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B HacTosiliee BpeMs HUTPHU/ ATIOMUHHS 3apeKOMeH0Bal cefsl KaKk MaTepHaJ, 001aial0Ui OTINYUTeIbHOMH
COBOKYIMHOCTBI0 cBoOiicTB. M3 psiza KepaMHYeCKHX MATEPHAJIOB €O CXOKHMHM XapaKTePHUCTHKAMH (OKCH
MArHusi, OKCHJ OepW/LIusi, HUTPUX OOpa) HUTPUA ATIOMHHHS BBIJENSETCH BBICOKOWH TEMJIONPOBOIHOCTDHIO,
BBICOKHM KO3(Q(PHIUEHTOM YyAeJbHOI0 3JIEKTPHYECKOT0 CONPOTHUBJICHHMS M KOPPO3MOHHOH CTOHKOCTBIO BO
MHOTHX AarpecCHBHBIX CpeJaX, TaKiKe ero OT/JIH4YaeT YMepPeHHbIH Ko03(QUIMEHT JHHEIHOro TelI0Boro
paclIipeHHs] M BbICOKAs TepMOCTOHKoOcTh. IloMck HOBBIX TeXHOJIOTHMii MOJy4YeHHs JAHHOTO MaTepHaaa
SIBJIsIETCSl AKTYaJILHOM 3a/1aveil BO BceM Mupe [7], HOCKOJIBKY Ka4eCcTBO HUTPUIA AJIIOMHHHUS B 3HAYHTEIBHOI
CTelleHH ompeJeisieTcs HaAW4YHeM NpHMecell KHCI0poAa W yriepoJa, a CyllecTBYHINHMe NPOMbIIIEHHbIE
cnoco0bl CHHTe3a He MOTYT 00ecleYHTh BBICOKYI0 YHCTOTY KOHe4HOro npoaykra. Ilomumo 3toro, BaskHeiimeii
XapaKTePUCTHKON 1A W3roTOBJEHHS KepaMHYeCKMX MATepHAJOB SfBJseTCAd KPYIMHOCTh MOJIy4YaeMbIX
NMOPOIIKOB HHUTPHMAA AJIOMHHHUSA. B03MOKHOCTH BapbHpPOBaHHs [JaHHOIO INapaMeTpa B Ipouecce CHHTe3a
MO3BOJIUT  MOJY4YaTh MOPOIIOK ONTHMAJIBHOIO TIPAHYJOMeTPHYECKOI0 cOCTaBa, He TpeOyrommii
JOMOJHHUTEIBHOTO M3MEJbYCHHS, CTOJb HEXKeJATEeIbHOI0 ¢ TOYKH 3peHUsl YHCTOThI MNPOAYKTa U
TeXHOJOTHYHOCTH npouecca. I'azoga3Hblii cuHTe3 ABJIAETCH OJHUM M3 HanOoJiee MePCHEeKTHBHBIX METONAOB /sl
NMPOMBIIIJICHHOTO TMOJYYeHHS] BBICOKOYHMCTOI0 HHTPHAA AJIOMHHHS C 33laHHBIM pa3MepoM uactun. B
HACTOfIIIell CTaTbe OMUCHIBACTCA TEXHOJOIHA, a TAaK:Ke PACCMAaTPHBaeTcsl MeXaHH3M IMponecca IMOoJy4YeHUs
MOPOIIKO0OPA3HOT0 HUTPHIA AJMHUHNSA ra3o¢a3sHbIM COco00M.

KiroueBble cnoBa: ra3ogasHblii CHHTE3, IOJYYEHHE HUTPHJA AITIOMUHMS, MEXaHU3M Ipolecca, ONTHMHU3ALNs
TEXHOJIOTHH.
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Currently the aluminum nitride has established itself as a material with a unique combination of properties.
From a number of ceramic materials with similar characteristics (magnesium oxide, beryllium oxide, boron
nitride), aluminum nitride differs by high thermal conductivity, high coefficient of electrical resistivity and
corrosion resistance under many aggressive conditions. Also it is characterized by a moderate linear coefficient
of thermal expansion and high thermal stability. The search for new technologies for the production of this
material isan urgent problem in theworld [7], since the quality of thealuminum nitrideislargely determined by
the presence of oxygen and carbon impurities and existing industrial synthesis methods cannot provide high
purity of the final product. In addition, an important characteristic for the manufacture of ceramic materialsis
the size of the aluminum nitride powder obtained. The possibility of variation of this parameter during the
synthesis allows obtaining powder with the optimum particle size distribution that does not require additional
grinding, which is undesirable from the standpoint of product purity and efficiency of the process. Gas-phase
synthesis is one of the most promising methods for the industrial production of high-purity aluminum nitride
with a specified particle size. This paper describes the technology and examines the mechanism of the process of
obtaining a powder of aluminum nitride gas-phase method.
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B ocHoBe razodaszHoro crocoba mosydeHus HUTPHUIA ATIOMUHHS JISKUT B3aUMOJACHCTBHE
cyodropuna amromMunus ¢ a30ToM [6]. CyOdTopua aTroMUHUS MOTyYaeTCs 3a CUST B3aUMOACHCTBHUS
TpudTopuaa aTIOMHHHS C METAUIMYECKUM amoMuHueM. Ecim MexaHusM  o0pazoBaHHS

cyodropuga m3ydeH DOCTAaTOYHO MOAPOOHO M PEATU3yeTcs NPHU TOJYYeHHH OCO00 YHCTOTO



amomunus [3], To mporecce razodasnoro cuutesa AIN, cocrosimuii U3 HECKONBKHX CTaauid, Tjie
UMEIOT MECTO MOOOYHBIC PEaKIMHU C YJ9aCTHEM >KUIKUX, Ta3000pa3HbIX U TBepAbIX (a3, Tpedyer
JOTIOTHUTEIHHOTO U3YICHHUS.

Henb3st Takke MCKITIOYATh BIUSHHUS (PYTEPOBOYHOIO MaTephalia PeaKIMOHHOW KaMephl Ha
XapaKkTep BBICOKOTEMIIEPATYPHBIX MPEBPAIICHU M CBOWCTBA KOHEYHOTO MPOJYKTa, HUTPUAA
ATFOMUHUS.

TepmoauHamMuyeckuii aHanu3 nporeccoB B cucreme Al-F-N mo3Bosnsier cienars BBIBOABI O

BO3MOKHOCTH TIPOXOKICHUS PEAKIIHi:

AIF ™) +2 Al =3 A|FT™) (1)
2A1+ N =2 AIN ) (2)
BAIF™+ N =2 AIN+AIF,"™) ©)
2A10)+ N*=2AIN ™) (4)

C »9Toil 1enpl0 BBINOJHEH aHAIM3 B3aUMOACHCTBUS MEXIYy KOMIIOHEHTAMH IIUXTHI B
muanazone temreparyp 1000-1500 € He Tonbko npu aBieHUH, OJM3KOM K aTMochepHoMy [5], HO
U Cc ydeTroM peanbHbIX naBineHuid mapo: AlF3 u AlF. Ilpuuem MoHOGTOpHI aTIOMHHUS HMEET
Oonplice naBieHHe, 4YeM TpudTOpuA MpH oaWHaKoBou Temmeparype [2]. Kak mokasbiBaer
MPOBEACHHBIA aHAIN3, BO3MOXHBI peakiuu 1, 2, 3.

Hapsiny ¢ oOpa3oBanueM HUTpHIA TIOMHHUS N0 peakuuu (3) BIIOJHE BO3MOXHO MIPSMOE
a30THPOBAaHUE METAJUIMYECKOTO AJIIOMUHUS B PACIUIaBICHHOM COCTOSHUHM. Hutpup amomMuHus
o0pa3yeT TOHKYIO IUIEHKY Ha pacIUIaBIEHHOM aJIOMHHUU U TMPENATCTBYET JalibHEHIIeMy
npoxoxaeHuto peakunu. OO 3TOM CBUAETEILCTBYET CpPAaBHEHHE MOJEKYIAPHBIX O0BEMOB
Metaumaeckoro amomusus (11,35 cm’/Mons) u HuTpraa amomuus (12,53 cm®/Mob), KOTOpBIC
pasnu4arTcs Mexay coboif MeHee ueM Ha 15%.

YcnoBust paBHOBECHSI a30THPOBAHUS ATFOMUHHMS 10 Peakiiuy (4) OMUCHIBAIOTCS ypaBHEHHEM

, = WI/I 3aBUCAT OT JABYX NapameTpoB (TeMIiepaTypbl U OOIIETro JaBJICHHS T'a30BOM (ha3bl
N, A

IpH TOCTOSTHHOM COCTaBe Ta30BOM (ha3bl WM TEMIIEpaTyphl M COCTaBa Ta3oBoi (a3el mpu

MTOCTOSTHHOM OOIIIeM JaBJICHHH ra30BoOi (asbl).

p3
s peakunn (1) ycnoBus pPaBHOBECHS ONPENENAIOTCA ypaBHeHMEM K, = AF m
AIF,

KOHCTaHTa PaBHOBECHS ONPEACISICTCS IBYMS apaMeTpaMu (TemMIepaTypbl U 0OILEero JaBiICHUs IPH
MIOCTOSTHHOM COCTaBe ra30BOi (pa3bl MM TEMIEpaTyphbl U COCTaBa Ta30BOW (ha3bl MPU MOCTOSHHOM

o0I1IeM J1aBJICHUHN Ta30BOM (a3bl).



Mt peakumu (2) ycnoBusi pABHOBECHS ONIPENENAIOTCS ypaBHeHueM K, = , 1 KOHCTaHTa

L
Py,
PaBHOBECHSI OIIPEEIISIETCS. OJTHUM M3 MapaMEeTPOB. TEMIIEPATypOH MU OOIIMM JTaBICHUEM Ta30BOM
(ha3zwl.

P e,
P N, EPAI3F

Jst peakuuu (3) ycnoBusi paBHOBECHS ONPENENSIOTCH ypaBHeHuem K, =

KOHCTaHTa PaBHOBECHS 3aBHCUT OT IapaMEeTPOB. TEMIIEPATypbl, OOLIETr0o MaBICHHS W COCTaBa
ra3oBoi (hasbl.

AHanu3 TPHUBEICHHBIX YPAaBHEHUH ITOKA3bIBAacT, YTO HM3MEHEHHE TEMIepaTyphl, COCTaBa
ra3oBoil (ha3bl WM OOIIEro JaBJICHUS B PA3IMYHON KOMOMHAIMK OY/IET CKa3bIBaThCS HA PEaKIUsIX
NOJYYCHHS HUTPH/IA ATFOMUHHS METOIOM T'a30()a3HOTO CHHTE3a.

B wacTtHOCTH, TOBBIIIEHHE JaBICHUS a30Ta NMPHBOAUT K YBEIWYEHHUIO BHIXOJa HHUTPHIA
amMoOMHHNSA. B TakoMm jke HampaBieHUH OyJeT CKa3bIBATHCS ITOBBIIMICHHE TEMIIEPATypbl, TaK Kak
paBHOBecHOe naBieHune AlF yBennmumnBaeTcs ¢ pocToM Temreparypsl [4].

DKkcnepuMeHTaIbHAasl POBEPKa BBICKa3aHHBIX IMOJIOKEHUI MPOBOIMIACHE HA Ta0OpaToOpHOI
YCTAQHOBKE, COCTOSIICH W3 BBICOKOTEMIIEPATYPHOTO PEaKTOopa C PEryIHpyeMOil TeMmIeparypow,
CHCTEeMOM Hamycka W KOHTPOJS pacxoja MOJIEKYJSIPHOTO a30Ta, CHCTEMbl BaKyyMHPOBaHHUS
BBICOKOTEMIIEPAaTYpPHOTO peakTopa. B KauecTBe MCXOJHBIX MAaTEpHAOB  HCIIOJIB30BAJICS
OUMINEHHBIH BakyymHOW muctwuiiuuedt AlFz,  ocob6o wuyucteiii aszor (COCT 9293-74),
MeTayumyeckuii amromunnit (TY 6-09-3742-87).

Kunernka mpomecca ompeaemsiack IO pacXoAay MOJEKYISIPHOTO —asora. Takke
¢duxcupopancs Beixox AIN B 3aBHCHMOCTH OT TeMIepaTypbl M JABJICHHS MOJIEKYJSIPHOTO a30Ta.
Pe3ynbraThl onbITOB mpencTaBieHbl B Tabmune 1 u 2 u Ha rpadukax (puc. 1). [Ins cpaBHEHUs
NIPUBE/ICHBI PACYCTHBIC 3HAYCHUSI.

Tabnuna 1. Bnusuaue remnepatypsl Ha Beixo AIN.

No orbiTa Temmeparypa, °C KonuuectBo o6pazosasmierocst AIN Brixox AIN,
- ’ OmbITHOE, T Teopernueckoe, T %

1 1000 2,24 5,09 44
2 1000 1,79 5,09 35,3
3 1050 1,61 5,09 31,6
4 1050 2,20 5,09 43,2
5 1100 2,65 5,09 52,1
6 1100 2,38 5,09 46,8
7 1150 4,88 5,09 95,9
8 1150 5,09 5,09 100,0
9 1200 4,50 5,09 88,4
10 1200 5,02 5,09 98,6
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Puc. 1 -3aBucumocTh 06beMa MOTJIOMIEHHOT0 a30Ta OT BPEMEHH IPH TeMIepaTypax:

1-1000€;2-1050C; 3-1100¢€;4-1150¢C; 5-1200 €.

Tabmuua 2. Bnusaue nasnenns azora Ha Beixoq AlN.

JaBnenue azora, MM pT. CT.

745

335

141

Brixon AIN, %

99,67

12,7

CIIeIbI

Kak mokaseiBaroT NPCACTABJICHHBIC PC3YJIbTAThl, IMMOBBINICHUC TCMICPATYPhl HAYHMHACT

3aMETHO CKa3bIBaThbCs Ha BBIXOZAE HUTpuAa amomunus npu T > 1150 €. YmMensiuenue naBieHus

MOJISIPHOTO a30Ta cHmkaeT Beixoa AIN.

Ceroans nporiecc razodasznoro cuuresa AIN peannzoBaH B BHIE ABYX TEXHOJIOTHYECKHX
cxeM Ha 000pyJOBaHUH, MIPEJICTABICHHOM Ha PUCYHKax 2, 3.
Ha puc. 2 npencrasieH nmpoIoibHBIN pa3pe3 peakIMOHHOW KaMephl, COCTOSIIEH U3 Tpex

OTIEIBHBIX CEKIMI: ncrmapuTeabHoi kKamepsl st AlF3 (1), BaHHBI TS pacTIaBIEHHOTO aTFOMHHUS

(2) u xamepsr as cuaresa AIN (3) [1].




Puc. 2 -TIpomonbHbIH pa3pe3 peakIMOHHON KaMepbl JIJIs TIOJyYeHUS HUTPUIA aTFOMUAHUS

ra3o(azHbIM CIIOCOOOM.

Ha puc. 3 nmpejcraBieH MpoaONIbHBIN pa3pe3 PEakIMOHHONH KaMepbl HOBOH KOHCTPYKITUH

JUTSI TIOJTYYEeHUSI HUTPHIAa ATFOMUHUS ra30(h)a3HbIM CIIOCO00M.

X 4 §
2 3
= =
5
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Puc. 3 -TIpomonbHbIi pa3pe3 HOBOW KOHCTPYKIIMH PEAKITMOHHON KaMephl IS TIOJTYYCHUS
HUTpPHJIA ATFOMUHHS Ta30(a3HBIM CIIOCOO0OM:
1 —o0mas peakunoHHas 30Ha, 2 —TpyOUaras peakllMOHHAs PETOPTA U3 HepKABEIOLICH
cTanu, 3 —cocTaBHasi GyTEepOBKa U3 KOJIEI], NU3TOTOBJICHHBIX U3 HUTPHIA ATFOMUHMS, 4 —
rpaduTOBBIN HarpeBarTenb, S —IIHEK JAJIS MOJa4l UCXOJHBIX MaTepHAaJIOB.
[IpuHuMnuanbHOE OTIMYME B OPraHU3aLUM TEXHOJOTMUYECKOTO IMPOIEcca: €CM B IMEPBOM

CJIydac yCTaHOBKAa UMECT pa3ACIbHBIC KaMCPhI IJId MPOBCACHUA YaCTHBIX peaKHHﬁ, TO BO BTOPOM —



BECh IMPOIECC OCYIIECTBIISIETCS B OJTHOM KaMepe, IJie paciljlaBIICHHbIN aTlOMUHUNA B3aUMOAEHCTBYET
C KOMIIOHEHTaMH IIUXTHI, COACPKAMUMU TPUDTOPU ATFOMUHUS, 00pa30BaBIIUIiCS MOHO(DTOPHT
QIFOMUHUS pearupyeT ¢ a30TOM C TOJTYYCHUEM HUTPUIA aTroMUHUS [8].

Anmaparyproe odopmieHue (puc. 2) JOCTaTOYHO CIIOKHO B HU3TOTOBJICHHH U
oOcmy>)kuBaHUH, TPEOyeT HWCIOJIb30BAaHUSA IeOUIIMTHBIX KOHCTPYKIIMOHHBIX W (DYHKIIMOHAIBHBIX
MaTEpUaJIoOB, YTO B KOHEYHOM CUETE CKa3hIBAETCS HA CTOMMOCTH MOTy4aeMOro MPOIyKTa.

YcranoBka (puc. 3) He Tosnbko npeaycMmarpuBaet cuHte3 AIN B o1HOI Kamepe, HO U MEHSIET
MEXaHU3M B3aUMOJICHCTBUSI KOMITOHCHTOB.

B 00beme kaMepbl KOMITOHEHTBI HAXOJISATCS B CIICIYIOIIEM BHIE:

1) B ra3oBoii aze: maper AlF3, AlF, Al, Ny;

2) Ha TOBEPXHOCTHM pACIUIABICHHOTO aJIOMUHUS. XxemocopOupoBanHblii AlFs, AlF,
MoJieKyaspHbIid a30T, dactuiil AIN. Hamuume AIN Ha MOBEpXHOCTH 3aCTHIBIIEIO ATFOMHHHUS
MOJITBEPKIAET CHUMOK, CAEIaHHBIA C TIOMOIIBIO PACTPOBOTO 3JICKTPOHHOTO MUKpockoma Jeol JSM

6490LV (puc. 4);

imm Electron Image 1
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Puc. 4 - Dnexrponorpamma 3acteiBirero Al ¢ vactuiiamu AIN Ha MOBEpXHOCTH.
3) B 00beMe pacIulaBIEHHOTO almoMUuHMA: TpH 3axBare yactun AlF3; oOpasyroTcs monocry,

sanonHeHHble mapamMu AlFs, AIF, xoTopble Tpu ONpENEeNCHHBIX YCIOBHSX BBIXOAST B 00BEM



KaMCpPBbI. Ot JAaHHBIC IMOATBEPKAACT aHAJIM3 CHHMKOB Pa3pe30B YaCTHUI] 3aCTBIBIICTO AJIFOMHHUA,

OCTaBLICTOCA B peaKHHOHHOﬁ 30HC IOCJIC MPOBCACHUS IMpoHeccca (pI/IC. 5)

15kV X350 50pm 10 47 SEI

Puc. 5 —CHUMOK 4acTHI] 3aCTHIBIIETO ATFOMUHMSI, OCTABITUXCS TTOCIIE TPOBEACHUS

mpolecca MmoaydeHs] HUTPUAA aTlOMUHUS Ta30(pa3HBIM ClIOCOOOM.

Ha cHumke 5, cieJlaHHOM C MOMOIIBIO PACTPOBOTO 3JICKTPOHHOrO MuKpockorna Jeol JSM
6490LV, BUHO, YTO YACTHIIBI ATFOMUHHS, OCTABIIHECS TOCIC KCIEPUMEHTa, UMEIOT MOJIOCTH, a
TaKXKe MOKPHITHI ITOPOIIKOOOPA3HBIM HUTPHUIOM ITFOMUHWUS,

4) nponykt peakuuu AIN B HAHOCOCTOSHIH, arJIOMEpHPOBaHHbIH B yacTUIbl 0T S5O HM 10 8
MKM, pacipeieIeHHbIH 10 00beMy PeaKIIMOHHOI KaMephl.

dyTepoBKa peaKIIMOHHBIX KaMep BBITIOJTHEHA U3 MOJIHOACHA, rpaduTa, CIeYeHHOT0 HUTPHU/Ia
QTIOMUHUS, YTO CIIEAYET YUYUTHIBATH MPH MMOJYYSHHH MTPOAYKTa HEOOXOAMMOM YUCTOTHI.

Kpartko oTnuume npuBeIcHHBIX TEXHOJIOTHYECKHUX TPUEMOB CBOJIUTCS K CIICAYIOIIEMY:

- BO3MOKEH 3axXBaT pacIulaBlIeHHbIM amromuHueM uactull AlF3 um oOpasoBanme AIF He
TOJILKO Ha TIOBEPXHOCTH, HO U B 00bEME paciliaBa,

- xemocopOiuss AlF3 Ha TOBEPXHOCTH PpACIUIABICHHOTO ATIOMHHHS 3aTpyJHEHA H3-3a
XeMOCOpPOLUHM MOJIEKYIISIPHOTO a30Ta W HUTPUJAA ATIOMUHUS B BHJIE OTICIBHBIX M CIIEKIIHXCS
YACTHII.

Hcxonst u3 3THX coOoOpakeHWU pa3jielieHHe pPeaKIMOHHBIX Kamep Oojee OJarompusiTHO
BJIMSICT HA KWHETHKY Mpollecca MOJMyYeHHs HUTPUIA aFOMHUHES, YeM €ro peaju3aius B OJHOU

peaKHHOHHOfI KaMCpe, €CIIN HC ITPUHUMATDL CIICHUAJIBHBIX MCP.
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