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AHHoOTauus
M3y4yeHbl npouecchl, npoTekawlwume B XoAde cuHTe3a radHata wuttpusa YzHf207 TBepaodasHbiM MeToaoM
C NPUMEHEHNEeM MexaHoakTMBauun. MexaHoaKkTuBaUWs CTEXMOMETPUYECKON CMECU OKCUAOB UTTPUS U radHus
nposoaunacek B rnabopartopHorn nnaHetapHon menbHuue AFO-2 npu ueHTpobexHom daktope 40 g B TeueHue
10 muH. Mo gaHHbIM MK-cnekTpockonun yCcTaHOBMEHO MpoTekaHue MpoLeccoB rmapaTtaumn m kapboHu3aumu
06pasLoB B x04€e MEeXaHOaKTMBaLMW 3a CYET MOrMOLLEHUST BNarv U Yriekucrnoro rasa Bo3gyxa. YCTaHOBeHa
Temnepartypa gervapataunm n gekapboHusaumm npu TepmoobpaboTke MexaHOaKTUBMPOBAHHOW CMECK OKCUOB.
C nomolubio peHTreHoha3oBOro aHanuaa MoKa3aHo, YTO MpW MpoKanuBaHWM MeXaHOaKTUBUMPOBAHHOW CMecu
okcmpoB obpasyetca Y2Hf207 co cTpyktypon chniooputa. Mo metoay Leppepa Obinu paccumtaHbl pasMmepbl
KpUCTannMTOB radHaTa UTTpums, KoTopble coctaBmnu 22 n 94 Hm ansa o6pasuos, NpoKaneHHbIX B Te4eHne 3 4acos
npu Temnepatype 1100 1 1200 °C cooTBETCTBEHHO.
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Abstract
The processes occurring during the synthesis of yttrium hafnate Y2Hf207 by solid-phase method using mechanical
activation were studied. Mechanoactivation of stoichiometric mixture of yttrium and hafnium oxides was carried
outin a laboratory planetary mill AGO-2 at a centrifugal factor of 40 g for 10 min. According to infrared spectroscopy
data the processes of hydration and carbonization of samples during mechanical activation due to the absorption
of moisture and air carbon dioxide were established. The temperature of dehydration and decarbonization during
heat treatment of mechanoactivated oxide mixture was determined. X-ray phase analysis showed that the calcination
of mechanoactivated oxide mixture produced Y2Hf207 with fluorite structure. The sizes of yttrium hafnate crystallites
were calculated using the Scherrer method and were 22 and 94 nm for samples calcined at 1100 and 1200 °C
for 3 h, respectively.
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JIBotiHbIe OKCHIIBI ¢ hopmytoit 4>8,07 (Tae A — YeThIPEXBAJICHTHBIN, a B — TPEXBaJICHTHBIN JIEMCHTHI)
aKTHUBHO M3YYalOTCSl B IIOCIIEAHHME TOIBl BCIEACTBUE OCOOCHHOCTEH HMX CTPYKTYpbl M MHOT00Opa3us
pasnuuHbIX obOnacteli npuMmeHeHus. CTpyKTypa YKa3aHHBIX COEOUHEHHM dalle BCEro OTHOCHTCS
K IIPOCTPAaHCTBEHHOI Ipymine Fd3m (CTPYKTypa IUPOXJIopa), a Takke K Fm3m (nedektHsiii duroopur) [1].
CoenuHeHUs TAKOTO THUIIA MOTYT CIIY’KUTh II€PCIEKTUBHBIMU MaTepUalaMy AJIS TOJY4IEeHUS TBEPAOOKCHIHBIX
TOIJIMBHBIX JJIEMEHTOB, AMAJNIEKTPHYECKUX MAaTepHalioB, TEpMOOAphEpHBIX IOKPHITUH, TMPO3pavyHO
KEepaMUKH{, KaTaJu3aTopoB, a TakKe B KayecTBE BEHIECTB MJIS HMMOOWIM3aLUHN PaJHOaKTHBHBIX
orxonoB [1-8]. B wactHOoCcTH, mpo3padHas kepammka Ha ocHoBe Y Hf,O; mepcmexktmBHa B 06IacTH
BBICOKOHEPreTHUECKON SIAEPHOM MEAWIMHBI, TaKOH Kak kommbioTepHas Tomorpadus (KT) u mo3urpoHHO-
smuccuonHas tomorpadust (II9T) [1]. B pabore [3] aBropamm Opur momyden raduar mrrpus Y.HH07
METOAOM TBepAOo(a3HOTO CHHTE3a C MPUMEHEHHEM MexaHoakTuBaruu (MA), KoTopas MpOBOAMIIACH
B IutaHeTapHOU MenbHuIIE Fritsch Pulverisette (P5) B Teuenue 5 yacos. B sxcniepiumenTe mo MA ucrnonb3oBain
OapabaHbBl ¥ Mapbl, U3TOTOBJICHHBIE W3 KapOWaa Boib(pama, MPU 3TOM COOTHOIICHHE BEIIECTBO : IMaphl
cocraisuio 1:10. Ilo naHHBIM mpocBeUMBAarOLIEN AEKTPOHHOW MHUKPOCKOITUH, CPEIHUNA pa3Mep KPUCTAJIUTOB
Y,Hf,07 ¢ ctpykTypoit nedexTHOTrO urroopuTa mociae MeXaHOAKTHBAIMN U TepMooOpadoTku mpu 1450 °C
B TeueHue 30 mumH coctaBmn 50 HM [3]. B Hacrosmem ucciemoBaHUM HWCHOIB30BaHA IICHTPOOEKHO-
ranetapHas meiapHuIa AI'O-2, kotopast o cpaBHeHHIo ¢ Fritsch Pulverisette (P5) Gonee s dexTrBHA Kak
MEXaHOAKTUBATOP, YTO MO3BOJISIET NPOBOAUTE MA B 00Jsiee KOPOTKHE CPOKH.

B npopomkenue panee NpoBecHHBIX UCCIIEA0BaHUI 10 TBepA0(hasHOMY CHHTE3Y IupkoHaToB P30 [9—
12] uenpro naHHOW pabOTHI SABISETCS MONydeHHE HaHOKpUCTaumYeckoro Traduara wrtpus Y HHO-
¢ mpuMeHeHrneM MA cMecH OKCHIIOB HTTpHS U TadHUS B IICHTPOOSKHO-TIaHeTapHOi MenbHuIe AI'O-2.

Oxcunsl UTTpUs W radHUs MONyYanu M3 MecTUBOAHOTO HHUTpara UTTpHs Y(NO3)3-6H,O «x.u»
1 BocbMuBOtHOTO oKcuxuiopuaa radpuust HfOCly-8H,O «X.4.» COOTBETCTBEHHO ITyTEM OCaXKICHUS THAPOKCHIOB
13 PacTBOPOB COJIEH aMMHUAKOM ¢ TIocTeAytomen mpokaikoit mpu temmeparype 1000 °C B TedueHue 3 4acos.
MA cTexnoMeTpHu4ecKol CMecH OKCHAOB HPOBOAMIM Ha JIaOOpaTOPHOM LEHTPOOEKHO-IIIaHETapHON
MmenbHuLe AI'O-2 npu nerrpodexuom dakrope 40 g B Teuenre 10 MUH ¢ y4eTOM Pe3yJIbTaTOB MPEIbITYIINX
pabor mo cuHTe3dy nupkoHaToB P30 [9-12]. Oxcmepument mo MA mNpoBOIMIN € HCHOJIH30BaHUEM
CTaJbHBIX OapabaHOB M CTAJBHBIX IIAPOB AMAMETPOM 8 MM, IPH COOTHOLIEHHM 3arpys3ka : mapsl 1:20.
Jisi MUHMMU3AIMM HaMoJa MPOBOIWIM (yTepoBKY Oapa0aHOB M IAPOB CTEXHMOMETPHYECKON CMEChIO
okcunoB UTTpus u TadHus. C menpto obecredeHUs] TOMOTCHHOCTH CMECH uepe3 KKyl MHHYTYy MA
MEJIBHUILY BBIKJIIOYAH, a MOPOIIOK B OapabaHe mepeMelinBaiu mimareyneM. MCXoaHyro cMech OKCHIOB
TFOTOBWJIM MEXaHHUYECKOM o0paborkoii B MenbHHIle AI'O-2 cooTBeTcTByrONMX KojuuecTB Y03 u HfO,
B TeueHue 30 ¢ npu ueHTpodekHoM (pakTope 20 g. [l 3aBepeHus nporecca 00pa3oBaHus CI0KHOIO OKCHIIA
BCE CMECH MpOKaMBaIKCh B 3nekTporeun SNOL 6,7/1300 npu pa3auuHbIX TeMIiepaTypax B HHTEpBae
ot 600 1o 1400 °C B Teuenue 3 yacoB. K-criekTpsl cHumaiu Ha criektpomerpe Nicolet 6700 ¢ ncnosnb3oBaHHEeM
TabNeTUpOBaHHOTO Opomuna kamus. PentrenodazoBwiii anamn3 (PPA) mpoBogunu Ha mudpakToMeTpe
Shimadzu XRD 6000 (Cu-Ka-uznyuenue). CremMKy peHTreHorpamm Benu ¢ mmarom 0,02° (20). Bpewms
HAKOIJICHUS! CUTHAJIa B TOYKE COCTaBISUIO 1 C.

B UK-cnekTpax MEXaHOAKTMBUPOBAHHOM CMECH OKCHJIOB, NPOKAICHHOHM IpU  pa3IM4yHbIX
TemIeparypax (He NpHBeIeHBI), mojoca mpu ~ 3420 cM ! COOTBETCTBYET Bal€HTHBIM KOJIEOAHUAM
THIPOKCUIIHBIX TPYIII, YTO OOBSCHSAETCS MOTJIOIEHUEM CMECHIO OKCHIOB aTMocepHoi Biaru mpu MA. Ota
10JIoca MPUCYTCTBYET TOJBKO B CHEKTpax 00pasuos, npokaieHHbx 10 1000 °C. B xome MA npoucxoaut
TaKXKe XeMOocopOLus aTMOC()EPHOro YIJEKUCIOro ra3a, O YeM CBHUIETEIbCTBYET MOSIBICHHE B CIIEKTPax
NBOIHOM T0s10CcHl noromienus mpu 1400—-1500 cm ™!, oTBeuaroieil BaJeHTHBIM KOJEOAHUAM KapOOHATHOM
rpynmbel. COrylacHO TIONYYeHHBIM JITaHHBIM, JeKapOOHHM3aIus o0pasloB IOCTUTAETCS TPU TEeMIleparype
npokanuanus 1100 °C u BeIe.

Pesynmeratet POA cMecn okcuaoB mociie MA ¥ TpoKanwBaHUS TPU PA3NTHUHBIX TeMIIepaTypax
nperncraenens! Ha puc. 1. Kpucrammmsamus YHf:07 co ctpykTypoii dirooputa IporcXoauT Npy TeMIepaTypax
npokanuBanus 1100 °C u BeIIE, 0 4eM CBUAETEILCTBYET MOSBICHHE B PEHTITEHOIpPaMMaX XapaKTEpHBIX
mukoB (111), (200), (220) u (311) [13]. B penrreHorpamMMax o0pa3roB, MPOKaJEHHBIX MPU O0Iee HU3KUX
Temneparypax, noMmumMo nukoB Y,Hf>,O7, Taxke NpUCyTCTBYIOT MMKK HENPOPEarupoBaBILIETO OKCUAA TadHUA.
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Puc. 1. PeHTreHOrpaMMbl MEXaHOAKTUBUPOBAHHOM CMECH OKCHIIOB UTTPUsI U radHUS OCIIe TEPMUIECKON 00pabOTKH
B TeUYCHHUE 3 4acOB IPH Pa3NUUYHbBIX Temrepatypax. Obo3HaueHue TBepabiX pa3: v — peduekcol Yo,HH07 kyo.
(PDF Ne 24-1406), o — pednexcet HfO» monoki. (PDF Ne 43-1017)

Oddext npumeneHnss MA MOXXKHO TPOUILTIOCTPUPOBATH CpaBHEHHEM pe3ynbTaToB PDA mcxomHo#
u MA cMeceli OKCHIOB, KOTOpble OBUIM TIPOKAJCHBI MNPH OAMHAKOBOM Temmeparype (1400 °C).
W3 npencraBineHHBIX Ha pUC. 2 PEHTIEHOIpaMM BHIHO, YTO, B OTJIMUME OT mpokaseHHoit MA-cmecu (100 %
Y,Hf,07), B ciyyae ncxomHol cMmecd, MOMUMO radHaTa UTTPHUsS, B 3aMETHBIX KOJIMYECTBAX MPUCYTCTBYIOT
HETpopearupoBaBIIie OKCUABI HTTPHUS U TadHUSL.
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Puc. 2. Pentrenorpammel MA U HCXOHOM cMecei OKCHIOB UTTpHs U TadHUS, IPOKAJIICHHBIX IIPU TEMIIepaType
1400 °C B TeucHue 3 yacoB. O003HaueHus TBepAbIX Pa3: v — peduiekcr Yo.HH,07 ky6. (PDF Ne 24-1406),
0 — peduexcel HfO,; monoki. (PDF Ne 43-1017), x — Y203 ky6. (PDF Ne 72-927)

© KysbmeHkoB O. A., KanuHknH A. M., 2023

52



Tpyabl Konbckoro HayyHoro ueHTpa PAH. Cepus: TexHuuyeckue Hayku. 2023. T. 14, Ne 5. C. 50-55.
Transactions of the Kola Science Centre of RAS. Series: Engineering Sciences. 2023. Vol. 14, No. 5. P. 50-55.

Jns oLeHKW cpegHux pa3MmepoB obiacteil korepeHTHoro paccesHust (OKP) radnara wurtpus
M0 YIIUPEHUIO NU(PPaKIMOHHBIX MUKOB (cM. puc. 1) Obu1 mpumeHen Meton Llleppepa [14]. PesymbraTs
pacyeToB IpecTaBiaeHsl Ha pruc. 3. Kak BumHo 3 manueix (puc. 3), pasmepsl OKP 06pasiios, mpokaTeHHBIX
1o temrepatypsl 1200 °C, nexxat B HaHOMeTpoBOM auanaszore. [Ipu repmoobdpadorke mpu 1300 °C B pesynbrate
WHTEHCUBHOTO CIIEKaHHS MOPOIIOK CTAHOBUTCS MUKPOKPUCTAJUIMICCKUM.
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Puc. 3. Pazmepst OKP MA-cMecu 0KCHI0B, TPOKATIEHHON IIPU pa3IMYHBIX TEMIIEpaTypax B TEUYCHHE 3 4acoB

Ilo pe3ynbTaTaM NpOBENEHHBIX UCCIIEAOBAHUNA MOXKHO CAETATh CIEAYIOIIUE BEIBOIDI.

CuHTe3upoBaH HaHOKpUcTauimueckuil radHat wurtpus Yo Hf;0; TBepmodaszHeiM  MeTomom
C MPUMEHEHHEM TpenBapuTebHOH MA cMecH OKCHIOB WUTTpHS W radHHUS B IEHTPOOEKHO-TUTaHETAPHON
Menbauie AI'O-2 B Teuenune 10 MuH, 4To OOJiee YeM Ha MOPSAIOK MEHbIIE, YeM B aHAJIOTMYHOM CHHTE3e
C WCIIONIb30BaHWEM IUiaHeTapHoW MenbHUIB! Fritsch Pulverisette (PS5) [3]. C npumenenuem mgannabix MK-
CIEKTPOCKOIHHU ITOKa3aHO, YTO CMECh OKCHJIOB METAJUIOB THApATHPYETCs U KapOOHU3yeTcs B Iporiecce MA,
pearupys ¢ BIAroi M yrieKHcibIM ra3oM Bo3nyxa. [lonHas meruaparanust U AeKapOOHHU3AUsS JOCTUTACTCS
B XoJie npokanuBanus MA-cmecu nipu temnepatype 1100 °C B reuenue 3 yacos.

[IpokanuBanne MA-cmecu npu temnepatypax 1100-1200 °C B Teuenue 3 4acoB MO3BOJISIET MOTYYUTh
MoHodazubli rapuaT urTpust Y.Hf>07 co cTpykTypoii duirooputa ¢ pazMepoM KpHCTAILTHTOB 22—94 HM.
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