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IHNOJYYEHUE HAHOKOMITIO3UTA AL-ALN HA OCHOBE
HAHOITIOPOLIKA HUTPUJIA AJIIOMUHUA MAPKHA CBC-A3

A.B. Illlonomosa, KO.B. Tumosa, /[.A. Maiioan, A.B. bonoukas

Camapckuii rocy1apcTBEHHbIM TEXHUYECKUH YHUBEPCUTET
Poccus, 443100, . Camapa, yn. Mosnomorsapaeiickas, 244

Memoo  a3uonoco camopacnpoCcmpansauie2ocs BblCOKOMeMNEPamypHoeo CuHmesa
(CBC-A3), ucnonv3yrowuii asuo Hampus 6 Kayecmee azomupylouje2o peazenma, npumeHeH
0J1s1 NOJYYeHUs HAHONOPOWKA HUMPUOA ATIOMUHUS U3 NPEKYPCOpa — 2eKcagmopaniomu-
nama nampusi. Ilpooykm copenusi cmecu NazAlFs + 3NaN; nocie 600HoU npomviéKu co-
cmosin u3 Muxkpo- u Hanowacmuy AIN (65 %), a maxoce ocmamxos conu NazAlFs (35 %).
U3 smozo npooyxma CBC-A3 nymem cmewusanusi ¢ NOPOWKOM MeOU U Npeccosanusi Ovlia
npuecomosiena Hanonopoukosas ncegdoaueamypa Cu-4% (AIN + 35 % Na;AlFg), komo-
pas ovlia ycnewHo 66edena 8 pacniag aniomunus npu memnepamype 850 °C. Ilpu smom
conv NazAlF s 6 npodykme copenust colepana pois (haoca npu 6600e 8 pacnias aioMUHUs
U 8 KOHEUHbIll COCMAB8 KOMNOZUYUOHHO20 CNIA8A He goulid. Mukpocmpykmypa nouyyeHHo-
20 UMO020 KOMNOUYUOHHO20 ATIOMUHUEB020 cnaasa pacyemnozo cocmasa Al-1,2%Cu-
0,035%AIN noxaszana, umo apmupyrowue yacmuysvl AIN pasnoco pazmepa, 6 mom uucue
U HaHouacmuybsl, pacnpeoeielbl 8 OCHOBHOM N0 PAHUYAM 3ePeH AIOMUHUEB020 CNIABA.

Knrouesvie cnoea: camopacnpocmpanaiowuiicss 8blCOKOMeMNePpamypHlil CuHmes, a3uo
Hampus, HUMPUO ATIOMUHUA, HAHONOPOULOK, NCE8OONUAMYPA, KOMNOZUN.

B nacrosimiee BpeMsi OOJBIIMM CIIPOCOM MOJIB3YETCS YIBTPAIUCIEPCHBIN MOPO-
IIOK HUTPHJIA AFOMHUHUS, KOTOPBIA HAIEN MIMPOKOE MPUMEHEHHE B Pa3jIMYHbIX OT-
paciisiX TPOMBINIJICHHOCTH, BKJIFOYAsi H3TOTOBIICHUE TIOIONKEK JUISI MUKPOAJIEKTPOHH-
KM, TEIJIOMOTJIOTUTENEeH B CBETOIMOJHON TEXHUKE U BBICOKOMOIIHOW SIEKTPOHUKE,
a TaKke B Ka4eCTBE apMHUPYIOIIET0 MaTepHala B JETKUX aTlOMOMATPUYHBIX KOMITO3HU-
tax AI-AIN, obmamaronux MOBBIIMICHHON >kapornpoyHocThio [1, 2]. AIN obmamaer uc-
KIIFOUUTEIIBHBIMU  MEXaHUYECKUMH, TEPMHUYECKHUMH, XUMHUYECKUMHU, ONTUYCCKUMU
U IUAJICKTPUYECKUMH CBOMCTBAMH, TaKMUMH Kak BBICOKasl TEIUIONPOBOAHOCTH (319
B/m-K), BbIcokoe ynenbHoe 3nektpoconporusieHne (>10"° Om), Hu3Kuil Ko3pduim-
eHT TeroBoro paciuupenus (4,3-10° K'), Huskas quanexTpuueckas MpOHMIIAEMOCTb,
BBICOKAs MPOYHOCTb, IIIMPUHA 3aMpelieHHo 30HkI (6,2 3B) [3-5].

W3BecTHBIE TEXHONOTHH MOJIYYCHHUS] HUTPUIA ATIOMUHUS (TIEUHOM croco0, rmias-
MOXUMUYECKUN CUHTE3, DJIEKTPOB3PHIB ATFOMUHUEBOM MPOBOJIOKH, KapOOTEPMUUYECKUI
CHUHTE3 U JIP.) XapaKTepU3YIOTCS OOJIBIIUM dHEPronoTpeOICHHEM, CIOXKHBIM 000pY10-
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BaHHMEM M HE BCerjaa obecrneunBaroT HaHOpazMepHOCTh mopoika AIN [6—10]. OcHoB-
HbIE HEJIOCTATKH M3BECTHBIX TEXHOJIOTUN MOTYT OBITh YCTPAHEHBI C UCTIOJIB30BAHUEM
OTKpbITOro B 1967 r. poccuiickumu yueHsiMu A.I'. MepxanoBeim, W.I1. bopoBuHCKO#I
u B.M. IlIkupo ciocoba camopacmpOoCTpaHSIOMIErocs BEICOKOTEMIIEPATYPHOTO CHHTE-
3a (CBC), KOTOpbIi MNPOTEKAET 3a CYET COOCTBEHHOI'O TEIUIOBBIJCICHUS TOPEHUS
B IMPOCTOM MaJIOrabapuTHOM OOOPYOBAaHMHU U 3aHMMAaeT Mayio Bpemenu [11].

C 1970 r. B CamI'TVY pa3zpabatrbiBaeTcs a3uiHasE TEXHOJOTHUS CAaMOPACIPOCTPaHS-
ro1ierocsi BeicokoreMiepatypHoro cunrteza (CBC-A3), koTopasi MO3BOJISIET MOIyYaTh
MHUKPO- U HAaHOTOPOIIKHA HUTPHUIIOB, KapOUIOB M KOMIIO3ULIUNA HA WX OCHOBE IPU HC-
MOJIb30BAHUU TIOPOIIIKA a3M/a HATPHUS B KAUECTBE a30THPYIOIIETO peareHTa U Tajlou/I-
Heix cojei [12]. Ecnu B mpoueccax CBC wucnonb3oBath HE ra3o000pa3HbI a3orT,
a TBEPJbIM a30TUPYIOLIMM PEareHT B BUJE KOHICHCUPOBAHHOIO a30TCOAEPIKALIEIO CO-
€AMHEHUS, TO TMOSBISETCS BO3MOXHOCTH TBEPAO(A3HOTO CMENIMBAHUS TOPIOYETO
1 okuciuTens (a3oTra) A0 CHHTe3a. B pe3ynbraTe moiydaercs CMech MCXOJHBIX pea-
TeHTOB, MPU TOPEHUU KOTOPOH PE3KO MOBBIMIAETCS KOHIIEHTPAIMS PEearupyronx Be-
IIECTB B 30HE CHHTE3a U MCUE3A0T (GUIBTPAMOHHBIC 3aTPyIHECHUs. 3aMeHa METaJlIH-
YECKOr0 alFOMUHUS Ha TaJIOUIHYIO COJIb, COACPIKAIILYIO B CBOEM COCTaBE a30TUPYEMBbIil
aneMeHT (Al), MPUBOIUT K CHIDKEHUIO TeMIIEpaTypbl TOPEHUs, CO37aBasi BOZMOKHOCTh
MOJYyYEeHHUS] HAHOPA3MEPHOTO NMPOoAyKTa ropeHus [13].

Lenpto nanHO#l pabOTHI ABISETCS UCCIEAOBAHNE BO3MOXKHOCTH TOyUYEHUsT HAHO-
nopotika AIN no azuanoi texHonorun CBC u3 cmecu Na;AlFg + 3NaN; mist mpume-
HEHUS B PA3JIMYHBIX OTPACISX MPOMBIIUIEHHOCTH, B TOM YHCIIE U B KQU€CTBE apMUPY-
fo1ei (a3bl IUTOTO aTIOMOMATPUYHOTO HaHOKOoMMo3uTa Al-AIN.

B pabore nmst momyueHus: HUTPUIA aTFOMUHUS U3Yy9aach PEeaKIvsl

Na;AlF¢ + 3NaN; = AIN + 6NaF + 4N,. (1)
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Puc. 1. Pe3ynpraThl TEpMOAMHAMUYECKUX PACUETOB
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J1Jis OLIEHKM BO3MOXHOCTH 00pa30BaHUs HUTPUJA aJTIOMUHUS MPU TOPEHUU peak-
uuu (1) mpoBoaMsICS TEPMOAMHAMUYECKUM aHAIN3 C TOMOIIBIO KOMITBIOTEPHOU MpO-
rpammMbl Thermo, paspaboranHoii B UHCTUTYTE CTPYKTYpHON MAaKpOKHMHETUKH U MPO-
onem marepuanoBeaenuss PAH (MCMAH). Pacuer anuabaTtnueckoil Temmeparypbl
peaKIuy MPOBOAWICS B MPEINOJIOKEHUN OTCYTCTBUSI MOTEPh TEIJIa U3 30HBI XUMHYE-
CKOHM peakIMy U C y4YeTOM IIOJHOIO MpEeBpallleHUsl peareHToB B cucreMax. I'paduue-
CKas 3aBHCUMOCTh aquabaTUYeCKON TeMIepaTypbl TOPEHHUS U DHTAJIBIUHU MPOTYyKTOB
peaKkIuu OT JaBJIEHUS a30Ta, 3aKaYMBAEMOI'0 B PEAKTOP, MPECTaBiIeHa Ha puc. 1.

VYBenuueHue aanabaTUUECKON TemIepaTypbl TOpeHHs npu AaBieHusx or 0 g0
6 MIla cocrapnser 269 K. DHTanbnus peakuud HE 3aBUCHUT OT JaBJICHMs a30Ta, 3aKa-
YUBAEMOI'0 B PEaKTOp, €€ 3HaueHue cocrapisieT 3259 k/[x B unTeppaine aasienuit ot 0
1o 6 MIlIa.

Nzyuenne npomecca cuare3a AIN no asumnoi Texnonorun CBC, usmepenue u-
HEWHBIX CKOPOCTEN U TeMIIepaTyp rOpeHUsI MPOBOIMWINCH Ha JIAOOPATOPHOM YCTaHOBKE
CBC-A3, OCHOBHBIM DJIEMEHTOM KOTOPOH sIBisiics JtabopaTopHbiii peaktop CBC-A3
MOCTOSIHHOTO AaBjeHUs ¢ pabounm o0beMoMm 4,5 1. TemriepaTypa U CKOPOCTbh TOPEHUS
OTIPECIISIIUCH TEPMOTAPHBIM METO/IOM C HCIIONb30BAaHUEM BOJIb(pPaM-PEHUEBBIX Tep-
momap BP 5/20. Peructpamus temnepatypbl U CKOPOCTH TOPEHUS OCYIIECTBIISAIACH
C TIOMOIIIBIO aHAJIOTO-UU(POBOro Mpeodpa3oBarTess, MOACOSAMHEHHOIO K KOMIIBIOTE-
py. YCTpOHCTBO peakTopa U METOANKA pabOTHI HA HEM OMHUCaHHI B [12].

3aBUCHMOCTDH TEMIIEpATypbl U CKOPOCTU TOPEHHUs OT JABJICHUS a30Ta, 3aKauuBae-
MOTO B peaKkTop, McciemoBaigach Ha obpasmax cmecu Na;AlFs + 3NaN; amametpom
30 MM MpY HACKITTHOM TTOTHOCTH UCXOaHOU cMecH (O = 0,34) (puc. 2).
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Puc. 2. Pe3ynbTaThl 5KCIEpUMEHTAIBHOTO UCCIEIOBAHHS TapaMeTPOB FOPEHHs
[TonyyeHHble 3KCIIEPUMEHTAILHBIE 3aBUCUMOCTH TeMmneparypbl (7;) U CKOpOCTH

ropenus (U;) cmecu NajAlFg+ 3NaN; ot naBnenus azota (P), 3aKkayMBaeMoro B peak-
TOp, AMPOKCUMUPYIOTCA (DYHKIIUSAMU CIIEIYIOIIETO BUAA:
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Tr(P)=-11,611P* + 103,55P + 733,83 pu R* = 0,9603;

Ur(P) =-0,0105P* + 0,0983P + 0,4002  mipu R* = 0,9892.

VY CTaHOBIEHO, YTO C MOBBIINICHUEM JIaBJICHUS a30Ta B PEAKTOPE YBEIUYEHUE TEM-
mepaTypbl U CKOPOCTH TOpeHus HabmomaoTcs 10 4 MIla. MakcumanbpHas TemMmepary-
pa ropenus cocrasisger 950 °C, makcumanbHast ckopocth ropenus — 0,62 cm/c. U3
MIPEACTABICHHBIX PE3YJIbTATOB MOKHO CJIEJIaTh BBIBOJ O TOM, YTO UCXOJS U3 TEMIIEpa-
TYpbl U CKOPOCTH FOPEHHUSI ONITUMAJILHBIM JaBieHUEM siBsieTcs 3HaueHue 4 MIla.

MeTtonbl UCCIeOBaHUS MPOIYKTOB CHUHTE3a BKJIIOYAIU PEHTTeHO(A30BBINA (JIU-
dpakromerp ARL X’trA-138, mporpammer PDXL 1.8.1.0 ¢ ucmonp3oBaHUEM OTKPHI-
TOo KpucTayutorpaduyueckoit 6a3el nanueix COD) 1 MUKpOCKONUYECKu# (pacTpoBBIi
NMeKTpoHHBIN MUKpockor Jeol JSM-6390A ¢ npucrtaskoii Jeol JED-2200) ananu3sl.

Ha puc. 3 mpencraBneHsl pe3yiabTaThl pEHTTEHO(PA30BOT0 aHAIHM3a MPOIYKTOB T'O-
penuns cmecu Na3;AlFg + 3NaN; npu naBnenun P = 4 MIla nocsie onepanun mpOMBIBKH
B JUCTUJUINPOBAHHOM BOJIE.
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Puc. 3. Pentrenorpamma npoaykros ropenusi cmecu NazAlFg + 3NaN;

Buano, 4to Hapsiiy ¢ LEIeBBIM MPOIYKTOM PEAKIUU — HUTPHUAOM AJTIOMUHUS —
B MIPOJYKTaX pEaklUUd MPUCYTCTBYET MOOOYHBIN MHPOAYKT — TeKcaTopaltoMHUHAT
Hatpust. NasAlF, npeacrasnser co0oil THIMUHBIN ¢uiroc 11 padUHUPOBAHUS U MOJIU-
(¢buLMpOBaHUS AJTIOMUHHUEBBIX CIUIABOB M MPUMEHSETCS Ul YIy4YlIeHHs] CMadylBaHUs
apMUPYIOIIMX KEPaMUYECKUX YACTHUIl IPU KUIKO(PA3HOM H3TOTOBJICHUM AIIOMOMAT-
PUYHBIX KOMIO3UIMOHHBIX MarepuasioB (AMKM) [15]. IToaTomy npu ucnosib30BaHuU
npoaykta CBC-A3 mis xuakodazHOro apMHpOBaHHUS ATIOMUHHUEBBIX CIJIAaBOB ATOT
MPOAYKT HE CJIeyeT OTMBIBATh OT MOOOYHBIX COJIEH, YTO OBIJIO MOKA3aHO Ha MpUMeEpe
MOIU(UIIMPOBAHMS ATIOMUHUEBBIX CIJIaBOB C MCIIOJIB30BAHHUEM HAHOIOPOILKOBOMN
kommo3urmu SiC—Si3Ny [15].

Ha puc. 4 npencraBnensl MukpodoTorpaguu mopoiika, CUHTE3UPOBAHHOIO U3
cmecu «NazAlFg + 3NaN;» npu naBjieHun a3oTa, 3akaunBaemMoro B peaktop, 4 MIla.

Bunno, uro mpoayktel roperust cmecu «Na;AlFg + 3NaN;» npeactaBisiror coboit
PaBHOOCHBIE YaCTHIIBI HEMPABMWIIbHON (OpPMBI HUTPUIA ATOMUHUS U Tekcadropaito-
MuHata Hatpus. AIN mpeacTaBieH CMEChI0 YaCTUI[ MHKPOHHOTO pa3Mepa (10 He-
CKOJIBKMX MKM) M OOJIBIIIOTO YKCJIa HAaHOYACTHIL ¢ pazmepoM oT 50 1o 100 HM.

s onpeneneHusl MEPCHEKTUBHOCTH MPUMEHEHHUs] CUHTE3MPOBAHHOTO HAHOIIO-
pomika AIN ans apMupoBaHus U MOIUGUITUPOBAHNUS aTIOMUHUEBBIX CILIABOB U3TOTaB-
JMBAJIM HAHOIOPOUIKOBYIO IICEBJOJUIATypy — MEXAHMYECKYI0 CMECh HAHOMNOPOLIKA
AIN ¢ mtactuyabIM nopomkoMm-HocureneMm (Cu), KoTopasi oJIBeprajach MeXaHOaKTH-
BalMM W TpeccoBasach B Opuketsl [14, 15]. IlceBmomurarypa coctraBa Cu-
4%(AIN+35%Na;AlFs) B Buje Opukera UIUHAPHUECKOH (popmbl Maccoii 2,5 r, nua-
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metpoM 18,1 MM u BbICOTOH 1,5 MM BBOAMJIACH B pacCIUiaB MEPBUYHOTO AITFOMHUHUS
TexHudeckor yuctorsl A7 (99,70 %) npu temnepatype 850 °C. IIpumeneHre HaHOMO-
POIIKOBOM TCEBIOJIUTaTyphl MO3BOJIWIO BBECTH apMmupytomire dactuibl AIN B amro-
MUHUEBBIH CIJIaB, MOATBEPKACHUEM YeMY MOXET CIYKUTh PEHTreHOrpaMma oOpasia
nocJie Kpuctau3anuu (puc. 5).
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Puc. 5. PentreHorpamma JuTOro KOMIIO3UITMOHHOTO aTIOMUHUEBOTO CILJIaBa

Pentrenoga3oBblii aHanu3 aMTOro odpasua Moka3bplBaeT HAIUYUE AFOMUHUSA (OC-
HOBa cIutaBa), amoMunuaa meau Al,Cug, M€ M HUTpUJA ATIOMUHUS, YTO CBUETEIb-
CTByeT 00 YCBOCHHH pACIUIaBOM aJIOMUHUSI TOPOIIKA HHUTPUAA aTIOMUHHUS MapKu
CBC-A3 B cocraBe HaHomopoikoBoi mceaonuratypsl Cu-4%(AIN+35%Na;AlF).
Puc. 5 taxxe mokaspiBaeT OTCYTCTBHE JIMHHMKA TamouaHou comu NazAlFg, To ecth sTa
COJIb ChITpajia poJib (bIIr0ca B paciijiaBe aTFOMHUHISI, HO B COCTaB 3aTBEP/ICBIIIETO CIUIaBa
He Bonta. [TomydeHHbIH JINTONH KOMITO3UIIMOHHBIN CIIIaB UMEET PACcCUeTHBIN cocTaB Al-
1,2%Cu-0,035%AIN.

B 3akmroueHum oTrMeTuM, 4TO Hcnoib3oBaHHe cHcTeMbl «NazAlFg, + 3NaNsz»
B miporiecce CBC-A3 mo3BOIMIIO TOJYYUTh CMECh YAaCTHI[ MUKPOHHOTO pa3mepa (110
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HECKOJIbKUX MKM) M OOJIBIIIOTO YKciia HaHodacTuil ¢ pazmepom oT 50 mo 100 M. Hc-
CJIe/IOBAaHME 3aBUCUMOCTEH TEMIIepaTypbl U CKOPOCTH TOPEHHUS OT JABJICHHUS a30Ta,
3aKa4YMBAaEMOI0 B PEAKTOP, IMO3BOJIMJIO YCTAHOBUTh ONTHUMAIbHOE 3HAYEHHUE 3TOrO Ia-
pamerpa — 4 MIla. IlokazaHo, 4YTO NMPOAYKT TOPEHUSI B COCTABE NMPECCOBAHHOW HAHO-
noporikoBoi nceBoauratypsl Cu-4%(AIN+35%Na;AlFs) yaanock BBecTH B paciuiaB
QTIOMHUHMS M TOJYYNUTh JIMTOM KOMITO3MIIMOHHBIN AJIFOMHUHHEBBIM CIUIAB PACYETHOIO
cocraBa Al-1,2%Cu-0,035%AIN.

10.
11.
12.

13.

14.

15.
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OBTAINING OF AL-ALN NANOCOMPOSITE BASED ON SHS-AZ
ALUMINUM NITRIDE NANOPOWDER

A.V. Sholomova, Y.V. Titova, D.A. Maydan, A.V. Bolotskaya

Samara State Technical University
244, Molodogvardeyskaya str., Samara, 443100, Russian Federation

Method of azide self-propagating high-temperature synthesis (SHS-Az), using sodium az-
ide as a nitriding reagent, was used for obtaining the nanopowder of aluminum nitride
from precursor — sodium hexafluoroaluminate. The product of burning the mixture
of Na;AlFs + 3NaN; after water rinsing consisted of micro - and nanoparticles of AIN
(65%), as well as any salt Na;AlFs (35%). This product of SHS-Az was mixed with copper
powder and pressed into a briquette of nanopowder master alloy Cu-
4%(AIN+35%Na;AlFg), which was successfully introduced into aluminium melt at a tem-
perature 850°C. The salt Na;AlF s in the product of combustion played a role of flux during
introducing into the aluminum melt and was not included in the final composition of the
composite alloy. The microstructure of the obtained cast composite aluminum alloy with
the calculated composition of Al-1.2%Cu-0.035%AIN showed that the reinforcing particles
of AIN of different sizes, including nanoparticles, are distributed mainly along the grain
boundaries of the aluminum alloy.

Keywords: self-propagating high-temperature synthesis, sodium azide, aluminum nitride,
nanopowder, master alloy, composite.
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