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2. OBBEKTBI UCCJIEJOBAHUA
2.1 IPUT'OTOBJIEHHUE UCCIEJAYEMBIX OBPA3L[OB

B nacrosmieit paboTte mzydyanu BbiaeneHue TpuTus u3 kepamuku LipTiOs Kak mepcrieKTUBHOTO OpHAEPHOTO
Marepuaina, XapaKTepU3YIOIIEerocss XOpOLIeH XUMUYECKONM CTOMKOCTBIO U BBICOKOM CKOPOCTBIO BBIXOJA U3 HETO
TPUTHUS [IPU CPABHUTENLHO Hu3KuX Temmeparypax (300°C) [80, 91]. Kepamuka umena Gopmy modtu chepuuecKux
rpanyn (muametp d =1 mm) Li,TiOs u Li;TiOs+5mon% TiO, oborameHHbIX 0 U30TOMy ~Li (CTeneHb 0OoraiieHus
96%). Benenue TiO; ucnonb30Banu JUisi TOBBIIICHHUS TUIOTHOCTH MaTepuaia (JIETUpOBaHUE IMPEeIOTBPAIaeT POCT
KPUCTAINTMYECKUX 3€PEH B XOJ€ CIEKAHWS M TEM CaMbIM YIIydIlllaeT MEXaHWYECKHUE CBOWCTBA TPaHyN) W IS
noctrxkeHus Oonpiieil chepuyHocTu rpanyia. O6mas nopuctocts 6-8%.

Tutanatel — COJIM TUTAHOBBIX KUCIIOT, OTBEYAOIINE 4-BaJICHTHOMY TUTaHY. Nzyyaemble Hamu 00pa3ibl ObUIH
npenocrtasienbl uHCTUTYTOM JAERI (HUM Atomuoii snepretuku, Tokuo, SAnonus) [40, 42]. Hns myumero
MMOHUMAaHUS Pe3yJbTaTOB pabOThl, KOPOTKO OCTAHOBHUMCSI Ha CIOCO0aX CHHTE3a HCCIIEAYyEeMbIX B JaHHOW pabore
MaTepuasos.

2.1.1 Ilpuroroniaenue nopomka Li; TiO3, odoramenHoro Li

MeTtaTuTaHaT JUTHS W3TOTABIUBAIIA MOKPBIM CIIOCOOOM (Wet process) ¢ MOCIEAYIONIMM 00e3BOKUBAaHHEM
mojiyueHHoro marepuana. Crocod MPHUrojaeH isi MacCOBOIO IPOM3BOJCTBA JHUTHEBOM KEPAMHKH M HMEET Pl
MPEUMYIIECTB C TOYKH 3pCHHS PEeUUKIupoBaHus JuTus. Ha pucynkax 24 u 25 mpenctaBiieHbl CXEMbI ONEPAIUH,
HCIIOIB3YEMBIX MPH TPUTOTOBJICHUN HCCIIEAYyEMBIX MaTepranoB Ha ocHOBE Li,TiO;: kak XMMHUYECKH YHUCTOTO, TaK M
norupoBarHoro Smon% TiO; [27, 28].

opomkoo6pasusiit Li,CO; oboramennsii 10 96 at% °Li curTe3upoBatn TBepAo(hasHON peakimeil MexKIy
nopokamu kapoonata murust (*Li;COs) 1 oxcrzaa turana (TiO,).

SLi,COs + Ti0>—°Li, TiO5+CO, (27)



[Topomiku cMemmBanu, ¥ CMECh IpEBpallajid B MbUIb B HIAPOBOM MEJIbHUIIE B MPHUCYTCTBUU 3TUIOBOIO
cnupta. [locne BrICyIIMBaHMS, CMECh TOPOILIKOB MPOrpeBain Ha Bo3ayxe npu temnepatype 700-800°C B Teuenue 24
yacoB. [locie okoH4YaHMS peaklny, MOPOILIOK CHOBA MEpEeMabIBAIM B ATAHOJE, U NPOKAJUBAIM Ha BO3JyXe MpU
900°C B Teuenue 4 yacoB. OGpa30BaBIIMICS MOCIIE PEAKLIUHU TOPOILIOK °Li,TiO3 u3menbuatu CTPYWHOHN MEIbHULIEH.

2.1.2 U3roroBienue rpanyJa u3 Li; TiO3, o6orameHnoro SLi

['panyis Henernposarroro *Li;TiO3 i mernposarsoro *Li; TiO; (urctoro mwm ¢ go6askoii TiO,) H3roTaBmmuBam
MOKpBIM TIPOLIECCOM C MOCJEAYIOIUM 00e3BOKMBaHHEM. MeTouKka BKIIOYasa CTAIWI0 W3TOTOBIEHUS cdep Tes,
MOCIIE/IyTollee KarlaHue, BHICYIIMBAHUE, IPOKATMBAHUE U CTICKaHUE:

1) M3roToBieHne cdep reis: IPUroTABIHBAIN XKHUAKYK CMECh, COCTOSIIYI0 U3 mopomka ‘LiTiOs, mopomka
TiO,, NOAMBUHUIOBOTO ciUpTa U BoAbl. CMECh MpOKanbIBaIM B BO3AYIIHON aTMocdepe yepe3 comio B aneToH. B
9TOM TIpOIIecCe, JKUJKas CMeCh IMpeBpamanach (Osarogapsi MOBEPXHOCTHOMY HATSIKEHHUIO) B cdepbl, a chepsl
TpaHc(OpMHUPOBAIUCh B relb B aleToHe Omaromapsi peakiuu oOe3BokuBaHUs. Cdepbl rens BhICYyIIMBAINA Ha
BO3/yXe€.

2) [IpoxanuBanue cdep rens: BoicyumieHHbIEe cdepsl rens kanpuuHupoBanu npu 600°C Ha Bo3myxe IS
yaaleHusl TOJUWBUHHIOBOTO crmupTa. [lpm sToM monydanuce md00i6l — rpaHynsl ¢ ¢GOpMOM, OIU3KON K
chepuueckoii - SLi,TiO3 HU3KOIT ITOTHOCTH.

3) Crnekanue: UMeEIINEe Malylo TIOTHOCTH TpaHysbl Li;TiO; cnekanu mpu temmnepatype 1000-1300°C nHa
BO3JIyX€ C IENbI0 YBEIMYCHHUS UX IJIOTHOCTH.

Mpouecc U3roToBNEeHUA MNaparmeTp Hi3roToBNEeHUA
. Pasmep 3epex
LizT O3 nopowka LizTiO3
CMEI'“EH“E bk sssasssssEsssessEEsEsEsEESEsERsEEmEEE
Kanause 0 CootHowexnue Li2TiO3TIBA
Oreur TesMneparypa orxmra
mm —
0 Armocdiepa NPoKaNUBaHUA
MNpokanueaHue
6 TeMneparnypa NpoKanueaHuA
Cnexanne Temneparypa cNeKaHuA

Pucynox 24 - Cxema niporiecca npurotoiieHus rpanyi Li; TiOs
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PrcyHok 26 - Pacnipesienenne 3epen nopouika ‘Li-o6oramennoro Li, TiOs

2.2 JUATHOCTHKA OFBEKTOB HCCJIIE/IOBAHHUA
2.2.1 InarHoCTHKA MOPOLIKA

Pacnpenenenue yactuil mo pa3mMepaMm MOPOIIKA SLi,TiOs NpeacTaBieHo Ha pucyHke 26 [41, 42]. Cpenuuii
pasmep yactun coctaBui 0.72 mm. TunuyHas peHTreHorpamma MOpOIIKa SLi,TiO; mokasana Ha pucynke 27 [44].



3aperucTpupoBaHHbIC TUPPAKIIMOHHBIC MHKH MPUHAICKAT K AudpakimnoHHbM mukaMm Lip, TiOs. Kpucrammmueckas

CTPYKTypa COOTBETCTBYIOT MOHOKJIMHHOMY THUITY.
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Pucynoxk 27 - PeHTreHorpamMmma moporka 6LizTiO3

XuMiaecKuii COCTaB IPUrOTORIEHHOTo nopouika *Li, TiOs npeacrasien B Tabmiue 6 [47, 48].

Ta6muna 6 - XuMHYecKuii cocTaB 1 oborarenue 1o °Li nopomka Li,TiOs.

OneMeHT Ca Na K Mg B Co
KonmuectBo (Bec%) <0.01 0.011 <0.0001 <0.01 0.002
DneMeHT Al Zr Fe U

KonunuecTBo (Bec%) 0.0050 <0.0001  0.0061 <0.0001

OOorarieHue 1o SLi 96 at%

2.2.2 /InarHoCcTUKA rpaHy.JI

brina mpoBeaeHa AMAarHOCTHKa HEJIETHMPOBAHHBIX M JiernpoBaHHBIX Ti0, rpanyn 6LizTi03. [InoTHOCTH Tpanyn
U3MEpSIM PTYTHON mopomeTpueid. MUKpPOCTPYKTYpy HCCIEIOBAIA METOJAAMU SJIEKTPOHHOM MHUKPOCKOMUU U
Metautorpaduu. Kpucrammmdeckyro CTPYKTYpy aHAIW3UPOBAIU PEHTTCHO-CTPYKTYPHBIM aHaim3oM. [Ipumecu B
rpanynax Li;TiOs; u3Mepsiim MeTolaMH XUMHKO-aHATUTHUYECKHUMH METOJaMH M METOJOM MacC-CIIEKTPOMETPHUU.
O6orauenne no °Li B rpaHyJie TaKKe W3MEPsUIM METOJOM Macc-CIIeKTpoMeTpuu. Harpysky paspyiieHus: rpaHy
Li,TiO; wu3MmepsiM Ha HCHOBITATETFHOM MPUOOpPE HEOTPAHWYCHHOTO CXKaTHsl, CHAOXEHHBIM BIIABIUBATEIIEM,

m3rotoBiieHHBIM U3 SiC [42, 45, 46].

2.2.2.1 XuMHYECKHUI COCTAB IPaHyJI JUTHEBON KePpaMUKH

DJeMEeHTHBIN cOCTaB IpaHyJl Ha OCHOBE TUTAHATA JIUTHUS NpecTaBieH B Tabiuue 7 [44].

Ta6auua 7 - XMMHUYeCKHii cocTaB oboramenHsx mno °Li rpanyin Li; TiOs

DNeMEHThI CocraB (0%)
Henerupoaumbiii °Li, TiO3 °Li,TiO3+5m01% TiO,
Li 11.5 10.9
Ti 44.5 44.0
Ca <0.01 <0.01
Na 0.014 0.017
K <0.0001 <0.0001
Mg 0.0005 0.0004
B <0.01 <0.01




Co 0.0032 0.0028
Al 0.0085 0.0058
Zr 0.0003 0.0002
Fe 0.0066 0.0055
U <0.0001 <0.0001

2.2.2.2 IlapaMeTpbl rpaHyJ1 JIUTHEBO KePAMHUKH

[IpoBeneHsl pacueTbl UCTUHHBIX JIMHEMHBIX Pa3MEPOB MCCIIEyEMOr0 IpaHyJjia ¢ UCIOJIb30BaHUEM JAHHBIX IO
3amMepaM i1 TpeX pa3iIu4HbIX IIONEPEYHBIX CcedyeHui. HaljaeH reoMeTpudecKHid LIEHTP CEYEHHUs, a TaKKe
MAaKCUMAaJbHBbII 1 MUHUMAJbHBIN AuameTpbl. Ha OCHOBaHMM NMOJIyYEHHBIX JAHHBIX MPOBEIEH MOMCK MPaBUIBLHON
TreOMETPUYECKOM (Urypsl B IUIOCKOCTH, KOTOpas HaWJIy4IIUM oOOpa3oM ammnpoKCHUMHUpOBana Obl IUIOIIAIb
MOJTYYEHHOTO TONEPEYHOr0 CeYeHUs rpaHys. Takoi ¢urypoit okaszancs siuurc. [lomydeHHble 3HAYSHUST OOJIBIINAX
MOJTyOCei anMpOKCUMHUPYIOLIETO JIIUIICA PEACTaBICHbI B TabIuIIe 8.

PucyHok 28 - I'panyis! Ha 6ase TuTanata matas *Li TiOs

Tabnuua 8 - [TapameTpsl chepruyHOCTH rpaHyT

ITomyocu anmpoKCUMUPYIOIIETO
Ceuenue AJUTHATICA Cdepuanoctsb
d], MM dz, MM dg/d]
1 0,916 1,057 1,15
2 0,987 1,076 1,09
3 0,989 1,082 1,09

2.2.2.3 Pa3MepHBbIH CIIEKTP I'PaHy.JI

Pacnpenenenus o amamerpam "Li;TiOs; u 5 moms % TiO,-neruposanusix rpanyn LipTiO; npeacraiens Ha
pucynke 29 [41, 42, 44]. Buano, uro BBemeHue TiO, mpuBENO K CYIIECTBEHHO Oojiee Y3KOMY paclpeaeiieHUIO
JIMaMETPOB TOYTH CHEPUIECKUX TPAHYIL.

2.2.2.4. IlaoTHOCTH 00pa3LOB

[TMKHOMETPUYECKUM METOAOM C HCIIOIb30BAaHHEM CHIIMKOHOBOTO Maciia ONpeieieHa IIOTHOCTh TPaHyJl.
Vnensueie Beca rpanyn Li,TiOs u TiO-nerumpoBanusix rpanyn LipTiOs paBuber 84.2 u 82.2% or
TEOPETUYECKOHN IIIOTHOCTH, COOTBETCTBEHHO; UMH YAAETCsl XOPOLIO YIPABIATH B MpeJeiax LeJIeBOro Auana3oHa,
IIPY UCTOIB30BaHUU MOKPOTIO Mpoliecca ¢ MOCIEAYIOIUM 00€3BOKIBaHUEM [42].
OtmetuM, 4TO HaOMIOANICA 3aMETHBIM pa3dpoc B MIOTHOCTH IPpaHyJl pa3INuHbIX napTuil (uHTepBan ot 1,37
hi (o) 23,14 r/cM’). DTO CBSI3aHO C PasMYHOI IOPUCTOCTBIO 00paswoB. IlmotHocTH rpadyn B ammyiae Nel (Al) 1,37
r/cm.
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Pucynok 29 - Pactipegenenue no pasMepom rpany.i SLi, TiOs. (Bcero uzmepeno n=50 rpanyn)
2.2.2.5. Kpucraaanyeckasi CTPYKTypa 00pa3uoB JJUTHEBOH KepaMUKH
Ha mudpaxtomerpe D8 ADVANCE c ucnonb30BaHHEeM MEIHOTO U3TYUYEHHS MOJMydYeHa U MPOAHATU3UPOBaHA

peHTreHorpaMmMa HeoOydeHHOro oOpasia JutueBoi kepamuku. OCHOBHOM (pa30i KepaMHUKH OKa3aJI0Ch COSTUHEHNE
Li,TiO3 ¢ MOHOKITMHHON PEIIETKOM:
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Pucynok 30 - Perrrenorpamma rpanys *Li; TiOs

ap = 5.0810%0,004 A, bo = 8.8460+0,004 A, co =9.6790%0,001 A, B= 100.197°.
Hapsimy ¢ TeM Ha peHTTeHOTpaMMe TPHCYTCTBYIOT TpH crladble, He MaeHTHHIUpOBaHHBIe MuENN 3.337 A
(Bo3moxkHO Si05), 4.061 A u4.73 A.

2.2.2.6. TexkcTypa rpanyJi JINTHEBOH KePAMUKHU

B pesymnbraTe MeTamuiorpaguueckoro HMCCIEIOBAaHHS HETPABICHHBIX HUTU(POB TpaHyln OOHApPYKEHO, YTO
CTPYKTypa KEepaMHKH HEOJHOPOJHA: XapaKTepHBbIM SBJSETCS HAJIW4YMe CBETJIOr0 IMOJs M BKJIIOYEHH,
pa3IMyaoIUXCs 10 KOHPUTYpaluy, KOJIMYECTBY, IIBETY U B3AUMHOMY PacIOJIOKEHUIO.

[Tpu Gonbiiom (x7/000) yBenu4yeHUN UCCIeTyeMONl MOBEPXHOCTH I'paHyjbl MOKHO BHJIE€Th, YTO HA CBETIIOM
¢done (mpennonoxurenbHo ocHOBa LirTiO3) BBIAENSIOTCS: a) cepble BKIIOYEHHUS OKPYTJIOW (OPMBI CO CPEIHHM
«auamMeTpoM» ~1 MKM IpuBe[eHbl Ha pHCyHKe 31a) cBeTsio-cepble BKJIIOUEHHUS MPOM3BOJIBHON KOH(UTrypanuu
pasmepom ~5+10 MKM npuBesieHbl Ha pucyHKe 310) mpakTUdecku 4epHasi CTPYKTYpHasi COCTABIISIONIAS CO CPEIHUM
pasmepoM ~5 MkM. Eciu B omHux oOpasmax cepele M 4YepHBIE BKIIOUEHUS 3aHUMAIOT 10 ~20% MOBEPXHOCTH
uccienyemoro nuida, To B apyrux g0 ~40% ruiomanu nmoBepxHocTU rpanyn (pucyHok 31B). Kpome Toro, meron



MHUKPOCKOTIMHA OOHApY>KMUBACT MOPBI CO CPEAHHMM auameTpoM >1 MKM, 3aHMMaronme romanb >1% numda. [pu
yBenndeHnu x400 pa3 XOpoIo BUIHbI TPAaHUILIbI CIIEYEHHBIX KOHITIOMEPATOB, pa3Mep KOTOPBIX COCTABIIAET OT ~1 MKM
70 20 MKM, IPEJICTaBJICHbI HA PUCYHKE 32.

[TomyuyeHHBIE TaHHBIE TO3BOJISIOT CENATh BBIBOJ, YTO JINTHEBBIE CPePHUUECKUE TPAHYIIBI H3TOTOBIICHBI
13 MaTepHala, XapakTepU3yIOLErocs INIOTHO CIEKIIEICS CTPYKTYPOH MOJUKPUCTAIIIMYECKOTO CTPOEHHUS.

o

1008k x i B : 100mEM
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0

Pucynok 31 - OOmmii Bu MOBEpXHOCTU MeTaIOrpaduyeckux

QOB Ha 3-X pa3IMUHBIX 00pa3Iax JUTHEBON KEPAMHUKH

OcHOBHBIE XaPAKTCPUCTHUKU T'paHyJ Ha OCHOBC BBICOI(OO61“3H.IéHHOI‘ 0 IO HU30TOIly IUTUI-6 MeTaTUTaHaTa

Pucynox 32 - CtpykTypa HETpaBICHHBIX NUTH(HOB
MIOBEPXHOCTEN TpaHyJl U3 JINTUEBON KEPAMHUKHU

JIUTHSL, UCTIOJIb3YEMBIX B HACTOSAIICH paboTe, coOpaHbl B TadymIie 9.

Tabmuma 9 - OCHOBHBIC XapaKTEPUCTHKHU TPAHYJI ®Li,TiO3 m °Li, TiO3+5M01%TiO,

CsoiicTBa 6Li2Ti03+0 Mon% 6Li2Ti03-l-5M0J1% Merona usmepeHus
Ti0, Ti0,
[InoTHOCTH 84% ot 82% ot PryTHas nopomerpus
TEOPETUYECKOU TEOPETUYECKOU
O6oramesnwe o °Li 96 at% 96 at% Macc-crieKkTpoMeTpust
[uameTtp rpanyn d~0.85-1.18 mm d~0.85-1.18 mm CureBoit ananus
(dp=1.00Mm) (d,=0.99Mm)
Kpucrannuueckas Li,TiO3 Li,TiO3 PentrenodasoBebrit
CTPYKTypa MoHOKIMHHAs aHanm3
B =100,197"
Pa3mep 3epHa 4 MKM cpenHee 2.8 MKM cpenHee Ckanupyromias
KpHUcTasia ANEKTPOHHAS
MHUKPOCKOTIHS
Cdepuunoctb 1,05 1,05 dotorpadus
Harpyska paspyuienus 6.5-10° MITa 6.2-10° MITa TecT Ha MEXaHUUECKHE
CBOICTBA




2. OBBEKTBI UCCJIEJOBAHMUA
2.1 IITPHTI'OTOBJIEHHE HCCIIEJYEMBIX OBPA3IOB

B HacTosimieii pabote m3ydanu BblaeieHHE TpUTHS u3 KepaMuku Li;TiO; kak mepcrneKTHBHOTO OpUAEPHOTO
MaTepualla, XapaKTepU3YIOIIErocs XOpOoIlel XUMHYECKOW CTOHKOCTBIO M BBICOKOM CKOPOCTBIO BBIXOAA U3 HETO
TPUTHS TIPH CPaBHHUTEIBbHO HU3KHMX Temrepatypax (300°C) [80, 91]. Kepamuka umerna Gpopmy mout chepruuecKux
rpanyn (auametp d =1 mm) Li,TiOs u Li;TiOs+5mon% TiO, oborameHHbIX 0 U30TOIMY SLi (cTeneHnb oOoTrameHus
96%). Beenenne TiO; ncnosb30Bany JUisl NOBBIIIEHHUS IUIOTHOCTU MaTepuaia (JIETUpOBaHUE IMPENOTBPALAET POCT
KPUCTANIMYECKUX 3€pPEH B XOJE CIEKaHUs U TeM CaMbIM YJIy4IIAaeT MEXaHUYECKHUE CBOWCTBA IpaHyd) U Ul
JOCTIOKEHUs OombIelt cepuanocT rpanyit. OOmas nopuctocts 6-8%.

TuTaHaThl — COJIM TUTAHOBBIX KUCIIOT, OTBEYAIOIINE 4-BaJIECHTHOMY TUTaHY. W3ydaemble HamMu 0O0paslbl ObLIH
npenoctabieHpl uHCTUTYTOM JAERI (HUM Atomuoii snepretuku, Tokwuo, SAmonus) [40, 42]. Hnsa myumero
MOHUMAaHHsI Pe3yJIbTaTOB pabOThl, KOPOTKO OCTAaHOBHMCS Ha CHoco0ax CHHTE3a HCCIEAyeMbIX B JaHHOW paboTte
MaTepHaoB.

2.1.1 MpuroTosienne nopomka Li; TiO3, ooramennoro °Li

MeraTtuTaHat JUTHS U3TOTABIMBAIA MOKPBIM CIIOCOOOM (Wet process) ¢ MOCIeayomuM 00€3BOKNBAHUEM
MOJIYUCHHOTO MaTcpurajia. CHOC06 MMpUroAcH ajsi MaCCOBOTO IMPOU3BOACTBA JIUTHEBOU KCpaMUKHU U HUMECT pPAL
NMPEUMYIIIECTB C TOYKU 3PEHUS peUUKIMpoBaHus JuTus. Ha pucyHkax 24 u 25 mpencTtaBi€Hbl CXEMbI ONEpaluu,
WCIOJIb3YEMBIX TP MPUTOTOBICHUU HCCIEAYEMBIX MaTeprasioB Ha ocHOBE LirTi03: Kak XUMHUYECKH YUCTOTO, TaK U
nonpoBanHoro Smon% TiO, [27, 28].

opomkoo6pasubiii Li;CO; oboramennsii 10 96 at% °Li cuHTe3mpoBann TBepaohasHOH peakiuei MexIy
nopomkamu kapoonata mutus (°Li;CO3) 1 okenaa turana (TiO;).

°Li,CO5 + Ti0,—°Li, TiO5+CO, (27)

[Topomky cMemuBagy, ¥ CMECh NMpEBpala]y B IMbUIb B IIAPOBOI MENBHHIE B MPHCYTCTBUH 3THUIIOBOTO
cnupTa. [locne BrICymMBaHMs, CMECh MMOPOIIKOB POTpeBaii Ha Bo3ayxe npu temmnepatype 700-800°C B Teuenue 24
gacoB. [locrne OKOHYaHUs peaklyH, MOPOIIOK CHOBAa MEPEMajbIBAIM B ATAHOJE, M MPOKAJIMBAIH Ha BO3AyXe IMPH
900°C B Teuenne 4 uacoB. OGPa30BABIIMIACS MTOCIE peaKiiy mopourok Li TiO3; H3Menbyati CTpyHHOM MeTbHHIEH.

2.1.2 U3rotoBjenue rpanya u3 Li; TiO3, o6orameHnoro SLi

['panysbl HENETMPOBAHHOTO 6LizTi03 1 JIETUPOBAHHOTO 6LizTi03 (auctoro wim ¢ no6askoii TiO,) u3roraBIMBaIM
MOKPBIM TIPOIIECCOM C TOCTCIYIOIUM 00e3BOKMBaHUEM. MeEToMKa BKIIIOYAJIa CTAIWIO WM3TOTOBICHHS CQep Tes,
nocyeayollee KaraHue, BHICYIIMBAHUE, IPOKAIMBAHKE U CIICKaHHE:

1.  UsrortoBnenue cdep rens: NPUTOTABIUBAIA KUIAKYIO CMECh, COCTOSIIYIO M3 TOPOIIKa SLi,TiO3, MOPOIIKA
Ti0,, TOTMBUHUIOBOTO cUpPTa M BoAbl. CMech MPOKAMbIBald B BO3AYIIHOM aTMocdepe uepes Comio B aneToH. B
ATOM MpOIECcCe, KUAKAs CMECh NMpeBpamanachk (Orarogaps MOBEPXHOCTHOMY HATSDKEHHIO) B cdepsl, a chepsl
TpaHc(HOPMUPOBATUCH B Teib B aleToHe Onmarogaps peakuuu o0Oe3BokuBaHusA. Cdepbl Tens BBHICYIIMBAIN Ha
BO3/yXE.

2.  IlpokanuBanue cdep rens: BwICylIeHHBIE cdepbl rens KanbluuupoBanu npu 600°C Ha BO3gyxe s
yIaJeHHus TMOJUBHHHIOBOTO crnupra. Ilpm 3TOM momydanuchk mI001BI — TpaHydsl ¢ (Gopmoil, OIU3KOU K
chepuueckoii - 6Li2TiO3 HHU3KOH IIOTHOCTH.

3. CnekaHue: nMeOIMEe Malyio IIOTHOCTH rpaHyisl Li;TiOs cnekanu npu temmeparype 1000-1300°C nHa
BO3JIyXE C IEbI0 YBEIUYCHHSI UX MJIOTHOCTH.
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2.2 JHATHOCTHKA OB'BbEKTOB HCCIIE/IOBAHHUA
2.2.1 JluarHoCTUKA MOPOUIKA

Pacnpenenenne yactuil mo pazmepaMm NOpOLIKA SLi,TiO; npeacTaBieHo Ha pucyHke 26 [41, 42]. Cpenuuii
pa3mep 4dactul] coctaBui (.72 mm. TunuyHas peHTreHorpaMma MOpOIIKa SLi,TiO; mokasauna Ha pucyHke 27 [44].
3aperucTpupoBaHHbIe TUPPAKIIMOHHBIC MUKHU MPHHAICKAT K AudpakiunoHHbM mukaMm LipTiOs. Kpucramnmueckas
CTPYKTYypa COOTBETCTBYIOT MOHOKJINHHOMY THUITY.
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Pucynok 27 - Penrtrenorpamma mopomrka °Li; TiOs
XUMHIECKHiT COCTAB IPHTOTOBICHHOTO ropomka *Li, TiOs mpexcrasien B Tabmume 6 [47, 48].

Ta6umma 6 - XuMIdeckuii cocta 1 oGoramerue mo °Li nopomka Li,TiOs.

OneMeHT Ca Na K Mg B Co
KonmuectBo (Bec%) <0.01 0.011 <0.0001 <0.01 0.002
DJeMeHT Al Zr Fe U

Kommuectso (Bec%) 0.0050 <0.0001  0.0061 <0.0001

Oo0orartienue 1o oL 96 at%




2.2.2 /InarHoCcTUKA rpaHy.JI

Bruta mpoBeieHa MUArHOCTHKA HEJIETUPOBAHHBIX M JierHpoBaHHBIX 110, rpaHynt 6Li2TiO3. [InoTHOCTH Tpanyn
U3MEpSUIM PTYTHOM mMopoMeTpuel. MHUKpPOCTPYKTYpYy HCCIENIOBAIN METOJAaMU 3JIEKTPOHHOM MUKPOCKONHUU U
Metautorpaduu. Kpucrammdeckyro CTPYyKTypy aHAIW3UPOBAIN PEHTTCHO-CTPYKTYPHBIM aHaim3oM. [Ipumecu B
rpanynax Li;TiOs; u3Mepsiim MeTolaMH XUMHKO-aHATUTHUYECKHUMH METOJaMHU M METOJOM MacC-CIIEKTPOMETPHUU.
O6orauenne no °Li B rpaHyJe TAaKXKe H3MEPSIM METOAOM Macc-CrieKTpoMeTpuu. Harpys3ky paspylieHus rpaHyi
Li,TiO; wu3MmepsiiM Ha HCHOBITATETFHOM MPUOOpPE HEOTPAHUYCHHOTO CXKaTHsl, CHAO0XKEHHBIM BIIABIUBATEIIEM,

m3rotoBiieHHBIM U3 SiC [42, 45, 46].

2.2.2.1 XuMHM4YeCKHH COCTAB I'PAHYJI JIUTHEBOH KepaMUKH

DJeMEeHTHBIN cOCTaB IpaHyJl Ha OCHOBE TUTAaHATa JIUTHUS NpecTaBieH B Tabiuue 7 [44].

Tab6muna 7 - XuMHUYeCKU cocTaB 000raleHHbIX 110 SLi rpanyin Li; TiOs

DJIEMEHTHI CocraB (©%)

Henerupoausbiii °Li, TiO3 °Li,TiO3+5m01% TiO,
Li 11.5 10.9
Ti 44.5 44.0
Ca <0.01 <0.01
Na 0.014 0.017
K <0.0001 <0.0001
Mg 0.0005 0.0004
B <0.01 <0.01
Co 0.0032 0.0028
Al 0.0085 0.0058
Zr 0.0003 0.0002
Fe 0.0066 0.0055
U <0.0001 <0.0001

2.2.2.2 IlapaMeTpbl rpaHyJ1 JIUTHEBOI KePAMHUKH

[IpoBeneHsl pacueTbl UCTUHHBIX JIMHEMHBIX Pa3MEPOB MCCIIEyEMOr0 IpaHyJja ¢ UCIOJIb30BaHUEM JAHHBIX IO
3aMepaM ISl TPEX pa3JIMYHbIX I[IONEPEYHbIX CeueHWi. HaiileH TreoMeTpuyYecKui LIEHTP CEYEHHs, a TaKKe
MaKCUMAaJbHbII 1 MUHUMAJbHBIN AuameTpbl. Ha OCHOBaHMM MOJIyYEHHBIX JAHHBIX MPOBEIAEH MOMCK MPaBUIBHOMN
TrE€OMETPUYECKON (UTYypsl B IUIOCKOCTH, KOTOpas HAWIY4IIdM OOpa3oM ammpoKCHMHUpOBana OBl IUIOIIAIb
MOJIy4€HHOTO TOTEPEYHOro ceueHus rpanyi. Takoil ¢urypoii okazancs smmmrnc. [lonydeHHble 3HaUYEHUS OOJBIINX

MOJIyOCEeH aNMpOKCUMHUPYIOLIETO AIIUIICA IPEACTABICHbI B Ta0IuIE 8.

PucyHok 28 - I'panyis! Ha 6ase TuTanata mutas *Li TiOs




Tabmuma 8 - [TapameTpbl chepuIHOCTH TPaHyIT

[Tomyocu annpOKCUMUPYIOIIETO
Ceuenne JJUIUIICA Cdepuunoctsb
d[, MM dz, MM dg/d]
1 0,916 1,057 1,15
2 0,987 1,076 1,09
3 0,989 1,082 1,09

2.2.2.3 Pa3MepHBbIil CIEKTP IPaHy.JI

Pacnpenenenus no amamerpam "Li;TiOs; u 5 moms % TiO,-neruposanubix rpanyn LipTiO; npeacraiens Ha
pucynke 29 [41, 42, 44]. Buano, uro BBeneHue TiO, mpuBENnO K CYIIECTBEHHO Oojiee Y3KOMY paclpeaeiieHUIO
JIMaMETPOB TOYTH CHEPUIECKUX TPAHYIL.

2.2.2.4. [laoTHOCTH 00pa3110B

[TuKHOMETPUYECKHM METOAOM C UCIIOIB30BAHUEM CHIIMKOHOBOI'O Macja ONpe/iesieHa INIOTHOCTh TpaHy.l.
Vnensueie Beca Tpanyn Li,TiOs wu TiO,-nmerupoBanabix rTpanynl LipTiO; paBuer 84.2 m 82.2% ot
TEOPETHUYECKON IUIOTHOCTH, COOTBETCTBEHHO; UMH YJAaeTCs XOPOIIO YIPAaBIATh B MpeJeiax IeJIeBOro JAuana3oHa,
MIPH UCIIOJIB30BAHMU MOKPOTO IIPOIIecca C TMOCIeIyIONNUM 00e3BOKUBaHNEM [42].
OtmeTtuM, YTO HAOMIONANICSA 3aMETHBIM pa3dpoc B MJIOTHOCTHU TPaHyJl pa3IHyYHBIX naptuil (uHTepBanl ot 1,37
10 23,14 r/cM’). DTO CBSI3aHO ¢ PasiMYHOI IIOPUCTOCTBIO 00paswoB. IlmotHocTH rpanyn B ammyie Nel (Al) 1,37
r/cm’.
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OuameTp rpaHynbl, MM OuameTp rpaHynbl, MM
a) — HeJISTUPOBAHHBIN; 0) - IETUPOBAHHBIN OKCUOM THTAHA.
Pucynok 29 - Pacnipegenenue no pasMepom rpany.i SLi, TiOs. (Bcero uzmepeno n=50 rpanyn)
2.2.2.5. Kpucrananuyeckasi CTPYKTypa 00pa3uoB JJUTHEBOH KepaMUKH
Ha mudpaxtomerpe D8 ADVANCE c ncnonb30BaHrEeM MEIHOTO U3TYUYeHHS MOJMydeHa U MPOAHATU3UPOBaHA

peHTreHorpaMmMa HeoOydeHHOTo oOpasia JuTueBoi kepamuku. OCHOBHOM (pa30ii KEpaMHKH OKa3aJI0Ch COSTUHEHNE
Li,TiO3 ¢ MOHOKITMHHON PEIIETKOM:
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Pucynok 30 - Perrrenorpamma rpanyi *Li; TiOs

ap = 5.0810%0,004 A, by = 8.8460+0,004 A, co=9.6790%0,001 A, B= 100.197°.
Hapssy ¢ TeM Ha peHTreHorpaMMme MPUCYTCTBYIOT TpU cliaOble, He MAEHTH(MIUpOBaHHbIe MuHuM 3.337 A
(Bo3moxkHO Si05), 4.061 A u4.73 A.

2.2.2.6. TexkcTypa rpanyJi JINTHEBOH KePAMUKH

B pesynpraTte Mertamiorpaduueckoro HMCCIEAOBAaHHS HETPABICHHBIX HUIM(GOB TpaHyJl OOHApYKEHO, 4TO
CTPYKTypa KEepaMHKH HEOJHOPOJHA: XapaKTepHBbIM SBISETCS HAJIW4YMe CBETJIOr0 OIS M BKJIIOYEHH,
pa3MYaroImUXCcs o0 KOHPHUTYpaIii, KOJTUIECTBY, [IBETY H B3AUMHOMY PACIIOI0KEHUIO.

[Tpu Gonbiom (x7/000) yBenu4eHUN UCCIeTyeMON MOBEPXHOCTH I'paHyjbl MOKHO BHJIE€Th, YTO HA CBETIIOM
¢done (mpennonoxurenbHo ocHOBa LirTiO3) BBIAENSIOTCS: a) cepble BKIIOYEHHUS OKPYTJIOW (OPMBI CO CPEIHHM
«IuamMeTpoM» ~1 MKM NpuBeAeHbl Ha pHCyHKe 31a) cBeTsio-cepble BKJIIOUEHHUS MPOM3BOJIBHOM KOH(Urypanuu
pasmepom ~5+10 MKM npuBesieHbl Ha pUcyHKe 310) mpakTU4Yecku 4epHasi CTPYKTYpHasi COCTABIISIONIAS CO CPEIHUM
pasmepoMm ~5 MkM. Eciii B OomHMX 00pa3max cepble M YepHbBIE BKIIOYCHHS 3aHUMAIOT a0 ~20% MoBepXHOCTH
uccienyemoro nuimda, To B apyrux g0 ~40% ruiomanu noBepxHocTU rpanyn (pucyHok 31B). Kpome Toro, meron
MHUKPOCKONMU OOHApY>KUBAET MOPBI CO CPEAHHUM aAuameTpoM >1 MKM, 3aHMMarouue riomanb >1% numda. [pu
yBenuueHuu x400 pa3 XopoI1o BUAHBI TPAHULIbI CIIEYEHHBIX KOHITIOMEPATOB, pa3Mep KOTOPBIX COCTABIIAET OT ~1 MKM
10 20 MKM, TIpEICTaBJICHBI HA PUCYHKE 32.

[TonmyuyeHHbIe TaHHbBIE TO3BOJISAIOT C/IENaTh BBIBOJ, YTO JIMTHEBBIE ChepHUUECKUE TPAHYIIbl H3TOTOBIICHBI
13 MaTepuala, XapakTepu3yIOLErocs IIOTHO CIEKUIECsS CTPYKTYPOU MOJUKPUCTAIIIMYECKOTO CTPOSHHUSI.

100mEM

Pucynok 31 - O6miuii BU MOBEPXHOCTH METAILTOTpaduuecKux
nui$oB Ha 3-X pa3IHMYHBIX 00pa3ax JUTHEBON KepaMUKU



OcHOBHbBIE XapaKTEPUCTUKU TpaHyJ Ha OCHOBE BHICOKOOOTAIIEHHOTO IO W30TOIMY JUTHI-6 MeTaTUTaHaTa

Pucynok 32 - CtpykTypa HETpaBJICHHBIX NIUTH(OB
MOBEPXHOCTEN rpaHy’ U3 JTUTUEBON KEPAMUKHI

JUTHS, UCTIONIb3YEMBIX B HACTOSAIIEH paboTe, coOpaHbl B Tabuiie 9.

Ta6muma 9 - OcHoBHbIe Xapakrepuctuky rpanyi *Li; TiOs u *Li; TiOs+5mM0n%TiO,

CBolicTBa 6LizTi03+0 M0a1% 6Li2TiO3+5MOJ'I% Meroa usmepeHnus
TiO, TiO,
[InotHOCTH 84% ot 82% ot PryTHast nopometpus
TEOPETUUECKON TEOPETUYECKON
OGorarenue 1o °Li 96 at% 96 at% Macc-cnekTpomMeTpust
[uameTtp rpanyn d~0.85-1.18 mm d~0.85-1.18 Mmm Cureoit ananus
(dp=1.00MMm) (dy=0.99Mm)
Kpucrannnueckas Li,TiO3 Li,TiO3 PentrenodasoBbrit
CTPYKTypa MoHOK/IMHHasA aHAIN3
B =100,197°
Pa3mep 3epHa 4 MKM cpefqHee 2.8 MKM cpeniHee Ckanupyrouias
KpHUcTasia 3JIEKTPOHHAs
MHUKPOCKOTIHS
Cdepuunoctb 1,05 1,05 dotorpadus
Harpysxka paspymennst 6.5-10° MITa 6.2:10° MITa TecT Ha MexaHUYECKHE

CBOMCTBA
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