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I'maBa 1

O0630p JIuTEepaTyphbl

1.1 Tgepaookcugubie TorinBHbIEe 31eMeHTHI (TOTD)

TommuBHBIE 37IEMEHTHl — 3JTEKTPOXUMHUIECKHE YCTPOUCTBA, OCYIIECTBISIONINE MPSMOe MPeBpa-
MeHne XUMHUIECKOil SHEPIHH TOILTNBA B 3JEKTPpUIecKyo. /1 paboThl TOIIMBHOTO JeMEeHTa Heoh-
XOJIMM HEMpPEPHIBHBI MOTOK TOIINBA (BOCCTAHOBUTENSI) W OKHUCJIUTENs W3BHE. B BHy HPSMOro
pPEeBPAINEHUs] SHEPTUH TOIIMBHBIE JIEMEHTHl XaPaKTEePU3YIOTCS BBICOKUM KOIDMUIMEHTOM 110~
nesnoro feiicreus (KITT).

JI100Oi TOMIUBHBIN 9IEMEHT COCTOUT W3 AEKTPOJUTA W JIBYX JEKTPOIOB: aHOIA U KATOIA.
DIeKTPOIUT 00/1a7aeT BICOKOIW HOHHOM MPOBOIUMOCTBIO M HU3KOU 3JTEKTPOHHOMH MPOBOIIMOCTBIO.
Ha anome mporekaer peakiinsi OKUCIEHUST BOCCTAHOBUTEJIsSI, HA, KATO/€ — BOCCTAHOBIEHUE OKUC/IH-
TeJIs.

CyTIecTBYIOT TOMIUBHBIE 3JIEMEHTBI HECKOJIBKUX TUIOB, OCHOBHBIM MPU3HAKOM KJIACCH(MDUKAINN
KOTOPBIX SIBJISIETCS HCIOJIB3YeMbIil 3/1eKTponT. Temoit jgaHHOil paboThl aBsg0TCs TBEpPOJOOK-
cugubie TormBHbIE 3j1eMeHTbl (TOTD), 371eKTPOIUTOM B KOTOPBIX ABJISIETCS TBEP/BIH OKCH/
nupkonusi(IV) ZrO, (crabuamsuposanustit). TOTD xapakrepnsyiorcst BEICOKOiT paboueit Temmepa-
typoit — nopsiaka 900°C. OcuoBubie npeumytnectsa TOTD mepes ApyruMu THIIAMEU TOMJIABHBIX
9JIEMEHTOB — HCIOJIb30BAHUE JENEBBIX OKCUIHBIX MATEPUAJIOB JIJIsT SJTEKTPOIOB, OTCYTCTBUE B TOTI-
JIMBHOM 3JIEMEHTE JKHUJKOCTell, HeIPUXOTINBOCTh K YHCTOTE HCIOJb3yeMoro Tomiusa |1, 2|.

ITpuanun padorer TOTD

Ocnognoit ctpykTypHOoit equnuieit TOTD apisercs: 371eKTPOXUMUIECKasT STIeiKa, COCTOSINAS W3
TBEPJOTO MEKTPOJINATA U JBYX T€KTPOJOB, PACHOIOKEHHBIX HA TPOTUBOMOJIOKHBIX MMOBEPXHOCTIX
371eKTpoauTa. KaxKaprit 31eKTpo/; KOHTAKTUPYET CO CBOMM Ta30BbIM MIPOCTPAHCTBOM: aHOJ — C TOTI-
JINBHBIM, KaTOJ, — C OKUCJUTE/JIHHBIM. B KauecTBe 3/IeKTPO/INTA UCITOIb3YeTCs CTaOUIN3UPOBAHHbBII
oken | npkouusi(IV) ZrO,y. Crabuin3npoBaHHbIil OKCHJL IUPKOHKST HMeeT BBICOKYIO TPOBOIMMOCTh
noHoB Kucaopoial3]. Ha karome nmporekaer peakiisi BOCCTAHOBIEHHsT KHCJIOPOJIA:

02 + de” — 202_.

Moupl Kucaopona depes 3JeKTPOIUT HPOHHKAIOT ¢ KaToJa Ha aHOoJ, Ha KOTOPOM IPOTEKaeT
peaKIns OKUCJIEHHUs TOIINBA (B JAHHOM CJIydae — BOIOPOJIA):

4H, + 20% — 2H,0 + 4e.



[ToTOK 3/IEKTPOHOB OT aHO/Ia K KATO/Y MPOTEKAET Yepe3 Harpy3Ky, TaKUM 0Opa30M, dJIeKTpude-
CKHil TOK coBeprraer moJesnywo padory (puc. 1.1). st qocTuzKeHnst HyKHOil MOIHOCTH €IHHN Y-
HBIE 9TEKTPOXUMHUYECKHE SUeHKU COeTMHAIOTCS B DaTapew.

B kadecTBe MaTepuaioB aHOA MOTYT HCIIOIB30BATHCS JTUOO OJIATOPOIHBIE METAJLIBI, THOO TAKHe
MeTaJIIbl, KaK MeJb, KODaJIbT, HuKeb. HanboJibiiiee pacnpocTpanenne B Ka4ecTBe aHOIHOTO MaTe-
puaJia moyIu1 Hukesib. OIHAKO, B COCTaBe aHO/Ia HUKE/Ib MCIIOIL3YeTCsT He caM 1o cebe, a B mape C
MATEPHAJTIOM JIEKTPOJIUTA. ITO OOBSICHSIETCS T€M, UTO JJIs OCYIIECTBICHUs] PEAKIINN HEeOOXOTIMO
HAJTUIHe TPEX KOMIIOHEHTOB: BOJIOPO/IA, HOHOB KHCJI0OPO/Ia, M HUKEId KaK KaTaJan3aTopa. Bregenne
MaTepuaJsa 3JTeKTPOJTUTA CIIOCOOCTBYeT YBEIUUYEHHIO 00JIACTH MpPOTEeKaHus peakmnuu. Takmm obpa-
30M, MaTepuaJ/ aHO/la — KEePMEeT, reTeporeHHast KOMIIO3UIUS MeTaJjlia U KepaMuku. Takue aHobl
MOJIyYHMJIN HA3BaHUe KOMITO3UTHBIX [4].

st yayamennst xapakrepuctuk TOTD ucnonnsytor aByxcioiinsiii anoa. [lepssrii (K s1eKTpo-
JIUTY) CJIOH sABJIsIeTCs (DYHKIMOHATIBHBIM, U COJEPKUT GOJIbINE SJEKTPOJUTHOrO Marepuasa. Bro-
Poii CJI0M ABIAETCSI TOKOCHEMHBIM, U COMEPKUT OotbIe HuKke . OyHKIMOHATbHBIN CI0# OTBeYaeT
B DOJIbINEl CTENeHn 3a MPOBEJICHNE PEAKIINH, a TOKOCHhEMHBIN — 3a OTBOJ 9JeKTPOHOB (puc. 1.2).

B kadectBe KaToMHOrO Marepuajia B OCHOBHOM ITPUMEHSIETCS MAHTAHUT JIAHTAHA CTPOHIIHS
La;_,Sr,MnO3 (LSM). Tak ke kak u B anozxe, LSM npuMeHsieTcst BMeCTe ¢ MaTepUAIOM JI€KTPO-
muta. OGBIYHO, KATOJ, TOXKE COACPKUT JBa CJI0s: (DYHKIUOHAIBHBIN U TOKOCHEMHBIH (puc. 1.2).
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BOZa ¢ Puc. 1.2: CnoeBas crpykrypa TOTD

aHO4 SNEeKTPONnnUT KaTon

Puc. 1.1: [lpuanunmuansuas cxema TOTD

Paznauunbie kouctpyknun TOT

CymecTByer HecKObKO reoMerpuii 3meMenta TOTS. /IBe ocHOBHBIE W3 HUX — TpybOUaTas u
wianapuasg|5|. B tpy6uaroii reoMeTpun oinH 3JI€KTPOJL, OKA3BIBACTCS HA BHYTPEHHEH MOBEPXHOCTH
TpyOKH, a Jpyroit — Ha BHemHeil. /locTomHcTBaMU TPYOUYATONl T€OMETPHUH SBJISIOTCS OTCYTCTBHE
DOJIBIIIOr0 KOJIMYECTBA FePMETU3UPYIONINX MMBOB, MEHBIITHE MEXaHUYIECKUEe HAPSI?KEHUST B TPOIEcce
paboThI Ipy HArpeBaHUU. B 1mianapHoit reoMeTpun 3JeMeHT TpeJIcTaB/isieT co00il MI0CKOCTh, € OJ1-
HO¥ CTOPOHBI KOTOPOI HAXOIUTCS OJIMH JIEKTPO, a CO BTOPOl CTOpOHBI — BTOPOit. /locTonncTBOM
JIAHHOTO THUTA TeOMETPHH SBJdeTcS 0oJiee TeXHOJOTHYHBIN MPOIEcC M3TOTOBJIEHHS dTeMeHTa. B
JMaJTbHedeM OyIeT UCIOIb30BAThCS TOJIHKO TTaHAPHAS TeOMETPHUS JJTEMEHTA.

Cpein 371eMeHTOB IJIaHAPHON TeOMEeTPHH CYIIECTBYIOT Pa3/ie/eHne Ha TUIIhI 0 HECYIEeMY dJie-
MEHTY, TO €CThb JIEMEHTY, KOTOPbIil HECET OCHOBHYIO MEXaHUYECKYIO HAarpy3kKy. Bo3aMOKHO YeThipe
TaKUX THUIIA:

® DJIEKTPOINT-TIOAE PKUBAIOIINE;



o AHOI-TTONIEPKUBAIOIINE;
e Karon-momgep:kuBaroIue;
e DJIeMEeHTHI C BHENIHEH I0/1IepKKOIA.

HawnGosbiiiee pacrmpocTpaneHre MOJIYYNJIN SJEMEHTHI JIEKTPOJIUT-TOAEePKUBAIONIEH KOHCTPYK-
mun. OHEU SBASIOTCS CAMBIMH IIPOCTBIMH C TOYKH 3PEHHS TEeXHOJOIHH u3roroBieHus. [Ipo mumx
JAaJbIle U MOUIET pedb.

1.2 MexaHu3M OKHCJIEHUS BOJOPOJa HA KOMIO3UTHOM aHO/Ie
TOTD

Paccmorpum 6ostee mogpo6HO peakium, IPOTeKAIOHe Ha TOILTUBHOM 31eKTpose (anome) TOTD.
Anon peacrapisier coboit TpexdasHyo CHCTEMY, COCTOSIILYI0 U3 TBEPAOrO 3JIEKTPOJINTA, ra3000-
pas3noit (hasbl BOIOPOIA, W TBEPAOrO SIEKTPOHHOTO MPOBOIHUKA. | BEp/bIil 3JIEKTPOIUT obecte-
YHUBAaET IMMOTOK MOHOB KHCJIOPOJA, ra3oBas (a3a obecnednBaeT MOTOK TOILIUBA U OTBOJ MIPOIYKTOB
peaknuu (Hapbl BOJBI), & SJEKTPOHHBINA TPOBOJHUK OTBOJUT JEKTPOHBI. TAKUM 06pa30M, peakIiust
IpPOTEKAeT TOJHKO B T€X MeCTaX, IJIe eCTh BCe TPHU HEeOOXOJIUMBIX KOMIIOHEHTA. Takue MecTa mo.y-
ann HazBauue Tpéxdasnoil rpanuiel (TOT). cnonb3oBanne KOMIO3UTHOTO aHOAA OObSICHSIETCST
CTPeMJIEHUEeM YBEeJIHIUTh TPEX(A3HYIO0 IPAHMUILY.

CrpeMieHne yBeIUIUTh TPEX(a3HYI0 IPAHUILY TPUBOIUT K MOPUCTOI CTPYKTYpe KOMIIO3UTHOTO
anoma. CxeMaTHIeCKN Takas CTPYKTypa IMOoKa3aHa Ha pucyHke 1.3.

Bompoc o ToM, KaK ©UMEHHO NMPOTEKAeT PeaKIUs OKHCJIeHHS BOIOPOIa Ha Tpeéxda3Hoil rpaHuIle
JIO CHX TTOP OCTAETCsT OTKPBHITBIM. CYIIEeCTBYET TPU OCHOBHBIX OMUCAHUSI IIYTH TPOTEKAHWS PEaAKITNN
Ha Tpéxdasnoit rpanune [6]. Paccmorpum moapobHee KazKaplii 13 HUX.

ITepexon atromoB Bomopona uepes T®I' (Hydrogen spillover)

B 3TOM MexaHU3Me TPe/IoIaraeTcs, 9To HUKEIb aIcopOupyerT aToMbl BOJIOPOJIa, KOTOPHIE JIBH-
JKyTCs depe3 TpéxdasHyio IPAHUIY IO HAIPABICHHIO K CTAOHIH3HPOBAHHOMY OKCHILY MHPKOHHST
(3KTPOJUTHOMY MaTepHasy) i OJHOBPEMEHHO ¢ STUM 3JeKTPOHbI, OTIEJUBIINCCS OT ATOMOB BO-
JI0pOJIa, TlepeMelaloTcest B cropony Hukess (puc. 1.4a). Ha moBepxHOCTH OKCH/Ia UPKOHUS ATOMBI
Bozioposa coeanusiiores ¢ monavm O?~ m OH™.

ITepexon aromoB kucaopona uepe3s TPI' (Oxygen spillover)

JI1st 3TOTO TIyTH NMPOTEKaHUsI PEAKINU CIUNTAETCH, UTO aJICOPOMPOBAHHBIE IJEKTPOJTUTOM HOHBI
kucaopona O?~ aBmKyTeda depes Tpéxdasznyio TpaHHI 110 HaIpPaBICHHIO MOBEPXHOCTH HUKeJd
(puc. 1.4b). /IBa 3/1eKTpoHA MOHA KHCJIOPOIA MOTYT OBITH MepeMemeHbl 0, B MPOIEcce U TOCTe
nepexojia MOHa KUCJIOPo/ia depe3 TPEXas3Hyo IPaHHUILy.

Bueapenune aromoB Bogopona (Hydrogen interstitial)

Oba mpegpIIyIIX MeXaHu3Ma IIPe/INoIaraloT MPsIMOil KOHTAKT JIBYX MOBEPXHOCTEl: 3JIEKTPOJI-
HOI ¥ 9JIeKTPOINTHON. Ec/n mpsiMoro KoHTakTa HET, TO TPOTEKaHWEe PeaKIni BCE PABHO BO3ZMOXKHO
3a CYET MeXaHU3Ma BHeEJIPeHHs aTOMOB BOJOPOJA B HUKeTb. B 3TOM MexaHH3Me aTOMBI BOJIOPOJIA,



pPacTBOPEHHDbIE B HUKEJIE, OTJAI0T CBOIl 3JIEKTPOH HUKEJIO, U yKe TMPOTOHBI IepecekaroT JiByxdas-

uyto rpauuiy Ni-YSZ u coenmusitorest ¢ moHamu Kucaoposa (puc. 1.4c).
(a) Hydrogen spillover
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Puc. 1.3: Cxema npoTeKkanus peakiiui Ha KOM- peakumn nepeHoca 3apsiga

MO3UTHOM aHOJIEe
Puc. 1.4: Tpu ocHOBHBIX MeXaHU3Ma TPOTEKA-

HUA peakKlun

Bce Tpu MexaHu3Ma XHMHYECKH BO3MOKHBI, M HET BO3MOYXKHOCTH ONPEJETUTH BKJAJ KazKI0-
ro MexaHu3Ma B nporekanne peakiun. CymIeCTBYIOT TakyKe W JAPYTHe, He OCHOBHBIE MEXaHU3MbI
npoTeKaHust peakiuu, 0630p KoTopbix Bbimoaned S.B. Adler u W.G. Bessler|7].

1.3 ChoekTpockonusa KOMOMHAIIMOHHOTO pacCcesdsHns cBeTa KakK
Mmetoa n3ydenus TOTD

KoMOuHaIMOHHOE paccestHie CBeTa, — HEYNPYToe PAcCessHue ONTHYECKOT0 M3JIyUEeHUsT Ha MOJIe-
KyJaX BeIecTBa, COMPOBOXKIAIOIIECECS 3aMETHBIMH M3MEHeHHeM CIIEKTpa H3aydenus. B crekrpe
HOSABJISIOTCS JIMHAN, KOTOPBIX HET B CHEKTPe MePBUYHOrO BO3OYKIAeHHd. KOMOMHAIIMOHHOE pacce-
siHUe cBeTa B 3apy0eKHOM Jureparype HasbiBaercs afiexm Pamana (Raman effect).

CHeKTpOCKOHHH KOM6HH&HI/IOHHOFO paccedHud CBeTa UCIIOJIb3YETCA B PA3JIMYHBIX O6ﬂaCTHX Ha-
YK U TeXHUKU B KadeCTBe 3(1)(1)6KTI/IBHOFO MeETOJa XUMHUYECKOTIo aHaJIu3da, U3y4YeHHusdA COCTaBa U
CTPOEHHS BEIECTB.

Ousnyeckoil IPUUNHONR BO3SHUKHOBEHHS KOMOMHAIIMOHHOIO PACCESHUs CBETA B TBEPABIX TeIax
SABJIIETC B3auMOIeicTBIe (DOTOHOB CBETA ¢ ONTUYECKUMU (DOHOHAMH KPUCTALINICCKON PEIIeTKH.
BBuny yaukaabHOCTH crieKTpa (POHOHOB Y Pa3HBIX BEIIECTB, CHEKTPHI CBETA, MOCJIe PACCETHUST TaK-
JKe YHUKAJBHBI. DTO CBOIICTBO MO3BOJISIET WAEHTU(DUIUPOBATH BelecTa. B3anmoeiicteie hoTona



C KPUCTALINIECKOIl PEITeTKON MOYKeT MPOUCXOINTH C MOTJIOMEHNEM W POXKIeHneM (hOHOHA, TTOITO-
MY, B CIIEKTDE PACCesHHsI CYIIECTBYIOT JBe KOMITOHEHTBI: CTOKCOBA (KPHCTAJLIMYECKAs PereTKa
HepexoIuT Ha KoJedaTebHbIH HOypoBeHb ¢ 0oJiee BBICOKOI SHEprueil; SHeprud mnepen3ayIeHHo-
ro (hoTOHA MeHbIIe HAYATBHON) U AHTHCTOKCOBA (pelleTKa MepexouT Ha IMOLYPOBEeHb ¢ SHeprueil
HUZKe HaJYasIbHOI; sHeprust (hbOTOHA yBeIMInBaeTcs ). VIHTEHCHBHOCTH KazKJ0#i KOMIOHEHTHI MPO-
MOPIUOHAJIBHBI 3aCEJTEHHOCTH COOTBETCTBYIOIMNX KOJe0aTeTbHbIX moaypoBHeil. [Ipu kKoMHATHOM
TeMIepaType WHTEHCHBHOCTH CTOKCOBOI KOMITOHEHTHI Ha HECKOJIBKO MOPSIIKOB BHIIIIE.

OCHOBHBIMH MeTOJAMU, HCIOJIb3yeMbIMU i u3ydenus TOTD gaBagroTcs nMiegaHcHasT CIeK-
TPOCKOIIAS U UCC/IeI0BAHIE BOJIbT-aMIepHbiX XxapakTepuctnk (BAX). Mccnenosanue BAX ncnosib-
3yeTcst JITst W3y9YeHus: MOJTHOTO BHyTpenHnero comnporusienust TOTD B nmporecce paboTsl, HO He 1a-
ér uadopmarmn o nporeccax, nporekapimux B TOTD. NMmnegancHas CeKTPOCKOIHST MTO3BOISIET
aHAJIN3UPOBATH Mporecchl, mporekamue B TOTD, ogHako, riiyboKuil aHAIN3 ¢ MOMOIIBIO WMIIE-
JIAHCHO# CIIEKTPOCKOIINK TpeOyeT IpUMeHeHHsT HeOIHO3ZHAMHBIX MOJeeil U JOTMOTHUTETbHBIX TPe/I-
moJIoKeHuit. MeTooM, KOTOPBIi 03BOIsAeT HAOII0IATh 3a IIPOTEKAINIUME PEAKIIUSIMU B IIPOIecce
paboThl Oe3 mpgaMoro BMemareabcTBa B paboTy TOTD MoxkeT cTaTh CIEKTPOCKONNSA KOMOUHAIIH-
OHHOTO PACCEeSTHUST CBETA.

CriekTpocKonusi KOMOMHAIMOHHOTO PACCEsTHUST CBETa, ObLIa MCHOJIB30BAHA JIJIT WCCIEIOBAHUS
TOTS B HekoTOpBIX paborax. Hampumep, Obl1a mcciemoBana aacopobing KACIOPoaa Ha IMIATHHO-
BOM 3JIEKTPO/Ie Tipu TeMiepatypax j1o 500°C, mporiece, KOTOPbIii POUCXOIUT Ha KAToje sieMeHTal8).
WccnenoBanns Tak:ke OBLIH IIPOBEJIEHBI U /s AHOJAA: ObLTa MCCIe0BaHa KHHETHKA OKUCIEHUS U
BOCCTAHOBJIEHWsT HUKeJIsI[9).

OCHOBHOI C/TOKHOCTBIO PUMEHEHHUsI CIIEKTPOCKOINH KOMOMHAIIMOHHOTO PACCESTHUST CBETA, SIBJISI-
eTcst MaJiast TyOnHA MPOHUKHOBEHUS CBETA, MTOTOMY BO BCEX MPEIbIIYIUX padboTax ObLIN W3y YeHbI
HIPOIIECCHI, MMPOTEKAIOIINEe TOJBKO HA IMMOBEPXHOCTU 31eKTPoa0B. OIHAKO, OCHOBHON MHTEpPeC IIpeI-
CTaBJISIOT TPOIECCHI, MPOTEKAIOINe Ha TPaHUIEe SJEKTPOA-3JIeKTPouT. B manHoit pabore mpe-
CTaBJICH METOJ], O3BOJIAIOIINNA N3y4aTh HPOLECCHl B JIAHHONH TOYKe.

Jlpyrast CJI0KHOCTH TTPUMEHEHHsT CIEeKTPOCKONYE KOMOWHAIMOHHOTO PACCesTHUST CBETA — YCJIO-
Bust paborel TOTD, a mmenno, pabouas temmeparypa 600 — 900°C. Ilpm Takux Temmeparypax
HHTEHCUBHOCTb H3JIyYeHHs aOCOJIOTHO YepHOr0 Teja CTAHOBUTCS BBINIE, UeM HCCIeyeMblil CHUT-
HAJI, ¥ HEOOXOIUMO IPUHUMATH CIEIUATbHBIE Mepbl, JJId YIETa JTaHHOTO SBJICHUS.

1.4 IlocraHOBKa 3aJa4n

JIn1g m3ydeHns MPOIECCOB Ha T'PAHHIE JIEKTPOI-3JEKTPOIUT HEOOXOIMMO HCIOJIb30BaTh IPO-
3pavHblil JIEKTPOTUT. B ganHO# paboTe mocTaBaeHBI CIeIYIONIHe 33, aUn:

1. Co3garh yCTAHOBKY st iN-Situ WCCJIeIOBaHUS KOMIO3SHIMOHHBIX aHoaoB TOTD Heckonh-
KAMHU MeTOJaMi OJTHOBPEMEHHO, BKJ/IOYas KOMOMHAIIMOHHOE pAaCCesiHie CBeTa, MMITeTaHCHY O
criekTpockonuio, anaan3 BAX;

2. Orpaborarh METOIMKY U3roTOBIeHUsT 00pas3oB TOTD aas nccaegoBaHusT ¢ TOMOIIBIO CIIEK-
TPOCKONMH KOMOMHAIIMOHHOTO PACCEsSTHUs CBETA;

3. Orpaborarh METONWKY MPOBEIEHNS IKCIEPUMEHTA Ha YCTAHOBKE, MPOBECTU M3yU€HUE KIHEe-
THKHN peakiyn BoccTaHoBiennst okcuaa Hukeast (NiO) B KOMIIO3HIIMOHHOM aHOJE.



I'1aBa 2

MeTtoanku m odopa31bl

2.1 Ucxoanble MaTepuaJibl 1 KOMIIOHEHTHI

Monokpucrajia 10Sc1YSZ

Momnokpucrant u3 10Sc1YSZ (oxenn nupkonusi(IV) ZrO, crabumusupoBaHHbBIi 100aBIEHEEM
10% moan. okcuga ckamausa(III) ScoO3 u 1% mon. okcuga urrpus(IIl) YoO3) 6bin Boipaiien B VH-
cruryre O6mmeit Pusnkn (MIOP PAH) npu momommum Meroa WHIYKIMOHHOTO (BBICOKOYACTOTHOIO)
IJIABJIeHNsT B XOJI0HOM KoHTefiHepe. [TonpobGHee o MeTozie yKazano B coorBercTByolieii crarbe|10].

ITopomrok okcuy Hukesisi(IT)

Bour ucnoss3osan mopomok Nickel (IT) Oxide 99.99% npoussoxcrsa xommannun Sigma-Aldrich.
[TrorrocTh MaTepuana 6,67 kr/m.

Ilopomiok 10Sc1CeSZ

Bbein ucnonwszosan mopomtok 10Scl1CeSZ mpoussoactBa kKommanun DKKK. Coctap mopomika:
ZrOy — 87,51%, Sca0Oy — 11,14%, CeOy — 1,35%. Cpemumii pasmep 3epua nopomka 0,58 MKM;
ILJI0IA/1b TTOBEPXHOCTH OJHOTO TpaMMa nopormka 10,5 M.

Opraanydeckoe cBa3yioinee Heraeus

OCHOBHBIM KOMITOHEHTOM HACTHI JIJIsI HAHECEHUST 3JIEKTPOIOB SABJISIETCS CIIEHAJIbHOEe OpraHude-
ckoe ceasyioniee Heraeus V-006A mas tpadapernoit meuarn. meer Baskocth 25 — 45 Tla - ¢ npu
KOMHATHOW TeMmIeparype.

2.2 Ucnoab3yemble METOJIUKN

Tpadapernas nmeuyarnb

s maneceHust 3J€KTPOJHON MACTHI UCHOJIb3yeTcss MeTo, TpadaperHoit nedaru. Hax nosepx-
HOCTBIO, Ky/la IJIAHUPYeTCsl HAHEeCTH CJI0i MacThl, pa3MelaeTcsl CeTKa Ha PACCTOSHUU IOPSJIKa



HECKOJIBKUX MM. [lo ceTke ¢ mMOMOIIBIO TIHATEsT Pa3Ma3blBA€TCsl PABHOMEDHBIM CJIOEM IacTa. 3a-
TEeM C IIOMOIIIHIO paKeJisl CeTKa MPOJ/JIAaBIUBAETCS 0 YPOBHs 00pa3iia U OJHOBPEMEHHO MacTa MPOIaB-
JITBAETCS depe3 CeTKY, IMPU ITOM, TOJIIHHA Pe3yIbTHPYIONIEr0 CJI0d KOHTPOJIUPYETCS C MTOMOTIHIO
TOJIIIAHBI HUTEH, KOJUYIECTBOM U ILJIOTHOCTHIO IieTeHus. CxeMa HaHECEHUs MACTBI C ITOMOIIBIO

TpadaperHoit mevaTu mokazaHa Ha puc. 2.1.

HanpasneHue
OBUXeEHUS

OTBepcTne

MacTa
B TpadhapeTe

3asop

5o50 2 00 0 BB

OnekTponuTt Macra

Puc. 2.1: Tpadapernas nedarn

Tpadapernag nmedarsh OblTa BBIIOJHEHA HA ITOTYaBTOMATHYECKOM CTaHKe I TpadapeTHoi
nedarn «Ekra MAT S45». JI1s Hanecenust 37 IeKTPOIHBIX CJIOEB HA 00PA3I[hl MOHOK PUCTAITHIECKIX
MeMOpaH ObLJI M3TOTOBJIEH aJIIOMUHUEBBII JiepyKaTe/ib JIjisi 00Pa3loB C MOMOIIHIO TPABUPOBAILHO-
dpesepnoro cranka Poyrep 3020. [lepkarenbHo 1moka3aH Ha puc. 2.2.

Puc. 2.2: ®oro moacTaBKu A1t 00pa3oB JuaMeTpoM 21 M.

CkaHupyomas 3jieKTpoHHass Mukpockorms (SEM)

MuxkpocTpyKTypa MeMOpaH TBEPJOTO TEKTPOJIUTA M ITEKTPOIHBIX CJIOEB HCCIETOBATUCH C MO-
MOIIBIO CKAHUPYIOIMIETO 3IEKTPOHHOTO0 MuKpocKona (COM) ¢ MOIeBBIM SMUTHPYOMIAM KaTOIOM
LEO Supra 50VP npu pasjndnbIXx 3HAYEHUSIX YCKOPSIONEro Hampsizkenus. [Ipubop obopymoBan
cucremoit mukpoanan3a INCA Enery+ mjs ucciiegoBanmii MeTOI0M SHEPrOAUCIIEPCUOHHON PEHT-

FeHOBCKOI CIEKTPOCKOIINN.



2.3 MWM3sroromjenmne obpa3moB Jid CHEKTPOCKONNN KOMOWHA-
IIIOHHOIO paccesdHIs CBETa

Ocnoruoe oranune 06pasno TOTD g crnekTpockonnu KOMOWHAIMOHHOTO PACCEsTHUST CBETA,
0T OOBIYHBIX 00PA3IOB — MCHOJb30BAHUE TPO3PAYHOTO FJIEKTPOJIUTA, 8 UMEHHO — MOHOKPHCTAJI-
ga 10Sc1YSZ. Jlns n3ydennss peakmuu BOCCTAHOBIeHUsT OKcuAa HuKeass NiQ ObLIM M3rOTOBJIEHBI
MOJIE/IBHBIE 3JIEMEHTBI, COCTOAIINE TOJBKO W3 MOHOKDPHUCTALINIECKOTO 3JEKTPOIUTA U (DYHKIHO-
HAJBHOrO aHoma (puc. 2.3).

N\

Puc. 2.3: O6pa3sern 1151 CIeKTPOCKOTNH KOMOWHAIIMOHHOTO PACCesTHUsT CBETA.

JncKk MOHOKpHUCTAJLIIA

Jluck monokpucranana auamerpoMm 21 MM u tommuaoir 500 MKM ObL1 m3roToBien B OCOM
NDTT u3z monokpucramia 10Sc1YSZ. Tam ke TUCK OBLT OTIIOJUPOBAH ¢ 000UX CTOPOH (puc. 2.4).

Puc. 2.4: /Iucku monokpucramia 10Sc1YSZ

3roroBiieHre MMOpPOMIKA

[Topommok st macThl PYHKIMOHAILHOTO aHOMAA MPEACTaBIsIeT cODOIl CMEeCh MOPOIIKA OKCHIA
rukestsi(IT) NiO u mopormok marepuasa snekrpoaura 10Sc1CeSZ (oxena muprorusi(IV) ZrOg cra-
ownmmsnpoBanubiii qobasaeruem 10% mour. okcnna ckanausi (I11) ScoO3 u 1% mout. okena nepust (IV)
CeOy). Topomok oKcuIa HUKEJIsl OBLT MpeIBapuTebHO 0TOXKKeH Ha Temmeparype 650°C. Coor-
HomIeHue mopomka okcnia Hukess u 10Sc1CeSZ pasuo 40/60 1o macce.

'HJIH IMOATOTOBKH KOMIIO3UTAa U PABHOMEPHOT'O IepeMENInBaHuA CMECh IepeMaJibIBaeTCd B ITJIaHEe-
TapHO MebHuIe. B ganry mianerapHoil MeJTLHUIBI 3arPYyZKaeTCsl CMECh, TIePeMaJIbIBAIOIINE TTaph



W 3aJMBAETCs CMeCchio Toayosa, oyranosia u DiethylAdipate 1o ckpeirust mapos. Ilocie nepema-
JIbIBaHUA KaK MHHHUMYM Ha IIPOTAKEHUN 1 YacCa, CMEChb OPraHUKHW BbIIIapUBaACTCA B CYHIUJIBHOM
mkady Ha Temneparype 130°C. Ilocie 5Toro BeICOXIINN MOPOIIOK OCTAETCA Ha IepeMaJIbIBAIOIIIX
mapax. g oTaenennsa mopoIiKa OT MapoB MOMeNTaeM UX B MHKCep Ha HeCKOJTbKO ceKyH. [loce
9TOrO Iapbl MO2KHO JOCTATh, U NOJYYUTH MOPOMIOK JAJId U3TOTOBJICHHUA ITACTBHI beHKHI/IOHaJIbHOFO
aHo/1A.

NM3roroBiienue macThl

J119 M3roTOBIeHNS MACTHI MOPOIIOK CMEIINBAETCS ¢ OpraHnndeckuM cBa3yomuM Heraeus VOOGA
B IOJITUTIPOTIHIEHOBOM Or0Kce. CooTHOIIEHHe MOpoIiKa u ¢Bsa3yomero 1:0,5 mo macce. [TpousBoanrcs
nepBoHAYAIbHOE TepeMeluBaHue ¢ MOMOIIBIO TINaTe s, a B JAJbHEHIeM ¢ TOMOIIbIO TIaHeTap-
Horo nentrpobekuoro mukcepa « THINKY MIXER». [lepemeruBanue mpou3BOIUTCS 0 TeX TIOP,
OKa TacTa He CTaHeT OJTHOPOTHOM.

Hanecenue nmacrbl U crieKaHUe

Hamnecenne macTbl KOMIIO3UTHOTO aHO/A IPOM3BOAMIOCH Ha CTaHKe s TpadapeTHOil medarn
«Ekra MAT S45». Ilepen HanecemHmeMm macra Oblia BHOBbL HepeMeIleHa, a TaK »Ke ObLIT yIaaéH
BO3JIyX U3 IMACTHI ¢ MOMOIIBI0 yHKINN Mukcepa Defoaming. [ToBepxHOCTDH auCKa MOHOKPHUCTAJLIA
onl1a obeszkupena. lcrnosb3oBasiach ceTka #32, TO eCTh YHMCIO HUTEH Ha CAHTUMETD pPaBHSIETCS
32.

[Tocste HAHECEHWST CJI0ST MACTHI HA, JIUCK MOHOKPHUCTAJIIa 00pa3el] CTaBUTCs B 1medb « TepmMokepa-
MHKa», B KOTOPOil MPOUCXOIUT CIIeKaHue aHoga B arMocdepe Bo3ayxa. CrnekaHne MPOUCXOINIO0 Ha
temnepatype 1250°C Ha NpOTIKEeHUH 3 IaCOB.
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I'taBa 3

YcraHoBKa AJ14 in-situ McCcJIeJOBAHUA
OKHNCJUTEJIbHO-BOCCTAHOBUTEJIbHBIX
peaknuii B TOTS ¢ nmomoIbio
CIIEKTPOCKOIINN KOMOMHAITMOHHOT'O
paccessHusI CBETa

3.1 Omnucanme yCTaHOBKM 1 €€ CTPYKTypa

Brlia cobpana ycTaHOBKA T in-Sity UCCIIEIOBAHNS OKUCTHTETHHO-BOCCTAHOBUTEILHBIX PEaK-
muit B8 TOTY ¢ momonpbi0 KOMOMHAIIMOHHOTO PACCesSTHUST CBETA, WMIIEIAHCHON CIEeKTPOCKOINH, W
n3ydennst BAX. Cxema ycranoBku mokasaHa Ha puc. 3.1. Bcro ycraHoBKY MOXKHO pas3iennTh Ha
HECKOJIbKO CTPYKTYPHBIX 3JI€MEHTOB: ONTUYECKAs CHCTeMa; Medb U JepzKaTeab 0bpa3ia; CUCTeMa
HOJIAYN Ta30B; YACTh TETPOXUMUIECKAX UIMEPEHMUIl.

3.2 Onrmueckad cucremMa

YcranoBka coOpaHa B 3aTeMHEHHONW KOMHATe Ha MeTasandeckoMm crtoje. Och Mmednm COBMAIAeT
C OChIO OCHOBHO#l ONTHYECKOW CKaMbH, KOTOpad KECTKO MpHUKpeIlsieHa K cToay. Ha onTmaeckoit
CKaMbe YCTAHABIMBAIOTCS: 3ePKAJIO JJIsI TepeHanpaB/IeHnd Jyda Ja3epa Ha oOpasell, YeThipe COOu-
pAIOIINX JIMH3BI, IIe/Ib, MOJIBUKHOE 3ePKaJjI0, KpaeBoil (hUIBTP, 1 MOHOXPOMATOP C 3aKPEILIEHHON
kamepoit. Ha mepBoii Jo1mo/iHuTe IbHOM ONITHYECKON CKaMbe PACIIOIOXKEHBI J1a3ep, MoJIAPu3aTop, 3a-
TBOP U (bOKycupyiomas JuH3a. Ha BTopoil TOMOTHATETBHOM ONTHIECKON CKaMbe HAXOIUTCI MHK-
POCKOII € 3aKPEeIIEHHON Ha HEM KaMepoii.

Ucnonp3yerca tazep momtHocThio 30 MBT ¢ amumnOil BosHBI A = 532 mm. M3mydenue Jtaze-
pa BBICOKO TOJISIPH30BAHO, TTOITOMY TOJIIPU3ATOP MO3BOJISET TMePeKpPhIBATH JIYY Ja3epa BO Bpe-
MsI HACTPOWKHU CHCTEMBbI JIMH3. 3aTBOP MEXaHWYECKH IMEPEKPHIBAET JIyd Ja3epa W yIPaBJISETCs
KOHTpOJLIEpOM Kamephbl. Pexkxum paboThl 3arBOpa OyaeT moapobHee onmcaH B CJeAYIOIIEH riase.
Qokycupyromasa JUH3a HACTPAUBAETCI TaK, 9TO (POKYC JIEKUAT B IIOCKOCTH 00pa3ia. 3epKaJio Ie-
peHanpaBIeHus Jy4da paclo/ioKeHO Ha TMOJABUKKAX U MO3BOJISIET YIIPABIATDH MOJOXKEHUEeM JTyda Ha
obpa3siie. Bce derhipe OCHOBHBIE JIMH3BI PACIOIOKEHBI HA MOJABUYKKAX, KOTOPHIE MMO3BOJISIOT Tepe-
MEIATh JIMH3BI BJIOJb TPEX B3AMMHO MEPIEeHIUKY/ISPHBIX Hallpapjienuii. /[Be JuH3bI ¢ (DOKYCHBIM
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Puc. 3.1: Cxema ycraHOBKE (BHJ, CBEpXY)

paccrogaueM f = 95 MM pacmo/IoXKeHbl TaK, ITO ILIOCKOCTH 0Opa3Ia ! MeTd ONTUICCKH COMpPSIzKe-
ubl. [1lenb crocobHaA BBIpe3aTh MPAMOYTOJIBHYIO 001aCTh MPOU3BOIBHOTO pa3Mepa, 9TO MO3BOJISIET
HAIPaBJISTh CBETOBOI MOTOK K MOHOXPOMATOPY TOJILKO M3 MHTepecyroleii obsactu obpasma. /Ise
JINH3BI MEZKJIy eI U MOHOXPOMATOPOM PACIOJIOKEHBI TaK, YTO IMJIOCKOCTH IMEJN U BXOIHOTO
OTBEPCTHUsI MOHOXPOMATOPA, ONTHIECKH cOnpsizkeHbl. KpaeBoit (huabTp mpomyckaer CBeT ¢ JJINHHOM
BOJIHBI OOJIBbINIEHl YeM JJIMHA BOJIHBI Jla3epa, U He MPOIMYCKaeT CBeT C JJIUHHON BOJIHBI J1azepa U
MEHbIIIe.

Monoxpomarop mogenn MJIP-12 (JTOMO) nmeer Ha BXojie BEPTHKAJIBHYIO ([EPIIEH/ UK YISIPHY O
mockocTn puc. 3.1) mean peryaupyemoii mupuasl. /lucnepcust cBeta B MOHOXPOMATOPE OCYIIECTB-
JIsieTcs 3a CYET oTpazkare/1bHoi qudpakimonnoit pererku. Kamepa Princeton Instruments 3akper-
JIeHa Ha BBIXOJe MOHOXpoMaTopa u mMmeeT KBajaparHyio [13C-marpumy paspemenuem 512 X 512
nukceseit. CTopoHa KBajJpaTa paclooyKeHa BIOJb BXOIHOM IIe T MOHOXpoMaTopa. MoHoxpoma-
TOp YCTPOEH TaK, YTO OJHOI JITMHE BOJHBI COOTBETCTBYET OJIMH CTOJIOEI] MATPHUIILI KaMephbl. Takum
obpa3oM, JlaHHasl ONTHYECKasT CUCTeMa TO3BOJsIeT MOoJIydaTh ciekTp u3 512 Touek. Kamepa uepes
KOHTPOJIJIEP TMOIK/II0YAETCS K KOMITBIOTEPY, TeM Ke KOHTPOJLJIEPOM yIIPABISETCsT 3aTBOP.

[TogBuzKHOE 3€pKaJIi0 UCIOJIb3YETCS I TOrO, YTOOBI IMepeHalpaBIsaTh N300parKeHue IeJHn C
MOHOXPOMATOpa Ha MHUKPOCKOI. TakuM oOpa3oM, ¢ MOMOIILI0 KaMepbl MHKPOCKOIA MOXKHO Ha
9KpaHe KOMIbIOTEpa HaDII0IATL M300pakeHue mean u obpasmna. Tak Ke MHKPOCKOI ¢ KaMepoit
UCIOJIB3YIOTCS JIJIE TOT0, 9TOOBI ITPOBEPSATH COBIaJieHue 001aCT HADJIIO/IEHNUsS Ha, 00pa3ie u Jyda
nasepa. B MoMeHT u3mepennii moIBUKHOE 3€PKAJIO0 OTOBUTAETCS W HE MPEMSITCTBYET MPOX0K IEHITO
CBETa OT IEJIN K MOHOXPOMATOPY.

3.3 Ileun m nepkatTeapb oOpa3Ia

[Teur mo3BOJIsIET HArpeBaTh OOpa3ell U MOAAeP:KUBAThH 3aJaHHYI0 TemuepaTypy. [lean ynpasisi-
ercsi ¢ OTJIEIBHOTO KOHTPOJLIepa (MPOM3BOACTBO TepMOKepaMuKa), KOTOPbIi MTO3BOJISET 3a,/1aBaTh
IporpaMMy B BHUJEe TeMIepaTypHOU 3aBUCHMOCTH OT BpeMeHH. BHYTpm medb mMeeT IUJIMHIPH-
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qeCKHil KaHaJ C JIBYMsI OTBEPCTHSME B TOPIAX Medd (B OCHOBAHHSIX IUJIMHIPHYECKOTO KAHAJA).
OHO OTBepCTHE PACIOJI0KEHO CO CTOPOHBI ONTHYECKON cucTeMbl. BTopoe oTBepcThe MO3BOJISIET
MOMEINATh B MeYb M JIOCTABATh M3 MEeYN JIeprKaTe b 00pasIa.

Harpyska
@
BXOO —— U 1 \'A:

BbIXO[ <——

AN P

\
Tepmonapbi candupopas Tpy6a aHa(?eKTpgﬁ;ch

Puc. 3.2: [/Iepxkareib obpasia

[epxarennb obpasia (puc. 3.2) npeacrapisier coboii candupopyio Tpydy (ammaa 500 — 700 Mm),
3aKPEIIEHHYIO Ha OTIEJHHOM MOJABUYKHOM OCHOBAHWH, KOTOPOE IMO3BOJISIET IMOJHOCTHIO BHIHUMATH
Jep:kaTenb obpasna u3 meun. OOpa3sel] IPUKJIEHBACTCI K calupoBOil TpyOe repMeTH3upyIOIuM
KJIeeM aHOIOM BHYTPb TPyObl. C Ipyroil CTOPOHBI TEPMETHIHO OCYIIECTBIEH OABOI U OTBOJI a30B,
BBOJI, ITATHHOBBIX MIPOBOIOB /T 9JEKTPOXUMUYECKUX H3MEPEHU U IIPOBOIOB TepMOIaphl. TepMo-
napa mpuzKuMaeTcsi K 00pasiLy, a €€ BhIBOIbI MOAK/IYEHbI K KOHTPOJLJIEPY Me4Yn, TAKUM 00pa3oM,
KOHTPOJIJIEP Peryaupyer TeMueparypy UMeHHO 00pasIa.

BamMernm, 9T0 /st pabOTHI TOILIMBHOTO dJI€MeHTa Ha aHOI HEOOXOAMMO MOAAaBATh TOILINBO, a Ha
KaTOJ — KHCIOPOMA. VIMEHHO IOSTOMY, peIleHO CIeTaTh aHOIHBINH O0OBEM MepMETHYHBIM, a KaTOJ
PACIIOIOKHUTH B aTMOC(depe BO3IyXa, B KOTOPOM COIEPXKUTCSA JTOCTATOYHO KHCIOPOIA.

3.4 Cucrema mogavm ra30B U 9aCTh JEKTPOXUMIYIECCKNX M3-
MepeHumn

Cucrema mogadd ra3oB MOJABOANT Ia3bl U3 Ta30BBIX OAJTOHOB M YHPABIAET HOTOKOM Ta30B, C
nomorbio KoHTposutepos (mass flow controller). Vmeercst BO3MOKHOCTE MOAABATH M YIPABJISTH
PacxoI0oM CJIEAYIOMNX Ta30B: BOJOPOI, a30T, yTapHBIl Ta3, CepOBOAOPO U METaH.

YHacTp 37eKTPOXIMIYECKIX H3MepeHil M03BogeT 33/1aBaTh I H3MePATh TOK I HAaIpPIKeHHe Ha
3JIEMeHTe, IPOBOJNTH U3MEpEeHHs BOJIbT-aMIIEPHBIX XapaKTePUCTHK, 3aBHCHMOCTb HMIIEJAHCA OT
JACTOTHI. DJIEMEHT IOAKTIOUeH K cXeMe H3MepeHUil 10 4eTBIPEXTOUedHoH cxeMe. /s n3mepennit
ucnosb3yercst norennuocrar/raassanocrar AUTOLAB.
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I'maBa 4

IIporpaMmHBbIii KOMILJIEKC AJIsI IIPOBEAEHUS
SKCIepUMEHTa U 00OpabOTKM JTAHHbIX

4.1 IlocranoBKa 3aaa4n

Crangaprrast mporpamva yipasienns Kamepoii (WinSpec) we obiramaer HeoOXxoauMbiM byHK-
[IIOHAJIOM JI7IsI M3MEePeHHUil CIIEKTPOB B IIPOIECCe OKUCIUTETbHO-BOCCTAHOBUTEILHBIX peaKInil Ha
anoge TOTS. Hanpumep, WinSpec e umeer ciaeayonux GyHKITHIL:

o CHsTHe MHOXKECTBA CIIEKTPOB MO/ B Te€IEHNE HEKOTOPOTO BPEMEHH, C YKa3aHNEeM BPEMEHH,
IPOLIEIIICrO ¢ HAYaJIa SKCICPUMEHTA;

e llmeer orpanmdyeHHBIE BO3MOXKHOCTH IO KOHTPOJIIO 3aTBOPA;

e llmeer 3akpbITHI (hopMaT JAHHBIX, YTO HE IMO3BOJISIET TTPOBOJAUTD YI0OHYIO U 3(PHEKTUBHYIO
00paboOTKy Pe3yJIbTaTOB IKCIIEPUMEHTA.

OsHako, HaJIUYHe Yy KOHTPOJLIEpA KaMepbl JOTMOJHUTEIbHBIX Oubaunorek|l1] st B3ammoseii-
CTBHUS C JPYTHUMHU “3bIKAMHU MPOIPAMMHUPOBAHUS IMO3BOJsIeT HamucaTh cBoé I1O mia ympasie-
Hus Kamepoit. [[ns mposegenus sxcnepuMenta Oblia nanucana Ha s3bika LabVIEW nporpaw-
ma «ShutterControl». [Ins HagaabHO# 00pabOTKM JAHHBIX, a TaK YKe [JIs BHIOOpA JAHHBIX JIJIsT
nocJeaymoleii 0opadboTku, OblTa Hamucada nporpamma «DataManipulations. Onucanne Kaxkmoi
IPOrPAMMBI IIPEICTABICHO B CIASAYIONINX pa3aeiax.

4.2 IlpoBenenme 3kcunepumenTa — «ShutterControl»

[Tporpamma «ShutterControly npennasuadena jiist mpoBeienust sxkcnepumenTa. VaTepdeiic mpo-
rpaMMBbl IOKa3aH Ha puc. 4.1.

OcHoBHas (YHKIESI TPOTPAMMBI  — YIPaBJeHHE 3aTBOPOM B IIPOIECCe M3MepeHUil. 3aTBOp
HCIIOJIb3YETCsI JIJIsl IePeKPBITHs Jyda ja3epa (puc. 3.1). [Ipu mepekpeiToM 3aTBOPE B TEUEHUH Bpe-
MeHU TopsiaKa 1 ¢ cHuMaercst (POHOBBIN CHEKTP, OTBEYAIONINI U3/IyIeHUI0 Y€PHOTO Teja. 3aTeM C
OTKPBITHIM 3aTBOPOM Ha MPOTSI’KEHUH TAKOTO Ke BpeMeHH (1 ¢) CHUMAETCS CHEeKTD ¢ CHIHAJOM.
[Ipu BBIYMTAHUU TEPBOTO CHEKTPA W3 BTOPOTO MOJIYYAETCS CIEKTP, COOTBETCTBYIOIINN CIIEKTPY
KOMOWHAIIMOHHOTO paccesuus. HeobXomuMocTh cHUMATh (DOHOBBIN CIEKTP Mepe] KayKIbIM CHATH-
€M OCHOBHOT'O CIIEKTPa 00bsacHAeTCd (DIYKTyarusaMu TeMueparypsl neun. /lake HeborbIme n3me-
HEHUsI TeMIepaTypbl (HECKOJbKO TPajyCOB) MPUBOAAT K 3aMETHOMY W3MEHEHWI0 WHTeHCHBHOCTH
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Puc. 4.1: Nnarepdeiic mporpammbr «ShutterControl»

n3IydeHnss abCoOIOTHO YePHOTO TeJIa, MOITOMY, IpUMEHEHHe OJHOrO (POHOBOIO CIEKTPa, CHATOrO
BHavaJse, Mepel IMPOIeCCOM U3MEPeHMii, He IIPHEeMIEMO.
Ocranpable pyHKIUA nporpammbl «ShutterControls:

e Hactpoiika mpogoKNTeTbHOCTH SKCIEPUMEHTA,

e CoxpaHeHue pe3y/IbTATOB KCIIEPUMEHTA, BK/II0Yasi BPeMs, MPOIIE/Inee ¢ HAYAIA IKCIEPU-
MeHTa U KOMMEHTapWH;

e OrobparkeHne BpeMeHH, MPOIIEJIITero ¢ Hada/ a KCIIePUMEHTa;

e Orobpazkenue Tekytero hboHa U TEKYIIEro CIeKTpa B PeKUMe PeaTbHOTO BPEMEeHH;

e [IpocMOTp MPOU3BOIBLHOTO CIIEKTPA;

e [IpocMOTp 3aBUCUMOCTH MHTEHCUBHOCTH OT BPEMEHHU JIJIsi TPOU3BOJIBHON JIIMHBI BOJIHBI;

e CymMmupoBaHue pe3yabTaTOB B OTOOpayKeHHe TEeKYIeil CyMMBbI.

4.3 (O6paborka nmosrygyeHHbIX gaHHBIX — « DataManipulation»

[Iporpamma «DataManipulations npejnasnadena s mocjeayiomnieii oOpadOTKN JTaHHBIX JKC-
nepumenta. urepdeiic mporpaMMbl moka3aH Ha puc. 4.2.
Oyukiun nporpammbl « DataManipulation»:

e 3arpyska ¢aitoB 1719 00pabOTKM;

Bribop amamazona JaHHBIX;
e [Ipsamoil TpOCMOTpP JAHHBIX B TAOJIUIIE;

e BO3MOXKHOCTD «CIVIazKUBAHUS» W YCPEJIHEHUs JaHHbIX 4.3;

[IpocMOTp TPOU3BOIBHOTO CIIEKTPA;
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Puc. 4.3: [leiictBue smoothing na rpadguk HHTEHCUBHOCTH TPOU3BOJIHLHOIO MUKCEIST OT BPEMEHU

e [IpocMOTp 3aBUCUMOCTH MHTEHCUBHOCTH OT BPEMEHHU JIJIsi TPOU3BOJIBHON JIIMHBI BOJIHBI;
e BrrunTtanne Mpou3BOJHHOTO CIIEKTPA W3 BCeX JTaHHBIX;

e Bo3moKHOCTH cOXpaHeHUsT ONpeIeIEHHBIX CIIEKTPa W 3aBUCUMOCTH WHTEHCUBHOCTH ITHKCEJIsI
OT BpEeMEeHH IS JajbHeiirreit o0paboTKN 1 BU3YATU3AINH;

e Bo3moxkHOCTH coxpaHeHWsT JaHHBIX B BHJe OJHOTO (bailya 1 jgajabHedieit narisanoit 3D-
pusyanu3anuun B Wolfram Mathematica.
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I'maBa 5

Pe3yiabrarbl 1 00cyKjieHue

5.1 MWM3roroBjeHHbIe 0OPA3ILI 1 N3MepPeHe MPOITyCKaHIs MO-
HOKPUCTAJLIIA

Ha puc. 5.1 moka3aHbl W3rOTOBJIEHHBIE MOJEAbHBIE 00PA3IbI, COCTOSIINE W3 MOHOKPUCTAJLINYE-
CKOTO 3JIEKTPOINTA U (PYHKIINOHATHHOTO aHO/A.

Jl1g TUCKOB M3 MOHOKPHCTAJLIA OBLIO IIPOBEIEHO M3MEPEHHUs MPOIYCKAHUS B JTHANA30HE JITHH
BostH 200 + 900 HM ¢ omorbio cnekTpodoromerpa «Specords (Carl Zeiss Jena). Kak Bugso u3

puc. 5.2, B OKpECTHOCTH JJINHBI BOJHBI JIazepa (532 HM), IPOMyCKaHue JOCTATOTHO JIJIsk HPOBEICHUST
SKCITEPUMEHTA.

T T H T H T T 1 T T
100 W
% 10S1YSZ single crystall membrane
x scanning step 0.16 nm -
qj' - B
(&)
60 J
=
") . .
s e source signal line
= 40 == transmittance spectrum [ |
zero line
20
Puc. 5.1: O6pasms! 11 us-
MEpEeHHNl ¢ pa3HbIX CTOPOH 0
H 1 ! 1 H | H 1 H | H 1 L
200 300 400 500 600 700 800 900

wavelength, nm

Puc. 5.2: Cuoekrp mnpomyckaHusg s JUCKAa MOHOKPHCTAJLIA
10Sc1YSZ

5.2 Cxema mpoBeaeHNS SKCIIePUMEHTA

DKCIEepUMEHT IPeaCTaBAsIeT coD0il HECKOJIBKO IMOCIeI0BATE/ILHBIX BOCCTAHOBICHUI OKCHIA HI-

kesist(IT) 710 HuKens, u o6paTHBIX oKucaeHuH. OJUH MUK BOCCTAHOBIEHUSI-OKUCTICHHSI TIPEICTAB-
JisieT coDOft cieyionine ornepaluu:
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1. ycranosjienue HEOOXOJMMOI TeMIIEPATYPHI;

2. momerenue o6pasma B armocdepy 50% (06bém.) Hy u 50% Ny, npoBesieHne BOCCTAHOBIEHHS
1 HaOJIIOJIEHUS 3a CHEKTPOM;

3. momerreHne obpasia B arMocdepy Bo3ayxa, Harpes 10 900°C u oxjazxKaeHue 10 CJeayrolei
HeOOXOMMOM TeMIepaTypbl (B 5TOT MOMEHT MPOUCXOIMIO 0OPATHOE OKUCJIEHHE).

Bcero 6110 MPOBEIEHO YCIENTHBIX MTUKJIOB BOCCTAHOBIECHUSI-OKUCTeHH. TeMImepaTypbl, Ipu KO-
TOPBIX OBLIH BBITIOJTHEHBI BOCCTAHOBIECHUS OKCHJIA HUKEJId MOKAa3aHbl B TabJ1. 5.1. Cxema u3MeHeHU S
TeMIlepaTypbl B XOJ/e dKCIepUMeHTa TTOKa3aHbl Ha PHUC. 9.3.

1 500°C L, 7¢
900 — —
2 500°C (mBropoii pa3) : : :—: :_: : | i_: :_:
3 400°C I
1] |

4 450°C 700 R RN

. Loy (-
5 550°C N R !
6 600°C 500 = -
7 500°C (rperuit pa3) LJ B
Tabauma 5.1: Temmepary- 3000 1 2 3 4 5 6 7 >

Pbl BOCCTAHOBJIEHHS
Puc. 5.3: ll3menenne TemMnepaTypsl B X0J1e SKCIEPUMEHTa,

Brito mpoBeseno tpu BocctanoBeHus npu temmeparype 500°C gyt Toro, 9TOOBI MPOC/IEINTh
BJIMSIHAE HOMEPA BOCCTAHOBJIEHUS Ha €ro cKopocTh. [losydeno, 4To HaumHasi co BTOPOro BOCCTa-
HOBJIEHHS HOMED He BJIHIET Ha CKOPOCTb, UYTO Hojee MoJpOoOHO 0OCYKIATCS B COOTBETCTBYIOIIEM
pazzene (5.4).

OcCHOBHOI pe3yIbTAT, MOJTYUYEHHBIN B X0OJ€ SKCIEPUMEHTa — 3aBUCUMOCTH BPEMEHH BOCCTAHOB-
JIeHWsI OT TeMIeparypbl (pasmen 5.5).

5.3 TunmuyHOoe BOCCTAHOBJICHHE

[Ipu BoccTaHOBIEHUM HEHPEPBIBHO CHUMAETCS CIIEKTP KOMOMHAIIMOHHOI'O PACCEedHHUS CBETa, Ta-
KM 06pa30M, MO2KHO TTOJIYYUTh 3aBUCUMOCTDH MHTEHCUBHOCTHU CIIEKTPa IJId HeKOTOpOfI JJINHBI BOJI-
HbI OT Bpemenn. Ha puc. 5.4 mpuBeieHbl CIEKTPHI 10 W OCIe BOCCTAHOBJIEHNUS (110 TOPU30HTAIBHOI
OCH CJIBUT YKa3aH OT JTMHBI BOJIHBL Ja3epa). Tak Ke MpHUBEJEHA PA3HUIA ITUX CIEKTPOB, U3 Heé
BIJIHO, UTO OCHOBHBIE M3MeHEHHUS IIPOUCXOIAT B obmacTu co capuroM MensmmM 1300 cm™!. M3me-
HEHHS CIIEKTPa KOMOMHAIIMOHHOTO PACCEeSHHUS CBETa O0bICHIETCI CHUXKEHHEeM COIEPKAHUI OKCHIA
HUKEJIS B UCCIeLyeMOi 00J1acTH.

Ha PpUCyYyHKe 55 IMOKa3aHbl 3aBUCUMOCTU MHTEHCUBHOCTH OT BpeMEHU [OJid ABYX AJIMH BOJIH, I1O-
cJe JTUHEeHHBIX Mpeobpa3oBaHuil Mo BepTuKaabHOi ocu. Ha pucynke 5.4 BepTHKAJIbHBIME JTHHUSIMI
OTMeYeHbI JJIMHBI BOJIH, JJI KOTOPBIX MOCTPOeH I'papuK MHTEHCUBHOCTH. TaK KaK KOOPIHMHATHI
TOYEK MO TOPU3OHTAJN He MEHSUIUCHh (TO eCTh BPeMEeHa OJMHAKOBBI), TO MOYKHO CJIEJATh BBIBOJI,
qTO ollpeaejdTh BpeMdA BOCCTaHOBJICHUA MOXKHO IO Fpa(l)HKy WUHTEHCUBHOCTH OT BpeMeHU IJId JII0-
60171 JJINHBI BOJIHDBI. B ,Z[aJIbHefH.HeM, BCe 3aBUCUMOCTHU MHTEHCUBHOCTEN OT BpeEMEHU MMOCTPOEHBI IJId
JUTHHBI BOJIHBI 572 M L.

[TockobKY M3MeHeHHe CIeKTpa KOMOMHAIMOHHOTO PACCeSHUsl CBETA CBS3aHO C YMEHbITeHHeM
JIOJIM OKCH/JIA, HUKEJIS B 00JIacTH HAOIIOAEHN, JI/I aHAJIIN3a SBOTIONNH CIIEKTPOB BO BPEMEHH IPOU3-
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Puc. 5.4: CrekTp 70 BOCCTAHOBJIEHNUSI, CIIEKTD MOCJIE BOCCTAHOBJIEHNUS, Pa3HuIa (yBeandeHHAs B
5 pa3)

Intensity, a.u.

0 500 1000 1500 2000

Time, s

Puc. 5.5: I'padukn HHTEHCHBHOCTH OT BpeMeHH I pa3HBIX JUTMHH BOJH — 572 c¢M™ ' u Ha

1101 em™! (BBImOsTHEHBI TUHEIHBIE TPEOOPA3OBAHAA MO BEPTUKAILHON OCH)
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Intensity, a.u.

Raman shift, cm™'

2000

Puc. 5.6: 3aBucuMocTh CEKTPOB OT BpeMeHH (BoccTaHoB/eHHe 1)

BOAMJIOCH BbIYUTaHUE CIIEKTPa, COOTBETCTBYIOMIETO MOJIHOMY BOCCTAHOBJICHHUIO HUKEJIA. ,Z[JIH ImepBoO-
I'0 BOCCTAHOBJIEHUsI, TPOBOAMBIIErocst st Temmneparypbl 500°C, moka3aHa MOBEPXHOCTH, KOTOPYIO
06pa3yIoT CIEeKTPHI ¢ TedeHreM Bpemenu (puc. 5.6).

g onpeneneHunss BpeMeHI MPOTEKAHMS PEAKIIUU 3aBUCHMOCTH WHTEHCUBHOCTH CIIEKTPa ObLIN
npoauddepennuposanst (puc. 5.7). Ha rpaduke npou3BoJHON 0T BpEMEHN UMEeTCsl XapaKTepHbIit
yYacTOK, KOTOPbBIil PaCIoIoyKeH HUXKe HyJis. st 3Toro ydacTka onpejesiseM TOYKHU IepecevdeHust
C TOPU3OHTAJBHON OCBHIO, PA3HAIA MEK/y BPEMEHAMH 3TUX TOYEK NepecevyeHns U eCTh BpeMs MPo-
TEeKaHUA peaKIuu.

5.4 3aBHUCHUMOCTH OT HOMEPAa BOCCTAHOBJICHUS

Ha pUCyHKe 58 npeacTaBjedHbl 3aBUCUMOCTU MHTEHCUBHOCTU OT BPEMEHU JIJId Pa3HbIX HOMEPOB
BOCCTAHOBJEHNUd, a Ha PUCYHKe 5.9 mpe/cTaBiaeHa MPOU3BOIHA ITUX Ke 3aBUCHMOCTeil. Pa3mble
KpUBBIE Ha Ipaduke COOTBETCTBYIOT pa3HbIM HOMepaM BOCCTAHOBJIEHUSI, IPOIEAYpa KOTOPHIX OBLIA
omrcaHa B pazjene 5.2.

U3 npejcraBiienabix rpadUKOB BUJIHO, YTO 3HAYUTEIbHBIE H3MEHEHUs MPOU3OILIN ¢ 00pa3IoM
MEXKAY MEePBBIM W BTOPbIM BOCCTAHOBJICHHUAMHU, TaK KaK CHJIBHO MU3MEHUJIOCH BpeMd BOCCTaHOBJIE-
HUA.

[Ipu 3TOM, MEXKITYy BTOPBIM H MOCTEIHUMH JIBYMS BOCCTAHOBJIECHUSAMHI BpeMs TPOIECCa He MeHsI-
ercs. Takum oOpa30oM, MOATBEP:KIAETCS, UTO H3MEHEHU ¢ 00Pa3IoM MezKIy BTOPBIM U MOCIeTHIM
MpPOIECCOM He MPOUCXOJINT.
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Puc. 5.7: Tlosicnenne, Kak ONpeenTh BpeMsi MPOTEKAHNs peakiun (BoccraHoBIeHne 1)

5.5 3aBHUCHUMOCTH OT TeMIIEPATYPhl 1 SHEPTUsd AKTUBAINN Pe-
aAKIAN

Burmo mpoBeeno BoccTaHOBIEHWE Ha O PA3HBIX TeMIepaTypax, 3aBUCHUMOCTH WHTEHCHBHOCTHU
NpHUBe/IeHbl Ha pucyHKax 5.10 m 5.12. JIng ompenenenns BpeMeHHU ITPOIECCa BOCCTAHOBICHUS B
KazkJIOM cJiydae Obl1 noctpoeH rpaduk npoussognoit (puc. 5.11 u puc. 5.13). Bugno obimyio 3a-
KOHOMEPHOCTH — C TIOBBITIIEHWEM TeMTIEePATyPbl BPEMs TPOIEcca BOCCTAHOBJIEHUST yMeHBITAeTCS.
buimo caemano mpeamnosoxkenne, ITO 19 BpeMEHH BOCCTAHOBJIEHHUS W TeMIIepaTyphl BEPHO COOT-
HOTIIEHUE:

Eq
T = Cerr,

rne E, — xapakTepHas 3Heprus aKTUBAIUU peakiuu, k — mocroguuas Borbinvana, C' — HeKo-
TOpast KOHCTAHTA.

s onpejiesieHnsi BEPHOCTU TPEINOJI0KEHUsT ObLT TIOCTPOeH T'paduK B COOTBETCTBYIOIIMX KO-
opaunarax (puc. 5.14). 113 rpaduka ciemyer, uro sHeprust akrusanun pasua F, = 1,19 3B.

5.6 Ckaunupyiomias 3JeKTpoHHas Mukpockonus (SEM)

Ha ckaHUpYIOIEM 3/1eKTPpOHHOM MHKpOcKome (SEM) Gl mostydeHbl n300pazkeHus! TOPOIIKa
NiO+10Sc1CeSZ 1o BOCCTAHOBJIEHUS, U TOBEPXHOCTH CJIOMa 3JIeMeHTa mocae paborsl (puc 5.15).
Ha m300pazKeHun mopoIka BUIHEL MATEPUAJT JIEKTPOJINTA U OKCH HUKe . Ha n3o6pazkeHnn Kom-
MO3HUIIMOHHOIO aHoJAa BUAHBI aBe (as3bl: marepuas jaekrpoanta 10Sc1CeSZ u BoccTaHOBIEHHDIH
HUKeJIb. TakuM 00pa3oM, OKCUJ HUKE/Is BOCCTAHOBHJICS 10 HUKE/I.
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Puc. 5.8: Boccranosnenne tpu pasa npu temmeparype 500°C. VIHTeHCHBHOCTb.
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Puc. 5.9: Boccranosnenne tpu pasa npu temmneparype 500°C. IIpousBogHas HHTEHCHBHOCTH.
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Puc. 5.10: Boccranosenust B quanazone temrmepatyp 400 — 500°C. laTencuBHOCTS.
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Puc. 5.11: Boccranosyienus B quamazone temmeparyp 400 —500°C. [IpousBoanast ”HTEHCUBHOCTH.
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Puc. 5.12: Boccranosienus B auamnazone temmepatyp H00—600°C. [Ipou3BoHass ”HTEHCUBHOCTH.
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Puc. 5.13: Boccranosyienus B auamazone temmeparyp H500—600°C. [IpousBoanast HHTEHCUBHOCTH.
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Puc. 5.14: I'pacdux 11 HAXOXKIEHUS SHEPIUNA aKTUBAIIM.
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Puc. 5.15: ITopomok NiO-+10Sc1CeSZ o BoccTanoBieHus (CjieBa) M KOMIO3UITHOHHBIN aHO/
0CJIe BOCCTAHOBJICHUs (CripaBa)
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I'taBa 6

BriBoapr

1. B xome paborel Obl1a co37aHa TPUHIMINAJIBHO HOBAs MCCJIEI0BATEIbCKAas YCTAHOBKA JIJISI
KOMOMHHUPOBAHHOTO iN-Sitll MCC/IeI0BaHNST TOKOT€HEPUPYIOMNX peaknuii B aiekrpomgax TOTI,
MO3BOJISIONIAS MPOBOJIUTL U3MEPEeHHUs KaK TPAJIUINUOHHBIMEU JEKTPOXUMUYECKIMHI METO/Ia~
Mu (M3MepeHHe BOJIBT-aMIEPHBIX U MOIIHOCTHBIX XapAaKTePUCTHK, AHAIN3 ToA0rpadoB uMIe-
JAHCHBIX CIIEKTPOB), TAK U ¢ MOMOIIBIO CIEKTPOCKOMMN KOMOUHATIHOHHOTO PACCESHUS CBETA.
Boiio nanucano nporpaMmuoe obecriedenue, Mmo3BOJSIONee MPOBOJIUTH U3MEPEHUs, a TaKkKe
HEePBUYHO 0OPAbOTHIBATH UX PE3YJIbTATHI.

2. Jlyist mpoBeJieHusi UCCJIeI0BaHmil Oblia OTpaboTaHa TEeXHOJIOTHS U3TOTOB/IEHUsT 0OPA3IOB Clie-
[UAJIBHOI reoMeTpun Ha 6a3e ONTHYECKH MPO3PAYHBIX MOHOKPUCTALINIECKUX MEMOPaH TBEP-
Jioro sjekTposuta. [Ipo3padnsie MeMOpaHbl MO3BOJISIOT TOJYYATh CIEKTPhI KOMOWHAIMOH-
HOTO paCCedHHs CBeTa HEIOCPEJICTBEHHO M3 00JACTH, B KOTOPOH MPOUCXOIAT SJTEKTPOXUMHU-
YecKne Peakiyy, - Ha IPAHUIe aHOTHOTO JIEKTPOIa U MEMOPAHBI TBEPIOTO SJTEKTPOIUTA.

3. C ucnoyib30BaHMEM HOBOW MCCJIEI0BATEIHCKON YCTAHOBKU U OOPA3IOB CIEMUAJIBHONW (HOPMBI
OBLTU TIPOBE/IEHBI UCCJIETOBAHUS KUHETHKH OKHUCIUTETHHO-BOCCTAHOBUTETBHBIX DeaKIuil B
anomaoM 3mekTpone TOTD B ycmoBugax aHOmHOI KaMepbl MPU PA3JTHIHBIX PpabOYNX TeMIie-
parypax sJeMeHTa.
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