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AKTyanbHoCcTb paboTbi CBS3aHa C HEOOXOAUMOCTbIO MONYHEHMS HATPUAOB TUTAHa U UMPKOHMS C UCTIO0/Ib30BaHNEM MEHEE IHEPro3at-
PaTHBIX CMOCODOOB: CUHTE3 CKMIaHs B BO3LYXE CMECEN HaHOMOPOLLKA amOMUHWS C MOKCUAAMU TUTaHa M LIMPKOHWSA, 11 MOUCKOM OMTw-
MasbHbIX YCI0BUN [T MaKCUMaslbHOMO BbIX0Aa HATPMUAOB dnemeHToB IV rpynnbl mobO4YHOV Moarpynmbl. Tyronnaskme HATPYAbI MC-
0N1b3YI0TCA [1/15 HAHECEHWS IEKOPATUBHbIX M KOPPO3NOHHOCTONKIX MOKPLITUV Ha Pa3nYHbIe 13aems: 00pabaTbIBaIOLLVI MHCTDYMEHT,
ZAeTani MallvH, B MEAULMHE B Ka4ecTBe 3yOHbIX MMIMIGHTaToB U B IPOV3BOACTBE CYBEHVPOB.

Llenb paboTsi: ycTaHoBEHME (ha30BOro coCTaBa MpoAyKTOB CropaHus CMECeV HaHOMOPOLLKA amoOMUHIS C AMOKCHAaMY TUTaHa, Lmp-
KOHMs nocrie nx 0bpaboTKy pacTBOPOM M1aBUKOBOW KUCTOTbI U MAPa3NHa.

MeTogbl nccnegoBaHus: AvggepeHumnansHeivi repmmudecki aHamis (STD Q600, CLLIA), peHTreHoga3oBbiv aHanm3 (POH-3.0, Poccus)
PesynbTaTbl. YCTaHOBIEHO, YTO HUTPUAI TUTaHA Y LIMPKOHUS, NOTYHYeHHbIe My CropaHmy B BO3AyXe HaHOMOPOLLKA alIOMUHUA C UX ANO-
Kcugamu, yCTon4mBbl B TedeHue 14aca B pacTBOPE MnaByKOBOV KUCIOThI U rapasvHa. [py bonee anutensHou 0bpaboTke HATpUA TUTa-
Ha COXPaHMICS, a HUTPUZ LUMPKOHUS PaCTBOPUIICS, H4TO 0BYCIOBIEHO MPUPOLOV XUMUYECKMX CBOVCTB STUX HUTPUZAOB. CHUXEHNEM MOMISP-
HocTu cBsizv Me=0. He conepxalimi OKUCIUTENS PacTBOP MAaBMUKOBOV KUCIIOThI C MAPa3vHOM He aKTYBEH B KOMIIEKCOOOPa30BaHmm 1
nepeBozie B pacTBOP a.-0KCHAa amoMUHIS, MOKCHAA TUTaHa, ANOKCHAA LUMPKOHMSA, HO B TO Xe BPeMs B HEM PaCTBOPUIICA allOMUHMIA 1
€ro COEAMHEHNS, B TOM YUCTE 1 HUTPUA amloMyKHuS. [loce 06paboTku MPoAYyKTOB CropaHiis CMECH HaHOMOPOLLIKA amoMVHIS 1 AMOKCH -
[1a TUTaHa B TeyeHue 14aca pacTBOPOM MnaBMKOBOM KUCIOTbI U MAAPAa3MHA MHTEHCUBHOCTb 11X PEGIIEKCOB Ha PEHTreHOrpaMme npakTude-
CKV He M3MeHunach: HTpug tntana — 100 %, o-okcug amomuHns — 47,3 %, HuTpug amomuHns — 14,5 % v anokeua turaHa — 22,5 %.

Knio4eBble cnoBa:
HaHOMopoLLIOK amoMuHMS, ANOKCUL TUTaHa, ANOKCUA UMPKOHWS, NapaMeTpbl XMMMYECKON aKTUBHOCTY, MPOAYKTbI CrOPaHus, CUHTE3
CKUraHWeM, Tena0BOV B3PblB, HUTPUA.

BBepgeHue Kucsopoja (bupaguKa) B CHHIJIETHBIN He aKTUBHBIN
kucaopon (0=0) [8]. B To :xe Bpems 3a cueT HAarpesa-
HUS TOBBIIIAETCS PEAKIIMOHHAS CIIOCOOHOCTD MOJIEKY-
JIAPHOTO a30Ta, KOTOPBIM B3aMMOJIEUCTBYET C MeETaJ-
JIaMU WK UX cyOoKcunamu. [loCTUTHYTHIN MaKCAMAaJIb-
HBI BBIXOJ HUTpHjAa TuTaHa cocrasisger 80 otH. %,
a HUTpuma nupkouusa — 55 oru. % [7]. g npuga-
HUA KepPaMUKe CBONCTB HUTPUAOB 3a CUET IIEPKOJIA-

JIuTensHOe BpEMSA CUUTATIOCH, UTO IIPU CTOPAHUH
B BO3IyXe ANOMUHUI OKUCIIAETCS 0 OKCHUIA AJIFOMU-
uusa (ALO;) [1, 2]. ITos:ke pacueTHBIM myTeM OBLIO IIO-
KasaHo [3], 4To a30T BO3ayXa MOXKET yYacTBOBATH B
IpoIecce TOPEHNS TOPOIIK000PAZHOT0 AJIIOMUHYS, HO
TOJIBKO Ha TIPOMEKYTOUHBIX cTaguax. Ha mpumepe Ha-
HOIIOPOIITKA ATIOMUHUA ObLIO TAaK)Ke MOKA3aHO, UTO

€ro KOHEUHbIe TIPOJYKTHI CTOPAHUSA B BO3LYXE COAED-
srau 6osee 30 % KpucTasnuueckoi ()asel HUTPUAA
anmromuHaud [4]. Yike Torga ObLIO yCTaHOBJIEHO, UTO Ha-
HOTIOPOIIIOK aMOMUHMUS CTOPAET B IBE CTAJUM, U XV MHU-
YyecKoe CBA3BIBAHWE a30Ta BO3JAyXa MPOMCXOAUT HA
BTOPO! BBICOKOTEMIIEPATYPHOH cTafuu ropeHus [5].
Tak:Ke CHHTE30M CJKUTaHUEM B BO3IYXe MIPOCTHIX Be-
IIecTB ObLIN MOJTYYeHBI HUTPUABI 60pa, KPEMHUSA, TH-
TaHa, MUPKOHU, XpoMa, HHoOuA u TanTtaja [6]. Ilpu
CTOPAaHUY CMecell HAaHOOPOIITKA AIIOMUHUSA C TUOKCH-
JaMu TUTaHa, TUPKOHUS B BO3AYXe CTa0UIN3UPYIOTCS
(assr coorBercTByromux HUTPUAOB (MeN) [7]. B ycio-
BUAX BICOKMX Temieparyp (1800-2200 °C) u BwIco-
KOH CBETHMOCTH IIPOMCXOJUT IEPEXO] TPHUILIETHOTO
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nuy [9] Takoe cozep:kaHye HUTPULOB He JOCTATOYHO
[10]. Pamee [11] ObLau mpOBemeHBI HCCJIEJOBAHUS
YCTOMYMBOCTH K BOJie, KMCJIOTAM U II[eJI0UaM IPOAYK-
TOB CTOPAHUSA B BO3LyXe CMecell HaHOMOPOIIKA aJIio-
MUHHUS C TOPOIITKOM XpOMa ¥ C HAHOIIOPOITKAMHU MO-
nubmeHa 1 Bosib(pama. YcTaHOBIEHO, UTO HauboJee
VCTONYWBOY KPUCTAIIMIECKON (Da3oil ABIAETCA
a-AlL,Q,, a HUTPU] ATIOMUHEUSI BO BCEX HCCJIEIOBAH-
HBIX CPeJIax MOJBEPTAJICA TUAPOJIU3Y U OKUCIEHUIO, B
pesyJIbTaTe Yero ero CojepiKaHue CHIKAIOCh., ¥YUH-
TBIBaSA BBICOKYIO KOMILIEKCO00Pa3yIOIIYI0 CIOCO0-
HOCTH (ropun-uoHoB [12], mHTEpec IpencTaBIATIO
u3yueHue NercTBUA (PTOPOBOJOPOTHON KHCJIOTHI B
BOCCTAHOBUTEJIbHOM Cpejie Ha PACTBOPUMOCTD COIYT-



13BecTg TOMCKOro NOIMTEXHUYECKOro YHMUBepCuTeTa. IHXUHMPKHT reopecypcos. 2015. T. 326. N2 10

CTBYIOIUX HUTPUJAM KPUCTAJINYECKUX (Bas, comep-
JKAIIUXCA B IIPOJYKTAX CrOPAHKA HAHOIOPOIIKA aJIio-
MUHUS C JUOKCHAIAMU TUTaHA, IUPKOHUA. [[Ia yme-
HBIIEHUA JeHCTBUA KUCJIOPOAAa HAa HUTPUALI B pa-
CTBOP TPABJIEHUS BBOJVIN TUAPASAH-TUIPAT.

[lesnpio HacTOAIIEH PABOTHI ABJAIOCH YCTAHOBIIE-
Hue (Ha30BOTO COCTaBa IPOJYKTOB CTOPAHUA CMeceit
HAHOIIOPOIIKA AJIOMUHUA C AUOKCUJAMH THUTAHA,
IIUPKOHUA TI0CJIe UX 00pabOTKY PacTBOPOM ILIABUKO-
BOY KUCJIOTHI ¥ TUIPA3NHA.

MeTopuku nccneoBaHus 1 XapaKTepucTukun 06p83Ll,OB

B paboTe wCmob30BaNM HAHOMOPOIIOK AMOMH-
HUS, MOJTYYEHHBIN B YCAOBUAXK 9JIEKTPHUECKOTO B3PhI-
Ba MMPOBOJHUKOB B CPejie aproHa 1 MaCcCUBUPOBAHHBIN
MasibeIMu fobaBramu Bo3xayxa [13—15], a Takike rpy-
0oxuCIIePCHBIE IOPOIITKY JUOKCHUIOB TUTAHA U IIAPKO-
uusa (MeO,) mapku uza.

Cmemrenue nauomopomka amomunus (HITAL) c
MOPOINKAMY JUOKCH/IOB IIPOBO/IILIA B CYXOM BU/IE Me-
XaHUYIECKUM CII0OCOO0M — pacTHpaHHeM cMecedl Ha
Kanbke. C [eJbl0 PABHOMEDHOTO TIepEeMeITBaHUSA 1
BBHIPABHUBAHUA pAacIpeleNeHnsa KOMIOHEHTOB IIO
o0beMy o0pasiia 1 paspylleHus arjaoMepaToB Bee I10-
JIyUeHHbIe CMECH MHOTOKPATHO IPOCEUBAY UePEe3 CH-
TO C pa3MepoM sfueer 63 MKM.

CunTes HUTPUACOAEPIKAITUX TPOJYKTOB OCYIIIECT-
BJISJIA B BO3AYX€E B YCJIOBUAX TEILIOBOTO B3PhIBA: TIPU
€CTeCTBEHHBIX YCIOBUAX TEIJI000MEeHA 1 IUPKYJIAINN
Boaayxa [16]. IIporecc ropeHus WHUITUUPOBAIH JIO-
KaJIbHBIM HarpeBoM 00pasiia ¢ MOMOIIbI0 HIXPOMOBOI
CIIUpad, uepes KOTOPYIO MPOMYCKAIN UMITYJIBC JIEK-
TpuuecKoro Toxa. Ilocse 0XmamAeHusA TPOAYKTHI CTO-
panusg HITAl ¢ fuokcupamu TuTasa v MUPKOHUS B BO3-
IyXe IesarperupoBaid 1 00pabaThIBAIM B PACTBOPE
TpaBuUTeIA: (GTOpoBoAOposHad Kuciaora — 20 mac. %,
rugpasub-rugpar — 30 mac. %, pacTBOPUTENDb — BOJA.

ITpenBapuTeabHO OBLTA TPOBEIEHA OIlEHKA CMecei
Ha TUPO(OPHOCTH: OIPEIeTeHO BIUSHUE TMOKCHUIOB
Ha TapaMeTpPhl XUMUUECKOH AKTUBHOCTH MCXOIHOTO
HAHOMOPOIITKA aIOMUAHNS, KOTOPbIe PACCUNTHIBAIA Ha
OCHOBe NaHHBIX AU((epeHIINaTbHOT0 TePMUYECKOTO
anayusa ([TA), HOJyUeHHBIX C UCIIOJIb30BAHIEM TED-
moanasmusaropa STD Q600 (CIITA) [6, 17, 18] (Hayu-
HO-aHATUTUUECKUN IeHTP TOMCKOTO IOJHTeXHUYe-
ckoro yausepcuTera). O0pasiibl HarpeBaJIy ¢ MOCTOSH-
HoOl ckopocteio (10 ‘C/Mun) B arMocepe Bo3ayxa B
unarepsaie 20...1000 ‘C. PeakIMoHHYI0 CIIOCOOHOCTD
HAHOIIOPOIITKOB OLEHUBAIU [0 CJAEVIOMIAM Iapame-
TpaM XUMUUYecKo# akTuBHOCTH [17]: Temmeparypa Ha-
vana oxucienus (T, ‘C), MakcuMajbHas CKOPOCTDH
okucieHud merasaa v,,=Am/AT (V,,., MI'/MUH), cTe-
[IeHb OKMCJIEHHOCTH (OTHOIIIEHUE MAaCChl OKMCICHHOTO
MeTalja K Macce MCXOAHOTO MeTajia B oOpasiie,
o, %) u TemwnoBoit addext (AH, Ix/r).

Insa ompemenenus (asoBOTO COCTaBA MCXOMHBIX
TIOPOINKOB ¥ HPOAYKTOB MX OKHUCJEHUS IIPOBOIIIN
perTresodasoseit anaau3 (P®A) ¢ momombpoo au-
¢parxromerpa JTPOH-3.0 (Poccus) (peHTreHOBCKAsS
tpyora BCB-9, Cug,-usnyuenne). CKOpocTh pasBepT-
KN TOHHMOMeTpa cocraBisana 2-4 rpax/mun. Ins

UAeHTU(UKAIINY KPUCTAJLINYECKUX (asd, BXOAAIIUX
B COCTaB CMeceH ¥ MPOAYKTOB UX CTOPAHM, UCII0Ib30-
Banu kKaproteky JCPDS ICDD. Cogmep:xaHue Kpu-
CTALINUeCKUX (Pa3 B MCXOTHBIX CMECAX U IMPOAYKTAX
CTOpaHUA Ompenesnn myreM cpaBHeHus ux 100 %
pe(IeKCOB Ha OJHOU PEHTIeHOIPaMMe.

Pe3yanaTb| 3KCNepuMmeHToB

Ilns oneHK M 6e30IaCHOCTY TPUTOTOBJIEHNUSA 00pas-
1oB Obwt mpoBeneH [ITA, mo pesyabTatam KOTOPOTO
ObLTy paccumraHbl 4 mapamerpa akTuBHOCTH [15].
B rabu. 1 npusenens! mapamerpsl aktusHocTH HITAL
1 CMeceil HAaHOOPOILIKA ATIOMUHKA C JUOKCHLAMH TH-
TaHA U HMPKOHUI.

Tabnuua 1. [1apameTpbl aKTMBHOCT HAHOMOPOLLKA aIOMUHUS 1
mccnenyemblx CMecevi B ycroBumsx Harpesa o 660 °C
B BO34yxe

Table 1. Parameters of activity of aluminum nanopowder and
the examined mixtures heated to 660 °C in the air
Cocrae | MonbHOe CooTHOLLe- v
obpasua | Hwve KoMMoHeHToB | Tio. e 0 AH,
Sample | Mole ratio of com- ° MF/MV'.H o, % kbx/t
structure ponents (mg/min) (k/g)
HMAI - 400 | 0,1900 |316| 8,8
1.2 494 | 0,0299 [28,8| 6,3
HMAILTIO, 11 450 | 0,0643 32,9 M1
2:1 459 | 0,6 [33,2| 17,7
1:2 489 | 0,0240 |30,5| 4,3
HMAI:ZrO, 11 472 | 0,0495 323 79
2:1 450 | 0,0792 |34,2| 13,5

HITis nanopowder (NP).

CorytacHO TOJYYeHHBIM PE3yJbTaTaM TeMIIepaTy-
pa Havasia OKHCJIMTENbHOTO MPOIecca A BCeX CMe-
ceil HAMHOTO BBITITe KOMHATHOM TeMIIepaTyphl i COCTa-
Biser 0osee 450 ‘C, 4TO CBHAETENLCTBYET O HEIKPO-
(opHOCTH HCCIenyeMbIx cMecedt [19, 20].

Ilna cmeceit, comepsraniux AUOKCUL TUTAHA, C PO-
CTOM €ro COepKaHusa B HaHHBIX cMecax ¢ HITAI me
HA0JII01a/I0Ch YBeJINUEHN XUMAUECKON aKTHUBHOCTH
(Tabu. 1), coryiacHO TeMIepaTyphl Hauajia OKMCIeHH.
Ilnsa oboux BUIOB cMecH HaOJI0aIach TEHACHIUA ee
CHIKeHHUA: MakcuMaabHo Ha 44 “C 1ia cMecell ¢ amo-
KcugoM TuTaHa u Ha 49 °C aid cMecell ¢ JUOKCHLOM
upKoHus, ocraBasch Beime T,, HITAI 6es3 n06aBoxK.
C ysennuenuem cogep:xanusa HITAl B cMecsax Makcu-
ManbHAS CKOPOCTh OKUCJIEHUS TTOCTIeJ0BATENIbHO yBe-
JIUYABANACh: MAKCUMAJIBHO JJIA CMecell ¢ JUOKCHIOM
TuTaHa B 3,7 pasa, a IJd CMeCH ¢ IUOKCHIOM IIUPKO-
Hud - B 3,3 pasa.

Ananornyusie 3aKOHOMEDPHOCTH HAOJI0JAMUCh
IUIs 3HAUEHUN IPYTUX [HapaMeTPOB aKTUBHOCTH: CTe-
TIeHU OKMCJIEHHOCTH U TEILIOBOT0 ddeKTa — mocmeno-
BaTeJIbHOE YBEJIWUYEHWe ATUX MAapaMeTpoB C POCTOM
HIITAI B cMecsax ¢ JUOKCHIOM TUTAHA U C JUOKCHUIOM
nupkonud (tabu. 1). [Ipu cropanuu cmeceir ¢ Gosee
BBICOKUM copepokanremM HITAl mpomcxopuio mOBHI-
IIeHIe MaKCUMAIbHOM TEeMIIEPATYPhI U TIOJHOTEI CTO-
parusa (@), 3a CUET Yero Ha IEPBOM CTAIWM TOPEHUS
BO3pacTaja CTeNeHb OKUCJIEHHOCTH (¢f) W TEIIOBOM
adderr (AH).
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Corsacuo nposenenHoMy panee PPA mpoaykTos
CropaHys HAHOMOPOIIIKA aMlOMUHNS 0e3 00aBOK Oc-
HOBHOW KPHCTAJINYECKON (Pasoil SABJIAETCA HUTPUL
amoMuHudA, a Takxe y-AlL0,, Al,O,N [14].

Bri6op coorromenusa HITAl: gmoxcup merania
2:1 cBsA3aH €O CAEAYIOUUM: IJIA 9TUX CMeceil ¢ Auo-
KCHIOM THUTAHA U IS CMECH C IUOKCUAOM IIUPKOHMS
BCe IapaMeTpsl aKTUBHOCTA MaKCHUMAaJIbHbL. J[J1s mc-
CJIeIOBaHUSA TPOAYKTOB CTOPAHUS UX Je3arPernpoBa-
JI PaCTUPAHUEM B araTOBOH CTYIIE.

IlesarperupoBaHHbIE TPOAYKTHI CrOPaHUA 00paba-
TBHIBAJIM PACTBOPOM TPABUTEJIS Ha OCHOBE ILIABIKOBOM
KucyaoTsl u ruapasuna (50 mi) B Tevenue 1, 2, 4, 8,
16 yacos. IIpu OTHOCHTENIBHO HENPOJOKUTENbLHON
obpaborke (1 9) TPOAYKTOB CTOPaHUA PACTBOPOM TPa-
BUTEJS HUTPUL TUTAHA OCTABAJICS OCHOBHOU KpH-
craJLTuueckoit gasoit (puc. 1).

Ucxonubrit (hasoBeiil coctas (puc. 1, a) u cocras
IPOAYKTOB CrOpaHus IIOcJe 00pabOTKH pPacTBOPOM
TpaBuTeNd B TeueHue 1 yaca (puc. 1, 6) cyIecTBeHHO
He MBMEHUJICS: MaKCUMaJIbHBIH pedJieKc Ha PeHTTe-
morpamme coorsercTBoBaa 100 % peduexcy TiN.

Cormacuo P®A mpoxyxTos cropamus cmeceit HITAI
¢ IroKcuaoM TuTaHa (2:1) MaKcuMaIbHEIN ped)IeKc oT-

HOCWJICA K HUATpUAY TuUTaHa. CledyIoOmuil Mo WHTeH-
cuBHOCTH pedrekc cooTBeTcTBOBAT (hase a-Al0,. Daza
HUTPUA AJIOMUHUS XapaKTepU3oBaaach ClIabbIM pe-
(excom — 13,6 % . B mpogyKTax Taxike IPHCYTCTBO-
BaJja (pasa He BerymuBsiero B peaxiuio TiO, (22,8 %).

B cocrase mpoaykToB cropanus cmeceir HITAI c
TUOKCUAOM IIMPKOHUS IPAaKTHUYECKU OTCYTCTBOBAJIA
(asza AIN. Cozep:xanme HeIpopearnpoBaBIIero JIo-
KCHUa MUPKOHU, coriacio P@A, mpumepHo B 2 pasa
0osibIlle, YeM AUOKCHA TUTaHA B IIPOAYKTaX Cropa-
Hus. Tak:ke mMpuMepHO B 2 pasa MeHbIIe COIePIKaAHIe
a-Al,O,, B TO Bpemsa Kak copep:xanue ZrN COOTBET-
cTBOBAJIO MaKcuManbHOMy peduercy (100 %).

ITocae obpaborku mpoxykTos cropamusa HITAI c
ZrQ, pacTBOpOM TpaBUTENA B TeueHue 1 yaca comep-
sxauue 100 % pediexca daser o-Al,O, yBeuumIoch
B 2 pasa (puc. 2). Tem He MeHee, B TPOJYKTAaX CTOpa-
HUA 3TOW CMeCW OCHOBHOW (hasoit ocraBaycsa ZrN.
OcranbHbIe (Das3sl IpeCcTaBIeHb! pedIeKcaMy HHTEeH-
CHBHOCTBIO MeHee 25 oTH. Y% .

Wcxomublit ha3oBbIii cocTaB 1 (Pa30BBIN COCTAB II0-
cJie 00pabOTKM PACTBOPOM TPABUTENA IPOIYKTOB CTO-
panus HITAl ¢ guokcuzamMu THTaHA ¥ IUPKOHUA B
BO3IyXe IpeACcTaBIeH B TabI. 2.
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Fig. 1.
with etching solution during 1 hour
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PeHTreHorpamMmbl npofAykToB cropaHus cvecesi HIAI ¢ TiO,: a) 6e3 06paboTku pacteopom TpasuTens; 6) nocie 0bpaboTky pa-

X-ray patterns of combustion products of AINP with TiO, mixture: a) without treating with etching solution; b) after treatment
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Tabmuua 2. VicxonHbIi (pa3oBbii COCTaB MPOAYKTOB CropaHus
cmecent HITAI ¢ TiO, n HIAI ¢ ZrO, n npoayktoB mx
obpabotku (1 4ac)

Initial phase composition of combustion products of
AINP with TiO, and AINP with ZrO, mixtures and pro-
ducts of their treatment (1 hour)

Table 2.

MHTeHcmBHOCTL 100 % pednekca dasbl

Cocras obpasLia Intensity of 100 % phase reflex
Sample structure

aAO; [ AN [ MeN [ Meo,

be3 obpabotku/Without treatment

HMAI: TiO, (2:1) 52,6 13,6 100 22,8
HMAI: ZrO, (2:1) 23,5 - 100 41,6

Ob6pabotka B TeyeHue 14/Treatment during 1h
HMAL TiO, (2:1) 47,3 14,5 100 22,5
HMAL: ZrO, (2:1) 43,5 100 5

PeHTreHorpamMmbl npofyKToB croparus cmecest HIMAI ¢ ZrO,: a) 6e3 0bpaboTku pactBopom TpasuTens; 6) nocie 0bpabotku pa-

X-ray patterns of combustion products of AINP with ZrO, mixtures: a) without treating with etching solution; b) after treat-

ITocse 06paboOTKY pacTBOPOM ILIABHKOBOM KUCJIO-
Tel U ruApasuHa (1 yac) oTHOCHUTENbHAA WHTEHCHB-
HOCTH Pe(JIeKCOB Ha PEHTIeHOrPaMMe MPOJYKTOB Cro-
paHusA M3MEHWJIACh. JKCIEPHMEHTAJIBHO YCTAHOBIE-
HO, UTO B TPOAYKTax cropanus cmecu HITAI ¢ guokcu-
oM ITUPKOHUA (asa HUTPUAA aTIOMUHUSA OTCYTCTBO-
Baja (tabu. 2). B pesysibrare 00paboTKM TPaBUTEIEM
OTHOCUTEJIbHBIE COJeP/KaHUsA HUTPUAOB THUTAHA U
IUPKOHUS COXPAHMIOCH: UX peIeKChl Ha PEHTIeHO-
rpaMMax MaKCUMAJbHBL. B TO iKe BpeMs BO3POCIIO CO-
nep:kanue q-Al,Q; mpubausuTe bHO B 2 pasa B Ipo-
nykrax cropanus cmeceir HITAL ¢ nuokcumoM mupKo-
uusa. Comep:kaHue He CTOPEBINEr0 JUOKCHIA IIHUPKO-
HHUS B IPOAYKTAaX CropaHus Bo3pocso B 3 pasa. Cie-
IyeT OTMETHTh, UTO II0CJe 00pabOTKU COfepiKaHue
¢aser AIN B mpoxpykrax cropamusa cmeceir HITAI ¢
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IVOKCHAOM THTAHA OCTAJIOCH IPAKTUUYECKH HEU3MEH-
HEIM.

ITocne mByX uyacoB [elcTBUS ILJIABUKOBON KUCJIO-
TOI W I'MApA3WHA HA PeHTTeHOrpaMMe HaOJII0aI0Ch
JanbHelilee n3MeHeHNe B COCTAaBe IPOAYKTOB Cropa-
HuaA cMmeceil. B Tab1. 3 mpuBemeHbl Pe3yaIbTaTh OIIpe-
IeJeHns X GasoBOro COCTaBa IOCIe 2 YaCOB BO3LEI-
CTBMS PACTBOPA ILIABUKOBOM KMCIOTHI 1 THAPASHHA.

Tabmuuya 3. VicxonHeii ¢a3oBbivi COCTaB MPOAYKTOB CropaHus
cmvecent HIMAI ¢ TiO, n HIAI ¢ ZrO, n npoaykTos mx
0bpabotku (2 4aca)

Initial phase composition of combustion products of
AINP with TiO, and AINP with ZrO, mixtures and pro-
ducts of their treatment (2 hour)

Table 3.

6 MHTeHcmBHOCTL 100 % pednekca dasbl
Cocras obpasua Intensity of 100 % phase reflex
Sample structure

aA0; | AN | MeN | MeO,

bes obpabotkwm/Without treatment
HMAL TiO, (2:1) 52,6 13,6 100 22,8
HMNAL: ZrO, (2:1) 23,5 - 100 41,6
O6paboTka B TeyeHvie 2 4/Treatment during 2 h

HNAI: TiO, (2:1) 57,5 17,0 100 25,3
HMNAI: ZrO, (2:1) 56,9 - 52,9 100

ITocne 06pabOTKEM IPOAYKTOB CTrOpPaHWUS PACTBO-
poM TpaBuTeNs (DA3OBBIA COCTAB TAKIKE M3MEHIICS,
HO B IIPOJYKTAX CrOPAHUS CMecell HAaHOIOPOIIKA aJlio-
MUHHUS ¢ IMOKCHAIOM THTAaHa OCHOBHOH (asoit ocTancs
HUTPUJ TUTAaHA, OTHOCUTENbHOE coepikanue o-Al,O,
u TiO, u3MeHMIOCh HEe3HAUUTENbHO, B TO Ke BpeMs
pediiexc, oTHeCeHHBIH K (pase AIN, Bospoc Ha 2,5 % B
npoxykTax cropanusa cmecu HIT Al u ZrO,. 100 % pe-
darexc ZrN ymenbmmics co 100 go 52,9 %, a ocHOB-
Ho#t 100 % pediiekc B mPoayKTax CropaHus OTHECEH
K Zr0,.

ITpu Gosee mauTenpHOM 00paboTke (16 u) mpoayK-
TOB CTOpPAHUSA TPABUTENEM TPOUSOILIN CYIIECTBEH-
Hble U3MeHeHus B (pa3oBoM coctase. B Tabu. 4 mpuse-
JIeHBI PE3YIbTATHI OIpefeeHus (Ja30BOro COCTABA II0-
cae 16 yacoB BO3JIeCTBYS pPacTBOpA MJIABUKOBOM K-
CJIOTHI ¥ TUAPA3UHA.

Tabnuua 4. Da30BbIvi COCTaB NPOAYKTOB CropaHus cmecent HITAI
¢ Ti0, u HIMAI ¢ ZrO, u npoayktoB mx 0bpaboTku
(16 4acos)

Phase composition of combustion products of AINP
with TiO, and AINP with ZrO, mixtures and products
of their treatment (16 hours)

Table 4.

MHTeHcmBHOCTL 100 % pednekca dasbl

Cocras 06pasua Intensity of 100 % phase reflex
Sample structure

a-A0s | AN | MeN [ MeO,

be3 obpabotku/Without treatment
HNAI: TiO, (2:1) 52,6 13,6 100 22,8
HNAI: Zr0, (2:1) 23,5 - 100 41,6
O6pabotka B TeyeHue 16 4/Treatment during 16 h

HMAI: TiO, (2:1) 63,8 17,0 100 25,7
HMAL: ZrO, (2:1) 61,3 - 46,0 100
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CornmacHo TMOJYYEeHHBIM pesyiabraraMm POA
(Tabs. 4), B IPOAYKTAX CrOPAHUSA CMeceil HaHOIIOPOIII-
Ka aNOMAHUSA U JUOKCUAA TUTAHA OCHOBHOM (hasoit
ocrajach (pasa HUTPHA TUTAHA, B TO K€ BPeMs IIPH-
MepHO B 2 pa3a YMEHBINUJIOCH cofiepiKkanme (Dasbl Hul-
TpUa MUPKOHUS: 10 CPABHEHHIO C COCTABOM, IIPUBE-
JIeHHBIM B Ta0J1. 3. OTHOCHTENbHOE CofepKaHue (as3sl
a-Al,0, Bospociio 10 11,2 % B mpogyKTaxX CropaHus
HIIAI ¢ TiO, u nmpumepHo B 3 pasa B IPOAYKTaX Cro-
parus HITAI ¢ ZrO,.

0Gcy>xaeHu e pe3ynbTaToB

PesynbraThl n3MepeHUs ITapaMeTPOB X UMUUECKOH
aktuBHOCTH (Ta0k. 1) mokasanu, uro cmecu HITAI ¢
IVOKCUJAMU TUTAHA ¥ ITUPKOHUSA He MUPOQOPHBI: UX
TIPUTOTOBJIEHNE U MUCIIOJIb30BAHNE B TEXHOJOTHAX Ke-
pPaMUUECKIX MaTepPUaIoB 6e30macHo.

CorstacHo PDA (Tabs. 2) HUTPUABI TUTAHA U IUD-
KOHMS YCTONUMBEI TP OTHOCUTENIHHO KOPOTKOM Bpe-
MeHHu 00paboTku (1 uac) pacTBOPOM ILTABUKOBON K-
CJIOTHI ¥ THUAPA3WHA, B TO :Ke BPeMs HUTDPHUJ TUTaHA
XUMIYeCKH 60Jiee YCTOUUMB B CPABHEHUY C HUTPUIOM
IUPKOHUA K [JEeWCTBUIO TPEJJIOKEHHOTO PAaCcTBODPA
rpaBurensd. [locie o6padorku (1 uac) IPOAYKTOB Cro-
panus uccaenyembix cmeceit HITAI u ruokcumos (2:1)
cofiep:KaHue HUTPK/A TUTaHA TPAKTUUECKH He U3Me-
HUIOCH (Taba. 2), KaK ¥ HUTPUAA TUPKOHK.

[Tpu yBenuueHuy BpeMeHH 00pPAbOTKM IPOUCXO-
[0 U3MeHeHne ()as30BOr0 COCTaBa, 1 Ipu 00paboTKe
B TeueHue 16 uacoB (Tabu. 4) comepikaHue HUTPHUIAA
TUTaHA He UBMEHUJIOCH, a COIep:KaHe HUTPUAA IUp-
KOHMS YMEHBIIMIOCH B 2 pasa. B mpogyKTax Ha peHT-
reHorpamMMme 00pabOTaHHBIX 00pas3IoOB B 00JacTu
yIJI0B MeHbIle 25° uMeoTces peduieKkchl (a3, He OTHO-
CAMMXCA K UCCIENYEMBIM BEIIIECTBAM.

Boitee BBICOKAA YCTONUMBOCTH HUTDPYIA TUTAHA IO
CPaBHEHUIO ¢ HATPUAOM IIUPKOHUS K OKUCIEHUIO U TU-
IPOJIM3Y, TI0-BUAMMOMY, CBSI3aHa ¢ 60Jiee BEICOKOI KOBa-
nertHocTbio (58 % ) xumuueckoit csasu Ti-N B cpaBHe-
HUY ¢ KoBaJleHTHOCTHIO (53 % ) cBasu Zr-N [21].

IIpoBeneHHbIE SKCIIEPUMEHTHI TOKABAJIH, UTO ILIa-
BUKOBAasd KUCJIOTA ABJAETCA CJIA0BIM KOMILIEKC000pa-
BYIOIIMM areHTOM II0 OTHOIIEHUI0 K MPOJYKTAM Cro-
paHus, He ABIAIOIMMUMCS HATpUAaMu. B T0 ke BpeMs
TUIPa3WH He 00eCIIeUNBAET YCTONIMBOCTY HUTPHU/OB B
BOZHOM PACcTBOPE K OKUCJIEHWIO U TUIPOJIH3Y.

CneoBaTenbHO, JJIA TIOBBIMIEHUA COJEPIKAHUA
HUTPHUJOB TUTAHA ¥ IUPKOHNUSA B IPOAYKTAX CTOPAHUA
HITAI B cMecsx ¢ UX AMOKCHAAME TPeOyeTcs moxoop
KOMILJIeKCc0o00pasoBaTes 1 CTabuIn3aTopa HUTPULOB
IIUPKOHUSA U TUTAHA.

BbiBogbl

1. Hurpunsl TuTaHa u MUPKOHUA, IOJIYUYEHHbBIE IIPH
CTOPAHUHU B BO3AYXe HAHOIOPOILIKA ANIOMUHUA C
X IMOKCHUIAMY, YCTONUYUBLI B TeueHue 1 yaca B
pacTBope ILTIABHKOBOH KMCIOTBI M THAPasuHA.
ITpu Gosree auTeNbHON 00PA0OTKE HUTPUJ TUTAHA
COXpaHsgeTCs, a HUTPUJ IUPKOHUS PACTBOPIETC,
yTo O0YCJOBJIEHO MPUPOAOM XUMHUYECKHUX
CBOMCTB — IIOJIIPHOCTBIO CBSI3YM METaLI—a30T.
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10.

11,

12.

He copmep:xaruii OKMCIUTEIISA PACTBOP ILJIABUKOBOM
KHCJIOTHI C TMAPAa3VHOM He aKTHBEH B KOMILIEKCO-
obpasoBanuu u mepesoje B pactBop a-Al,0,, TiO,,
ZrQ,, HO B TO JK€e BPeMs OH PACTBOPSET ATIOMUHUH 1
ero coefiiHeHus, B ToM yucye u AIN.

. ITocme 06paboOTKY IPOAYKTOB CTOPAHUS CMECH Ha-

HOIIOPOIIKAa aJIIOMMHHUA 1 JUOKCHUAA TUTaHa B Te-
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STABILITY OF PRODUCTS OF COMBUSTING IN AIR ALUMINUM NANOPOWDER WITH TITANIUM
AND ZIRCONIUM DIOXIDES TO HYDROFLUORIC ACID ACTION IN REDUCTIVE MEDIA

Ekaterina V. Shinkevich,
National Research Tomsk Polytechnic University, 30, Lenin Avenue, Tomsk,
634050, Russia. E-mail: hartnett@sibmail.com

Lyudmila O. Root,
National Research Tomsk Polytechnic University, 30, Lenin Avenue, Tomsk,
634050, Russia. E-mail: tolbanova@mail.ru

The relevance of the research is related to the need to obtain titanium and zirconium nitrides using less energy-consuming methods, in
particular by combustion synthesis of nitrides in the air using aluminum nanopowder as a reductor. The work is devoted to the finding
of the optimum condlitions ensuring the maximum yield of the nitrides of the group IV B elements. The refractory nitrides are applied as
decorative and corrosion-resistant coatings on various products, such as processing tool, machine parts, as dental implants and for sou-
venirs production.

The main aim of the studly is to determine the phase composition of the combustion products of the aluminum nanopowder with tita-
nium and zirconium dioxides after their processing by solution of fluoric acid and hydrazine of treatment.

The methods used in the study: differential thermal analysis (SDT Q 600, USA), X-ray diffraction (DRON-3.0, Russia)

The result. Titanium and the zirconium nitrides obtained by combustion of aluminum nanopowder with dioxides (TiO,, ZrO,) in air are
stable during 1 hour in the solution of the fluoric acid and the hydrazine. At longer treatment titanium nitride was preserved and zirco-
nium nitride was dissolved that is caused by the nature of chemical properties of these nitrides. The solution of hydrofluoric acid with
hydrazine without oxidizer is not active in the complexation and in transfer to the solution of a-aluminium oxide, titanium dioxide, zir-
conium dioxide. But at the same time, aluminum and its compounds, including aluminum nitride, were dissolved in this solution. After
processing the combustion products of aluminum nanopowder and titanium dioxide mixture for 1 hour with a solution of hydrofluoric
acid and hydrazine, the intensity on the X-ray pulses is practically unchanged. titanium nitride = 100 %, o.-aluminium oxide = 47,3 %,
aluminum nitride = 14,5 % and titanium dioxide = 22,5 %.

Key words:
Aluminum nanopowder, titanium dioxide, zirconium dioxide, chemical activity parameters, combustion products, burning synthesis,
thermal explosion, nitride.
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