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IIpencraBieHbl pe3ysibTaThl UCCJICHOBAHUN IO IMOJTYyYCHUIO KyOMYecKoro kapOupa THTaHa B IUIa3ME TYTOBOTO
paspsna HOCTOSHHOTO TOKa, MHWIMMPOBAHHOIO B OTKPBHITOW BO3MYLIHOH cpene. OCOOEHHOCTBIO H3JIOKEHHOTO
MeTofia ABJIAETCS ero peajmsaiys 0e3 NPUMEHEHHS Ta3oBbIX WIM KUIKMX 3alIUTHBIX CPel, NMPeJOoTBPAIIAIOINX
OKHCJICHHE TPOYKTOB U UCXOMHBIX PEAareHTOB KHUCJIIOPOOM Bo3ayxa. I1o maHHBIM peHTreHOBCKOU audpakToMeTpun
B COCTaBe MOPOIIKOBOrO IpOXYKTa HaeHTUduuMpoBanbl rpapur gC, rekcaroHaJbHbIH TUTaH @-Ti, KyOunueckuit
kap6un turaHa TiC. Yactuns! TiC npencraBiieHs! 00bEKTaMU C MPaBUJILHOM XapaKTepHOH OrpaHKON M pasMepaMu

OT CIUHUII IO IECITKOB MUKPOMETPOB.
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KapOun TMTaHa IBJISIeTCS MIUPOKO U3BECTHBIM CBEPXTBEP-
ABIM MaTepHaIoM C OTHOCUTEJIbHO HEBBICOKOH MIOTHOCTHIO,
KOTOPBIl TaKKe XapaKTepH3yeTcsi OTIMYHON H3HOCOCTOM-
KOCTBIO, BBICOKOH TEeMIIEpaTypoil IJIaBJICHHS, CTOHKOCTDIO
K KOPPO3UH, XOpOIIel 31eKTPONPOBOAHOCTBIO, KaTaIUTHIC-
CKoil akTHBHOCTBIO [1-3]. B mocsemHue romsl MHTEpeC K
MEeTOofaM TOTy4YeHUs] U CBOMCTBaM KapOHja THTaHa BO3pac-
TaeT, B TOM 4YHCJIe BBHIY €ro BO3MOKHOIO IPUMEHEHUS 1JIs
CO3[aHMSI HAKOMMTEJICH 3/IeKTPUYECKON SHEPruM CBEPXBbI-
COKOil yrebHOl emkocTH (~ 100—900 F/em?) [4,5]. na
HOJTy4eHHsl KapOuaa TUTaHa UCITIOJIb3YIOTCS Pas3JIMYHbIC TeX-
HUKH: KapOOTepMUYECKOE BOCCTAHOBJICHUE, OCAXICHUC Ia-
porasoBoil cMecH, TeHepalys IUIasMBbl, J1a3epHas abJisAnus
u T.h. [1,2,6]. OnHEM U3 COBPEMEHHBIX METONOB MOJTYYCHHSI
MOPOIIKOBOrO KapOuia THTaHa SBJISCTCA 3JICKTPOXYTOBOIA
Mmeton [7]. B Hacrosimeil paboTe H3JIOMCHBI PE3yJIbTAaThl
9KCIIEPUMCHTAJIBHBIX HCCIICIOBAHII, CBUCTEIILCTBYIONIHC O
BO3MOXKHOCTH MOJIyYCHHs ITOPOMIKOBOTO KapOmpa THTaHA
B IUTa3Me JIYTOBOTO paspsifia MOCTOSHHOTO TOKA, WHUIINU-
POBAaHHOTO B Pa3psSOHOM MPOMEXKYTKE MEXTY I'PadUTOBH-
MH 3JICKTPOJIaMH, HAXOAIMNMUCS B OTKPBHITON BO3YIIHOM
cpene. IlomoOHBII MeTO[ aKTHBHO HCIOJB3yeTCS IS IIO-
JIyYCHUs! YIJICPOIHBIX YJIbTPAIHCIEPCHBIX MaTepuasoB [§],
kapbuna Gopa [9]. Ilpu 5TOM COOOIICHMIA O TPUMEHEHHU
MoMOOHOM TEXHUKW I CHHTE3a KapOmga THTaHA He OOHa-
PYXEHO.

OKCIepUMEHTAIBHBIC HCCIICIOBAHMUS IIPOBOAWIICH Ha
JIEKTPOAYTOBOM ILTa3MOXIMHIYECKOM PEaKTOPEe IOCTOSTHHO-
ro Toka. OCHOBY YCTaHOBKH COCTaBJISIIOT rpa)UTOBBIE aHON
B BHJIC IIMUIMHAPIICCKOrO CTCPKHS U KaTo B (JopMe THTJISL
Ha mHO THryif momermaercs CMech THTaHa W TpaduTa B
coorHomenuu 1:1at.% B koamuectse 0.60 £0.05g. AHop
U CMeCh HCXOHBIX PEarcHTOB HAa JHE THIVI 00pas3yloT
Pa3psITHBIN MPOMEXYTOK, B KOTOPOM HHHITUHPYETCS Tyro-
BOH pasps. B cepmm skcneprMeHTOB M3MEHSUIACh SHEPTUS
paspsiga IyTeM yIpaBJIeHHS JUINTEIBHOCTBIO €0 TOPCHHS
(mo 20s) npu cuse mocrosiHHOro Toka ~ 170 A. Paboume
ToK i(t) u HanpspkeHwme Ha paspste U(t) B KaKIOM 3KCIe-

PUMEHTE PEerucTpPUPOBAIUCH NMPU HOMOLIM IM(PPOBOIO OC-
muutorpada Rigol DS1052E. Dueprus w gyroBoro paspsaa
olpenessyiach IMyTeM HHTErpUPOBAHUS KPUBOH MOIIHOCTH
[0 BPEeMEHH; MOIHOCTh P(t) BBIUYUCIIATIACH IEPEMHOKEHAEM
Hanpsbxenust U(t) u Toka i (t).

IoyueHHBIl MOPOIIKOBHII MaTepuasl aHAJIU3UPOBAJICH
METOIaMH PEHTIeHOBCKO# mudppakromerpun (Shimadzu
XRD7000s, CuK,-u3nyuenue, rpaduToBbII MOHOXpOMa-
TOp), PacTpoBoii 3eKkTpoHHoi Mukpockomuu (Tescan Vega
3 SBU c sHeprogmucnepcnoHHbIM aHaim3atopoMm Oxford
X-Max-50; JEOL JSM 7500F).

Ha puc. 1 npencraBieHsl TUIIMYHBIE PEHTTCHOBCKHE M-
(GpaKkTorpaMMbl CMECH HCXOOHBIX PEarcHTOB M MPOIYKTa
cuHTe3a. COrlacHO KauyeCTBEGHHOMY aHajmM3y, B COCTaBe
MPOIYKTAa MOXKHO BBIICIIUTh CJICHYIONINE KPUCTAILTMYCCKHIE
¢aser: rpadur gC, rekcaroHanbHBI THUTaH a-1i U KyOu-
yeckasg Momu¢ukaima kapobupma turtana TiC. dassl gC u
a-Ti B cocraBe NPOOYKTa MOKHO OTHECTH K Helpopearu-
POBaBIIUM B IIpoLleCCe CHHTE3a KOMIIOHEHTaM MCXOOHOU
cMecu. Taxke SIBHO 3aMETHO pa3dBOCHHE OCHOBHOIO Ipa-
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Puc. 1. TunuuHele peHTreHOBCKHE MU(PPAKTOrpaMMbl HCXOIXHOM
cMecu (/) u mponykTa cuHTe3a (2).
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Puc. 2. 3aBucuMmocTb conepiKaHHsi KPHUCTAUIMYECKMX (a3 B
cocTaBe IPOJyKTa CHHTEe3a OT SHEPTHH JYroBOro paspssa.

($UTOBOr0 MakCUMyMa, CBHUIETEJIbCTBYIOIIETO O MOABJICHUN
B NIPORYKTE I'paduTONOnoOHON yriiepomHOil ¢asbl, OTINY-
HOIl OT HcxomHoro rpagura. OTOT (akT IpencTaBiseTcs
€CTEeCTBEHHBIM BBHUOY 3(pdeKTa 3JeKTPUUECKO 3pO3uu U
HOMaIaHysl MaTepraiia 3JIeKTpogoB B mpomykT [10], uro
HONTBEPXKIOACTCH YBEJIMYCHHEM MacChl HPOXYKTa OTHOCHU-
TEJIbHO MacChl CMECH HCXOIHBIX PEarcHTOB HA BEJIUYHHY
no ~ 0.5 g. [lomyyennas ¢asa xyouueckoro TiC xapaxTepu-
3yeTcd IMapaMeTpoM dJieMeHTapHoil siueitku a = 4.3208 A
npu orkiaonennn A = 0.0041 A (mo naHHBIM cemM 3Kc-
nepuMeHToB). TlooxeHust TUQPAKIMOHHBIX MAaKCHUMYMOB
v BemvuuHa a = 4.3208 A nambGonee COOTBETCTBYIOT B
npenesiax 6as3bl gaHHbIX PDF4+4 stanony N 04-003-6209
ky6uueckoro TiC (a = 4.3200 A). B cootsercTBUH ¢ TIpe-
CTaBJICHMSMH O 3aBHCHMOCTH IapamMeTpa dJIEMCHTapHOU
saeiikn Kyoudeckoro TiC (TiCj_y) OT COOTHOLUECHHSI €ro
kommoHeHToB [11] gosst yriiepona B o6cyxmaeMom Kapomie
TuTaHa cocrtasisger mopsaka 41at%. Ilpm stom ¢opma
m(PaKIMOHHBIX MAaKCIMyMOB THIHYHBIX JU(PpPaKTOrpamm,
a VMCHHO HESsIBHBIM XapakKTep MOJIOKEHHS BEpIIUH, I103-
BOJISIET IPEIIoJiaraTh Hajld4de B MPOMYKTE MOMHMO 00O0-
3HAYCHHOW BHIIC Takke (a3 kapOmma THUTaHA C JIOJIEH
yriepoza ot ~ 34 no ~ 44 at.% [11]. B esom pesyssTaTsl
Ka4eCTBEHHOTO PEHTIeHO(A30BOro aHAIM3a COTJIACYIOTCS C
M3BECTHBIMH CBEICHHUSIMH O IMArpaMMe COCTOSTHHI CHCTEMBI
Ti—C [12]. Caenyer OTMETHTb, YTO He OOHApYKEHBI [H-
(hpakKIIMOHHBIE MAKCHMYMBI, OTBEYAIONIHE PA3INIHBIM (ha3am
OKCHJIa TUTaHAa.

[lo nDaHHBIM KOJIMYECTBEHHOIO PEHTTeHO(a30BOro aHa-
JIM3a TPOIYKTOB CEPHU SKCIICPUMEHTOB IOCTPOCHA 3aBH-
cMMOCTH (ha30BOrO COCTaBa IOJYYCHHBIX MATEpHaiOB OT
SHEPruM MyroBoro paspsiia w (puc. 2). Bumo, 9ro moss
a-Ti yMeHbIIaeTcsi ¢ POCTOM W HA BCEM HCCIICTYEMOM
unrepsaie ot 0 (T.e. 6e3 Bo3ueiicTus paspsa) mo 128.7kJ.

Homns kybuueckoro TiC Bospacraer (mo ~ 28%) omHO-
BPEMEHHO CO CHIbKeHHeM paosu a-Ti Ha uHTepBasie or 0
no 70.6kJ; npu yposHe 3neprum Beime 70.6kJ momsa TiC
camxaercd. Ilpu sToM nosst rpadura yMmeHbIIaeTcs Ha
uaTepBasie oT 0 mo 62.7kJ m Bospactaer mpu OosbIIeM
ypoBHe w. Takoii XapakTep 3aBUCHIMOCTH MOYKHO OOBSICHUTD
CJIeMyoIMM o0pa3oM: TP TOPEHHH [yroBOro paspsizia
ucxonnaa cMecb gC u a-Ti pacxomyercs, obpasyerca TiC,
IIPXA 3TOM IPOLECC CONPOBOXKIAETCS JIEKTPOIPO3NEN aHOMIA
C MepeHOCOM MacChl yrjiepoja Ha KaToj (B IPOIYKT).

ITo maHHBIM pacTpoBOM 3JIEKTPOHHOH MUKPOCKOIIMU BO
BCeX TMOJy4EHHBIX MPOAYKTaX CHHTE3a MOXXHO BBIICIIUTD
Tpu Tuma o6bekToB (puc. 3). OObEKTH IEPBOro THIIA —
3TO CKOIUICHUS] YaCTHIl C HEPAa3JIM4YUMOI 10 MMEIIUMCS
CHIMKaM Mop(dosIorreil ¥ HAMMEHBIIEH UIOTHOCTBIO (CyIst
o M300paKeHHUsIM B pekuMe (asoBoro koHrpacrta). [lo
BCEl BHIMMOCTH, OOBEKTHI IEPBOrO THIIA — 3TO Tpadur,
KOTOPHIf B paMKax HACTOSIMICH PaOOTHI HE MPEICTaBIISICT
ocoboro unrepeca. OOBEKTHl BTOPOro TUMA — 3TO YACTHILIEI
HETIPaBWJIbHOW (DOPMBI C pa3MepaMy HECKOJIBKO IECATKOB
MHKPOMETPOB; OOBEKTHl BTOPOrO THUIA XapaKTepU3YIOTCA
HanOObIIeH MJIOTHOCTHIO CPEH pacCMaTPHBAEMBIX YaCTHII,
a Takke OKpYyrjoil (opMoOI, KOTOpas HPEeNIIOJIOKHUTEIBHO
MOXET OBbITb C(OPMHUpPOBAaHA B pe3y/bTaTe IUIABJICHUS TH-
TaHa B XO#€ pPabOTBHl YCTAaHOBKH. DHEPTrOAWCIICPCHOHHBIC
CIIEKTPBI, TOJIydEHHbIE OT CKOIUICHHH 4YacTHL, i€ JOMU-
HUPYIOT OOBEKTHl BTOPOTrO THIIA, IOKa3aJd B paccMar-
pHUBaeMBIX O0O0JIACTSX TOBBHIIIEHHOE OTHOCHTEIBHO HPYTHX
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Puc. 3. JlanHble pacTpoBOii JIEKTPOHHONH MUKPOCKOIHH. d—C —
cunMkn 00bekToB mepBoro (gC), Broporo (@-Ti) m Tperbero
(TiC) TunoB, mwudpst /—3 COOTBETCTBYIOT THIAM OOBEKTOB; d —
THUIAYHBINA SHEPrOAUCIIEPCHOHHBIN CIIEKTP.
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colmep)kaHue THTaHa. TakuM oOpa3oM, OOBEKTH BTOPOTO
TUIAa MOXXHO C BBICOKOW BEpOSITHOCTBIO OTHECTH K (hase
a-Ti. OOBEKTH TPETHEro THIIA — 3TO YACTHIIBI C pa3MepaMu
OT eIMHMI] [0 HECATKOB MHKPOMETPOB C €CTECTBEHHOM
HpaBUJIbHOI orpaHkoil. [To maHHEIM 3HEpProfUcIepCHOHHOTO
aHajM3a OOBEKTH TPEThEro THIA COCTOAT U3 YIJlepofa
u TuTaHa. [Ipu ycpemHeHMM pe3ynbTaToB 24 H3MEpEeHHN
HIOJTy4YeHO CJIeHyIollee COnepKaHne XUMUUECKUX JIEMEHTOB
B 00JylacTsiX, Ile JOMHHHUPYIOT OOBEKTBl TPETbEro THUIIA:
copep:xanue tutaHa — 50.5 wt.%, yriepoma — 45.5 wt.%,
HPOYMX 3JIEMEHTOB (3KeJie3a, KPEMHUSI, aTIOMUHHAS U APYTUX
3arps3HCHHUIl B BUAC PACIPOCTPAHCHHBIX JIECMEHTOB) —
4.0 wt.%. OOBEeKTH TpeTbero TUMa UACHTU(PUIPOBAHBI KaK
kapbun tuta"a TiC. Ilpu sToM mmMpokoe pacmpeneseHue
YacTHI] 10 pa3MepaM IPENCTaBJIAeTCS HOPMAaJIbHBIM IS
3JICKTPOIYroBOro Metofa cuHresa [13).

[onHEIT XMMIYECKHiI aHATIM3 TIOJTYYCHHBIX MaTephasioB,
MPOBEICHHBIN HA Pa3jIMYHBIX yYacTKaX MpoOd, CBHACTEIIbCT-
ByeT O TOM, YTO YCPETHEHHOE COIepKaHHe Yriiepona
B THUOWYHOM oOpasme cocraBisier 48.7 wt%, Tutana —
48.1 wt.%. CymmapHOe cofep:KaHHe MPOYNX XUMHYECKHUX
AJIEMEHTOB COCTaBJIICT Ha PA3JIMYHBIX YYacTKaXx OT ~ 1
o 5—7wt.%, B eqHUYHBIX cirydasax — 1o ~ 10—13 wt.%.
OCHOBHBIMI TIPUMECHBIMH 3JIEMEHTAMU  (3arps3HEHUSIMA )
spisioress O, Al, Si, P, K, Ca, Fe, Ni. Meramumdeckue
3arpsisHEHHST MOT'YT IONaIaTh B MPOIYKT BBULY UX HAJIMUUS
B KOHTAKTHBIX 3JIEMEHTaX, IMOIBOMAIIMX 3JICKTPONUTAHHE
K a7ekTpogaM. CielyeT OTMETHTb, YTO COHCp)KaHHE KHC-
Jopona cBbilie ~ 2—3wt.% XapakTepHO JMIIb M Tpex
HPOBEICHHBIX aHAIN30B (M3 HECKOJBKHX AeCiITKOB). Takmm
00pa3oM, B MPOAYKTE BO3MOXKHO HAaXOXICHHE HEeOOJIbIIOro
COIEPKaHNsT OKCHIHBIX W/MJIM OKCHKapOMmHBIX (a3 (m/mimu
a7cOpOMPOBAHHOTO KHCJIOPOJa), OHAKO Ha 3TOM JTare
UCCJIeIOBAaHUI HE yNaloch BBIIEIUTb U MICHTU(GUIUPOBATH
KUCJIOPOACONEPIKAIILYIO COCTaBJISIONIYIO.

[To COBOKYITHOCTH MpENCTaBJICHHBIX BHIIE JAaHHBIX Cle-
IAyeT CUYATAThb BO3MOXHBIM MOIydeHHe nopomkoBoro TiC
B IUIa3Me HHU3KOBOJIbTHOTO IYrOBOTO paspsiia, MHUIUPO-
BaHHOTO B BO3OYIIHOH atMmocdepe. M3oxeHHBIT MeTon
OCHOBaH Ha HM3BECTHBIX IAHHBIX O T'CHEpAaIlMy ra30BOH aT-
mocepsl CO mpu ropeHnH TyroBOro pas3psiia MOCTOSHHOTO
TOKa B BO3MYIIHOU cpene. B HacTosmee BpeMs Takoi mof-
XOJI SIBJIICTCS OMHUM W3 IEPCIEKTUBHBIX MyTel pa3paboTKH
HOBBIX 0€3BaKyyMHBIX 3JICKTPOIYTOBBIX METOIOB ITOJTYICHUS
yriIeponHex MaTepuanos [8,10], a IMEHHO yIVICpOIHBIX Ha-
HoTpyOoK. K HemocTaTkam paspabaTsiBaeMOro MeTona cliie-
OyeT OTHECTH HEBBICOKOE conepkanme mckomoil ¢aser TiC,
3HAYHTEJIPHOE 3arpsisHEHHE MPOIYKTa 3JIEKTPOIPO3HOHHBIM
rpadUTOM M OCTATKaMH CMECH HCXOOHBIX PEarcHTOB, IIU-
pOKOe pacIpenesieHHe 4YacTull 1o pasMepam. OcHOBHOMU
HOBHM3HOU M [OCTOMHCTBOM METOfla MOJKHO CYUHMTaTb €ro
peaym3anuio 6e3 MPUMEHEHHs BaKyyMHOI'O U Ia30BOro 00o-
PYLOBaHHUS B COCTaBE IKCIICPUMEHTAILHOM YCTaHOBKHL.

Astop Onaromaput M.A. PynmuHa 3a IpoBeACHNE ChEMKH
Ha PacTPOBOM 3JICKTPOHHOM MHKPOCKOIIE.
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