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MOJYYEHUE IMMOPOIIKOBOM HUTPUJIHOM KOMIIO3UIIUA
ALN-TIN U3 CUCTEM «"AJIOT'EHUAbI AIIOMUWHUSA U TUTAHA —
A3UJ] HATPUSI» 1O ASUTHOM TEXHOJIOT A
CAMOPACIIPOCTPAHAIOIETIOCA BBICOKOTEMIIEPATYPHOI'O
CUHTE3A

JI.A. Konopamuvesa

Camapckuil TOCY/IapCTBCHHbIN TEXHHIECKHI YHHBEPCUTET
Poccusi, 443100yr. Camapa, yi1. Monoporsapaeiickas, 244

Tpedcmasnenvl pezyrbmamol UCCICO08AHULL NO NOTYYEHUIO NOPOWKOBOL HUMPUOHOU KOMNO3U-
yuu  AIN-TIN w3z cucmem  «AlFstyNasTiFgtzZNaN»,  «AlFs+y(NH,) TiFg+zNaN»,
«cNagAlFg+yNa, TiFg+zNaNy», «XNaAlFg+y(NH,), TiFg+zNaNy» (¢ pazmuunsiv coomnowenu-
eM X,y U Z) 8 pedcume camopacnpoCmpansiowecocst GbiCOKOMEMNepamypHo20 CUHmesd ¢ uc-
NOTb306AHUEM A3UOA HAMPUSL U NPEKYPCOPOB, 2ATIOUOHBIX COJeti A30Mupyembix dnemenmos. Ko-
HeUHblll NPOOVKIM, CUHME3UPOBAHHBIIL U3 BCEX UCCTICO08AHHBIX CUCIEM, NPEOCMAGIsLL cOO0U 00-
HOPOOHYIO CMeChb U3 mpex haz. HUumpuo amOMUHUsL, HUMPUO MUMAHA U 2eKCApmOopantOMUHAM
nampust. Iexcagpmopamomunam nampus NagAlFg sersncs nobounvim npodykmom cunmesd, om
KOMOpo2o He YOanioch U30asumvcsi 600HOU OMMbIBKOU KOHEeUH020 npodykma. B xode uccredosa-
HULL ObIIO YCAHOBNIECHO, YMO HAUWLYYULEH O 8bIXOOHbIM OaHHbIM ((haz0eblil U Kouuecmeenblil
cocmag,  Mmopgonocus  npoOyKma) — AGIAEMCS  CUHMESUPOSAHHA — U3 CUCHIEMbl
«AlF3+3Nay TiFg+15NaNy» monkooucnepchas (CyoMUKpOKPUCIANIUYECKASL) NOPOUKOBAS HUTI-
puonas komnosuyust AIN (6%)-TiN (82%)-NghlF (12 %).

Knrouesvie cnosa: mumpuobvt, KoMnosuyus, QIIOMUHULL, MUMAaH, a3u0 HAmpust, 2a10UOHAs CONb,
npexypcop.

OJHUM U3 TIEPCIEKTUBHBIX IN-SitU METOIOB TMOyUEHHS TTOPOIIKOBOW HUTPHUIHOMN
xkommosurmu AIN-TiN sBIsieTcs METO caMOPacIpOCTPAHSIONIErOCS BLICOKOTEMIIEPA-
typHoro cunresa (CBC), paspaboranusiii B IHCTHTYTE CTPYKTYPHOM MaKpOKHHETHKH
u npobiiem marepuanoseaeHus (MCMAH) nox pykoBoACTBOM akaaeMuka MepixkaHo-
Ba A.I'. u mpodeccopa Boposunckoii U.I1. 1 u3BecTHBIN Takke MOJ HA3BAHUEM CHHTE-
3a ropeHueM. J{ocToMHCTBa STOr0 METONa JaBHO WM3BECTHHI. [l cuHTE3a MpOAyKTOB
STUM METOIOM TPAKTUYEeCKH He TpedyeTcsl mojava dHepruu u3BHe. OH OTHOCHTCS
K IMTPOCTHIM U 3KOHOMHUYHBIM METOJIaM M HCITOJIL3YETCS JUIS TIOJTYYICHUS KaK Pa3ImuHbIX
KepaMHYECKHUX MOPOIIKOB, B TOM YHCIIE KOMIIO3UTHBIX, TaK M Cpa3y CIIEYCHHBIX Kepa-
MHUUECKUX MaTepuajioB [1, 2]. B HCTHTYTE CTPYKTYpHOI MaKpOKHHETHKH M MaTepHa-
noseaenuss PAH (MCMAH), sBrstromeMcst poI0HAYaIbHUKOM CIoco0a U TEXHOJIOTHH
CBC, maJo 3aHUMaNKCh MOMyYEHUEM KOMITO3UIUN «HUTPHUJ — HUTPUI» B OJHY CTa-
quro, 1 Tosibko kommosuiur BN-AIN 1 SisN4-TiN moaydueHsr METOIOM KIIaCCHYECKOTO
CBC, mpuueM HE B BHUJIC KOMIIO3UIIUHN MOPOIIKOB, a B BHJIE KOMITAKTHOW KEPaMHKH
IpY TOPSHUH B T'a3000pa3HOM a30Te BBICOKOTO naBieHus [3]. B pexxume kiraccudecko-
ro CBC mipu ropeHN# MOPOIITKOB B Ta3000pa3HOM a30T€ BO3MOKHO TOJTyYCHUE KOMITO-

Jhoomuna Anexcanoposna Konopamvesa (k.m.u., 0oy.), ooyenm kageopwvr «Memannoge-
OeHue, NOPOUKOBAsL MEMATLYP2UsL, HAHOMAMEPUATBIY .
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3WIMI, HO B 3TOM CITy4ae UCXOJHAsI IUXTa OYJET COCTOSITh M3 CMECH TOPOIIKOB dIIe-
MEHTOB, YaCTHUIIBI KOTOPBIX OYAYyT UMETh HENOCPEACTBEHHBII KOHTAKT. [loaTomy 31€ch
BO3MOXXHO XHMHUYECKOE B3aWMOJICHCTBUE B CHCTEME, HAIIpUMEpP, «TUTaH — Oop» ¢ 00-
pa3oBaHUEM COOTBETCTBYIONIMX OMHAPHBIX COeAWHEHWH. UTOOBI pa3leiuTh YaCTHIII
TUTaHa 1 6opa B ucxoaHoi muxte CBC, HeoOX0AnMO BBOAUTH B Hee Kakue-mubo HHEPT-
HBIC TYTOIUIABKHE HOOABKM WM KOMIIOHEHTHI LIEJICBOM KOMITO3MIUH. A 3TO OyaeT CHU-
’KaTh BBIXOJl M Ka4ECTBO IMOJIy9aeMOro mpoaykra [4]. A Takyke KOMITO3UTHBIC MOPOIIKH,
oJTy4eHHsIe iN-SituMetomom kmaccraeckoro CBC, He SBIIAIOTCS HAHOPAa3MEPHBIMH [5].

C 1970 roma B KyHObBIILIEBCKOM MOJIMTEXHUYECKOM HWHCTUTYTE HMEHH
B.B. Kyiiosrmesa (KITTH), apiHe CaMapckoM TOCYAapCTBEHHOM TEXHMYECKOM YHH-
Bepcutere (CamI'TVY), mox pykosozactBom npodeccopa Kocomamosa B.T. 6 Hava-
TBI pabOoTHI IO UCTIONB30BaHMIO B Tpoueccax CBC B kayecTBe a30THPYIOIIETO pearcH-
Ta HE ra3000pa3HOT0 WM KHUAKOTO a30Ta, & TBEP/BIX HeopraHudeckux a3umos. C 1986
rojaa ucciemoBanue u papadorka azuaaeix TexHonmoruii CBC B CamI'TY mpoBomsTcs
0] PYKOBOJICTBOM JIOKTOpA TEXHHMUYECKUX HayK, mpodeccopa buuyposa I'.B. IIpouec-
cel CBC ¢ mpuMeHeHreM HeOpraHu4ecKux a3uioB Obuti 0003HaueHbl kak CBC-A3 [6].
OmHAaKko TOMYYHUTh HAHOIIOPOIIKOBBIE HUTPHAHBIE KoMmo3umuu B pexknme CBC-A3
B CHCTEME <Q30TUPYEMBIH 3JIEMEHT — a3uJ[ HATPUS — TaJIOUIHAS COJNb a30THPYEMOTO
9IIEMEHTa» HE yIaa0Ch.

W3BecTHO, YTO MEpexoj OT JIEMEHTHBIX TOPOINKOB K MpeKypcopaMm — XHMHYe-
CKUM COCJTUHEHUSIM SIBJISIETCSl OJTHUM U3 TIPUEMOB YMCEHBIIICHUS pazMepa CHHTE3Upye-
MbIX opomkoB B CBC [7]. C onHO# CTOpPOHBI, HCTIOIB30BAaHKUE TIPEKYPCOPOB, TaIOU -
HBIX COJIEH a30TUPYEMBIX 3JIEMEHTOB, MPUBOIUT K YJCUICBICHHIO KOMIIOHEHTOB HC-
XOJIHOH IIHUXTHI, a ¢ APYTOi — a30THPYEMBIN 3JIEMEHT, 00pa30BaHHBIA M3 TAIOTCHUA,
SBJISICTCS] BECbMa aKTHBHBIM, HE HIMEET OKCHIHOH IJICHKH.

B cratee mpenctaBieHBl pe3yibTAThl  MCCIEAOBAHMKA BO3SMOXKHOCTH TIOMYUYCHHS
B PSKUME CaAMOPACIPOCTPAHSIIOIIETOCS BBICOKOTEMITEPATYPHOIO CHHTE3a C MUCTIONB30BaHH-
em asuna Hatpust (CBC-A3) ¥ ralloIHBIX CONEH, SBISIONMMICS TIPEKYPCOPAMH a30THpYe-
MBIX 37eMeHTOB T1 U Al, U3 cHCTeM «allOreHHIB ATFOMHHKS W TUTAHA — a3WJ HATPHS»
MHKpO- ¥ HaHOPa3MepHOM moportkoBoii HuTpuaHo#i kommosuiem AIN-TiN.

Pe3ynpTaThl IO CHHTE3Y MOPOIIKOBOM HuTpuaHOoM KoMmo3unuu AIN-TIN B 3aBu-
CHMOCTH OT COOTHOIIICHHUS] KOMIIOHEHTOB (TOH WJIM MHOM T'aJIOMIHOM COJIH) B UICXOIHOU
[IMXTE <TaJOTCHUIBl a30TUPYEMBIX DIIEMEHTOB — a3HJl HATpUS» MPEICTaBICHHI B
Tabn. 1. 13 TaGauipl BUIHO, 9TO C yBenIndeHHeM B cucteme Ne 1 konmmdectBa ¢ropuaa
amomunns AlFz (ot 1 mo 3 MoiB) TeMIepaTypa M CKOPOCTh TOPEHHUS MOBBIIIAIOTCS
¢ 100010 1500 € u ¢ 1,000 2,00cMm/c coorBeTcTBeHHO. KHCIOTHO-IIIEN0OYHOM Oa-
naHc npoMeiBHOHN Bozel (pH) moctosimen u paBen 8. C yBenmueHneMm B cucteme Ne 1
KonmuecTBa rexcadropruranara Hatpust NaTiFs (ot 1 mo 3 Momp) Temmeparypa
u ckopocTb ropenus nosbimarorcest C 1000m0 1250 T u ¢ 1,000 1,50cm/c cooTrert-
cTBeHHO, pH nocTosiHeH u paseH 8.

C yBenmuenneM B cucteme Ne 2 xoimuecta ¢ropuga amomunns AlF; (ot 1 mo
3 Moub) TemmiepaTypa u ckopocth ropenus nossimarorcsi C 900mo 1100 T u ¢ 0,4010
0,50cm/c cootBercTBeHHO, pH moctosiHeH u paBeH 10. C yBenMyeHHEM KOJIMYECTBA
B cucteMe Ne 2 rexcadropruranara ammonus (NH,),TiFs (ot 1 mo 3 moins) Temmepa-
Typa u ckopocTh ropenus nossimarTes ¢ 9000 1200 T u ¢ 0,4010 1,50cm/c coor-
BeTcTBEHHO, pH mocrosiHeH u pasex 10.

C yBenmuyeHuneM KojwdectBa B cucteme No 3 rekcadTOpaIlOMHHATA HATPHS
NaAlFs (or 1 mo 3 moms) Temmeparypa ropenus cHkaercs ¢ 1100mo 800 T, cko-
poctb ropenust nocrosaHa — 0,10cm/c, pH noseimraercs ¢ 9 no 10. C yBenuyeHuem
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KonnuecTBa B cucteme Ne 3 rexcadropruranara Harpus NaTiFs (or 1 mo 3 mosb)
TeMmreparypa U ckopocts ropenus mosbsimaioTcss C 110010 1200 T u ¢ 0,10 no
1,00cm/c cooTBeTcTBeHHO, pH MOCTOSIHEH 1 paBeH 9.

Tabnuya 1
Pe3yabTarsl noaydenus kommosuiuu AIN-TIN no Texnonorun CBC-A3
Kommiecrso | TEMIeparypa | Cxopocts KHCHOTHO: [Ber
Nol TOPEHUSA TOPEHUSA IHETOHON KOHEYHOTI'O POA
X, Y ¥ Z, MOJTb o OaraHc,
T, °C U, cm/c pH MPOJIYyKTa
Cuctema Ne 1 «AIF3+ yNaTiFg+ zZNaNy»
Xarz = 1
N AIN, TiN,
1| ynazTire =1 1000 1,00 8 YePHBIN NaAIF
Znanz =7
XaiFz = 3 .
2| ynoorirs = 1 1400 2,00 8 epmrit | AN TIN,
NaAlFs
Zyanz = 13
XaFs =1 .
3| ynoorirs = 3 1200 1,20 8 epmrit | AN TIN,
NasAlFs
Znanz = 15
Cucrema Ne 2 «AlF3+ y(NH,),TiFg+ zNaNs»
Xarz =1
N AIN, TiN,
1 Y(NH4)2TiF6 = 1 900 0,40 10 YCPHBIN NagA":e
Znanz =9
XaiFz = 3
N AIN, TiN,
2 Y(NH4)2TiF6 = 1 1050 0,45 10 YCPHBIN NagA":e
Znanz = 15
Xarz = 1 .
. AIN, TiN,
3| YNHay2Tirs = 3 1150 1,50 10 YEepHBII NaAIF
Znanz = 21
Cuctema Ne 3 «xNagAlFg+ yNa TiFg+ zNaN;»
XNazalFs = 1
_ TEMHO- AIN, TiN,
1 YNa2TiF6 = 1 1100 0,10 9 Cepblﬁ NagAlFe
Znanz =7
XNa3AlFs = 3 .
2| YnazTire = 1 850 0,10 10 cepblit AIN, TiN,
NagAlFs
Znanz = 13
Xnazairs = 1 .
3| ynezrics = 3 1150 1,00 9 aepriit | AN TIN,
NagAlFs
Znanz = 15
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Oxonyanue maon. 1

Cucrema Ne 4 «NagAlFg+ Y(NH,),TiFeg+ zNaNy»
Xna3airs = 1 .
_ TEMHO- AIN, TiN,
1 y(NH4)2TiF6 = 1 1100 1,00 10 CepLIﬁ NagAIFG
Znanz =9
XNa3AlF6 = 3 AIN. TiN
2 Y(NH4)2TiF6 = 1 1000 0,80 10 CepLIﬁ Na(;AIFG,
Znanz = 15
Xnazairs = 1 .
. AIN, TiN,
3| YNHay2Tirs = 3 1200 1,00 9 YEepHBII NaAIF
Znanz = 21

C yBenmyenueM kojmyecTBa B cucteme No 4 rekcadTOpallOMHHATa HATPHA
NaAlFs (oT 1 mo 3 mMomb) TeMmeparypa U CKOpocTh ropeHus cHmwkarotces ¢ 110010
900 C u ¢ 1,00 no 0,50cm/c coorBerctBeHHo, pH mocrosHen u paseH 10.
C yBenmmuenueM kKonmuectBa B cucteme Ne 4 rekcadropruranara ammonust (NH,),TiFs
(ot 1 no 3momb) Temmneparypa ropenus nosbimaercs ¢ 1100mo 1200 T, ckopoctb
ropenus nocrosuHa — 1,00cm/c, pH camxkaercs ¢ 1010 9.

TToBbIIIEHHBIH KUCIOTHO-IIIEN0YHO# GanmaHe (Beiiie pH = 6) roBOpUT 0 TOM, YTO
B IIPOLIECCE TOPEHHUS] OCTAIOTCS YacTUIBl HATpHsA, HE BCTYNHBIUETO B PEAKIUIO
¢ ¢ropom, ¢ odpazoBannem NaF.Hatpuii npu B3auMoaeicTBUN ¢ BOJOW TPH BOIHOU
OTMBIBKE KOHEYHOTI'O CHHTE3MPOBAHHOTO MPOAYKTa mepexogut B coeamHeHne NagO,
TEM CaMbIM MOBbIIIAsi pH MPOMBIBHOI BOJBI.

Pentrenoda3oBplil aHaan3 KOHEYHOTO MPOIYKTa MPOBOJWICS HAa aBTOMAaTH3HPO-
BaHHOM audpaktomerpe ARL X'trA-138 ¢ ucnonszoBannem CU#3IydeHUs Mpu He-
MPEepPBIBHOM CKaHHpOBaHUW B uHTepBaie yrioB 20 or 30 go 80rpamycoB co ckopo-
cThIO 2 rpaa/MuH. Pe3ynbTarhl (ha30BOro U KOJIMYECTBEHHOI'O COCTaBAa KOHEYHBIX IPO-
IyKTOB (10 pe3yJibTaTaM PEHTIeHO()a30BOro aHaIM3a) CBEACHBI B Ta0OI. 2.

Tabnuya 2
Pe3yabTaTsl (pa30B0Oro M KOJIMYECTBEHHOTO COCTABA KOHEYHBIX MPOJYKTOB
ropenus cucreM CBC-A3 «rajioreHubl aJIIOMUHHMS M TUTAHA — a3U/] HATPUS»

KomanuectBo Cocrasn
Hcxonnas cucrema
HCXOJHBIX KOMIIOHEHTOB, T KOHEYHOTO MPOoayKTa, %

Cuctema Ne 1 «AIF3+ yNaTiFg+ zZNaN;»

) XaF3 = 2,54;YNa2Tirs = 6,29; =18; TiN = 64;

AIF 3#+Na, TiFs+7NaN, AIFS . ZnglFsel AINN 89,:}0\8"’::':,\'1864'
NaN3 — '

: Xars = 4,38 ynazmice = 3,62; = 15; TiN = 62;

3AIF+Na, TiFe+13NaN, AIFS ) ZN]_ZZIIF?GG AlNN a3,1A5||':6TI:N2362'
NaN3 — '

) XaFrz = 1,12;yNna2mire = 8,35; =6; TiN = 82;

AIF5+3NaTiFg+15NaN; AIFS ) ZN;;ZGS Alr;l\l asg,;ﬁn: 1282,
NaN3 — '
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Oxonyanue maobi.

Cuctema Ne 2 «AlF3+ y(NH,),TiFg+ zNaNs»

AIF+(NH,), TiFs+9NaN;

Xair3 = 2,13;y(NHayztirs = 5,02;

AIN = 11; TiN = 68;

Znanz = 14,88 NaAlFs = 21
. Xairz = 3,94y nnayzrirs = 3,10; AIN = 16; TiN = 59;
3AIF;+(NH,),TiFs+15Na ’ !
a+(NH,) TiFs N Zaans = 15,32 NaAlF = 25
. Xairz = 0,89; Zianz = 14,57, AIN = 9; TiN = 68;
AlIF3+3(NH,),TiFs+21Nal ! !
s+3(NHY-TIFs N Y(NHayzTirs = 6,33 NaAlFs = 23
Cuctema Ne 3 «xNagAlFg+ yNayTiFg+ zNaN;»

NagAlFg+Na, TiFg+7NaN;

XNa3alFe = 9,64, YNazTirs = 5,59;

AIN =7; TiN = 65;

Znans = 12,28 NasAlFg = 28
. = 9,03;YNa2Ties = 2,98; =12: TiN = 52:
3N&AIFs+NaTiFs+13NaN, XNa3AIF6 } —yj’:l;;':f AINNa3]A2|',:;|'I=N3652,
Nanz = 12,
. = 2,66;YNa2Tiee= 7,91; =6 TiN =75
NagAlF s+ 3NaTiFg+15NaN, | ~Are™ =27 e AIN %SI,FEII;J =75
Nan3 = 12,

Cucrema Ne 4 «XNaAlFg+ y(NH,),TiFg+ zNalNy»

Xnasairs = 4,82; Rans = 13,47,

AIN = 13; TiN = 54,

NazAlFg+(NH,),TiFs+9Na

dnkatbai " YnHay2Ties = 4,95 NagAlFs = 33
3NaAIFg+(NH,), TiFg+ Xnasairs = 8,27; Ranz = 12,83; AIN = 20; TiN = 41,
+15NalN Y(NHay2TiFe = 2,60 NagAlFs = 39
NagAlF+3(NH,), TiFg+ Xnazairs = 2,14; Kians = 13,96; AIN=9; TiN = 75;
+21NaN Y(NHa)2TiFe = 6,06 NagAlFg = 16

HccnenoBanne MopQoorMH W pa3Mepa KOHEYHOTO IMPOJIYKTa MPOBOIMIOCH Ha
pacTpoBOM 3JIeKTpoHHOM MHKpockore JSM-6390Adupmer Jeolnpucraskoit Jeol JED-
2200. Pe3ynbraThl peHTreHO(})A30BOr0 aHaiM3a M MOPQOJOrHS YaCTUI[ KOHEUHOTO
NPOJYKTa NPE/ICTaBICHBI HA puc. 1—4.

PesynbTatel peHTreHo(a3oBoro aHanmmsa cucteMbl No 1 roBopsT 0 TOM, 4TO (ha3oBbIi
1 KOIIMYECTBEHHBIA COCTaB KOHEYHOro mpomykra cucTeMbl «AlFz+ NgTiFg+ 7NaN»
npezacrasieH AIN (18 %), TiN (64 %)u ranoumuoii conbro NasAlFs (18 %).C yBennue-
HueM KonmdectBa (ropuaa amomunus AlF; (ot 1 mo 3 Monb) B ncxomuol mmxte «XAlF;
+ yNaTiFs + zNaN»» B koHeunoM mpoaykre ymenbinaercs komudectBo AIN (¢ 18 mo
15 %), TiN ¢ 64 1o 62 %)u ysemmunBaercs KoianuaectBo NagAlFs (c 18 mo 23 %).C yBe-
mmuenreM rexcapropruranata Hatpusi NeTiFs (or 1 10 3Moib) B MCXOOHOM MIMXTE
«XAlF3+ yN&TiFs+ zNaN»» B koneunoM npoaykre ymeHbluaercst komrdaectBo AlN (¢ 18
10 6 %), NaAlFe (c 18 mo 12 %)u ysemmunBaercs komrmdectBo TIN (¢ 64 1o 82 %) Em.
Tabn. 2, puc. 1). [Ipucyrcreue ranougnoit comt NagAlFs B cocTaBe KOHEUHOro MPOIYKTa
npH Temrieparypax roperust ucxonusix cucteM (1000-1500C), nocraTounsix st oOpa-
30BaHUS HUTPHZAA ATIOMUHUS, MOXHO OOBSCHUTH TEM, YTO HMCXOJHAS TaJOWAHAS COJb
amomurnst AlF; mpu Gomsmux ckopoctsx ropenus (1,00-2,00cm/c) He yemeBaer pasio-
JKUTHCS HAa aKTUBHBIA AIFOMUHUNA U TOp, @, COSAMHSACH C MOJICKYJIaMH HATpHs, BbIJIe-
JIMBILIETOCS TIPY Pa3loKEHNH a3ua HaTpHst, 00pasyeT cradbmisHoe coenunerne — NaAlFg.
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Puc. 1. PentrenodasoBsiii ananu3 1 MOp(OJIOTHs YaCTUI] KOHEYHOTO MPOIYKTa,
CHHTE3MPOBAHHOTO B cuctemax: a — «AlF3+ NaTiFg+ 7NaN»;
6 — «3AIR;+ NaTiFg+ 13NaN»; B — «AlF; + 3NaTiFg+ 15NaN»

PesynbTarhl peHTreHo(ha30Boro aHanmu3a cucTeMbl No 2 TOBOPSIT O TOM, 4TO (a3o-
BBIf M KOJNMYCCTBEHHBIH  COCTaB  KOHEYHOTO  TMPOAYKTA  CHCTEMBI
«AlF3+ (NH,),TiFs+ 9NaN» npencrasnen AIN (11 %), TiN (68 %)u ramouaHoi co-
a0 NagAlF¢ (21 %).C yBenuuenuem koauyectBa Gropuna amomutus AlF; (ot 1 no
3 moub) B ucxomno# mmxte «XAlF; + Y(NH,),TiFs + zZNaN» B koHEUuHOM HpOAyKTE
yBemuauBaercsi koimdectBo AIN (¢ 11 mo 16 %), NgAlFes (¢ 21 mo 25 %)
u ymenbiaercst konuuectBo TIN (c 6810 59 %). C yBenuveHreM KOJIUYECTBA TeKca-
¢ropruranata ammonuss (NHy),TiFs (or 1 g0 3 MoOjb) B HCXOAHOM IIHXTE
«XAIF3+ Y(NH,),TiFs+ zZNaN» B KOHEYHOM NPOJYKTE YMEHBIIACTCS KOJIMIESCTBO
AIN (¢ 11 no 9 %) u ysemmumBaercs kommuectBO Na&AlFgs (¢ 21 mo 23 %),
a komuaectBO TIN He u3MeHsietcst U coctaBisiet 68 % . Tabu. 2, puc. 2).

IMpucyrctue ranouaHoit comn NagAlFs B cocTaBe KOHEYHOTO MPOIYKTa TPH TEM-
neparypax roperus (900—-1200 €) ucxomHbIX CHCTEM, JOCTATOYHBIX JUIS 00pa30BaHMUs
HUTPH/IA ATIOMUAHHUS, IPOUCXOIUT B IBYX ciydasix. [IepBbIil cityyail — KOr/1a HEBBICOKH
temmnepatypsl (900-1000 €) u ckopoctu ropenus (0,40-0,5Qcm/c) rcceayeMbix cu-
cTeM U 00pa3oBaBIeecs] B MPOIECCEe rOpeHus mpoMekyTounoe coeanHenne NaAlFg
HE YCIICBaeT Pa3I0KUTHCS, TAK KaK MPOUCXOSAT TEIUIONOTEPU U3 30HBI PEaKIUH, CBsI-
3aHHBIC C TEIUIOOTBOJIOM K «XOJIOJHBIM» CTEHKaM peakTopa. Bropoil cioyuail — korga
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obpasoBanue AIN 3aTpynHeHO u3-3a GONBIIOrO KOJMYECTBA ra3000pa3HbIX MPOIYK-
TOB, 00Pa3yIOIUXCS B X0/l CHHTE3a IPH PAa3JIOKCHUH a3ua HATPUS U TFaJOMJHOU CO-
mu (NH,),TiFs, npuBOASIINX K pa3phIXJICHUIO U Ta3U(UKAIMN POTYKTOB PEAKIHH.
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Puc. 2. PentrenodasoBbiii aHamu3 1 MOp(HOIOrHs 4aCTUIl KOHEYHOTO IPOAYKTA,
CHHTE3UPOBAHHOTO B cucteMax: a — «AlFz+ (NH,),TiFg + 9NalNy»;
6 — «3AIR+ (NH,),TiFs+ 15NaN»; ¢ — «AlF;+ 3(NH,),TiFs+ 21NaN»

Pe3ynbraTel peHTreHO(ha30BOr0 aHanu3a cucteMbl Ne 3 TOBOPAT 0 TOM, 4To (azo-
BBII M KOJIMYECTBEHHBIN COCTaB KOHEYHOTO MpoaykTa cucteMbl «NaAlFs+ NaTiFg +
7NaNs» mpencrasierd AIN (7 %), TiN (65 %)wu ramounHoi conbio NagAlFg (28 %).
C yBenuuenueM komudectBa rekcadropamomunata Hatpust NagAlFs (ot 1 1o 3 mMosib)
B ucxoauoi muxte «XNaAlFs+yNaTiFs+zZNaN» B KoHeYHOM TPOAYKTE YMEHbIIIACT-
cst kommmuectBo TIN (¢ 65 10 52 %) u ysenuuusaercs konuuectBo AIN (¢ 7 1o 12 %),
NagAlF¢ (c 28 10 36 %).YBenuuenue kommdectBa NagAlF ¢ B KOHEYHOM MPOIYKTE CBS-
3aHO C YBEIIMUCHHUEM KOJIMYECTBA ATOW TaJOMIHOH COJIHM B MCXOJHOM LIMXTE, MPUBO-
JSIEM K ToHmkeHuro Temmeparypbl ropenust (¢ 1100 10 800 T). C yBenuueHuem
konuuecTBa rekcaropruranata Hatpus NaTiFg (0T 1 10 3 MOITb) B HCXOTHOM MIUXTE
«XNaAlFs+yNa; TiFg+zNaN» B koHEUHOM MPOIYKTE yMeHbIaeTcst KoaundecTBo AIN
(c 7 mo 6 %), NaAlFs (c 28 10 19 %) u ysenuuuBaercst koiaudectBo TIN (¢ 65 mo
75 %) (abn. 2,puc. 3).
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Puc. 3.PentrenodasoBsiii ananu3 1 MOp¢OJIOTHs YaCTUI KOHEYHOTO MPOIYKTa,
CHHTE3UpOBaHHOTO B cuctemax: a — «NaAlFg+NaTiFs+7NaNs»;
0 — «3NaAlFg+Na TiFg+13NaN»; 6 — «NaAlFg+3Na TiFs+15NaNy»
PesysbraTel peHTreH0()a30Boro aHanusa cucteMbl Ned TOBOPAT 0 TOM, 4TO (ha3o-
BBIH 158 KOJINYECTBEHHBII COCTaB KOHCYHOT'O IpoAYyKTa CUCTCMBbI

«N&AIFs+(NH,4),TiFs+ONaN» coctout u3 AIN (13 %), TiN (54 %)u ramounHoii co-
1 NaAlFg (33 %). C yBennueHneM KOJHYECTBA TeKcaTopaTroMUHATa HATPUS
NaAlFs (or 1 mo 3mons) B ucxoxmoii muxte «XNaAlFg + Y(NH,)-TiFs + zNaN»
B KOHEYHOM TMpOJyKTe yMeHblmaercst kommdectBo TIN (¢ 54 mo 41 %)
u yBenuumBaercst kommdectBo AIN (¢ 13 mo 20 %), NaAlFs (¢ 33 mo 39 %).
C yBennuenneM kosmuectBa rekcadroprutanata ammoHusi (NHg) TiFs (ot 1 mo
3 monb) B ucxoaHoit mmxte «XNaAlFs+ Y(NH,),TiFs + ZNaN» B KOHEUHOM MPOIyK-
te ymenbmaercs koiamdectBo AIN (¢ 13 mo 9 %), NaAlFs (¢ 33 10 16 %)
u yBenuuuBaetcs kKoaudectBo TIN (¢ 54 1o 75 %) ¢m. tabin. 2, puc. 4). Temmepatypbl
ropernsi (900—1200 €) MCXOMHBIX CHCTEM JOCTATOYHBI JJIsI 00pa30BaHHs HHUTPHUIA
AIFOMUHUSI ¥ HUTPHIA THTaHa B mpouecce cunHTte3a. Omnako kpome AIN u TiN
B CHHTE3MPOBAaHHOM TIIPOJIYKTE MPHCYTCTBYeT (ha3a TAJOWIHON CONU aTIOMHHHS
NaAlFs (mo 39 %), koTopast B mpollecce TOPEHHSI MOJHOCTHIO HE pasiiaraertcs
U IPUCYTCTBYET B KOHEUYHOM MPOAYKTE B Herm3MeHHOM Bre — NaAlF.

[IBeT KOHEYHOrO MPOJYKTa TaKKe TOBOPUT O KauectBe ((pazoBoM cocraBe
u pa3mepe vactuir). M3BectHo [8], uro mopomiok AIN — Genoro mnBeta, moporok TIN —
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30JI0TOTO [[BETa, HO HaHOpa3MepHbIi mMopomok TIN — 4epHOro IBeTa, MOPOLIOK alTko-
MuHUS 1 TanouaHo# comn NagAlF ¢ — 6emoro. KoHeuHslli CHHTE3UPOBAHHBIH MOPOIIKO-
BBI IPOAYKT MMEET I[BET OT CEPOTO 10 YepHOro (cM. Tabu. 1). DTo roBOpHUT O TOM, 4TO
B KOHeYHOM mpoaykTe kpome HUTpHa0B AIN u TiN cozeprkarcst HOGOYHBIE TPOIYKTHI,
KOTOpBIE ¥ IPUAAIOT MOPOIIKY TEMHO-CEPBIN U YepHBIi 1BeT. Cephlif OTTEHOK MPHUAaeT
KOHEYHOMY IMPOIYKTY HUTPH] TUTaHa. Takum o0pa3om, deM Oosibine KoiaudecTBo TiN
B CHHTE3MPOBAHHOM TPOAYKTe W MeHbIne KomundecTBO AIN # mo609YHOrO MpoayKTa
NagAlF¢, TeM TeMHee [IBET KOHEUYHOTO MTOPOIIKOBOTO MPOAYKTA.

U3 puc. la BuaHO, 9TO MOPQOIOTHS YaCTUI KOHEYHOTO MPOIYKTa, CHHTE3UPO-
BanHoro B cucreMe «AlFz + NaTiFg+ 7NaN», umeer chepudeckyro ¥ paBHOOCHYIO
¢dopmy. Cpennmii pasmep cdepuyeckMX W PaBHOOCHBIX 4YacTHll coctaBisier 150—
200uMm. U3 puc. 16 BumHO, 9TO MOPQOIOTHS YACTUI] KOHEYHOTO MPOYKTa, CHHTE3H-
poBannoro B cucteme «3AlF; + NaTiFs + 13NaN», umeer paBHoocHy0 (hopmy u
cpenuuit pazmep yactuy 150—200am. U3 puc. 18 BuaHO, 4T0 MOpOIOTHS YacTUIl KO-
HEYHOTO MPOAYyKTa, cuHTe3upoBaHHOTO B cucteme «AlF;3+ 3NgTiFs+ 15NaN», nme-
eT IracTHHYaTyr0 Gopmy U cpenamii pazmep dactur 250—300amM.
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Puc. 4. PentrenodazoBriii anamm3 1 MOp(HOIOTHS YaCTUI] KOHEYHOTO MPOAYKTa,
cuHTe3upoBaHHOTO B cucteMax: a — «NgAlFg+ (NH,),TiFs+ ONaN»;
6 — «3NaAlFg+ (NHy),TiFg+ 15NaN»; 6 — «NaAlF g+ 3(NH,),TiFs+ 21NaN»
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U3 puc. 2a BugHO, 94TO0 MOPGOJOTHS YACTHI KOHEYHOTO MPOJIYKTa, CHHTE3UPO-
BaHHoro B cucteMe «AlF; + (NHy),TiFs + 9NaN», umeeT cheprueckyro u paBHOOC-
Hyto (opmy. Cpennuii pasmep chepuueckux dactui] coctapisieT 190—-220aMm, cpen-
HUll pa3mep paBHOOCHBIX YacTHIl — 80—100aM. A u3 puc. 20 BUAHO, 4TO MOPQOIOTHS
YaCcTHIl KOHEYHOTO MpPOIYyKTa, CHHTe3upoBaHHOTO B cucteMe «3AlF;+ (NH,), TiFg +
15NaN», nmeet paBHOOCHYIO GopMy U cpenHuii pasmep dactul 150—200am. U3 puc.
26 BHJHO, 9YTO MOPQOJIOTHS YacTUI] KOHEYHOTO MPOAYKTa, CHHTE3UPOBAHHOTO B CHU-
creme «AlFs+ 3(NHy),TiFs + 21NaN», umeeT cheprueckyro GopMy U CpEeIHUIN pas-
mep yactur; 200—300am.

U3 puc. 3 BUIHO, 9TO MOPQOIIOTHS YACTHI] KOHEYHOTO MPOIYKTa, CHHTE3HPOBAHHOTO
B cucremax «NaAlFs+ NaTiFg+ 7NaNy», «3NaAlFs+ NaTiFs+ 13NaN» u
«Na&AIFs+ 3NaTiFs+ 15NaN», nMeer paBHOOCHYIO 1 BOJIOKHUCTYIO (hopmy. Ha puc. 3z
CpemHuii pa3Mep paBHOOCHBIX yacTuil cocTaBiseT 200—250G1M, cpeanuii pa3mMep BOJIOKOH
— 150-200im. Ha puc. 30 cpenuuii pa3mep paBHOOCHBIX yacTHil coctaBisier 100—150um,
cpenuuii pasmep BosokoH — 200—250am. Ha puc. 36 cpeanuii pa3mep paBHOOCHBIX 4a-
crun coctapiser 120—-15Cam, cpeanmii pasmep BosiokoH — 100—13Gim.

U3 puc. 4a BugHO, 9YTO MOPGOJOTHS YACTHI[ KOHEYHOTO MPOJIYKTa, CHHTE3UPO-
BAHHOTO B CcHUCTEMAX «NaAlFg+ (NH,),TiFs + 9NaNs»,
«3NaAlIFs+ (NH,),TiFg+ 15NaN» u  «NaAlFg+ 3(NH,),TiFs+ 21NaN», wumeer
paBHOoOCHYyI0 (opMy. Ha puc. 4a cpeanuii pasmep dactuil cocrapisiecT 80—120uM, Ha
puc. 46 cpenuuii pasmep dactuil cocrapisier 90—130uM, Ha puc. 46 cpenHuil pasmep
yactuil coctaBnser 100—150am.

Takum 00pa3oM, CHHTE3UPOBAHHBIH BO BCEX HCCIEIYEMBIX CUCTEMax (CHCTEMBI
Ne 1 —Ne 4) KOHEUHBIH MIPOAYKT MOXHO KIacCH(MHUIMPOBATh KaK TOHKOMMCIEPCHBIH
(cyOMHMKPOKPUCTAILTMYECKHIA) TOPOIIOK, COCTOSIIMN U3 TpeX (a3: HUTPUIOB ATFOMHU-
HUSI U THTaHa, TOOOYHOTO COCTUHCHHUS — rekcadTopanoMuHaTa Hatpus. Haumydmiei
no mokazarensM (pa3oBoMy M KOJHYECTBEHHOMY COCTaBY, MOP(OJIOrHH MPOIAYKTA)
SIBJIseTCs CHTe3upoBanHas u3 cucteMbl Ne 1 «AlFR; + 3NgTiFs+ 15NaN» aurpugHas
xomnosuims AIN-TIN-NaszAlFe, cocTosimas U3 paBHOOCHBIX YacTHIl HUTPHUIA ATFOMHU-
aust AIN (6 %) ¢ pasmepom 200—2504M, 1mIacTUHYATHIX YaCTUI] HUTpHUIA THTaHa TiN
(82 %) c pasmepom 250—300um u mobounoro mpoaykra NagAlFs (12 %) c pasmepom
paBHoocHbIX yactul] 200—-250amM.
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THE PREPARATION OF POWDER NITRIDE COMPOSITION

IS AIN-TIN SYSTEMS «HALIDES OF ALUMINUM AND TITANIU M —
SODIUM AZIDE» ASIDNEY TECHNOLOGY OF SELF-PROPAGATIH G
HIGH-TEMPERATURE SYNTHESIS

L.A. Kondratieva

Samara State Technical University
244, Molodogvardeyskaya st., Samara, 443100, Rugsideration

The paper presents the results of studies on #qgapation of powder nitride composition is AIN-
TiN systems XAIFz+yNay TiFg+zNaNy», «AlFz+Y(NH,), TiFg+zNaNy»,
«cNagAlFg+yNa  TiFg+zNaN», «xNaAlFgt+y(NH,) TiFs+zZNaN» (with different ratios x, y and

) in the mode of self-propagating high-temperagyrathesis with the use of sodium azide pre-
cursors, halide salts of nitride elements. The fimaduct is synthesized from all investigated sys-
tems, was a homogeneous mixture of three phasasinalm nitride, titanium nitride and
NagAlFs. Na:AlFgwas a byproduct of the synthesis, which was unalget rid of water washing

of the final product. During the research it wasrfd that the best output (and quantitative phase
composition, the morphology of the product) is Hssized from the system
«AlFs+3Na,TiFg+15NaN»  microfine  (submicrocrystalline) nitride powder ngposition
AIN (6%)-TiN (82 %)-NghlFg (12 %).

Keywords: nitrides, composition, aluminium, titanium, sodiande, halide salt, precursor.
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