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AKkmyansnocme padomeul.

BonbmIMHCTBO peakux METalIoB, paHEe MOYTH HE MMEBIIMX MPAKTUYECKOTO0 NMPUMEHEHMs H3-3a
CBOECH JIOPOTOBHU3HBI U KPAWHEMN CIOKHOCTH MPOU3BOJCTBA, HALILUIA CBOE CKPOMHOE, HO 3HAYUMOE MECTO
Ha MHPOBOM pBbIHKE, Ojarojaps pa3BUTHIO HOBBIX TEXHOJOIMH XUMHUYECKOW M a’3pPOKOCMUYECKOMH
IPOMBIIIJICHHOCTH, aTOMHON SHEPreTUKH, MOITYIPOBOJHUKOBON MHIYCTpUU U Ap. B yacTHOCTH, OHUM
U3 TaKUX METAJUIOB CTaj radHuil, 10 KoHIa XX BeKa CUNTABIIUICS HEe 0ojiee yeM MOOOYHBIM MTPOAYKTOM
npu A00b14e mupKoHus. OTpacibio, rae ragHui ObUT OLIEHEH 10 JTOCTOMHCTBY, CTalla, B IIEPBYIO OUYEPEb,
aTOMHasl SHepreTUKa.

B nacrosimee Bpemsi B OAO «Yeneukuii MexaHWYECKUM 3aBOJ» BHEIpPEHA SKCTpPaKIMOHHAs
TEXHOJIOTUS TIOJIyYEHHs SICPHOYUCTOTO LMPKOHUS C cojaepkanueMm raduus He Oonee 0,01 %. B
pe3ynbrare paboThl SKCTPAKLMOHHOIO YdacTKa oOpa3yercsi 3arpsi3HEHHBIN DPa3IMYHBIMU IMPUMECSIMU
okcul rapuus, copepxammii okoso 20 % ocHOBHOro BemiecTBa. JIaHHBIM MPOAYKT A0 HACTOSILETO
BPEMEHU HE HaXOJIWJ CBOEr0 NPUMEHEHUs U cKiIaaupoBaicsd Ha xBocroxpaHwiuie OAO «UM3»y.
KomnyectBo cOpaceiBaemoro raguus cocrtasiusier 8-10 1/ron. Kpome Toro, B mepuoa MHOTOJETHEH
IKCIUTyaTallMi [UpKOHUEBoro mnpom3BojactBa HAa OAO «UM3» HakorieHo okoyio 200 ToHH rapHUs B
Buze (6-12) % ruapokco@TOpuAHBIX OTXOJO0B, KOTOPBIE SBISIOTCS MEPCIEKTUBHBIM CHIPhEM IS €ro
POM3BOJICTBA.

Boznukina Heo0X0auMOCTh pa3padOTKU BHICOKOA(P(GEKTUBHBIX TEXHOJIOTHYECKUX CXEM IOTYUSHHS
rapHus U3 NOJYNPOIYKTOB U OTXO/I0B IUPKOHHUEBOIO IIPOM3BOJICTBA.

Takum 00pa3oM, CTAHOBUTCS aKTYyaJlbHBIM pa3paboTKa TaKOro crocoda co3/1aHusl HAaHOMOPOIIKOB,
KOTOpbII obOecrieuns Obl TOJIyueHHE HAHOMOPOIIKAa TadHHUA B MPOMBIIUIEHHOM MacmTabe c
OJIHOBPEMEHHBIM TOJTYYEHHEM BBICOKMX TEXHUKO-IPKOHOMUYECKUX IOKa3aTeslel MpoLeccoB, CHUKEHUEM
cOpoca IIEHHBIX KOMIIOHEHTOB B OKPYXaloOIIyl0 Cpedy M TO03BOJWI Obl B XOA€ H3rOTOBJICHUSA
pEryJInpoBaTh CBOMCTBA KOHEUHBIX MAaTepUaloB. B 4YacTHOCTM yIpaBlIeHHE TpaHyJIOMETPUYECKUM
COCTaBOM M JTUCIIEPCHOCTBIO OTHOCHUTCS K HanOoJiee CI0KHBIM 3aja4aM MOJy4YeHHs TOPOLIKOB.

HccnenoBanusi, COCTaBISIONINE OCHOBY HACTOSIIEW AMCCEpTallvd, ObLIM BBIMOJIHEHBI B paMKax
®enepanbHoil LieneBoi mporpammbl "HanumonaneHast TexHonormyeckas Oaza" mo Teme "Pa3zpaboTka
TEXHOJIOTUM TIOJIyYE€HUs] HAHOCTPYKTYPUPOBAHHBIX METAJUIMYECKMX MOPOIIKOB ragHUs M TaHTaja
METOJIOM BOCCTAaHOBJICHHS XJIOPHUIOB METauioB B pacruiaBe coiei” ([orosop 285/940-3/3-25 ot 28
despanst 2008 1.)

Ilenv pabomot.

Pa3zpaboTka mapamMeTpoB MOJIYYCHHSI HAHOTIOPOIITKOB TaQHUS C 3aJaHHBIMU (PU3UKO-XUMHUIECKUMHU

CBOMCTBaAaMH METOJOM MAaroueTCpMUICCKOTO BOCCTAHOBJICHUS TCTPAXJIOpUAA l"a(I)HI/IH B pacCIljiaBe coJieil.



Hayunas nogusna.

1. VYcTaHoBieHa W HAayyHO OOOCHOBaHA COBOKYMHOCTHh (DPMU3MKO-XMMHYECKUX IMPOILIECCOB U
peaKIuii, ONMpEaeNIONNX IOJyYeHHEe HAHOMOPOIIKOB TadHMS C 3aJaHHBIMH CBOWCTBAMH METOJOM
MarHueTepMHUYECKOr0 BOCCTAHOBIICHUS TETpaxjopuia radHus B paciijaBe CoJei.

2. OKCIIepUMEHTAIbHO YCTAHOBJICHO BJIMSHHE NPUPOABI paclilaBa, pacxoja MeTaa-
BOCCTAaHOBUTEIIS, TEMIIEPATypHO-BPEMEHHBIX PEXKHUMOB, COJAEpKaHHs rapHUs B HCXOJHOW MIMXTE HA
TEXHOJOTMYECKHE TOKa3aTeNn Ipoliecca MOITYYeHHs] HAHOIIOPOIIKOB € 33JaHHBIMU XapaKTEPUCTHKAMU,
pa3paboTaHbl ONTHUMAaJIbHbIE YCIOBUS IIPOBEIECHUS Ipoliecca.

3. Onpenenensl MOPQOIOTHsl, TUCIEPCHOCTb, CTPYKTYpa, JIEMEHTHbI M (a30BbI cOCTaB
NOJIy4YEHHBIX HAHOIIOPOIIKOB. BhIsiBI€eHO 00pa3oBaHKe B HAHONOPOUIKaX TaHUS TPEX BUAOB arperaTos.

4. N3yuensl HopMbI IPUCYTCTBHS KHCIOPOJa B HAHONMOPOUIKAX TaQHUS C LEIbI0 KOHTPOJIS
Ka4yecTBa IMOJIYy4eHHOr0 MaTepralia U ONTUMHU3ALMH TEXHOJIOTHYECKUX MTPOLIECCOB €ro MPOM3BOACTBA.

Ilpakmuueckas 3nayumocme.

Ha ocHoBaHMU MOSTy4eHHBIX Pe3y/IbTaTOB pa3paboTaHa cxema IMOIYYeHHUsT HAaHOMOPOIIKa radHus B
KonmuuecTBax oT Menkux naptuii (5-20 r) no Oonee kpymHbix (100-200 r). [MomyueHbl YKpYHHEHHBIC
HapTUH HAaHOIIOPOILKOB raHus CO CBOMCTBaMH, COOTBETCTBYIOIIMMU 33/1aHHBIM.

Anpobayusa pabomot.

[To marepuanam pabOTHI OMYyOIMKOBAaHBI TPU CTAaThU B pedepupyembix xkypHanax. OqHa cTaThs
HaxoauTcs B meuyaTu. Pesynbrarel pabot Obun mpenctasinensl Ha; VIII Beepoccuiickoil koHbepenuynn
«DOUBUKOXUMHUSL YIBTPAIUCIIEPCHBIX (HaHO-) cuctem» ( berropoa, 10-14 wosopst 2008), Beepoccuiickoit
koH(pepeHmn Hanolx «OT HaHOCTPYKTYp, HAHOMAaTepHUajIoB U HaHOTEeXHONOTWi k HaHoumHmycTpum».
(M>xeBck, 8 - 10 anpens 2009), MexayHapoaHOW HaydyHO-TeXHUYECKoi KoHDepeHimn «HaHnoTexHomornu
u Hanomarepuanby (Mocksa, MI'OY, 2009), 5 CtaBepoBCKUX YTCHUSX «YJIbTPaIUCIICPCHBIC TTOPOIIKH,
HaHOCTPYKTYpbl, MaTepuansl» (KpacHosipck, 15 — 16 oktsa6ps 2009), Bropoit HaydHO-TEXHHYECKOMH
KOH(EpPEHIIMH MOJIOJIBIX YYEHBIX U CIIEIUATUCTOB «I'eonorus, MoMcK M KOMILJIEKCHAs OLlEHKa TBEPABIX
noJie3HbIX uckomnaeMeix» (Mocka, ®I'YII «BUMCy», 20-21 oktsa6ps 2009), Hayunoii ceccun MUDU-
2010 (MockBa, MH®U, 25-31 smBaps 2010), Bcepoccuiickoii koHpepeHIUH «DHU3HKOXUMHUSI
yIBTPaAUCIIEPCHBIX (HAHO -) cucteM» (MxeBck 22 - 26 Hos0ps, 2010).

Oobvem pabomeot.

HuccepranonHas pa0oTa COCTOMT W3 BBEICHMSA, 5 TIJIaB M CHOHUCKa JUTepartypel u3 84
HanMeHoBaHUU. Pabora n3noxkeHna Ha 114 cTpaHUIax MaITMHOIMCHOTO TEKCTA U COACPIKUT 22 TaOIUIBI U
25 pUCYHKOB.

Ocnosnoe codeprcanue padomel.

B nepeoii 2nage paccMOTpEHBI CBOMCTBAa METAIITMUECKOTO TahHUS, METOBI pa3zieieHus rapHus u
LUPKOHUS, IOCKOJIbKY radHUI Bcerjja KOHIEHTPUPYETCsS B IMPKOHUHCOIEpKAIIMX MUHEpaJlax, a TakK ke

cnenuduka MeTaTypruu HupkoHus U raduus. [Ipoananu3upoBaHbl CyIIECTBYIOUINE METOABI MOJTY4YEHUS
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rabHUST W €ro COCAMHECHHH, 0c000€ BHHUMaHUE VyJEJIEHO METOJaM METATIOTEPMUYECKOTO

BOCCTaHOBJICHHUSA. PaccMOTpeHbI 00J1aCTH MPUMEHEHHS JAHHOTO METaJlla M €r0 COSAMHEHU.

AHanu3 JINTEPATYPHBIX JAHHBIX BBISIBUJ AKTYaJIbHOCTb IOJIYYE€HUS U U3YUEHUsS BIMSHUS YCIOBUI
IOJYy4EeHUsT HAHOMOpOIIKAa TradHUs Ha ero XxapakTepuctuku. HMuHdopmanus, npencraBieHHas B
JUTEPATYypHBIX HMCTOYHHMKAX, HEIOCTATOYHO IIOJHA, C TOYKU 3PEHHs, BO3MOKHOCTH PETYIUPOBAHUS
CBOWCTB MpPOAYKTa Ha CTagusX IMOJNydeHHs. B nurTepaType OTCYTCTBYIOT paOOTBI MO MOJIYYCHHIO
HAHOMNOpOIIKa TadHUSA, a TaKXKe HAOIIOJAeTCs HEAOCTATOK MHPOPMALUU O CTPYKTYpE IMOIy4aeMbIX
MaTepHaloB U MeXaHU3Max UX (GOPMHUPOBAHUS.

B cBA3M ¢ 9TUM aKTyaJabHBIMHU 33Ja4aMH SIBIISIOTCSA:

1. Pa3paboTarb cxemy MoJy4eHHs MOPOIIKa radyHUs U3 OTXOI0B IMPKOHUEBOT'O IPOM3BOJICTBA.

2. UccnenoBath BIUSHUE YCIOBUH MOTYYEHUS HA XUMUYECKUN U (pa30BbIi COCTaBBI, IUCIEPCHOCTh
U MOP(OIOrHI0 MPOAYKTA JJsl YCTAaHOBJIEHMS BO3MOXKHOCTH DErYJIMPOBAaHUS €ro CBOICTB B XOJe
MIOJIyYEHHUS.

3. YcTaHOBUTH ONTHMAaJbHbIE MapaMeTpbl MarHMETEPMHUYECKOIO BOCCTAHOBJIEHMS TETPaxXJopHaa
radHUS B pacIuIaBe COJICH C IEJbIO MOIyYeHHs] HAHOTIOPOIIKOB TahHUSI.

4. Pazpa0oTaTh NPUHIMIIMAIBHYIO CXEMY IOIY4YEHUS YKPYITHEHHbBIX apTUH HAHOMOPOILKA radHus
C 3aJJaHHBIMU CBOMCTBAMH.

Bo emopoii znase npencTaBieHbl CBeIeHNU 00 UCXOJHBIX MaTepuaiax U METOJaxX HUCCIEeI0BaHUS
MOJIy4YE€HHBIX HAHOMOPOILIKOB raHUsI.

VcXOHBIM COEIMHEHUEM JUIsI MarHUeTepMHMUYECKOrO IOJIydyeHHs! TadHus SBISUICS TETPaxJIOpUA
raduus. Terpaxnopus rapuus 6s11 nonyder Bo OI'YIT “BHUUXT” xnopupoBaHueM okcuja rapuus -
IPOAYKTa SKCTPAKIIMOHHON nepepaboTku nupkoHa B8 OAO UM3.

Maruuii Mapku “4” B BUJIE CTPY>KKH SIBJISUICSI METAJUIOM BOCCTaHOBUTENEM. B kauecTBe cpesbl it
BOCCTAHOBJIEHMSI MCIIOJIB30BAIM COJIb XJIOpHAA Kauusg Mapku “g9”. IIponecc BoccTaHOBIEHUS NPOBOIUIN
B aTMocdepe aproHa ¢ 00beMHoM fos1ei aprona He Mmeree 99,998 %.

XYUMUYECKUH  COCTaB  MOJyYEHHBIX  HAHOMOPOIIKOB raHus  HCCIENOBAIM  METOJOM
PEHTTeHO(ITYOPECIIEHTHOTO aHaIM3a Ha CKaHUpYIoIeM (rmocieaoBareabHoM) criektpomerpe MagiX-Pro
(“Philips”, Tommanaus) ¢ NpOrpaMMHOM peain3aliieil KOJIMYECTBEHHOW OIEHKH COCTaBa MpPOOBI |
METOJIOM aTOMHO-3MHCCHOHHOW CIEKTPOMETPUU C HWHIYKTHBHO-CBA3aHHOW IUIa3MOM Ha aTOMHO-
SMHCCHOHHOM C WHIYKTHBHO-CBSI3aHHOM IUIa3MOM cHeKTpomeTpe (dmeruie-criektpomeTp) “Optima 43007
(“Perkin-Elmer”, CIIIA), xoTopblii TO3BOJISICT MPOBOIUTH OMpEIe/iCHHE B JKUIKUX Mpodax Oonee 60
3JIEMEHTOB C YYBCTBUTEIBHOCTHIO HA YPOBHE 10 MaccoBbIx moseii. XuMuuecKkuil aHaau3 Ha COJZIEpKaHUE
KHACIOpoAa ObLI  TPOBEIEH METOJAOM BOCCTAHOBUTEIBHOTO IUJIABJIICHUS B UMIYJIBCHOW I€YH
CONIPOTHBIIEHUS B TOKE HMHEPTHOro rasza (remus) Ha aHaiuzatope TC-600  ¢upmbr «Leco» c
OTHOCHUTENIbHON morpemHocTthio  onpenenenus 0,5 %. MHWcecnenoBanme oO0Opas3noB Ha HalIWdue

pPacTBOPEHHBIX Ta30B MPOBOAUIN Ha BBICOKOBAKYYMHBIX (5-10'7Ha) TepMoBecax. YyBCTBUTEIBLHOCTD



6
5 17
BecoB coctaBimsier 107°-10" r mpm macce ob6pasna 2 r. OmnpenencHue paguoOHYKIHWIHOTO COCTaBa U

yIENbHOM aKTUBHOCTH TaMMa-M3JIy4alolMX pPaJUOHYKIUAOB B IOJYYEHHBIX oOpas3lax NpOBEIH Ha
MOJIYIIPOBOJTHUKOBOM  TaMma-ciiektpomerpe  «Ortec-65195-P/DSPecPlusy.  M3mepenune BelMUYUHbBI
yIOCIBHON IOBEPXHOCTH HMCXOAHBIX W TIOPOLIKOB IIOCIE OTMBIBKM OT MAarHusl OCYIIECTBISUIM Ha
aHanmu3aTope yaeapbHoi moBepxHoctd u mopucroctd “NOVA 2200E” (dupma Quantachrome, CIIIA)
meronoM BOT mo Hu3KOTeMIepaTypHOW aacopOmuu asora ¢ ToyHocTh A0 10 %. Mopdomoruto
UCCIIETyeMbIX MAaTEePHUAIOB M3y4ald C TOMOIIbIO 3JEKTPOHHON MUKPOCKOIHMU BBICOKOTO pa3pelieHus Ha
npudope EM-430 ST (Philips, 'omutannus) u pactpoBoit mukpockonuu (POM) Ha nmpubope “Camscan’.
HccnenoBanue (azoBoro cocraBa, CTPYKTYPbl M IHMCHEPCHOCTH IPOBOJMINCH Ha PEHTTCHOBCKOM
mudpakromerpe «Rigaku» nmpu koMHaTHO# Temneparype Ha uznydenun Fe—Ko. Pacnpenenenue yactun
10 pa3MepamM Ui UCCIEAYeMOro Mopoluka radHus ObUIM TOJIYYEHBI ¢ MOMOIIBI0 pacdeToB Ha DBM,
ocHOBaHHbIe Ha MeTonke CennBanoBa—CMBICIIOBA.

B mpemueii 2nase npuBenieHb JaHHBIC O pa3paOdOTKe CXEMBI MOJyYSHUS] HAHOTIOPOIIKa TadHHS U3
OTXOJIOB IIMPKOHHUEBOTO MPOM3BOJICTBA METOJOM MarHHMETEPMHUYECKOTO BOCCTAHOBIICHHS TETpaxjopuia
radHUS B pacIuIaBe COJICH.

TexHoOrHsI MOMyYeHNsT METAJUTMYECKOrO IMOpOIIKa TadHHUS BKIIOYMIIA CICTYIOIINE OIEPAIiH:
npurotosineare pacmiaBa KoHfCle-KCl w3 xmopumos HfCl, u  KCI;  marmmerepmmueckoe
BoccTaHoBieHue xnopuaa rapuus B paciuiaBe KoHfCli-KCl;  kucnotHyro 00paboTKy KOHEYHOro
Marepraia C IeNbI0 OTIENECHUS MOJYYSHHOTO METAITMYEeCKOTO HAHOMOPOIIKa TadHUS OT MPOAYKTOB
pEaKInu.

CxeMy nosyyeHHs: HAHOTIOPOIIKa TaHus pa3padaThiBaiu ¢ Y4ETOM HEOOXOIUMOCTH AOCTHIKEHHS
MaKCHMaJIbHOW MCHIEPCHOCTH MpoayKTa. [l 3TOro mpouecc pemeHo NpoBOIUThH B JKUAKOHN ¢aze mpu
HU3KUX Ui MeTaindeckoro raguus temneparypax — 700-800 °C, npu MHTEHCHUBHOM INE€peMEIINBAHUU
peaKIMoOHHON cpenbl. JIOCTH)KEHHI0 HAaHOMETPOBBIX Pa3MEpPOB JIOJDKHBI CIOCOOCTBOBATH TaKKe
MUHHMH3ALUS BpEMEHH HaXOKICHUSI HAHOTIOPOIIKA B YKUIKOW BaHHE, COJEpKaHUS Ta(HUS B UCXOIHOM
CMeCH ¥ ONTHMHU3ALUS KOJTUYECTBA UCIIOJIb3YEMOT0 METallJIa-BOCCTAHOBUTEIISL.

[TpoBeneHbl pacyeTbl TEPMOJIUHAMUYECKUX CBOMCTB PEAKLIUU MOIYYEHUS METAJUINYECKOro radHus
METO/IOM MarHHETEPMHUIECKOTO BOCCTAHOBIJICHUS TETPAXJIOPUIA METaJlIa B paciuiaBe coyell (pucyHok 1).

Jns  monydeHWs METAJUIMYECKWX IMOPOINKOB Ta(HUS CO3MalHd JIabDOpaTOPHYIO YCTaHOBKY,
BKJIIOYAIOIYI0 B ce0sl Medb JUIsi MarHWeTepMHYECKOr0 BOCCTAHOBIICHHs TaHUS B pacIulaBe COJIEH,
pPEaKTop Ui OTMBIBKM METAJUTMYECKHX MOPOIIKOB TaHUs OT XJOPHUIOB KaJlMsi U MarHus, CyIIMJIbHBIN

mikad A CyIIKH MOPOIIKOB.
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Pucynok 1 — TemnepartypHasi 3aBUCUMOCTb dHepruu ' n66ca u crannaptaoit sunepruu ['m60ca
peaKIUy MOTyYEHUST METAJUTMYECKOTO Ta(HHUS METOIOM MarHUETEPMUICCKOTO BOCCTAHOBIICHUS
TETPaxJIOPHUIa METAJUIA B PACILJIaBE COJIEH.

C uenplo ompeAeneHUs ONTUMAlbHBIX PEXKHUMOB IOJYYEHHUS HAHOMOPOIIKa TradHus,
o0ecrevynBaroIIuX co/ep:kaHre raHusl B KOHEYHOM MPOIyKTe He MeHee 95 % U BBICOKYIO TUCTIEPCHOCTD
MOPOIIIKA, BapbUPOBAIM TEMIEPATYpPy, BpEMs, pPacXxoJ] BOCCTAHOBHTENS M COJACpKaHHE TaHHS B
UCXOMHOW muxTe. Pexxumpl mosydeHus: npezacrasieHbl B Tabmume 1. Kaxkaprii momydeHHsid oOpaszer
uMeeT cBoi uaeHTUdukanmonuslii Homep Hf-X (ap.cp), rae X obo3Hasaer Homep IuiaBku; A —
MaccoBylo aois rapHus B ucxogHoW mmxTe B %; B — Temmeparypy mpoBeneHUs mpoiiecca
BocctaHoBieHust B °C; C — BpeMs M30TepMUYECKOM BBIIEPKKH B MHHYTax; D — pacxox meramna —
BOCCTAaHOBUTEJSI B CTEXHOMETPHUECKOM COOTHOIIeHHUU. Bee 00pasifel monmydanu B atMocdepe aprosa, 3a

uckmoueHneM oopasma Hf-12 (O2) (10,800:20;120)-

Tabmuua 1 — Micxoanble 00pa3ibl U ycI0BHUS BOCCTAHOBICHUS

VY c1oBHsSI BOCCTaHOBIICHUS
OObemHas
Pacxon Mg B Conepxanue Hf TIOJIA
Ne o6pasna Temmepatypa, Bpews, CTEXHOMETPUYECKOM B UCXOJTHOM ¢assl Hf B
°C MHH cootHommeHun, % muxTe, % KOHCYHOM
MPOAYKTE,
%
1 2 3 4 5 6
Hf-14 (10;700;30;80) 700 30 80 10 46
Hf-10 (10.700:30:90) 700 30 90 10 66
Hf-11 (10,700:30:100) 700 30 100 10 90
Hf-12 (10:700:30:110) 700 30 110 10 94
Hf-13 (10;700;30;120) 700 30 120 10 95




1 2 3 4 5] 6

Hf-7 (10.700:5;140) 700 5 140 10 40
HT-2 (0700:150:140) 700 15 140 10 81
HT-15 1o70030140) 700 30 140 10 9%
HF-98 (10:700:50:140) 700 60 140 10 38
HF-1 0700120 700 5 120 10 10
Hf-3 (10.700:15:120) 700 15 120 10 59
HF-13 10:70030:120) 700 30 120 10 95
HF-145 10:15030140) 750 30 140 10 100
Hf-6 (10.750:30:120) 750 30 120 10 88
HF-137 (075015120 750 15 120 10 92
HT-13 go0030120) 700 30 120 10 95
HF-9 (7570030:120) 700 30 120 75 85
Hf-4 (5.:700:30;120) 700 30 120 5 62
HT5 57000120 700 30 120 25 55
HF-133 10:65090:120) 650 90 120 10 81
HF-8 se000120) 800 30 120 5 100
HF-141 080050120 800 60 120 10 83
HF-6 (AT) qom0020:120) 800 20 120 10 100
HF-12 (02) cos0020120) 800 20 120 10 82

KonnuecTBo MeTanaa-BoOCCTaHOBUTENSI U3MEHSIN B CTEXMOMETPUYECKOM COOTHOIIEHUHU oT 80 10
140 % mnpu mocrostHHBIX 3HaueHHsX Temreparypsl 700°C u Bpemenu 30 munHyT. [Ipm moBbIIEHUH
pacxoga maraus ot 80 nmo 100 % nHaOmromaercss yBelIMUYEHHME KOJIMYECTBA MeETaJUIMUECKOW (haszbl U
YMEHBIIEHUE coiepkaHusi okcuIHOU oT 54 10 10 %, 4To 00yCIOBIEHO POCTOM CTEIIEHH BOCCTaHOBIICHUS
xjopuja TaQHUS M, COOTBETCTBEHHO, YMEHBIIEHMEM COAEpXaHWs HU3LIMX XJOPUIOB TapHUS —
MCTOYHUKOB OKCHJOB MPHU BOJHOU NMPOMBIBKE Mopouika. OqHaKo Ipu JaldbHEHIEM YBEJIUYEHUH pacxoda
maruus ot 100 1o 120 % coxeprkanue ¢a3bl OKCHAA OCTACTCS MPAKTUUYECKU MOCTOSIHHBIM: OT 5 110 10 %.
JanHblii (akT CBUAETENBCTBYET O TOM, YTO HCTOYHMKOM OCTaTOYHBIX OKCHJOB B O3TOM CIIy4yaem
SIBJISIFOTCS TIPOJTYKTHI BTOPUYHOTO OKHCICHUS MeTajuindeckoro ra¢puus. KoianuectBo ra¢Hus B KOHEUHOM
npoiyKTe npu pacxojae maraus B 140 %, remneparype nporecca 700 u 750 °C 1 BpeMeHH BbIICPKKH 15
u 30 MUHYT, COOTBETCTBEHHO, MPAKTUYECKH HE OTJIMYAETCSl OT KOJMYECTBAa MeTauinyeckoil (asbl B
oOpa3uax, noiaydeHHsIx npu 120 % pacxome MarHus B TexX ke ycnoBusx. [Ipu pacxone maruusi, paBHOM
120 %, nocturatoTcsi Hambosiee BBHICOKME M CTaOWJIbHBIE TEXHOJOTHUYECKHE IMOKa3aTeNH COJEpKaHMs

MeTaJJIM4ecKoro radHus B KOHEUYHOM IMpoaykTre. Takum o0pa3oM, MOKa3aHO, YTO JAalibHEiiliee
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yBEJIMYEHHE pacxoja BoccTaHoBuTenst Oonee 120 % He MPUBOIUT K YIYULIEHUIO TEXHOJIOTMYECKHX
nokazareneil. [loaTomy pacxon maruus, paBubiid 120 %, ObLIT IPUHAT ONTUMATIEHBIM.

M3MeHeHne BpeMEHM IIPOBEJIEHUS Mpollecca BOCCTAHOBIIECHHUS I10KAa3ajlo, 4YTO IPOUCXOIUT
YMEHbILIEHUE JI0JIM METaJUIMYeCcKOil (a3bl MpU YBEIMUEHUU BPEMEHU BOCCTAHOBIEHHUS AJIsi 00pa3loB C
10 % conmepkanueM TradHHS B HCXOAHOW CMECH. DTO MOKHO OOBSICHUTH JJIUTEIBHBIM KOHTAaKTOM
radHuicoepKaIIero paciiaBa ¢ arMocepoil aprona, mpuBojsiiee K okucieHuto ragpuus. To ects,
yBEJIMYEHUE BpeMeHU € 15 10 60 MUHYT CTAHOBUTCSI TEXHOJOTUYECKH HEONPABIAHHBIM U JJa)KE€ BPEIHBIM.

[ToBpilieHHEe TeMIeEpaTyphl YCKOPSET peakiuio BoccTaHoBieHUs raduus. [lpu mnoBbiieHUN
temriepatypbl oT 700 no 750-820 °C nmocTmkeHHME MaKCHMaJIbHO BBICOKOTO COJEp)KaHHs TradHUS B
KOHEYHOM TMPOJYKTe, MPUONH3UTENLHO 92 %, CTaHOBUTCS BO3MOXHBIM B TEYeHHE |5 MHH, 9YTO
00yCJIOBJICHO YCKOPEHHEM PEaKIWU BOCCTAHOBICHHS radHUsS C MOBBIMIEHHEM Temnepatypsl. C npyroi
CTOPOHBI, yBennyeHue BpemeHu 10 60 muH npu temmneparype 750-820°C npuBOIUT K PE3KOMY pPOCTY
CTEMEeHH OKHCIeHUs TaHHS U, Kak CIEACTBHE, K 3HAYUTEIbHOMY YMEHBIICHHUIO COJAEPKAHUS
MeTtauueckon Basel 10 83 %.

W3 nosyyeHHBIX pe3ysIbTaTOB CIENYET, YTO ONTHUMAaJIbHBIM TEMIIEPATYPHO-BPEMEHHBIM PEKUMOM
BoccTaHOBJIeHUs Taduus sBisercs temmeparypa 700°C u Bpems 30 mun unu temneparypa 750-800 °C u
Bpems 15 MuH, oOecrieunBarore HauOOIBbIIHNA BEIXO METANINYECKOTO radHus.

VYBenuueHue cojepxaHus rapHusi B UCXOJHOM paciiaBe oT 2,5 10 5 % NpUBOAUT K POCTY
KOJIMUECTBA METAJNIMYECKOW (ha3bl B KOHEUHOM IPOJYKTE, YTO CBUJIETEIBCTBYET O CHM)KEHHE CTENEHU
OKHUCJIeHUS TadHUS TPU YBEIUYEHUH €0 COACp aHHUS B MCXOAHOM paciiiaBe. ITO BO3MOXHO TOJIBKO B
TOM cCiyd4ae, €clli OKHUCIeHHe rapHHs B pacIUlaBe OCYILECTBIIETCS 3a CUET KHUCIIOpoJa,
IPUCYTCTBYIOLLIETO B aproHe, o0beM KOTOPOrO0 BO BCEX OMNbITaX MOCTOSHEH. Takum oOpa3om, mpu
IPOINyCKaHUM HaJ| pacIulaBaMU OJIMHAKOBBIX 00BEMOB aproHa CTENEeHb OKHUCIEHUS TadHUS MUHUMAJIbHA
B TEX OMBITAX, B KOTOPHIX KOJIUYECTBO TaQHUS MAKCUMAIILHO.

W3 BBIIEU3NI0KEHHOTO CJEAYeT BaKHbIM NMPAKTUYECKUM BBIBOA: ISl YMEHBIIEHUS OKUCICHUS
METAJJIMYECKUX MMOPOIIKOB HEOOXOAMMO YBEIWYHUTh COOTHOIIEHHE Me:Ar B PEeakIMOHHON CHCTEME,
HalpuMep, IyTeM YBEIMUYEHHUS COJAEpKaHMsSI MeTajula B pacilaBe WM IyTeM YMEHBIIEHHs NOTOKa
aproHa. YMeHbIIICHUE COJiepKaHus TaQHUs B UCXOJHOM pacIlyiaBe MPUBOJIUT K CHIDKEHUIO COJIEpKaHUs
rapHUsT B KOHEYHOM TMPOAYKTE U CHI)KCHHIO YHCTOTHl METANIMYECKOro TMOpolika. B Hammx
IKCIIEPUMEHTAX ONTUMATBHBIMU IPUHATO CUYUTATh paciuiaB, coaepsxamuii 10 % Hf.

Takum oOpa3omMm, B pe3ynbTaTe MPOBEIECHHBIX padoT ObuTa pa3paboTaHa TEXHOJIOTHYECKAs CXeMa
MarHMEeTepMHUYECKOr0 IMOJIy4eHHUs HAHONOPOIIKOB radHus, co3daHa JjabopaTopHas YCTaHOBKAa U
YCTaHOBJICHBI ONTUMAIBHBIE PEKUMBI MOTYYEHHUS METATMYECKOT0 MOPOIKa radHus, 00ecrednBaroIiie

coJiepkaHue ra¢HUsl B KOHEYHOM IMPOAYKTE He MeHee 95 %.
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B uemeepmoi 2nase paboTbl paccMaTpUBaeTCs BIMSHHE MMapaMETPOB MarHHETEPMHYECKOIO

BOCCTAHOBJICHHsI TeTpaxjopuaa radHUs B pacIUlaBe COJICH Ha XUMHUYECKUH U (ha30BBI COCTaBBI,
JTUCTIEPCHOCTH U MOP(OJIOTHIO MOTYYCHHBIX HAHOTIOPOITKOB TapHMSL.

Bo Bcex mnomydeHHBIX OOpa3lax KOHTPOJUPOBAIM pa3MEpPHBIE XapaKTEPUCTUKU IOPOIIKOB:
cpennue pasmepsl yactuil 1 OKP, pacnpenenenne OKP no pasmepam B MeTaJminyeckon ¢ase.

B pesynbraTe peHTreH0(pa30BOro aHaiu3a YCTAHOBIEHO, YTO HAHOTIOPOIIKU COJIEPKAT Pa3IUIHOE
KOJIMYECTBO METAJUIMYECKON W OKCHIHOW (a3bl. OgHAKO, TOTYYCHBI TakKe 00pas3ilbl HAHOMOPOIIKA
l"a(bHI/IH Hf-8 (5;820;30;120); Hf-145 (10;750;30;140)s Hf-6 (Ar) (10;800;20;120) B KOTOPBIX OKCHAHAA (ba3a
peHTreHorpaguuecku He OOHAPYKUBAETCS.

Pe3ynbTarhl KoMuecTBEHHOTO )a30BOT0 aHATN3a Psijia H3YYECHHBIX HAHOMOPOIIKOB MPEACTABICHBI
B Tabmuie 2. Kak BUIHO M3 MOJTYYCHHBIX NAaHHBIX, TIPU BaPHUPOBAHUHU YCIOBHM MOJNydeHUS MaTepuaia
MOKHO YIPAaBISATh KOJIWYECTBEHHBIM (PA30BBIM COCTAaBOM KOHEYHOTO MPOJYKTa C IENbI0 CO3JAaHUS
METaJI-OKCUJIHOTO MaTepuania.

Tabmuua 2 — Pe3ynbTaThl KOTUYECTBEHHOTO (Pa30BOT0 aHAIN3a MOTYYSHHBIX TTOPOIIKOB

No Ne o6pasma O0bemHuas nonst ¢aser | No Ne o6pazma OObeMHas 107
B KOHCUHOM /T ¢da3sl B
/1 0
npoaykre, % KOHEYHOM
npoaykre, %
Hf HfO, Hf HfO,
1| Hf-145 (10:750:30:140) 100 - 12 Hf-12 (O2) (10:800;20:120) 82 18
2 | Hf-6 (Ar) (10:800;20;120) 100 - 13 Hf-133 (10:650:90:120) 81 19
3 Hf-8 (5:800;30;120) 100 - 14 Hf-2 (10,700:15:140) 81 19
4 Hf-15 (10:700:30:120) 96 4 15 Hf-10 (10.700:30:90) 66 34
5 Hf-13 (10:700:30:120) 95 8 16 Hf-4 (5:700;30;120) 62 38
6 Hf-12 (10:700:30:110) 94 5 17 Hf-3 (10,700:15:120) 59 41
7| Hf-137 (10:750;15;120) 92 8 18 Hf-5 (2,5:700:30;120) 55 45
8 Hf-11 (10:700:30:100) 90 10 19 Hf-14 (10.700:30:80) 46 54
9 Hf-6 (10:750:30;120) 88 12 20 Hf-7 (10;700;5;140) 40 60
101 Hf-9 (7570030120 85 15 21 Hf-98 (10:700;60:140) 38 62
111 Hf-141 (10:820;60:120) 83 17 22 Hf-1 (10.700:5;120) 10 90

B pesynpTaTe 3IIEKTPOHHO-MHUKPOCKOIIMYECKUX HCCIEAOBAHUNW YCTAaHOBWIH, YTO B XOJ€
HKCIEpUMEHTa OBbLIM MOIy4eHbl HAHOPAa3MEpHbIE MOPOIIKH TadHusi, opMa 4acTHI KOTOPhIX ONM3Ka K
cheprueckoii. Kak mokaszanu uccienoBanus POM-u3o0paxkeHuss HAHOMOPOIIKOB raduus (pUCYHOK 2),
MaTepuan COCTOMT M3 YacTHIl ABYX (pakiuuii: mMenkoi c¢ pasmepom 10-20 HM U KpymHOU C pazMepoMm

okoso 100 M. Bo Bcex MOpOoIIKax, MOJYYCHHBIX IIPHU PA3JIMYHBIX YCIIOBUAX, YACTUIIbL 06’BCI[I/IHHIOTCH C
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00pazoBaHMEM TPOCTPAHCTBEHHOW MOPHUCTON CTPYKTYPhI, B KOTOPOH KaXKJash 4acTHIA COCIUHEHA C

HECKOJIbKUMH COCEASIMU KOHTAKTHBIMU IEpeLIeHKaMH.

Bonee nmeranbHO pasmepbl U MOPQOIOTUS MENKOW (Ppakiuu ObUIM W3YYeHBI ¢ momomso [I9M
(pucynok 3). Kak BHIHO M3 pHCyHKa, pa3Mep MHOTHX YacTHIl MeHbmle 10 HM, OHM UMEIOT OTPaHKy U
coOpaHbl B KpymHble arperatbl. M3 3THX JaHHBIX CcHEAyeT, 4YTo, IO KpailHel Mepe, 4YacTb W3
MOp(OJIOTHYECKUX EAMHUL, KOTOopble Ha POM-u300paKeHHAX BBITISAAT KaK KPYIHBbIE YacTHIbI, Ha
CaMoM JieNie SIBJISIFOTCS arperaTamMi, COCTOSALIMMU M3 MEJIKMX YacTuil. MukpodoTorpaduu, moaydeHHble
Ha 3JIEKTPOHHOM MHUKPOCKOIIE€ BHICOKOT'O pa3pelLleHMs], IPeACTaBIeHbl Ha pUCcyHKe 4. Pe3ynbraTsl JaHHBIX
9KCIIEPUMEHTOB MMOKa3bIBAIOT, YTO B MOPOMIKAX MPUCYTCTBYIOT YacTullbl pazmepom 10-20 HM (pucyHOK
4a), B KOTOPBIX OTCYTCTBYIOT BHYTPEHHHE TpaHMLbl pasfena. Popma 3TUX YacTULl OJM3Ka K
cepruveckoil, HO YacTUIIBI UMEIOT OrpaHKy. Ha moBepXHOCTH 4acTHUI] MPUCYTCTBYET OKCHUIHAS IJIEHKA
TOJIMHON npuMepHO 1-2 HM. KpynHble 4acTuisl HAHOCTPYKTYpHPOBaHbl (pUcyHok 4, 6), pazmep 3€peH
B HUX cocTaBisieT 10-20 HM, 4TO COOTBETCTBYET BEIMUYMHE YACTHUL] MEIKON (paKIMH.

YCcTaHOBIIEHO, YTO B pE3ylbTaTe MOJMYYCHUs OOPa3yIOTCS YaCTUIBI METAUIMYECKOTO Ta(HHS
pazmepom 10-20 M. YacTh U3 HUX KOAryIHpyeT, 00pasys Oosee KpymHbie YacTUIbL. [Ipy 3TOM rpaHHIbI
36peH COXPAHSIOTCS B Mpejesax MepBOHAYalIbHBIX pa3MepoB yacTHLl. [[pyras yacTb MEJIKHUX 4acTHUIl B
pe3yabTaTe NPOTEKAHUsI HAYaJIbHOT'O 3Talra CIeKaHHUsl oOpa3yeT arperartbl, coJepKallue MeX4acTHUHbIe
nopel. U Tperbs wacth wactun ¢ pasmepom 10-20 HM, oOpa3oBaBiuascs, BO3MOXKHO, B IIOCJIEIHIOIO
ouepenpb, OCTaéTcs B BHJIE MEIKOW (pakIWu B KOHEYHOM Marepuaje. YKPYIMHEHUS Pa3MEpPOB MEIKHX
YacTUI] BO BCEX ITHX IMpoleccax He HaOIIolaeTcs, YTO MOYKHO OOBSACHUTh HHM3KOW TeMmepaTypoit
IPOBE/IEHUS MpoLecca MO0 CPABHEHUIO C TEMIIepaTypoil MIaBlIeH!s] METAIUTMYECKOro TradHus.

Takum 00pa3oM, B TOJNyYEHHBIX TOPOMIKAX MPHUCYTCTBYET TPH BUAA arperatoB. JTO arperarsl,
COCTOSIIIINE U3 CIa0OCBI3aHHBIX YACTHUIL; arperaThl, COCTOSIINE U3 YaCTULl, COEAUHEHHBIX APYT C APYroM
KOHTAKTHBIMU TepeniekaMu U OecropUCThIe arjioMepaTthl, COCTOSIME M3 YacTUI, UMEIOLIUE JAPYT C

APYroMm CIUIOHIHBIC I'PAaHUIBI pa3Jciia.

NONE S 15.0kv X20,000 Tum WD € NONE SE 15.0kV %5,000 Tum WD 8.0mm

a 0

Pucynok 2 - Muxkpodotorpaduu obpasia HaHOMOpPOIIKA radHUS, TOTYYEHHOTO TPHU PA3IAIHBIX

YCIOBUSIX.
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a)

Pucynok 4 - Mukpodortorpaduu HaHOIOPOIIKOB ragHUs, MOTYYSHHbIE HA AIEKTPOHHOM

MHUKPOCKOIIE BEICOKOT'O Pa3pelieHus: a) — Melkast (ppakmus; 0) — KpyrHas (hpaxius.

Pacuer pacnpenenennss OKP mo pasmepam mnokaseiBaer, uro oOpasmam Hf-2 (10:700:15:140), Hf-
98 (10:700:60:140) 1 HF-145 (10.:750:30:140) COOTBETCTBYET camoe Yy3KOe€ pacmpeeneHne (pUCYHOK 5), ¢

MaKCUMaJIbHOW JIOJIEW KPHUCTAUINTOB, UMEIOUIMX pa3Mmep nopsaaka 15, 23 u 50 HM, COOTBETCTBEHHO.

Hauubiii  ¢akT cBs3aH C OOJBIIMM PAcXOJIOM MarHus, a TaKkKe C YMEHBIICHHEM BpPEMEHHU

BOCCTaHOBJICHHUs. [ ocTabHBIX 00pa3I0B XapaKTePeH JAOBOJIBHO IMPOKUH pazdpoc KPUCTAIUIUTOB IO
pazmepam ot 5 1o 120 M (tabmuna 3) . MoXHO cKa3aTh, 4TO IJIsl 9TUX 00pa3lloB BapbHpPOBaHHE
napaMeTpoB B 3aJaHHBIX mpeaenax He moBnusuio Ha pasmepbl OKP. CpaBHeHHMe cpemHHUX pa3MepoB
gactul, 1 OKP mokaspiBaer, 4To Kakmas yacTuiia coaepxkuT oT 8 mgo 100 obmacrelt KOrepeHTHOTO
paccesiausi. B Tabnunie 4 npencrasnensl cpennue pazmepbl OKP nccnenyemsix 00pasios.

045
0.4
035 - Pl
0.3 :
£0.25 - H Hf-2 (10;700;15:140)
E s -—-==Hf-98 (10;700;60;140)

2 0.2 4 N\

= ] v Y e Hf-145 (10;750;30;140)

=0,15 4 H AN

o1 / N\
] \‘ .
/] 3 .
o005 | N -
’ o N~ %
0 La = !
(o} 50 100 150
Pasmep OKP, HM

Pucynok 5 - Pacnpenenenne OKP raduus mo pasmepam npu pazivyHBIX PEeXUMAX MOTyYEHHUS

o0pa3ioB
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Ta6muma 3 — Cpennane pazmepsl OKP ucciiemyembix 00pa3iioB HaHOMOPOIIKa radHMs

Ne | Ne o6pa3siia Cpenneapudmernuecknii | No | Ne oOpaszia CpenneapubMeTHIECKHMA

ANaMETp ANaMCTp

OKP (D), aM OKP (D), aM
1 | Hf-2 (10;700:15:140) 13 9 | Hf-14 (o700:3080) 28
2 | Hf-6 (10,750;30;120) 20 10 | HF-5 @5:70030:120) 28
3 | Hf-3 (10;700:15;120) 22 11 | Hf-4 (5,700:30;120) 33
4 | Hf-8 (5:82030:120) 22 12 | Hf-137 (10;750,15:120) 33
5 | Hf-11 (10:700:30:100) 22 13 | Hf-12 10;700:30:110) 34
6 | Hf-98 (10:700;60;140) 23 14 | Hf-133 (10,650:90:120) 34
7 | HF-13 (10:700:30:120) 26 15 | Hf-141 (10,800,60120) 43
8 | Hf-10 (10:70030:90) 26 16 | Hf-145 (10,750,30,140) 48

[To JaHHBIM PEHTTCHOCTPYKTYPHOTO aHA/IM3a ObUIM PAaCCYMTAHBI IEPUOIBI PEHICTOK a U ¢ ¢a3wl HF.

P€3y.HI>TaTI>I pacuceToB I HCKOTOPBLIX IIOJYUCHHBIX HAHOIIOPOIIKOB IIPUBCACHLI B Ta6JII/IIIC 4,

TaGmuuHbIe pa3Mepsl MEPUOJOB PEIIETKH a U ¢ JUIs TapHUS paBHBI COOTBETCTBEHHO 3,195 m 5,057 A .

H3MeHeHue IICpruoaoB peH_IéTKI/I N0 OTHOUICHUIO K KPYIHOKPHUCTAIUIMYECKOMY MATCpUAly B CTOPOHY

YBCIUYCHUA, 110 BCEH BUJIUMOCTH, CBA3aHO C PAaCTBOPCHUCM KHCJIOPOJa B I‘a(l)HI/II/I I10 TUITY BHCAPCHUS.

Crnenyromieil 3amadeil sSBISUIOCh U3ydeHHE (OPM HAXOXKIEHHUS KHUCIOpPOJa B O0BEME YaCTHIL

IIOopolIKa W Ha HX IMOBCPXHOCTH. MOXHO BBIJICIUTH JIBE€ OCHOBHBIC (1)8.3]':,1 OKCTpAaKOHUH KHCJIOpPOZda H3

06pa3u0B BO BpCMs (bpaKLII/IOHHOFO ra3oBoro aHajamsa: 1 — BBIJACIICHUEC TTOBEPXHOCTHOI'O KUCIIOPOJA, 2 —

BBIJACIICHUEC KHCJIOpOJ4d, HAXOAAIICTOCSA B Q)opMe JHUOKCHU A Fa(I)HI/ISI n B TBép,[[OM pacTBOpPEC HA OCHOBC

rapuus. B tabnuue 5 mpeacraBieHbl pe3ysbTaThl Ta30BOr0 aHAIM3a HCCIIEJOBAHHBIX HAHOIOPOIIKOB

rapHus.

Ta6muma 4 — Pe3ynpraTsl pacyera nepuoaoB pemérku ¢assl HF

[Iepuons! pemeTkn

Ne oGpasma 5 5
a, A c, A

Hf-133 (10:650:90:120) 3,212 5,042

Hf-137 (10.750:15:120) 3,212 4,988

Hf-141 (10:820:60:120) 3,217 5,017

Hf-145 (10:750;30:140) 3,204 4,977

Hf-98 (10,700:60:140) 3,212 5,009

Hf-6 (Ar) (10:800;20;120) 3,184 5,059

Hf-12 (O2) (10;800;20;120) 3,212 4,978
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Tabmuiab — Pe3ynprars! GpakiIMOHHOTO Ta30BOT0 aHAJIN3a HAHOTIOPOIIKOB TradHUS

MaccoBas f1oJ1st Kuciaopoaa, %
Ne o6pasna OGwit TloBepXHOCTHBIH OxcuHas dasza u
PaCTBOPEHHBIN KUCIOPOT
Hf-6 (10,750:30:120) 12,19 0,05 12,14
Hf-8 (5:820;30;120) 4,466 0,002 4,464

XUMHUYECKUH aHaIM3 Ha KHUCIOPOA IMOKa3all, YTO B IOJYYEHHBIX HAHOMOPOIIKAX TadHHs IO
MOBEPXHOCTHOTO KHCIIOpO/Ja BEChMa HE3HAUUTENbHA U IMPEACTaBICHa aJCcOPOMPOBAHHBIM KHCIOPOIOM,
BOJIOW, TUAPOKCHIIBHBIMU I'PyNIIaMU U T.II.

OKCHIHYIO TUICHKY Ha MIOBEPXHOCTH YaCTHI TaHUS CO3/IaBAIM HAMEPEHHO C LIEIbI0 TaCCUBAIIH
HaHOPa3MEpHOro Mmertamia. JlJisi 3TOro MCHOJb30BaJM B KAuyeCTBE 3alIUTHOM aTMoc(epbl aproH, B
KOTOPOM COJIEP’KUTCSI HEOOJIbIIOE KOJIMYECTBO Kucaopoa. Ilpu aTom HelTpanbHas okpyskaromias cpeia
U HU3Kasg KOHIIEHTpALUs OKHUCISIOUIEr0 3JeMEHTa CIOCcCOOCTBOBalia OOpa30BaHUIO  3alMTHOM
[OBEPXHOCTHOM IJICHKH, COXPaHUB IIPU OSTOM METAIMYECKYIO OCHOBY. OTO MOATBEP)KIAETCA
pe3yabTaTaMy AIIEKTPOHHOH MHUKPOCKOITMU BBHICOKOTO pa3peIieHus, IPeACTaBICHHBIMI HA PUCYHKE 6. Ha
IOBEPXHOCTH YacTHILl HaOIro1aeTcst aMmopdHas MeHKa TOJIIUHON 1-5 HM.

C nenpio Ka4eCTBEHHOI'O OIpE/IeIeHUs] HaJIMuusl PACTBOPEHHBIX I'a30B B HAHOIMOPOILIKAX raHus
OBLIM IIPOBEJEHBI MCCIEAOBAHNS Ha BBICOKOBAKYYMHBIX TEPMOBECaX. JKCIIEPUMEHTAIIbHBIE JAHHBIE IO
U3MEHEHHI0O Macchl oOpasia anmpoKCUMHPYIOTCS 3aBUCHMOCTBIO, XapakTepHOW aius nud¢y3HoHHO-
JUMUTUPYEMBIX TpoleccoB. Takum o0pa3oM, pe3yibTaThl 3TOTO HMCCIEIOBAHUS IOKA3bIBAIOT, YTO M3
MaTepuaiga B XOJ€ HarpeBa B BBICOKOM BaKyyMe Bblaensercss ras3. CoOracHO TE€pMOAMHAMHYECKHM
JaHHBIM, TPU KOMHATHOW TeMIlepaType HauOombIIas pacTBOPUMOCTh B TadHHMM HaOMIOIaeTcs y

KHCIIOpO/Ia.

LD o

Pucynok 6 - Mukpodororpaduu HAHOMOPOIIKOB TradHUSA, TOJyYEeHHBIC HA JSJICKTPOHHOM

MHUKPOCKOTIE BEICOKOTO pa3penIeHH.
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C uenpi0 M3y4eHHs PACTBOPUMOCTH KHCIOPOAA B HAHOMOPOIIKAX TraHMs, ObUTA IMPOBEICHBI

WCCIIeIOBaHHs 00pa3loB, MOJTYYEHHBIX MPHU OJWHAKOBBIX TEXHOJIOTMYECKHX Mapamerpax (Temmeparypa
BocctanoBieHus: 800 °C, Bpems Bwinepkku 20 MUH, coaep)kaHue MeTajuia-BoccraHoButens 120 % u
cojepxanue raduus B ucxoaHoit cmecu 10 %), HO paznuyaroMXcs aTMoc(epoit MPoBeeHUs ITpolLecca.
Pe3ynbpTarhl MccienoBaHMH IOKa3ajld, YTO CTPYKTypa HAHOMNOPOIIKOB ra(HMs IpeTepreBaeT
3HAYUTEIbHBIC M3MEHEHHUSI B 3aBUCHMMOCTH OT atMocdepsl npouecca (pucyHok 7). CMmelieHue JTUHUN B
CTOPOHY MEHBIIUX YIJIOB OOYCIOBIEHO pacTBOpPEHHMEM Kuciopoaa B rapuuu. Hammume aByx
MaKCUMYMOB BBI3BaHO, II0 BCEH BHUJUMOCTH, OOpa30BaHUEM pACTBOPOB JBYX NPEUMYIIECTBEHHbBIX
KOHIIEHTpaIUi.

CwMmerienue OOJBIICYTIIOBOTO MUKa 00pasiia, MOJIy4eHHOrO B aproHe, B CTOPOHY MEHBIIUX YTJIOB,
paszeneHrue B HEM O-1yOJETHOCTH XapaKTEpHO JUIsl HAHOPA3MEPHOTO COCTOSHUSA. MOXXHO yTBEpKAATh,
9T0 OOJIbIIast YaCTh HAHOIMOPOIIKA Ta(HUS B ATOM Cllydae HE COJCPKHUT KHCIOpoAa. TBEPIBINA pacTBOp
oOpa3yeTcs TOJIBKO B HEOOJBILIOM YacTH MaTepuana, 4To oTpakaercs B HamibiBe Ha juHuU (101) u
«XBOCTOM» B 00J1aCTh MEHBILIUX YIJIOB Ha Makcumyme (211).

Takum 00pa3oM, B M3y4EHHBIX HAHAMOPOILIKaX radHUs KUCIOPOJ MPHUCYTCTBYET B BHJIE OKCHAA
raHUs, B pacTBOPEHHOM BHJE B (a3e rapHUs U B HE3HAYUTEIHHOM KOJIUYECTBE B aJCOPOMPOBAHHOM
BUJIC; IIPH MIPOBEJACHUM TIPOIIecca Ha BO3AyXe MPOUCXOIUT 00pa30BaHNEe TBEPAOTO pacTBOPa KHCIOPO/a B
ragHUM, B TO BpeMs Kak, MPOBEICHUE IpOIllecca BOCCTAHOBIECHUS B aproHe 3HAYUTENIBHO CHHXKAeT
KOJINYECTBO TBEPAOTO pacTBOpa M CIOCOOCTBYeT oOpa3zoBaHMIO (a3bl ragHus, He cojepxaliei

KHCIIOPO/I.
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Pucynok 7 — a) nudpakrorpammel oT 1miockoctd (211) ¢dassl rapuus. ltpux-auarpamMmbl
0003HauaeT TaONWYHBIE 3HAYCHUS TTOJIOKEHUS MAaKCHMYMOB METAJUTMYECKOTO TadHUS W TBEPIOTO
pacTBopa Kuciopoja B rapuuu; 0) mudpakrorpamMmmel ot iockoctu (101) ¢aser rapuus. Hltpux-
rarpaMMbl 0003HAYarOT TaOJUYHbIE 3HAYEHUS TOJI0KEHUSI MAKCUMYMOB METAJNIMYEeCKOTro raHus U

TBEPJIOTO PacTBOpa KMCIOPO/a B raQHUH.
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B namoint 2naee nmipenctaBieHbl pe3yNbTaThl Pa3pabOTKU MPOMBIIUIEHHOTO Yy4yacTKa 10

MOJTyYEHUIO HAHOTIOPOIIKOB raHUsI.

3aKIFOYUTEIHHBIM ATAlOM UCCIICJIOBAHMS SIBIJIACH CEPHUSI JKCIIEPUMEHTOB [0 ONTHMHU3AIUN
YCIIOBHI TPOBEJICHUS Tpolecca Ui MOJYYCHHs 3aJaHHOTO KOJHYECTBA M KadyecTBa HaHOIOPOIIKOB
radHus.

Pe3ynpTaThl XUMHUYECKOTO aHAlM3a HAHOIMOPOIIKOB TadHUs MpeAcTaBlieHbl B Tabnwuie 6. beuto
YCTaHOBJICHO, YTO IO COJEPKAHUIO TPUMECHBIX J3JIEMEHTOB IOJIYYCHHBIC TOPOIIKUA YAOBIETBOPSIOT
TpeOOBaHUAM TEXHUYECKHX YCIOBHH s radHUeBBIX MopomkoB TY 48-4-176-85. HckirodeHwue
COCTABJISICT COJICPIKaHUE MAarHHs, YTO BBIIIC HOPMATUBHBIX 3HAUCHHIA.

Tabnuua 6 — Pe3ynpTaThl XMMHYECKOTO aHAIN3a HAHOMOPOIIKOB raQHUS

Ne obpasma Coneprkanue MeTauIoB-TipuMecei, macc.10Jist, %o
Zr Al Ca Fe Mg Si Ti
Hf-1 1,2 0,028 0,12 0,1 0,059 0,08 0,06
Hf-2 1,4 0,001 0,11 0,2 0,036 0,09 0,05
Hf-3 1,2 0,005 0,11 0,18 0,061 0,11 0,05
Hf-4 1,5 0,001 0,16 0,2 0,067 0,09 0,07
Hopmamo TY
48.4-176.85 1,0-20 | 0,01-0,05 | 0,1-0,15 |0,15-0,26 | 0,01 | 0,05-0,1 | 0,01-0,05

Takum oOpa3oM, BO3HUKIA HEOOXOAWMOCTb B JOMOJHHUTEIBHOM 00pabOTKE MOTYyYEHHBIX
HOPOUIKOB, JJIsi 00ecleYeHus TEXHUUECKOW YMCTOThI MO0 MAarHuio, KOTOpas 3aKiIioyanach B IPOMBIBKE
npoxykra 1,0 M HCI npu remneparype 50°C B TedeHue 3 4acoB U MOCIEAYIONIEH TPOMBIBKE BIAXKHOTO
ocaaka 0,3 M HCI npu temneparype 20°C B Tedyenume 15 munyr. Bo Bcex moiydeHHBIX oOpasmax
KOHTPOJIMPOBAJIM COJIEpP’)KaHUE MarHus J0 M T1I0C/e JOINOJIHUTENbHOM OTMBIBKU. Pe3ynbTaTsl
IpeJCTaBJIeHbI B TaOIUIE 7.

Ta6muma 7 — ConepxaHue MarHusi B HAHOTIOPOIIKaX radHUsI 10 ¥ TIOCTI€ OTMBIBKH

Ne o6pasia Coneprxanue Marausi 10 Conepxanne Maraus
OTMBIBKH, Macc.noJs, % HOCJIC OTMBIBKH,
Hf-98 (10.700:60:140) 2,04 0,07
Hf-133 (10:650:90:120) 0,06 0,05
Hf-137 (10.750:15:120) 0,07 0,03
Hf-141 (10:820:60:120) 0,13 0,06
Hf-145 (10:750;30:140) 0,05 0,04
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JononnurensHas o0Opa0oTka pacijiaBa pacTBOpaMH KHUCJIOT TMpHUBENa K YMEHbBIICHHUIO

COJIep’KaHUsl MarHus B KOHEYHOM MponaykTe. C MOMOIIBI0 CKAHUPYIOMIUN 3JEKTPOHHON MHUKPOCKOIIHH
ObLTH TIONTy4eHbI MUKpO(doTOrpaduu 0Opa3oB A0 U MOCIE OTMBIBKM OT MarHus, HEKOTOPHIE U3 KOTOPBIX

NpeJICTaBJICHbI Ha pUCYHKE 8.

15.0kV  X70,000 100nm WD 8.0mm

NONE S 15.0kV  X30,000 Hlllnlh_ WD 8.0mm
a — oOpa3zerr 10 TpombIBKH 0T M, 0 — oOpazer mocie mpoMbIBKU 0T Mg,
yBemmmuenue 70000 yBesmmuenue 30000

Pucynox 8 — POM wu3o0paxenne HaHonopomika rapuus, BoccranoBiaennoro mpu 120 % Mg, 15
muH., 750 °C

Pesynbrarel ucciaenoBanuii yenpHON moBepXHOCTH, cpeanero pasmep OKP u cpeanero pasmepa
arperaToB HAHOMOpPOIIKAa Ta(HUSA, OTMBITOTO OT MAarHus, NpUBeneHbl B Tabnume 8. VYnaempHas
MOBEPXHOCTh HAHOMOPOIIKOB radHUs, MOJIYYEHHBIX MPH PA3IUYHBIX YCIOBHSX, 0 JOHNOIHHUTEIbHOM
00paboTKM B pacTBOpax KUCIOT coctaBuia 1,5-2,5 M?/T, a TIoCTIe JIOTOTHATENBHOM obpabotku ot 3,86-
12,1 m?/r. Kak BHIHO, TOTIONHATETbHAS 00paboTKa KOHEYHOTO TPOIYKTa B PACTBOPAX KUCIIOT MPHUBOIHT
K YBEITMYEHUIO YACITHHONW TOBEPXHOCTH W COOTBETCTBEHHO YMEHBIICHHIO CPETHHX Pa3MEpOB arperaTos.
3TO MOXKHO OOBSICHUTH BHIMBIBAHHMEM COEAMHEHUI MarHus, KOTOpPbI€ CIIOCOOCTBYIOT CIMITAHUIO YACTHIL,

U pa3arperupoBaHueM 4YaCTHII.

Tabnmuua 8 — VY nenbHas moBepXHOCTh, cpenHuitl pasmep OKP u cpennmii pasmep arperatoB

HAHOIIOPOLIKA I a(l)HI/ISI OCJIC OTMBIBKH OT MarHus

Ne obGpasma Syn, M%/T Dad., am Do, aM DCwm., aM
Hf-133 (10:650:90:120) 6,25 50 49 36
Hf -137(10:750;15:120) 3,86 81 41 31
Hf-145 (10;750;30;140) 4,97 63 67 43
Hf-98 (10.700:60:140) 12,1 26 30 21
[Tpumeuanue:

D3(p, Doan — CpCI[HI/II\/'I AUaMCETp 4aCTHUl, paCCqHTaHHLIﬁ MO0 JaHHBIM U3MCPCHUA YHCHLHOﬁ TOBCPXHOCTU U
BHCKTpOHHOﬁ MHKPOCKOIIHNHU;

DCwm — Benmnunna OKP, paccuntannas mo meroaunke CennBaHoBa—CMBICIIOBA.
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DKojoruyeckas SKCIEpTHU3a HAHOMOpoIIKa radHUs T[OKa3ala OTCYTCTBHE TEXHOT'€HHBIX

pPaZIMOHYKIMIOB B oOpa3lax M Joka3zana 0e30macHOCTh paboT MO TMONYYEHUI0 W M3YYEHHUIO JTAHHOTO
Marepuaa.

[TomyueHHbI HaHOMOPOIIOK TradHus ObUT HCCleqOoBaH Ha NHUPOGOPHOCTH U CKIOHHOCTH K
camoBo3ropanuto corsiacio 'OCT 19433-88. Hanomopomok raduust OTHOCHTCS K mojakiaccy 1.5, k
KOTOPOMY OTHOCSATCSI M3/EJIHs, KOTOPble HACTOJBKO HEUYBCTBUTENBHBI, YTO MPU TPAHCIIOPTUPOBKE HE
JOJDKHO TPOM3OWTH WHUIIMMPOBAHUS WJIM IEpexoja OT TOPEHUS K JCTOHALMHU, a TaKXKe H3IeNus,
cCoJlepKallfe TOJILKO OYEeHb HEYYBCTBHUTEIbHbIC JCTOHUPYIOUIME BEIIECTBA, HE BBI3BIBAIOIINE
CIIy4aifHOrO0 UHUIIMHPOBAHUSI.

Cornmacno I'OCT 26319-84 nnst xpaHeHHs W TPaHCHOPTHPOBKM HAHOMOPOIIKA TadHHUS MOTYT
OPUMEHSTHCS CIEAYIOIMINE BUABI TPAHCIIOPTHOM Taphl: CTEKJISHHBIM WIM KEPaMHUYECKHH COCYyJ B
ctanpHOil  oOpemetke. C  [ETpI0 ONTUMH3AIUMU  TEXHOJIIOTMYECKUX  MApaMeTPOB  MOTYYCHHUS
HaHonopomikoB radpuus B OAO «BHUUXT» mnpoBeneHa HapaOOTKa TMATH ONBITHBIX MapTHHA
METaJUIMIECKOT0 HaHOoMopoIKa raduus. Bec kaxmoit maptun cocrasmin He MmeHee 100 T.

Buieoow.

1. Paspaborana cxemMa U ycJIOBHS TOJY4YEHHS HAHOMOPOIIKOB radHUS METOJI0M
MarHMeTePMHUYECKOr0 BOCCTAHOBIEHHUS U3 pacIulaBa cojiei, oOecrneynBarole cojepkaHue ragHus B
KOHEYHOM TPOJYyKTe HE MeHee 95 % 1 BBICOKYIO JUCIIEPCHOCTh MaTepHala.

2. YCTaHOBJIEHO  KOJNMYECTBEHHOE BIHMSHHE pacxojla MeTaJlIa-BOCCTAHOBHTENS  Ha
coJiepKaHue MeTaJuIMyeckoro rapHusi B KOHEYHOM mnpoaykre. IIpm u30bitke marnus B 20 %
JOCTUTHYTHl HauOoJiee BBICOKME W CTAOMJIbHBbIE MOKAa3aTeIN COJACpXKAaHWUA METaNIMYecKOoro rapHus B
KOHEYHOM TIPOJIyKTE.

3. OmnpeneneHpl ONTHUMAaJIbHBIE TEMIIEPAaTypHO-BPEMEHHBIE YCIOBHUSI TPOBEIEHUS TpoIiecca,
o0ecreynBaroIye Hanooblee coiep>KaHie METAUIMYECKOTro Ta)HUS B KOHEYHOM MPOJYKTE.

4. Cogepxanne radgHus B ucxogHoMm paciiaBe menee 10 macc. %; mpUBOIUT K CHUKECHHIO
cofiepkaHus TaHUST B KOHEYHOM MPOJYKTE ¥ CHUYKEHUIO YACTOTHI METAJUTMIECKOTO ITOPOIIKA.

5. VY CTaHOBIIEHO BIIMSHUE TApaMETPOB MPOIECCa MAarHUETEPMHUYECKOTO BOCCTAHOBIICHHUS Ha
JJIEMEHTHBIN, (a30BBI COCTaBbl, MOP(OJOTHIO U TUCIIEPCHOCTh HAHOMOPOIIKOB TadHus. [lomydeHsr
pEeHTreHorpauyeck YHUCThlE HAHOMOpPOWIKM TadHus, cocrosmme wu3 dactun 10-20 HM U
HaHOCTPYKTYPHUPOBAaHHBIX YacTUIl pazMepoM okojio 100 M ¢ popmoii yactui 61u3K0I K cheprueckoit, ¢
CoJIep’)KaHueM OCHOBHBIX IIpuMecel B cooTBeTCTBUU ¢ TY 48-4-176-85.

6. Omnpenenenpl GOpPMBI MPUCYTCTBUS KACIOPO/Ia B TIOJYYCHHBIX HAHOMOpPOIIKax raduus. B
UCCIIelyeMbIX 00pa3liax KHCIOPOJ MPUCYTCTBYET B BHJIE OKCUAA TadHuUs, B pacTBOPEHHOM BHJIE B (ase
raHUsA U B HE3HAYUTEIHHOM KOJIMYECTBE B aJICOPOMPOBAHHOM BHJIE. Y CTAHOBJICHO BIUSHHE aTMOC(hepbl

porecca BOCCTaHOBIICHUS Ha 00pa3oBaHKe TBEPAOTO PacTBOpa KUCIOpoaa B radHUH.
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7. [Toka3aHO OTCYTCTBHE TEXHOTCHHBIX PATUOHYKJIHIOB B 00pasiax, 4To JIOKa3bIBaeT

6€301acHOCTh padoT MO MOTYYCHUIO U U3YUYCHHUIO JAHHOTO MaTepuaa.
8. Ha ocHOBe ycTaHOBJIEHHBIX MapaMeTPOB IIPOBEICHUS IpoOLEcca CO3JaHA YCTAaHOBKA M

OCYIIECTBIICHO IPOM3BOICTBO YKPYITHEHHBIX MapTrii HaHonopomkos rapuus (~100-200 r).
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