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AHHOTaN M

Ipenmer ucciaenoBanus. [IpeacrapieHbl pe3yabTaTbl SKCIEPUMEHTAIBHOTO HCCIeI0BaHUs MOP(OIOTHI M ONTHYECKUX CBOHCTB
miaeHok AIN Ha candupe. B kauecTBe sKcIeprMEHTaIBHBIX 00pa3I0B UCIOIb30BAINCh TOHKHE TUIeHKH AIN Ha candupe.
Mertoa. st momy4eHns: TOHKUX IIEHOK MCITIOIb30BaIach yCTAHOBKA HOHHO-TyYEBOTO OCAX/CHUS, BKIIIOYAIOMAs B ce0sl HOH-
Hbid nctouHuK THIAa KJTAH-53M ¢ HeliTpaan3aTopoM HOHOB. DHEPTus HOHHOTO My4Ka BapsupoBaiock ot 600 1o 900 3B. Tok
HOHHOTO ITy4Ka cocTaBsu1 60 MA, 1 BEIOHpAICs U3 pacueTa yCTOHYHBOTO TOPSHUS TIa3Mbl B HOHHOM HcTouHHKe. OcakieHne
TIPOM3BONMIIOCH TPH OCTATOYHOM JABJICHHH Ta30B B BAKyyMHOM Kamepe He MeHee 1,5%1073 Tla, Harpes MO/IoKeK TIPOH3BOIIII-
Csl IIPY TTIOMOIIH TPYIIIBI FAJIOTEHOBBIX JJaMn o01el MomHocTeio 2500 Br, Temneparypa nmoaoxku cocrasisiia 550-850 °C.
Bpewmst ocaxxienns cocrasisuio 1 4. CocTaB a30THO-aprOHOBOM CMECH W3MEHSUICS IyTeM yBEJIMUSHUs] 00bEMHOW 0N a30Ta
ot 10 10 90 %. OcHoBHBIe pe3yabTaThl. [lonydeHHbIE TOHKNE MIEHKH UCCIEI0BAHBI METOJOM CKaHUPYIOIIEH MeKTPOHHOI
MHKPOCKOIIMU U SHEPTOAMUCIIEPCHOHHOTO aHanu3a. MccnenoBanus mokasaay, 4To MOMyYeHHbIE TPU 00beMHOMN Jone a30Ta B
a30THO-aproHoBoi cmecu 6oree 50 % Tonkue miuenkn AIN Ha candupe UMEIOT cocTaB, OMM3KUil K cTexuoMeTpudeckomy. [l
mreHok AIN Ha candupe, HOIyIeHHBIX IPH 00BEMHOM 10JI€ a30Ta B a30THO-aproHoBoi cmecu 6onee 90 %, Temmeparype moa-
noxku 800 °C u sneprun myuka 600 5B, BenmunHa ko3 duIIeHTa IPOITyCKaHUs BO BCEM ONTHYECKOM AHANa3oHe AJIHH BOIH
cocTaBisieT He MeHee 92 %. OnpenerneHa npsiMasi 3aBUCHMOCTB SHEPIHH ITy4YKa OT 00EMHOM J0IH a30Ta B a30THO-apTrOHOBOIT
cmecu — ipu 900 3B 1o cpasenmto ¢ 600 3B coneprxanue azora B uieHke AIN nossimaercs ¢ 10 % mo 30-35 %. [Ipu Bennuune
sHepruu my4ka B 600 5B nmeeTcs He3HaYHUTEIbHAs 3aBUCUMOCTB OT TEMIIEPATyPhl MOTIOKKH, 1 COXPAHSIETCs TOJIBKO IpsiMast
3aBUCUMOCTb OT KOJIMYECTBA a30Ta B a30THO-aproHoBoi cMecH. IIpyu yacTH4HON MOHU3ALNKY HOHHOTO ITyYKa Pa3HHUIA MEXIY
cozep>kaHueM as3ota B rieHke AIN mpu pasHol SHepruu mydka BXoguT B Auana3oH 5—10 %. IToBblnieHHOE cofep kaHne a30Ta
B mteHkax (Oomee 20 %) oTpHLATENLHO BIMAET HA ONTHYECKOE COBEPIICHCTBO IUICHOK. [Ipy pexxnMe yacTHIHONH MOHM3AINT
toneko mpu 900 3B, Temmeparype 800 °C u npn 06beMHOM 1011 a30Ta B a30THO-aproHOBoH cmecu Ooree 50 % HabmromaeTcs
CHIKCHHE KadecTBa IUIeHOK. [Ipu pexxnMax ¢ 00beMHOI 10IM a30Ta B a30THO-aproHoBoi cmecu MeHee 30 % HaOmIomaercst
00JIBbIIIOE KOJIMYECTBO MUKPOKAIEeIbh HAa OBEPXHOCTH, C pa3MepaMu B quama3zone 1-6 MmxM. CocTaB ra3oBoif cMecH ¢ cozep-
JKaHHeM 00bEeMHOH JIOJIM a30Ta B a30THO-aproHoBoi cMecH B 10 % MOBBIIIaeT KOHIIEHTPALMIO MUKPOKANeIb Ha TIOBEPXHOCTH
ITUICHKH C YBEJIMYCHUEM NOJIM KPYITHBIX MUKPOKAIIC/Ib. HaMGOJ’lee OITUMAIbHBII PEXKUM BBISBIICH C YaCTUYHOU VIOHPISaL[PICﬁ
my4ka u sHeprueii 600 3B, 06beMHOI 011 a30Ta B a30THO-aproHoBoi cmecu 6omee 50 %. MizsmeHeHne Temneparypbl HOUIOKKH
Ha 3HAUCHHUE 10N a30Ta B TOHKOH IJIGHKE HUTPHAA aTIOMUHHUS PaKTHIeCcKy He BiuseT. [IpakTuyeckas 3Ha4MMoCTh. ToHKas
wieHka AIN Ha candupe, ocaxxaeHHas npu Temrneparype noaiaokku 800 °C u 06beMHOIl 101 a30Ta B a30THO-aprOHOBOW cMe-
cu paBHOi 90 % umeet kodpdunmeHT nporyckanus B onTudeckoM auanazone 200-1100 am 6onee 92 %, 4To XapakTepusyet
TIOJTyYeHHBIH 00pa3el] TOHKOH IUIEHKH KaK ONTHYECKH MIPO3PavHbIi.

KiroueBnble c1oBa
HOHHO-JIy4eBOE OCaXKeHUE, TOHKHUE TuieHKH, AIN, cardup, aTOMHO-CHIIOBAst MEKPOCKOIIUS

Baarogapnoctn

[Ty6nukaryst TOATrOTOBIEHA B paMKaX peai3alliy roCy1apCTBEHHOTO 3a1anus «Pa3paboTka n co3gaHue Moy npOBOJHUKOBEIX
reTeponHTepdeiicoB Ha 0CHOBE MHOTOKOMIOHEHTHBIX MaTepHaioB I ycTpoicTB CBY-251eKTpOHNKH M ()OTOHUKHY», HOMEP
rocyaapcTBeHHoM perucrpanuu AAAA-A19-119040390081-2.

Hay4yHO-TEXHNYECKNIN BECTHUK MHDOPMALMOHHbBIX TEXHOAOMMIA, MEXAHUKN U ONTUKMN,
2019, Tom 19, Ne 6 1049



MOP®OJ1I0rMA M ONTUYECKME CBOVCTBA MJIEHOK AIN HA CAMN®UPE

doi: 10.17586/2226-1494-2019-19-6-1049-1057

MORPHOLOGY AND OPTICAL PROPERTIES OF AIN FILMS ON SAPPHIRE
0.V. Devitsky®?, D.A. Nikulin, I.A. Sysoev®, V.B. Osipyan”

2 Federal Research Center the Southern Scientific Centre of the Russian Academy of Sciences, Rostov-on-Don, 344006, Russian Federation

b North-Caucasus Federal University, Stavropol, 355017, Russian Federation

Corresponding author: v2517@rambler.ru

Article info

Received 24.07.19, accepted 23.09.19

Article in Russian

For citation: Devitsky O.V., Nikulin D.A., Sysoev I.A., Osipyan V.B. Morphology and optical properties of AIN films on sapphire.
Scientific and Technical Journal of Information Technologies, Mechanics and Optics, 2019, vol. 19, no. 6, pp. 1049—1057 (in Russian). doi:
10.17586/2226-1494-2019-19-6-1049-1057

Abstract

Subject of Research. The paper presents the results of an experimental study on morphology and optical properties of AIN
films on sapphire. Thin AIN films on sapphire were used as experimental samples. Method. To obtain thin films, an ion beam
deposition setup was used, which includes the ion source of the CLAN-53M type with an ion neutralizer. The ion beam energy
ranged from 600 to 900 eV. The ion beam current was 60 mA, and it was chosen based on the steady-state plasma burning in
the ion source. Deposition was carried out at the residual pressure of gases in the vacuum chamber of at least 1.5x107> Pa;
the substrates were heated using a group of halogen lamps with the total power of 2500 W; the substrate temperature was
550-850 °C. The precipitation time was one hour. The composition of the nitrogen-argon mixture was changed by increasing
the volume fraction of nitrogen from 10 to 90 %. Main Results. The obtained thin films were studied by scanning electron
microscopy and energy dispersive analysis. Studies have shown that thin nitrogen AIN films on sapphire obtained with a volume
fraction of nitrogen in a nitrogen-argon mixture of more than 50 % have a composition close to stoichiometric one. For AIN films
on sapphire, obtained with a volume fraction of nitrogen in a nitrogen-argon mixture of more than 90 %, substrate temperature
of 800 °C and the beam energy of 600 eV, the transmittance in the entire optical wavelength range is at least 92 %. The direct
dependence of the beam energy on the volume fraction of nitrogen in the nitrogen-argon mixture is determined: at 900 eV, as
compared to 600 eV, the nitrogen content in the AIN film rises from 10 % to 30-35 %. When the beam energy is 600 eV, there
is an insignificant dependence on the substrate temperature and only the direct dependence on the amount of nitrogen in the
nitrogen-argon mixture remains. With partial ionization of the ion beam, the difference between the nitrogen content in the AIN
film at different beam energies is in the range of 5-10 %. The increased nitrogen content in the films (more than 20 %) adversely
affects the optical perfection of the films. With the partial ionization mode only at 900 eV, the temperature of 800 °C, and with
the volume fraction of nitrogen in the nitrogen-argon mixture more than 50 %, the decrease in the quality of the films is observed.
Under modes with a volume fraction of nitrogen in a nitrogen-argon mixture of less than 30 %, a large number of microdroplets
are observed on the surface with sizes in the range of 1-6 pm. The composition of the gas mixture with the content of the volume
fraction of nitrogen in the nitrogen-argon mixture of 10 % increases the concentration of microdroplets on the film surface with
the increase in the proportion of large microdroplets. The most optimal mode was revealed with the beam partial ionization, the
energy of 600 eV, and the volume fraction of nitrogen in the nitrogen-argon mixture more than 50%. The change in the substrate
temperature has practically no effect on the nitrogen fraction in a thin film of aluminum nitride. Practical Relevance. A thin
AIN film on sapphire deposited at the substrate temperature of 800 °C and volume fraction of nitrogen in the nitrogen-argon
mixture equal to 90 % has a transmittance more than 92 % in the optical range of 200—1100 nm, that characterizes the obtained
thin film sample as optically transparent.
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Beenenue

B mociexHue mATh €T KOMMEpUeCKHe NepeeKTHBE it HuTpuaa rajums (GaN) 1 ero MarepuaioB Ha €ro
OCHOBE 3HAUMTENHHO BRIpoCHH [1]. 3a mocienHee qecaTHIeTHE MPOTPEce Pa3BUTHI U MacIuTad MCIIOIB30BAHUS
cTpykTyp Ha ocHOoBe GaN Tonpko yBemmumnBaercs [2, 3]. C xommeprmanm3anneii GaN 11 CBETOAMOIOB U BBIITYCK
Ja3epHBIX TUO/I0B Ha ocHOBEe GaN sl CiieyoIero OKOJICH)sI ONTUYECKUX CHCTEM XpaHeHHs U Iepe/iadu JaH-
HBIX, GaN OyzneT MpomoKaTh UrpaTh BAKHYIO POJIb B OMTORIEKTPOHUKE. DTH YCTPOMCTBA MpeJHa3HAYCHBI IS
YAOBJIETBOPEHMS BHICOKOTO CIIPOCA HA BBICOKOYACTOTHBIE AJICKTPOHHBIE KOMIIOHEHTHI BBICOKOM MoIHoCTH [4, 5].
JlnamnazoH npruMeHEHHs KpaifHe IHUPOK: OT CHIIOBBIX BHICOKOBOJIBTHBIX HCTOYHHKOB IMUTAHUSI 10 ONTHKO-BOJIOKOH-
HOM CBSI3U U PAJHOTENECKONOB [6].

Co3nanne MHOTOKOMITOHEHTHBIX HU3KOPa3MEPHBIX FeTepOCTPYKTYp Ha ocHoBe coenmHenns GalnPAs u ero
TBEPJIBIX PACTBOPOB B CBOIO 0YEPE/Ib IMO3BOJISIET CYIIECTBEHHO YBEIMYHUTH TApaMeTphl BHIIICYKa3aHHBIX TPHOOPOB
W CO3/1aTh PSJl HOBBIX PEIICHHUI, COOTBETCTBYIOIIMX JOBOJBHO IIMPOKOMY Kpyry TpeOoBaHMi. BrusHue nucio-
Kaluiit MOXXeT OBITh YCTPAHEHO HCIIOIb30BaHHEM Oy(EepHBIX CIIOEB Pa3IMYHBIX MarepraioB. OIHUM U3 Hanboiee
COBMECTHMBIX IT0 TIapaMeTpaM KPUCTALTIYECKON PeIIeTKN oKa3ajics HUTpuA amoMuHus (AIN), 1t kKoToporo 0L
OCBOEHBI METOJIBI METAJUIOOPTAaHIMYECKOH ra30(a30BOi M MONEKYIISIPHO-ITy9IeBOH dIHUTaKCHsIMH [ 7-9].
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B Hactosiiee BpemMsi OTHOCUTEIBHO MPOCTOM METOJl MOHHO-JIy4E€BOTO OCAKACHUS MOXET MPEACTaBIATh
MHTEpeC, KaK aJIbTePHATUBHBINA METOJT BRIPAIIMBAHMUS KaK caMuX rerepocTpykryp GaN, Tak u Oydpepnsix cinoeB AIN
quist HuX Ha candupe [10]. HecmoTpst Ha HamMuue JOCTaTOYHOTO KOJMYecTBa padoT 110 JaHHOW TeMe HCCIIeI0Ba-
HUSI, B HUX HE YIOMHWHAETCS IIPIMEHEHHE JAaHHOTO METO/Ia P TeMIepaTypax MOAJIOKKH, ONMM3KUX K TeMIeparype
TUTABJICHUS AJIIOMHUHISL, TIOATOMY JIaHHasl paboTa MOCBAIIeHa NCCIIEJOBAHMIO 110 9TOH aKTyaabHON TeMe.

Lenbto naHHON pabOoTHI ABIISIETCS HCCIIE0BAHIE ONITHYECKUX CBOWCTB M Mopdostornn mwieHok AIN, momy-
YEHHBIX METOIOM HOHHO-Ty4EBOTO OCAXKICHHS Ha Carl(pPOBBIX MOATIOKKAX.

MaTepl/laJ'[])I U METOAbI

[Nonydenne Tonkux mieHok AIN Ha candupe TPON3BOANIOCH IPH MOMOIIN YCTAaHOBKH MOHHO-TY4EBOTO
ocaxaenus [11].

OcaxaeHne NPON3BOAMIOCH ITyTeM OOMOApANPOBKY ATFOMHHHUEBON MUILIEHH, YUCTOTOH 99,99 % mpounsson-
CTBa KOMIIAHUU «AKTaH-BaKyyM», HOHHBIM rctouHnkoM KJIIAH-53M c neifirpanmnszatopom nonos [12]. Uctounuk
cHaOKaJICsl a30THO-aprOHOBOW CMECKIO M3 OANIJIOHA IS CBEPXUUCTHIX Ta30B MOCPEACTBOM peryistopa PPT-10,
YUCTOTA UCTIONB3YEeMbIX Ta30B 99,999 %. Dueprus noHHOTO My4Ka BapbupoBaioch ot 600 10 900 sB. Tok nonnoro
ny4ka coctasisii 60 MA, 1 BEIOHpAJICs U3 paciyeTa yCTOHYMBOIO rOpeHus I1a3Mbl B HOHHOM HCTOYHUKE. OcakieHne
TIPOM3BOIMIIOCH IIPH OCTATOYHOM JIaBJICHHH T'a30B B BAKYYMHO# Kamepe He Meree 1,5 x 1073 I1a, Harpes mozoxek
TIPOM3BOJIUIICS TIPH TTIOMOLIM T'PYIIIBI T'aJOTeHOBBIX JIaMIl 001ei MomrHocThio 2500 BT, Temneparypa NOmLIoKKu
cocranmsna 550-850 °C. Bpems ocaxxaenus coctapisuio 1 4. CocTaB a30THO-aproOHOBON CMECH U3MEHSUICS ITyTeM
yBeNMm4eHus 00beMHO# mou azota (N2) ot 10 10 90 %.

B kagecTBe 3KCIIEpUMEHTAIBHBIX 00Pa3IloB HCIIOIB30BAINCH MOABEPTHYThIC HOHHO-TY4EBON MOJIMPOBKE
[10] candupossie momtoxkkn pazmepamu 20 X 20 x 1,2 mm.

Jast mccneioBannst MOP(OIOTHH TIOBEPXHOCTH U TOTIOJIOTMH CKOJIOB TOHKHX TICHOK FCIIOJIB30BAJICS CKaHH-
PpyIoLIHiA 3JeKTpoHHBIH MuKpockorl (COM) Jeol ISM-6010 LA. [Ins onpeneneHns TOMIUHBI TNICHKH BBITOIHSIICS
CKOJI, KOTOPBIH MCCIITOBAJICS MO MAJIBIM YIJIOM HaKJIOHA K 3JIEKTPOHHOMY ITydKy (0koi0 3—5°). B cimy4yae TOHKHX
TUICHOK JIOTIOJHUTENBHO BBITIOJIHSETCS OCaKACHNE TOHKOH IIICHKHU 30J10Ta METOZOM MarHeTPOHHOTO HalblIIEHUs Ha
HOBEPXHOCTh 00pa3ua /s ycTpaHeHus ddQekra 3apsiaa TUIIEKTPHISCKON MOBEPXHOCTH, YTO TIO3BOJIUT TIOBBICUTD
paspeleHre CbeMKH 1 U3MEPHUTH TOJIIMHY HAIbLIIEMbIX TOHKHX IUICHOK Ha cardupe.

[Ipu KOHTpOJIE CTEXMOMETPUYECKOTO COCTaBA IJICHKH C MCIOJIb30BAHUEM YHEPTOANCIIEPCHOHHOM IIPUCTaBKU
pacTpoBOro 3eKTpoHHOro Mukpockona Jeol JSM-6010 LA BeimosHsiack peHTIeHOrpaMma B XapaKTepHUCTHIECKUX
TOYKaX HAOIIONAaeMON rPaHMIIBI HAMBIJICHHOTO CJI0s1. J{OTIOHUTENBEHO TPUMEHSIETCST METO/] KApTHPOBAHUS TOBEPX-
HOCTH, ITO3BOJISIFOLIMI N3YYNTh PACIIPEICIICHAE MacCOBOM JIOJIM XUMHYECKNX JIEMEHTOB 10 ITOBEPXHOCTH 00pa3na
JUISL XapaKTepU3aIuy MPOTEKAEMbIX ITPOIIECCOB MPH SIHUTAKCHH.

CrexTpbl IPOITYyCKaHUs ONTHYECKN BUANMOTO H YIBTPadHOIETOBOTO JUAIa30HOB UCCIIEIOBAHbBI IPH TOMO-
mm criektpomerpa CD-56. [TomydeHHBIE CIIEKTPHI MPOITYCKaHHs 00pa3I[0B TOHKHX TUICHOK MO3BOJIAIOT CYIUTH O
KaueCTBE OCAXKIAEMbIX IUNICHOK M BO3MOKHOCTH MPAKTHYECKOTO IIPUMEHEHHMS UX JUTS HYXK]I ONITOAIEKTPOHUKH [ 13].

HccnenoBanne Mop(honoruy moBepxXHOCTH TOHKUX IJIEHOK MPOBOIMIINCE HA aTOMHO-CHJIOBOM MUKPOCKOIIE
(ACM) Ntegra Aura, OCHaIlICHHOM CKaHEPOM C KPEMHHUEBBIM 30HI0M U 30JI0ThIM HamblieHrneM CSG30 amst paboThl
B KOHTaKTHOM pexkume. O0paboTka n3o0pakeHnii Mpor3BOAUIACH HA CBOOOTHO PaCIPOCTPaHIEMOM MPOrPaMMHOM
obecnieuenun Gwyddion [14]. Habmronanacs Mop¢hoJIorus OBEPXHOCTH 00Pa3LoB 0 U MOCC OCAKIACHUS, TAKKE
BBITIOJTHSJIOCH MCCIIEI0BAHNE IPAHMIIBI HATBUICHUS MOPSIIKA IUPHHOHM 5—10 MKM Ipu pa3Mepax CKaHHPYeMOH
obmactu 100 x 100 mxM. O6paboTKa MoNTy4eHHBIX ¢ MoMOINb0 ACM HaHHBIX BKJIOYasia B ceOs BEIYUTAHUE T10-
BEPXHOCTH BTOPOTO MOPSI/IKA U OIIPEACIICHIE BEJIMINHBI CpeHEeH aprupMETHIEeCKOI IEpOX0BATOCTH ITOBEPXHOCTH
n OblJIa Ipon3BeieHa B porpaMmHoii cpene Nova 1000 [15].

J171st TOYHOTO aHaIM3a TOIIOJIOTHH CKOJIa 00Pa3I0B INIAKMX TOHKHUX IUICHOK (C OTCYTCTBUEM MHUKPOKAIIEIb)
MIPOM3BEACHO HATBUICHHE TOHKON TIJICHKHU 30JI0Ta METOJIOM MAarHeTPOHHOTO HambLIeHHs ycTaHnoBkoi SpinCoater.

PesyabTaThl u 00cyKIeHHE

COM-n3o0paxeHne nmoBepxHocT ToHKol miieHkn AIN Ha candupoBoii NoIoKKe, TOJIy4YeHHOH NP 00b-
emHoH fone azota ¢(N2) B a30THO-aproHoBoil cmecu paBHoil 10 %, mpeacrasineHo Ha puc. 1. Ha moBepxHoctu
TUICHOK, IIPE/ICTaBICHHBIX HA PHCYHKE, HAOIIOAAETCs IOCTATOYHO OOJIBIIOE KOJINIECTBO MUKPOKAIIEIh ATIOMHHUS
pas3IngHOro pa3mMepa.

Ha puc. 2 npezacTaieHa TOMoI0THs CKOJIa TIOBEPXHOCTH JJAHHOTO 00pasiia TOHKOH ruteHkH. Ha pucynke ot-
YEeTIIMBO BUIHO, YTO TOJIIMHA ocaxkneHHON ieHKH AIN cocrasmia 0,330 MxM. BricoTa MUKPOKATITH aITFOMHHUS CO-
crapisteT 0,564 MKM, HCXOJIS U3 TOTO, YTO 3@ TOUKY OTCUeTa ObITa MPHUHSTA TpaHUIla pa3nena camdupa u wieHkn AIN.

Hannane MUKpOKanesb JIerko 0ObsICHUTD TEM, UTO TPH MaJIbIX KOHIIEHTPALUAX a30Ta B @30THO-apPrOHOBOI
cMecH ocakaaeMas mieHka AIN nMeeT HeCTEXHOMETPHUUECKUN COCTaB, TIPU TakoM HU3KOM ¢(N3) a30T He TIEPEXOUT
B JIOCTAaTOYHO aKTUBHOE COCTOSIHUE, & TAKIKE B CBSI3U C TEM, UYTO KOI(DPUIMEHTHI PACIIBUICHUH a30Ta U aproHa pas-
JIMYAIOTCS, OCAXK/ICHUE TUICHKH COMPOBOKIACTCS MOBHIIICHHBIM COJICP)KaHUEM KIIACTEPOB aTFOMUHUS, SIBIISFOIUXCS
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¥, MKM

MOP®ONIOrNA 1 ONMTUYECKUE CBOWNCTBA MJIEHOK AIN HA CAMN®UPE

B TATIbHEHIIICM [ICHTPAMHU arlIOMEpalliy aJ1aToB aTtoMUHHUS. [10100HOE COCTOSHUE TTOBEPXHOCTH HAOMIOIATIOCH TS
00pa3ioB, momydeHHbIX Tpu ¢(N3) meree 50 %.

Puc. 1. COM-n3o06paxxeHre MOBEpXHOCTH TOHKO# tuieHkn AIN Ha cardupe, Moayd4eHHON PU TeMIIepaType MOTIOKKH
800 °C u ¢(N3) paBaom 10 %

0,330 MKM

0,565 MKM

SElI 20kV  WD10mm SS40 x17,000

Puc. 2. Tonmonorus NOBEpXHOCTH CKojia 00pasa ToHkoH mieHkd AIN Ha candupe, mOITy4eHHON TP TEMIIEPAType MOIIIOKKH
800 °C u ¢(Ny) paBroMm 10 %

HWccnenoBanus MOpQOIOrHH OBEPXHOCTH 00pas3iia, MOJIYYCHHOTO pu TeMieparype momiokkn 800 °C
n c¢(N3) paBaom 30 % METOZOM aTOMHO-CHJIOBOM MHKPOCKOIINH, MPOBOIMINCH Ul pacueTa HIepOXOBATOCTH.
[Momyuennas npodmrorpamma odpasiia B odmactu ocaxaeHHoN tuieHkH AIN, n3obpakena Ha puc. 3, a. Ha nan-
HOH npoduirorpaMme NPUCYTCTBYIOT OCTPBIE MUKH ¢ KPYTHIMU CKJIoHaMH. [1o00HOe cocTostHue MUKpopelbeda
XapakTepHO /I 00pa3IoB, TOABEPTIINXCS HOHHO-Ty4eBOH 00padOTKe MOBEPXHOCTH.
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Puc. 3. TIpodunorpamma (a) 1 ACM-u3o0paxeHne noBepxHOCTH (6) ToHKoMH mieHkr AIN, ocaxxaeHHOU Ha cardupe
npu temnepatype nogioxku 800 °C u c¢(N2) paBaom 30 %

Hay4yHO-TeXHNYECKUIN BECTHUK MHDOPMALMOHHbBIX TEXHOIOM A, MEXAHUKN U ONTUKMN,
1052 2019, Tom 19, Ne 6



0.B. Aesunuknin, 4.A. HukynuH, N.A. Cbicoes, B.b. OcunsH

ACM-n300pa)keHHs1 TIOBEPXHOCTH JIAHHOTO 00pasiia npezcTaBieHsl Ha puc. 3, 6. Cpennsist apudmeTHyeckas
LIepoX0oBaToCTh Ra 1yisi JaHHOTrO oOpasia rieHkr AIN Ha candupe cocraBuia 0,8 HM NpU UCXOAHOU IIEPOXOBa-
TOCTH TTOJJIOKKH B 0,2 HM.

Jlnst cormacoBaHust N3MEPEHHBIX paHee TONIIHMH IUIEHOK METOJIaMH PacTPpOBOI AIIEKTPOHHOW MUKPOCKOIINU
MIPOM3BECH aHaIN3 PPOHTA ocaxkiaeMoi tieHkH. Ha puc. 4, 6 ipeacraBieH pe3ynbTaT JaHHOTO aHalli3a B BUJIE
ACM-n300paxenus moBepxHocTH. CiemxyeT OTMETHTh HaM4Me MAKPOKAIEIb Ha TOBEPXHOCTH, KOTOPOE IPHBOHUT
K TIOSIBJICHUIO apTedakToB BbIcOTOH 10 330 HM. Ha puc. 4, @ mpencraBieHa mpoduiorpaMma, CHATAsE IO HOPMaJH
K ¢poHTy ocaxneHus mwieHkH. [Tonqsenenne 3012 ACM K n3MepseMo TIOCKOCTH TPOU3BOANIOCH CO CTOPOHBI
obmacTtu uucToil carndupoBoit momnoxkn (yaactok Al,O3 Ha puc. 4, a), Ha ygacTke okojio 20 MKM HabIromaeTcs
MJIaBHOE HapacTanue GpoHTa ocaxmaeMoil mueHkd AIN.
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Puc. 4. Tlpodpunorpamma (a) 1 ACM-u300pakeHne mopepxHoctH (6) ToHko# mieHkn AIN, ocaxieHHO# Ha carndupe
npu temneparype nomioxku 800 °C u ¢(N2) pasHom 10 %

Crnenyrontue 40—45 MKM TpecTaBiIeHbl 00Jiee TUIABHBIM, HO OTPHULATEIBHBIM ()POHTOM C YMEHBIICHUEM
BBICOTHI IUIcHKH. Ha paccrostHuu B 70 MKM OT y4acTKa YUCTOH canupoBOi MOMI0KKH HAUMHACTCS PE3KUI pOCT
BBICOTBI IUICHKH C KPYTHIM (DPOHTOM, OKAHUYMBAIOIIHICS] OKOHYATEILHO CPOPMUPOBABIIEICS TOBEPXHOCTHIO TIICHKH
AIN. TTogo0HbI# 3 deKT BOSHUKHOBEHHS «BATUKa» MOKHO 00BSICHUTH A(P(HEKTOM MepeoTpaskeHusl OT Kpasi MACKH.
Kpaii pacnionarasicsi npuOIM3UTEIFHO Ha MpoBasie BEICOTH. [1pu 00mydyeHnn o0pa3ioB HOHHBIM IIy4YKOM B 00J1aCTH
1071 KpaeM MacKH MPOUCXOJIUIIO JIBa MPOIecca — OCaXICHUE U paciblieHue. IMEHHO JOTOIHUTENBHBIH 3P dekT
pacnbUICHUS! OT Kpasi OCHACTKH, ITOMHMO ITPSMOTO ITy4Ka 0CayKaeMOT0 MaTepualla, U BbI3BaIl JIOKAJIbHOE CHIDKEHHE
CKOPOCTH POCTa OCaKACHHS, BbI3BABILCE CMEIICHUE BEICOT HAIIBUIIEMOTO CJIOSI C 00pa30BaHUEM «BAJIMKa» TIEPen
(pOHTOM HapacTaHMs TUICHKH. 3aKaHYMBACTCS MPO(UIOrpaMMa Pe3KUM TIEPETaoM BHICOTHI B BUJIE OCTPOTO MHKa,
YTO SIBJIAETCS XapaKTEPHBIM /ISl aTOMHO-CIJIOBOM MHUKPOCKOITHH apTe()akToM OTBOAA 30H/AA OT MOBEPXHOCTH.

[To uroraMm MmMpoBEEHHOTO aHaNM3a MPOoQuUIOrpaMM U Mopdosorun 0o0pasLoB CIEAYET OTMETHTh OLIEHKY
BBICOTHI OCaXKACHHOTO ci1os B uarnazone 100—120 um. OTi qaHHBIe TPUOIMKEHBI K HCCICAOBAHNUAM CKOJIOB METO-
JIaMU pacTPOBOM AIIEKTPOHHON MUKPOCKOITNH, U3MEPEHHOE 3HaUeHUE BBICOTHI cocTaBmino 120—140 um. DToT hakt
MOXXET 0XapaKTepH30BaTh METOJ M3MEPEHHS TOJIIMHBI OCAKACHHOI IUIEHKH TOCPEICTBOM ONpelielieHNs: poHTa
TUICHKH aTOMHO-CHJIOBOM MUKPOCKOITHEH KaK MEepCIeKTUBHBIN, HO TpeOytouuii 6osee mogpoOHOTo U3ydeHH s st
KOppeNALUH MOJTy4YeHHBIX JaHHBIX Ha MaTepHajax ¢ Pa3HOM yIpyrocThio, TBEPIOCTHIO U AUIIEKTPUUECKOH Mpo-
HUIIAEMOCTbIO.

HcenenoBanue onTuuecknx cBOMCTB TOHKUX MuieHOK AIN Ha candupe. [IpoBenennas orenka koapuipenra
CBETOIIPOITYCKaHHsI KPUTHYHA JJISl U3AETHH ONTOIEKTPOHUKH. HeoOXoMnMBIi MUHUMYM JUISl CBETOM3ITYYaroINX
reTepOCTPYKTYP, a TAKKEe MPUEMHHUKOB M3JIy4YEHHUs] HA UX OCHOBE cocTaBiseT nopsaka 80—85 %. B wactHoCTH,
JUISL CHHUX M OCTIBIX CBETOJHMOI0B Hanboiee XapakTepHa o0IacTb CBETONPOycKkanus B auamnazone 400—450 um.
HmenHHO 13-3a MUHUMAaTTBHOTO Kod(dumreHTa B 85 % B auanazone muH BoH 400—1100 HM BBITOIHO OTIHYACTCS
carup, B TOM YHCJIC U UCIIOIb3yEMBbIE JUIS HCCIIEI0BAHUH car(upOBbIE TIOTOKKH.

W3 mpencTaBieHHOTo Ha PUC. 5 CIIEKTpa MPOIyCKaHUs o0pasna ocaxaeHHoi npu temmeparype 800 °C u
¢(Ny) paBHOM 90 % rierkn AIN BHHO, YTO MUHUMAITHBIN KO3()(MUIIMEHT CBETOIPOITY CKAHHS BUANMOTO AUAINa30Ha
cocTaBiseT He MeHee 92 %, 4To XapaKTepusyeT MOTyUYeHHbIH 00pasell ONTHYECKH Mpo3pavyHbIM. [TneHka, momy-
yeHnas ipu ¢(N,) paBaom 50 %, umeet Oosee HU3KOE cBeTONpoITyckanue. [1o pe3ynbraTaM 3JIeMEHTHOrO aHau3a
CoZiep)KaHue a30Ta B IAaHHOM 00pa3Iie IUIEHKH COCTaBMIIO OKOJIO 33 %, 4TO TOBOPHUT O €e HECTEXHOMETPUIECKOM
cocrage. [1o3ToMy B ONTHUECKOM AMANa30He MPOSBISIETCS CUIIbHOE MOMIONEHHE B JutnHaxX BosH oT 400 1o 550 HM
nipu ko3 punmenre npomyckanust 48—70 %. [IpuyeM ¢ yBeandeHHEM JUTMHBI BOJIHBI KO3(GHUINEHT MPOIMYCKaHUs
HE yBEIMYMBACTCS.

Ha puc. 6 m300paxeHs! rpaduiKu 3aBHCUMOCTH MaCCOBOM JIONH a30Ta B TOHKOU IieHKe AIN OT COOTHOIIICHHS
MapIHaIbHOTO JTABJICHUS a30Ta B a30THO-APTOHOBON CMECH.

Hay4yHO-TEXHNYECKNIN BECTHUK MHDOPMALMOHHbBIX TEXHOAOMMIA, MEXAHUKN U ONTUKMN,
2019, Tom 19, Ne 6 1053
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Puc. 5. Cnextp npomyckanust oopasua mieHkd AIN Ha candupe, ocaxaeHHON pHu Temreparype momtoxku §00 °C
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Puc. 6. 3aBUCHUMOCTE COZCPIKaHus a30Ta B MAaCCOBOM COOTHOILIICHUN N B TOHKOH IIJICHKE OT COOTHOIIICHHS I'a30BOM CMECH
C(Nz) TIpU pasiIIMIHBbIX PEKUMaAX OCAKIACHUA U ITOJTHOM MOHHM3AIIMN NOHHOTO Imy4Ka

IIpu monHOM HOHU3AIMK MOKHO OTMETHUTH MPSIMYIO 3aBUCHMOCTH dHepruu myuka oT ¢(N,) — npu 900 5B
no cpaBHeHuto ¢ 600 B go:s azora moeimaetcs ¢ 10 1o 30-35 %. [Ipu BenuuuHe sHepruu mydka B 600 5B nme-
€TCsl He3HAYUTENbHAs 3aBUCUMOCTh OT TEMIIepaTyphl MOUIOKKU U COXpPaHSIEeTCs TOJIBKO MpsMasi 3aBUCUMOCTh OT
KOJIMUECTBA a30Ta B Ta30BOI CMECH.

[Ipn yacTHYHOW MOHM3AIMHU HAOIIOAAETCS OOJbIIee CXOXKICHHE 3aBUCUMOCTEH ¢ JIydIIei IpecKa3yeMo-
CTBIO pe3ynbraroB (puc. 7). Pazuuiia Mex Iy JOJISIMU a30Ta IPH Pa3HOM SHEPTUH ITy4YKa BXOIUT B 1rana3on 5—10 %.
[NoBbImenHoe conepkanue azora B IieHkax (6onee 20 %) oTpUIATENIHHO BIHMSIET HA ONITHYECKOE COBEPIICHCTBO
TuieHoK. [Ipu pesknuMe 4acTHYHOM NMOHU3aInH TOIbKo Ha ydacTtke mpu 900 3B, temmeparype 800 °C u ipu ¢(Ny)
6oiee 50 % HabmromaeTcs CHIDKCHUE KadecTBa TieHOK. [Ipu pesknmax ¢ ¢(N3) meree 30 % Habmromaercs 0oipiioe
KOJIMYECTBO MUKPOKAIIENb Ha TIOBEPXHOCTH C HANOOJIBIINMHI XapaKTEPHBIMH pa3MepaMy B AMAMa30HE 1—6 MKM.
CocraB ra3oBoii cMecu ¢ coiepkanueM azora 10 % MOoBbIIIaeT KOHIEHTPALUIO MUKPOKAIIENb HA TOBEPXHOCTH
TUICHKH C YBEJIMUYEHHUEM JIOIM KPYIHBIX BKIFoUeHUH. Hanbonee onTHManbHbIi pEKUM BBISBIECH C YaCTUYHON HO-
Huzanuei mydka sueprueir 600 5B u noneit azota B cMecu 6omnee 50 %. Mi3MeHeHue TemmnepaTyphl MOAJIOKKH Ha
3HAYEHHUE JIOJIU a30Ta B TOHKOH 1uieHKe AIN MpakTHUECKH HE BIHSET.
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Puc. 7. 3aBUCUMOCTb COAEPKaHUS a30Ta B MACCOBOM COOTHOIIEHHH N B TOHKOM IUIEHKE OT COOTHOILCHUS Ta30BOH cMecH
c(N2) IpH pa3IUYHBIX PEKUMaX OCAXKICHUS U YACTUIHON MOHU3ALNHU ITyuKa
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Ha ocHOBe mosyuyeHHBIX AAHHBIX O CBETONPOINYCKaHUH 00pa3l0B B BUAMMOM JHANAa30HE COCTaBJIEHA
3aBUCHMOCTb KOA((PHIIMEHTA CBETOIIPOITYCKaHHsI OT PEXKUMOB ocakaeHus. [IpencraBieHHblid rpaguk Ha puc. 8
oto0OpakaeT MoJOOHYI0 3aBUCUMOCTD JIJI1 MIOHHOT'O MydYKa ¢ YaCTUYHOM MOHM3ANUCH Mmydka. MOXHO OTMETUTh
BBICOKYIO MPO3PaYHOCTh IUICHOK CO cBeTomnporyckanueMm oosee 80 % Ipu MOBBINIEHUH J0JIM a30Ta B ra30BOM
cmecu 6oxaee 70 %.

KiroueBsIM MOMEHTOM SIBIISIETCS OJIOXKUTENBbHOE BiusiHue sHeprun 600 5B npu 1aHHOM peknme, Torna Kak
IPY TIOBBINICHUH SHEPTHH TUICHKH CTAHOBSITCS TIOJYIIPO3PAYHBIMU € KO3()(UIIMEHTOM CBETONPOITYCKAHHS MEHEe
60 % u ¢ yyacTkaMU IOIIOLIEHUS B CIEKTpe CBeTonponyckanus B quanasone 400-450 u 400-550 um. M3smenenue
pacmpenenenus Mensiercst npu goctwxeHnn ¢(N2) B 90 % — rpu BBIICONMCAHHOM PEeXHUME MPO3PATHOCTh CHIKA-
ercsa Ha 10-20 %. Haubomnee onTrManbHBIM PEXKHMOM SIBIISICTCS TeMIieparypa noaiaokku B 800 °C ¢ BeTMINHON
SHEeprur MOHHOTO mmydka B 600 3B.
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Puc. 8. 3aBucumocTh k03 PHUIKEHTA CBETONPOITyCKaHUs Ha [utnHe BOIHBI 400 HM 0T ¢(N7) IpH MOITHON HOHU3AH HOHHOTO
Iy4Ka

PexuM yacTHUHON MOHU3AIMM HOHHOTO ITy4Ka TaKXkKe MOJ0KUTENILHO BIMAET Ha PacIpeieIeHUEe XapaKTe-
puctuk. ['paduk ¢ moaydeHHBIMU TaHHBIMU OTOOpa)KeH Ha pHc. 9.
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Puc. 9. 3aBucUMOCTb KO3 PHIIHCHTA CBETONPONyCcKaHks Ha JyinHe BoTHBI 400 HM 0T ¢(N2) Ipu 4aCTUYHON HOHHU3AIIUH
HOHHOTO My4Ka

Cremyer OTMETHTh OOJIBIITYIO CTENEHb CTAOMIBHOCTH B MOJIYYEHHBIX JAHHBIX C MUHUMH3aNeH BHIOPOCOB
n OonblIEH MTPEACKa3yeMOCThIO, TAKOH ke 3()(EKT BHIMNIAXKUBAHUSA MPOSBICTCA U NIPH U3YUYECHHU JIOIH a30Ta B
neHke. B pexxuMe ¢ yaCTUYHON HOHU3aLMENR [10J151 YYACTKOB C IPUEMIIEMOH NIPO3PAYHOCTHIO IUIEHOK yBEJINYMBa-
etcs. Tak, mpo3pauHocTs mieHoK B 80 % mocturaercs yxxe mpu gone a3ota 30 % B ra30Boif cMecH, HO TONBKO IS
BbICOKOTeMIepaTypHoro pexknma 800 °C ¢ sueprueit 600 3B. MMeeTcst 0cOOeHHOCTh U I BBIBICHHOTO paHee
OIITUMAJIBHOTO pEXKHUMa C MHOJHOMN HOHMSaLII/Ieﬁ ITy4Ka — IPpU NOBBINICHHUN OOJIM HOHOB B MOHHOM ITYYKE IIpO3pav-
HOCTB TUICHOK BhIIe 80 % gocturaetcs Toibko ¢ ¢(N3) 6onee 80 %.

3akaruenne

1o pesynbraraM NpoBEIEHHOIO UCCIIE0BAHUS BbISBIECHbI 3aBUCUMOCTH BIMSIHUS IapaMETPOB HOHHO-JIy4Ye-
BOTO OCXKICHHUSA (COCTaB Ta30BOM CMECH, YHEPTU HOHHOTO TyYKa, TeMIIepaTypa MOUI0KKH, CTENICHb HeHTpan-
3allM HOHHOTO ITy4Ka) Ha MOP(OJIOrHIO TIOBEPXHOCTH M ONITHYECKHE CBOWCTBA IJIeHOK. Hanboree onTuManbHbIi
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PEKUM BBISIBIICH C YaCTUYHOW MOHM3aNMeH mydka u sHepruei 600 3B, 00beMHO# 10111 a30Ta B a30THO-aprOHOBON
cMecu 6oree 50 %.
[oxydeHHbIe TOHKHE TUICHKH UCCIIEA0BaHbl METOOM CKaHUPYIOLIEH AJIEKTPOHHOM MUKPOCKOITUH U 3HEp-
TOJIMCIICPCHOHHOTO aHanmu3a. McciieoBanus oka3aliy, 4To IMOyYeHHbIe TP 00beMHOM 10JIe a30Ta B a30THO-ap-
roHoBo# cmecu 6oiee 50 % Tonkue miaeHkn AIN Ha candupe UMErOT cocTaB ONM3KNI K CTEXHOMETPHIECKOMY.
s mnenok AIN Ha candupe, MogydeHHBIX TpH 00bEMHOIT /1071 a30Ta B a30THO-aproHoBoil cMecu 6omee 90 %,
temmeparype momnoxku 800 °C u sneprun myuka 600 3B, BenmunHa Ko QHUIINEHTa TPOITyCKaHNS BO BCEM OITH-

YeCKOM JHalia3oHe JUIMH BOJIH cOCTaBisIeT He MeHee 92 %.

11.

12.

Toukast miienka AIN Ha candupe, ocaxaennas npu temrneparype noaiaokku 800 °C u ¢(N;) pasaom 90 %,
umeeT Kod3(QGUIMEeHT TpolTycKaHus B ontudeckoM jauanazone 200—-1100 um 6osee 92 %, 4To xapakTepusyer Mo-
JIy4eHHBIN 00pa3el] TOHKOH IICHKH KaK ONTUYECKH MPO3PadHbIil.
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