Laboratory synthesis scheme of technetium hexafluoride from element fluorine and technetium is de-
scribed. It is shown, that the technetium hexafluoride was prepared in closed volume at fluorine excess and

temperature 400 °C for three hours. The product yield is 66,5 % of theoretical because of technetium penta-
fluoride formation.
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CHUHTE3 ¥ ®U3UKO-XUMUYECKHUE CBOMCTBA
HNOJHKPUCTAJJIHYECKOI'O OKCHJIA UHMS, JETHPOBAHHOI'O
0JIOBOM

10.11. Eroposl, T.JL Mammoscxcaﬂl, E.IL Haﬁneul,
B.H4. Caqmosz, E.W. Cauxosa’

1 . .
Cubupcruil pusuxo-mexHudecKutl uHCmumym,
2 y y
Tomcruii nonumexHuueckull YHugepcumem

B pabore npencraBneHs! CPaBHHTEIBHBIE MCCIEAOBAHMA npoileccoB (a3000pa3oBanus U IEKTPOH-
HBIX CBOHCTB MHAMHOJOBOOKCHAHBIX MATePHAJIOB, MOAYYaeMBIX B Pa3NHYHLIX YCIOBMAX TBepHodazHoro
cunresa. [TokazaHo, yTo HanboJIee OUTHMAIBHEIM CIIOCOOOM IONYUSHUS MATEPHANIOB ¢ BHICOKHM 3HAYEHUEM
KOHIEHTPALMK CBOOOIHBIX HOCHTEIEH SBISCTCH THAPOIATHYECKMH Crioco0 ¢ MCHONB30BAHHEM COJITHOKHC-
JIBIX PACTBOPOR.

HommxpucTannudeckuit OKCHT UHIHS, JISTHPOBAHHBIN OJIOBOM, ITHPOKO IIPUMEHSET-
Cs B Ka4eCTBE TIa304yBCTBUTEIHHOIO MaTepHajia CCHCOPHOM 3JIEKTPOHHKH, KaTaau3aTopa
OpraHHYEeCcKOrO CHHTE3a, IPOBOAAIIEr0 MaTeprasa B BHJIC KEPAMHKU HIH TOJCTOIIICHOY-
HBIX 3JIEKTPOJIOB. 7151 ero mosrydeHus: HCIIONB3yeTCsi METOA TBEPA0Gha3HOrO CHHTE3a MPH
TOBBIIICHHBIX TEMIIEPATypax U3 PEAKIMOHHBIX CMECEH, MOTYICHHEBIX MO0 MEXaHUICCKHM
CMEIICHUEM HHTPEIUCHTOB, THOO THAPOIUTHYECKAM criocodom [1].

B nacrosiei paboTe mpeicTaBiCHBl pe3y/ibTaThl W3ydeHHS (a3000pa3oBaHUs U
H3MEHEHMS KOHIIEHTPAuK CBODOIHBIX 271eKTpoHOB (Ne) B HHAMAOIOBOOKCHTHON CHCTEME
B TIpoliecce TepMOOOPadOTKH COOCAXKIEHHBIX T'MIPOKCHIOB MHIMS M OJIOBA U3 a30THO- W
COJISTHOKMCIBIX PacTBOPOB IIENOYHBIM peareHToM npu pH = 7, a Takke cMecH HHTPATOB
WHJHUS ¥ oJioBa (Tabi. 1) .

Tabauna 1
CocTaBbl HCXOTHBIX BENIECTB H HPOAYKTOB FHAPOTATHIECKOrO
ocaxienns In-Sn-O cucremni

Iponyxtsl

Hcxoaspie BenecTra ‘ THAPOJIHTHYECKOIO
OCaKACHUS

Sn+In, O3 +9MHNQO; Ipomyxr I

NH;O0H (3-6M) In(OH);/NO;
[{Sn0O,}Sn(OH)4]

Sn + In,O3+9MHCI Ipomyxr I

NH4OH (3-6M) In(OH)3/C1 '+Sn302(OH)2

Sn(NO;),+In(NOs); -

IMpuMeuanue; KoHeHTparms Sn' cocrasmuia or 0,01 o 14 ar. %
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KoHuenrtpanuio cBOOOJHBIX 3JAEKTPOHOB B CHHTE3MPYEMBIX TOIMKPHCTALIHYECKHUX
Marepuanax ONpeNesIM 110 BEIMYMHE JUIMHBI BOJHBI ILTA3MEHHOro pesoHanca u3 MK-
crieKTpoB JU(MGY3HOTO OTpakeHHs >THX Matepuasio [2]. PeHrrenodasoBslil amanms
(PDA) ocymecrsiamu Ha audpakxromerpe Jpon-3M ¢ ucnonbsosannem CuK o uznyue-
HUS.

Kax moxkasann peHTreHO(a30BEE HCCIECAOBAHNA, OCHOBOH MMOMYYaeMBIX MHIHHAOIO-
BOOKCHJIHBIX MaTepHaJIOB B PE3YJIbTATC TEPMHUUECKOH 0OpabOTKH MCXOAHBIX NPOLYKTOB,
IpeNCTaBJIeHHBIX B Tall. 1, CIYXHT KpUCTAUIMYECKUH OKCHI HMHAUA ¢ OObEMHO-
LIEHTpPUPOBAHHOH KyOHYEeCKOH pEeIeTKOH M M3MCHEHHBIMU B CTOPOHY YBEJIHYCHHSA MEXK-
IJIOCKOCTHBIMH paccTossHUsIMH (puc. 1, 2). 3T0 yBelndeHwe MOXKET ObITh OOBLIACHEHO
BCTpPaHUBaHHMEM B penleTKy InyO3 MexI0y3eIpH0r0 KUCIOpoaa JUisl KOMIICHCAIMH 3JIeKTPH-
4eCKOro 3apsaja, 00ycioBieHHoro 3aMmenon yactu uoHoB In (III) momamm Sn (IV) cornac-

HO YPaBHEHHIO
(1-x) InyO3 + 2XSn02—->(In1_xSnX)203-inx.

;05 (k¥6.)

1,05 (ky5.)

A I Os (ky6.)

ImSﬂ;O;g

.

]
L
’1 05 (rexc.)

T

2 25 30 35 25 30 35 20

L
173
<

Puc. 1. Pearrenorpammel 1TO-MaTepranos ¢ pasjinuHbIM COACPKAHHEM ONIOBA,
1-1;2-2;3-6,4-10; 5~ 14 ar. %: a - ITO- marepuansl, DOXY4YCHHLIE W3 COIAHOKUCIIBIX PACTBO-
POB «IIPAMBIMY THIPOIUTHYECKAM criocobom. [Tpoxasiennsie npu 900°C; b — ITO- Matepuansl, Hoiy-
YEHHBIE H3 A30THOKHUCIIBIX PACTBOPOB (IIPSMEIMY MHIAPOIMTHYECKNM criocoboM. [IpokaneHnsIe pu
900°C; ¢ — ITO- Marepualsi, II0JIyIEHHbIE TEPMOIU30M coseii. [Ipoxanerusie npu 1100°C.

HabmrogaeTcs taxoke pa3indHas CTENCHb U3MEHEHHS MApaMeTPOB PENICTKH OKCHA
HUHNIHS, I0JIy9aeMOT0 U3 Pa3IMYHbIX UCXOIHBIX IIPOAYKTOB. BepositHo, 310 00CTOATENBCT-
BO CBS33HO C PasJIMYHOM, B 3aBHCHMOCTU OT HAYaJbHBIX YCIOBHH, CTENICHBIO JHUCHEPCHO-
CTH JIETUPOBAHHOTO OKCHJia MHJHA H, KaK CIEJCTBHC, Pa3HOH cremnensio cerperamuu SnOy
Ha TIOBEpXHOCTH 3epeH [1]. POA nokasan, 4T0 MMEHHO M3 a30THOKHCIIBIX PACTBOPOB BEI-
CaXKUBAIOTCS HanboJiee MEJIKOAMCIICPCHBIE IPONYKTHI (prc. 1) H MeHbIIAd CTeNneHh H3Me-
HEHUS [TapaMeTpa peIleTKH NOTy4YaeMbIX U3 HUX MaTepUalioB MOXKET OBITh CBA3aHA ¢ 6O-
JIee HU3KHM KOJIHYECTBOM 0JIOBA, BBCIEHHOI0 B KpHCTAUMTHI nopoika InyOs (puc. 2).
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Puc. 2. 3aBHCHMOCTH MEXIIIOCKOCTHBIX paccTosmuit (d, A) B InyO5 oT comepxarnus Sn.

Pasnuunas crenens yerupoaus [n;Os 0NMOBOM NPHBOIUT K M3MEHEHUIO KOHIEH-
TpalUH CBOOOHEIX 3JIEKTPOHOB B CHHTE3UPYEMBIX MaTepHaax.

Kak BUIHO U3 pe3y/IbTaTOB HANIMX H3MEPEHUH, IIPeCTaBIeHHbIX B Tabmuuax 2 u 3,
00pasubl, OJIyYeHHBIC W3 a30THOKHUCIIBIX PACTBOPOB, 06/1alal0T HAUMEHBIITMM 3HAYCHUEM
cBOGOTHBIX 3JIEKTPOHOB

Tabnuna 2
3navyenune KOHUEHTPANUK CBOOOIHBIX 2JIEKTPOHOB (Ne-1020 cM™) HOMMKPHETA-
JIMYECKOro OKCH/IA HH/IHS, JIETMPOBAHHOI0 0JIOCBOM, OJYYEHHOI0 B Pa3jIM4IHbIX
yeaopusx npu T = 900°C u pH =7

Csn ar.%
k]

0,1 0,5 1 2 4 6 10 14

PearenTni

nClL
SnC 14
pH =7
NH,OH
IH(N03)3
Sn(NO), s |17 | o2 2.1 2.1 2.1 2.1 2.1
pH=7
NH,OH

In(NO;);
ol L es | 0 | L 12 12 13 13 14

2,6 2,6 23 2,2 2,1 2,1 2,1 2,0

HuTepec npelcrapiseT TOT GakT, YTO YBEIWYCHHUE CONEPIKAHMS OI0BA B MCXOHBIX
pacTBOpax He TIPHBOJUT K OKHIAAEMOMY POCTY KOHIIEHTPAIlMM CBOOOIHBIX 3neKTp0HOB B
CHHTE3MPYEMBIX Marepraliax , Kak cienoBajio Obl H3 cooTHoumeHHs Ne =3+ 10%%-Csy, momy-
9aeMOT0 M3 T€X COOOpaKEHHH, 9TO OJMH aTOM Sn MOCTABJISET OJUH 3JeKTpoH [3]. Pasnbie
ABTOPHI TPEIJIATAI0T Pa3JINuHble MOJENH, 0ObsACH IomMe 370 sABienue [2-4]. Ho Bce onm
0BOCHOBBIBAIOT 3T0 00pa30BaHMEM IIPU BBICOKHX YPOBHAX JIETUPOBAHMS Sn JIOBYIUEK st
3nekTpoHoB. B wactHocty, Frank u Kostlin [2] npeanonararot, 9To UX pojb MOT'YT HIPaTh
HelTpanbubie kmacrephl (SnO,), Thma ¢uroopura. Hexoropsie apTopsl [4] npuuumy
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YMEHBIIEHHS KOHICHTPALKH CBOOO/IHBIX 3JIEKTPOHOB BHAT B OOPA30BAHHM HENPOBOMS-
mux a3z, HanpuMmep InsSn; 05 .

Tabnuna 3
3navuenne KOHNEHTPAIMH CBOGONNEIX 3JeKTponoB (N,- 107 cm™) HOTHKPHCTAN-
JAYECKOr0 OKCH/IA HHJIHS, JICTHPOBAHHOTO GJIOBOM, IOJIYYEHHOI'0 METOOM CO-
OCKACHHSA U3 COIAHOKKCIBIX pacTBopoB ¢ pH =7 u oTodKeHHbIX 10 pasiny-
HBIX TEMIEPATYP €O CKOPOCTHIO 1 rpaji/MuH

Temneparypa obpabotky, °c
Csn ar. % 300 500 700 900 1000

0,1 2,3 1,6 1,6 2,6 2,6

0,1 1,7 1,5 1,6 2,3 2,6

2,0 1,1 1,2 1,7 2,3 2.4

10,0 0,7 0,9 2,1 2,1 2,1

10,0 0.8 1 2,1 2,1 2,1
Tpumeyanne: o6pasin BBLACPKUBAHCS TIpH JaHuoH Temueparype 60 Muu

B mamewm ciyuae Takue HempoBousiie ($asbl ObUTH 3aperHcTpHpoBaHsl POA s
HHJIMHOJIOBOOKCH/IHBIX MaTEPHAIIOB, TOMYHYCHHBIX M3 HHTPAT COMEPIAIIHX IIPOIYKTOB
(puc. 1, b, ¢). [lnst aTux 06pasnos HaGmonanach camas HA3KAsS KOHICHTPALHS CBOGOHBIX
3JIeKTpOHOB (Tabmuma 2).

Taxum o00pasom, msyvenue QUIHKO-XMMHYECKUX CBOHCTB IOIMKPHCTAUIHYECKOTO
OKCHJia UH/IMs, JIESTHPOBAHHOTO ONOBOM II0KA3aJI0, YTO B 3aBHCHMOCTH OT yCIOBHH NOIy-
HCHHSA U XMMHHYECKOTO COCTaBa HCXOHBIX MPOMYKTOB, @ TAKXKE COJIEPIKAHUS B HAX 0JIOBa,
TIpH PasiMYHBIX TEMIICPATypaxX CHHTe3a B HHAMHOIOBOOKCHIHOH CHCTEME HApSTy C TBEp-
JBIMH pacTBOPaM¥ OJIOBA B OKCHJIE MHAHA KyOW4ecKoH MopuduKanuy HaOIH01aeTCs 110-
seiienne SnO, TeTparoHayIbHON MOANGDUKAIMH U I'eKCArOHATBHOMN dass InyO;. Tlpumene-
HHE TUAPONUTHYECKOIO METO/ia M HCIIOIB30BAHME B KAYECTBE MCXOMHBIX COJITHOKHUCIIBIX
PacTBOpPOB MO3BOJIACT OCTHYb HAHOOJEE BHICOKHX 3HAYEHHH KOHLUEHTPALMH 3IEKTPOHOB
B KOHCYHbIX POAYKTaX cHHTe3a. lIpeanonaraercs, 9ro 310 00yCIOBICHO, KAK MUHHMYM,
JBYMS TIPHYMHAMHU »

e 0OJBIIOH JHUCHEPCHOCTBIO MATEpPHANOB, ITIONYYEHHBIX W3 IPOAYKTOB, COJAEPIKAIIUX
HUTpaT-HOH, M, KaK cjlencTsue, Gompmied cerperammeii SnOy Ha ITOBEPXHOCTH KpH-
cTalnToB In;O3 M MEHBUINM YPOBHEM JICTHPOBAHHS KOHEYHBIX MATEPHAIIOB OJIOBOM;

e HajuyueM HenpoBoaanux ¢a3 Iny0; ree ¥ Ing SnzO 1y B MaTepHaiax, MOJIYYCHHBIX H3
IIPOTYKTOB C HUTPAT-HOHAMH.

' Jlurepartypa
L. Behr G., Werner J., Oswald S., Krabbes G., et al. //In,Os: Differences in the Chemical and Physical Be-

havior of Single Crystals, Ceramics and Fine Powder// — Solid State Tonics. 1997. V. 101-103 (Pt. 2).
P.1183-1187. ~

2. Kosilin H., Jost R., Lems W. //Optical and electrical properties of doped In,Os films// Phys. Stat. Sol.
(A). 1975. V. 29. No 8. P. 87-93.

3. Bel Hadj Tahar LR, Ban T., Ohya Y., Takahashi Y. // Optical, Structural and Electrical Properties of
Indium Oxide Thin Films Prepared by Sol-Gel Method // J. Appl. Phys. 1997. V. 83. Ne 4. P. 2139-2141.

4. Nadaud N., Lequeux N., Nanot M. //Structural studies of tin-doped indium oxide (ITO) and In, Sn;O,,//
J. of Solid State Chemistry. 1998. V. 135. P. 140-148.

SYNTHESIS AND PHYSICO-CHEMICAL PROPERTIES OF
POLYCRYSTALLINE TIN DOPED INDIUM OXIDE
Yu.P. Egorov, T.D. Malinovskaya, E.N. Nayden, V.I. Sachkov’, E.I. Sachkova

Siberian physico-technical institute
*Tomsk polytechnic university
232



In work are presented a comparative researches of phases-formation and electron properties of ITO
materials received in various solid-phase synthesis conditions. Is shown, that optimal by a way of materials
reception with high free carriers concentration, is hydrolytic way with hydrochloric solutions using.
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UCCIEJOBAHUE IPOAYKTOB POTOJAU3A KOMILJIEKCHOI'O
THOCYJIb®ATA CBUHIIA C JJOFABKOW U BE3 1IOBABKHU
TUOMOYEBHUHBI

H.b. Eropos, JL.IL. Epémun, B.®. Ycos

Tomckuil nonumexnuyeckuii ynusepcumem

Ha ocropanum mammeix peHtreHohasoBoro anamsa, HK-, Y®-criekrpockonuu yeTasoBIeHo, 410
TIPAMOC [IOYCPHEHME B CBCTOTYBCTBUTEIbHOM CHCTEME HA OCHOBE KOMILIEKCHOI'O THOCY/IbMATa CBUHIA oby-
CioBieHo 0bpasoBanueM GOTONMTHYECKOTO CyNb(hHIa CBHHIA.

ITonck 1 MOBITKA CO3MaHMS aHATOIHYHBIX raJIOTeHOCePEOPAHOMY CHOCOGOB 1Oy~
qeHust HOoTOrpaduuecKoro M300paKEHUSI ¢ HCHOIL30BAHUEM HEOPTaHHYECKUX COEMHE-
HUH NPUBENU K CO3NAHHMIO GONBILIOTO YMCHA CBETOYYBCTBHTENBHBIX CHCTEM. MHOFOUHC-
JICHHBIC HCCIENOBAHMA B 5TOH OOJIACTH NPOBOIMIUCH U NIPOBOIATCSA C MCIIOAb30OBAHHEM
COETIMHCHUH TSDKENBIX METAJLIOB M KACAIOTCS MPEK/E BCEro BIMSHMS CBETA HA HX IIPOCTHIC
CoenvHenus. MeHblile BHUMaHUSA YAESUIOCH HCCIIEOBAHMIO CIIOKHBIX COeTHHenui. Feu
(hOTONM3 MPOCTHIX COSNAMHEHMI, HAPHMED TATOTEHUIOB TSKEIBIX METAJUIOB, IIPUBOIHT K
00pa30BaHMIO METAILIA M TANOTEHA, TO DOTOIN3 CIONKHKIX COCTHHEHUN COIPOBOXKIACTCS
oOpasoBanuemM GoJbIIero 4ucia NPoOXyKToB (GoTONH3A. HWurepecHsM, ¢ 3T0# TOUKH 3pe-
HUA, OPCACTABIACTCA KOMIUIEKCHBIM THOCYIL(AT CBHHIA, IIPEUIONKCHHBIH B KAUECTBE CBE-
TOYYBCTBUTEIBHOH OCHOBEL POTOrpaduueckoro matepuanall].

Cocras nocnennero orseuaer hopmyne Nay.1y[Pb(S203),], rae xonmuecTBo nuran-
IOB X KOJEOIETCH OT JBYX JO 9YETHIPEX B 3dBHCHUMOCTH OT KOHLIEHTpalli{ pacTBOpa U OT
MOJIbHOT'O COOTHOIICHHS HOHOB CBHHIA H THOCYJIb(hAT-HOHOB IIPH CHHTE3E COCANHEHHS.

O6yueHue BOIHBIX PACTBOPOB KOMITIEKCHOTO THOCYJIb(aTa CBUHILA yiIbTpaduoe-
TOBBIM CBETOM TIPHBOJMT K 00PA30BAHMIO OCAJIKA TEMHOTO BeTa. MaTeprai 061aaer or-
HOCHTE/IbHO BBICOKOH CBETOUYBCTBUTENBHOCTEIO BO BJIAKHOM COCTOSIHHHM, YTO TIO3BOISICT
NOJTY4HTh (OTOrpadudeckoe M306paKeHHe IPSIMOTO MOYCPHEHHS A peanpHOM MaciuTabe
BpeMCHH. /l00aBKa THOMOUYEBHHBI TIOBEIIIACT KBAHTOBEIH BEIXO/ Pa3/OKeHHs CBETOYYBCT-
BUTEIBHOTO COCAUHEHUS B 1,5 pasa.

- C nesibto BRISCHEHMS IPHPOIBI BHIMMOTO M300PAKEHUS, BIMAHUS HA HETO no0aBKH
THOMOHEBHHBI BBINOJIHEH peHTreHo(pasorbli ananus (POA) u MUK-criekrpockonms oca-
KOB, HO.Ty4aeMBIX NPH (POTONHU3E BOJHBIX PACTBOPOB KOMILIEKCHOTO THOCYJIb(haTa CBHHIIA.
Merozom cnexrpodoromerpun unenTHOUIHPOBaH HPOJIYKT, SKCTparupyeMelil M3 ocajka
H-TEKCaHOM.

PactBops! KOMIUIEKCHOrO THOCYIB(ATA CBHHIA NOTyYanmy cMemenmem 1M pacTBo-
POB HHTpaTa CBHHIIA M THOCYNIb(AaTa HaTPHA B 00BEMHOM COOTHOmEeHHH 1:4. THOMOYERH-
Hy (NH2),CS BBOMMIM HOGaBiieHneM ee M pacTBOpa B MONEHOM COOTHOLICHMH 1:3 K HO-
HaM cBUHIA. [l 001y ueHns pacTBOPEI noMelay B Jamky [leTpu ToMnmHOH Ciios KO0
lem n o6nyyanu B TedeHue oaHOrO uaca. B kauecTBe HCTOUHMKA U3JIy9EeHHS UCIIONh30Ba-
Jm pTyTHYIO namiy BYB, B kortopoit okono 85% moummocty H3JIyYEHUsT IPUXOJUTCI Ha
nunuio 254 nM. MHTEHCHBHOCTH HOTOKA JIAMITHL, OIIpeNIENICHHAs C [TOMOIIBI0 heppooKca-
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