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AKTyanbHocTb. [1051y4eHue Tyronnaskux HUTPUAOB B BO3AyXe B yC/IOBUAX TEMIOBOrO B3PbiBa CMeCey HaHOMOPOLLKA aloOMUHUS C OK-
cvaaMmn MeTasioB NMPeacTaBiseT NPaKTMYecKuu MHTEPEC AJ1s MaTepuasioBeAeH s U [Jis Teopum PeakLMOHHOM CrOCOBHOCTY BO3AyXa
1Y BLICOKMX TeMnepatypax. Takovi CUHTE3 SBSETCS HaUMeHee SHEPro3aTpaTHbIM 1 He TpebyeT crioxHoro 0bopyaosaHus. [ns npore-
KaHWs CHTE3a HeOOXOAMM TOMIbKO HArpPeB UCXOAHOW LUMXThI, 3aTEM MPOLECC MPOTEKAET CaMOnNpou3BosbHO. CUHTE3 HUTPUACOAEPXa-
LYMX MPOAYKTOB B BO3AYXE C UCMONb30BaHNEM aTMOCQEPHOrO a30Ta Npv HOPMAasbHbIX YCII0BUAX MPEACTaBASET MHTEPEC A5 NONyYeHs
HOBbIX BUZOB KEpaMuky, J0baBOK B 06pabaTbIBaOLLMV MHCTPYMEHT, /18 ANCIEPCHOO YPOYHEHUS MOIMMEPHbIX 1 KOMIO3ULIMOHHbIX
MaTepuasos.

Llenb nccnepoBaHus: 5KCriepyMeHTasbHO ONPeaesnTb COCTaB MPOAYKTOB CroOPaHms CMecer HaHOMOPOLLKa allOMUHIA C TEHTAOKCUAOM
HMobus B BO3aYXe.

OGBBEKT: TOPOLLIOK, COAEPXKALLMN HUTPIL HUOBWS, NONYHEHHBIV MPY CKUTaHWM CMECH HaHOMOPOLLIKA aloMUHUS C MeHTa0KCUAOM HUO-
6us B BO3AYyXE.

MeTopabl: peHTreHoha308bIv aHamm3 (augpakTomerp [Augpen-401), andoepeHumnansHbii TepMUuYecku aHanms (TepmoaHamisarop
SDT Q600, ¢vpma Instrument). Ha ocHoBaHmu pe3ysbTaToB AngpepeHLnanbHOro TepPMUYeCKoro aHamisa bblim paccynTaHbl YeTblpe
napameTpa akTMBHOCTY CMeces. TeMnepatypa Havana okucnenns (t,,, °C), creneHb okucneHHocty (o, %), MakcMManbHas CKopoCTb
OKNCTIEHUS (Vin, MI/MIH), YLENBHBIV TEMT0BOM 3¢pheKT (AH, [IX /T). PeHTreHO(ha308bIv aHam3 1Crob30Banu 4715 U3yHeHuns (asoso-
[o COCTaBa NPOAYKTOB OKMCIIEHUS.

PesynbTartbl. [IpoLecc ropeHus cMecest HaHOMOPOLLKA aloMUHUS C MEHTA0KCUAOM HUobWsS B BO3Ayxe npoTekas B iBe CTaamm ¢ hop-
MupoBaHueM HUTpyaAa H1Mobms Nb,N. CornacHo peHTreHopa3oBoMy aHanm3y, BbIXO4 HUTPMAA HUObMSA B MpodyKTe cropaHus cmecn HIT
Al:Nb,Os=3:1 B MOJIbHOM COOTHOLLIEHUM (ripy Macce cmecest HITAI:ND,Os=2,64:1,36) goctvran Makcumyma v coctansn 47 otH. %. Pac-
YeT 1306apHO-M30TEPMUHECKOIO MOTEHLMANA M0Ka3as, YT0 HATPUZ HAOOMS AOIKEH OKUCIATLCS KMCIOPOAOM BO3AyXa. [pudmHo cTa-
bunm3aLmm kpuctanamdeckon ¢assi Nb,N SB1SeTca ge3akTvBaums KUCI0poAa BO3AYXa U3NTy4eHeM ropsiLyero HaHoMopoLLIKa anomm-
HYA.

KnioyeBbie cnoBsa:
HuTpuz HMOGUS, TENI0BOV B3PbIB, HAHOMOPOLLOK, AMOMUHIAN, 30T BO3AYXA, PEHTTEHO(a30BbIv aHasn3,
ANPEPEHLMANBHBI aHANN3, HUTPUA aIOMUHWS, NapamMeTpbl aKTUBHOCTU.

BeeneHue moTeHIuaja P® cBgsaH ¢ TiIy0oKoil mepepaboTKOi
Oxcuy Huo6us (Nb,0,) ABIgETCA IPOLYKTOM mep- ~ MUHEDAIBHBIX DECYPCOB U, B 4ACTHOCTH, C MOJIYUEHN-
BUYHOI IepepalOTKY MEHEpAIbHOTO ChIpbA B MeTan- €M HUTDHOB HHOGHA. Panee Gbino OKCIIePUMEHTAIb-
JIMYeCKU HUOOUH U SBJISeTcd IM0Je3HbIM KoMmoHeH- — HO IIOKasaHo, UTO P CHUraHNM CMECeH HaHOIIOPOMI-
TOM CITeIUATBHEIX cTajelt [1]. Poct mpoMbrmrensoro K& ATIOMUHHUA C OKCH/IAMY THTAHA, IUPKOHUSA U Tad-
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HUS B BO3JyXe B IPOAYKTAX CTOPAHUS CTAOMIN3UPO-
BAJIMCh COOTBETCTBYIOIIME HUTPUABI ¢ 00ITielt hopmy-
aoit MeN [2]. Ina snementoB V rpymmsl Ilepuoguue-
CKOH CHCTEeMBI aHATOTUYHbIE SKCIIEPUMEHTHI He IIPO-
BOJMJINCH.

ITpu oKMCIeHNHN TOPOIIKO00PA3HOT0 HIHOOUS MPH
HArpeBaHWH B BO3IYXe B MPOAYKTAX OKUCJIEHU OblIa
obHapy:KeHa KpUCTAJIMUYecKas (asa HATPHUAA HUO-
ous [1]. [Toxyuenne TyromiaBKuxX HUTPUAOB B BO3LY-
Xe B YCJIOBHUAX TEILIOBOTO B3PbIBA CMeCeit HaHOMOPOITI-
Ka aJTOMUHUS C OKCHUJAMM METAJIOB TPeJCTABIIET
IPAKTHYECKHUI WHTEpeC [Jig MaTepuajoBeleHUs U
IUIS TEOPUY PEAKIMOHHOM CIIOCOOHOCTH BO3AyXa K
BBICOKHUX TeMmepaTypax [3—T].

IIpormecc cxxuranus cBoOOJHO HACHIIAHHOM HaBe-
CKHU TIPOBOJUTCS C ITOMOIIbI0 MHUITUUPOBAHUS TOpe-
HuA npu atMocdeproM gaBienuu [8]. Takoil cunTE3
ABJIAETC HAMMeHee DHePro3aTPATHLIM 1 He Tpedyer
CJIOJKHOTO 000pyZoBaHUA. [IJId MPOTEKAHUS CHHTE3A
HeoOXO0MM TOJIbKO HArPeB MCXOTHON MIMXTHI, 3aTEM
IIpoIecc MPoTeKaeT caMompousBoabHo [9, 10].

[enpro HAcTOAIIEH PAOOTHI SABJIAETCA IKCIEPU-
MeHTaJIbHOE OIpe/ieJieHe coCTaBa IPOAYKTOB cropa-
HUS CMeceil HaHOIOPOIIKA AMOMUHUS C IIeHTAOKCH-
JIOM HIOOUS B BO3IyXe.

MeToankun 3KCNEePUMEHTOB N XapaKTepPUCTUKKU BeLlecTs

B pabore mcmoawsizoBasca manomoporrok (HII)
AJIOMUHUSA, TOJYIEHHBIN C IOMOIIbIO AJIeKTPUIECKO-
ro B3pbIBa IPOBOAHUKOB [2]. HaHomopoIok amomu-
HUS, MOJIYUEHHBIH B Cpejie aproHa, SBJISeTCS IMPO-
(hOpHBIM, T. €. BOCILIaMeHAeTCsA P KOHTAKTe C BO3-
nyxoMm. Ero maccuBupoBaiy MeIJIeHHBIM OKUCIEHTEM
MansiMu fobaBramMu Bosnyxa [11-15]. Haromopormox
aJIOMUHUA XapaKTepH30BaJCA CAeAYIOU[AMHU Iapa-
MeTpaMM aKTHBHOCTM: TeMIepaTypa Hauaja OKHCJIe-
Hua 400 ‘C; crenens oxuciersocta 47,3 % ; mMakcu-
MasibHasg ckopocTh okumcaerus 0,19 mac. % /°C;
yaeabHBIN TemoBoi addert 8,8 kll:x/T. B srcnepn-
MeHT€ UCTIOIh30BAHN TPOMBITIIEHHbIH TIOPOIITOK TIEeH-
TAOKCHa HUOOUA C COAep KaHneM MeHTaOKCHUIa HIo-
6us B mopoInke 6osee uem 99 mac. % co cpegHUM [u-
amerpom uactui] 20-40 MKEM.

Macchel 00pasioB HOAOMpaHCh TAKMM 00pasoM,
YTOOBI TOPEHME CMeCceH OBLIO YCTONUNBEIM C TOCTATOY-
HBIM KOJMYECTBOM MPOAYKTOB CTOPAHUSA [JIA TPOBe-
JeHUsA TMOCTIeAYIONNX (PU3UKO-XUMUUECKINX aHATIN30B
(rabs. 1) [16-18].

C momortibio AuddepeHInaIbHOr0 TEPMUIECKOT0
anajmsa ([[TA) muarHOCTUPOBAIM MCXOTHBIE CMECH
nopomkoB (HII Al, Nb,O;). 9ro mosBosser ompege-
JIUTH CKOPOCThb OKWCJIEHUA U CTEleHb IPeBPaIeHus
IIPY OTIpe/ieJIeHHBIX TeMIIepaTypax.

HcxomHble cMecy HaHOTIOPOIIKA aJIOMUHUSA C TIeH-
TAOKCHUJIOM HUOOWS, MCIOJB3YS TepMOAHAIU3ATOP
STD Q600, nmpoBepsnu Ha TUPOGOPHOCTH MTyTEM pac-
yera 1o JITA ueTsIpex mapameTpoB aKTuBHOCTEH [3]:
TeMiepaTypa Hadama oxucienus (t,,, C), mMakcu-
MajJbHAA CKOPOCTh OKucaeHUA (V,,, MI/MUH), CTe-
IIeHb IIPeBpaIeHus (CTeIleHb OKMUCIEHHOCTH ) HAHOIIO-
POIITIKA B OMpeeNeHHOM TeMIIepaTypHOM HHTEPBAJIe
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(o, %), ymembHBIE TemnoBoit sddert (AH/Am,
kJ[:/r) [3]. Bce mpuroroBieHHbIE CMECH UMEIOT TE€M-
nepatypy Hauaua oxucienus Beimie 300 ‘C, mosromy
OHU He TUPOQOPHEI (TabJI. 2) M UX IPUTOTOBJIEHUE HE
TpefyeT 0COOBIX Mep IIPeLOCTOPOKHOCTH.

Tabnuuya 1. Coctas uccnegyembix cmeces HIT Al ¢ neHTaokcvmom
H1obus

Table 1. Composition of the investigated mixtures of NP Al
with niobium pentoxide
Cocras 06pasua, MaC. YaCTwl | Coorpowse- | Maccosas
L Sample composition, e HN | ponst HI Al
= Wt parts AINb,Os, | B cmecn, %
\8% Macca HIM | Macca nopouu- | MonbHoe | Mass frac-
S5 Al kaNb,Os, r | Ratio NP tion of NP Al
=7 | Weightof |Weight of pow-| AiNbOs, | inthe
NP Al, g |der NP Nb,Os, g| molar mixture, %
1 1,60 2,40 21 40
2 2,06 1,94 31 51
3 2,64 1,36 4:1 66
4 2,80 1,20 51 70
5= NP Al 0,00 4,00 - 100

PenrrenoghasoBblii aHAINS OCYIIECTBIISLINA METOLOM
TIOPOITIKA, UCToNb3ys AudparTpomerp «dudpeir-401»
C aHOJIOM 3 KeJie3a. [[THa BOJHBI M3TYYEHUA aHOMA
MFeg )=0,193 um [4].

00paboTKy peHTTeHOrpaMM IIPOBOJMIN IIO0 CTAH-
IapTHOMY METOAy CpaBHEHUS pe()IeKCOB PEHTTEeHO-
TpaMM HCCIeyeMbIX 00pasI[oB ¢ PEHTTeHOTPAMMAaMHU
u3 0asel mauHBIX KapToTeku ASTM (Amepuranckoe
00IleCTBO MCIBITAHWE MaTepuanoB). HeoOXogumMbIM
MUHIMAJIbHBIM KPUTEPUEM 0TO0PA MPUCYTCTBYIOIINX
(as ABIANOCH COBIAEHNE MUHUMYM C TPeMs Haubo-
Jiee UHTeHCUBHBIMY ped)ieKcaMu aTaJIoHA.

Pe3yana'rb| 3KCNepUMeHTOB

Ha ocHoBe maHHBIX Au((EPEHINATHHOTO TEPMU-
YEeCKOro aHaumsa Oblia OleHEHA PEaKI[MOHHAA CIIO-
COOHOCTh MCXOJHOT0 HAHOIOPOIIKA ATIOMUHUS U WUC-
ciefyeMbIx cMeceil. TunuyHas TepMorpaMMa IIpef-
cTaBJeHa Ha puc. 1.

Brumy 3amucaHbl TEPMOTPAMMBI, W DPACCUUTAHBI
YyeThIpe apaMeTpa aKTUBHOCTH HCCIeYEMBIX CMecei
[18-21]. Bmaromapsa meroxy auddepeHIuaaIbHOTO
TEePMUYECKOT0 aHAIN3a, OBLIM PACCUUTAHO UETHIPEe
mapameTpa XMMAUYECKON aKTUBHOCTH, O3BOJIAIONIIE
XapaKTepus30BaTh CBOMCTBA HAHOMOPOIIKa (Tabt. 2).

C pocrom copep:KaHUA HAHOMOPOIIKA AJIOMUHUSA
Ha0JII0IJI0Ch TIOBBIIIEHNE TEMIIEPATYPHI HaYaia OKH-
crerus (T,,), ucciefyeMbIX cMecell HaHOIOPOIIKA
ATIOMUHUA ¢ IeHTaoKcuAoM Huobud (tabx. 2), ¢ 310
10 410 °C. TIpu 5TOM IIPOKCXOAIIIO YBEIMUYEHNUE CTelle-
HE OKucJaerHHoCcTH ¢ 26,06 10 40,69 % M Makcumaib-
Hoii ckopocTu okueaenusd ¢ 0,03 1o 0,18 mac. % . Tak-
JKe TIPU aHAJIM3e MOJTYYEHHBIX JaHHBIX OBLIO YCTAHO-
BJIEHO 3aKOHOMEPHOE YBEJIUIEHNE YeIBHOTO TEILIOBO-
ro a(hderra cmecedt ¢ 2960,06 xo 5238,12 [I:x/T mpu
VBeJIWUYEHUY COIeP:KaHMs HAHOTIOPOIITKA ATIOMUHNUS B
CMecsX.
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Puc. 1. Tepmorpamma CMecH HaHOMOPOLLUKa amoMUHUA C o-
POLLKOM MEHTaoKcuaa Huobus (aTMocgepa — BO3AYX,
ckopoctb Harpesa 10 °C/MuH, Macca HaBecku —
8,758 mr, HIMAl:Nb,0s=3:1)

Fig. 1. Thermogram of aluminum nanopowder and niobium

pentaoxide mixture (air, heating rate 10 °C/min, sample
weight is 8,758 mg, NP Al:Nb,0s=3:1)

Tabnuua 2. [1apameTpbl aKTYBHOCTY CMECeV HaHOMOPOLLIKA anio-
MUHWS C MeHTA0KCHAOM HNObUS

Table 2.  Parameters of niobium pentaoxide and aluminum
nanopowder mixtures activity

Ne obpasLia . Virax, Mac. % /C | AH, kIlx/r Al
SampFe ng. Tuo/ Toor"C e %1yt 96 //s AH, )li /é Al

1 310 26,06 0,03 2,9

2 400 31,64 0,08 3,4

3 330 46,50 0,19 6,1

4 410 40,69 0,18 52

5 400 47,3 0,19 8.8

Ha pmc. 2 mpepcraBieHa peHTreHOIpaMMa IIpo-
IYKTOB cropauus odpasma Ne 2 (tabu. 1). lanuble ayis
oIpe/iese s KPUCTAINYECKUX (Das ObLIN B3SATHI 13
me:xayHapoguoin Kaproreku ASTM. Ilpu yeemuue-
uuu copepsxanusa HIT Al B mpoaykTax cropanus mpu-
cyrerByioT dassl Nb,N u Al,O, (puc. 2). Ha penrreso-
rpamMme peduiekc maTeHCcHBHOCTBIO 100 % cooTset-
ctByetr peduercy maTeHcuBHOCTBIO 100 % (assl Hu-
Tpuna HuobuaA (puc. 2) (MeKIYHApOAHAA KAapTOTEKa
PDF Ne 391398).

HNccmenoBaHbl MPOAYKTEI CTOPAHUS B KUIKOM a30-
Te B CMECAX KOMIAKTHPOBAHHBIX 00PAsI[0B HAHOIO-
POIIIKA aTIOMIHU ¢ TeHTA0KCHA0M HIoOus. ['azompo-
HUIIAeMOCTh 00pasIioB (Macca Kask0ro oopasia obLaa
3 T) mpu TETepOreHHOM TOPEHHUU CHUCTEM «Me-
TaII-Tas» uMeeT OobIoe 3HaueHue. [[aBeHme KoM-
TAKTUPOBAHWS BJIMSAET HA BEMUUYUHY TOPUCTOCTH 00-
pasia. [TosTomy B majbHeiieM 00pasibl KOMIAKTH-
poBaHbI HebosbIuM yeuauem P=25 klla.

3a cuéT BHICOKOTEMIIEPATYPHOTO CBA3BIBAHUSA a30-
Ta BO3JyXa B rasoBoil (hase 1 MOCIe0BATENHHOTO BhI-
TECHEHUS KUCJIO0POa a30TOM U3 y-0KCHUIA alTIOMIHUA
IPOUCXOAUT TpoIiece (HOPMUPOBAHUA HUTPUAA ai0-

MUHHSA. ITH Pe3yJbTaThl He IPOTHBOPEUAT paHee
IPeJIOKEeHHOMY MeXaHU3My TOPEeHUS HAHOMOPOIIKA
aqoMuHuA B Bo3ayxe [22, 23]. OngHoBpeMeHHO (hop-
mupoBanue (assl AIN mpoucxXoguT IyTeM IPAMOIO
B3aMMOJIEVCTBUSA ATIOMUHUS C a30TOM.

' = NbN
® a-AlLO,
A y-ALO,

100

1,%
288883388

0
1214 16 18 2,0 2,2 24 26 2,8 3,0 3,2 34 3,6
d,Hm

Puc. 2. PeHTreHorpamma npofyKToB CropaHis B BO3Ayxe cMecy
HaHOMOPOLLIKA aflOMUHNA C MeHTA0KCUAOM HUobUS
(Maccosoe cooTHowweHme HIT Al:Nb,Os=3:1)

Fig. 2.  X-ray diagram of combustion products of niobium pen-
taoxide and aluminum nanopowder mixture (NP
Al:Nb,0s=3:1)

3aknioyeHue

[Tpemnoxxen cocod cCHHTE3a TYrOILIaBKOTO HUTPU-
na uHuobuss Nb,N coxurammemM cMeceil HAHOMOPOIIKA
aJIIOMUHUA ¢ TeHTaokcuzom Huobus Nb,O;. IIpormece
CKUTAHUA MIPOBOAUTCA C IOMOIIBI0 MHUITUUPOBAHMS
ropeHus CBOOOJHO HACHIMAHHON HABECKH IIPU ATMO-
c(epHOM JaBJIE€HUH.

1. ®opmupoBaHue HUTPUIA HUOOUSA B MPUCYTCTBUU
KHUCJIOPOJla IIPOMCXOIUT B YCJIOBUAX TEILIOBOTO
B3PBIBA, IPU KOTOPOM IPOMCXOIUT HETEIJIOBOM
TIPOIleCe JIe3aKTUBANMY TPUILIETHOTO KUCJIOPOJa
IyTeM ero mepeBoja B HeAKTUBHOE CHHTJIETHOE CO-
crosauue [24].

2. Beposarwuo, uto Nb,N aBiasgerca Hambojee TepMu-
YECKU YCTOMUYUBLIM HUTPUAOM CPEAU COeTUHEHMH
HIOOUS C a30TOM.

BbiBogbl

1. MaxcumasbHBIH BeIXOS HUTpUAa HroOus Nb,N B
TMPOAYKTaX CrOpaHUs cMeceil HaHOMOPOIIKa aJIio-
MUHHUS ¢ TeHTA0KCUIOM HHOOUS B BO3LyXe XapaK-
tepen masa cmecu HIT Al:Nb,0,=3:1.

2. Ilpu ropeHMM B BO3IyXe CMeceii HAHOIOPOIIKa
AJIOMUHUSA C IEHTA0KCUIOM HI00US (MaccoBoe co-
oraomenune HIT Al:Nb,0,=3:1) B pexume Terwio-
BOTO B3pPBIBAa B COCTAaBE HMPOAYKTOB CTOPAHUS CO-
nep:ranue (haspl HUTPUIA HUOOUS TOCTHUTAET
47 ota. %.

Padoma evinonnena npu noddepxcre I'ocydapcmeernozo
3a0anus «Hayxa», npoexm N 11.1928.2017/4.6.
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The relevance. The preparation of refractory nitrides in the air under the conditions of thermal explosion of aluminum nanopowder mix-
tures with metal oxides presents practical interest both for materials science and for the theory of the reactivity of air at high tempera-
tures. This synthesis is the least energy-intensive, and it does not require complicated equipment. Only the heating of the initial charge
is necessary for synthesis, then the process proceeds spontaneously.

The main aim of the research is to determine experimentally the composition of combustion products of aluminum nanopowder mix-
tures with niobium pentaoxide in the air, to substantiate theoretically the stabilization of niobium nitride Nb,N in the air.

Object: powder containing niobium nitride obtained by burning a mixture of aluminum nanopowder with niobium pentoxide in the air.
Methods: x-ray analysis (diffractometer Difrey-401), differential thermal analysis SDT Q600 Instrument company. On the basis of the
results of the differential thermal analysis the authors have calculated four parameters of the mixtures activity: temperature of oxida-
tion beginning (t;., °C), oxidation degree (a, %), maximal oxidation speed (vi,, mg/min), specific thermal effect (AH, J/g). X-ray
analysis was used for investigating crystal structure of oxidation ending products.

Results. Combustion of mixtures of aluminum nanopowder with niobium pentaoxide in the air proceeded in two stages with formation of
niobium nitride Nb,N. According to the x-ray analysis in the combustion products, the mixture of NP Al:Nb,Os=3:1 reached maximum of
47 rel. %. The calculation of the isobaric-isothermal potential showed that niobium nitride should be oxidized by air oxygen. The reason
of stabilization of Nb,N crystalline phase is the air oxygen deactivation by emission of burning aluminum nanopowder.

Key words:
Niobium nitride, thermal explosion, nanopowder, aluminum, air nitrogen, X-ray analysis,
differential thermal analysis, aluminum nitride, parameters of activity.
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