461

Cexyus 6. Cogpemennoe 060pyoosanue u mexHoio02u

OMPEQOENEHUE HF B CINJTABE Zr-1%Nb C UCIMNOJIb3OBAHUEM
®UNbTPA PEHTFTEHOBCKOI'O M3NTYHEHUA
C BOJIHOBOU ANCTIEPCUEN

B.B. JleBeHeu, A.1O. JloHnH, A.T1. OmenbHuK, .B. LLesueHko, A.A. Lyp
HauyuoHarnbHbIl Hay4YHbIlU yeHmp «XapbKOo8CKUU (hU3UKO-MEXHUYECKUU UHCmumymy,
yn. Akademuyeckas 1, 61108 Xapbkos, YKkpauHa

B poknage npepgcraBneHa MeToAMka 3KCMPECCHOrO Hepaspyluatollero aHanusa cogepxanus Hf B obpasuax cnnaBoB Zr-
1%Nb Ha oCHOBe peructpauuM XapakTepUCTUYECKOrO PEHTIEHOBCKOrO U3Ny4YeHust (X.p.u.), BO36GYy>O4aemoro BbiBEAEHHLIM B
aTMocdepy nyykom npoToHoB (MeTod XPW). ins ymeHblUeHWs BAMSHUA MeLuatowmx onpegenexunio Hf npumecen B peHreHoon-
TWUYECKYHO CXEMY CMEeKTpoMeTpa BBeAEH LUMPOKOMOSIOCHbIN MUPOYrNepoaHbl ounbTp, YTO MO3BOMUIIO CYLLUECTBEHHO CHU3UTb
npeaensl 0GHapyXeHWsi NpY UCMOMNb30BaHUN ANsl aHanu3a HaMbonee UHTEHCUBHbBIX NMHWUIA M3 MynbTunneTa L-cepun xapakre-
PYCTUYECKOTO pPEeHTreHOBCKOro nanyyexunst Hf. Ha ocHoBe onncaHHoro nogxopa paspabotaHa U onpoboBaHa MeToAuka, npoae-
MOHCTPUPOBaHbI BO3MOXHOCTW U3yYeHns pacnpeaeneHns radpHus B 6onbliemepHbix 06bekTax 6e3 ux paspyLueHusl, C BO3MOX-
HOCTbIO NocreayoLLe YCTaHOBKN B aKTUBHOW 30HE peakTopa.

BeeneHune

CyliectBeHHON npoGnemovi Mpu MpOV3BOACTBE
LMPKOHMEBLIX MaTepuanoB AnA MCNOMb30BaHUS B
aTOMHbIX peakTopax SABMASETCA O4YMCTKa MCXOLHOro
CblpbA OT npupogHoro cnyTtHuka Zr - Hf, npucyt-
CTBYIOLLEro BO BCeX Zr-CoAepxaluMx MuHepanax u
BMMSIIOLLEro Ha cTabnnbHOCTb HENTPOHHOIO MOTOKAa B
aKTUBHOW 30He BBMAY OONbLIOro ceyeHns 3axeata
HENTpPOHOB. B CBAA3N C 3TUM BO3HMKaeT Heobxoau-
MocTb onpefenenuss Hf Ha ypoBHe coTbix gonen
npoueHTa B LMPKOHMEBOW maTtpuue B MPUCYTCTBUM
npumecen Ni, Cu, Zn n Pb, 4to npeacraenseT cnox-
Hytl0 3agady, TpeOyHoLLyo MCNONb30BaHMSA 3KCNpecc-
HblX, HepaspyLlalwmnX, BbICOKOYYBCTBUTENbHbIX
MeTO4OB aHanv3a 3MeMeHTHOro coctasa, Mo3Bons-
IOLMX UccnefoBaTb PaBHOMEPHOCTb pacnpegerne-
HuA Hf B BonbluemMepHbIX U3Aenuax N COXPaHsaTb UX
AN nocneayoLero Ncnonb3oBaHus.

OcHoBHas YacTb

MpucytctBue Hf B Zr Ha yposHe 0.2 aT. % yBe-
NMYMBaET CeyeHne 3axBaTa TEensoBbIX HENTPOHOB
bonee yem BOBOE MO CPABHEHWMIO C YUCTbIM Zr. [Jo-
nyctumoe cogepxaHve Hf B cnnaBax, mcnonb3aye-
MbIX B aTOMHOW 3HepreTuke, BapbupyeTcsa B Aunana-
3oHe 0.01-0.05 mac. %, a B NepcneKkTMBHbIX Matepu-
anax pedb maeT o BenuuunHe nopsiaka 0.007 mac.%.
BonbLWMHCTBO METOAOB, NPUrOAHLIX NS onpeaene-
Hua Hf B Zr sgepHon YncToThl, onepupyeT npobamu
Manoro obbema, HyxgaeTcsa B npobonoaroToBke,
CBSAI3aHHOW C paspyLUeHUeM aHann3MpyeMoro oobekx-
Ta. BaxHbiM ans aHanvsa npeacraBnseTca BO3MOX-
HOCTb KOHTpons pacnpegenenuss Hf B rotoBbix us-
Aenusix, B YaCTHOCTU, B TBANbHbIX TpyOKax, ¢ nocne-
AYIOWMM KX UCMOMb30BaHWEM MO HasHadeHuto. Ac-
XO4A U3 yKasaHHblX TpeboBaHWi k aHanuay, Hanbo-
nee npuemnemsiMm Bbirnsant metog XPW, ucnonb-
3ylwmii ona onpegenieHvst 3NeMeHTHOro coctaBa
BO30OyXOeHNe X.p.1. aTOMOB "BHELUHUM" MYyYKOM MNpo-
ToHOB [1]. OTOT mMeTo4 MO3BOMSIET MPOBOAUTL He-
paspyLlaloLWmin aHanu3 SMeMeHTHOro cocTtaea Kpyn-
HorabGapuTHbIX 06bEKTOB.

AHanua cogepxaHusa Hf B LMPKOHWEBBLIX MaTepu-
anax OCMOXHSIeTCS NPUCYTCTBMEM B CMEKTpe X.p.u.
Takmx 06bEKTOB BONee UHTEHCUBHbIX, MO CPaBHEHUIO
C radpHMeBbIMY, NUKOB X.p.U. L n K-cepun Zr, a Takxe

npumMmecHbIx anemeHToB: Ni, Cu, Zn n Pb ¢ sHeprus-
MU, BNIU3KMMM K SHEPIUAM aHaNUTUYECKUX NHUI Hf.

[na onTMu3aumu ycnoBun peructpaummn X.p.u.
L-cepumn Hf B uupkoHneBon maTtpuue B NpUCyTCTBUN
MelualLWmnx npuMecen B PeHTreHOOMTUYECKYHD CXe-
My CreKTpoMeTpa Obin BBEAEH 3MEMEHT C BOSTHOBOWA
aucnepcuen — NUpoyrnepoaHbli unbTp, NO3BONSA-
oMM NponyckaTb B AETEKTOP U3MyyYeHue B Y3KOM
NpOMeXyTKe OSfIMH BOMH-3HEPrun ¢ HacTpauBaeMbiM
Junana3oHoM 0TOopa M3rnyyYeHus Mo SHEePruun.

OKcnepuMeHTarnbHble UCCreoBaHUSA BbINOSHe-
Hbl Ha aHanMTU4YEeCKOM SOEepHO-(PU3NYECKOM KOM-
nnekce “COKOJT” HHL, X®TU [2]. Nicnonb3oBaH ka-
Han ¢ "BHELHNM" NMy4yKoM, NO3BONSAOLWUM BbiNycKaTb
NPOTOHbI B aTMOCMEpPY N OCYLLEeCTBNATbL CKaHUpOBa-
HVMe MOBEPXHOCTW KpynHopa3MepHbIX 06bekToB. Ang
BblAENeHns yyacTka crnekTpa, coaepxallero aHanu-
TUYECKYID TMHUIO, U NMOOABMEHUSA WHTEHCUBHOCTU
OnM3KMX NO 3HEpPruu, MeLlarLmnX JIMHAA UCMONb30-
Barncs PeHTreHOBCKUI (OUNbTP B BUMAE LMIMHOPUYE-
ckoln cOopku M3 nrockonapannenbHbIX NIacTUH nu-
poONUTUYECKOro rpacpuTa pasvepom
3 MMx1 MMx36 MM, BbIpE3aHHbIX MO OTpaxatoLlen
nnockoctn (002) ¢ mosamyHocTblo nopsaka 0.5° wn
NnocTosiHHOM pewleTkn 0.6619 HM. DKcnepumeHTarb-
Hoe obopyaoBaHWe, UCMOoNb30BaHHOE NpY NpoBede-
HUW uccnegoBaHui, onucaHo B [1].

dunbTp M nopTaTMBHbIA Si-pin geTekTop 6binn
yCTaHOBMNEHbI Ha nnaTtcopme, OCHALLEHHOW noca-
OOYHBIMU MECTaMU U MUKPOMETPUYECKUMU BUHTAMMU,
NO3BONALWUMU C BbICOKOA TOYHOCTBHO M3MEHSATb
pacCcToAHNSA  MULWEHb-PUNBLTP,  UNILTP-AETEKTOP.
[ns obecneyeHns Hy>XHOro pa3mepa NpPoeKUMM nyud-
Ka Ha MULUEHU U BEMWUYMHBLI TENECHOro yrna aertek-
TOopa ucnonb3oBanuce AnadparMbl U KONAMMaTOPbI
C pasnuyHblM AMaMeTpoM: OT eAuHWL OO0 OeCATbIX
ponen munnumeTtpa. MIsaMeHeHne ykasaHHbIX pasme-
pPOB MO3BONISET BapbMpOBaTb Yrosyl CKOMbXEHUS a
Takke BENUYUMHY YrmoBoro pasbpoca X.p.u. Takum
00pa3om, MOXXHO U3MEHSTb dHEpPreTUYeCKuin gmana-
30H U LUMPWHY MOMOCHI NPOMyckaHWs unbTpa, no-
[aBnsis UHTEHCUBHOCTb NIUHWUIA, MeLLaloLWmnx onpeae-
nexuio Hf.

BrnusHue pasmepa npoekumy nyyka Ha MULLEHb,
YyBCTBUTENBLHONW ObBnacTu AeTekTopa, Bblpe3aemon
KONnMmMaTopom, COOCTBEHHbIE pa3mepbl unbTpa u
paccToAHUSA MULLEHb-UNLTP, PUNBTP-AETEKTOP Ha
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YHKUMIO MPOMYyCKaHUs X.p.W. (OUIIbTPOM MPOUIIIHO-
CTPUPOBaHo Ha puc. 1.
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KoandecTBo npoimeainero H3y4eHns, OTH.e/1.

. DHeprus 3IyueHus, k3B
Puc. 1. 3aBUCMMOCTb MHTEHCMBHOCTM nponyckaHua peHT-
FEHOBCKOro u3ny4vyeHunsa nupoyrnepoaHbIiM CbVII'IprOM oT
XapaKTepHbIX reoMeTpu4yeCKux pasmMepoB INEMEHTOB W3-
MepVITeJ'IbHOIZ CXeMbl

Onpegensiowen xapakTepucTukon cunbTpa siB-
nsieTcs KpyTM3Ha HapacTaHus M crnaga yHKUMK
NponyckaHus, BRMSIOLWAaa Ha BO3MOXHOCTb addek-
TMBHOTO MOAABIEHMS MEeLLaLWNX IMHWUIA MpU Coxpa-
HEeHUW AOCTAaTOYHOM WHTEHCMBHOCTWM ONSA aHanuTu-
Yeckow nNuHuK. Kak BUAHO M3 AaHHbIX Ha puUc. 2, Kpy-
TM3Ha nepegHero POHTa KPMBOMW NPOMyCKaHWs
obecneymBaeT OecATUKpaTHOEe ocnabrneHve nuHuK,
oTcTosLWen oT aHanuTudeckon Ha 500 3B. KpytusHa
3a[JHero CKroHa CyLleCTBEHHO NagaeT C yYBENMYeHu-
eM avameTpa konnumartopa. [BykpaTHoe ocrnabne-
HME MHTEHCUBHOCTM MELLatoLLen NMMHMN JoCTUraeTcs
ANS U3NYy4YeHWs C 3Heprven, MpeBbialolen Benu-
YMHY aHanUTM4eCcKon NuHMKM Ha 3-3.5 kaB.

Takum o6pa3om, ecnu BbIOENEHWNID aHanuTuye-
CKOW NWHUM MeLlaeT PEHTIEHOBCKOE W3MyyYeHue C
MeHbLUeW 3Hepruen, cnegyeTt Ucnonb3oBaTb PUIbLTP
B 0oOnacTu 3Heprui, COOTBETCTBYIOLIMX NEpegHEMY
CKIMOHY (OYyHKUMM nponyckaHusa. Ecnv mewarowas
NVHUS UMEEeT SHEPruio BbllLe, YeM aHanuTuyeckas,
NpUXOAMNTCA UCMONb30BaTb 3a4HUA CKITOH (DYHKLMUK
NponyckaHus, 1 Npyu 3ToM HEOOGXOAMMO MakcMmarnb-
HO YMeHblUaTb AnaMeTp Konnumaropa.

C  uMCnonb3oBaHWMEM  OMUCAHHOW  METOAWKU
npoBeAeHbl U3MEPEHUS CMEKTPOB X.p.U. U onpege-
neHbl npegensl 06HapyxeHus (MO) Hf B Zr gna ce-
pumM KanmbpoBoyHbIX obpasuoB. OnpepenexHue Hf
OCYLLECTBMANOCh N0 Haubonee MHTEHCUBHBIM JIMHW-
AmM MynbTunneTa L-cepun. SHeprusa n ToK nyyka npo-
TOHOB MpU WU3MEPEHUN CMEKTPOB COCTaBMNSAMNM
1.4 MaB n 500 HA coOTBETCTBEHHO, 3apsi4 NPOTOHOB
BapbupoBanca ot 250 go 900 mkKn. PesynbTathl
n3mMepeHuin npeacTaBneHsl B Tabn.1.

B kayectBe wunniocTpaumMm  NpPaKTUHECKOro
UCMOMNb30BaHWA MeToAda OMNpefereHo coaepxaHue
Hf B uMpKOHMEBBIX MaTepuanax, npegHasHayYeHHbIX
ANs  U3rOTOBMEHWUS 3MIEMEHTOB  aKTUBHOW  30HbI
peakTopa. MiccnegoBanuck obpasLbl CINTKOB

Tabnuua 1. MNpegensl obHapyxeHus Hf B Zr npu ucnones3so-
BaHWM NMPOYrnepoaHoro punbTpa

Tun Yron 3apsg, MNno,
NUHUM | cKonbXeHus, | MKKn Mac.%

La1 13.52° 250 0.004
Lg1+ Lp2 11.78° 250 0.002

Ly1 10.12° 900 0.01

unnuHgpuyeckon  copmbl M3 cnnaesa  Zr-1%Nb,
Nofny4YeHHble 3NEeKTPOHHOMNYYEeBbIM MepennaBsoM U
oTnuyarowmnecs cnocobom nepemMeLuBaHus
matepuana. O6pasubl Ne 1 n Ne 2 npeacTaBnanu
cobor  hparmeHTbl  ANCKOB, COPMUPOBAHHbLIX
XOopaow, (pa3mMepoMm MeHblue AvamMeTpa gucka) u
BHELLUHEN OKPY>XHOCTbto, TonwmHon 7-10 mm mn 3-10
MM COOTBETCTBEHHO. [lnvHa xopabl coctasnsana 150
MM, @ AnNvHa nepneHaukynsapa U3 cepeavHbl Xopabl
0o  okpyxHoctu — 60 wmm. O6pasey Ne 3
npeacraenan cobon parMeHT komnbua C ANVHON
xopabl 143 MM wuprHon 60 MM M TOMWMHON 9 MM.
Kpome cnuTkOB uccnegoBanach Takke TB3enbHas
Tpybka yKpauHCKOro npovs3BoAacTBa U3 cnnaeBa Zr-
1%Nb.

AHanus ocyuiecTBnsncs B atMocdepe, sHeprusi
NMPOTOHOB Ha MWLLEHW, TOK Myyka W 3apsid, Hakomn-
NEHHbI Ha MULLEHM 3a BpPeMS U3MEpPEHUst CnekTpa
coctaBnsanu — 1400 kaB, 500 HA n 250 mkKn cooTt-
BETCTBEHHO. [nsa kaxgoro n3 obpasuosB onpenens-
nocb cogepxaHve Hf B HeCKkonbkMx TOYkax B pagu-
anbHOM HarpaBrneHuu OT LieHTpa K kpato. PesynbTa-
Tbl NpMBeAEHbI B Tabn. 2 1 Ha puc. 2.

Tabnuua 2. Cogepxanue Hf B cnutkax us cnnasa Zr1%Nb

Touka/ | Ne1 Ne2 Ne3
o6p C an.mMarH. Bes C LleHTpO-
nepemetu. an.marH. Gex. NuTb-
nepemell. | em

1 0.049 0.115 0.049
2 0.048 0.109 0.049
3 0.049 0.087 0.036
4 0.049 0.048 0.028
5 0.049 0.049 0.032
6 0.047 0.047 0.041
7 0.048 0.074

8 0.049 0.049

9 0.049

Ha puc. 2. npuBegeHo pacnpegeneHume ragoHus B
pagvanbHOM HampasreHun oT ueHTpa cnutka. Cne-
AyeT OTMeTUTb, 4To Anst obpasuos Ne 1 n Ne 2 nony-
YeHHble AaHHble JalT npeactaBneHne n ob mame-
HeHuun copgepxxanusa Hf ¢ TonwmHon gucka.

M3 cpaBHMBaeMbIX TEXHONOrMYECKNX MpoLEeccoB
Hanbornbluas paBHOMEPHOCTL B pacnpeaeneHum Hf B
CnuTKe OOCTUraeTcs Npu 3MNeKTPOHHOMNYy4YeBOW MnaB-
Ke C O9neKkTpoOMarHWTHbIM nepemMeluMBaHveM, a
HambomnblUMe pasnuuusa XapakTepHbl ANA CruTKa,
nomnyyeHHoro 6e3 nepemMeLLmBaHuns.

lMpu aneKkTpoHHOMy4YeBOW NnaBke C LeHTpPobex-
HbIM NUTBEM HaMMeHbLUee 1 Hanbonbluee coaepxa-
HVe radHusa otnuyaiotca bonee yem B 1.5 pasa, Ho
CpedHsas BenuuMHa codepXaHus radpHua umeet
MeHbLUlee 3HayeHue, Yem Mpu UCMOMb30BaHUM OBYX
OpYrnx TEXHONOMNIA.
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Puc. 2. Pacnpegenenne Hf B unccrnegoBaHHbIX CRMTKax
cnnaeoB Zr1%Nb

AHanormyHble nccnegoBaHnsa GbinNn BbINOMHEHbI ANS
TBANbHOW TPYOKM YKpPaMHCKOro MNpoOu3BOACTBA U3
cnnaea Zr-1%Nb pgrnuHon 750 mm u guametpom
9 mm. Bbeino namepero cogepxanue Hf B ueHTpans-
HOW YacTu n y KkpaeB. [lony4yeHHble BENUYMHbI U3-
MeHsnucb B AuanasoHe o1  0.029 mac% oo
0.038 mac%.

OueBungHO, YTO paspaboTaHHas MeToAuKa Mo3-
BONSET OTCnexvBaTb M (puKCMpoBaTb pasnuuus B
copepxaHum Hf B rotoBbIx nsgenusx 6es nx paspy-
LIEeHNA Ha ypOBHE, pernameHTMpyemMoM cTaHgapTa-
MW, YTO NO3BOMSET MOBbICUTL 6e30MacHOCTbL (DYHK-
LMOHUPOBaHNS AAEPHbIX PeaKkTOpPOB.

3akno4veHune
B paboTe npeacTtaBneHa metoauka onpegene-
Hua Hf B cnnaee Zr-1%Nb, 6a3upytowas Ha nsmepe-

HVWM BbIXOAA X.p.U. aTOMOB BO30Y>XOAAEMOro My4kom
NPOTOHOB, BbIBeAEHHbIM B aTtmocdepy. MeToa
NMO3BONSAET OCYLIECTBMNATb aHanu3 pacnpeneneHus
radbHMa B  pasnMuHbIX Touykax OfIMHHOMEpPHbIX
obpa3uoB — CAUTKOB, TBANbHbIX TPybOK M T.M.
lMpumeHeHWe B PEHTrEHOOMTUYECKOW  CXeme
CMEeKTpoMeTpa afemMeHTa C BONHOBOW aucnepcmen —
nMpoyrnepoaHoro dunbTpa — MO3BOMNUMO CHU3NUTb
npegenbl ObHapyXeHus ragpHus B LIMPKOHWEBOWA
maTpuue B NpUCYTCTBME MeLuarolmx npumecen — Ni,
Cu, Zn, Pb. WccnepgoBaHo pacnpegeneHne Hf B
cnutkax M3 cnnaea Zr-1%Nb, nonyyeHHbIX C wuc-
nonb30BaHNEM pasfnuyHbIX TEXHOMNOIMI nepennasa u
nepemMeLunBaHns, MoKasaHo, 4YTO MpPeanOXeHHbIN
MeTo aHanu3a Mo3BONSET OLUEHUTb NpeumyllecTsa
W HegoCTaTKM TOW UNU MHOW TEXHOMOrMM NpUMeHu-
TENbHO K MOMYYEHUO W3AENUA M3 LMPKOHUEBBIX
cnnaBoB C Tpebyemol CTeneHbl OYUCTKU U OOHO-
POAHOCTMW.

PaspaboTaHHasi MeToouka - eQWHCTBEHHast
cpeau BCex WUCMOSb3yeMbiX B HACTOsILee Bpewms,
no3BoONsOLAs  OCYLLECTBNATL  HepaspyLuaoLuii

KOHTponb copepxaHusa Hf B Zr Ha pasHbIx cTagmsax
TEXHOMOrMYecKoro npowuecca — npu nepennasax,
npokaTe, CBapke U T.M. a TakKe B rOTOBbIX U3AENUsX
C BO3MOXXHOCTbIO MX MOCMEeayHLLEro NCnonb3oBaHus
Mo HasHa4YeHuto.
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DETERMINATION OF HF IN THE ALLOY OF Zr-1%Nb USING OF PROTON INDUCED X-RAYS
EMISSION REGISTERED BY SPECTROMETER WITH WAVE DISPERSION FILTER

V.V. Levenets, O.Yu. Lonin, O.P. Omelnik, 1.V. Shevchenko, A.O. Shchur
National Science Center "Kharkov Institute of Physics and Technology",
1 Academichna str., 61108 Kharkiv, Ukraine

The paper presents a technique for the express, non-destructive determination of the Hf content in the samples of Zr-1%Nb
alloy based on the detection of characteristic X-ray emission induced by external proton beam (released into the atmosphere) —
one of the modification of PIXE. To reduce the influence of interfering impurities on the determination of Hf, a broadband pyrolyt-
ic filter was introduced into the X-rays optical scheme of the spectrometer It made possible to significantly reduce the detection
limits for Hf using the most intense lines of L-series of the characteristic X-ray emission Hf. Based on the described approach, a
technigue was developed and tested, and the possibilities for studying the distribution of hafnium in larger objects without their
destruction, with the possibility of subsequent exploitation in the core of the reactor are demonstrated.
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