YKPAIHA

—
RS
[Nz

OEPXABHA CJITY)XXBA
IHTENEKTYAINbHOI
BNACHOCTI
YKPAIHU

(12) ONUC OO NATEHTY HA BUHAXI[

a9 UA

an 102387 13 C2

(51) MMK (2013.01)
B22F 9/02 (2006.01)
B22F 9/22 (2006.01)
C22B 7/00
C22B 34/12 (2006.01)
C22B 34/14 (2006.01)
C22C 1/04 (2006.01)
C22C 14/00
C22C 16/00
CO1B 6/00
CO1G 23/04 (2006.01)
CO1G 25/02 (2006.01)

(21) Homep sassku: a 2010 11549 (72) BuHaxigHVK(W):
(22) Aata nopanHs 3asiekn:  27.02.2009 Eapaxa Axgle"' (T%%E)’
. epmoHa BepHa ,

(24) Oara, 3 aKoi € uHHMMM 10.07.2013 P i

npaBa Ha BUHaxiA: Binkclkr Fepxapn (DE)

-- 73) BnacHuk(n):

(31) Homep nonepeasoi 10 2008 000 433.2 (

3asBKU BiANOBIAHO OO XEMETAINb r'MBX,

Mapu3bKoi KOHBEHLI: Trakehner Strasse 3, D-60487 Frankfurt,
(32) Mata nopatks 28.02.2008 Germany (DE)

nonepeaHLOi 3asBKM (74) TMpepncTaBHuUK:

BIAMOBIAHO N0 NaxapeHko Onekcanap Bonoanmuposuy,

Mapun3bKoi KOHBEHLiT: . peecTp. Ne136
(33) Kon nepxasu-yyacHuui DE (56) Mepenik AOKyMEHTiB, B3ATIX 40 yBaru

Mapu3bkoi KoHBEHLiT,
[0 sIKOi nogaHo
nonepegHio 3asiBKy:

(41) Ny6nikauis Bigomoctet 10.11.2010, Bron.Ne 21
npo 3asBKy:

(46) MybGnikauia sigomocten 10.07.2013, Bron.Ne 13
npo BMAayy naTeHTy:

(86) Howmep Ta nata PCT/EP2009/052336,
noAaHHs MikHapodHoi  27.02.2009
3a8BkK, NogaHol
BiAMoBiAHO Ao
Horosopy PCT

E€KCNepTn3oto:

WO 2005/007906 A1, 27.01.2005
WO 2006/089222 A2, 24.08.2006
US 2004/0022722 Al, 05.02.2004

(54) CNOCIB BUTOTOBJIEHHA NMOPOLWKIB CIJIABIB HA OCHOBI TUTAHY, LUUPKOHIIO TA T A®HIIO,

JNIETOBAHUX ENNEMEHTAMMU Ni, Cu, Ta, W, Re, Os TA Ir

(57) Pedpepar:

OnucaHun cnocié BUroTOBMEHHS MOPOLUKIB CMJaBiB Ha OCHOBI TUTaHy, LMPKOHilO Ta radHito,
neroBaHux enemeHtamu Ni, Cu, Ta, W, Re, Os Ta Ir, 3a skum okeng Ti Ta/abo Zr, Ta/abo Hf amiwyoTb
3 MeTarieBMM MOPOLLKOM BKa3aHWX €MEMEHTIB Ta BiAHOBMOBAIbHUM 3acO00M i Li0 CyMill HarpiBatoTb
y nedvi, B pa3i notpedu B atMmocdepi BOAHIO (B LibOMY BUMNAAKy YTBOPHOKOTLCS Migpuan meTtanis), MOKu
He TMOYHEeTbCA peakuis BiOHOBNEHHS, MPOAYKT peakuil BWMYroBylTb, a MOTIM MPOMUBAKOTL i
BMCYLLUYIOTb, NMPUYOMY CepeaHii po3Mip 3epeH BUKOPUCTOBYBaHOro okcuay craHosutb Big 0,5 go 20
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MKM, NMUTOMa nnowa MoBeEpPXHi, BM3HavyeHa metogom BET, craHoButb Big 0,5 go 20 M2/r, a
MiHiManbHWA BMICT gopiBHoe 94 mac. %.
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BuHaxig cTtocyeTbcs cnocoby BUrOTOBIEHHS MOPOLLKIB CMMaBiB HA OCHOBI TUTaHY, LUPKOHIO Ta
racpHito, nerosaHux enemeHtamu Ni, Cu, Ta, W, Re, Os Ta Ir.

lMopoLKkM cnnaBiB Ha OCHOBI TUTaHy, LIMPKOHIIO Ta radoHito, BUKOPUCTOBYIOTb Y MIPOTEXHIYHIN
NPOMMCOBOCTI, OS5 BUTOTOBIIEHHS eNleKTpo3anarnbHUKIB, HaNpuKNaa y HagyBHUX nogyLukax 6esneku,
Ta yMoBINbHIOBaYIB 3ananioBaHHs, sIK ra3onornvHanbHi MaTtepianu y BakyyMHUX Tpybkax, y namnax, y
BaKyyMHiA anapaTtypi Ta B rasoouMcHuX YyctaHoBkax. OCKiNbKM piBEHb BUMOT LLIOAO HAAIMHOCTI
BULLEHaBeAEHUX NPOAYKTIB, HAaNpUKNazg 3ananbHWKIB HagdyBHUX NOAYLIOK 6e3nekn, € ayXe BUCOKMM,
OaxaHO BWIOTOBMSATM MOPOLUKA CMAaBiB 3 BiATBOPIOBAHMMMW, HE3MIHHMMM Big napTii go napTii
napameTpamu, 30KpemMa CTOCOBHO TPMBAamNoCTi FOpiHHS, TeMnepaTypu 3anMaHHs, cepefHbLOro po3mipy
3epeH, rpaHynoMeTpuYHOro CKragy Ta OKMCHIoBanbHoro yucna. Kpim uboro, 6axaHo 3abesneuntun
MOXMMBICTb NONEPeAHbOro BCTAHOBMNEHHS NEBHMX 3HaYeHb HAaBeAEHMX NapaMeTpiB.

[ns BWroTOBREHHs MOPOLKIB CcnnaBsiB Moxe ©OyTu 3actocoBaHun KOMBiHOBaHMM cnocib
BiAHOBNEHHsA Ta cnnasBneHHs. [Ons uboro okemp tutaHy (TiO;), umpkoHito (ZrO,) abo radHito (ZrO,)
nigaaTb BiAHOBIEHHIO Pa3oM i3 NOPOLLKONOAIGHNMU NeryloumMMm enemMeHTamu Ta BigHOBMOBaNbHUM
3acobom, TakuM sik Kanbuin Ta/abo rigpug kanbuito, Ta/abo marHin, Ta/abo 6Gapiin. BigHoBNeHHs
3[INCHIOITb Yy 3aKPUTIN EMHOCTI, B sIKii MOXe OyTu yTBOpeHa aTtmocdepa iHepTHoro rasy. OavH um
Kinbka BigHOBMNIOBanNbHUX 3acobiB, AK MpaBurio, odawTb y Hagnvwky. o 3aBeplueHHi npovuecy
BiJHOBIEHHA YTBOPEHI OKCMOW BiAHOBMIOBANbHUX 3aco0iB BMAAMNSATb LUMSAXOM BUITYroBYBaHHS
KMCMOTOK i HAcCTyMHOro NPOMMBAaHHSA BOAOK. BMICT KMCHIO B ofepxaHux LuM CnocoboM MopoLLKax
cnnaeiB MeTaniB ctaHoBUTb BiA 1 Ao 5 mac. %.

AnbTepHaTVBHO NOPOLUKM CnnasiB Ha ocHoBi Ti, Zr, Hf MoxyTb ByTn BUroTOBMEHI 3 BiANOBIAHOIO
MeTany LWnsaxom rigpyBaHHa Ta AerigpyBanHs (metog [AO6N). BignosigHunm meTtan niggaoTb
rigpyBaHHIO, i B LA BXe KpuXKin opmi BiH mMoxe OyTn nogpiGHEHWN MexaHidyHMM Ccrnocobom vy
NMopoLLOK GaxaHOro CTyneHa AucnepcHOCTi. [Ans YHUKHEHHSI MOLUKOMXEHHSI BHACMiQOK MOrMMHaHHS
KMCHIO Ta asoTy [Ans rigpyBaHHA cnifg 3acTOCOBYBATU BWMCOKOYUCTUI BoAeHb. [logpibHeHHSA
riipoBaHOro Metasly OO 3epeH OaxaHoro po3Mmipy TakoX crig 34iAcHIOBaTU B YKUCTIM aTMocdepi
3aXMCHOro rasy, Hanpuknag renito 4m aproHy. [Jns HacTynHOro BuMAaneHHs BOAHK Ta ofepXaHHs
cnnaBy MOPOLLOK riapuay TUTaHy, LMPKOHito abo radHito i BignoBigHU nopoLlok rigpuay metany abo
NOpoLLIOK MeTany, sikui Mae 6yTu niggaHvin neryBaHHo, Npu NigBuLLEHIn TeMnepaTtypi po3knagarTb Y
BaKyyMi Ta BogHOYac CnnaBnstoThb.

Heponikom BUroTOBMEHMX Yy Takuin crnoci® MOPOLLKIB CMnaBiB 30KpeEMa € Te, WO 3HaYeHHs iX
TPUBanoCTi TOPiHHSA, MMTOMOI NMOLWi NOBEPXHi, rPaHyNOMETPUYHOro Ccknagy Ta TemnepaTtypu
3aliMaHHA He € BIATBOPIOBaHNMU.

3apadeto BUHaxogy € NogonaHHA HedonikiB PiBHA TEXHIKW.

MpeacrtaBneHnn MNOPOLLOK LMPKOHIEBOro crrnasy, TpuBanicTb rFOPIHHA $KOro CTaHOBWUTL Bif
4 ¢/50 cm (cekyHg Ha 50 cm) go 2000 ¢/50 cm, a TemnepaTtypa 3anmMaHHsa - Big 160 °C go 400 °C i
BULlEe B OKpemux Bunagkax. [Npw UbOMy TpuBanicTb ropiHHS, BMMiptoBaHy B ¢/50 cMm, BM3Ha4alTb
TakuMm YMHOM: [AOCRigXyBaHy pevyoBUMHY [ANd BUAANEHHS 3aBaaluux arrnomepartiB crovaTtky
NpOCitoTb KPi3b ABOE CUT i3 po3mipom 4vapyHok 250 mkm Ta 45 mkm. lMpu ybomy B pasi noTpebu
nNpoby MoOXxHa oBepexHO BOpYyWUTWU NeH3neM. [ns BM3HAYEHHS TPMBAsOCTi FOPiHHA 3aCTOCOBYOTb
ApiOHY dpakuilo, sika npoKna Kpisb CUTO 3 PO3MipOM YapyHok 45 mkm. 15T npobu BucunawTb y
MeTaneBun Xonob, onuc SKoro HaBedeHU aani, Ta PO3PiBHIOTL MOBEPXHIO MaTepiany KapTOHHO
KapTKOI, B Takui Cnocid BupanswyM Hagnuwok. Ha meTtaneBomy xonobi HaHeceHi OBi MO3HAYKW,
BiACTaHb MK skuMmn ctaHoBuTb 500 mMm. lMepen nos3Haykow, sKa Bignosigae noyaTky AinsHKK,
BCUMalOTb AOAATKOBY KiflbKICTb PEYOBMHM OB'EMOM MpMONU3HO 3 TFOPOLIMHY Ta nignantooTb il
nanbHUKoM. LLUNsixom XpOHOMETpyBaHHSA BU3HA4YalOTb TPMBAMICTb MPOLIECY TFOPIHHS PEYOBUHM Ha
AiNsHUI MK no3Hauykamu, Sk BignosigaloTb i movaTKy Ta KiHUl. BusHayeHy TpuBanicTb ropiHHS
BigobpaxatTb B ognHuuax [c/50 cm] (cekyHa Ha 50 cm). XKonob Ansa ropiHHA peyoBuHW, PO3MipK
AKOro CTaHOBMNATb 3 MM x 2 MM, BMOHTOBaHUN y cranesy wraby po3mipamu
40 MM x 9,4 MM x 600 MM.

Mpu uboMy TemnepaTypy 3a¥iMaHHA BU3Ha4valTb TakMMm yYuHom: 10 r JoCnigXyBaHOI PEYOBUHM
3aKknagalTb y NOMNEpefHbO HarpiTUiA Tak 3BaHWWA "GRoOK 3anantoBaHHs" i BUMIPIOIOTE TemnepaTypy
camo3anmaHHs. brnok 3anantoBaHHA B ¢hopmi 3anisHoro Kybuka, JOBXUHA pebpa siIKoro CTaHOBUTb
70 MM, 3 OTBOpaMu And martepiany Ta TepmoenemeHTiB (giameTpom 20 MM Ta 8 MM, KOXHWUIA OTBIp
3aBrnmbwkn 35 MM, BigCTaHb MK LeHTpamMy OTBOpIB: 18 MM), 3i BCTaBneHUM y nepenbayeHun B
HbOMY OTBip TepMOMeTpoM abo TepmoenemMeHToM, nigAalTb MonepeaHbOMYy HarpiBaHHIO 3a
OOMOMOrOK0 MasifNbHOro nanbHMKa OO TeMnepaTypu, TPOXM HWXKYOI HiXK TemnepaTypa 3aniMaHHs. Lo
TeMnepaTypy BU3HA4alTb LWISXOM MonepeHboro BunpobyBaHHS. oTiM B OTBip Ans MaTepiany B
nonepegHbLO Harpitomy Onoui 3anantoBaHHA 3aknagalTb AOCHiAKyBaHMIA MOPOLLOK MeTany abo
rigpuay B KinbKOCTi Ha KiHuvKky wnatenst (10 r) i HarpiBatoTb ONok npu mMakcumanbHOMY nonym'i
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nanbHMKa OO0 MOMEHTY camMo3aliMaHHA nopoliky. [ocarHyta npuv UbOMYy Temnepatypa €
TeMnepaTyporo 3anMaHHS.

BaxaHo Takox, WOO MOPOLIKM chnnaBiB MeTaniB MIiCTUNM npuvHanMmHi 75 mac. % metany abo
rigpugy metany, nepeBaxHO npuHanMHi 88 mac. %, ocobnumeo nepeBaxHO npuHaviMHi 90 mac. %,
cepegHin giameTp 3epeH crtaHoBuB Big 1 00 15 MKM, nepeBaHWI rpaHynomMeTpuyHun cknag dso0
(BMMipsiHMIA 3a OOMOMOrO fnasepHoOro audgpakrtomeTpa) ctaHoBuB Big 1 4o 20 MKM i nuTOoMa nnowa
noBepxHi, Bu3HayeHa metogom BET (meTton bpyHayepa-OmmeTta-Tennepa, Brunauer-Emmett-Teller),
ctaHoBuna Big 0,2 no 5 M.

CepepHin giameTp 3epeH BM3Hayanu 3a AOMOMOrOK aHanisatopa rpaHynoMeTpu4HOro cknagy
meTogoMm ®iwepa (Fisher Sub-Sieve Size, pani - FSSS). Onuc uboro meTogy BUMIPHOBaHHS
HaBegeHun y nybnikadii "Instructions, Fisher Model 95 Sub-Sieve Sizer, Catalog No. 14-311, Part No.
14579 (Rev. C), published 01-94" Fisher Scientific. Ha uein onuc npouecy BMMIpOBaHHA OAeTbCA
OZIHO3HA4HEe NOCUIaHHS.

3agayvy BuHaxogy BUpIWEHO Yy cnocobi BUrOTOBMEHHS MOPOLUKIB CMMaBiB Ha OCHOBi TUTaHY,
LIMPKOHIO Ta racdpHito, nerosaHmx enemeHtamm Ni, Cu, Ta, W, Re Os Ta Ir, B 4KOMY OKCUJ OCHOBHMX
€NeMeHTIB 3MilWyoTb 3 BiAHOBMOBaNbHMM 3aco00OM i godalTb A0 MeTany, Wo Mae OyTu nigaaHui
neryBaHH1o, i L0 Cymilw HarpiBatoTb B nevi B atMocdepi aproHy, B pasi notpebun B atmocdepi BogHo
(B ubOoMy BMMAOKy YTBOPKKTLCA TAPVMAM MeTaniB), MOKM He MNOYHETbCS peakuis BiOHOBMEHHS,
NPOAYKT peakuii BUMYroBylOTb, MNICAS 4Oro MNPOMMBAIOTb i BUCYLIYKOTb, MPUYOMY PO3MIp 3epeH
BUKOPUCTOBYBAHOIo okcmay ctaHoBuTb Big 0,5 4o 20 MKm, nepeBa>KHo Big 1 4o 6 MKM, nuToMa nnou.l,a
NOBEpXHi, BU3Ha4YeHa MeTOAO0M BET cTaHoBUTH Big 0,5 Ao 20 M7, nepesaxHo Bia 1 oo 12 m °Ir i
0Cco6nnBO NepeBaxHo Bid 1 40 8 m ?Ir, a MiHiManbHWI BMICT MeTany B cnnasi ctaHoBUTb 94 mac. %,
nepeBaxHo 96 mac. % i ocobnmeo nepesaxHo 99 mac. %.

Yactka koxHOi 3 Fe- Ta Al-BMICHUX CTOPOHHIX [OOMILIOK B OKCMAI CTAHOBUTb MEepeBaKHO
< 0,2 mac. %, ocobnueso nepesaxHo < 0,08 mac. % (B po3paxyHKy Ha okcua). Yactka Si-BMiCHMX
CTOPOHHIX AOMILLIOK B OKCUAiI CTaHOBUTb NepeBaxHo < 1,5 mac. %, ocobnueo nepesaxHo < 0,1 mac. %
(B pospaxyHky Ha SiO,). Yactka Na-BMiCHMX CTOPOHHIX AOMILLIOK B OKCUAI CTaHOBWUTb MEPEBaKHO
< 0,05 mac. % (B po3paxyHky Ha Na,O). Yactka P-BMiCHMX CTOPOHHIX OOMILLIOK B OKCUAI CTAaHOBUTb
< 0,2 mac. % (B po3paxyHky Ha P,0Os). BTpata okcuay npu npoxaptoBaHHi npy Temnepatypi 1000 °C
(ctanicte macu) ctaHoBUTb nepeBaxHO < 1 mac. %, ocobnueso nepeBaxHo < 0,5 mac. %. HabusHa
rycTuHa okcuay 3r|p,Ho 3i crangaptom EN I1SO 787-11 (paHiwe DIN 53194) ctaHOBUTL NepeBaxHO BiA
800 go 1600 kr/m®. YacTka okemay ao 15 mac. % moxe 6yt 3amiweHa gobaskamm MgO, CaO, Y,0;
abo CeO..

Byno BuABNeHO, WO Mpu UinecnpsamMoBaHOMY BUOOPiI OKCMAHOI CUPOBMHU 3 OMUCAHUMU
napameTpaMmu i HacTymHOMY 3AiNCHEHHiI cnocoby OAepXylTb MPOAYKTW, TPMBamMiCTb FOPIHHSA SKWUX
ctaHoBuTb Big 10 ¢/50 cm go 3000 ¢/50 cMm, HeobxigHa Anga 3avimaHHs eHepria - Big 1 mkx go 10
mIx, cepe,qHM po3mip 3epeH - Bia 1 0o 8 Mkwm, Bu3HaveHa meTogom BET nutoma nnowa noBepxHi -
Big 0,2005m™ 2, TemnepaTypa 3arimaHHs - Big 160 °C go 400 °C i Buwe B OKpemMux Bunagkax,
npuvyOMy OLEpPXYOTb MNPOAYKTM 3 BiATBOPIOBAHMM rpaHynoMeTpuyHuM cknagom. KombGiHauis
cepeaHbOoro po3Mmipy 3epeH Ta NMMTOMOI Mol MOBEPXHi B MexXax BiAnoBiAHMX 3a3HayYeHuX dianasoHiB
napameTpiB BWXiOQHOT OKCWOHOI CMOMyKM pas3oM i3 HaBedeHUMM MiHiManbHUM BMICTOM [J03BOMSE
ofepxatu bakaHun NpoayKr.

Ak BigHOBMNOBanbHI 3aCO0M MepeBaXXHO MOXYTb OyTW 3aCTOCOBaHi JY)KHO3EMENbHI Ta IyXHi
MeTanu, a Takox ix BignosigHi rigpuan. OcobnmBo nepeBaXHO 3aCTOCOBYKTb MarHiv, Kanbuin, rigpug
Kanbuito Ta Oapin abo neBHi cymiwi uux peyoBuH. [lepeBaHO MiHiManbHa 4ncTOTa
BiJHOBNIOBANbHOIo 3acoby CTaHOBUTL LWoHarMeHwe 99 mac. %, ocobnuso nepesaxHo 99,5 mac. %.

3anexHo Big BMICTY neryBanbHOro 3acoby ogepXylTb MOPOLUKONOAiIOHI YMCTi cnnaBu meTanis,
YaCTKOBO rigpoBaHi MOPOLLKX CrnfaBiB MeTaniB abo MOpOLIKM CnnasiB rigpuaie metanis. Yum Bulle
BMICT BOAHIO i YiM BinbluUe BMICT NErylo4oro efieMeHTa B NpoAykKTi, 0AepXaHoMy LUuM cnocobom, Tm
[JOBLLOK € TpMBanicTb ropiHHSA, TOOTO NOPOLLOK CnaBy MeTaniB roputb MOBIMbHILLE, | TUM BULLOK €
TeMnepaTypa 3anmMaHHS (NOPOLLOK cnnaBy MeTaniB 3anMaeTbCs Npy BULLIIK TemnepaTypi), i HaBnaku.

BunyrosyBaHHA NpoayKTy peakuil nepeBaXHO 3AINCHIOTb i3 3aCTOCYBaHHAM KOHLIEHTpOBaHOT
COMNSAHOI KMCINOTK, SIKy 0COGNMBO NepeBaXHO 3aCTOCOBYHOTb Y HEBEITMKOMY HaZJ TMLLIKY.

[ani BuHaxia NoACHIETLCA AeTanbHile 3a A0NOMOrolo Npuknagis:

Mpuknag 1: BurotoBneHHst NOPOLLKY cnraBy LMPKOHIi/Bonbdpam, uinsosun cknag 50/50 (Zr/W)

21,6 kr ZrO, (MopoLLKONoAiOHMIA OKCUA LMPKOHI0, MPUPOAHMIA BagdeneiT) i3 TakuMmmn napameTpamu:;
ZrO,+HfO, miH. 99,0 mac. %, HfO, Bia 1,0 ao 2,0 mac. %, SiO, makc. 0,5 mac. %, TiO, makc. 0,3 mac.
%, Fe,O3; makc. 0,1 mac. %, BTpaTn npu npoxaptoBaHHi makc. 0,5 mac. %, cepegHin po3mip 3epeH
(FSSS) Big 4 0o 6 MKM, YacTKa MOHOKIIHHOI KpMCTaniyHoi CTPYKTypu MiH. 96 mac. %, nuToma nnowa
noBepxHi (Bu3HayeHa metogom BET) Big 0,5 no 1,5 m%/r, Ta
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16,0 kr nopoluKky meTanesoro Bonbdpamy 3 Takumm napametpamu: W miH. 99,95 mac. % (6e3
KNCHIO), kuceHb makc. 0,5 mac. %, Al makc. 10 m.u., Cr makc. 80 m.u., Cu makc. 5 m.u., Fe makc.
100 m.4., Mo makc. 100 m.4., Na makc. 20 m.4., Ni makc. 100 m.4., Si makc. 30 M.u., cepeaHin po3mip
yactuHok (FSSS) 0,7 mkm + 0,1 mkm, HabmeHa ryctuHa Big 0,150 go 0,220 ,EI,MS/KF, HacurnHa ryctmHa
Big 0,570 po 0,740 r/n, Ta

31,5 kr Kanbuito B opmi rpaHynATy 3 Takmmm napameTtpamu: Ca miH. 99,3 mac. %, Mg makc. 0,7
mac. %, nepemiwysanu 3 ZrO, i W pasom y 3miwyBayi npotarom 20 xBWMIMH B aTmocdepi aproHy.
MoTiMm cymiw 3aknanu B KOHTeNHep. KoHTenHep BCTaHOBWAN B MiY, Ky NOTIM 3a4MHWUAN i 3an0OBHUNK
aproHom [0 AoCArHeHHs HagnuwkoBoro Tucky 100 rfa. 3a rogavHy peakuiHy nid Harpinu go
TemnepaTypu 6nm3bko 1250 °C. Ak Tinbkn TemnepaTypa peakuinHoi macu gocsirna Temnepatypu neui,
noyanacsi peakuis BigHOBMNEeHHS:

ZrO,+2 Ca+W — ZrW+2 CaO.

Yepes wictoecat XBUIUH MiCNA BMUKAHHA MigirpiBy nedvi Moro BUMKHYNW. [licna 3HWXeHHS
TemnepaTypu OO 3HadyeHHs wMeHwe 50 C° peakuiHy Mmacy Buganunu 3 Turna i nigganu
BUMYrOBYBaHHIO i3 3aCTOCYyBaHHSIM KOHLEHTPOBAHOI consHoi kucnotn. Opgepxanu MeTanesun
MOPOLLIOK CNIaBy LMPKOHin/Bonbdpam Takoro cknagy mac. %: 96,1 % Zr+Hf+W, 2,2 % Hf, 0,7 % O,
0,06 % H, 0,38 % Mg, 0,076 % Fe, 0,25 % Al, cepeaHin po3amip 3epeH 1,2 MKM, rpaHyriOMeTPUYHNIA
cknag d50: 2,8 mkm, nuToma nnowa nosepxHi: 0,5 M°Ir, Temnepartypa 3anmanHs: 220 °C, TpuBanictb
ropiHHs: 55 ¢/50 cm.

Mpuknag 2: BUrotoBneHHsi NOPOLLKY CniaBy LMPKOHi/Bonbgpam, uinsosun cknag 50/50 (Zr/W)

16,2 kr ZrO, (NopoLIKONOAIOHMI OKCUA LIMPKOHIO) 3 Takumu napameTtpamu: ZrO, + HfO, miH. 99,0
mac. %, HfO, Big 1,0 no 2,0 mac. %, SiO, makc. 0,2 mac. %, TiO, makc. 0,25 mac. %, Fe,O;
makc. 0,02 mac. %, BTpatv npu npoxaptoBaHHi makc. 0,4 %, cepeaHin poamip 3epeH (FSSS) Big 3 go
5 MKM, YacTka MOHOKINIHHOI KpUCTaniyHoi CTPYKTypu MiH. 96 %, nutoMa nnowa noBepxHi (BU3Ha4veHa
meTtogom BET) Big 3,0 o 4,0 M7, Ta

12,0 kr nopoLlKy MeTanesoro Bonbdpamy 3 Takumm napametpammu: W miH. 99,95 mac. % (6e3
KNCHIO), KkmceHb wmakc. 0,5 mac. %, Al makc. 10 m.y., Crmakc. 80 m.4.,, Cumakc. 5mu., Fe
mMakc. 100 m.4., Mo makc. 100 m.4., Na makc. 20 m.4., Nimakc. 100 m.u4., Simakc. 30 M.Y., cepeaHin
po3mip yacTtuHok (FSSS) 0,7 £ 0,1 mkm, HabumeHa ryctuHa Big 0,150 go 0,220 Am%/kr, HacunHa ryctmHa
Big 0,570 oo 0,740 r/n, Ta

7,2 xr Mg (marHito B OpMi CTPYXOK) 3 Takumum napameTtpamu: Mg MmiH. 99,5 mac. %, HacunHa
ryctuHa makc. sig 0,3 go 0,4 rlem®, 3aknaganu B KOHTenHep Ta aHanoriyHo MNpuknagy 1 BcTaBnsanu y
niv. My HarpiBanu go temnepatypu 1050 °C. Ak Tinbku TemnepaTtypa peakuinHoi cymiwi gocsarna
TemnepaTypu nedi, novanacs peakuisi BiqHOBMNEHHS:

ZrO+2Mg+W — ZrwW+2MgO

MigirpiB nedi BUMkHyNu 4yepes 20 xBUNUH Nicnd noyaTtky peakuii. [licns 3HWKeHHA TemnepaTtypu
A0 3HayeHHs < 50 °C peakuinHy Macy BUAHANN 3 TUMMSA | Nigaany BUIyroByBaHHIO i3 3aCTOCYBaHHAM
KOHLUEHTpOBaHoi consHoi kucnotn. Ogepxanu MeTaneBui MOPOLLOK CNaBy LUMPKOHiN/BoNbdpam
Takoro cknagy mac. %: 97,9 % Zr+Hf+W, 53 % Zr, 0,9 % Hf, 44 % W, 0,083 % Fe, 0,075 % Al,
0,19 % Mg, 0,087 % Si, 0,04 % H, cepeaHin po3mip 4acTUHOK 1,2 MKM, rpaHynioMeTpuyHmi cknag ds0:
2,6 MKM, TemnepaTtypa 3anmMaHHs: 200 °C, TpuBanicTb ropiHHA: 44 ¢/50 cm.

Mpuknag 3:

BurotoBneHHsa NOPOLLKY cnnaBy LMPKOHi/Bonbdpam, Linsosun cknag 40/60 (Zr/W)

13,0 kr ZrO, (nopoLuKonogibHUA OKCUA LMPKOHIt) 3 TakMMu napametpamu: ZrO, + HfO, miH. 99,0
mac. %, HfO, Big 1,0 oo 2,0 mac. %, SiO, makc. 0,2 mac. %, TiO, makc. 0,25 mac. %, Fe,O3 makc.
0,02 mac. %, BTpaTtu npu npoxaptoBaHHi makc. 0,4 mac. %, cepegHin poamip 3epeH (FSSS) Big 3 go
5 MKM, 4acTka MOHOKMIHHOI KpuCTaniyHoi CTPykTypu MiH. 96 mac. %, nutomMa nnowa MNOBEepXHi
(Bn3HaveHa metogom BET) Big 3,0 o 4,0 M, Ta

14,4 xr nopoLuKy mMeTaneBoro Bonbgpamy 3 Takumu napameTpamu: W miH. 99,95 mac. % (6e3
KUCHI0), knceHb Makc. 0,5 mac. %, Al makc. 10 m.y., Cr makc. 80 m.4y., Cu makc. 5 m.4., Fe makc.
100 m.4., Mo makc. 100 m.4., Na makc. 20 m.4., Ni makc. 100 m.y4., Si makc. 30 M.4., cepeaHin po3mip
yactuHok (FSSS) 0,7 £ 0,1 mkm, HabueHa ryctuHa Big 0,150 go 0,220 ,qM3/Kr, HacunHa ryctuHa Big
0,570 no 0,740 r/n, Ta

5,8 kr Mg (marHin y dopmi cTpyxok) i3 Takummn napametpammn: Mg miH. 99,5 mac. %, HacunHa
ryctuHa makc. Big 0,3 go 0,4 r/cm

aHanoriyHo MNpuknagy 1 3aknanu B KOHTEWHep i BCTaHoBUNKM B niy. iy Harpinu o Temnepartypu
1050 °C. Ak Tinbkn TemnepaTtypa peakLinHOi CyMmilli gocsarna TemnepaTtypum nedi, nodanaca peakuisa
BiAHOBINEHHS:

ZrO,+2 Mg+W — ZrwW+2MgO
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Migirpis nedi BuMKHYNU Yepes 20 xBUNWUH Nicns nodaTtky peakuii. Micns 3HWwkeHHA TemnepaTtypu
A0 3HayeHHsA < 50 °C peakuiiHy macy BUNHANM 3 TUMNSA | NigAanu BUITYroByBaHHIO i3 3aCTOCYBaHHAM
KOHLIEHTPOBaHOI consiHOi kucrotn. Ogepkanu MeTaneBui MOPOLLOK CMnaBy LUPKOHIiA/Bonbgpam
Takoro cknagy mac. %: 97,8 % Zr+Hf+W, 41 % Zr, 0,78 % Hf, 56 % W, 0,028 % Fe, 0,090 % Al,
0,14 % Mg, 0,097 % Si, 0,14 % H, cepegHin po3mip 4acTUHOK 1,2 MKM, rpaHyrioMeTPUYHUIA cKnag
d50: 2,2 MKM, Temnepatypa 3anMaHHs: 200 °C, TpuBanictb ropiHHs: 37 ¢/50 cm.

Mpuknapg 4: BUrotoBneHHs NOPOLUKY CnnaBy LMPKOHIN/Hikenb, uinbosun cknag 70/30 (Zr/Ni)

36 kr ZrO, (NopoLLKONOAIGHNA OKCUA LIMPKOHID) 3 Takmmu napametpamu: ZrO, + HfO, miH. 98,5
mac. %, HfO, Bia 1,0 no 2,0 mac. %, SiO, makc. 0,6 mac. %, TiO, makc. 0,15 mac. %, Fe,O3 makc.
0,05 mac. %, Na, po makc. 0,3 mac. %, BTpatu npu npoxaptoBaHHi makc. 0,5 mac. %, cepeaHin posmip
3epeH (FSSS) Big 1,7 o 2,3 mkm, Ta

26,4 kr Ca (kanbLin y ¢gopmi CTpYXKOK) i3 Takummn napameTtpamu: Ca miH. 98,5 mac. %, Mg makc.
0,5 mac. %, Ta

2,0 kr Mg (marHin y copmi CTpyxoK) i3 Takumu napametpamu: Mg miH. 99,5 mac. %, HacunHa
ryctuHa makc. Big 0,3 go 0,4 rlem®

nepemiwysanu pasom Yy 3miwyBadi npotarom 20 XBWNWH B aTMocdiepi aproHy. [loTim cymiwl
3aknanu B pe3epByap. Pe3epByap BCTaHOBWMAM B MiY, SKYy MOTIM 3a4MHUNM i 3aMOBHUIIM aproHOM 0
aocsarHeHHs Hagnuwkosoro Tucky 100 rfa. Yepea roavHy peakuiviHy niv Harpinu go temnepatypwm
onmnsbko 1250 °C. Ak Tinbku TemnepaTypa peakuinHOoi Macu gocsarna TemnepaTtypu nedi, noyanacs
peakuisi BigHOBIEHHS

ZrO,+2 Ca/ Mg — Zr+2 CaO / MgO

Yepes wictgecat XBUIUH MiCNA BMUKAHHA MigirpiBy nedvi Moro BUMKHyNW. [licna 3HWXeHHS
TemnepaTtypu 0o 3HadeHHs MeHwe 50 C° peakuinHy macy Buganunu 3 Turs i pasom i3 13 kr Ni
(nopowwok) i3 Takumn napametpamm: C makc. 0,1 mac. %, Fe makc. 0,01 mac. %, O makc. 0,15 mac. %,
S makc. 0,002 mac. %, cepegHin posmip 3epeH (FSSS) Big 4 4o 6 MKM 3milwyBanu B 3miwyBaui
npotarom 30 XBUNWH.

MoTim cymiw 3aknann B pesepByap. PesepByap BCTaHOBUNM B M4, SKYy MOTIM 3a4MHUAN i
3anoBHUNM aproHOM A0 AoCArHeHHs Hagnuwkosoro Tucky 100 rfa. PeakuinHy nivy HarpiBanu go
TemnepaTypm Big 500 °C go 1000 °C. No 3aBepLUeHHi peakLii neryBaHHs:

Zr+2 CaO / MgO+Ni — ZrNi+2 CaO / MgO

peakuiinHy Macy BUNHANW 3 TUIMSA | Niggany BUNYroByBaHHIO i3 3aCTOCYBaHHAM KOHLEHTpOBaHOI
consHoi kucnotn. Ogepxanu meTanesmin NOPOLLOK CNIaBy LMPKOHIW/Hikenb Takoro cknagy: 98,3 mac.
% Zr+Ni (Bkn. Hf), Zr 70,2 mac. %, Ni 28,1 mac. %, Hf 1,4 mac. %, Ca 0,09 mac. %, Fe 0,046 mac. %,
Al 0,13 %, S 0,003 %, TpuBanictb ropiHHs: 210 c/50 cm, Temnepatypa 3anmaHHs: 40 °C, cepegHin
po3mip 3epeH (FSSS): 4,2 mkm.

Mpuknag 5: BurotoBneHHst NOpoLLKY cnnasy TuTaH/Midb, LinboBuin cknag 75/25 (Ti/Cu)

1,2 kr TiH, (nopowkonoaibHui rigpng TuTaHy) 3 Takumu napametpamu: TiH, miH. 98,8 mac. %, H
MiH. 3,8 mac. %, N makc. 0,3 mac. %, Mg makc. 0,04 mac. %, Fe makc. 0,09 mac. %, Cl makc. 0,06
mac. %, Ni makc. 0,05 mac. %, Si makc. 0,15 mac. %, C makc. 0,03 mac. %, cepeqHin po3mip 3epeH
(FSSS) Big 3 oo 6 MKM, Ta

10,0 kr Cu (migb y dopmi nopoliky) 3 Takumu napameTtpamu: Cu MmiH. 99,3 mac. %, HacunHa
ryctvHa Big 2,6 0o 2,8 kr/gm™, po3mip YaCTUHOK 3a JaHUMMU CUTOBOrO aHanisy (po3Mip YapyHoK cuTa
325) Big 50 go 65 MKM, po3Mip YaCTUHOK 3a AaHMMK CUTOBOIO aHanisy (po3mip YapyHok cuta 150) Big
10 go 20 mKm,

nepemiwysann pasomMm y 3miwysadi npotarom 20 xBuUnNuH B atMmocdepi aproHy. oTiM cymill
nopuismun 5 kr HaHecnu Ha meTanesi NUCTU. MeTanesi NUCTM BCTaBUNM B NiY, SKY MNOTIM 3aYUHUIN i
3anoBHUMM aproHoM A0 AocArHeHHA Haanuwkosoro Tucky 100 rfa. lMicna uboro niy BakyymyBsanw.
PeakuinHy niyv y Kinbka cTagin Harpisanu npotarom 6 rogMH Ao mMakc. temnepatypu 6nmseko 800 °C.
Peakuist npoTikana Takmm YMHOM:

TiH,+Cu — TiCu+H,

MpubnusHo yepe3 4 roguHM (3anexHo Big4 TUCKY B nedi) nigirpie nedvi BUMkHynu. [licns
OXOITOPKEHHS MeYi A0 KIMHATHOI TeMnepaTypu BUAHANKW Macy i noapidoHunu arnomepatun. Ogepxanm
cnnae TiCu 3 Takumun napametpamu, mac. %: 72,4 % Ti, 25,3 % Cu, 1,4 % O, 0,02 % H, 0,05 % Al,
0,02 % Fe, 0,005 % Mg, Cd < 0,001 %, Zn < 0,002 %, Hg < 0,0002 %, rpaHynomeTpunyHun cknag d50:
17,7 %, cepegHin po3mip 3epeH (FSSS): 9,4 mkm.
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SOPMYJIA BUHAXOLOY

1. Cnoci® BWroToBMNEHHs1 MOPOLLKIB CMiaBiB Ha OCHOBI TUTaHy, LMPKOHIIO Ta radHito, neroBaHux
enemeHtamn Ni, Cu, Ta, W, Re, Os Ta Ir, 3a akum okcug Ti Ta/abo Zr, Ta/abo Hf amiwyoTb 3
MeTaneBnM MOPOLLUKOM BULLE3A3HAYEHUX NETYHOUNX €MEMEHTIB Ta BiAHOBIOBANbHMM 3acoboM i Lito
CyMill HarpiBaloTb y nedi B atmocepi aproHy, Noknm He NOYHETbCA peakuis BiQHOBMEHHS, NPOLYKT
peakuii nigaalTb BUNYroBYBaHHIO, MICAS YOro NPOMMBAIOTE | BUCYLLYIOTb, SKUA BiAPI3HAETHCA TUM,
LLIO BUKOPUCTOBYBaAHWIA OKCUA Mae cepeaHin po3mip 3epeH (FSSS) Big 0,5 go 20 MkM, MMTOMY NAOLLY
noBepxHi, Bu3HayeHy metogom BET, Big 0,5 go 20 M%/r i MiHiManbHWi BMiCT 94 mac. % okcuay Ti
Ta/abo Zr, Ta/abo Hf.

2. Cnocib 3a nyHKTOM 1, sikuin BigpPi3HAETbLCA TUM, LLO HarpiBaHHs CyMillli 34iCHIOIOTb B MPUCYTHOCTI
BOOHIO.

3. Cnocib 3a 6ygb-skum 3 nNyHKTIB 1, 2, sKMA BiAPI3HAETbLCA TUM, WO pPO3Mip 3epeH
BUKOPUCTOBYBAHWX NEryr4nX enemeHTiB cTaHoBuUTb Big 0,5 40 15 MKM.

4. Cnoci6b 3a 6yab-akum 3 NyHKTIB 1, 3, Sk BiAPI3HAETLCA TMM, IO MiHiManbHa YMCTOTa NEryto4mx
enemMeHTiB ctaHoBUTbL 99,5 mac. %.

5. Cnoci6 3a 6yab-akum 3 NyHKTIB 1-4, kUi Bigpi3HAETbLCA TUM, WO YacTka Si-, Fe- Ta Al-BMiCHUX
CTOPOHHIX JOMILLOK Yy fierytioumx enemeHTax ctaHosutb <0,1 mac. %.

6. Cnoci6 3a 6yagb-sikum 3 nNyHKTiB 1-5, Aknin BigpPi3HAETbLCA TUM, LWO CyMill HarpiBalTb Yy nedi Jo
TemnepaTypwm Big 800 oo 1400 °C.

7. Cnoci6 3a Oyab-sikMM 3 NyHKTIB 1-6, SKMIA BiAPI3HAETLCA TWMM, WO HarpiBaHHSA i BiQHOBMNEHHS
CymiLLi 3aincHoTb B atMocdepi He Ta/abo Ar, Ta/abo H,, Ta/abo N..

8. Cnoci6 3a Oygb-akMm 3 NyHKTIB 1-7, SKUA BiAPISHAETbCA TUM, LIO CcepefHin po3Mmip 3epeH
BMKOPUCTOBYBAHOIrO OKCMAY CTaHOBUTL Big 1 40 6 MKM.

9. Cnocib 3a Oyab-akuM 3 NyHKTIB 1-8, SIKMIA BigPISHAETbCA TMM, LLUO NUTOMA MIoOLLa NOBEPXHI
BUKOPUCTOBYBAHOIo okcuay, Bu3HadeHa metogom BET, ctaHoBuTb Big 1 o 12 m2Ir.

10. Cnocib 3a nyHkTOM 9, AKUI BiAPI3HAETHLCA TUM, LLO NUTOMA NOLLLA MOBEPXHI BUKOPUCTOBYBAHOTO
okcuay, Bu3HadeHa metogom BET, ctaHoBuTb Big 1 0o 8 M.

11. Cnoci6 3a Oyab-gkMMm 3 nyHkTiB 1-10, AKMA BiAPI3HAETBCA TUM, WO MiHiManbHa 4ucToTa
BMKOPMCTOBYBaAHOIO OKCUAY cTaHOBUTL 96 mac. %.

12. Cnocib 3a nyHkTOM 11, KM BiAPI3HAETLCA TUM, WO MiHiManbHa YNCTOTa BUKOPWUCTOBYBaHOMO
okcuay ctaHoBuTb 99 mac. %.

13. Cnocib 3a 6yab-skum 3 nyHkTiB 1-12, Skuii BigPi3HAETbCA TVMM, LLO YacTka KOXHoi 3 Fe- Ta Al-
BMICHMX CTOPOHHIX JOMILLIOK B OKkcuAi cTaHoBUTb <0,2 mac. % (B po3paxyHKy Ha OKcua).

14. Cnoci6 3a nyHkToM 13, skui BiOPI3HAETbCA TMM, WO 4YacTka KOxHoi 3 Fe- Ta Al-BMiCHMX
CTOPOHHIX AOMILLOK B okcuAi ctaHoBuTb <0,1 mac. % (B po3paxyHKy Ha okcua).

15. Cnocib 3a Oyab-sikum 3 NyHKTIB 1-14, AKMI BiBPI3HAETbCSA TUM, LWO YacTka Si-BMICHUX CTOPOHHIX
OOMILLOK B okcuai ctaHoBUTL <1,5 Mac. % (B po3paxyHky Ha SiO,).

16. Cnocib 3a nyHKTOM 15, skMIA Bigpi3HAETLCSA TUM, WO YacTka SiO,-BMICHMX CTOPOHHIX AOMILLOK B
okengi ctaHoBuTtb <0,3 mac. % (B po3paxyHKy Ha SiO,).

17. Cnocib 3a 6yab-akum 3 NyHKTIB 1-16, AkMiA BigPI3HAETLCA TUM, L0 YacTka Na-BMiCHUX CTOPOHHIX
OOMiLIOK B okcuai ctaHoBuTb <0,05 mac. % (B po3paxyHky Ha Na,0).

18. Cnocib 3a 6yab-akMM 3 NyHKTIB 1-17, k1A BiAPI3SHAETLCA TMM, L0 YacTka P-BMiCHUX CTOPOHHIX
OOMILLOK B okcuai ctaHoButb <0,2 mac. % (B po3paxyHky Ha P,Os).

19. Cnoci6 3a Oygb-sikuM 3 nyHkTiB 1-18, skuii BigPI3HAETBCA TUM, WO BTpaTa oOKcMay npwu
[oOaTkoBOMY npokaptoBaHHi npu Temnepatypi 1000 °C ctaHoBuTb <1 mac. %.

20. Cnocib 3a Oyab-skum 3 NyHKTIB 1-19, Skui BiAPiISHAETbCA TUM, WO HabMBHA rycTMHA OKCUAY
3rigHo 3i ctangaptom EN I1SO 787-11 ctaHoBuTb Big 800 go 1600 Kr/m°.

21. Cnocib 3a 6yab-akumM 3 NyHKTiB 1-20, 9kuin BiAPI3HAETLCA TMM, WO YacTka okeuagy go 15 mac. %
3amiweHa gobaskamn MgO, CaO, Y,03 abo CeO..

22. Cnocib 3a 6yab-9kMM 3 NyHKTIB 1-21, Ak Bigpi3HAETbLCA TUM, WO 5K BiQHOBMNIOBaNbHUI 3acib
3aCTOCOBYIOTb NyXHO3eMerbHi Ta/abo NyxHi meTanu, Ta/abo ix rigpuau.

23. Cnocib 3a NyHKTOM 22, KM BiAPI3SHAETLCA TVM, LLO SK BiAHOBMIOBaNbHUIA 3acid 3aCTOCOBYIOTb
Mg, Ca, CaH, abo Ba.

24. Cnocib 3a 6yab-skMM 3 NyHKTIB 1-23, AKMA BiAPI3HAETBLCA TWMM, WO MiHiManbHa 4ucToTa
BiHOBNIOBANbHOro 3acoby ctaHoBuTb 99 mac. %.

25. Cnocib 3a 6yab-gkuM 3 nyHKTiB 1-24, 9kMi Bigpi3HAETbLCA TUM, LLO BiAHOBIEHHS MPOAYKTY
peaku,ii 34iMCHIOITb 3 3aCTOCYBAHHAM COSISIHOT KMCMOTW.
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