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ITpuBeneHo kpaTKoe OMUCaHNe SKCIEPUMEHTAIBHBIX Pe3y/IbTaToB Ho cuHTe3y AIN
raso)a3sHbBIM BBHICOKOTEMIIEPATYPHBIM METOIOM M HCCJIEHOBaHHIO (a30BOro COCTaBa
HPONYKTOB peaklMy. Brepsble Moka3zaHa BO3MOXHOCTb CHHTE3a YNOMSIHYTBIM CIIO-
cobom u3 AlF; mucrepcHOro HUTpHA JIOMUHMS KaK B IeKCaroHaJbHOM, Tak U B
Kybuueckoil MonuduKanusx.

Kpucrayummdecknii HUTpUA alIOMUHHASL HAanOoJiee paclpoCTPaHEH B I'eK-
CaroHaJIbHOI BIOPUUTONONOOHO! (opMme (w-AlIN), OTHAKO M3BECTHBI TAKKE
HECKOJIBKO €r0 MeTacTaOWJIbHBIX KyOM4YecKnx Moou(pHKaluil: IBe THIA
canepura (S-AIN) u onna — Trna kamensoi comu (r-AIN) [1-3]. MaTepec
K YIIOMSIHYTBIM METacTaOWJIbHBIM (ha3aM OIpeNessieTCsl UX YHHKaIbHBIMH
(GUBHKO-XUMUYECKUME XapaKTEPUCTUKAMU [4], TO3BOJISAIONIMMU PacCMaTpPH-
BaTbh KyOMYEeCKMH HHUTPUI ATIOMUHUSI KaK MECPCICKTUBHBI MaTepHasl IUIs
YJIy4IIEeHUs CBOMCTB AHTHUKOPPO3MOHHBIX IOKPHITHH W3 HUTPUOOB Iepe-
XOMHBIX MeTautoB [5]. B TO e Bpemsi HHUTPHUI ATIOMHHHS HMEET U
CaMOCTOSITEJIbHOE IPAKTUYECKOe 3HAUCHHUE, NPEKIe BCEro, Kak MaTepuall
WISl TPIJIOKEHUH, TPeOYIOMMX COYETaHHs BBICOKOH TEILUIONPOBOIHOCTH H
JIEKTPUYECKOTO CONPOTHUBIICHHS, a TaKKe KOPPO3HOHHOH CTOMKOCTH B
ra30BBbIX Cpefiax.

®opMHUpOBaHUE METACTaOWJIbHON KyOmdeckoil MomuduKaluy HUTpUAA
ATIOMUHHAST HAPSITY ¢ BIOPLHUTONONOOHO# OBUTO 3aUKCHPOBAHO TPH HCIIONb-
30BaHMH TPAIUIMOHHBIX BHICOKOTEMIIEPATYPHBIX METOIOB cuHTe3a [1,6]. Ot
HaKO TPH 3TOM OCHOBHBIM IIPOTYKTOM PEaKIUH SBJISCTCS BIOPIUTONONO0HAST
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Monn(UKaIys, ¥ BO3HUKAET pobiieMa pasaesieHns: moiaydaeMbix (a3 w-AlN
n r-AlN. Iomamopdnsli mepexon BoprmTononodHoH Momudukammm AIN
B KyOmueckyio Habmomaercsi npu fasieHun csoime 13 GPa [3]. Omnaxo
B paMKax CTaHAAPTHHIX TEXHOJIOTHH peaju3alys MeToda NPOU3BONCTBA B
3HaYMMBIX KOJIMYECTBaX METAacTaOWIbHOIO KyOMYEeCKOro HUTpPHUOA aIOMU-
HHS, OCHOBAaHHOTO HAa YINOMSHYTOM (ha30BOM Iepexofe, MpeacTaBIseTcs
MaJIOBEPOATHOIA.

Bimsinne npucanox HUTPUIOB NMEPEXOOHBIX METAJUIOB Ha CTAaOMIIM3ALIMIO
Kybudeckoii ¢a3pl AIN paccMOoTpeHO B psifie padoT, Ifie C MOMOIIBIO TOHKO-
IUICHOYHBIX TEXHOJIOTMii (KOHJICHCAISI M3 Ia30BOU (pa3bl, SMUTAKCHAIBHBINA
pOCT, HaIbUICHUE) HCCJICHOBAHBI IPUEMBI U3MEHEHHUS COCTaBa, OCHOBHBIX
(M3UKO-XMMUYECKUX CBOMCTB CJIOXKHBIX HUTPHUIOB M COIYTCTBYIomue (a-
3oBble mpepauieHust [2,7,8]. He BmaBasich B OCOGEHHOCTH MEXaHM3Ma H
KUHETHKU 00pa30BaHMA TOHKUX IUIEHOK KyOMYeCKHX HHUTPHIOB, OTMETHUM
IBa OCHOBHBIX MOMEHTa: 1) Ha OCHOBAaHHH 3KCIICPHMEHTAJIBHBIX MCCIICI0BA-
HUI U TEOPETUYECKOrO MOJEIIMPOBAHUS MOKAa3aHO, YTO CTaOMIM3HpPYIOIIee
IEHCTBIE KPUCTAJUIMYECKON CTPYKTYPBI HOIJIOKKH PACIIPOCTPAHSCTCS JIUIIbD
Ha HECKOJIKO IPUIIOBEPXHOCTHBIX MEPHONOB PEIISTKA HHUTPUTHBIX ILjIe-
HOK [7,9], 9TO CTaBUT HOI COMHEHHE BO3MOXHOCTD ITOTyYEHHST KOMITAKTHBIX
o0pasnoB kyoudeckoro AIN ¢ NOMOMIBIO HOCJIOMHBIX TOHKOIUIEHOYHBIX
TexHosoruit; 2) (a3oBasi yCTONYMBOCTD CIIOMKHBIX TPEXKOMIIOHCHTHBIX HHT-
PHUIOB 3aBUCUT OT TEMIICPATyphl — MOHIKCHUE OJIarompusiTCTBYET CITHHO-
HaJIbHOMY Pa3JIokKEHHIO ¢ 00pa3oBaHMEM KyOMYeCKHX OMHApHBIX HUTPUIOB,
B TO BpeMsl KaK IIOBBHIIICHUE YBEJIMYMBACT BEPOSTHOCTb OOpa30BaHUSA
BIOPIIUTONONOOHO# (assl [9).

Merton raso¢a3sHOro BEICOKOTEMIICPAaTYPHOTO CHHTE3a OOJIagaeT psimoM
[PEUMYIIECTB, 8 UMEHHO BO3MOMKHOCTBIO: 1) IIOJIy4aTh HUTPHUI aTIOMUHHUS
B HAHOCOCTOSIHMM 3a OfHYy CTaimio, 4r0 3ammmieHo marentamu [10,11];
2) BapbHpPOBATbh KPYIHOCTH YACTHI] MOJy4aeMOro MPOAYKTa M 3) MOJIydaThb
YUCTBI MPONYKT C HE3HAYUTEJIbHBIM COHNEep)KaHMeM IpuMeceil yriepona
u kucnopopa. IlosTomy mpencraBisgercs LesiecoOOpasHbIM HCCIICIOBaHIe
B paMKax J[aHHOrO MeTofa YCJOBUH crabmmmsanuu KyoOmdeckoro AN,
KOHTPOJIUPYEMBIX TEXHOJIOTMYECKHMHU IapaMeTpaMu: TeMIlepaTypoii, naBJie-
HHMEM Ta30BOU Cpefbl, COCTaBOM TBepHO# (a3bl, MPUMEHEHHEM KaKuX-Tubo
CIeLMaIbHBIX MeTooB 00paboTku. B manHOi paboTe BIepBbe MMOKa3aHO,
9ro MeracTaOmibHAs KyOudeckass MOMM(UKAIMS KOMIIAKTHOTO HHUTPHIA
ATIOMHAHASI MOXET OBITh IOJIy4eHa TIa30()asHbIM BBICOKOTEMIIEPATYPHBIM
crmocobom u3 AlF3.
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Puc. 1. Cxema peakimoHHON Kamepbl (IIPOMOJIBHBIN pa3pe3 MOKas3aH TOPH30HTAsb-
HO): I — 3arpyxaemslil TpupTOopun amomunus, 2 — nopada Ar; 3 — nomada No;
4 — pacmwiaB Al; 5 — 30Ha obpa3oBaHMs MOHO(TOpPHIA AJIOMHHHS;, 6 — ra3o-
o6pasneiii AIF B Toke aprona; 7 — 30Ha peakimu AlF ¢ N,; 8§ — obOpasyrommiics
Ha ¢wTtpe w-AIN (mpomykr A); 9 — mapel AlF; + obpasyrommiics r-AlN;
10 — xonpeHncar AlFs.

TepmonuHamuveckuit anamu3 nporeccoB B cucreme Al—F—N mosBosser
cIesIaTh BHIBOABI O MPOTEKAHNU B Hell CIICMYIOMMX PEeaKIIii:

AlF; (gas) + 2Al (liquid) = 3AIF (gas), (1)

3AIF (gas) + N, (gas) = 2AIN (solid) + AlFs; (gas). (2)

OKCIIepUMEHTAJIbHOE TOJTy4YeHHEe HUTPUA AJIOMHUHHS TPOBOAIIIOCH B
J1abOpaTOPHOI YCTaHOBKE, COCTOSIIEH U3 BEICOKOTEMIIEPATYpPHOIO PeaKkTopa,
CHCTEMBl HAaIlyCKa M KOHTPOJIS pacxoda a3oTa U CHCTEMBbl BaKyyMHUpPO-
BaHMA. B KauecTBe MCXOOHBIX MaTEpUAIOB HCIOJIB30BAJIUCH OYHMIICHHBINA
BaKyyMHOW AWCTHUIALMEH TPUQTOPHA ATIOMHHHUS, OCO00 YHCTHI as30T
(TOCT 9293-74), meranymuecknit amomunnii (TY 6-09-3742-87), dyre-
pOBKa PEaKIMOHHOW KaMmephl OblTa BHITOJTHCHA W3 MOJIMOICHA, rpadura
7 CIICYCHHOTO HUTpPUA ATIOMHHHS, €€ IPONOJIbHBIN paspe3 IpeacTaBiicH
Ha puc. 1. B HWKXHIOIO YacTh PEakIMOHHOW SYEHKM MOMEIaJd HMOPOIIOK
TpudTOpraa aTIOMUHUSL M TOABEPrajii ero cyxoil BosroHke mpu 1150°C.
Bo Bpems HarpeBa B 9Ty 30HY TakXe [oflaBayI Ar B Ka4eCTBE TPAHCIIOPTHO-
ro rasa. PeaknmonHasi eMKOCTb ¢ ep(oprupoBaHHBIM THOM, Ky/ia 3arpysKajn
aJTIOMUHUI, HaXOMWJIach HA/l HIDKHEH YacThio sTICHKHU. 31Mech Ta3000pa3Hbli
TpudTOPHI ATIOMHUHUS, HPOXOAS dYepe3 OTBEPCTHS B JHE PEaKIMOHHOHN
€MKOCTH, OCYIIECTBJISITT 0apOOTHpOBaHME ATIOMHHMEBOIO pacIjiaBa, dTO
PUBOMIUIO K mpoTekannto peakiuu (1). CTexuoMeTprveckoe OTHOIICHHE
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Punc. 2. DieKTpoHHO-MHKPOCKOMYECKOe H300pa)KeHNe YaCTHLl HUTPUA aJIIOMUHHS
(mpomykr A).

Al: AlF nonpepxwusanoch paBHeM 0.5, a TemmepaTtypa — pasHoiit 1150°C.
B cpenHeit yacti peakIMOHHON sTYCHKH HaxomwuIach 30Ha obpasoBanus AlN,
rae MOHO(MTOPH AJIIOMUHHS pPearupoBajl ¢ ra3000pasHBIM a30TOM COTJIACHO
ypaBHeHuo peakumu (2). 3ona otdenenuss AIN ot AlFz, mpencrasiisio-
mast co0Oil yIJIeBOJIOKOHHBIA MEJIKOMOPUCTHIN (UIIBTP, HAXOAWIIACH BHIIIIC.
IIpomykTel peaknuy, B TOM 4YHCJI€ YaCTHLBI TpU(TOpHOa aTOMHUHHA, 3a-
Aep>KUBaINCh Ha ¢GuibTpe. Pasnesnenne HUTpUAa U TpUPTOpUA ATIOMHUHHS
MPOBOIIIIOCH TOBTOPHOH BO3TOHKOW HOCJIEAHEr0. B BepxHell 4acTh A4eiiku
Haxonusach 30Ha koHneHcauuu AlF;, rae npu Temmepatype 800°C tpugTo-
PHI QTIOMIHHS OCEayl Ha CTEHKAaX KaMepHl.

Da30BBIi COCTaB MPOAYKTOB pEAKIMU ObUT OIpENeseH IMOCPEACTBOM
peHTreHonM(ppakMOoHHBIM aHamm3oM (mudppaktomerp Xpert PRO MRD,
PANalytical). Mopdosorust qactuiy 6biia U3ydeHa C MOMOILBIO CKAaHHPYIO-
HIEro 3JIEKTPOHHOro Mukpockona JSM 6490LV, Jeol.

Ha puc. 2 u 3 npencraBieHsl peHTIeHOrpaMMa U n300paxeHne Mopdo-
Jornu 4yactul] AIN, U3BJIEYEHHOrO M3 Pa3/IMYHBIX 00JIacTedl peakIMOHHOH
sdeiiku. Ha peHTreHorpaMme INpooyKTa, M3BJIECYEHHOTO U3 BBICOKOTEMIIE-
parypHoit obmacti (mpomyKT A), OTYETIMBO BBIPAXKEHBI AU(PPAKIMOHHBIC
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Puc. 3. PenrreHorpaMmsl IpOayKTOB CHHTE3a: HPORyKT A (BHH3Y), IpOayKT B
(BBepxy). JudpakuroHHbie pedieKChl KyOMIECKOl U TeKCaroHAIbHON MOTUbHUKAIIK
HUTpHJIA AJTIOMUHUS OTMEYEHB! COOTBETCTBYIOIIMMH 3HAYKaMH.

pedsekcer (100), (002) u (101), cooTBeTcTBYyOIME reKcaroHaabHOU (a-
3e AIN. IlosyueHHBIE pe3ynbTaThl IEMOHCTPHUPYIOT, YTO ra30¢ha3Hblil METO
cuHTe3a npu Temueparype 1150°C no3BosnseT moirydaTh yIbTpagucIIePCHBIA
rekcaroHaJbHEIE AIN ¢ BBICOKMM BBIXOJOM PEAKIWH, NP 3TOM YaCTHIEI
HMEIOT IIPEUMYIIECTBEHHO MAKPOHHBIN pasMep U KPUCTAIUIMICCKYIO (hopMy.
Ha peHTreHorpaMme IpomyKTa, H3BJICYCHHOTO U3 HHU3KOTEMIICPATypHOI
vyactu suedikn (mpomykt B), mpucyrcrByror audpaximonssie muku (311)
n (400), coorsercTBylomme Kybuueckoil dase AIN, HHTEHCHBHOCTb KO-
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TOpPBIX TIO3BOJIIET CHieaTh BHIBOX O comepkanne -AIN paBHOoM ~ 10%.
ObpasoBanne Kyomdeckoir Momudukarmmy AIN IpeqIoIoKUTENBHO CBSI3aHO
C TEMIIepaTypoil CHHTE3a, IIOCKOJIbKY OHO 3a()MKCHPOBAHO IpU GoJiee HU3KOI
TeMIeparype, HEeXesl CTaOWIn3anusi BIOpHIUTONOmoOHON ¢aspl Cremyer
OTMETHUTB, YTO aBTopamu [12] Tarxxke ObUIO OOHAPYKEHO MPUCYTCTBHE KyOH-
4ecKoil (pa3pl XUMUUECKU CXOXKEro ¢ HUTpuioM amomunus GaN B mpomykTe
raszoasHoro cunrtesa npu temmeparypax Hmwke 1000°C, B To Bpems Kak
npu OoJsiee BBICOKMX TeMmIlepaTypax oOpa3oBbIBajlach NPEUMYILIECTBEHHO
CTabuibHasA rekcaroHajabHas MOAU(UKaLHSL

Takum 0Opa3om, BIEpBHIE Ta30(ha3HBIM CIIOCOOOM W3 TPUPTOpPHUIA AITIO-
MHHHSL OBUT TIOJTyYeH MPOMYKT, CONCPIKAIIMi KaK BIOPLUTOIONOOHYIO, TaK U
KyOmueckyro (aspl HuTpuaa amomuaus. [IpennonoxurensHo, cTabmmsanys
Kybudeckoit cTpykTypsl AIN B npouecce razohasHoro cuHresa o0ycJIOBIIM-
BaeTCsl ONpeesICHHON TeMIlepaTypoil peakloHHOI 30Hb. Ha Ham B3rysn,
IpecTaB/IeHHbIe B paboTe IIepBUYHbIC Pe3yJIbTaThl IAI0T OCHOBAHUS CUUTATh
razo)asHyl0 TEXHOJIOTUIO CHHTE3a HEpCIEKTUBHBIM METOIOM IOJTyYeHHs
KyOudeckoil MomU(pUKaIy HUTPUAA aTIOMUHUSA B 0ObEMHOM COCTOSTHUML.

Pabora mnonmepxana OLIII MunucrepctBa o0pa3oBaHus M Ha-
yku P®, cormamenne Ne 14.575.21.0006, wunentupuxatop mpoeKTa
RFMEFI57514X0006.
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