Standard addition

7. Standard sample
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B0k entety (HEE2) REE L LTHVIAETR, <t Uy 7 2 EEAHRBSTHM &
KRIBCRIEBZRADD B0 & I BikD 50 LEY 2P EFRIEEE ONSOBETHERS 55
(FEE:3), H30IEIFmBKERI LT (Fk4) BEEREL/NE S LABEZRY, LEGBER
FA R bERRI LTAET 2 HE b5 55, COXIUREERIEEROE 22D F K
b BIEA IR TOER IR RO DAL ITH D, AL EK—EROEEERE BRI,
EREET (FEL) SRINLTIAEGICHVLNTY S, < H Y v 7 2 LEMZEYS
WER LRI DTS, AR LTORMBEROERL CALOMBENSH D, ERLHHELE
VRISV, ATEREEECEEREO —EREBMLTRAT 5 (B 6) LhW 3 HRERINET
RESHOE—MHIHEE LS. 0w 3REOFEAN IHEN & REOMMARTEHY,
zhEBVIE GFET), < b Yy 7 2R EHAHIROR[TREMN TS 5%, RS AOH
EFHOAFHRETHD, AFLIZHRMBORONTY 5,

8. HIRE—PFEREZOHE
SEHE LA 5 R E- Figld, SRk L OEESE 2t TR DG OREMBRDORHR
Fl& L HICRELTH S X LT B HETHD, Table 1 OHEIOF/RHE, FHik4.0H— (LR
RED= MY v 2 2222ZPRBICHRERE—EiC L TEAMBEZ LR EN5-
bOTH B, Fig, 1 ZrALTOHI FHHERR LT IHBEDOH 7 R & — FFBHR{EOHIR %
gy

MFRE AT A - FIgT 2 &3, Zr 52OURERE T FERDTH 900 Clem# L TR
tic Liz:ob, BIYROBEFEFAEZZH00EE LO—EBMATRET 5. IheRH
B0IFICAN, REEFRELRESTTESF L EERVTNET 5. H1000CLU LIS &
BRBOMIIHINIC I - TEMR O, 51T 1400°CRl EIIE 5 LERIRIRES 541, BShsD
FR AR TENEV D, BEGECEEICRE S, T0FE20~3000F L Tr 52087 5
E—ERRO # 7 AMEINIEHT €~ FAITE 5, REBIERAOERAHO Y- FEFEMKIL
THEET 5, COBSTRENTRTSS Hf 0RO —ERMR L HE 28TV 2 BRILH
(Hf 2 ppmBIF) ZBAELASDER V.,

Table 2 LA WRAFREHOZSAEOTHMY & 2 OEFEERT, T hbTROATERR
SExz0FE AV, Hf OFROHEE LR IERITHSNAE L, £/ Table 3ITIFINLD
FERR TR OADH TR GRE 2200 m/ sec O #ETiIEd 5@) ERTH TOPHET
BT & 0 Bk 3 TERSEMEE AT Lic, TRTRRE G FOTRb/NE L, &<
BEH/NE SRR O N 7 R i L TR ERRT 5 LOAFS bd 5, £ Th bOTRT
FAERETE S 2 O¥RAEL VBBV r BOREEINENL EHWEREIDBEALHEL
AR AN ' '

Fig. VR LAETHB LSRR L 5 2 ©— FERERL DB X@aB & LTR
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Sample Standard
Zr alloy chips. . HfO: (known amount)
2bmg +Z2 10z (Hf free) 34mg
(25mg Zr)
900°C in air
Oxide
" Mixing With composite flux
(8i02~CaQ—Al1203—CaF2 ! 06¢g)
Mixture
_ , - - - _ —
S N | BT TR 1400 C
\ 4
Graphite crucible Glass bead

Fig. 1 Preparation of glass bead sample
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Table 2° Reagents for the composite flux

S5i0, . Guaranteed reagent
Soluble in water <{0.2% Heavy metais (as Pb)
Non —velatile with HF (sulfata) < 0.45 < 0.004
Loss on drying < 6.0 Fe < 0.0045
C1 < 0.0045 Ca<0.004
Sulfate (SO, )<0.004 Alkali salts (as Na) < 0.1
CaO ! QGuaranteed reagent

Al, Qs . Guaranteed reagent

Loss on ignition < 1.0% Ammonium (NH,) <0.005

Soluble in water < 0.05 Heavy metals (as Pb)
CI < 0.001 < 0.0005
Sulfate (SQ,) <0.005 Fe < 0.0005

CaFs | Guaranteed reagent

Table3 Neuatron absorption cross — section

Element oas (barn) RI produced
si 016 ug; Ty = 2.62hr (0.007% 7)
Ca 0.44 4Ca no r-—ray
Al 0.24 BAlL Twe: = 2.3min
O 0.0002 -
F 0.01 Hre Twp = 11.2 sec
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BIhTHEHFRAE— FONAEA Photo 1 ItB L TRd

10 mm.,
—

Glass bead Glass bead
for NAA | for XFA
(0-6g) (5g)

Photol Comparison of glass —beads for NAA and XFA
A XBAT OB S ICHATHEHESTAA 7 R - FORBZENWRBSEORTS 5,

(1) BEHEDHRESRETH Y, BREPDITVOTE - FE/PETSH 5,

2) BEHMERODETE, MEROrEHE bR XBIVPEBRENRE VLD, - FOL2E
BRENR LB, FRATHERINTEANMBELBE T LBV ETH S, UL XMATA N7
AE— FTREZOXABOAVBNUES N B0, ~BIEA 5 A - FEORERZRHENE (L
BLETT B,

(3) HEREROBMBTHE OBItMEF 7 AL S 2B XBEATTROLFHAIATVS
T UBIERORANIR, BoOfRTFRISERSAS W HREILIRNEAETHS, HLRADB
RT3 2 BoRAE (B 10, B—11) 055 hEFRINBEED/NE W B- 112 AT
B L-b02A0hidMEREL, BFEERE5A5EEZ 005,

4 ZrEehOHi OEBNDOFEDOHEA
4.1 H73RE-FOREHLE & v~ EAIE
TabledicH5 A €~ FORFMEB LU r BORERH AT T $HOBRLOX I LTH
LA IR E-FEUEKREOTRIGA —NBEETFF ORI AN T6hr /HT2 ~4
HEthEFRE L, chd 1~ 2:BHKE L TEERIOEREELRE S ELOb rif A7
PLEARIE LTze r#RRR7 3 Ge RIS XD 4000 F v Y AAEE B TMEL, 29
SHHO BT EDAERT 3 HE © 133 kev £ 7243 482 kev O 7 D E— I ElE 2 <V DF
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Lk ->TRYD, SREEAMNO N 52— FLDHo0UHRHBTHZH SFRELE—/EM
& ORFRERCTOER RO Hf 2FE& L /.

Fig. 2ICr# A7 b VDF » — FEEREOHI ZR T . (2} EVRIRD Zr BB DR~R7 b
WE, (DR Zr LA 7R E—- N LERBORRY b, 2idc) RBEFREIOA%E AR
e Kz L7 Blank DX <7 bAERLTO B,

Tabled4d Conditions of irrédi"atidn.énd reasurement

Irradiation : TRIGA-—11 reac't.c')r”,' rbtéry specimen rack
5x 10" n/cm?, sec X 6 hr ~day X 2 —4 days
Decay time : 1—2 Weeks

Measurement: Gamma —ray spectrometry ;
Ge (Li) detector with 4000 channel analyser
Photopeak integration by Covell’ s method
Blgf (Ty,=42.56 d;r : 133, 482 kev)

Fig. 203 5BIHWHHRACERT HEEREALER L THEN T 6D 5%/ Fig.
3ICHf OFMEEEZ TOL o BN S AE—- FILLk2RBRO 1FIERT,
4.2 FEAR~OBAEE

ARECLD 2, 30ELPTOH! 2FR LA R% Table 5 KRS, &Kl & U TIREKRETIH
REFOIEESRF (JAERI —Z 1, Z 2) BIUSRFREE —E& -8 3 o NHESH
BOIEMESE (PNC—ZR1~ZR4) B/, Table biidHRFKICLIDEHRB DL 7R - F
ELFTOMULTER LABRELZOESEEZRLTV S, 2 FREDESE @Rk
FEECLTRD N ACh SHBOERETH Y, b EARMEHREENTEICLD FEHT
BIESNIETHD0, FEOBRERBECLAELE—BLTV 3, BELHSEERHD
BEEIRERF PO T IHARBETERI S 2255,
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Activity

104d

103_

102

1811H f

95
" 133 kev % 7 \757 lzcerv

724 kev —a,

la) Chip sample of Zr alloy

10*

107

102_

{b) Bead sample of Zr alloy

10°

107

102

WY

Hf~n

{¢) Blank bead

—— Energy

Fjg.2 Gamma —ray spectra of typical samples
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T ] T T |
2.5 O
Glass bead @
8$i0,— CaO—- Al O3— CaF,, 0.6¢g
(10 : 10 : 5 2)
2.0 .
~
g
215 .
=
=
- od ~0.15 1g
2
=
3
© 1.0F .
=
X
=]
(2]
s
-~
]
@
&~ 0S 1
0'0 L L ] | 1
1 2 3 4 5 8

Hf added (ug)

Fig. 3 Calibration curve for the glass bead method
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Table 5 Analytical results

Sample Hi found (ppm)
(Zr alloy) Proposed methed Other method
JAERI-Z1 67, 63 Av. 65 712 65
-Z2 219, 234 227 244 226
PNC—ZR1 78, 77 78 84
 —ZR2 117, 127 122 133
~ZR3 173, 168 171 182
~7ZR4 199, 205 202 2132

a) Certified value based on emission spectrography
b) Isotope dilution (JAERI —4050, 1969

4.3 FEOKE

Fig. 4 3TN oORESMERMEM & LT T 50THREC, HETHEERARLEL,
ZTOFREL C- 7 EEE OBRTHOEREREE KD DBDTH 5, Fig. 4 IKRAEICLEE
R0 & AL SOR riBRIE TS UHE” OBRERLTV S, AEORKER S
~4 ppmTHY, BRBAREFT~ M) v 7 2bE—~LEh TOEVLERE RV A UIREOES
DT~8 ppmil_XTKRIBICEELTEY, $HFE0EMTELENE XA & DHEkE:
LDEFTENTV S, ik, REOERI IOV TRAETONKLCE ERE Hf DFEDH B
TRHEEEIBSV L INTOIRMERRERATECLIZBREIFH LT L 5 bM
ABLHK, TLALEBZr &2 PO HIERBWCAL TRHFRIEREFETHE L WVA B,
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R/d,, od
—o— Bead sample 3, 4 ppm
—-¥—— Chip ~» 8, 7T ppm
( sample taken . 25mg)
0.5

0.4

0.3

0.2

Peak area (' Hf 133kev,/ ® Zr 724kev)

— JAERI Z 1

—

2

[
|

o™

e

N
|

— ZR 3
— ZR 4

S |- JAERI Z 2

0.0
50 100 150 200 2

Certified value (Hf, ppm)

Fig. 4 Reproducibility of the method
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5, #

=

TRELTDEBD TH B,
D KEOHE |

PE TR ST R OF L WBERIAERE LTH 5 A E— FEEERIT L, Zr 84O Hf

OERICHA LIGER, BE, ERSFR LT 2 EMALhCEShz, AEOBENTEESS

DIRREBIVESREAEOEANF 2 AT /-0 X SIRE LB hiE R om0 RIEAEFIRT

BT, GULARENPLT 2EE8HH 5,

2} ERERA—EIiED, BHRLE LT r QBIEORFIZIEY I 5,
(B} EFRINEEREOTTICNS VEFIZAV 20ED, BAITHERINWS CLICKZBED

(1) BFESDRICLOEE <MY w7 2OEBHDEL 2 (RETKRE, ABAEROEEL)

DT, N L EREREREREEL LD S 3,

7 by 7 RBLCRRESH R & B UREHFAHEERAR L ABRL G L~ THRYUTE S

PSR EREEE:, RIS & OFE b HEA LTV O TR R ST ROBE ST ~DE A
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BEEE )
FTORXEaFECEsorazy 2854800
N7 =2y LDIFIGITER BBV 5y FEE)
B M®
1L EU®IC

FORXBEIFIC LD I =9 nGEEERAN (ZR-1~4, NZ—-1~4) ODn~7=924
DFRNEE RBET-OBMEROR—RE @tH7 0y v 2R ZHOKERSTEREE &
Wi, CNIRLBEERMBORMZER, HEVBEDONEh W7 4 V5 —~DERICL O ERE
ICENED i,

2 8 H
Sk (RO BRILIRE)

3 m%%#&amiﬁﬁ
Bt DB ESEHE A Table — 1R T, BEAMOHERZ, 20TV ZDEEEA Table — 2IKARL,
RERERURERZ Fig—1~5itiRd,

4, TERER
ZSM (ZR—1~4, NZ—~1~4) OFEREEA Table—-3itRT, BROEREREI, 1

v FUTLT 4y —RERALBEE LEVESOERELR L, BFEL LT, BRI
B (DCPorER) R OMEABUERLAITE %065 T 5.

b F &8

GEO VNI =g a& P07 29 s OHEIATHREL D, SEANOERER, RFRELDS
BEVELRDESRFFEHMO FILTER OUTOERMIKIISE OFBIZEEED S0, &
SR UEMOFILTER QUTEFILTER INOFREIRENED Sz, COFILTER
IN OERER, BRSESIERCTHEREHLATTEICEVE L Z D k0 H 2 ERE L ¥
W% %, COFILTER i3, —RXEA 5 2r K RIS L D EHEO XBERD K (BHbvol.
18 (1869) 213) & HFEMROKREL LTHERHSIhTE Y, SEOERERICS T ORENH
bhTOBEEbN5, |

Ei, BMEHO od 28T 3 LESNHRVOBMOFILTER OUT OF&IE, adhi6~10
BTHDLY, BAOFILTER INDEAER, 1.4, 3.4%L REBOEEIHFB{ZHFILTER
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INDERIER, HHOEEEOSSHEEBbND,
VU Fo&kHiemir&HEMNR I LI EEBEICEMSREGRN, YYo= h58EBEHANE (ZR
—1~4, NZ—-1~4) ON7 =29 AOBTRERUMIEHES 2R THELS S EEbN 3,

6 BEEY
BEER L LT, Fig—6~Fig— 9 KAFTER REHH) OfKEF +» — b 2BENT 5., <0
F+—DbiE, FILTER INEOUTRUZrO, ®&AE ZrO, +Hf ( 200 ppm) ® DI 20T D
EHF »— b TH B, '

- 100 —
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Table—1 @l & & #
& 8 B # & b W MOs A w & R
Phil ips
2 & Z) B UF 3108 | % IKF 43 B KG-XR
PW1450 — AHP
X # % K Philips Philips pw218100 Philips
(&_’5’0‘7 }‘) Au Aun Aun Au
HfLS HfLA,
el #r w HfLA, HiL#
(26=39.92%) (20=239.94%
BEEWHR -ER
50 — 55 60 — 40 50 — 50 50 — 40
(KV—mA)
5 R B B LiF LiF LiF 200 LiPF
X # & B VAC VAC VAC VAC
Ei) H = S, C S, C P, C 8, C
o B M
100 100 100 80
(sec )
v A7 (K& X) Al Al Al Al
(mmo ) 26 25 25.4 25
7 o4 N - 73 L LAY L 7L L Aw b DLT 4T =
HEDL HERLE
1 3 2 5
([=l>

— 101 -
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Table —2 REHOAIFEER
e
No Hf il E & counts ) EEHE (EFE) { ppm) od
(ppm?| 1EHB | 2@EH X 1EEB | 2EHE X R d
1 0 78176 78125 78150 4 4 4 0 4
2 50 |. 81847 82096 81972 46 49 48 3 -2
3 100 86766 86352 86559 103 98 100 5 0 5.5
4 150 90031 90226 90128 141 142 142 1 -8
5 200 95605 95896 95750 205 207 206 2 6
{4 o f
No. Hf 1EE; 2EEB X 1E8 | 2@A X R d ad
1 0 108106 | 105238 | 106672 6 5 8 1 6
2 50 110886 | 108408 109647 44 47 46 3 —4
3 100 114890 | 112470 113680 98 101 100 3 0 4.8
4 150 118732 | 115200 | 117011 151 139 145 12 -5
5 200 122397 | 120404 121400 201 207 204 6 4
FHER o
No Hf 1E8 | 28HE x 18 | 2m@H X R d od
1 0 899490 89456 89723 7 7 T 0 7
2 50 82650 91917 92234 45 42 44 3 —6
3 100 96427 96217 96322 99 104 102 5 2 6.1
4 150 99436 98984 99210 143 144 144 1 -6
5 200 103844 | 103156 103500 206 204 2056 2 5
& % (FILTER OUT)
Ne. Hf 1EE| 2M@AB X iEE | 2HA X R d od
1 0 45053 44362 44708 7 9 8 2 8
2 50 45995 45401 45698 38 40 39 2 —11
3 100 48035 47710 47872 105 107 106 2 6 7.7
4 150 48957 49371 49164 154" 138 146 16 — 4
5 200 51019 50797 50908 196 - 206 201 10 1
B B (FILTER IN)
No. Hf 1EE | 288 X 1E8}) 2@EEB X R d ad
1 0 4530 4837 4684 0 4 2 4 2
2 50 5137 5304 5220 51 46 43 5 -2
3 100 6721 5903 5812 102 99 100 3 0 1.8
4 150 6267 6450 6358 149 148 148 1 -2
5 200 6844 7064 6954 199 203 201 4 1

—102 —




— 0T ~

Table —3 Hf ¥ 8 & 2
" (Bifiy : ppm)
_ & ol * 3 i ko B
£ B E#Z2r3E| E&£4% * & &+ W wmoE b o
FILTER OUT| FILTER IN XD E HCE 4 43 dr i
69 70 56 68 %
ZR-1 84 x= 67 x= 72 x= 62 x= 64 x= 80 78 78
65 : 73 68 60 85
9% 98 87 (A 117
-2 129 x= 08 x= 04 x= 90 = 80 x=117 122 122
100 29 94 83 117
152 146 146 135 165 _
-3 182 x=152 x= 146 x =150 =134 x= 168 166 171
153 145 153 134 170
191 183 183 181 212
—4 213 x=188 x =188 x=184 %=183 x=212 202 202
186 192 185 185 212 -
41 30 38 34 59
NZ-—1 85 = 42 x= 34 x= 40 = 32 X= 56 59
43 39 41 29 54
_ 93 95 94 83 1m
-2 126 Xx= 96 x= 97 x= 97 x= 80 x=112 108
08 99 100 87 113
142 140 140 139 162
-3 157 x= 142 X =140 x=138 x=136 x=160 155
142 141 136 132 159
169 7 77 166 200
—4 204 x=170 x=172 x=174 x=170 x=198 190
172 172 170 175 195

* SyEATTER, AIEREH L7caE

* o« FURMESRER, BHF0 B4, BASRFSMEOSE

27— 98 O0T¥8NS DONd
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(x10%)

Counts

10

I QEINE!
2mA

Hf (ppm) =0.011546 I — 898.6
Hf (ppm) =0.011390 [ — 885.6

2[EB - o (0d=6.2)

(od=5.17)

50

Fig—1

100

Hf 088 (&%)

150

200
Hf (ppm)

¢¥—98 OTPBNS ONd



- —G0T —

Counts
(% 10%)
13

1mF Hf (ppm) =0.0137 1 — 1473.65
2EE Hf (ppm) =0.0133 [ — 1397.92

168 (od=5.81)

2o (6d=17.20)

0 50 100 150 200
Hf (ppm)

Fig—2 Hf oREF (&)

¢¥—98 0TP8NS ONJ
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Counts
(x10°)
104

102

100

98

96

o4

92

90

= 1EE Hf (ppm) =0.0144953 I — 1298. 35 b SIRRTE 1=H
2@E Hf (ppm) = 0.0145066 1. — 1291, 85
------ o
{gd=6.63)
q
:f: 1 1 i )]
0 50 100 150 200
Hf (ppm)

Fig—3 Hf O#KEE P

¢7—98 OIF8NS ONd
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Counts
(x 10%)
51

50

49

48

47

46

457

1B Hf (ppm) =0.0330 1 — 1478.13
2@ Hf (ppm) =0.02904 1 - 1295 97

(od=10.2)

i

L . . I

1
0 50 . 100 150 200
Hf (ppm)

Fig—4 Hf ofE&H @M FILTER OUTD)

¢ —98 01P8NS ONd
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Counts
( %X 10%
7

T
0

1ol Hf (ppm) =0.0868 [ — 394.79
2@8 Hf (ppm) =0.08811 - 426.84

—

2EB--0- (gd=3.4)

1E X (gd=14)

1
50 100 150 | 200
Hi (ppm)

Fig—5 Hf o EBRFILTER IN)

Z7—98 0I¥8NS ONd
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I/eruz) 20= 40.80°

|
o |
T &‘
|, w
l U
M cana /565 |
r Hk \ f
P
N
I,
W 1Y,
i
M A
Il
| |

Fig—6 HfraREss + — b

- 109 —

100
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70

60

50

40

30

20

10

FLTER IN
Sample

Zr Q.+ Hf
{200ppm)

Bl E &

Tube Au

KV—-mA 50 — 40
Range 1 x 102
PHA Diff x1
B.L—-C.W 200 — 100
MasK Al25p
Linking ON

SPEED
1%/min
F+— b SPEED
40mm ./ min

FEr-

g M
KG-XH
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ZrK#, 12

| 26=40.80°

ZrK#; 12 ‘
20=40.83°%

100

90

80

70

CuKﬁ1ﬂa(1)
w 20 = 40.47° }.
1 /
I
|
an f
ZTKf,{2) 20=40.08°

il

;
i

L MY

i

[
CuK#, (1)
26=140.01"

|
i

!

41

— 110 —

Fig—7 STREEH®T +— b

60

50

40

30

20

10

FILTER IN
Sample
ZI‘Oz

i RE &

Tube Au

KV-mA 50 - 40
Range 1x 102

PHA Diff x 1
B.L.—C.W 200 - 100
Mas k Al 25¢
Linking ON



PNC SN8410 86—42

1 FILTER OUT

ZrKA: KAy (2 Sample

20
Z10, +HI
{200 ppm)

i) % &
Tube Au

/Jl
fj 80 KV —mA 50 - 40

Range 1 x 10%
P.H.A Diffx1
B.L-C.W 200 - 100
Mask Al 25¢
Linking ON

——
L
L1

70
HiLA,. LA (1) jN
CulcA, £ (1) M
| I\ M 60

o

Wi M
W\ .
VTN

| y—— ]

¥

/

CuK#: (1)
ZrKA; (1

40
30
20
10

0

] L L 1
41 40 39 38°

Fig—-8 aWwaRBEEHF+— b
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ZrKg . KB, (2}

/

M .

MJI 80

|
|
|

|

70

{ \ CuK#1. 511
B P

A .

L . l CuK 4, (1}

| g e M
T .

.

AL

40

30

20

10

41

39 35"

Fig—9 SiTaBEEF + -+
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FILTER OUT
Sample

Zr0;

wERH

Tube Au
KV-mA 50-40
Range 1x10°

P.H A Diff x1
B.L-C.W 200- 100
Mask Al 25 ¢
Linking ON



PNC SN8410 86—42

BEERM)

W XEatriick s ora=y 2585F0D
N7 v ADEER (EBRFABEBER

1. {BLsic
BiE, BEIC LD AT UIZZR— 1 ~4, NZ— 1 ~4KBVT, 4w PV TLT 45 —D
FHICEDERMBICENED ORI, BoMetal BESEAFEH LA v I LT 05 —,
INBEVPOUTICL BRBRAERLIR—1~4, NZ— 1 ~4%2FRBUL/o$/, ZR— 1~4
| NZ— 1~ 4 OXGREL FTRES &L ORAHH (DCPIDHE & DBIREE IFR L 7o

2. FEEM (Metal)
NBSZE#EE K (B 1 DMS rfE#EH) NBS 1234 ~ 1239
BARR FAm g & Z—1~3, Z—11~16

3. RESRHE
FilEl, B{MEELIZEAERILTHABLUTORTRNL S,
o W=z Al 30¢
* I TEiE 40sec (FILTER OUT®DEE)

4 REHER
EHAH & Iic 3EMEL 12 ORERESR % Table— LITR §, $72, Metal fREEEUR NBS 1234~
1239, Z— 1 ~16 %M LA v h ) 9 A7 4 14— INBEUOUT DRESA Fig— 1, — 2R
LZR—1~4, NZ-1~4DXEHBELERELLTDCPATELORERE Fig— 3~—10
RYe ZR—1~4, NZ—1~4DEBERE Table ~ 2ITR LEF L L THIEBRLMERM,
DCP E2IE B & GRS LM £ 650 50

5 X & &
1) FEEREIC L ARBEOFRES (odid, FEBHICK D ERLEEBELERFILTE
R INDEHL.
2) BEHIZ, FILTER INBLUFOUTKabbH5LT 2 RORERENIE, NBS 1234~12300
FHhmEOREHRENS
3) ZR—1~4,NZ~ 1 ~40XHKRE&FREHB L DCP M@ >\ T, FILTER £{£H

- 113 -



PNC SN8410 86—42

Lihtsiie ACRBBOEMS 3L 5, 3/, FILTER INODHBANZ— 1 ~4iKs0
TDCPAITEDORBLEDIERS ML WD, FILTER OUTDIBAZN— 1 ~4DDCP 2F
EORBHOLMBIERESIZL L5,

4) ZR—1~4, NZ—- 1~40EBRKERIKE T, FILTER INBITFOUTITL B8 ILR]
B CEE B SN, @EMELTFILTEREZER LAFFSHOERMBIRE B, F7-,
ERMER (FILTER INBIUEEESHZ 1 ~16 2BALLEEZOE) NZ - 12KBR0E, &
EAZRENGECERM@E & 18 5,

6. SEEH 7

NT =Y LGRS bov (HELA (1), 2D=39.94) OFEROEELTE<5/.H,NBS1215
(Hf =462 ppm) @ 20 = 4ACHEOFEHE FILTER INB LU OUTIC DL TH~NFig— 11
~12{ER T DAY P vk D FILTER INBLUOUT & bICHILA, Bell) D S BEIT, CuK
BLOLEGDHRLN, CABN7 =Y LAERECEELZELI TR LEDNEM, 27 b
VKB DAY b ABREE X, AR PVK D 1,/T E0HEEENHY, B0 EVRES LS00,
CukZ (143, HILA (NCHETEMLE IPRETH 5. £/, ZrKE: QOFKEIR, HEATes
REDPEDBRESHHILA IRIEELIVEEDN S,

—114 -
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Table — 1 #MEKROWEEZE
(B4 ppm)
n 1 n = 2 n 3
mEsn | m R FILTER IN FILTER OUT FILTER IN FILTER OUT FILTER IN FILTER OUT
(ppm) |B & & d 5] 4 & d | & d | & {8 d o % & d [ 47 & d
JAERI Z—1 71 62 -9 63 -8 63 -8 66 -5 65 -6 62 -9
-2 244 236 -8 231 -13 236 -8 233 - 11 234 - 10 227 - 17
~3 144 152 8 149 5 149 5 146 2 151 7 150 6
- 11 71 68 -3 78 7 70 -1 77 6 69 -2 75 4
- 12 128 131 3 136 8 130 2 181 3 121 -7 136 8
-13. 72 71 -1 74 2 71 -1 75 3 74 2 76 4
- 14 220 225 5 226 6 227 7 227 7 232 12 231 11
- 15 2 4 2 -8 -8 5 3 -5 -7 4 2 -5 -7
- 16 37 39 2 38 1 37 0 39 2 39 2 38 1
NBS 1234 48 49 1 57 9 53 5 59 it 50 2 57 9
1235 97 98 1 100 3 101 4 103 6 99 2 102 5
1236 205 204 -1 212 7 204 -1 207 2 205 0 208 3
1237 33 31 -2 28 -5 29 —4 26 -7 32 -1 28 -5
1238 179 179 0 171 -8 179 0 176 -3 179 0 174 -5
1239 79 80 1 73 -6 75 —4 70 -9 77 -2 1 .| —8
Z1~18ick3 od 5.7 7.7 5. 2 7.0
NBS1234 ~ 39t k3 od 1.3 7.3 3.8 1. 6

)

n=2%451,20 n=341/14Th 3,

« NBS 1234 ~ 30 &AM EIMFEAERET 5,
<HAIERE, n=1%1.718

gv—98 0T¥8NS DONd
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Table—2 HfOEBREE

(BAr ppm)
Metaltzc X 3 X & % #H # 3
B Eitic L 5 X 8arE - - %%k 9 e WOE M B
® B RE EERE zZ-1~16 B % 2B NBS 1234 ~1239 (DCP)
i o 7 @&
FILTER IN | FILTER QUT | FILTER IN | FILTER OUT | FILTER IN |FILTER OUT | i @ | & M
85 81 78 75
ZR~ 1 84 80 64 75 X=80 |8 ¥=82 |7 x=7 |78 x=76 78 79 78
79 83 75 74
125 122 116 113
-2 129 117 80 120 X =121 | 118 =121 | 119 X =116 | 112 X = 112 122 122 122
117 122 112 110
158 164 148 153
-3 182 168 134 173 X=166 | 167 x =166 | 170 x =159 | 158 X =154 166 175 171
167 165 160 152
: 208 203 195 190
-4 213 212 183 207 x=207 | 204 =202 | 202 =198 | 192 X = 189 202 212 202
205 200 187 185
- 78 7 72 66 I;’is‘%d' Z-2
NZ~ 1 85 56 32 76 x=75 |77 x=75 |77 T=72 |74 T=69 59 75 & %
71 78 68 68 65 66
115 115 107 107
-2 126 112 90 119 X=116 | 108 x=113 | 118 X =111 | 103 X = 105 108 124 111 | 113
113 116 109 105
156 154 146 143
-3 157 160 136 160 x=158 | 143 X =149 | 157 x =152 | 135 x = 138 155 162 152 | 156
158 149 152 136
197 182 184 176
-4 204 198 170 196 x=194 | 177 ¥ =184 | 192 x =186 | 167 x =172 190 192 191 | 195
189 187 182 172

4¥—98 0TFQNS ONd
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Counts (x 10?)
8

<
. NBS 1236 -2
B B S581.20 " 714
NBS 1238
7 I—
NBS1234 ~ 1234
0d=_3.8 P
73 Z-1~16
2 ad=5.2
NBS1235 \O Z-12
6 .
NBS 1239
NBS 1234 Ve
\ X Z—13
z-11
NBS1237
71
51 A
)
z—16
InZ 715
L | | | | | ! | | | 1 |

0 20 40 60 80 100 130 140 160 180 200 290 240

Hf (ppm)
Fig—1 HfOEER (FILTER IN)

g7 —98 OTP8NS ONd
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Counts (x 10%)

5

NBS 1236 /

NBS 1238

HiE B S581.20 NBS 1234 ~ 1239

NBS1235

NBS1239

NBS1234 \)
NB51237

| : | | | i |
20 40 60 80 100 120 140 160 180 200 220 240

Fig—2 HfO#®E#H (FILTER OUT)

g7 —98 0T¥ENS ONd
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Countsg
{x 10*)
r Al % B $58.1.18
Ud=2.4 \
cd=1.2
6 - _
Qeeeres ﬁ e ﬁ
Avreees DCP A E (RiIED
T / 1 | | | ! | |
0 80 80 160 120 140 160 180 200 220
Hf (ppm)
Fig~3 ZR—1~40HKEM (FILTER IN)
Counts
{(x 10°) NZ—4
T % H S581.18
cd=2.6 \
cd=4.9
6 |
(@ RARRRE- s
A DCP #34rfE (R

1 L | I
0 60 80 100 120 140 160 180 200 220

Hf (ppm}

Fig—4 NZ-~1~40REf (FILTER IN)
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Counts
(x 10%)

48 |- ZR—4

#l 8 B S58.1.18
46 -
44
O T E
42 NEITTe DCP £ ¥ E (aii[alh)

I | | ] ] 1 | 1
0 “80 80 100 120 140 160 180 206 220

Hf (ppm)

Fig—5 ZR—1~40O%KE#H (FILTER OUT)

Counts
(x 10%)

48 -

Al E H $581.18

l)._L | | | | |
0 60 280 100 120 140 160 180 200
Hf (ppm)

I
220

Fig—6 NZI—-1~40&#H (FILTER OUT)
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Counts {x 10%)

fl & B S$58.1.20

...... ﬁﬁ-\-,ﬁﬁ

FANRIRIE DCP 23478 (Fi[E)

A ...... r/4 (é,‘@)
‘L“ ! | | ] i | | | |
3 60 80 100 120 140 160 180 200 220

Hf (ppm)

Fig—7 ZR—-1~40O%ER (FILTER IN)

Counts {x 10%) : ONZ—-4
7 -
H F B S58.1.20
6 -
Q) reeee i 7_1'-\- {ﬁ
FANEID DCP 434 {8 (AirfaE))
A veeees ” (&E)
-
T—IL' ! | 1 l 1 I |
0 60 80 100 120 140 160 180 200 220

Hf (ppm)

Fig—8 NZ-1~40O#kE#H (FILTER IN)
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Counts (X 10°)

48 |- '/
ZR—-4 .
#l F B $58.1.20
DCP 3478 (RiflE))
(45D
FI ] | | I i | ! J
0" &0 80 100 120 140 160 180 200 220

Hf (ppm)

Fig—9 ZR—-1~408®RE# (FILTER OUT)

Counts (X 10%)

48 -

#ll F B $581.20

NzZ—4
46 -

44 -

...... ii‘-\-ﬂ‘ﬁ

49 JANRES DCP sriE (RED
‘ A e ” (&)

] ] ] I | ] H
0 "'60 80 100 120 140 160 180 200 220

Hf (ppm)

Fig— 10 NZ-1~40OKREH (FILTER 0OUT)
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100
CuK A:(1) CuK £ 2(1)
\ \ T HELA,, fe)
90
HELA4{1)
ZrKA, 8312 l/
ZrK842) g0
ZrKA, (1) HELA, (1)
\ N
L 70
60
HfLA#s (1) 50
40
30
20
NBS 1215
Hf =412 ppm 10
Cu = 140 ppm
L0
a 10 39 387
Fig—11
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PNC SN8410 86—42

-100

-90

30

HEfL A )

HIL A1, Bgl1)

CuKA,. g5 (1)

CuK#, (2)

¥

60

ZrKF . 32}

Hf LAs(1)

|

60

ZrKﬂz 2}

HfL 34(2) 40

-0

Fig— 12
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SEEH 5)

HEXBAWIK LB O fhOoN7 =0 2DEREK
DNTORI (A v PI T A7 402 —-DRIRITONT)

(R o = BegR e

LB B

INETORFFERDP S, BTV 7 v M ERBOTE, ABEERK (210, + HIO) %
BT oniofBEEEESTT 258, 41 v VI YAT A vy —DOERBLETHET LM
BRI (CHFASENN 43 -8B, 4118 . TLTSRREET« R Eito L
TAwy bV Da7 oy —OHBERA L,

2. EEAE
B BT NBS 1234 ~94 &
EBREMH | ZHHELEERNL43 -8
Ty — I @8BS v b)Y L (Research Chemicals #&!, BEX 0. Imm)
"3 RERER
£ 1
{ppm)
FILTER OUT FILTER 1IN
# b R & IDMS#E
= & E d | & & d
NBS 1234 48 65 7 53 5
1235 a7 98 1 93 ~ 4
1236 205 211 6 205 0
1237 33 31 -2 34 1
1238 185 179 ) 187 2
1239 79 72 -7 76 -3
ad - 5.9 3.3
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o 1236 o
IN QUT
)(]_['_):s X].Oa
6 — 65
(FILTER OUT)
= 5626% 50.97 Cy¢
5 —60 -
1234 o S50+ & 460Cu
T = 3066 + 8. 466Cy;
4—-55}
T ' l I I
0 50 100 o ”
Hf (ppm)
1

— 126 —
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Filter out L Filter in L
(CPS) (CPS)

- 1600 320
1200 - 240
- 800 - 160
- 400 - 80

L 1 Il L 1 i

41° 40° 39° 41° 40° 39°

K2 F+—tf RE:ZI15@EEPva=vs Hf 2ppm)

Z¥—98 0T78NS DN
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2 Nyl TS50y FOFEERTE
#5E : 39.50° Filter out 60#p, n=2
= = X g 1234~6IET 5 tRE | BB ES5 %
NBS 1234~6 60578 672 - -
1235 ~ 9 50593 1106 to= 2. 058 t =1 182
ZR 1~4 58260 " 089 to=5. 86 t = 1,782
.15+ 1236
ZR—4
R=0.9736 + 7.991 X 10™*Cys
od =BT 1238
1.10
L]
w2
HE
== 1.05
I
o
1.00

1 1
50 100 150
Hi (ppm)

3 BEHICL5HRER

— 128 —

200




-~ 621 —

ouT
ouUT
1;;@.?; [=55458 + 53.221 Cur, © = 0.9957
- Yuat std~Yuar BEC1042
711 6459 - 6.41
12 126.69  —1.31
(IN) (OUT) 13 67.02  —4.98
X10° X 10° 14 21273 -1.27
6 65 N 15 0.3 - 16l

16 40.88 + 3.88

NBS 1234 54.43 + 6.43 BiZr
1235 106. 44 +9.44
1236 213.50 + 8.50

1239 72.33 - 6.67
od; = 6.54 3§ iR & S HER
od = 4.20
IN
1=3717 - 8.7129 Cy r =0.9993
5 zil 67.99 —3.01 BEC 426
12 125.72 -2.28
13 69. 94 — 2,06
14  220.52 +0.52
15 1,08 -0.92 ) #zr
16 38.84 +1.84
NBS 1234 53.5 + 553 r#EiZr
1235 97.83 +0.83
1236 206.29 +1.29
1239 77.28 -1.72
4 od = 2.56 —[F Lk
od =1.74
36 53 50 100 750 300 250
Hf ./ ppm
Hf (ppm)

4

¢7—98 0I¥8NS ONd



PNC SN8410 8642

SEEFH6)

WHEXEIWICLE v 04
FON7 =7 LERHEICDONT

() AT SURTT |

1. EANE
BT RIBECEBYLHTARONT =0 AERTIE, JNVaoo sl InaodT, HEE
EEOAT =9 AEHBCRHI RN H LN, TOBERS Y MY Y AT 4 vy —OER, XIE
BEERIC L AR TEOREC LT, NSLRBBT Edbhrot (BE: No46 —15)s
LEDEETHE, 7405 —OHRD OFERE, 7 OERORHTERT -7

2. EBAEK
A £ © NBS1234~1239, Z11~16
TanF— 1 LFAybYvs (BS0 1mm)
MERE @ ZHHESERN43 -8R

3. EBRESR

MEEHEEPLT(n=14) ABLABR 1RV 2E2BR. 740y —RLTRIVI=T
LETUH oA TEBERENA DR (Y2=9 A+ Tppm, Y o4 —5ppm, TDOE1L2
ppm), 7 4 vy —{HRICE D, ELL{KEBEEN: @EDOESppm)o 7 4 Wy —DFERIKLY, B
EC {3 1068 ppm#» 5 432ppmic (#1725 1K), 6did 7. lppm#A 5 3. 3 ppmil B L7

T/, MUAIEHEEZAVT, $EORCES TTORELT - 18R, R3RU4ERI. 0did
FhEh 3. 4ppm (7 4 & —75L), 2.3ppm (7 4 4% —(ERICED L, MIEDOFRENFBLNI/S
(7585, Zr BHEDOHED od $IRIFEMKT, THEN 3.5, 2.3ppm TH » 7o)

1) K%, =% . otfk%¥ 18, 213 (1969)
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COUNT

—I€1 -~

x 10°

(0.5) x 10°
@ NBS 1234~6 (Zr)
o NBS 1237~9 (Zircaloy)

65 F ,
O JAERI-Z 11~ 14 (Zircaley)

o (1.3)

@ JAERI-Z15, 16 (Zr) 5.5
[= % R | & &
¥ = 55638 + 52.09 x Y= 3731 + 8.631 x
(BEC 1068ppm) (BEC 432ppm)
(&) B0 = 14 DEHE (0.9
5.0+
( JO%IE : Sn % -
{ppm)} 5 (ppm)
60 = ¥ | rousg[ElRHE |2 d) 8 = £ [ 1pvst (@A 2={d)
NBS 1234 | 48| 58.0|10.0 4.5 NBS 1234| 48 | 54.3| 6.3

1235 | 97 [104.7| 7.7
1236 | 205 |215.1| 10.1
1237| 33| 22.1H0.9
1238 | 185 |177.3}- 7.7
1239 79 7431 4.7 40

JAERI-Z11| 71| 64.71 6.3
Z12| 128 128.5| 0.5
z13| 72| 70.21- 1.8

1235( 97 | 98.8| 1.8
1236 206 |209.6| 4.6
1237 33 | 29.9|-3.1
1238 | 185 |180.3|— 4.7
1239 79 | 78.1]—-0.9
JAERI-Z11| 7! | 66.8]- 4.2
Z12( 128 :127.1|= 0.9
Z13| 172 | 72.6; 0.6

55 |- ‘ ' Z14| 220 |216.41- 3.6 , Z14| 220 219.7|~ 0.3
L z15| 2| 4.0/ 20 3.5 _ Z15) 2| 0.7/-13
W Z16| 37| 42.0) 5.0 = Z16| 37 |39.2| 22

| | | ed=T. lppm | I od = 3. 3ppm
| L 1
0 50 100 150 200 0 50 100 150 200

HE {ppm) Hf (ppm)

1 ~N7=vaBiFBE(Z oy L) 2 N7=vLEFEE(7 o VI ER)

¢v—98 0TF8NS ONJ
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Awvr (y—402.7(Sn%))

% 103
i)
@ 4 = :
y = 55998 + 51,68 (Hfppm)— 402.7 (Sn %}
65 -

60 (ppm)
@ B [[oms#felEE | 2 (d)

NBS 1234 48 | B1.5 3.5

1235 97 | 98.6 1.6

1236 | 205 (209.89( 4.9

1237 33 | 30.8|-2.2

1238 185 |181.3 (- 3.7

1239 79 | BG.4 1.4

JAERI-Z 11 71 | 72.% 1.5

Z12| 128 [129.6 1.6

55 L Z13| 72| 753 3.3
Z14| 220 |214.8(- 5.2

T Z156 2|=30|-5.0
Z16 37| 35.4(- 1.6

. . , fd= 3. 4ppm
0 50 100 150 200

Hf (ppm)

3 TIFHEN7=vaEREH(7Z s vsE0L)

Aok (y—271.75(6n %3]

1 % 108

= g
5.5F y = 3750 + 8.636 (Hfppm)— 27.75 (Sn %)
5.0 -

{ppm)
45 2 % |[ovsm[ERRE|Z d)
NBS 1234 48 51.6| 3.6
1235 97 | 96.3i-0.7
1236 | 205 [207.4] 2.4
1237 33 | 33.5]| 0.5
4.0 1238 185 |181.9|-3.1
1239 79 | 80.7| 1.7
JAERI-Z 11 71 70.1(-0.9
Z12| 128 (127.6|-0.4
Z13 72 T4.71 2.7
3.5 Z147 220 | 219.0{—1.0
Z15s 2 |- 22|—-4.2
'[ 716 37 | 36.4|~0.6
. ' | ad = 2, 3ppm |
1] 50 100 150 200

Hf (ppm)

4 TI@EN 7= ARRHRT + VI ERD

Zv—98 0T78NS DNd



PNC SN8410 Bg—42

4 E B _
(1) 7240 —{FRick?, BECOREL (S/ANKOELE)IZ2WTA » M) v 20 EBRIRER?!
A2E 5 CFRT,
sl HELE  HELA
150 ZrKﬁz 1
o W I 5 1.374A(39.91°
H 0.6885 A R O
&1m- 4
X ! 21K B, (T
E3 | N — 1.3774°
1% : (40.09° )
50 - N
~ | N
u |
e 0 ] L
~ g it 0.5 1.0 ﬂ5

#  RCA D
K5 4wy sOBEBRIGEEK

HfLA, OB ES T2 EER Rdhalgi) TodRRINGHIE, 65, HILAREA
BTRAIOTH S, MBRHILA HOBEI, BERHIEXBELT I /3y v FBEK
T2 EEL 6053, TOHE, S/NHEEMTHS.

74y -k B3R

I:ﬂoe%'m | 3)
TTT, Ie ! ABXEHE, | SEXEARE »o ! KE t! 7105 -Ex5,
2/ 0 BRBINGHK

ThHdhd,
L AR To s ROEEER Lo,ut BHEEER
= X etesR0bett — X 2.6 (4)
Ise " Iosme 14,80

f#L, p=3.8, t=0.01
2L, BT 4 vy —FHBOS /N, GEOHET7 + s -1 LTDS/NHEEZS
hod, ThkD 74wy ~ERICED, S/NKIZ2 6ERLBIEHEESNEYE, THITHER
R (BECH1/2.58) £i3I3—8d 3,
@ ZanF—lEBINazvLETILH DL DEDRKRD
HfLA (39.91°) EfFiid, ZrKB.(II) (40.09°) 35 b, Thitk 2HEEITH>0 TR
Lo ,
Z15 (Hf 2ppm)ZEBE LT, 39.91°& 39.80°(Ny 2 77 v v FHEH) ORIEEOER

- =133 —



PNC SN8410 86—42

2) KATHLEENL : INTERNATIONAL TABLES FOR X—RAY CRYSTALLOGRAPHY
EBHE, Z4nws—TLTIROAT Y, EHTM AV Y+ ERF,

BBROEELLFNFNNT7 =94 E LT 15ppm, 37ppm &AM T Iva =9 b6t
SACADINLT =T LBOEN2SEHTEIHSE, 0.3ppm, 0.7ppm &L D, KERFER (7
4y —[EMA 12ppm, 7 4 ¥ —15 L S5ppm) EFHREATE L,

BiE, Yva=9LsdnholT, Ny S5 9F (30 500 KARENHDONE T L
FE L7hS, 4, NBS 1234 ROV 1237 2#3KE LT, 39.50° TRIELAER, K10k
HCHIPIEFEERENA BN,

#l Nyl 5o FREOHE(Z L5 L)

) Ny Py Y FRE (39, 50°)
B! =
BYYE (n=150FE) o
NBS 1234 (Zr) 57721 258
» 1237 (Zry—4) 57084 403

#£2 3991 AHEBRNZR

7T £ | Zr Sn Fe Cr Ni

ERRIN R 105 190 232 192 267

HEfDA Y FEBSTE, ~7=vA12ppmic YL, ERERLIZETI—HT .INnKD
Ina=gaédnaanfdFER Nyl S50 FCHFRTEEELONS.

eSO X e,
) _ . kI
I:J kI, e #PPt 44— ! zcic, K EH (1)
0 Hipp

THEZALONB, Inva=gnasvnhnd T, EREBENFEHEIR 2750, 30.91° T
BOTENF105.1 (NBS 1234) , 106.8 (NBS 1237) &HESh B, S, 39.90°IC
Bl 3 XEBEHE,

Tios k1, kI,
= / =1, 023 (2)
e Cu/o)p Ji2as (nfod*p Ji23q

F27U,  Puss =6.50, Pzy-.= 6.55

L1 3, THbh, DNa=oaEPNAOLT, NPT FBRECH2IBENELS &
WESND, BECH7 40y~ LE, FHTI068ppm& 432ppmTH ED5, Y va=v L
&P A a4 TH 20ppm (7 4 05 —12 L), K8 ppm (7 4 w5 — B HEUBT LRITBH,
CHIIERBERCIIEF—TT 3, 3/, HETRKIZBEIEYTH oA bEFETRICLSH
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BRRFBEHOELEWEL TS DY TH B,

5 X &8

TN =g LEI N A EONT = ARREDER, <)y 7 RCEEXBORINKDED
IKHERL, 7449 —REDINDBNELLHEDE, BECHH 1/ 25FIcEDTEIDEERLL
hd, REORAIEREOTIR, 7+ vy —OFEAXIE, SEERIKIZHFTCHROMELTS>C &
kb, ZEFULNSLTHLENTEE0T, BEMNITIIEBELIOEEZL .

$70. ZRVU—RIEo0THNBS 1237 ~0, 211 ~ 14 S FRCEA T LHTEBDT
SRR EN 46 — 10 DNT =Y AFRED 7 4 vy —HEOER, LROLICHRPFTE
%o NZ v =ZXRDVWTiF, NZASOHRBINFEL 105.5 RULHE 6.59 AR HTHDS L,

11234

= 1,018

INZ

1LY, Ik o LERECRS T EATE B LIRS N B,
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BEER(T

Hf 264.1406 nmictd 2 Cr & (ICP4OFE)
(B W= BUSHAR

1, FL&IC
Hf 264. 1406 nmicW3 3 Cr DEHEIC L ZFERBAFE L. 2OBRELUTREET 3,

2. ERREORH
ZR— 10K CrEx0~0.3%HEML, ERFEAARL -,

3. EERER
1) Cr o BE

8 0. 0020 -
o
N
%)
_ .00340 ©
0.0010 - A (%)=
0.1 0.2 03 0.4
Cr(%)}
2) ZR— 10 DHEEER
(%)
£ B O#H H Hf BT E Hf (CrifE) Cr
ZR— 10 0. 0073 0. 0072 0. 083
ZR—10+Cr0.1% 0. 0073 0. 0072 0. 183
ZR—10+Cr0.2% 0. 0073 0. 0072 0. 283
ZR-10+Cr0.3% 0. 0073 0. 0071 0. 383

4. Bhbic
1) Hf 264. 1406 nmicxid 2 EHEEIE, Cr 264.137nmTHS (MIT)
2) HiOBFIiEcBOT, CrOBERMNETH B,
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BELEHE)
Hf iCd 9 5 Cro#Bic>nT (ICPA#HE)
B4 - B
1. EADE

Hf (264 14nm)iICHTACr OFBIt oW THBLLOT, F0ERLEET 3,

2. REAE
2.1 HElagoiEs
Hf 0, 50pgitCr 1~10mg, Y5mgKRU H.80, (1+3) 20ml 2¥EML, SEnms
T 128, 100ml & Uiz MBIRIZHI %2 0 ~ 100 2g BEANCRNL , FRICEEL TR L,
2.2 et _
ICP EEGVM-— 1000P
S 1. 3kW
Ar # = =5 Y114 /min, 75 X< 1.5£/min, &+ ) 71£/min
WE B 15mm
3. EERER
#£1 Hfitwd5Cr o8(1)
(ng)
A YHREEZEHER YHEEREE
No [HfZHEME | Cr fiinE
Cug) (mg) | AFEB B—A Sl B B—-A
1 0 I -0.2 -0.2 1.0 1.0
2 0 2.5 1.0 1.0 1.8 1.8
3 0 5 2.6 2.6 4.0 4.0
4 0 10 5.7 5.7 7.3 7.3
HIEFEE (Hf #g  Crmg) 0. 65 0.71
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#2 HfkendT3CroE(ID

Crg)

" m%m&cﬂmﬁ YHNEBRBAEFR Y AR E

(ug) (mg) | S34FfEB B—A SHirfE B B—-A
1 50 H 50.1 0.1 50. 8 0.8
2 50 2.5 50.9 09 51. 1 1.1
3 50 5 54.6 4.6 52. 7 2.7
4 50 10 56. 7 6.7 56. 6 6. 6
fHEFRE (Hf 2gCrmg) 0.75 0. 67

4. £ &

Hf(264.14mm) &L TCr EE LR oM, TORBIEICr 1 BHOHL 7 ppmBET

HY, PrhuAhOH{ % ICPTHHITIT 3184, CroEEE I3 DLEDLNS,
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SEERO)
Hf264.1406nmicxtd 5 CrDRE
(ICP Zesrear i)
£ - SESLEN
1. ECHIE

FES0E=HATHRHESIKECT, 8L D, Hf 264.1406 nmitxf 375 Cr DER
[{AHf (%) = 0.00346 « Cr (%) } I 2 L0HE (50— 1)dHENI. COBEICLONT
BRERETsfre FTOEREIDTIRHET S,

2. REBREE
Ei# [CPV~ 1000
HO= T b, & b= VEENLHE~ X 7 ZHRE

3. EBRFEOAS
1) 1mg/mé, 10mg,/ mfDCr Kk
2) ZR—10IRCri 0~ 1.0%WINL, ERBEE L.

4. EBRER
1) #tik=2 7 BRICES Cr OREH

Cr I mg/mf Cr 10 mg. mé
AL 1.1 6. 4
Hf ng mf
~ZAJED 0.3 2.6

v RIBLTIIAHS (ppm) = (11 or 6.4) X' Cr (%)
vZRI7BYTERAHi (ppm)= 3xXCr (%)
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2) ZR— 10 OA TR

= 2 Hf % & Hf FRE(%) Cr (%)
ZR - 10 1. 408 0. 0073 0. 083
ZR-10 +Cr 0.1% 1. 402 0. 0072 0. 183
ZR— 10 +Cr 0. 2% 1. 411 0. 0073 0. 283
ZR—10 +Cr 0.3% 1..425 0. 0075 0. 383
ZR—10 +Cr 0.5% 1. 419 0. 0074 0. 583
"ZR—10 +Cr 1.0% 1.414 0. 0074 1. 083
HIERFIE=R 2 HD

5. &HOI(C
1) BHoEBEico0 T, Hf 2641406 nmicXd 3 Cr 264. 137 nmDENY X, Cr 1HT
Hf 2.6 ppmBEETHYD, JhofhH TR, CrOoERHEBRETINETIbOL
EZ Do |
2) HHOERETIE, KHFHIE-227EFD, MLCLH CrOHI KN T HHEBREN 2 ~45ITE
D, HOZX Y » F ErSORESBHTH 25D LB S,
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BEER 00
[ICPHEXDGITEICHET 2 Y NEEEORR (No.1)
W%

1. [FL&IC ‘
ICPHICE B Zr RUZryDFIFICBOTHWON S YASEEREEDIIRIC OO T, S EIE H,
SO, BOFIE, 47 ) vIBIKEZZr<b ) v 2 ZOBERSOWTRIFLIZOTRET 5,

2. £ B
ZR—OAFHELTAY, PEERELTY 2mg 284 MARD BT/, MEET-70
(1) (1+1) Hy SO, ¥EME (4, 5, 6, 7, 8m#f)

2 H»7Y IR (0.4, 0.45, 0.5, 0.55, 0.6g)

3. RERER GIRER)
3—1 (1+1)YH,SO,BRMBDOHIE
Y EBIEERSIE A B VR LIESE, (1 + 1)H, SO, 0RTMROEMIC DA Es R B ic &
FTd s, YHREELROABAETIE, (1+1)H;, S0, 5~8mf T, ZEXE—DahEHSE
LN Y AIREREN, BBENBRCL3HTEOEFHOMERLEIL> THWEL EAbP -7,
3—2 Hv7YrIROME
SEORBRICE TR, v 7)) v IREBERESELD, ZrOo<r )y 7 XFHRO
HBERSOTOENEF— s MEhish -t SEOHER» S, YARERENYy 7Y 7
Bick5Z2rDB, GRERIE, RBILBOVTENIDEBDLND.
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(%)
0.075

0.070

0. 065

WMBEEREORBLE (Cr) (%) WEE O E (Ni)
FRiE  0.069 % 0.070 - FRE  0.064 %
A YRERL a YRERL
o] ” 5@ N 0 ”35@
i
De——.
N\, &
. 0.065 |-
\ o \,_\ -0
0.060 |-
] 1 | | gl(mf) _” | | !

4 5 6 7
(1+1) H:50; HmE

5 6 7 8I(mf)
{1+1) HoSO, IR

¢P—98 0IF8NS ONd
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¥ v7 Y v SROBIE (Cr)

(%)
0.070 -
iy
o 0.065 |
i
ERME 0.060%
A YHEGL
O ”r 5@
0.060 |
) 1 1 Ll 1 i
' 0.4 0.45 0.5 0.55 0.6
(g)

HrFY v Ii

(%)
0.09

0.08

0.07

0.06

0.05

0.04

H 7Y RO (Ni)
FRE 0.064 %

A YHEIES L
o ~ HY
1 i | | | |
—— 0. 45 0.5 0.55 0.6
(g)
AR ) I i = |
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SEERW

ICP RGBT B T Y ASEEDHE (N 2)

1. B 9]
ICPEICEEZIr BRUZry.OBMICBOTHCONS Y NREEEOHEIC oW T RIE(51—
INDWELUH,S0, O, 7V I BIck3Zr< ) » 2 AOFEIRSVT, 2EIX S
ICHRIERTF 25 CEHEIKBEE LB Ui, /40, HARERR YDV TR LAOTHRET 3,

2 B B

ZR—OZFEB L LTHVALIEEEL LTY 2mgid B LA MARDEETRAEET- 120

(1) (1+1)H.SO.%ME 5.0, 5.5, 6.0, 6.5, 7.0 (mf)

2 wr7Yyr7BE 048, 0.49, 0.50, 0.51, 0.52 (g)

Fio, APBEKS2VWTE, ZR—-1, ZR-10ZE8E L THY, AEEEELLTY 2mg %
A REETT - o

8 ZR-—1 n=10

ZR—10 n=10

3. ERER GIRsSR)

3—(1) (1+1)H.SOJRMEDRIE

AR (1 + 1)HSOBME% 6. 0mé + 2. 4mfl OFFETRAIEETV, Y ABEESHRE
BNRIC LB ATMEOEBRORBERCRT > T B3 E0IHEE LD, §EO (1+1)H80,
BNE 6. 0mé+ 1. 0mf OFEATH, FIEIRSEELERBD OG-8, YHEZT -1
BE LTI, Il GORRERLVO0, FEFEE (o), EHHMK (C, VILSRYHMIEL
7AW, BELTRBD, MBEMRCLZHTEOETMIELENL>THWEEVR B,
3—-2 v¥7)rIrEORME

gilEl, v 7Y v IBA0.5g+0 1g DHEETITO Y AIIEEEDNSZr OB, GOFIEIE, &
A5 TOROOTREOLECSHEE L, Siloy 7)) Y /E% 0.5¢g+20.02g O
BT~ RO KT 5L, o, C, VERYRERLVEDLAHOELEL THD, YARE
ERGyT) rFRICEBZZr OB, GHEROBI-TH3EEBbh 5,
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3—3) SirEE
(%)
i Cr N i
#E ‘
(FRAE YHERL YHESD YHIEMLL YHIED D
2R 1 THE % 0. 0430 0. 0435 0. 0251 0. 0234
Cr:0.044% |@iEREZE o 0. 0021 0. 0009 0. 0014 0. 0011
Ni:Q.
£20-023% | e oy 4.78 1.95 5. 46 4. 59
2R - 10 TE 3 0. 0839 0. 0822 0. 0604 0. 0588
Cr:0.083% M2 o 0. 0011 0. 0006 0. 0014 0. 0006
Ni :0.061 %
EEREH CV 1.31 0. 77 2. 24 1.08

SRECYAEENGAHRELTE, LEROLBOYHEEZL/bDRE, YREZL
BObOLDEERE (o), EHHREY (C, ViicmEL TEh, YRBESGITEREILEA S
PREARTHLEOA D,
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BE
(%)
0.070

0.065

3}
L

MR OME (Cr)
FoniE 0.069%

o YRFHKL
@ #” 35(0
A
~
/ ~
N = -
e
~0
YRHESL | YHIESD
% 0.0674 0.0675
a 0.0013 0. 0003
C.v| 1871 0.40
| | i |
5.0 5.5 6.0 6.5 7.0
(mf)

(1+1) H,; S0, FHmi

3B
(%)
0.065

0.060

BmEROBIE (Ni)

FTME 0.064%

o YHIERLL

v FHb

| YRESL|YHIEDD
X 0. 0625 0.0622
g 0.0013 0. 0009
C.V| 213 1.51
— 5.I0 5.I5 G.IO 6.l5 7.'0
(mf)

(1+1) H: SO, ¥l

g —98 0I¥8NS ONd
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e
(%)
0.070

0.065

3

]

pt

[ ] #”

7Y IRk BHIE (Cr)

FRfE  0.069 %
O YHRIEZRL

50

YRIEMSL

YRILEHD

»l

0.0676

0.0674

0.0009

0.0008

1.38

!
0.50
yrryvyE (g)

mE
(%)
0.065

0.080

#v7 Y v SRIC K AHIE (Ni)

FZRE 0064%
o YRIE/ZL

e « »HY

$7FY s S®] (g)

//0\._\(9
/// m
rd
A7
==
@——_7/
/
7/
/
C/ YHESL | YHESD
X 0.0619 0.0622
G 0.0017 0.0011
cVv| 2.7 1.74
1), t i t | |
T 0.48 0.49 0.50 0. 51 0.52

Z7—08 0TP8NS ONd
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BEER

ZR—1 ZR—4DFeRUTiooHhER

. B ®
ICP%%%%&%E%%(50—3ﬁﬁ)m$wf,ﬁ%@&o%ﬁ%bentzwngﬁ,
ZR—1DFe R ZR—4DTiik2\T, 3HECE L TANATORRELERT S,

2. SWAH®E
Fe ! 1,10-7=F>vbto) vRtaAEE
Ti | F4 ¥ 7 vEsEHE— TOPOMMBL 4 ik
B 1 & 38— 1 CP ik

3. oHHE
ZBR — 1 O R
Fe (%)
= = i o iy & ICPHEFHE
0. 067
ZR-1 0. 075 0. 067 0. 068
: 0. 068
0. 170
ZR—9 0. 170 0. 172 0. 170
ZR — 4 OB RER
Ti (ppm)
# &~ 1B TOPOH B - ICP I CP AL E 4 E
54 46
ZR—4 56 55 44 46
53 43
12 15 _ _
ZR-10 (TOPOQ, ICP) 16
* 96 93
NBS —1238 (1CP) 91 96

* 3HAE (- ICP)
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4 T LB

ZR— 1 OFe OB/HFEE, 1CPEFMMHEL BO—FAa o h, BREICH L TE 0.0008 %

BEREER. BERBMIEIT -1 ZR- ORRIFUHREGBONLI LSS, ZR - 1OFR
EFXEHTHS EBPNS,

TOPOBEILELZ ZR~ 4D Ti Airflid, BREE—BLA-ESELN. Fxv 78BELT
G LI ZR- I0RFRECH L TEDDOEBELNTHEH, CHIZZR~-9, - 10DTiDE

NMEZHRET E2H0ICIETOPOEL ICPEMEREN, THEOLEETEAREPRES LD
FRMEEDEMRS ORI D EELN A,

ZR — 10 Ti &[S HFE

ZR—10(Ti pom)
TOPOE 15, 14, 15, 15
(3 53475 17, 17, 17, 18
10, 10, 11, 10
B-I1CP & 6, 6, T, 6
(1 534D
£ =~ & 12

TOPOERDWTI, TOPOMI LB Ynhn A D Ti EBAE (47 — 8##l) TTa,Nb
DYHECHEPHLNTHY, Ta, NbHBEVEMOEERSOHFIC LD TOPO Hikbb TR
ICPEREBRLTSEATONSEDEEDLNG, B4 52— [CPHEEEE ICPETHRE
WRONBOOT, ICPHICLAEALDEREOTVAINETS S LEBbIS,

BELLTZ72F v o)y, TOPOIMAEORINEEERE,
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Fe 400 ug

/ Amax = 5t2nm

I 10

1
400

500
# F (nm)

1.10 7 = F v b 0 Y YIRSk A EEORINAHE

600

CONDITION
DATE $60.11.18
OPERATOR
SAMPLE
MODE A.B.S
SLIT 2.0nm
SCALE 0~1.0 ABS
RESPONSE 1sec
RECORDINC SEQ

10 nmem

SCAN SPEEDY 60 am/min
LAMP WI
CELL 10mm
REFERENCE #iox
REMARKS

g7 —98 0TFBNS IONd
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Lo
L 10
ZR-4
/ Amax 424nm L 20
A.B.S=0.460 CONDITION
DATE $60. 11,725
OPERA
! 30 TOR
&% | SAMPLE Ti
MODE ABS
L 4p 8 | SLIT 2.0 nm
SCALE 0~ 0.6ABS
Ti dug % [ RESPONSE 1
Amax 425. 5nm sec
A.B.S=0.373 - 50 RECORDINC SEQ
; 10 nm~ cm
« | 5CA SPEED 60 nmmin
- 60 LAMP Wi
CELL 10mm
ZR-10 . :
Amax 415 nm 70 REFERENCB[ v # o~$4 >
A.B.S=0.156
REMARKS
- 80
L 90
TiQng Amax 423 ~ 430nm
A.B.S =0.055
L 100
350 00 150 500

% & (nm)
TOPO & B g0 I (R i i
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BEER
FORXBAITERLLBEZR ~ 1
DFe, ZR~4DTi OFHTER
(bR W Y4B TR
LE B

[CPEGIERER (FEFN50—-4)icBWV T, ZR—1DFe, BLUZR—4DTi D&
ERFMEREPRED SN TLT, FOXXBEBFEEZROT, RPMEDOF = v 7 %2{T- 7

2. ZR—1DFe
SEROHE
(%)
= P! B - | ICPS #7 i | DULEXE *
ZR— 1 0. 075 0. 068 0. 066
ZR— 2 0.119 - 0.114
ZR—3 0.171 0.174 0. 169
ZR— 14 0. 214 0. 216 0. 221
* Z11 ~ 14 % FOTHREBEER
2) BREBOEREX (ad)

Z11~140DH 0.0020%

Z11~14, ZR—1, ZR—3, ZR—4 (FErMEHER 0.0034%

Z11~14, ZR—1, ZR—2, ZR—3 (ICPSIEfER) 0.0030%

3. ZR-4OTi
(1) DrERoHE
Ppm
= = #F | fH ICP4 # & HioskXsg *

ZR -1 5 <1 <5
ZR-2 22 - 19
ZR—3 41 - 35
ZR—4 56 46 49

* Z 11 ~ 14 % BAUVWCCTHREEIER
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(2) REBOERS (0d)
Z11~140D&H 1. 2 ppm
Z11~14, ZR-1, ZR—4 (FEREFER 3. 8 ppm
Z11~14, ZR—1, ZR—4 (ICPA¥EMA) 1. 9ppm

4 £ L& O

FOEXEIFOER, Tik2\WTHE, ICPHMMEOFHL D ERIEELZ CNBHMFellD
OTIRHWTE LD - 0 '
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K (counts)

Z11~14
ed = 1. 2ppm
10
5_
o ZR-1
T 1
0 50 100
Ti (ppm
K (cps)
Z11~14
6d = 0.0020 % ZR—4 o

0.1 0.2
Fe (%)
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