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BBEJAEHUE

AKTyaJIbHOCTb McciieloBaHui. HaydHO-TEXHUUECKUI MPOTpecc TECHO CBS3aH C
NPUMEHEHUEM HOBBIX KEPAMUYECKMX U  KOMIIO3UIIMOHHBIX MAaTEepUAJIOB,
CIIOCOOHBIX BBIJIEP)KUBATh BBICOKME TEMIEpaTypbl U paboOTaTh B arpecCUBHBIX
cpenax. K TakuMm martepuaiaM OTHOCATCS HUTPUIBI U OKCUHUTPHUIbBI METAJUIOB.
Kepamuka Ha OCHOBE HUTPHUIOB AIFOMUHUS, UUPKOHUS W TUTAHA MPEICTABISAET
3HAUUTEIBHBIM  MHTEpEeC Il pelIeHus psiia MpodiieM  COBPEMEHHOIO
MaTepUaJOBEICHUSI M3-32 COYETAaHHs Yy HHUTPUIOB OCOOBIX cBOMCTB. Hutpun
ATIOMUHUA 00J1a71aeT BRICOKOU TerionpoBoaHOCThI0 160+260 B1/(M-K) 1 HM3KOM
ANEKTPUYECKOM TMPOBOAUMOCTBIO, HU3KUM KOI(P(UIHUEHTOM TEPMUYECKOTO
pacIIMpeHns MpH BBICOKMX Temmeparypax 4,5-10° K'(100+500°C). Hurpumst
HMPKOHHMST — MaTepuajibl C TMOBBIIEHHONW TBEpAOCThI0. Kommno3unnoHHbIE
MaTepualibl HAa OCHOBE HUTPHUJOB IIMPOKO HCIOIB3YIOTCS B MUKPOJIEKTPOHUKE, B
Ja3epHOM  TEXHUKE, KOCMHYECKOM  MATEpUATIOBEACHUH, I  M3JEIH,
KOHTAKTUPYIOLIMX C paciylaBaMyd METAIOB MPU TOBBIIMIEHHBIX TEMIIEpaTypax.
[[lupokoe TpPUMEHEHUE HUTPUAHBIX UM  OKCHHUTPUAHBIX KEPAMHUYECKUX
MaTepUaloB CAEPKUBAETCS, B OCHOBHOM, H3-32 OTCYTCTBUS 3(PQPEKTHUBHBIX
TEXHOJIOTMH MMPOU3BOJICTBA TAKUX MATEPUAIIOB U U3ICIIHM.

B Hactosimiee Bpemsi pa3pabOTaHO HECKOJIbKO MPOMBIIIJIEHHBIX CIOCOOOB
MOJIYYeHUS] HUTPHUJIOB aTIOMUHUS, TUTaHa W IUPKOHMS. Bce 3T crocoObl UMEIOT
pPa3HyI0 OPraHHU3alMIO MPOIECCa, B UX OCHOBY IOJIOKEHBI PA3JIMYHBIE pPEAKIIUH,
TAaK)K€ HWMEIOT PAJ HEIOCTaTKOB: 3arpsi3HEHHE MPOAYKTOB YIJIEpPOJOM U
nutenbHbid 00kur (10-15 4) (mewyHol cuHTE3), HEOOXOAMMOCTH pa30aBIICHUS
UCXOJHBIX peareHTOB MpojaykTamMu cuHTe3a g0 S50 wmac.%  (meron
CaMOpaCIPOCTPAHAIOIIETOCS BBICOKOTEMIIEPATYPHOIO CHHTE3d), HCIIOJIb30BAaHUE
CIIOKHOTO  00OpYIOBaHMA ¥  JOPOTUX  KOHCTPYKIIMOHHBIX  MaTepUajoB
(M1a3MOXMMHUYECKH CHHTe3). Bce 3T HEeAOCTaTKU CHEpPKUBAIOT YBEIUUYEHHUE

00BHEMOB pocTa Mpou3BOACTBA HUTPUAHBIX U OKCUHUTPHUAHBIX MATCPHUAJIOB.



8

B 80-x romax 20 Bexa mpodeccopom A.Il. nbuHBIM OBIJIO OTKPBITO SIBICHUE
CBSI3bIBaHUSI aTMOC(HEPHOro a30Ta ¢ 00pa30BaHUEM 3HAYUTENBHBIX KOJINYECTB (a3
HUTPUJIOB NPY FOPEHUM CBEPXTOHKHUX IMOPOUIKOB AIOMUHMS Ha BO3ayXxe. SIBieHue
CBSI3BIBAHUSI a30Ta BO3[AyXa MOCITYKWJIO HaydHOH 0a30i N7 Pa3BUTUS HOBBIX
METOJI0OB CHUHTE€3a HUTPHUIOB, B YAaCTHOCTU CHUHTe3a cxkuranuem. llpu
UCIIOJIb30BaHUU JOCTYIIHBIX IMPOMBIIUIEHHBIX MOPOIIKOB METAJUIOB B KadyeCTBE
peareHTOB CUHTE3a MOSBISAIOTCS MPUHIIUITHAIBHO HOBBIE BO3MOYKHOCTH.

Ieanb padoThI: Pa3pa60TKa TCXHOJIOTHH CUHTC3a  KCPAaMHYCCKHX

OKCMHHUTPUJHBIX MATCpHUaIOB Ha OCHOBC IIPOHCCCOB CHHTC3a CHKHNIAdHHCM B
BO3AYXEC C NCIIOJIBb30BAHUCM ITPOMBIIIIJICHHBIX ITIOPOIIKOB MCTAJIJIOB.

HayuyHble nmporpaMMbl, B pPaMKaX KOTOPbIX BbINOJHSJIACH PadoOTa:

Pabora BbeIMONHSANACH TPU MOJAEPKKE TpaHTOB Poccuiickoro gonHma moaaepxku
byHmaMeHTaIbHBIX ~ uccienoBaHuii  "CTPYKTYpHO-DHEPIe€THUECKUE  IPOIIECCHI
CaMOOpraHW3alui TpPU JEUCTBUU KOHILIEHTPHUPOBAHHBIX ITOTOKOB SHEPrUU Ha
BemectBa" (konm mpoekta 98-02-16321), unmuBuayansHbii TpanT TIIY 1o
NOAJCPKKE MOJOAbIX Yy4eHbIX 2006r, COBMECTHBIM TpaHT MHHHUCTEPCTBA
o0pa3oBaHUs U HAYKU U TEPMAHCKOM CITy)Obl akageMuueckux oomeHon 2006r.

HavuHast HOBHU3HA.

1. VYcranosneHo, 4TO MPOTYKTHI CropaHus MTPOMBITIIEHHBIX
rpybomucniepcHbix mopoikos Al, Ti, Zr (cpeaHenoBepXHOCTHBIN pa3Mep
gacturr 100-500 mkMm) coaepx arT MNPEUMYLIECTBEHHO HUTPUAbI U
OKCHHHUTPHUIBl METaJNIOB B BHUJE CAMOCTOSITENBHBIX KPUCTAILTUYECKIX
daz (AIN wu ALROsN, TiN, ZrN), crabumm3upyonmmxcs mpu
temneparypax cuareza 1500-2000°C u cBOGOIHOM JOCTYIIE KHCIOPO/Ia
BO3/1yXa;

2. YCTaHOBJIEH MEXaHU3M TpOIlecca HUTPUAO00pa30BaHUS MPU TOPEHUU
MPOMBIIIUICHHBIX ~ MOPOIIKOB METAJIOB B BO3AyXEe, BKIIIOYAIOIIUI
nocjeaoBaTeabHble cTaauu JU(Py3UOHHOTO OKUCICHUS] TMOBEPXHOCTHU

qacTul, O6paSOBaHI/I$I Cy6OKCI/II[OB MCTAJJIOB IIpHU BBaHMOI[CﬁCTBHH
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METAJJIOB C UX OKCHJaMH, B3aMMOJECHCTBHE a30Ta C CyOOKCHAAMH U
KUJIKAMHA METaJIJIaMH,

3. DKCHepuMEHTadbHO OOOCHOBAaHBI YCJIOBHS CIEKaHUS KEPaMHUECKUX
MaTepHaIOB Ha OCHOBE IITUXT, MOJTYYCHHBIX CKUTAHHUEM TTPOMBITIICHHBIX
nopomikoB Al, Ti, Zr B Bo3myxe, 3aK/IIOYArOIIAECS B HCIOJIb30BAHHU
MeTofa ropsiuero mpeccoBanus mpu 1400-1600°C B cpeme asora, H
(GU3UKO-XUMHUYECKHE  XApaKTEPUCTUKH  CIIEYEHHBIX  KEPAMHUYECKUX
matepuagoB B cucreMax «Zr-O-N» u «Al-O-N» mpu MaccoBoM
conepkanuu HUTpUA0B 50-90 mac.%.

4. YCTaHOBJICHO, YTO, IPOAYKTHI CrOPaHUs MPOMBIIIICHHBIX MOpoIIKoB Al,
Ti, Zr B BO3yX€ MO3BOJIAIOT MOJYYUTh KEPAMUUYCCKHE OKCHHHUTPHIHBIC
MaTrepuajibl ¢ IUIOTHOCTBIO 75-99% oOT TeopeTnueckor, BBICOKOU
TBEPAOCTHIO (Hy100=7100-17680 MIla), IPOYHOCTHIO u
TPELIMHHOCTOMKOCTBIO.

IIpakTHyecKasi IEHHOCTh Pa0oThl.

Pa3zpaboTana TeXHOJOTHS CHMHTE3a HUTPUIOB U OKCHUHUTPUIOB METAIJIOB U
KEepaMHYECKIX MaTepUAIIOB Ha UX OCHOBe. [IpenMyiecTBaMu JaHHON TEXHOJIOTHH
SIBIISIETCS  MICTIOJIb30BaHUE CBOOOJHOHACHITAHHBIX MPOMBIIUICHHBIX TOPOIIKOB
METAJUIOB M BO3/yXa B KAaueCTBE HCXOAHBIX PEAreHTOB, HHU3KUE TEMIIEPATyphI
TEpMOOOPaOOTKH (ropsidiee M30CTATUUECKOE MPECCOBAHUE) ISl MOJy4YeHUs
IUIOTHO-CIIEYCHHOW  OKCHMHUTPUIHON  Kepamuku.  OmnpenenceHbl  yCIOBHS
pEeryJIUpOBaHHMS ~ COCTaBa  OKCHHUTPUIHBIX  KEPaMUYECKUX  MaTEpUAJIOB,
MIOJTy9aeMbIX METOJIOM CIKUTAHUS MIOPOIIKOB METAJUIOB B BO3yXE.

Paspabotansl kepamuyeckue mMatepuanbl cocraBa AIN-Al,Os; u ZrN-ZrO; ¢
WIOTHOCTEIO  75-99 % OT TeopeTHueckoil Ha OCHOBE NPOAYKTOB CHHTE3a
C)KUTAaHMEM B BO3[yXE, HWCIOJIB3YIOMINECS B KA4eCTBE TEIUIONPOBOISIINX

9JICMCHTOB KCPAMHUUICCKUX KOMIIO3UTOB U PCKYHICTO MHCTPYMCHTA.
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Ha 3a1mmuTy BLIHOCATCH

1. pe3ynpTaThl UCCIENOBAHUN (U3UKO-XMMHUYECKUX M TEXHOJOTUYECKUX
CBOMCTB IMPOMBIIIJICHHBIX MOPOIIKOB aJOMUHUS, TUTaHA U LIUPKOHUS Kak
UCXOJHBIX PEAareHTOB JJIsi CHHTE3a KEPAMUYECKUX IIUXT CKUTAHUEM;

2. (pU3UKO-XMMHUYECKHUE OCHOBBI MOJIyUYEHUSI KEPAMUUECKUX MATEpUAIOB U3
IPOAYKTOB CHUHTE3a CKUT'AHUEM IPOMBIIUIEHHBIX MOPOILKOB AIIOMUHUS U
IIUPKOHUSA B BO3yXE;

3. pe3ysbTaThl  HUCCIENOBAaHUM  NPOLECCOB  CHHTE3a  HUTPUIOB U
OKCHHHUTPHUIOB CXKUTAHUEM TOPOILIKOB METAJIIIOB B BO3TyXE;

4. 0coO0eHHOCTH (ha30BOr0 COCTaBa, CTPYKTYPhl U CBOMCTB OKCHHUTPUIHBIX
IIMXT, TOJIYYEHHBIX B PE)KUME TOPEHMUS;

S. CTPYKTYPHO-MOP(OJIOTHUECKHE 151 (U3UKO-MEXAHNYECKUE
XapaKTEPUCTUKN TOpSYENPECCOBAHHOM OKCHUHUTPUIHON KEpaMHUKH U
MEXaHU3M UX (OPMHUPOBAHUS.

JInuHblii BKJaJA. ABTOpP y4yacTBOBaJl B pa3pabOTKe 3ajay MCCIEIOBaHUS,

BBIOOpE HANpaBIICHUS U METOJIOB HccliefoBaHus. CaMOCTOsTENIbHO 00pabaThiBal
OKCIIEpUMEHTaJbHbIe  fgaHHble.  OOOCHOBBIBAJI ~ OCHOBHBIC  ITOJIOKCHHS
JUCCEPTAIIMOHHON paboTel u (GopmynupoBas BbeBOABL. bomee 80% paboThi
BBITIOJIHEHO JIUCCEPTAHTOM JINYHO.

CTpyKTYypa M _coJepKaHue AMCCePTALMOHHOM padorhbl: [luccepranms

COCTOMT U3 BBEICHMS, UETHIPEX TJIaB, 3aKIIOYCHUS, CHHCKa JHUTEPaTyphl,
MIPUIIOKEHUM.

[lepBasi rnaBa mpeAcTaBiseT co0OM 0030p COBPEMEHHOTO COCTOSHUS
XUMUYECKUX W TEXHOJIOTMYECKHMX  MpoOJieM  TIONyYeHHs]  HUTPHIIOB.
[Tpoananu3upoBaHbl N3BECTHBIE CIIOCOOBI CHHTE3a KEPAMHUUECKUX MaTepHAIOB.

Bo BTOpOil mpuBeAEHO OMHUCAaHHWE WCIOIB30BAaHHBIX B paboTe (HU3UKO-
XUMUYECKUX METOJIOB aHAJIN3a HUTPUIHBIX Kepamudeckux matepuanoB (KM), u
WCXOJIHBIX MTPOMBIIIICHHBIX TTOPOIIKOB METAIIIOB.

Tpetbsi TIIaBa COAEPKUT PE3yIbTaThl MPOBEJACHHBIX SKCIEPUMEHTOB I10

CKUTAaHUIO IIPOMBIINUICHHBIX ITIOPOIIKOB — PpearCcHTOB CHHTCE3A. HpOBCIICHO
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UCCIIEIOBAaHUE 3aBUCUMOCTH (Ha30BOTO, XHMHUYECKOTO COCTaBOB MPOAYKTOB
TOpPEHMUs TPOMBINUIEHHBIX MOPOIIKOB B Bo3ayxe. [IpennoxeH MexaHW3M
o0pa30BaHMsI HUTPUJIOB METAILIOB.

B derBepTOi raBe NPUBOIATCS PE3YJIBTATHI UCCIIEIOBAHUS IOJYYEHHBIX
KEpaMUYECKUX OOpa3lOB METOIOM TrOpSYEro MPEeCcCOBaHUS IMPOTYKTOB TOPEHUS
IIPOMBILUICHHBIX  IIOPOLIKOB  METAJUIOB  Ha  BO3AyXe,  IpeIIaraercs
TEXHOJIOTUYECKAsl CXEMA MOTYyYECHHS] HUTPUAHON U OKCHHUTPUIHON KEPAMUKH.

B 3akmioueHuM 0OCYXIEHbl XHMUYECKHME U TEXHOJOTMYECKHE aACHEKThI
POM3BOJACTBA HUTpuAcoaepkamumx KM mnyrem cCxXuranus MTPOMBIIUIEHHBIX
IIOPOLIKOB Ha BO3yXeE.

Anpobauus padorbl. OCHOBHBIE PE3YJbTAThl [0 TEME AUCCEPTALUOHHON

paboThl 00CYXJaJINCh HAa BTOPOM W TpEThEH MEXIyHapOJHOW KOH(pepeHuuu
CTYJIEHTOB M MoJIoAbIX yueHblx " [lepcnexktuBbl pa3Butvsa ¢GyHIaAMEHTAIbHBIX
Hayk” (TITY r. Tomck, 2005, 2006); Il Beepoccuiickoii HayqHOH KOH(EpEHIMH
“XuMug U XuMu4eckas TexHosiorus Ha pyOexe Teicsueneruid (TITY r. Tomck,
2004); VI MexayHapoqHoM CHMIIO3MyMe HWMeHHM akajemuka M.A. Ycosa
CTYAE€HTOB M MOJIOJBIX YYeHbIX, MNOCBsAmEeHHOro 400-nmetuto ropoma Tomck
“ITpob6semsl reosoruu u ocBoenus Heap” (TITY r. Tomck, 2004); Beepoccuiickoit
KoH(pepeHmu “XuMHsS TBEpAOro Tela W (PyHKIMOHANbHBIE MaTepuaibl - 2004”
IV cemunap CO PAH — YpO PAH “Tepmonnnamuka u matepuanoBeneHue’” (T.
Exarepun0Oypr, 2004); Mexaynaponnoii kondepenuu “HoBble nepcrnekTUBHBIC
MaTepuasibl W TexHoJoruu ux nonydenus”’ (r. Bomrorpax, 2004); XIlI
MexayHapoIHOW Hay4YHO-TIPAKTUYECKOM KOH(EpPEHIU CTYACHTOB M MOJIOABIX
yuenblx "CoBpeMenHble TexHuka u TexHosoruu (CTT'2006)" (TITY, r. Tomck,
2006), Ha HAy4YHBIX ceMHHapax Ha Kadeape TexHonoruu cumkaton TIIY.

Ilyoankanum: Ilo pe3yapTaram BBIITOJITHCHHBIX HUCCJIEIOBAaHUN

OITyOJIMKOBAHBI CIEAYIOIINE PaOOTHI:
1. I'pomoB A.A. CuHTE3 HHUTPUJA U OKCUHUTPHUJIA ATIOMUHUS NPU TOPEHUU

MOPOIIKOOOpa3HBIX cMeced Ha ocHoBe amomuuusa. / A.A. I'pomo, B.W.
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2005, — 25, — Pages 1575-1579.
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. 'Young Soon Kwon Features of passivation, oxidation and combustion of
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Hong. // International Journal of Refractory Metals and Hard Materials VVolume
22, Issue 6, November —2004, —Pages 235-241.
. I'pomoB A.A. CuHTE3 HUTpHIA ATIOMHUHUS IIPU TOPEHUN ATIOMHUHUEBOU ITyIPbI
B Bo3ayxe / A.A. I'pomoB, B.W. Bepemiarun A.A. Jurn // Marepuansr 111
Bcepoccuiickoli HaydHO-MPaKTUYECKOW KOH(MEepeHIuu XUMUS U XUMHYECKas
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2004. - C. 17-18.
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. IMatent P® Ne 2264997 PO, MK C 04 B 35/581, 35/65, C 01 B21/072
[lluxTta o0 moylydyeHUs OKCUHUTpUAA amoMuHus. ['pomoB A.A. Jlutn AA,
Bepemarun B.1.
. Jutn A.A. CuHTE3 HUTPUJIOB TIPH TOPEHUU MOPOITKO0Opa3Hbix metayioB |l1-
IV rpymn B Bo3ayxe / A.A. dutu, A.A. I'pomos // XII MexayHapoaHas
HAyYHO-TIPAKTUYECKass KOH(EpeHIUs CTYACHTOB M  MOJOJBIX  yUYEHBIX

"CoBpeMennbie TexHuka u TexHosoruu" TIIY, r. Tomck, —2006, — C. 496-498
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TJABA 1. TEXHOJIOTHYEKAE OCOBEHHOCTH MPOMBIILIEHHBIX
CIOCOBOB CUHTE3A TYI'OILIABKUX HUTPUIOB METAJLJIOB B
BO31YXE.

JluteparypHbiii 0630p.

3HAUUTENbHBIII MHTEpPEC B MHpPE IMPOSIBISIETCS K KOHCTPYKIIMOHHOM U
atekTpoHHON kepamuke Ha ocHoBe AIN, TiN, ZrN. Kepamuka Ha ocHOBe AIN
OTIINYaeTCs BBICOKMU AIEKTPOU3OISIIUOHHBIMU CBOMCTBaMH u
TEIJIOMPOBOHOCTHIO, H3HOCO- U KOPPO3MOHHOCTOMKOCTHIO, a TAKKE CTOMKOCTBIO
K BO3JIEMCTBUIO paciuiaBieHHbIX MeTaiioB (Al, Cu, Li, U) u criiaBoB >xenesa.

Kepamuka u3 HUTpuAa TUTaHa 00J1a/1a€T BHICOKON CTOMKOCTBIO K ICUCTBUSIM
Pa3TUYHBIX PACILIABOB, U ACHCTBUIO KUCIIOT.

Hutpua nupkoHuss — warepual C BBICOKOM TBEPIOCTHIO, BBICOKOU
CTOMKOCTBIO K JICICTBUIO PACTBOPOB IIEIOYEH.

[[lupoxkoe  TpUMEHEHWE  HUTPUAHBIX  KEPAMHUYECKHMX  MaTEpHUAJIOB
CIEPKUBAETCA 10 JBYM IMPUYMHAM: M3-3a OTCYTCTBUS d(DPEKTUBHBIX TEXHOJIOTUI
MIPOU3BOJICTBA KEPAMUUYECKUX MAaTEPHUAIOB U M3CIHA U HEOOXOUMOCTH CO3TaHMS
HOBBIX KOHCTPYKIUNA M Y3JIOB OOOpYJAOBAaHMS MPHUCIOCOOJICHHBIX K CBOMCTBaM
kepamuku. [IoTpeOHOCTH MUPOBOTO PHIHKA B HUTPUJIAX aIOMUHUS U O0opa B 90-x
rogax ysenuumBaiachk exeromno Ha 20-30% [1,2]. Tlopsaka 85% wMupoBoii
NOTPEeOHOCTH 3aKphIBAET SMOHUS.

K HacrosmeMy BpeMEHU M3BECTHO HECKOJBKO MPOMBIIIICHHBIX CIOCOOOB
MOJIYYCHHUS] HUTPUJIOB AJTIOMUHMS, TUTAHA U LUPKOHUA. Bee 3Tu crmocoObl UMEIOT
pPa3HYI0 OpPTaHM3AIMIO MPOIECCa, Pa3HbIE PEAKIMU B OCHOBE M PSJi HEIOCTATKOB.
Bce 3T HemocTaTkM CAEp)KHUBAIOT YBEIWYCHHE OOBEMOB pOCTa IMPOHM3BOACTBA
HuTpuaoB. B 80-x romax 20 Beka ObUIO OTKPHITO SIBIICHHE CBS3BIBAHHS a30Ta
BO3JyXa NpPU TOPEHUHU yibTpaaucnepcHbix nopomkoB (YII) amoMunus Ha
BO3JIyX€, TEXHOJOTHYECKOE Pa3BUTHE KOTOPOTO OOYCIOBHUJIO Pa3BUTHE HOBBIX

MCTOAOB CMHTC3a HUTPUIOB, B HACTHOCTHU CHUHTC3a CXKUI'aHUCM.
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1.1 IlpomMblulIieHHbIE CHOCOOBI MOJY4YeHMS] HUTPUAOB M OKCHHMTPHAOB
MeTaJlJI0B

Croco6HOCTh K 00pa3oBaHUI0 HUTPUAOB MPOSBISET OOJIBIIMHCTBO
MeTauioB. HUTpuIbl [ensTcss Ha WOHHBIC, KOBAJEHTHBIE M METAUIMYECKUE
(BHenpenwus) [3]. DnexTponoioxurenabHble d5eMenTsl | u I rpynn nepuoanueckoi
CUCTEMbl 00Opa3yl0T MOHHBIE HUTPHUABI, XapaKTEPU3YIOIIHECS OOBIYHBIMU
BaJICHTHBIMU (POpPMYJIaMU, U SABISIOTCS MPOU3BOJHBIMU aMMHUAKa. JTU HUTPUIBI
THJIPOJIU3YIOTCS BOJOM JO aMMHaka M COOTBETCTBYIOLIUX TUAPOKCHUIOB.
Onementel noarpynmbsl [Ila  00pa3yroT KoBajieHTHblE HUTpUABL. HuTpubl
anemeHToB [lla-moarpynmel — co CTpyKTYypo# BIOPLIMTA, KOTOpasi O4€Hb OJM3Ka K
anMa3zy. Hutpun Oopa MoXeT MMETh CTPYKTYPHOE COCTOSIHME Tumla rpadura.
[lepexogusie metamsl I, IV u V rpynn oOpasyror autpuasl tuna MN (M=Sc,
Ce, La, Pr, Ti, Zr, Hf, V, Nb, Ta), a qyis merasmoB VI-VIII rpynm 6osiee TUMHMYHBI
HUTPHUJIBI APYTOro cocTara, Hanpumep, MoN (M=Mo, W, Re) u MyN (M=Mn, Fe)
[3]. OTu coenuHeHHs OOBIYHO UMEIOT KYOHUYECKYIO pemieTky co ctpykTypoi NaCl
M YacTO XapaKTEpU3YIOTCS HCKIIOYMTENIBHO BBICOKMMHM  TeMIIepaTypamMu
IUIaBJIEHUS, HEOOBIYHO BBICOKOW TBEPJAOCTHIO, METAIUIMYECKON TPOBOJUMOCTBIO U
METAJTHYECKUM OJIECKOM, a TakKe XHMHYSCKOW WHEPTHOCThIO (0COOCHHO
HUTpUABI MeTauioB IV u V rpynm). DTO UCTUHHBIE COCIUHEHHS BHEIPEHUS,
coJiepKalllie aTOMbl a30Ta B MEXKAOY3JIUSAX PEIIETKH METajljla U aHAJIOTMYHbIE B
3TOM CMBICJIE COOTBETCTBYIOUIMM KapOuaam u 6opunaM BHeApeHus. [lomyuarorces
OHM HArpeBaHUEM MOPOLIKOOOPA3HBIX METAJUIOB C a30TOM WJIA aMMHUAKOM IpH
1100-1300°C.

Onementsl [Vb-nnoarpynmnel NposBisOT BICOKOE CPOACTBO K a30Ty, HO OHO
cHmkaetcs npu nepexoae k Merauiam VI rpynnel, u3 kotopsix Tonbko Fe, Co u
Ni o6pazyrot Hutpuasl. Kak Fe,N, tak u Fe,N momyqarorcs peakiueir ¢ NHs mpu
400-500°C. O6pasoBaHKe HTHX HUTPUIOB COMPOBOKIACTCS YBEIMUCHHEM 00BeMa
METaJUIMYECKOW pEeIIeTKH B pe3yJbTaTe BHEAPEHHUS aTOMOB a3oTa B €€
Mexa0y3nusa. Hekotopsle MeTaisisl 00pa3yroT HUTPHUABI MPU B3aUMOACUCTBUU C

Nz, TOrga KakK Apyruc yagacTtCsad CHHTC3HPOBATHL TOJBKO KOCBCHHBIMHM MCTOJaMH.
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Meramiel, aKTHBHBIE B CHHTE3€¢ ammmuaka, pacnoioxensl B IVD-VIIb u VIII
rpynmax. Jlis BceX OJTHX METAJIOB XapaKTepHO O0Opa3oBaHHE HUTPHUIIOB
BHE/IPCHUS.

Tennotel 00pa3oBaHMsi HUTPHUIOB KOPPEIHUPYIOT C TEIUIOTAMHU ancopOnuu
a30Ta Ha COOTBETCTBYIOIMX MeTaiiax. CienyeT OTMETUTh, YTO B TO BpeMs Kak
HavyajgbHas TEIJIOTa XEMOCOPOIMK a30Ta Ha jkenese gocturaer 293 kJx/moiib,
terora oOpasoBanuss  Fey,N  cocraBmser gumbs 12,5 x/[x/Momb. D10
CBUJICTECIILCTBYET O BKJIaJAe OOJBIIMX IMOBEPXHOCTHBIX OJHEPruii MeTajjia B
XEMOCOPOIINIO U, TAKIM 00pa3oM, OOBSICHSET, TOYEMY a30T MOXKET B PsJIE CIIy4acB
XeMOCOpOMpPOBATHCSI HA TaKUX MeTajulaX, KOTOpble HE 00pa3yr0T HUTPUJIOB MpHU
B3aMMOJICHCTBUU C a30TOM.

N3 wmetamioB HUTpua Jerko oOpasyer Toiabko Jutuid B Buae LisN
(TemmepaTypa TUIaBICHUS 8450C) [4]. B3aumozeicTBrEe MEKAY JTUTHEM U a30TOM
BO3yXa MEUICHHO HACT YXKe IPH OOBIMHBIX TeMIeparypax u Osictpo mpu 250°C.
Hutpuael npyrux mienouHbIX METAUIOB 00pa3yloTcsl MPHU BBICOKUX TeMIepaTypax
B pEaklIMM MEXKIy IMapaMy METALUIOB M a30TOM. B yCIOBHUSX OrpaHUYEHHOTO
JIOCTYTa BO3/yXa MPU OKUCJICHUHU MOPOIIKOOOpa3HOro Maruusi oopasyercs MgsNo.
Hutpuasl Oepuiuss ¥ MarHus MOJY4YaloTCs IyTEM HEMOCPEICTBEHHOTO
COCAMHEHUS 3JIEMEHTOB ¢ a3oToM [5]. B cimyuae Be peakius uaeT TOJBKO IMpH
900°C, a B ciydae maramst — yxe mpu 560°C. B paGote [6] yxassiBaetcs, 4To mpH
HarpeBaHuu Ti m Zr cnocoOHbI copOupoBaTh kuciopona (1o 30% ar.), nmpuuem
MOTJIOIIEHHE €T0 COMPOBOXKIAETCS JIMIIIh OUCHb HEOOJIBIIIUM YBEIMUEHUEM 00bheMa
METAJJIOB. B MEHBIIIMX KOJMYECTBaX MOTYT COpOUpOBaThCs U Apyrue rassl (N, u
T.J.). DTOT K€ aBTOP YKa3bIBAET, YTO MPU OJHOBPEMEHHOM HAJIMYHMH KUCIOpPOAA U
HACBIIIIEHHON BOJIOPOJIOM BOJIbI, Mayutaauii cnocoded npespamath N, B NH4NO,,
T.€. OCYIIECTBIIATHh CBS3bIBAHWE a30Ta BO3JyXa MPU OOBIUHBIX TEeMIlepaTypax Hu

JaBJICHUAX.
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1.2 TlonyyeHne HUTPUAA AJTIOMUHUS

[ToyyeHnne HHUTpUIA ATIOMHHHUS BO3MOXXHO HECKOJIBKUMH CIIOCOOaMH C
UCTIOJIb30BAHUEM YUCTOT'O a30Ta WM amMmuaka [7,3]:

- KapOOTEPMHUYECKOE BOCCTAaHOBIIEHHUE - a30THpoBanue Al,Og;

- azotupoBanue Al,Os;

- IpsiMOE a30TUpoBanue Al;

- a3otupoBanue Al B masme;

-CBC- cnoco0;

-paznoxenune AlCl;-NH; B ra3oBoii dase;

Cuuraercsi, 4TO MPUMECH KUCIIOPOJIa BO BCEX CMOCO0aX HEAOMYCTUMBI.

1.2.1 Kap6orepmuueckuii cuate3 AIN
[To aToMy criocoOy npoBoautcs BocctanoBiaeHue Al,O3 yriieponom B
armocdepe azora npu 1600-1850°C [6] o peakuu:

Al,O3;+ 3C + N, = 2AIN + 3CO (1.1)
B psaae marentoB [8-11], mocBsIICHHBIX pa3paboTKe 3TOro crocoba,
M30BITOYHBIN YTIIEPOT YAAISIOT TT0 OKOHYAHUHM PEaKIMK IyTEM HarpeBa MOpOIIKa
B KHUCJIOpojcoAepxamieir atmocdepe [8] wim, Ha BO3AyxXe B JUala3oHe
Temmeparyp 500-800°C. Peakiust SHIOTEPMUYHA, HACT C HOMIOMICHHEM GOJIBIIOr0
KOJMYECTBA TeIla. B TpHCYTCTBHHM Kene3a, OKa3bIBAIOIIETO KaTaJTMTHYCCKOE
BO3JICMCTBUE, TEMIIEpaTypa Mpolecca CHUKACTCS 10 1400°C. Tlo maHHBIM
Pa3TUYHBIX UCTOYHUKOB HIKHUN TEMIIEpAaTypHBIN Mpees Hadajla PEeakIiy JICKUAT
B muamasone 1200-1400°C [12]. B pa6ore [13] moka3aHO, 4TO [0 TEMIIEPATypbI
1600°C  cKOpPOCTh pEAKIHMH HEeMpepHIBHO BO3PACTACT BIUIOTH 1O CTCMCHH
npespamteans Al,O350%. [Tpu 1700°C B HauanbHBI NepUoJ peakuu odpazyercs
HeOompioe konumduectBo AION. B menmom mpu  TOBBIMICHWH TEMIEPATYpPhI
ckopocTh cuHTe3a AIN yBenmnumBaercs, a JUIMTEILHOCTh CHIDKaeTcs. B pabote
[10] moporiku ¢ yacTuIiaMu pa3MepoM MeHee 1 MKM IoJBeprajiu a30THPOBAHHIO B
teuerne 0,12-2,0 waca mpu T=1650-2000°C u momyummm npakrmaeckn 100%

Beixoz AIN. Ilpu ckopoctu nHarpesa 200°C/uac B muamasone temmeparyp 1380-
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1500°C BpeMst BBIICPKKHM MOPOMIKOB cocTaBmsier 0,8-9,2 waca, CTEICHb
npeBparnieHus Mo gaHHsIM POA cocrasisetr ot 30 1o 98% [14]. TemnepaTypHbIii
JMana3oH peakiuu  A(PQPEeKTUBHOrO HUTPUAO0OpA30BaHMS  OOYCJIOBJIECH, B
OCHOBHOM, TpeMmsl (paKTopamu:

- XapakTEepHbIM pPa3MEPOM YACTHUI[ PEAreHTOB, YBEIMYEHHE KOTOPOTO
MPUBOAUT K HEOOXOUMOCTH MOBBIIIECHUSI TEMIIEPATYPhl a30TUPOBAHUS;

- BpPEMEHEM a30THPOBAHUS, CHIDKCHHS KOTOPOTO MOXKHO JTOOWTHCS
YBEJIMYECHHEM TEMIIEPaTyphl PEaKkilnu;

- TpeOyemoil aucmepcHOCThI0 Toirydaemoro AIN, CHIKEHHEe KOTOpOH
BO3MOYKHO TIpH 00JIee MATKHX TEMIIEPATYPHBIX PEKUMaX.

[lo oxoH4WaHwM  a30TUpOBaHMS C  Ledbl0o  ouuctku  AIN ot
HEMPOPEarupoBaBIIEro YIiiepoja, CMECh MOJBEPraloT OOXKUTY Ha BO3IyXe NpU
T=600-900°C [11]. IIpu >TOM OCTaTO4YHOE COACpIKAHHE KHCIOpOAa B HHUTPHUIC
ATIOMUHUA CHIDKaeTcs 10 2 U MeHee %. [Ipo1oKuTenbHOCTh 00KUTa COCTaBISET
0,1-6,0 wacoB [9]. HecMOTps Ha M3BECTHOCTh M HIMPOKYIO PaCHpPOCTPAHCHHOCTH
METO/la KapOOTepMHUHU 10 CUX TOp HET OINUCAHMUS MEXaHU3Ma KaTajau3a JTOTO
nporiecca. Tak, QTOpUIBI METaNIOB  YCKOPSIOT HWHUIMAIMIO  pPEeaKIuu
a30TUPOBAHMS HEKOTOPHIX METAJIJIOB TyTEM PAaCCTEKJIOBBIBAHUS 3AITUTHON TICHKH
okcuaoB Ha ux moBepxHoctu [15]. lobasku CaCl,, Ca(CN),, CaC,, CaF,, CaB,0;
wi La (1%) yckopsooT HadaiabHyl cTaauio peakuuu [16]. JloOaBku B cMech
MOPOIIKOB OKCHJAa aJTIOMUHUS, YTIJIepoja, COSAMHEHUH MIEI0YHO3EMETbHBIX
MetaiioB win P39 (manmpumep, GaO unu Y) cnocoOCTBYIOT CHUXKEHHUIO pa3MepOB
gactui momydaemoro AIN [9,11]. Jns yBenuueHUs TEIUIONPOBOJHOCTH H
cnekaemoctd moaydaeMoro AIN wucnonszytor Al,O3 ¢ miomanpio yaelabHOU
nosepxuocti 20-130 M%/r [17]. B ciydac NpUMEHEHHS MEIKOJUCIICPCHBIX
pPEareHTOB CKOPOCTh PEAKIIMM YBEIMYUBACTCS C YMEHBIIICHHEM JHAMETpa YaCTHIl
[38], B TO e BpeMmsl CyYIIECTBYET HEKOTOPOE ONTUMAJIBHOE COOTHOILICHHE
pasmepoB yactul] Al,O3 u C. Ilopomok yriepoja A0JKEH UMETh 00Jiee TOHKUMA
nomot, yeM Al,O3;. Tak, mns momydenuss mopomka AIN ¢ pasmepoMm dactuil

MEHbIIIE 2 MKM, peareHThI TOJDKHBI UMeTh pazMepsl: Al,O3 < Imxm, C<L0,8mkm. B
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pabote [18] mpuBOASATCS MaHHBIE IO COOTHOIICHUSM Pa3MEPOB 3€PEH PEarcHTOB:
pa3mep 3epHa D mopomka Al,O3; u cpennuii pasmep 3epHa d rpadura HOTKHBI
ynoBineTBopsATh  HepaBeHCTBY  0,IlMkm<D<1,0mxMm; D/d=8. VBenuuenwme
cootromenust C/Al,O3 npuBoauT k moBbimieHuto Bbixogaa AIN [16]. B ciygae
UCIOJIb30BaHusl B KaudecTBe C-comepskaimiero areHta razoB cocraBa CpHp,
MosisipHoe oTHomreHre N/C B ra30BO# cMeCH JTOJDKHO COCTaBIIATh HE MeHee 15, Ho
npeanoututesnibHo otHomieHne N/C paaoe 30-40 [19]. B ciyuae mpuMeHeHUs

aMMHMaKa Kak a30TCOAEp Kallero rasa 3To OTHoueHue ysenmuuBaercs ao 2000

[20].

1.2.2 Cunte3 AIN u3 r1eMeHTOB
Crnioco0 3akitouaercs BO B3aUMOJCHCTBUU a30Ta C alTFOMUHUEBOM My Ipoi
npu 1200°C [3]:

2AI+N,=2AIN. (1.2)
Oco0EHHOCTHIO a30THUPOBAHUS MOPOIIKA ATFOMUHUS SIBIISIETCS 00pa3oBaHUE
Ha MOBEPXHOCTU YACTHIl OKCHIHBIX TUIeHOK (Y-Al,O3), KOTOphIC yaansioTcs, Imo-

BUJIMMOMY, B pe3yJIbTaTe 00pa30BaHUs JIETYUYHUX HUBIINX OKCUI0B Al:
AlL,O; + 4Al = 3A1,0.T (1.3)
Hapymenune miaenkn mpu nepectpoiike Al,O; B Al,O mo3BomsieT azory
NPOHMKHYTh K CBEXel moBepxHOcTH Al u o0pazoBath HUTpua [3]. BosbMHCTBO
aBTOPOB YKa3bIBACT TEMIIEpATypHbIE TPAHUIIBI IPSMOTO CHHTE3a U3 DJIEMEHTOB -
sto  1000-2100°C [21]. Bomee BhIcOKas TeMmepaTypa YBETHUMBAET CKOPOCTH
MpOIIECCa, a HUXKE TEMIIEPAaTypbl MEHEE 1400°C Ha noBepxHOCTH vacTuiy AIN
obpasyercs [22] mpouHas 000J0YKa, MPEMSATCTBYIOMAS TOIYYCHHUIO MEIKUX
MOHOJIUCIIEPCHBIX YacTHIl TOporka. CKOpOCTh peakIuy HUTPUIA000Pa30BaAHUS
YBEIIMYUBACTCSA IMOCJE MEPEX0AA HEKOTOPON KPUTHUYECKOW TOYKH MIPHU T=1350°C,
a MPpU YBEIWYCHUM JABJCHHUS MOXET HOCUTh Jaxke IenHou xapakrtep [23]. s
YCKOpeHHsl peakiuu oOpazoBanus AIN HE0OXOIMMO HCHOIB30BaTh TOHKHE
ATFOMUHUEBBIC TTOPOIIKH, KOTOPHIE XOTS W SBIISAIOTCS 00JIe€ OKHUCICHHBIMH, HO

TIO3BOJISIFOT 00JIee TIOJHO TPOBECTH Peakiuio ¢ oopazoBanueM Hutpuzaa [3]. [Ipu
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a30TUPOBAHUM OJHOBPEMEHHO MPOUCXOAUT CHEKAHHWE ATIOMUHUEBOIO MOPOIIKA,
KOTOpPO€ YMEHBIIAET PEAaKUOHHYI0 MOBEPXHOCTh. /[l mpeaoTBpameHus
CIIEKaHUs UCTOJIb3YIOTCS CTYIIEHYATHIE PEXKUMBI a30TUPOBAHUSA, PACCUUTAHHBIC HA
TO, YTO YK€ TNpU HU3KHX TemIepaTypax HaOJI0IaeTCs TMOKPHITHE YaCTHIL
IUICHKaMHU HUTPUJIA, YTO 3aAepKUT crekaHnue. CKOpOCTh peakiuu 0O0pa3oBaHUs
AIN 3aBucutr oT ckopoctd auddy3uu azoTa K amoMuHuio. [lnoTHas ruieHka
Al;0O3 Ha yacTHIIaX TOPOIIKA ABJISACTCS CYNIECTBEHHBIM MPENATCTBUEM U y3un
azota. Cxopocth nuddysun N, depe3 OKCUIHYIO U HUTPHUAHYIO TUICHKH PE3KO
NOBBIIIAETCA € TEMIEPATypoil, YTO NPUBOAUT K YBEIUYECHHUID CKOPOCTH
HUTpUnooOpazoBanus. [lockonbky peakuus oOpasoBaHusi AIN comnpoBoxgaeTcs
BBICOKHM TEIUIOBBIM 3(P(EKTOM, TO MEPBbIE K€ MOPLUU a30Ta, IPOHUKIINE Yepes3
IJIEHKY K Al, BBI3BIBAIOT CHUJIBHOE MOBBILIEHUE TEMIIEPATyphbl, KOTOPOE, B CBOIO
ouyepeb BBI3BIBAECT YBEIUUYECHUE CKOPOCTH AUPQY3UH a30Ta, T.€. PEAKIUs UMEET
CBOE€OOpa3HbIi IeMHON xapakTep. Ecnu B Havane 3TOro mpouecca MpeKpaTUTh
BHEIIHUI 0O0OTpEB, TO pEakiusi MPOJOJDKAETCS U "Ha XOJIoAY', MpOoXoAas MpHu
JOCTaTOYHOM TOCTaBKe a30Ta Jio KoHIa [3].

KOHCTDVKTI/IBHBIG 0COOEHHOCTH IIPOBCACHUS ITPOIICCCA.

JIst ocylecTBIeHUsT HEMPEPHIBHOTO Tpoiiecca a3oTupoBanus Al oObraHO
UCIIOJIB3YIOT BEPTUKAIIbHBIEC TPyOUaThIe anmaparbl U3 KapOIPOUYHBIX MaTEpPHAIIOB
(manpumep, Al,O3 uyumcroroir 99,5% [45]), cHaOGXeHHBIE HarpeBaTeIbHBIMU
YCTPONUCTBAMH, B KOTOPBIE TMOCTYIAET a30T, SBISIOMIMICS HOCUTEIEM IOPOIIKa
ATIOMHHHST ¥ JBHOKYIIUICS BBepX [24], mpoxonas MOCISIOBAaTSIBHO BCE 30HBI
HarpeBa. O0pa3yrouuiicst rpanyaupoBaHHbld AIN BBIXOJUT CBEpXY U MOCTYIAET B
coopuuk [22]. Tlpsimoe a3oTupoBaHHe TpPeOyeT BBICOKOW CTEHNCHH OYHCTKU
ucxoaneix Al u N,, Hanmpumep, ucnoyib3yoT Al uucroroit 99,5% u N, yucroToit
99,999% [23]. DTOT crocoO MO3BOJIAET MOAYYaTh BEICOKOUMCTHIH AIN, ocoOeHHO
o HempepbiBHOMY crioco0y [24]. Comepkanue kuciopoja coctaBisieT B AIN
MeHee 1,2%, 4YTO JOCTHUraeTCs BBICOKOM UYHMCTOTOM as3oTa, T.€. HaJIMYHEM
Heokucstromed atmocdepsl [21]. B kadecTBe a3oTcomepiKaliero rasa MOXKET

ucnoisib3oBarbcss NHjz, @pu QeldcTBUM KOTOPOrO Ha  lFOMUHUM IPOUCXOAUT
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cnenayromas peakiusi (1.4). IlpumeneHue amMmuaka He BcCerga SKOHOMHYECKHU

11€7I€CO00Pa3HO:

2A1+2NH;=2AIN+3H,. (1.4)

1.2.3 AzoTupoBanue mopomkoB Al B miiazme

[Ipumensiercs cmocod TONMBKO ISl JaOOpaTOPHBIX U HCCIIENOBATEIBCKUX
nener. Hacelmienune  MOpPOIIKOB — QJIIOMHUHMS  a30TOM  OCYIIECTBISIOT B
a3oTcoJiepKalllei IuIa3Me MNpU BBICOKMX — Temreparypax B auanazoHe 5000-
15000°C. Comepkarue a30Ta B MPOAYKTAX a30THpOBaHMs - He MeHee 20 00.%
[25]. MomHOCTh MIa3MOXHMMHYECKHX YCTaHOBOK - 25kBt [26]. OxnaxneHue
NPOBOJAT C BBICOKUMH ckopocTsimu (He Hmwke 1000 rpan/cex) [25].
Jlumutupyromeit craguedt nonydeHnust AIN sBisiercs ucnapeHue mopoikoB Al
[27]. Pasmeps! wactui; AIN, mosydeHHOTO MO 3TOMY CIIOCO0Y, AOCTHrarT 50 HM
IpU IUIOMAM YHEIbHOH moBepxHocTH MeHee 100 M%/r. [I1a3MeHHbIC peaKTOpHI
pa3HOOOpa3Hbl 10 KOHCTPYyKIusM. B pabGore [28] cuuTe3 mopomka AIN

IIPOBOJMIIN B INIA3BMCHHOM PCAKTOPC C TPCMA Q)aKCHaMI/I.

1.2.4 CamopacnpocTpaHsIIONIAICSl BbICOKOTeMIIepaTypHbIii cuHTe3 AIN

ITpu MOJIYYEHU U AIN METOJIOM CaMOpPACIPOCTPAHAIOIETOCS
temriepatypaoro cuHte3a (CBC) Beixox AIN cocraBiger 30-40% (u3-3a
TUIaBJICHUST MeTasuia mnepes GPOHTOM TOpeHMs, KOTOPBIM AEHCTBYeT Kak Oapbep
JUIS pacIipOCTPaHEHUsI Ta3000pa3HOIro a30Ta B 30HY TOpeHUs1). BbIXoa MpoayKTOB
MOBBIIIAIOT, CHIDKAs aauabaTUYEeCKyl0 TeMIepaTypy IyTeM UCIOIb30BaHUs
pazbaButeneii. Eme Oonee addexkTuBHBIM criocoboM yBenuwdeHus Bbixoga AIN
SIBJIICTCS MCIIOJIb30BaHNE BMECTO Ta3000pa3HOro as3ora asuaa Hatpus NaNj [29].
B sTtoMm ciyuae Bbixon npojykra gocturaet 100%. Mcnons3oBaHue NOBBIIIEHHBIX
naBiennii azora (o 1000 MIla) mo3Bosser moBbICHTh BBIX0a AIN M IpOBOIUTH
npoiiecc B pexkumax ropenus (mpu 10-40 MIla) u TeroBoro B3psiBa (pu 100-
630 Mlla). B mabGoparopubix ycnoBusix miusa mposenenus CBC wgame Bcero

UCIIOJIB3YIOT THIJIM U3 TYTOIUIABKUX MaTepraioB (Hampumep, u3 BN) [30].
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1.2.5 A3zotupoBanue Al,O;
HeiictBuem NHjz Ha ToHKOoM3MenbueHHBIH Al,O3 ipn 1000°C takke MOKHO
noayuutsh AIN [3]:
4ANH;+2 Al,O3; = 4AIN+6H,0. (1.5)
Cunre3 npu Oosiee BBICOKMX TeMIlepaTypax NPHUBOIUT K OOpa30BaHUIO
OKCUHUTPHUIOB amtOMUHUSA. OKCUHUTPU ATIOMUHUS TIOJIy4aeTCsl IPU MPOBEACHUU
peakmmu  mexay AlyOs u AIN B TBepaom cocrossHuu. Jlomyckaercs
JIBYXCTYIIEHYaTOE MPOBEACHHE Ipoliecca ¢ J00aBICHUEM B PEAKIMOHHYIO CpEedy
MHEPTHBIX ra3oB [31]. B oToM ciydae HarpeBaHue oCyLIecTBISIOT 10 650-800°C,
satem 1m0 1100-1500°C. Bpems Bbuiepxkkn cocraBmsier 2-30 wuacoB. K
nosiyueHHoMY TakuMm criocooom AIN nmobasnsior C B atmocdepe N, mpu 1550-
1700°C. B CBSI3H C BBICOKOH CTOMMOCTBIO M HH3KHM Ka4eCTBOM [10JIy4aeMOro

AIN 3TOT cr1oco0 He HaIe IMPUMCHCHHU: B IIPAKTHUKC.

1.2.6 Pa3zno:xenune AICl;-NH; B raszosoii ¢ga3e
Brnepsoie B 1938 rony [1] Obut0 mpemsiokeHo nonydath AIN paznoxeHuem
AICI;*NH; pur Temmeparype 800-1100°C:
AICl3-NH; =AIN + 3HCI. (1.6)
B cayuae BBogma AICl; u NH3z mo OTACNIBHOCTH B PEAKIMOHHYIO Cpeay
HCIIOIB3YIOT BhICOKOUYHMCTHIE peareHThl: AlCl; uncroroit >98% u NHjz uucroToit
99,999% [32]. Peakiuio mpoBOIAT B TMOTOYHOM KBapIEBOM pEaKTOpe, TJIe
ncnapsior AlCI;*NH;  mpu 180°C u BMecTe ¢ MOTOKOM BBICOKOYHCTOTO N
(99,999%) momaror B peaKkIMOHHYK 00JacTh, KyAa IO OTACIBHOM TpyOKe
nojaroT amMmuak. Hutpupm amomMuHus coOupaeTcs B CHEIHUAIBLHOM COCYIE,
pacroJio’)KeHHOM Haja peakTtopoM. Cocyll moaorpeBaroT 10 400°C st BO3TOHKH
oOpazoBaBiierocss mnodouyHoro mnpoaykra NHj. Ilpu ynomsiHyTBIX —yCIOBHAX
oOpasytorca  MenkoaucnepcHele  nopowku (50-200 HM) co cdepudyeckuMu
gacTuaMu win npospaynbie TwieHKH AIN tommmaoir 200 HM. CkopocTh
obOpazoBanus AIN cocrabmsier 3,5 r/gac. OcTaTo4yHOE COAEp)KAHUE KHUCIOPOJa

cocraBisier 0,9-1,5%. Jlng m1OBbIIEHHST BBIXOJA TOTOBOIO TMPOAYKTa B
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PCaKIMOHHYI0 cMech BBOAAT 10 55% AIN [33], a Takke UCHOJB3YIOT BBICOKHE
nasienus (12-15 MIla u pa3nmmunbie cootHomeHus peareHToB: 15-40% NH,Hal-
octasibHoe Al, AICl3/NH3=1/3 [30], a takke NHyHal/MeHal=1/(0,01-1) [34]. Hal
B aToMm ciydae: F, Cl, Br, J. Azotupyromas cpefa MOXET UMETh Pa3HOOOpa3HBIN
coctaB: NHs, N N;+NH; (mo 30%), Ny+Hal, N,+H,, N,+*HHal, Ny+Ar.
[IpenMyIiecTBO AaHHOTO CHOCO0A 3aKII0OYAaeTCs B BO3MOXKHOCTH IOJYYCHHUS
BbIcoKOuncTOro AIN ¢ conepxanuem O, meree 1%.

Pesynprarhl aHanw3a W CpaBHEHHUS TapaMETPOB M3BECTHBIX CIIOCOOOB
NOJIyYeHUs] HHUTpUJA QJIIOMUHUSA cBeleHbl B Tabmuny 1.1, Hawmmenee
AHEPro3aTpaTHhIM cpeau HuX spisieTcs cnocod CBC. Ipyrue cnocoObl moiayyeHus
AIN  4BIAIOTCS  MHOTOCTAQAUMHBIMH, DSHEPrOEMKHMH U, CIJIEIOBATENIbHO,
HEKOHKYPEHTOCTIOCOOHBIMH Ha PHIHKE.

Tab6nuna 1.1 — [TapaMeTpsl MPOMBIIIIIEHHBIX CIOCOOOB TOJYYESHHS] HUTPUIOB

METAJIJIOB
Cnoco0 cunHTe3a
[Ipsmoe N
YcaoBus Kap6otepmuueckoe CamopacnpocTpaHsIomuiics
a30TUPOBAHUE .
CHHTE3a BOCCTAHOBJICHUEC — BBICOKOTEMIIEPATYPHBIN
a30TUPOBAHUE CHHTE3
OcHoBHas Me,Oy+No— Me+N,(NH3)— Me+N,—MeN
peaxIus MeN+(CO) MeN+(H,)
Temneparypa, °c 1600-2000 1000-2100 100-2500
Jasnaenue, MlIla 0,1 0,1 10
Tun peakuu SHIO0TEPMUYECKAS HK30TepPMHUUECKas AK30TepMHUYECKas
JmuTensHOCTD, U 10-15 1-2 0,01
Brixon Hutpua 30 30-40 55
Ha 1 cragum, %
Karanuzatop Fe - —
IIpumeyanune IIpoxyKThI Bricokast crenens | Pa3z0aBinenue — mpomyKkTamu
3arpsi3HEHBI OYHCTKH peakiu
YIJIEpPOJIOM, BBICOKAS | UCXOJIHBIX
CTENeHb OYHCTKH | KOMIIOHEHTOB,
HCXOJIHBIX WCIIONb3YETCS
KOMIIOHEHTOB Me | BBICOKOYHMCTBIH
(Al, Ti, Zr) a3or
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1.3 TexHoJiorHYeCKHE OCHOBBI CaMOPpacHpoCTPAHAIOLETr 0CsH
BBICOKOTEMIIEPATYPHOI0 CHHTE3a

CamopacnpocTpassomuiics BbicokoTemneparyphbiii cunte3 (CBC) - 310
MPOLIECC TEPEMENIEHUS] TEIUIOBOM BOJIHBI XHUMHUYECKOW PpEAKIUU [0 CMECH
peareHToB ¢ 00pa30BaHHMEM TBEPABIX KOHEYHBIX IPOAYKTOB, IPOBOAUMBIN C
LeNnbl0 CcHUHTe3a BemecTB M MarepuasioB. CBC mpencraBisier coOoil pexum
POTEKaHUSI CUIIBHOM 3K30TEPMHUUYECKON peakiuu (peakiuu TOPeHHs), B KOTOPOM
TEIIOBBIJICIICHUE JIOKAJIM30BAHO B CJIOE M IIEPENACTCA OT CJIOSA K CIOK IIyTeM
terutonepenaun [34].

B cozmannun CBC cucteMbl MOTYT y4acTBOBAaTh BCE XMMHMYECKH aKTHUBHBIE
OpU BBICOKMX TEMIlepaTypax BEIIECTBA B KayeCTBE pPEArcHTOB (XMMHUYECKUE
AJIIEMEHTBI, UHANBUYAJIbHbIE COETMHEHHSI, MHOTO(a3HbIE CTPYKTYPhI) U HUHEPTHBIE
BEIIECTBA B KAUE€CTBE HANIOJHUTENEH WK pa30aBUTENCH.

Haubonee nonyssipHble peareHThl:

H,, B, Al, C, N,, O,, Mg, Ti, Nb, Mo, Si, Ni, Fe, B,O3, TiO,, Cr,03, M0O3, Fe,0s,
NiO u ap.

B kadectBe peEareHTOB HCHOJB3YETCS TAaKXE MHHEPAIBHOE CBIPBE U
IIPOMBILUIEHHBIE OTXO/IBI.

VYcenoBust nondopa kommoneHtoB CBC-cuctemsr:

® 5SK30TEPMUYHOCTH B3aUMOJICHCTBUS PEarcHTOB,
e 00pa3oBaHuE MOJIE3HBIX TBEPABIX MPOAYKTOB,
® TEXHHYECKAss U SKOHOMUYECKas 11eJIeCO00Pa3HOCTb.

Pearentel B CBC mnporneccax HCHOJIB3YHOTCA B BUJE TOHKOIMCIEPCHBIX
MOPOIIKOB, TOHKMX IUJIEHOK, KUJAKOCTEN U ra3oB. Haubonee pacnpocTpaHeHs! ABa
TUIIA CUCTEM: CMECH MOPOIUKOB (CHPECCOBAaHHBbIC WJIM HACBITHOW IJIOTHOCTH) U
rMOpUIHBIE CUCTEMBI Ta3-MOPOUIOK (MM CIIPECCOBaHHBIN ariomepart). M3BecTHbI
CBC-nipouiecchl M B cUCTEeMax: MOPOLIOK-)KUAKOCTh, Ta30B3BECH, IJICHKA-TUICHKA,
ras-ra3 [36].

['nmaBHble TpeOOBaHUS K CTPYKType HCXOIHOM CHCTEMBbI - oOecreueHue

yciioBuid 7151 3G HEKTUBHOTO B3aMMOICHCTBHS PeareHTOB.
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Jlst mporieccoB CBC xummueckasi mpupojia peareHToB HEMOCPEACTBEHHOTO

3HAUCHUS HE WMEET - BAKHBI JIWIb BEJIMYMHA TEIIOBOTO 3 (deKTa peaknuu u
3aKOHBI TEIUIOBBIICIICHUS U TEIUIONepeaun, arperaTHoe COCTOSTHUE PEareHTOB U
MPOIYKTOB, KWHETWKA (A30BBIX W CTPYKTYPHBIX TMpEBpaIICHUH © JIpyrue
MaKpOCKOIMMYECKUE XapaKkTepucTuku npoiecca. [Toatomy xumuss CBC-miporieccoB
pasHooOpas3Ha. Hanboibliiee pactnpocTpaneHue monyumin: [37]

®  pEaKIUU CUHTE3a U3 3JIEMEHTOB!

Ti+ C=TiC,

Ni + Al = NiAl,

3Si + 2N, = SizgNy,

Zr + Hy = ZrH,,

®  OKHCIIUTEIHbHO-BOCCTAHOBHUTEIIbHBIC PEAKITUH:

B,O; +3Mg + N, = 2BN + 3MgO,

B,O; + TiO2 +5Mg = TiB, + 5MgO,

MoO; + B,O3 +4Al = MoB,; + 2Al,03,

3TiO, + C + 4Al =TiC + 2Al,0;,

2TiCly + 8Na + N, = 2TiN + 8NaCl,

®  peaKIMM OKUCIICHHUSI METAJIJIOB B CJIOKHBIX OKCHUIHBIX CpeIax:

3Cu + 2Ba0; + 1/2Y,03 + 0.5(1.5 - X)O, =YBa,Cuz07,

Nb + Li,O, + 1/2Ni,0s = 2LiNbOs,

8Fe + SrO + 2Fe,03 + 60, = SrFe1,04,,

e u3BecTHHI Takke CBC-peakunu CUHTE3a U3 COCTMHEHUI:

PbO + WO; = PbWO,,

®  B3aMMO/ICHCTBHUE Pa3NararIIuXcs COSAMHEHHA C JIEMEHTaMHU:

2TiH, + N, = 2TiN + 2H,,

4Al + NaN; + NH,CI = 4AIN + NaCl + 2H,,

®  TEPMHUYECKOE Pa3NI0KEHUE CIOKHBIX COSTMHECHUN:

2BH3N,H; = 2BN + N, + 7H,,

B mpocretimem n Hambosiee BaKHOM CTAI[MOHAPHOM PEXUME, BCE TOYKHU

(bpoHTa ABMIKYTCS C TIOCTOSSHHOM BO BPEMEHHU M OJIMHAKOBOW CKOPOCTHIO.
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BonHa ropeHuss HE pacnpoCTpaHseTcsl MO IIUXTE B CIy4ae CHJIbHBIX
TEIUIONOTEPh B OKPYXKAIOIIYIO Cpeldy (Manble AMaMETphbl HMIMXTOBBIX OOpa3IoB,
HU3KHUE anabaTuyecKue TeMIepaTypbl B3aUMOJIEHCTBHSI pEarcHTOB).

Haubosee pacnpocTpaneHsl Tpu Tuma ropenus [38]:

e (e3razoBoe (TopeHue B MepeMEeIlIaHHbIX CUCTeMaX 0€3 ra30BblIeICHUS
WM C BBIJIEJICHUEM HEOOIBIINX KOJUYECTB MPUMECHOIO rasa),

¢ (GuUIbTPAMOHHOE (TOPEHUE B THOPUTHBIX CUCTEMAX C
(GUIBTPAIIMOHHBIM MTOABOIOM ra3000pa3HOro peareHTa K GpoHTY
TOpEHHUs),

e MHoOrogdaszHoe (ropeHre B MHOro(pa3HbIX cpeaax - UCXOHbIX WU
oOpazyronuxcs).

B BonHE TropeHHs NPOTEKAOT pa3jInyHble XUMHUYECKHE, (U3HUECKUE U
(U3UKO-XMMHUYECKHE TPOLECChl, OOECIEeUMBAIONIME B CBOEW COBOKYITHOCTH
HE0OXOIMMOE TEIUIOBbIAeNIeHHEe. BoslHa UMeeT ONnpefeneHHy0 TPOTSKEHHOCTh U
COCTOMT M3 Psiia 30H:

® 30HBI IPOrPeBa WK MPEAINIAMEHHOHN 30HBI (B HEW peaklMi TOPEHUs
€Il HE MMPOTEKAIOT, & TOJBKO OCYIIECTBIISIETCS TEIIONEPEHOC U HAarpeB
IITUXTHI),

® 30HBI peakuu (B HEMl MPOTEKAIOT OCHOBHBIE PEAKIIUU TOPEHUS,
obecrnieunBaroIIe He0OX0UMOE TEIJIOBBIACICHUE),

® 30HBI JOropaHus (B HEW MPOJOHKAIOTCS XUMUYECKHE peakluu, HO
OHH y’K€ HE BIIUAIOT Ha CKOPOCTh pacIpOCTpaHeHust (poHTa),

® 30HBI (CTaIUN) BTOPUYHBIX (PU3UKO-XUMUUYECKUX MPEBPALLECHUH,
ONPEIENSIIOIIMX COCTaB U CTPYKTYPY KOHEUHBIX ITPOIYKTOB.

PacnipocTpanenue 30HbI XUMUYECKUX PEAKLIUM HA3bIBAKOT BOJHOW FOPEHUS.
@DpOHT TOpEeHUsi - 3TO YCJIOBHAsI MOBEPXHOCTh, pa3leisiouias 30HbI NMporpeBa u
peakiuu (MepeIHuil Kpail BBICOKOTEMIEpaTypHOM 30HBI BOJIHBI). [IpoxoxeHue
BOJIHBI TOpEHUS SIBNIAETCSA OCHOBHOM cTaaueit CBC.

ITpouecc pacnpocTpaHeHus: BOJIHBI XapaKTEPU3YIOT:
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o IMpeAenoM ImoracaHus (CBsI3b MEXIAy IapaMeTpaMu CHUCTEMBI,
paszensiolue ABE CUTyalUd: PacHpOCTPAHEHUE BOJHBI U OTCYTCTBHUSA
TOpPEHUS TIPH JIIOOBIX YCIOBHUSIX HHUIIUMPOBAHMUS),
o IMpEAEIOM MOTEPH YCTOMUMBOCTU (CBSI3b MEXAY MapaMeTpaMu
CUCTEMBI, Pa3JEIAIONIMMUA PEXUMBI CTAlMOHAPHOTO U HEYCTOMYUBOTO
TOpeHHUs),
¢ CKOpOCTBIO pacnupocTpaHeHus (ppoHTa,
e MAaKCHUMaJIbHOM TEeMIIEpaTypoH,
¢ TEMIIOM HarpeBa BEIIECTBA B BOJIHE CTALIMOHAPHOTO TOPEHHS,
e B HEYCTOMYMBBIX IPOLECCAX - YACTOTOM ITyJbCALUA, CKOPOCTHIO
JIBWDKEHUSI ~ oyara [0  BUHTOBOM  TpPAaeKTOPHHM,  BEJIWYHUHOU
cBepxaauadaTtuyeckoro 3ddexra u ap.,
o TUIyOMHON XUMHYECKOIO NPEBpPALICHUS] HCXOJHBIX pEareHToB B
KOHEYHBIE MPOAYKTHI (ITOJIHOTA TOPEHUs), (3aBUCUMOCTb HEJOTOPAHUS OT
pa3MepoB  YacTHMI] MeTaula H  3aBUCUMOCTb HEJOTOpaHHsl  OT
OTHOCHUTEJIbHOW IJIOTHOCTH 00pasua),
e HEpPAaBHOBECHOCTHIO  MPOAYKTa  TOPEHHUS,  XapPaKTEPU3YIOIIYIO
HE3aBEPIICHHOCTh (Pa30BbIX U CTPYKTYPHBIX NPEBPAILEHUIN B MPOLIECCE;

TEMIIOM OCTBIBaHUS MIPOJAYKTOB TOPEHUsI (PEIKO).

[TpoaykTer CBC mpeacTaBisioT co0O# TBep/ible BEIIeCTBa MPOU3BOIBHOM
GbopMBI M Ppa3HBIX pa3MEpPoB. DTO TOPOILIKK Pa3HOM JUCIEPCHOCTH, C1abo
CBS3aHHBIE KOHIJIOMEPATHl YacCTHUL, CIEKHM W CIUTKA C PAa3HOM IPOYHOCTHIO,
IJIEHKW, BOJIOKHA, KpUCTAIbl. Macca MpOAYKTOB 3aBUCUT OT €€ HayajlbHBIX
3HA4YEHUH, B HEKOTOPOHN Mepe, OT MEXaHU3Ma MpoLecca.

B nepeMemaHHbIX CHCTEMaxX MAaKpOCTPYKTypa OOBIYHO OJHOPOJHA, B
rUOpUIHBIX (MTOPUCTOE TENO-Tra3) MpHU HANMYUK (UIBTPALMOHHBIX 3aTPYyIHEHUN

MOET UMETh MECTO pacmpeieJIeHUe cocTaBa 1mo cedeHuto oopasia mocie CBC.
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B cnoemmanbHbIX Cily4asX MpPEeJHAMEPEHHO CO3/Jal0T HEOJHOPOIHYIO
MaKpOCTPYKTYpy  HOpOAYKTa  TopeHus  (IOJIyYEeHHWE  MHOIOCIOMHBIX U
(GyHKIHOHATBHO-TPAIMEHTHBIX MATEPUAJIOB).

Xumuyeckuii v (Pa3oBbId COCTAaB MPOAYKTOB OIPEIETACTCS COCTaBOM
MCXOJHBIX CHCTEM, UX THArpaMMaMU COCTOSIHHS, TOJTHOTOW CrOpaHusl, yCIOBUSIMHU
OCTBIBaHUS (OXJIXKICHHUS).

[IpoyKThl, MOJTY4YEHHBIE B ONTHMAJBHBIX YCIOBHUSX, XapaKTEPU3YIOTCS
BBICOKOM YHMCTOTOM MO HENPOPEarupyroldM HMCXOJHBIM  BEUIECTBAM U
PUMECHOMY KHCIIOPOJY.

[Tponyktet CBC mnpeacTtaBisitoT co00il OOBIYHO MOJUKPUCTAIIMYECKYIO
CTPYKTYpPY C pazMepaMH KpPUCTAUIUTOB 1-5 MkM. M3BeCTHBI IpUMEpHI NOJIyYEHUS
HAaHOPA3MEPHBIX, & TAKXKE KPYNHOKPUCTAUIMYECKHX CTPYKTYp (C pa3Mepamu
kpuctamuioB 10 300 mxkm). PazMepsl KpUCTATTMTOB 3aBUCIT OT TEMITA OCTHIBAHUS
oOpa3na  mocie  TOpeHUuss U KUHETHUKM  KPUCTAUIM3ALMOHHBIX U
PEKPHCTAUTH3AIIMOHHBIX TIpo1ieccoB [36] .

[TopucTocTh CIUIOMIHBIX (HE JUCHEPCHBIX) MPOAYKTOB TOPEHUS MOXKET
U3MEHATHCA OT MPAKTUYECKHU HYJIEBOTO 3HAUYEHHUs (KOMIAKTHBIE MaTEpHAalIbl) /10

BBICOKMX 3HaueHuM (90-95%, nmeHomarepualsl).

1.4 KuHeTrnka u TepMOJAMHAMMKA NPOLIECCOB CHHTE3a HUTPHUIA B BO31yXe

CxeMa TEpMOAMHAMUYECKOTO COCTOSIHUS HCXOJHBIX, MPOMEXYTOYHBIX U
KOHEYHBIX MPOJIYKTOB TOPEHUs AJIOMHUHHS MPU HAJUYUMU JIBYX OKHUCIUTENEH -
KHCJIOpOJa M a30Ta MpejcTaBieHa Ha pucyHke 1.1.

AHanu3 cxembl IOKa3bIBAET, YTO €JUHCTBEHHBIM HCTOYHUKOM TEIUIOTHI IIPU
BbICOKOI Temneparype (2000 K) sBusieTrcss peakuus OKHCIECHUS ATIOMUHHUS 0
A1,03. Iponecc oopazoBanus AIN B ra3oBoii (haze SBISETCS SHIAOTCPMHUUCCKUM.
[Tpu Hu3kUX Temmeparypax kpome hopmupoBanus Al,O3 TEMIOTY JAIOT peakiuu
obpazoBanus Al,O u AIN. Takum o0Opa3oM, mpu MEpeBOC MPoIecca OKUCICHHS
AIIFOMMHMST KHACJIOPOJOM M a30TOM B ra3oBYyI0 (ha3y MOBBIIIAETCS CKOPOCTh, HO

yMEHbIIAeTcsl TeroBod 3¢gdekT peakuuu. Hutpuza, oOpasyromuiicss B razoBoi
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daze MO DSHOOTEPMHUUECKOW peakmuu, 3a0Wpas TEIIo TOpeHuss Ha ceos,
KOHJICHCUPYETCS W CTAOWIIM3HPYETCs, MOKPHIBASCH C MOBEPXHOCTH YCTOHYHBBIM

IIpU BBICOKHX Temmneparypax o-Al,0s.

AHf,Kﬂ)KI'MOI'Ib

293 K
500-
cTnAaw o
0 Frepecnen-

-500-

a(y) -Al 030K
Y -A203(K)

o - Al 203

-1000
KoopauvHaTel peakyum

Pucynok 1.1 — Cxema oOpa3zoBaHusi (pa3pl HUTpUJA ATOMUHUS NPU OKHUCICHUU
aIIOMUHUA B aTMOc(epe Bo3ayxa

CrnenoBaTellbHO, MEXAaHM3M HUTPHUI000pPA30BaHMUS HAMOOJEE BEPOSATHO
CBs3aH C (POPMUPOBAHHEM HHUTPHUJA ATIOMUHUS U C KHHETHYECKUM TOPMOKCHHEM
TEPMOJMHAMHUYECKU pa3pelnieHHbIX peakiuid. [IpoaykTel hopmupyrorest B Gpopme
MJIACTUHYATHIX UTOJBYATHIX U HUTEBU/IHBIX KPUCTAJIJIOB.

Hronbuarass CTPyKTypa HOPOAYKTOB TOPEHUS MOPOIIKOB METAJIOB HE
SBIIETCA 4eM-TOo HeoObruHbiM. B [40] mpu mcciaemoBaHuu KapOOTEPMUUIECKOTO
CUHTE3a HUTPHUIA aTOMUHUA oTMmedaeTcs, uto «mapu T>1400°C yBenuuuBaetcs
BKJIaJ Ta30()a3HbIX PEAKIUM, CBS3aHHBIX, BEPOSITHO, C TOSBJICHHUEM CYOOKCH]IOB
JTIOMUHUS B Ta30BOM (aze, 4To MPUBOIUT K (POPMUPOBAHUIO HUTPUJIA ATFOMUHUS

B BHAC BOJIOKOH...».
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1.5 KuHeTnka M TepMOAMHAMHUKA MPOLECCOB CHUHTE3a HUTPUIAOB B BO3yXe
IPU TOPEHNH CBEPXTOHKHUX MOPONIKOB AJTIOMHUHUS

CBepXTOHKHE TMOPOUIKA OOJbIlIed YacTH METaUIOB U HEMETAJIOB, Kak
npaBuio, mmpodopHbl. I[lpu wmemnennom oxucinerun CTII moryt ObITh
CTaOMJIM3UPOBAHBl B  BO3JAyXe IMpPH JIOCTATOYHO OOJBIIOM  COJEpPNKAHUU
HEOKHUCIEHHOTO BelecTBa. OtnuuntenbHoi ocooeHHocThio CTII aBnsieTcst Hu3kas
TeMIlepaTypa X BOCIUIAMEHEHMs: KaK MpaBWIo, 3TO Auana3zoH oT 250 mo 450°C
Uis amoMuHUs. Hannmdwe phIXJoH CTPYKTYyphl - CTPYKTyphl asporens [41],
o0ecreunBaoIIeld HU3KYI0 TEIUIONPOBOJAHOCTh, MO3BOJSET OCYIIECTBUTH PEXKUM
camonoaaepskuBarormerocs ropeaus CTII na Bozayxe. B otmmume ot CTIT Al s
NOJIEpKaHUSI TOPEHUsi TpyOOAUCIIEPCHBIX IMOPOIIKOB HAa BO3AyXE HEOOXOAMMO
OoJiee Bricokasi Temneparypa (6osee 600 °C) nna ununuupoBanus. 13-3a BeICOKON
TEIJIONPOBOJHOCTH B TAaKUX TOPOIIKaX HE yJaeTcss cHhopMupoBaTh Y3KyIO 30HY
IIPOrpeBa: CKOPOCTh TEIUIOBBIIEICHUS HMXKE, 4yeM TemioorBold. ['openune CTII
ATIOMUHUS Ha BO3JyX€ MOXET MPOUCXOJUTHh B JBE CTaJMH, MEpBas U3 KOTOPBIX
MPOTEKAET MPU OTHOCUTETHLHO HU3KOM TemmepaType. [Ipu Hanmudmm HeoOX0AMMBIX
termnodusnyeckux ycioBuil mporecc ropenuss CTII amoMuHHs Ha BO3IyXe
NEPEXOAUT BO BTOPYHO CTaJIWI0, BO BpeMs KOTOPOM B KauyecTBE OJHOIO W3
npoayktoB popmupyercs AIN B Buae caMOCTOSTEIBHOM (ha3bl, YTO MPOTHBOPCUUT
KJIACCUYECKON TEPMOANHAMHUKE.

Temneparypa Ha mnepBod crtaauu He tmpeBbimaer 1200°C  (kpacHoe
cBeueHue). B coorBercTBUM C [42] NpeMIOKEHHBIM MEXaHM3MOM TOPEHHs Ha

HU3KOTEMIIEpAaTypHON cTtaauu npoucxoaut okucnenue CTII amomunua no y-

A1,03[peaknus (1.8)]:

2A1 +3/20,= 7 -A1,03, (1.8)
4A1 +7v -A1,0; = 3A1,0, (1.9)
3A1,0 + 3N, = 6AIN + 3/20,. (1.10)

C BBIJICJIEHUEM DHEPTHUH U MPOAYKTOB, HEOOXOAUMBIX JJIsl BOSHUKHOBEHHUS BTOPO,
BBICOKOTEMIIEPATYPHOU CTaJMKM TOPEHHS, B MPOIECCE KOTOPOW Tra3z000pa3HbIe

CyOOKCHIbI aIIOMUHUS, CcpopMHUpOBaBIIMEcs B pesynbrate peakuuu (1.9),
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pearupyroT B ra3oBoil (haze ¢ aKTUBHPOBAHHBIM BBICOKOM TeMIeEpaTypoil a30ToM
BO31yXa ¢ oOpa3oBanueM (a3el HUTpHUAA amtoMunns [peakius (1.10)], koTopsrii B
JaJbHENIIEM He OKHcisieTcs. Temmneparypa ropsiuero oopasna Ha BTOPOM cTaauu

nocturaeT 2400°C (6emoe cBeUCHHE).

Too6
2000
1500 A
1000 -+
500 A
CH 3 ;3 60 1,c
Pucynok 1.2 — Tunmunas temneparypHas 3aBucuMocTb mnpu ropenust CTII

AJIFOMUHUL: Tg Tp- IE€pBaA CTaaus, T3 T4 - BTOpasA craaus

PentreHodasoBblii aHamu3 MPOAYKTOB ropeHus [43] mokasan, 49TO OHHM
conepxxar Oosiee 30... 50 % HUTpUIA ATIOMUHUSA, YTO TOJITBEPKIAACTCS TAKKE
aHaJM30M Ha XMMHUYECKH CBSI3aHHBIM a30T 1o Metony Keenbpans. CopepikaHue
cBsi3aHHOro aszora B mpoxaykrax ropenuss CTII Al pgocturaer 17 %. JlaHHbie
ANEKTPOHHON MUKPOCKONHUH MPOIYKTOB FOPEHUS MOATBEPKIAIOT MPEANOI0KEHUE
0 (hopMUpPOBAHUU HUTPUIOB U3 razoBoi (a3pl. Chepudeckre 4aCTUIIBI UCXOTHOTO
MOPOIIIKA TOCIIE TOPEHUSI TTOJTHOCTHIO YTPAYUBAIOT CBOIO MOP(OJIOTHUIO: MPOAYKTHI
TOpEHUs1 MPEJCTaBISAIOT COOOM MOPUCTYIO  CTPYKTYpPY, COCTOSIIYID W3
KPUCTAUIUTOB UT0JIbuaTol (OpMbI MUKPOHHBIX M CYOMUKPOHHBIX Pa3MEpOB.
OOpa3oBaHue KOHEYHBIX MPOJYKTOB HMIroJibuaToi (opmbl, Hanboyiee BEPOSATHO,

npoTeKaeT u3 razoBou (aszel [peakuuu (1.9), (1.10)].
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1.6 CBoiicTBa HUTPHUIOB METAJIOB M KePaMHYECKHX MATEPHAJIOB HA MX
OCHOBe
1.6.1 Hutpua ajioMuHusA

[lepBas omyOnmkoBaHHas paboTa MO COCIWHEHUSM ATIOMHHHS C a30TOM
otHocuTcs K 1862r. OOHapyxeHO TOJBKO OnHO coeauHeHne AIN, koTopomy
uHorAa npunrceiBagack popma AlN,.

Hutpun amoMuHusS TpencTaBiseT co0oi  OeCBETHBIC KPHUCTALIBI,
KpUCTAJUIM3YIONIMECs] B TeKCaroHajJbHOM perieTke Tuna Bropiuta. [lo pazauyHbiM
JaHHBIM 3HA4YCHHE MEPUOJOB perieTku konebnercs B mpenenax a=0,310-0,313,
c=0,493-0,498aM B 3aBHCHUMOCTH OT CTCIICHH YHUCTOTHI. A30T MPAKTHYECCKU HE
pacTBopsieTcs B amomuHuu [45, 46, 47].

®usnueckue cpoiicTBa. [lopomkooOpa3HbIi HUTPHU ATIOMUHUS OOBIYHO
0enoro 1BeTa, MOHOKPUCTAJUIBI, BOJSIHUCTO-0€NI0ro 1BeTa (mpo3payHsbl). JlaHHbIe
no Temreparype miasieHuss AIN Becema pasnopeunss! (ot 2000 10 ZSOOOC), 4TO
MOHATHO, TaK KaK HUTPUJ aJTIOMHUHHUSI pas3jiaraetcsi Ha KOMIIOHEHTHI J0
JIOCTUKEHHUS TEMIIEpATyphl IUIABJICHUS. TBEPIOCTh 110 MUHEPATIOTMYECKON HIKAJIE
Mooca ompeneiieHa Takke B IIHpOKOoM uHTepBaie (oT 5 no 9-10 enunwmi),
TBepaocTh Mo Kuymy (MukporBepmocTh mpu Harpy3ke 100r) B cpemHem
COCTaBJISIET OKOJIO 1200 KI/MM. TemneparypHas 3aBUCUMOCTD
AIIEKTPOCONPOTUBJICHUSI THUMUYHA [IJI1 TMOJYIPOBOJAHUKOB U  JIUDJIEKTPUKOB,
paccunTaHHas mupurHa 3anperienHon 30061 AIN paBaa AE=4,26 3B.

dusnveckre CBOWCTBA HUTPH/IA ATFOMUHMS MTOKa3bIBaroT, 4To AIN sBisieTcs
TUMAYHBIM JUDJIEKTPUKOM C OOJIBIION IIMPUHOM 3ampeTHOM 30HbBI, BBICOKUM
BJIEKTPOCOMPOTUBIIEHUEM, JTIOXOSAIIUM 10 10° Om-cm.

[Iupuna 3anpeniennoi 30861 AIN 6mu3ka k 30Ham SiC u ZnO, umeronmm
CXOJIHYIO CTPYKTYpPY M OJM3KHE 3HAYCHHUsS MOKazaTesei mpernomiieHus (aToMbl Si
moryT 3amernath Al, a arombr C miu O - aToMBbI a30Ta).

TmarensHOe uccnenoBanue cTpykTypsl AIN BrimosmHeHO B padote [49], rae
nokazaHo, 4yto cTpykrypa AIN oTingaercss OT WaealbHOW CTPYKTYPBI BIOPIIHTA,

Tak Kak orHomenue c/a=1,600 Bmecto 1,633 u mapamerp U, onpenensrommii
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paccrosiaue Al-N Brosib TpuronansHo# ocu, paseH 0,385 Bmecto 0,375. Cxarue
teTpadapa Baosib ocu C B ctpykrype AIN mpuBOIUT K HEKOTOPOMY HCKAKEHHIO
NPaBUJIBHOTO TETpadpuyeckoro pacmojiokeHust cps3eit Al-N. Vpemuuenue
3HaueHus nmapamerpa U ykasbiBaeT Ha TO, YTO LEHTP SJCKTPOHHOU TIIOTHOCTH B
KOKJOM aTOME HE COBNAJaeT C IEHTPOM TeTpajrzApa, OOpa30BaHHOTO €ro
ONMMKAaUIIMMU  COCEIIIMU, M YTO aTOM CMEIIEH BJI0JIb OCH ¢ K OCHOBAHUIO
tetpadapa Ha 0,005 aM. CregoBareabHO, yriibl Mexay cBs3ssMu Al-N xoseGmroTcs
ot 107,7 no 110,5°, a pacctositus Al-N - ot 0,1885 10 0,1917uMm.

TepMoanHaMuyeckue CBOMCTBA HUTPHUJA aTIOMUHUS MOAPOOHO M3YYEHHI B
padote [50] u pe3ynbTaThl HCCICIOBaHUH MPUBEICHBI B TadmuIe 1.2,

[IpoyHOCTH HUTpUIA ATIOMUHHUSA TPU BBICOKMX TeMIlepaTypax (Mopsaka
1400°C) MoxeT GBITh COMOCTABICHA C IIPOYHOCTHIO OKCH/IHOM KEPAMHKIL.

Ta6muna 1.2 — CBoiicTBa HUTPHUA ATIOMUHUS

XapakTepHCTHKA AIN BeO Al,O3
ConeprxkaHue CBSI3aHHOTO a30Ta,
mac.% 34,9 - -
Kpucrammyeckas CTpyKTypa Iekcaronanbhass | [excaronanbHas | PomGosapuueckas

TUIIa BIOpIMTA

IInoTHOCTH IMMKHOMCTPHUUICCKAA

Kr/M° 3270 2700 3800
TeMrepaTypa MiasieHus, “C 2400 2578 2050
Ternora oOpa3zoBaHwus, -319 -609,4 -1675
kJ[>K/MOJIB

W3menenue saTponuu, AS)gg 20,2 13,9 50,9
TennonpoBOIHOCTD, Br/(m*°C) 160260 150250 25+30
DnexTpuvecKas IPOYHOCTH, 14+17 10 10
kB/Mm

Koaddunment repmudeckoro
pacimpenus (100+500°C),
x10°% °c* 4,5 8 73

TBeprocts no Moocy 9 - 9

TerIonpoBOAHOCT, TEXHUYECKOTO HHUTPUAA ANIOMHUHHUS Ha IOPSAI0K
Oonpiie, YemM y KapOopyHma. TepMuueckoe pacHIMpeHHe TpH CPEIHUX
TeMIlepaTypax HEHaMHOT'O MPEBBIIAET TEMIOBOE pACIIMPEHUE KapOOpyHIa.

Xumuueckue cpouicrBa. M3nenusa w3 HUTpUIA ATIOMHUHUS MEIJICHHO

pPacTBOPSIOTCS B TOPSYUX MUHEPAIBHBIX KUCIOTax [49].
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Ha mnopomkooOpa3Hblii HUTpUJ alIOMMHHUS Ha XOJOAy O4YeHb cialo
NeHCTBYIOT MUHepaabHbIe KUCIOTHI [51]. [Ipu HarpeBanuu B H,SO,4 (1:1), HUTpUA
QIIOMUHUS TIOJHOCTBIO pasjiaraeTcss 3a 4YeThipe AHs. XOJOJHAas IJIaBUKOBAs
kucinota Ha AIN Taxke He nelictByeT. KOHIICHTpHPOBAaHHBIC TOPSYHE PACTBOPHI
HIeJI0Yei pasyiaraloT HUTPUJL ATFOMUHMS C BBIJICJICHUEM aMMHUaKa.

KoMmakTHbIi HUTPUJ aTIOMUHUS 3HAYUTENBHO YCTOMYMBEE K JIEWCTBHIO
KHCJIOT W WIEJoYel, yeM TmopomrkooOpasHbid. Tak, kommaktHbie 00pasmbl AlN,
COBEPILIEHHO YCTOMYMBBIE TIPU KHUISYCHUHM B KOHIICHTPUPOBAHHON CEpHOM
KUCJIOTE, TPYJIHO MOJAAIOTCSA BO3ACHCTBUIO KUISIIUX a30THOW U COJSIHOW KUCIIOT.
Y CTOWYMBOCTH BO3pacTaeT B pa30aBICHHBIX KHCIOTaX M pacTBOpax Ienouei [52].

Cyxue rajmoreHbl MeuieHHO aercTByoT Ha AIN, xyop HayuHaeT ero
pasmarats mpu Temmeparype 760°C ¢ o6pasosarmem AlCI; [51], cyxoit xmopucThiit
BOJIOPO/JI MPAKTUYECKU HE AeHCTByeT. HUTpua amoMUHUA 4aCTUYHO pa3iiaracrcs
IpU HArpeBaHWMM C CEpOd U TMapaMu CEpPOYIJIEBOAOM, a TakKkKe MpH
B3auMoOicHcTBEM ¢ (ochopoM; mpu KOHTakTe ¢ mapamu xyopuma cepsl AlIN
pasmaraercss Obictpo, a PCl; Ha Hero He aelicTByeT. Peakums ¢ yriiepoaom
HAuYMHAETCS IIpU TEMIIEpaType 1200°C. [lepokcun HaTpus pasyiaraeT HUTPUL
AIIOMUHUS ¢ 00pa3oBaHMEM HHUTPATOB, MOJHOCTHIO U ObicTpo AIN pasmaraercs
ouxpomarom cBuHIa[53].

OxuciieHMe MOpoIlIKa HUTPUAA ATIOMUHHUSA Ha BO3JyXE€ HAYMHAETCS MpHU
temmeparype 1200°C [54], a o manueiM [52] - mpu 900°C.

CKOpOCTh KOPPO3UH MpHU JIEUCTBUM TOPSYMX T'a30B 3aBUCUT OT IUIOTHOCTH
u3nenuii u3 HUuTpuaa. [lokasano [49, 55], 4To mHpHM OKUCICHHH CIIEYSHHOTO
autpuaa npu 1200°C B Tedenme lu mpeBpamjaeTcss B OKcHm amioMuHES 11%
HUTPUJIA, TIPH OKHCIICHHH TOPSYeNPeccoBanHoro obpasua mpu 1400°C B Tedenue
304 B okcu npeBpaiaeTcs ToJbko 1% HuTpuaa.

Ha HuTpua anioMUHUST HE [OEUCTBYIOT pACIUIABICHHBIA aTIOMUHUN (110
2000°C), rammit (mo 1300°C), Gopmsii amrmmpun (mo 1400°C) [585]. AIN

YCTOMYMB B CMECH PACILIABJICHHOTO KPUOJIUTA U AIIOMUHUS B TeueHue 66 4. mpu
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1200°C [49], pacmmaBieHHEI GOpHBII anrmmpua mpu Temmeparype 1000°C

BBI3BIBAET MTOTEPIO B Macce ToJbKO B 0,02% 3a 4u.

1.6.2 Hurpuasbl TUTAHA
W3 nuarpamMmbl COCTOSTHUSI CUCTEMbI TUTaH-a30T, MIOCTPOCHHON O JTaHHBIM
[56] (puc. 1.3), cieayer, 4TO TUTAaH O00pa3yeT ¢ a30TOM HHUTPHJ, OTBEYAIOIIMM

dopmyiie TiN, obagaromii MUPOKOH 00JIACTHI0 TOMOTEHHOCTH.

I 10 1520 25 q0 35 40 47 mom

12 14 15 18 29 Nec. ¥
Pucynok 1.3 — JlmarpaMma COCTOSIHUSI CUCTEMBI THTaH-a30T

B cucteme Ti-N obHapyxensl uetsipe ¢assl: B, o, €, 0. [lepurekronanas f -
dasa comepxur (mpu 2020+25°C) oxomo 1,4% N u oGpasyercss IpH peaKiuy,
Mexay o -azoii u pacrmaBoM: o +X < . Ilpu aT0it ke Temneparype a-¢asa
roMoreHHa B npenenax 6,5—7,4% N, oOpa3yercs Mo NMepUTEKTUYECKON peakiuu o
+X <o npu 2350+25°C. e-®a3a, KOTOPOM TPHUITHCHIBAIOT YCIOBHYIO (HOPMYITY
Ti3N, oOpa3yercs MO MEPUTCKTUYECKOW PEAKIMH 0+0<>€ MpU TeMmIepaTypax
1000-1100°C, romorenna B npeaenax 6,8-8,9% N, uMeer TeTparoHajIbHYIO
pemeTky[56].

PacTBOoprMOCTh a30Ta B 0-T1 MpU TeMIlEpaType MEPUTSKTOMIHON PEeaKIUu
JeXUT B mipenenax 6,5—7,4%. JlobaBneHue a3oTa K TUTAHY BBI3HIBACT MOBBIIICHUE

TEMIIEPATYPHI 0. < 3 IpeBpallleHus, T. €. a30T CTAOUIU3UPYET O-TUTAH.
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OOnacTe roMoreHHOCTH HuTpuaa TuTana [TIN, mo mamHbBIM [57-59],
cocraBimsier 10-22,6 wmac.% N. Hwmwknuii mnpeaen o00JacTH TOMOTE€HHOCTH
cootrBercTBYeT (opmyne TiNge (14,8 mac.% N) Bepxuss rpanuma ooiactu
TOMOTEHHOCTH 3TOTO COeAMHEHUs cOOTBeTCTBYET (hopmyiie TiNy o, HO paHee ObLIH
OIyOJIMKOBaHbI PabOThI, B KOTOPBIX YyKa3bIBA€TCsI HAa 0o0Jjiee BBHICOKUN BEPXHHI
npesesl 00JIacTH CYIIECTBOBAaHUSA 3TOro coeauHeHHs ¢ (opmyioi TiNg e, 49TO
COOTBETCTBOBAJIO OBl COCTaBy BasieHTHOTO coeanaeHus 113N, Takoe oOpazoBaHme
HUTpUIA TUTaHa C cojepkaHueM aszora Oonee 50 aT.% sBAsSETCS NPU3HAKOM
CKJIOHHOCTH THUTaHa K OOpa30BaHMIO C a30TOM MOHHBIX CBSI3€H, YTO OOYCIIOBIICHO
BBICOKMM MOHU3UPYIOIIUM MOTEHIIMATIOM a30Ta.

PeHTreHocnekTpaibHOE UCCIIEIOBAaHUE HUTPHUAA TUTaHA TMPENETHLHOTO
cocTaBa W B oOsactd romoreHHoctd [57-59] mokaszano, 4TO TpU yBEIHUYCHHUH
collepkKaHusi a30oTa B OOJACTH TOMOTE€HHOCTH HHUTpPUJA THUTAaHA MPOUCXOIUT
U3MEHEHHE XapakTepa XUMHYECKOW CBS3M B HANpPaBJICHUH YBEIUYCHUS €€
METAJUIMYECKON KOMIIOHEHTBL. MexXaToMHOE B3aWMMOJCHCTBUE B HHUTPUIE
OCYIIECTBIIACTCS MPH BeChbMa MajoM y4acTuu O-OpOUT THTaHA ¢ MOOWMJIM3AIUCH
NPEUMYIIECTBEHHO BHEIIHUX S- M P-opOUT 00OMX aToMOB. OTOT BBHIBOJ
COrjacyeTrcss C COBPEMEHHBIMU TIPEJICTABICHUSAMH O TPUPOJIE DICKTPOHHOM
CTPYKTYpbl HUTpPUJA TUTaHA, €CIU IOJ META/UNIMYECKOW CBS3BIO MOJpa3yMeBaTh
CBSI3b, OCYIIECTBISIEMYI0 OOMEHOM MEXIy HEIOKATU30BAaHHBIMU DJIEKTPOHAMH U
AJIEKTPOHAMH, BXOJSIIMMHU B COCTaB CTAaOWJIBHBIX KOH(UTYpaIui, o0pa3zyemMbix
AJIEKTPOHAMH, JTOKAJTM30BAaHHBIMU y aTOMOB TUTaHa M a30Ta.

OdeBHIHO, YTO WMOHHAs JOJS CBS3M B HUTpHIE THTaHa OOYCIIOBJICHA
HEKOTOPOW BEPOSITHOCTHIO TPUBJICUEHUS aTOMaMHU a30Ta AJIEKTPOHOB TUTAHA C
00pa30BaHUEM  AJIEKTPOHHBIX SZpG-KOHq)I/IrypauHﬁ. Craructuyeckuii  Bec
MOCJIETHUX OCOOEHHO BEJIIMK B Tpemaparax HUTPUAA TUTAHA, TMOJTYYCHHBIX H3
aMUHOXJIOpUJIA, T/I€ 3TU KOHPUTYpaAIuu 00pa3yroTCs aTOMaMHu XJopa U aToMaMu
a30Ta U COXPAHSIOTCS B HUTPHUJIC.

C moBBIIIEHHEM COJAEpX aHUS a30Ta B O0JACTH TOMOTEHHOCTH HUTPHUAA

THUTaHa U3MCHAIOTCA KaK IIapamMeTp KpHCTaHHHqCCKOﬁ PEIICTKHN W IIJIOTHOCTBH, TaK
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U Bce (DM3MYECKHME M XMMHYECKHUE CBOWCTBA, YTO OYCHBH CYIIECTBEHHO MJISI €ro
MPAKTUIECKOTO MCITOJIH30BAHUS.

PactBopeHue azora B TUTaHE JUHEWHO HM3MEHSET MapamMeTphbl PEIICTKH O-
TUTaHa: OOJIBINIE, YeM TPH PACTBOPECHHH KHCIIOPOJA, U HECKOJIHKO MEHBIIE, YeM
npu pactBopeHun yriaepoaa [60]. CrnemoBaTellbHO, H3MEpEHHE IMapamMeTpa
KPUCTALTAYECKON PEIICTKH MOXET CIIYKUTh HaJCKHBIM CIIOCOOOM OIpeeIcHuUs
MaJIbIX COJAEPKaHUM a30Ta B TUTAHE.

UucTo KpUCTAUIOXUMHUUYECKH HUTPUAHBIC (Pa3bl TUTaHA C MU30BITKOM a30Ta
(WM HEIOCTATKOM THTaHA) CIEAyeT paccMarpuBarh 1Mo OpPMOHTY, KaK TBEpPIbIE
pacTBOpBl a30Ta B HUTPHUAE, IOCTPOSHHBIE TI0 TPUHIUIY BBIYUTAHHUS.
[IpaBUIBLHOCTH TPEJCTABICHUM O HUTPUAAX C M30BITKOM a30Ta, KaK O TBEPJBIX
pacTBOpax BBIYMTAHMS, YTO W TMOATBEPAWIIOCH AaHAIM30M HMHTCHCHBHOCTEH
UHTEPPEPEHIIMOHHBIX JIMHUM Ha PEHTIeHOTpaMMax METOJIOM, MPHUHSATHIM B
pabotax [61] o kapOuae THTaHA U O KapOWIe BaHAIMS.

dusnueckue cBoicrBa. VccieqoBanne MUKpOTBEPAOCTH HUTPUIA TUTAHA
B 00JIacTH €ro TOMOTEHHOCTH BBINOJHEHO B pabdore [62]. IlokaszaHo, dYTO
KOHIICHTPAITMOHHAS 3aBHUCHUMOCTh MHUKPOTBEPIOCTH SBISCTCS JIMHCWHOH U
1mos00Ha B 3TOM OTHOIICHHHM 3aBUCUMOCTH MHUKPOTBEPAOCTU KapOWJIOB THUTAaHA,
UpKoHUs [62] u TanTana [64] oT comepkaHusl CBI3aHHOTO YTJIepOa.

Tabnuna 1.3 — ®dusnyeckue CBONCTBa HUTPHUJA TUTAHA B Ipejenaax 00JIaCTH €ro
TOMOT€HHOCTH

YcnoBHas Conepsxanne N Tepmo -3.1.¢c., | Koadpdumnuent MukpoTtBep10
bopmyna mac.% | at.% MKB/Tpaj Xomna, R-10*em®/x | crb Hv, MITa
TiNos9 14,7 37,1 +0,9 +2,5 12000+1370
TiNg74 17,8 42,7 -3,6 +0,9 -

TiNogs 19,9 46,1 - - 1630041010
TiNogs 22,4 49,8 -7,38 -0,67 17900+1370

IIpounocts mpu cxatuu mpu 20°C coctasmser 1000 - 1300 MiTa [70].

Jnst HUTpHUA TUTaHA XapaKTepHO HU3KOE yaAeIbHOE
AJIEKTPOCONPOTUBIICHUE, PABHOE OKOJIO 25-10® Omm, uTO NpUOJIM3UTENIBHO B JIBa
pasza HIKE 3JIEKTPOCOIPOTHBIICHUS MeTajuinuyeckoro turana [71]. MccrnenoBanue
ANIEKTPUUYECKUX CBOMCTB HUTPHUJIA TUTAHA B 00JIACTM TOMOTEHHOCTH MOKA3aJio, YTO

C YMCHBIICHUCM COACPKAHUA a30Ta YBCIIMYUBACTCA OOJIA HOHHOM CBSI3U B
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pEIIeTKe C COOTBETCTBEHHBIM W3MEHEHHEM HE TOJIBKO YPOBHS, HO W XapakTepa
MPOBOIUMOCTH. V3MEHEHWE DJIEKTPOCOMPOTHUBICHHUS HUTPHAA THTaHa C
coJiepKaHUEM a30Ta OJM3KUM K CTEXHMOMETPUYECKOMY, OOHApyKUBAET JIMHEHHBIN
pocT.

Xumnueckue cBoiicTBa. IlepBoe cucremMarnyeckoe HUCCIEIOBAHHE
CTOMKOCTH HUTPHUJA TUTAHA K OKHCIICHHMIO BBHINIOJHEHO B pabote [/72]. Ha ocHoBe
XUMUYECKOTO ¥ DJICKTPOHOTPA(PUIECKOTO HCCISAOBAHUS OKCHIHBIX TUICHOK
YCTAaHOBJICHO, YTO YK€ NpPH HU3BKUX TEMIIepaTypax Ha HUTpUAE oOpaszyercs
TUTOTHBIN TOHKUH ci10i TBepaoro pactBopa TIN—TIO, nogo6HsIi niceBmomMoppHbIM
CJIOSIM, HAOJFOMAIOMIMMCS TPU OKHUCJICHWM MeTauioB. [lpum  mocTikeHHH
ONPEAECICHHOW KPUTUUYECKOM TOJIIUHBI, 3TOT CJIIOMW BO BHEUIHEW CBOEH YacCTU
HaunHaeT npeBpamaTthes B T1;03—TiO,. Quddy3us HOHOB KUCIOPOIa Yepe3 CIIon
tBepaoro pactBopa TIN-TIO cBsi3aHa CO 3HAYMUTEIBHOW KaXyIIeWCs >Hepruci
aKTUBAIIUHU, COCTABJISIOINICH, 110 JaHHBIM paboThI [72], 226,9 kJIK/MOJIb.

B pabGore [73] mpoBeneHO W3ydeHHWE OKHCJICHHS IHCIEPCHOTO IOPOINKA
(yoenapHast MOBEpXHOCTh 1500 cM°/T) HUTpHMAA THTAaHA B CyXOM M BJIAXKHOM
BO3/yX€ MpHU 600—750°C. IlokazaHo, 4ToO KPUBBIC OKHCJIEHUSA COCTOST M3 ABYX
Y4aCTKOB - Ha4yaJbHOTO TMPSMOJIMHEHHOTO, COOTBETCTBYIOIIETO XHUMHYECKOMY
B3aMMOJICUCTBUIO HUTPUAA THUTaHA C KHUCJIOPOJIOM, M TIOCIEAYIOIIEro —
HEJTMHEHHOT0, COOTBETCTBYIONIETO MU Py3un KUCIOpoaa K HUTPUAY TUTAHA depe3
OKHCHYIO TUICHKY. Y CTAHOBJIEHO, YTO KPHMBBIC OKHUCIEHHUS HUTPHUAA BO BIIAXKHOM
Bo3ayxe (0 6 00.% BOASHBIX MapoOB) MPAKTUYECKH COBIAJAIOT C KPUBBIMU
OKHUCJICHHS B CyXOM BO3JyX€, YTO YKa3bIBaeT HA NMPHUHIIMIHAIBHO OJWHAKOBBIN
MEXaHU3M OKHUCJICHHMs. ODHEpPrus akTUBAIlMU IS TIEPBOTO JTara OKHUCICHUS
(XMMUYECKOTO0 B3aMMOJICUCTBUS HUTPHUJA C KHUCIOPOJIOM) cocTaBisier 185,43
k/x/Monb, st BTOporo 3Tama (muddysus depe3 OKCHAHYIO TIEHKY) — 225,5
k/I)k/MOJIb, 94TO XOPOILIO corjacyercs ¢ JaHHbIMU [72] — 226,9 x]Jx/Moinb u [74]

— 224,25 x]I>x/MOb.
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TexHuyecku 3aMETHOE OKHUCJIEHUE HUTPHUIA TUTaHAa HAYMHAETCAd NpHU
Temmeparypax Bbire 700-800°C. ITo gannbIM [73], MOPOLIOK HUTPHAA THTAHA IPH
850°C HOJHOCTBIO OKHCIISIETCS MeHee deM 3a 10 MuH.

[To OTHOIIIEHHIO K BOJOPOJY CTEXHMOMETPUUECKUN HUTPHUJ TUTAaHA UHEPTEH.
Tak credeHHBI HUTPUA 1O TOYKH IUIABJICHUS COXpaHSET B Cpelie BOJAOPOJa
noyiHoe cojepkanue aszora. (Cmecu a3oTa M BOAOpPOJAa Tak Ke He
B3aMMOJICUCTBYIOT C HHMM. HuTpua ThTaHa CTEXMOMETPUYECKOTO COCTaBa
yCTOMYHUB 110 oTHOMIEHHUIO K AeicTtBrio CO u CO,.

Bonsgnbie mapbl Ha HUTPHUJ TUTAHA MPAKTUYECKU HE JIEUCTBYIOT; MOMbBITKA
WCIIOJB30BaTh HUTPUJI TUTAHA ISl TOJYYEHUS aMMHaKa JEUCTBUEM Ha HEro
cmecsimu mapa H,O u kucimopoja mnpu NOHMKEHHOM JABIICHUM HE J1aliv
TOJIOKUTENBHBIX pe3ynbTatos [66]. [Ipu Huskux Temmeparypax (mo 270°C) ximop
HE JICHCTBYET Ha HHUTPU] TUTaHa, a npu temmeparypax ot 300 mo 400°C TiN
XJIopupyeTcss razoo0pasHbiM xjopoM [75]. Ilpu narpeBanum B Toke HCI mpwm
600—650°C HUTPHZ THTAHA KOMTHYECTBEHHO mepexoauTt B TiCly.

Hutpun turana pasnaraercs HCl (mpu Temreparypax Bbliie 1200—13000C)
¢ obpazoBanreM cMmecu razoodpassoro TICly ¢ BogopogoM U azoToM. DTa cMech
criocoOHa B3aMMOJICHCTBOBATh HAa METAJUIMUECKUX IMOBEPXHOCTAX (HAMpUMED,
MoJnOaeHa) ¢ oOpa3oBaHMEM BHOBb HUTpuAa TuTaHa [7/6]. Hurpunm TtuTana
sHepruaHo B3ammojeicTByeT ¢ NO u NO,. [lpu HarpeBaHuu HUTpUIA TUTaHA B
TOKE BOJOpPOJA C BBEJICHHBIMH B MOCIEIHUN MapamMu Cepbl MPU TEMIEpaType
700—800°C npeBpaiaercs B cyabpua Tutana. Hutpua tutana B TeueHue 244 npu
KOMHATHOM TeMIepaType MNPaKTUYECKH HE PACTBOPSAETCS B COJITHOM, CEPHOM,
XJIOpHOH, (dochopHON KHCIOTaxX, CMECSIX XJIOpPHOW W COJISHOM, IaBeleBOW W
cepHoil kucnmoTax. Cnabo NEeHWCTBYIOT Ha HEro B TEUCHHE 24 KUIISIIUE COJISTHAs,
CepHasl W XJIOpHAs KHUCIOTHI, MaJOyCTOWYMB HAa XOJOAYy TMPOTHB JIEHCTBHUS
pPacTBOPOB €KOr0 HATpA.

Orneynopnble cBoiicTBa HuTpujg TtuTaHa CTOEK TMPOTUB JEUCTBUS

pacCIuIaBJICHHBIX OJIOBA, BUCMYTAa, CBUHIIA, Ka/IMWA U TUHKA.
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YKuaknii 9yryH ¥ OCHOBHOM BarpaHOYHBIN MUTAK mpH Temmepatype 1500°C
CMA4YMBAIOT HUTPHJ THUTaHa, HO HE pearupyrT ¢ HuUM. Hwutpung turana He
CMa4yMBaET >KeJie30, HUKEIb CMayMBaeT XOpOIO, CIUlaB Hukens u xpoma (1:1)
pazbenaer HuTpui. [lpu nelicTBUM pACIUIaBIEHHOIO aIlOMUHHS HaOJr01aeTcs
HeOOoJIbIIasl MOBEPXHOCTHASA KOppO3usi HUTpUAa TuTaHa (3a 30 MuH npu IOOOOC).
Turens u3 mutpuga tutana (20,75% N), cnedeHHbIN TpU 1800°C B BAKyyMe€ IIpU
naBiieHnM, B TedyeHue 15-30 MmH, He paspenancs W HE paspylancs B
PACIIABICHHOM OJIEKTpOIHTHIeCKoM kernese (mpu 1700°C), chpom skenese
(1600°C), Hmxeme, xobampre, xpome (1600°C), wmapramme (1400°C), memum
(1200°C), amomurnu (1000° C) u dochoprucrom xerese (1200°C) [66]. OueHs
YUCTBIA HUTPUJ-TUTaHA B BaKyyMe Tak)Ke HE B3aMMOJICUCTBYET C kene3oM. [lpu
CUJILHOM HarpeBaHUM HUTPUJ HE B3AUMOJICUCTBYET C IOPOLIKOM BOJibpama

Ta6J'II/II_Ia 1.4 — HOBGI[GHI/IG HUTPpHUAA THTaHAa B KOHTAKTC C pacCIlJIaBJICHHBIMH

MeTaJlJIaMU.
Merann  |Temneparypa, °C  |Bpemst koHTakTa, 4 ConepmaHHeo T B meramre  mocne
neperviaBku, %
sn 350 10 He oGHnapyxen
350 40 0,26
Bj 380 10 Crnenpl
380 40 0,07
450 10 0,04
Fb 450 40 0,20
450 10 0,20
Cd 450 40 0,07
Zn 520 10 0,06

1.6.3 Hurpua uupkoHust

JlnarpamMMa COCTOSIHHSI CHCTEMbI IIUPKOHUN — a30T IOKa3aHa Ha PHUCYHKE
1.4. B-TBepablii pacTBOp 0Opa3yeTcs MO NEPUTEKTUUECKON peakIuu: KuaKas paza
- 0,7 mac.% (4,4 ar.%) N+a-daza — 3,0 mac.%, (16,8 ar.%) N—B-daza — 0,8
mac.% (5,0 at.%) N mpu 1800+10°C.

JobaBneHre a3zoTa CTAOMIM3UPYET O-MOJIUDUKALMIO IUPKOHUS, MOBBIIIAS
TeMIIepaTypy o—f TpeBpalieHus. o-TBEPAbI pacTBOp oOpa3zyeTcss NpH

1985+15°C 10 MepUTEeKTHYECKOI PEaKIIHHL.
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MaxkcumanbHasi pacTBOpUMOCTh azoTa B P-Zr cocrtaBuser 0,8 mac.% (5,0
at.%) mNpu TeMIeparype MEPUTEKTUYECKOM PEaKIMU U CHHXKAETCS 10 HYJS IpH
TeMIiepaType o— 3 mpeBpalleHus, paBHOM 862°C.

PactBOpuMOCTh a30Ta B 0-Zr COCTABIISET MpPU TeMIlepaType oOpa3oBaHHs a-
TBepAoro pactsopa 4,8 Mac.%, U NMOHMKAETCS C YMEHBIICHUEM TEMIEPaTyphl,
nocturas 4 mac.% npu 600°C.

Hwxwasist rpanuna obaactu romoreHHocTH aexut npu 11,5 mac. % (~ 46 at.
%) N npu Temmeparype 1985°C. Temneparypa mnaBnenus ZrN Oblia MpUHSTA

paBHoit 2980+50°C.
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PucyHnok 1.4 — JluarpamMma COCTOSIHUSI UUPKOHUM — a30T

Takum o0pa3oM, B cHUCTEeME OOHApPY>KEHO TOJBKO OJHO CTaOUIbLHOE
coenuHeHne — HUTpUA ZrN, X0Ts paHee ObUTH COOOIIEHUS O CYIIECTBOBAHUH €Il

onHoro Hutpuaa ¢ 13 at.% N [77].
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Kak ormeuanoce B [78, 79], meiicTBHeM aMMuaka Ha TETpe-TajOTCHHIBI
UPKOHHUA TOJy4eHbl HUTpUAHBIE (a3bl, cofepKalue a3ora OoJblle, 4YeM B
autpuae ZrN. CornacHo [78], aelicTBueM aMMHaka Ha Zr MpH ~750°C, a Takxe Ha
ZrCly u ZrBr, npu Oosiee BBICOKMX TeMIepaTypax ObLT moiydeH Hutpup ZryN
TeMHO-Toryooro 1sera ¢ 0,940>x>0,812. Onpenenenue miotaoctu (6100—7400
Kr/M°), H3MEHEHHUs [apaMeTpa KPHCTAINIECKOH PEIIETKH, JIEKTPOMPOBOIHOCTH
(oxomo 3107 om™-cm™) u MarHUTHBIX CBOMCTB (IpemapaThl AMAMATHUTHEI) 1aeT
BO3MOXKHOCTh T0Jlarath, 4YTO HUTPUJl COJIEPKHUT YETHIPEXBAJICHTHBIC HOHBI
ITUPKOHUS, a TAK)KE TPEXBAJICHTHBIHN a30T (Zr3Ny).

OTOT HUTpUA KpucTaum3yeTcss B JedekTHoil pemetke tumna NaCl c
BaKaHTHBIMM MECTaMU B TMOJAPEHIETKE LHUPKOHUA M IapaMETPOM PEIIETKH,
M3MEHSIONIMMCS B YKa3aHHBIX npeaenax coctaBoB oT 0,4566 no 0,4440 awm.

[IpyunnHbl  00pa3oBaHUSI HUTPUIOB TAKOTO COCTaBa MOTYT  OBITh
clenyoumMu: oOpa3zoBanue HHUTpuna ZrsN, oTBedaeT HOHHOW CBSI3UM MEXKIY
aTOMaMH IIUPKOHMS M a30Ta, BO3SHUKAIOUIEH MpHU repegaye aTOMOM LHUPKOHUS BCEX
BaJICHTHBIX 2MeKTPOHOB (4d” 55%) aToMaM a30Ta, KOTOPBIE B 3TOM CIIydac JOJIKHBI
nproOpeTath S°p°-KOHGUIYpaLHio. i a30Ta (JIEKTPOHHAS KOH(HTYpALHs
M30JTHPOBAHHOTO aTOMa S°p°) BO3MOXKHO KaK 0Opa3oBaHHe S-p -KOH(PHTYpaLuy 3a
cueT NpUOOpEeTeHMs 3IJIEKTPOHOB MapTHEpa MO COEAUHEHMIO, TaKk W Iepenaua
OJIHOTO DJIEKTpOHA MapTHEPY ¢ 00pa30BaHUEM YCTOMUYMBOM sp3 KOH(Urypammm.
Kak mpaBmio, y aToMOB a3oTa peanu3yercs BTOpas BO3MOXXHOCTH (Hampumep, B
Hutpuaax TiN, ZrN), a peanuzauus NepBOH BO3MOXHOCTH, T. €. IOJHOTO
NPUBJICUYCHHS] BaJICHTHBIX 3JEKTPOHOB NApTHEpPA, CTAHOBUTCA BEPOATHOM 10
HACJIEICTBEHHBIM NMPUYNHAM (B JAHHOM CJIy4dae- YeThIPEXBAJICHTHOCTh IIUPKOHUS B
rajioreHujie, 00pazoBaHue a30TOM SZpG-KOHq)HrypauHH B aMMHUAKe).

[lnoTHOCTS cTexnoMeTprueckoro ZrN pasxa 7284 xr/m°. Illupuna o6ractu
romoreHHoctr ¢aspl ZrN, mo nmanueiM [80], cocraBmsier or 40 mo 50 ar.%
(9,5—13,3 mac.% N). C yBenuueHHeM COIep>KaHMs a30Ta B 00JIaCTH TOMOTE€HHOCTH

da3er ZrN, no gansabiM [80], moBbImaeTcs abCOMIOTHOE 3HAYEHHWE TEPMO-3.1.C.,
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yMeHbIIaTcss KoddumueHTsl Xouta W YACIBHOE 3IICKTPOCONPOTHUBICHHE H
BO3pacTaeT TBEPAOCTh (Tabm.1.5).

Tabmuma 1.5 — M3MeHeHue (Qpu3MUeCKUX CBOMCTB HUTPUJIA IIUPKOHUS B 00JaCTH

TOMOI'€CHHOCTHU

VYcnosuas| Conepxanue N |Tepmo-3.1.c.,  MkB/rpaa|Koadduument MukpoTBepa0CTh
dbopmyna vac. % | ar% (o oTHoOMIEHMIO K Mean) | Xouia, R+ 10%, eM¥/K |H u, Mlla
ZrNog7s | 9,41 40,3 -0,98 +5,5 -
ZrNo76 | 10,5 | 43,3 -4,0 +1,2 R
ZrNos1s 11,1 45,0 -5,4 -1,4 8500+4,2
ZrNog7 | 11,93 | 46,8 -1,7 -1,45 10600+530
ZrNoge3 | 12,52 | 48,2 -71,5 -1.4 12600+760
ZrNogss | 12,83 | 48,9 -7,4 -1,3 13900+1100
ZrNo .99 13,2 49,8 -7,3 -1,3. 15200+850

DNEKTPOCONPOTUBIICHHUE TTPU ATOM U3MEHSETCS HEIMHEHHO, UTO XapaKTepPHO
JUUISL HUTPUJIOB C OOJIbIIIeH OJIe MOHHOW CBSA3HM, W 3HAYUTEIBLHO Kpyye, YeM s
HUTPHUJIA TUTAHA, YTO YKa3bIBAE€T Ha OOJIBIIYI0 CKOPOCTh HapacTaHusi B ZrN monu
MOHHOM CBSI3U C YMEHBIIICHUEM COJiepkaHus B HeM azoTa. DPdekt Xosna BOIM3U
HUKHEH TPaHUIbl 00JIaCTH TOMOTEHHOCTH HUTPHUIA ITUPKOHMS TOJOKUTEIICH, YTO
yKa3blBaeT Ha MPEUMYIIECTBEHHO JBIPOYHYIO TMPOBOAMMOCTH CIUIABOB 3TOTO
COCTaBa.

Hutpua uwupkoHuss ZrN MpenenbHOro cocraBa - MOPOLIOK KEJITO-
KOPUYHEBOTO IBETA C 30JIOTUCTHIM OTTEHKOM; B KOMITAKTHOM COCTOSIHUU UMEET
JTUMOHHO-KETHIN I[BET C METAJUTMYECKUM OJIECKOM.

B oTimMuue oT HUTpHIa TUTaHA, pasliararolierocs NpH HarpeBaHUU B
BaKyyMe Ha Tapbl TUTaHA U a30T, HUTPHUI MUPKOHUS HCIAPSETCS C Pa3I0KEHUEM
Ha TBEPJbIH IUPKOHUI 1 a30T [81]

Ta6numa 1.6 — M3mMeHneHne TermoT 00pa3oBaHus U CBOOOIHON HEPTUH B 00JIAaCTH

TOMOI'CHHOCTH HUTpHU A HUPKOHHA

®dopmyna Temnota obpazoBanus, |MI3meHeHHe CBoOoHast dHEprusi 00pa3oBaHUS

HUTpUJIA kJI>x/MOIB SHTpONUH, ASzgs, |Azgs IS OECKUCTOPOTHBIX
JIx/MOIb HUTpUI0B, J[/MOIB

ZrNo 56 237,43 -12,7 -52,3

ZrNo 69 277,45 -15,4 -64,1

ZrNo 74 298,18 -16,5 -67,3

ZrNo gg 348,98 -20,4 -76,3

ZrN; 374,59 -22,9 -81,1
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B pabote [82] ompenenensl TemaoTa U CBOOOIHAS PHEPrus oOpa3oBaHUS
HUTpPUJA UUPKOHUS B 00JlacTh TOMOreHHocTu. Iloka3zaHo, YTO C poOCTOM
CoZlep KaHMs a30Ta B HUTPHUJEC IMUPKOHHUS 00€ 3T BEIWYHMHBI BO3pacTaroT (Tabil.
1.6). Otmeuaetcsi, 4To 3(PGEKT HU3MEHEHHs TeIIoT OoOpa3oBaHUS U YOBLIU
CBOOOJIHOM SHEPruM CYIIECTBEHHO OOJIbIlle, YeM JJIsi KapOWJHBIX CHUCTEM. ITO
OOBSCHSAETCS] PE3KUM M3MEHEHHEM XapaKTepa XMMHUYECKOW CBS3U MPU W3MEHECHUH
coJiep KaHus a30Ta B Mpejiesax 00J1acTd TOMOT€HHOCTH.

Juddys3us azoTa B KOMIAKTHBIA M TMOPOUIKOOOpPA3HBIA ITUPKOHUN -
u3ydajach BO MHOruX pabortax. B pabGore [83] wmccinemoBaHa KHHETHKA
A30THPOBAHMS LIUPKOHKS B HHTepBasIe Temieparyp 862 — 1043°C mpu naBineHnsx
azora or 10 mo 300 MM PT. CT., HO MOJYYECHHBIM JAHHBIM PACCUUTAHA DHEPTUS
aKTHBAllUM, OKa3zaBmiascs paBHoW 223 k/[x/momb. B pabore [84] wusyuena
maddysust asora B P-Zr npu temmeparypax 920 — 1640°C u nanenuu | ar.

Pentrenorpaduuecku MokKazaHO, YTO HUTPUJ C KyOMYECKOH peIIeTKOM
oOpa3yeTcsi TOJbKO B TOHKOM ITOBEPXHOCTHOM CJIOE€, TOJI HUM CJIOW TBEPJIOTO
pactBopa B a-ZrN U yXe I0JI HUM OCHOBa U3 -TBEPJOTO pacTBOpa.

[Ipu yBenuueHUH AUCTIEPCHOCTH TMOPOIIKA a30THPYEMOTO IUPKOHUS PE3KO
COKpAIIIaIOTCs BPEMs a30TUPOBAHUS U KAXKYIIIUECS SHEPTUHN aKTUBAIMH, BXOISIITUE
B ypaBHEHHWE KOHCTAHTBHl PEAKIMH Aa30TUPOBAHMs. OITO COKpAIICHHUE TpH
YBEJIMYECHUH CTETICHU JUCTIEPCHOCTH YCUIIMBACTCS BCJIEACTBUE BBICOKOW TETIOTHI
oOpa3oBaHMsS HHUTPUIA IUPKOHUSA, YTO TaKXKE NPHBOIUT K YMCHBIICHHIO
KOKYIIeHCsS JHEepruM akTuBanuu. llocnenHee BIWMSHHUE CKa3bIBA€TCSd B TEM
OOJBIIICH CTENEHH, YeM BBIIIE OTHOIICHHE Beca 00pa30BaBIIETOCS HUTPUA K BECY
a30THPYEMBIX YaCTHII, BO3PACTAIOIIEE C POCTOM JIUCIEPCHOCTH. ITO HEOOXOIUMO
UMETh B BUJY U B Clydasx oOpa3oBaHHs HUTPUIOB APYTHX METAJUIOB, NMEIOIINX
BBICOKHE 3HAUCHUS TEIJIOCOEPIKAHMS.

TennonpoBoIHOCTs HUTPHIA IUPKOHUS HCCIICIOBANH IPU TEMITepaTypax J10
1100°C [85]. TemmompoBOJHOCTh HUTPUIA LUPKOHHS HECKOJIBKO MEHBIIC, YeM

HUTpUJA TUTaHa, W U3MEHSIETCS YMEpeHHee ¢ Temieparypoi, yem y TiN.
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TepMmudeckoe pacHMpeHre HHUTPUAA ITUPKOHHUS JOBOJIBHO TMOAPOOHO W3ydas
betimyiep [86] Ha HUTpHIE, TOJYYEHHOM HAarpeBaHHEM MHUPKOHHUS B TeUCHHE 44
npu Temmepatype 1250°C B asore u comepskasmeM 52,7mac.% Zr, 47,2 mac.% N u
0,05mac.% Mg. Iapamerp peurerku a mpu 17, 145 u 680°C okasancs paBHBIM
cootBeTcTBeHHO 0,45745, 0,45861 u 0,45965 uMm. KoadduumeHT TepMuyecKkoro
pACIIMpPEHHst 0. CoCTaBisieT B uHTepBae 17-445°C (6,0£0,5)-10°, a B urTepBane
17-680°C o = (7,0+0,5)-10°.

Hutpung 1upkoHus - cBepxupoBoanuk [87, 88] ¢ kpuruyeckoit
TemnepaTypoi, Bo3pacratoieid ot -270°C mist ZrNg gz 10 - 263,5°C nst ZrNgggs
[89].

Xumnuyeckue cBoiictBa. HuTpua 1UpKOHHS B MOPOUIKOOOpPa3HOM
COCTOSIHUM Ha XOJIOJY JOBOJIBHO CTOEK MPOTHUB JIEUCTBUSI MHOTHUX MHHEPAIBbHBIX
KHCJIOT, OCOOCHHO COJISTHOM, a30THOM, XJIOPDHOHM, a TakKe CMecedl KHCIOT ¢
okucautensmu [90]. Tlpu HarpeBaHHHM PAcCTBOPUMOCTH B KHCJIOTaX U HUX CMECIX
PE3KO YBEIMYMBACTCS, 3a 2-34 HUTPHUJ LHUPKOHUS TMOITHOCTBIO PACTBOPSETCS B
koHueHTpupoBanHoir H,SO4. B pactBopax miesnodeii (¢ xoHmeHntpamueit 1o 10%)
HUTPUJ I[IUPKOHUS HE pacTBOpSETCS Jaxe Npu HarpeBaHuu, B Oolee
KOHIIGHTPUPOBAHHBIX III€JI0YaX M CMECSAX IIeJIoueld ¢ OKUCIUTEISIMHU THUla
NEPruyipoiisi PacTBOPEHUE TMPOXOAUT HE3HauuTelabHO. Kuciaopomaom Bo3mgyxa
HUTPUI HUPKOHHS He okucmsercs 1o 900—-1000°C. ZrN - ommm u3 HamGoree
YCTOMYMBBIX B OSTOM OTHOIIEHWW HUTPUAOB (HECKOJIBKO YCTYMaeT HUTPHUIY
TuTaHa) [2].

Orneynopubie cBoiictBa. B pabGore [91] mnpoBemeHo wuccliiejoBaHHE
XapakTepa B3auMOJICUCTBUS HUTPUJIA ITUPKOHUS C TYTOIUIABKUMH METaJlJIaMU TPy
HarpeBaHWM J0 BBICOKUX TEMIIEpaTyp B BakyyMme. HUTpuI ITUPKOHUS YCTOHYMB B
STHX YCIOBHSIX, HAMHOTO ycToiumBee HuTpuaa TuTada. Jo 2100°C ZrN me
B3aMMOJICUCTBYET B TEUEHUE 5SU C TaHTAJIOM, BOJIb(PpaMoM; ¢ MOIHOIeHOM claboe
B3aMMOJICHMCTBUE HAYMHACTCS IIPU HArpeBaHUU IIpU 2100°C B Tewenme 54 c
HUOOMEM 3HAYMUTEILHO pearupyer yxe Mpu 2000°C, Hmxe 51O TeMIEpaTypsl B

KOHTaKTE C HHOOHEM HUTPpUA OUPKOHUA COBCPILICHHO YCTOI\/'I‘H/IB.
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Pe3ynbrarhl WcclieoBaHUs KHHETUKH a30THPOBAHUS TOPOIIKA ITUPKOHHS
[92] nokazanm, uto nuddysus azora B ZrN ¢ oOpa3oBaHHEM TBEPJOT0 PacTBOpa

POXOIHT ¢ dHeprueil akTuaruu 82,6 kJx/mMoub (pu 500-600°C).

1.7 OxcuHUTPUABI
1.7.1 OKkCUHUTPUIBI TUTAHA

HNanaple o kyomueckom (tuma NaCl)  oxcunutpuae TIN,Oy
HemHorouucieHubl. CormacHo maHHbiM pabotel [93], B cucteme TiO-TIN, B
uaTepBasie coctaBoB 110-Ti0g,4sNo,s mpu 1700°C mabmomaeTcs oOpa3oBaHwHe
tBepaoro pacteopa TiN,Oy. IIpenapats e, coneprkamniue csbime 60 Mor.% TiN,
coctosT u3 1ByX (a3 — okcunautpuaa T100,4No,e 1 HUTpHaa TiN, mepuoas peieTox
KOTOPBIX  OAWHAKOBHI  (TIOCIENHEE W CO37aBajo  BIICUATICHHE O
peHTreHorpaduyeckoi ojHo(}azHOCTH 3THX 00pa3noB). Mexay TeM, I oapammMuaT
[94] yka3biBaeT, 4YTO MOHOOKCH ¥ MOHOHUTPH] THTaHA 00pa3yrOT HEMPEPHIBHBIM
pan TtBepabix pactBopoB TiOy,-TiN,. K anamorndnomy BbIBOLY MPUIILUIH TaKXkKe
Mopo3zoBa u cotpynHuku [95], koTopsle cuHTe3upoBamu mpenapatsl TIN,Oy B

IMUPOKOM MHTCPBAJIC COCTABOB.

1.71.1 O6aacTH TOMOIreHHOCTH W 3aBHUCUMOCTH TMEPHUOOB PpelleTKH
OKCHMHHMTPH/IA TUTAHA ¢ KyOM4eCKON CTPYKTYPOH B 3aBMCHUMOCTH OT COCTaBa
CMeCH peareHToB

B paborax [96, 97] BakyymHbIM crnekanueM 110, u TiNg,gs mpu 1500°C Obu1
cuHTe3upoBaH psx 0opasoB TiN,Oy, XxapakTepuCTUKH KOTOPBIX MPEICTaBICHBI B
tabiuue 1.7.

BrISICHUIOCh, YTO KOHIIEHTpAIlMOHHAsI 3aBUCHUMOCTb TMEPHUOJIOB PELISTKH
a=f(xX) mist n3ydeHHbIX 00pa3IoB ¢ Z+y =<1 B 00mEeM HAIIOMHUHACT TAKOBYIO IS
kapouno metamwioB VA nmoarpynmsl [98]. CornacHo pesynbratam [99, 100], B
npenenax ot T10;9 1o TiNggOp4 ¢ yBeNMYCHHEM COACPIKAHUS a30Ta MEPUOJIBI
pemetku TIN,O, pe3ko yBenuuuBaroTcs, a 3areM B uHTepBaie TINggOg4 —TINg g

HE3HAUUTETbHO YObIBalOT. Ha HEMOHOTOHHBIN XapakTep M3MEHEHHs MEPHOJ0B
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pemerkn TIN,Oy ¢ wu3MeHeHHEM cocTaBa YKa3blBAalOT Takxe Mopo3oBa ¢
coTpyaHukamu [95].
Tabmuma 1.7 —Xapakrepuctuku o6pasuos TiN,Oy

TiN,Oy IJIOTHOCTD | MUKPOTBEPOCTh
z y i i Prin » Kr/M° MIla
0,12 0,99 0,11 0,4183 4960 16000
0,22 0,78 1,0 0,4200 5090 18300
0,39 0,61 1,0 0,4232 5040 19400
0,51 0,48 0,99 0,4243 5150 22400
0,58 0,39 0,97 0,4247 5220 26500
0,75 0,19 0,94 0,4243 5150 18000
0,95 - 0,95 0,4235 5150 17000

DTO COOTBETCTBYeT M JIaHHBIM paboThl [93], B KOTOpOH IS TBEPABIX
pactBopoB TIO-TIN (momydyennsix npu 1700°C) oOHapy» eH MOYTH aHATOTHYHBIN
X0/ U3MEHCHHS TIEPUOJIOB pemieTkr ¢ u3MeHenueM cocraBa: oT 110 10 TiNggOg 4
Orinzoy JINHEIHO Bo3pacTaeT, a B 061act TiNgeOg 4. TIN ocTaeTcs nocrosHHbIM. B
CBs3U ¢ 9TuM aBTophl [93] mosararT, YTO KOHICHTPAIIMOHHBIH WHTEpBa
TiNgOo4—TIN oTBewaer aByxda3HOU 007acTH, COCTOSIICH W3 HACHIIICHHOTO
TBepaoro pactBopa kucinopoaa B Hutpune 11NggOp4 1 HUTpHAa TIN, nMeronmx
OJTMHAKOBBIC Mepuobl pemeTku. OHaKO SKCIepUMEHTa bHbIe naHHbIe [96, 97]
roBOpsAT O TOM, 4TO B o0Ocyxngaemoil kBazuOunapHoil cucreme TIOy—TIN,
HaOJMIOMaeTCsl TOJIHAS B3aWMHAs PACTBOPUMOCTH. JIEHMCTBUTENBHO, COTJIACHO
NOJYYCHHBIM pe3yibTrartam (Tadi. 1.7), pentrenorpamMmMbl 00pas3iioB TiNgssOg 30—
TiNg 840011 comeprkany TOIBKO JIMHUU KyOmueckoi ¢a3el ¢ nepuoaamu ot 0,4247
no 0,4240uMm. Ilpu Hamuuuu >xe mpeanonaraeMod nByxdasHOW o00JacTH B
untepBasie cocraBa T1Nge0o,«—TIN [96] Ha peHTreHOrpamMmax 3THUX TpenapaToB
(TiNg 580035~ TiNg 8400 11) HaOmogamuMch, Obl JMHUK JABYX KyOumdeckux ¢a3. B
caMoOM JieJie COBIMAJCHHE TMepHoAa perreTok i OKCHHUTPUIOB T1Ng 5800 30,

TiN0,6900,271 TiNo,7500,19, TiNo,84Oo,11 N HUTPUIOB TiNo,97, TiNo,ge, TiNo,94, TiNo,94
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COOTBETCTBEHHO MaJioBeposiTHO. HeorpanumdeHnHass pactBopuMocth ¢az TiN, u
TiOy moxTBepkmalOTCA TakXkKe U JaHHBIMH O MHKpoTBepaocTH obpas3noB TiN,O,
(Tabm. 1.7).

Kak BugHO, W3IIOKCHHBIC BBHIIIE CBEACHUS KacajluCh B OCHOBHOM
okcunautpunoB TIN,Oy ¢ cymmoit z+y= 1. B cBa3u ¢ atum [101] nononHuTensHO
Obun nosrydeHs! okcuHUTpuabl TiN,Oy, ¢ cymmamu z+y, mpumepro pasHbsiMu 0,7,
0,8, u 1,1, oTnenbHbIE XapaKTEPUCTUKU KOTOPBIX MpeCTaBieHbl B Tadiuie 1.8.
VYkazaHHble 00pa3lbl CHHTE3UPOBAIUCh BaKyyMHBIM criekanueM (~10 MIla) npu
1500°C opukerupoBaHHbIX cMecerd TiNggs («a»), TIO, «4.11.a» ¥ THIPUPOBAHHOTO
WOJUIHOTO TUTAHA.

Tabmuma 1.8 —Xapakrepuctuku oopasuos TiN,Oy

o TiN,Oy o IUIOTHOCTD | Olgp’ 10° T,
Z y z+y Kr/M° rpag °C
1 0,36 0,31 0,67 0,4221 5000 11,6 1927
2 0,32 0,40 0,72 0,4220 5080 11,2 2023
3 0,21 0,62 0,83 0,4212 5080 11,5 1967
4 0,51 0,27 0,78 0,4231 5080 10,3 2237
5 0,20 0,65 0,85 0,4211 5060 11,5 1967
6 0,52 0,34 0,86 0,4237 5160 9,9 2327
7 0,24 0,88 1,12 0,4217 4970 10,3 2237
8 0,56 0,55 1,11 0,4240 5200 9,6 2417

[Ipemapatst  TiN,Oy, BbIgepkaHHBIE @pH  3aJaHHOM  TemIeparype
HE00X0MMOEe BpeMsl, OBICTPO OXJIAXAATUCh BMeCTE ¢ neubto. CleyeT OTMETUTD,
uyro ana obpasuoB TIN,Oy (c cymmoii unaekcoB z+y=1,1) NpoaoIKUTETLHOCTD
cunteza gocturaet 60-804. OmHako W B ATOM cliydyae Ha PEHTTEHOrpaMMax
yKa3aHHBIX TIpernapaTtoB YeTKoro pacmermeHus K,-nybnera mns  nuHUM,
pacrmoyoKeHHBIX B OONBIIMX yriiax, He Habmomanock. B cBsi3m ¢ 3THM

HGO6XOI[I/IMO YKa3aThb Ha CJICAYrOIICC.
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Kak cnemyer w3 pganneix Tabmumbl 1.8, cymma dactuir  Ny+no,
NPUXOIANIMXCS Ha dJeMEHTapHYI0 saeiky o0pa3noB TiNg41Og70, TiNgs6O0 55,
TiNg 5700 56 Heckosibko Oobine yetbipex (A = 0,03, 0,12 u 0,17 COOTBETCTBEHHO).
Y4uuTsiBas BIBOABI aBTOPOB paboThl [102] OTHOCHTENHEHO HAMMYUS TOIPEIICTOK
MeTalia ¥ HeMerasuia B kyoudeckux (turma NaCl) okcukapOumax ThTaHa, MOXKHO
noJiaraTh, 4To M30bITOYHBbIE aTOMBl N U O JTOJDKHBI 3aHUMATh TETPadIPUUYECKUE
MyCTOTHI. ITO BCJIEACTBHE HEOOBIIOTO pa3Mepa MOCASAHUX JODKHO TPUBOIUTH K
uckakenuto crpyktypsl tuna NaCl, cremeHbp KOTOpOro, €CTeCTBEHHO, OyIeT
YBEIIMYMBATBCA C POCTOM 3HAdeHUs A. B KOHEYHOM cyeTe, CKa3aHHOE MOXKET
pUBECTH K (OPMHUPOBAHUIO KPUCTAIUTMYCCKON PEIIETKH C CHUMMETpPUEH HIDKE
KyOU4eCKOM.

Ha pucynke 1.5 mpencraBiieH KOHIEHTpPAIIMOHHBIN TpeyronbHUK T1—N-O,
rae  obo3HadeHa 00JacTe  OAHO(A3ZHOTO  CYIIECTBOBAHUS  KYyOMYECKOTO
OKCUHUTpPHJIa TUTAHA.

Wutepran cymectBoBanus rerepodasubix mpemaparoB Ti1NggOp4 — TIN, mo
pesyabTaraM paboTel [93], Ha pucyHke BblAeheH JsuHUeH. Kak BuaHO 13
NIPHUBEJICHHBIX JIaHHBIX, MPEANOJIOKCHHE aBTOPOB craThd [93] o nByxdasHoctn
obpasnoB B uHTepBaie cocTaBoB TiNggOgs — TIN ¢ yuetom pesymnbratos [100,
96,95,97] Bpsang mm  sBasercs oOocHOBaHHBIM. Creayer yHOMSHYTh, 4YTO
MIOCTOSTHCTBO TICPHOIOB PEIICTKH HE BCET/Aa SBISACTCS MPU3HAKOM OTCYTCTBHS

IIMPOKON 00JIACTH TOMOT€HHOCTH.



Pucynok 1.5 — OGnacts ognHodasHoro cymectBoBanust Kyoudeckoro TiN,O, B

Bakyyme mpu 1200-1500°C

Kpome Ttoro, mo3muee aBTopamu [103] npu msydyenun cuctembl T1C-TiN-
TiO, B ToM yuciie ¥ MeTaIOrpaduIecKUM METOO0M, TaKXKE YCTaHOBJICHO, YTO B
uHTepBase Temmeparyp ot 1100 g0 1500°C u B BakyyMe MMeeT MeCTO TOJHAs B3a-
UMHAs  pPacTBOPUMOCTh  MCXOJHBIX KOMIIOHEHTOB, HE  COMpPOBOXKJIaeMasi
BbIJIEJICHUEM ra3000pa3HbIX NPOAYKTOB peakiuu. MHaye roBops, B 3Toi paboTe He
NoATBEpIKAaeTCs mpeanonoxkerue [93] 06 oOpa3oBaHUM IBYX PaBHOBECHBIX (a3 B
obmact coctaBoB TINggOos4 m0 TIN. 3mech jke NOTYEPKUBACTCS, YTO B
COOTBETCTBUH ¢ JaHHBbIMH KimmarmuHa ¢ coTpynaukamu [99] mpu pacTtBopeHHH
da3 TiN, u TiC, B moHookcuae TiOy mpouCXOAUT HEMpPEPHIBHOE 3aIOIHEHUE
BAKAaHCHI B KPUCTAIUTMYECKOW pelIeTKe mocienanei, nmeromen 15% cTpykTypHbIX
nedextoB. B wacTHOCTH, A TBEPIBIX PAacTBOPOB, OOPA3yIOIMIMXCS B MHTEpBaje
COCTaBOB TiN0’600’4 —TiNl,O n TiC0,500,5 —TiCl,o, I[e(beKTHOCTI) nux
KPUCTAUTMUYECKON PEUIETKH COCTaBISIET HEMHOTUM 0oJiee MPOIIEHTa, YTO XOPOIIO
cornacyercs ¢ nanabivMu [104, 105, 97].

B pab6orax [106, 107] Takke MpHBEICHBI XapaKTEPUCTUKH psiga 00pasIioB
TiN,Oy (tabn. 1.9), mnomydyeHHBIX mpU 750-1100°C  oxuciennem  TiN,

KHCIIOpOJco/iepkalie  razoBoil  (daszoil. Ee coctaB  peryiaupoBajicsi B
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ITUPKYJISITUOHHON BaKyyMHOM YCTaHOBKE MIPOTIOPIIMOHUPOBAHUEM
napoBogopoaHoir cmecu H,O+H,. CoctaB € CHHTE€3MPOBAHHBIX OKCUHUTPHJIOB
(u3 HaBecku ~0,1T) ompenernsuics Ha OCHOBAaHWM MAacChl MCXOJHOTO Mpemnapara,
COJIEp>KaHUsl B HEM a30Ta, KOHIICHTPAIUH MOCJIETHETO MOCIe OKUCICHUS U MaCChI
oOpasiia Mo OKOHYaHHUH OTIBITA.

Kak BumHo w3 T1abn. 1.9, KoHIEHTpalWoOHHAsh 3aBHUCHMOCTH IEPHOJIOB
pemetku npenapatoB TIN,Oy (¢ z + y = 0,98 u 1,04), cunrezupoBanusix B [106,
107], pe3ko oriamuaeTcs oT BhITeKaromel u3 ganubix [100, 96, 95, 97]. [IpuunHs
ATOTO HECOOTBETCTBUS OCTAIOTCS HESICHBIMU.

Tabmuma 1.9 — Xapakrepuctuku o0OpasnoB kyowmdeckoro (tuma NaCl)

OKCHHUTpHAA TUTAaHA

o TiN,Oy o IUIOTHOCTB,
Z y z+y Kr/M>

1 0,96 - 0,96 0,4240 5210

2 0,84 0,19 1,03 0,4235 5130

3 0,80 0,24 1,04 0,4233 4950

4 0,75 0,30 1,05 0,4230 4910

5 0,67 0,39 1,06 0,4227 4830

6 0,60 0,47 1,07 0,4224 4800

1.7.2 OKCHHUTPHUABI HUPKOHUS

B pabotax napsay ¢ dazamu ZrN, ObUIM CHHTE3UPOBAHBI U KyOHWUYECKHUE
okcunuTpuasl nupkonus ZrN,Oy ¢ ManbiM coxepikaHueM Kuciopoja. Mexny
TeM, B cuctreme ZrN-ZrO Bo3MOXHO 00pa3oBaHUE HEMPEPHIBHOTO psa TBEPABIX
pactBopoB ZINO. Tak ke B psae pabOT OTMEYAIOCh, YTO TPH OKHUCIICHHH
UPKOHUSA (16OOOC) a30TOM, COJEepIXKaIleM Ccleapl KUciIopoaa Oblia TOoJydeHa

Kyounueckas dasa ZrN,Oy nenspectHoro cocrasa ¢ a=0,465 Hm.
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1.7.2.1 QOO0JacTb TOMOIeHHOCTH OKCHHUTPHAA UUPKOHMA KyOHMYecKOH
(tuma NaCl) crpykrypoii mpu 1500°C
B kadecTBe MCXOIHBIX MaTEPHAIIOB JUIsl U3TOTOBIIEHUSI 00pA3IOB aBTOpaMU
[108, 109] ncnonp30BauCh TE K€ MPEmaparThl, YTO U MPU CHHTE3E OKCUKAPOUOB
(Z2r0,, Zr), a Taxxe okcuHUTPUIBI ZINg760014 M ZINgg7Og 12, TOIYUCHHBIC
HUTPUPOBAHUEM MOPOILIKOOOpa3HOTo UpKOHUS azoToM mpu 1000—1200°C.

Tabnuna 1.10 —XapakTepucTUKy MpenapaToB OKCUHUTPHUIOB IIUPKOHUS

TiN,Oy [UIOTHOCTD, daz3oBbIit
Ne a,HM 3
y y z+y KI/M COCTaB
1 0,71 0,32 1,03 0,4576 6910
2 0,83 0,20 1,03 0,4576 6950
3 0,81 0,21 1,02 0,4575 6940
4 0,76 0,19 0,95 0,4576 6940
ZrN,Oy
5 0,80 0,10 0,90 0,4574 6960
6 0,76 0,09 0,85 0,4576 6940
7 0,57 0,29 0,86 0,4574 6830
8 0,50 0,30 0,80 0,4575 6,82
9 0,67 0,38 1,05 0,4574 -
ZrN,O,, ZrO,
10 | 0,65 0,38 1,03 0,4576 -
11 | 0,48 0,56 1,04 0,4574 - a-ZrN,Oy

bpukeTHpoBaHHBIE CMECH HMCXOJHBIX KOMIIOHEHTOB CIIEKAJIUCh B BaKyyme
(~10 MIIa) mpu 1500°C B Teuenue 504. /laHHBIC O CHHTE3UPOBAHHBIX 00pa3Iax
npeacTaBiieHbl B Tadutie 1.10.

B pe3ynbTaTe XMMHUUYECKOTO U  PEHTTeHOrpauyecKkoro aHaju30B
BBISICHWJIOCH, 4TO OAHOGa3Hble MpenapaThl MPEACTaBISIN COOOM OKCUHMTPU]L
ZrN,O, co crpykrypoii Tuma NaCl. Ilpu wuaeHTH(UKAIMK OKCHHUTPHUIA
YUYUTBIBAJIaCh YYBCTBUTEIBLHOCTh pEHTTeHO(a3zoBoro ananusza, B dacTHOCTH,
IpEeABAPUTENIBHBIMU ONBITAMU OBLIO MOKAa3aHO, 4To Kak ZrO,, Tak u a—ZrN,Oy,

MoryTt ObITh peHTreHorpadudecku OOHApYXEHbI B TOM Ciydae, €ClIh WX
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MUHUMAJIEHOE cojziepkaHue B obOpasmax mocturaetr 3—4 mac.%. Ha pucynke 1.6
MPEACTABIICH CcXeMaThudeckuii wu3otepmuueckuii  paspes (1500°C) dazoBoi

nuarpamMMmbl cuctembl ZI—N—O, mocTpoeHHoM mo qanHbpIM Tabauibs! 1.10.

zr

Pucynok 1.6 — ®a30BbIil coCTaB paBHOBECHBIX 00pa3ioB cucteMbl Zr—N-O

MOJYYEHHBIX MTPU 1500°C: 1-onHodazuslie, 2- nByx(daznslie, 3- TpexdazHbie

Kak Bumno w3 pucynka 1.6, o06macTe TOMOTEHHOCTH KyOWYecKoro (TUma
NaCl) ZrN,O, npumsikaet k cropone Zr—N TpeyronsHuka coctaBoB ZI—-N-O. [Ipu
3TOM OJHO(pA3HOMY O00pa3lly € MAaKCUMaJbHBIM COJEpPNKAHUEM KHUCJIOpOJa
cooTBeTcTBYeT popmyina ZrNg7,0p31. [Ipenapar xe coctaBa ZrNgesOg 36 OKazancs
yKe 1ByX(asHbIM. DTH pe3yabTaThl COTIacyroTcs ¢ npeacraiacausmu [110,111]
00 OrpaHMYE€HHOW PACTBOPUMOCTH KHUCJIOpOJa HE TOJIBKO B KapOujae, HO U B
HUTpHUE IMPKOHMs. TakuMm 00pa3oM, 3KCIepUMEHTalbHble aaHHbie [112, 113]
TOBOPAT O TOM, 4TO mnpeamnonoxeHue [114] o Hamuuum HENPephIBHOIO psijaa
TBepAbIX pacTBOpoB ZIN-ZrO B cucreme Zr-N—-O sBisieTcsi HEOOOCHOBaHHBIM.

Pentrenorpammbl 00pa3iioB, 60OTaThIX ITUPKOHUEM, YKA3bIBAIOT HA HAIMYUE
B HUX Hapany ¢ dazamu ZrN,Oym ZrO; Taxke M IeKCaroHaJbHOTO TBEPAOIO

actBopa 0—ZrN,O,. Ilepuoasl ero penieTky, HaIpuMep, IS Mperapara cocTaBa
y
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ZrNg 1099, coctaBumu a=0,3244um, ¢=0,5372HM ¥ 3aMETHO OTIUYAIUCH OT
COOTBETCTBYIOMUX yucToMy Metamty (a=0,3233uMm, ¢=0,5146uM [115]).

Heo0x01umM0 0TMETHTD, 4TO B paboTe [116] npu u3ydeHnn B3aMMOICHCTBHS
ZrO;, ¢ ammumakom (£>950°C) Obul  OOHapyKeH psil METacTaOMIBHBIX
OKCUHHTPHUIOB IUPKOHHUS CO CIIOXKHOH CTPYKTYpPOW, YCTOWUYMBBIX TMIpH
TeMIIepaTypax 00pa30BaHUs JHIIb B cpene azota. OHM oTBeyanu coctaBam ZON,
(a=1,0135aMm), Zr;OgN4 (a=0,62461M, 0=99°35") u Zr;01;N, (pomOo3apryeckas
sueiika). [lpu HarpeBaHWM B WHEPTHON cCpele BCE YyKa3aHHBIE OKCHHUTPHUIBI
pasnaraiimch ¢ oOpazoBaHueM ABYOkKuCH ZrO,, m kyOmdeckoro Hutpuaa ZrN,.
EcTecTBeHHO, B yCIOBHSIX BaKyyMHOTO BBICOKOTEMIIEPATYpPHOTO CHHTE3a

dbopmupoBanusi OKCUHUTPUIOB ZI,ON,, Zr;0gN4 1 Zr;01,N, He HabmomaeTcs.

1.8 IlocTanoBKa 3agaun

K nHacTosimeMy BpeMeHH yCTaHOBIIEHO, 4TO cBepxToHkue nopoiku (CTII)
almoMuHusA, Oopa, TUTaHAa W I[HUPKOHMUSI CIIOCOOHBI TOpPETh Ha BO3IyXE C
oOpazoBaHMeM HUTPUAOB. B TpoBeAeHHBIX paHee paboTax MO MOJIYYEHUIO
HUTpUACOAEp)KaKUX MarepuasioB npu ropennn CTII amomMuHHS B cMecH €O
crutaBoM Zr-16%Al Ha BO3myxe, M3y4eH MeEXaHWU3M HHUTPHI000pa3OBaHHS Ha
Bo3ayxe. Ha ceromHsmHuil JeHb CBEPXTOHKHE MOPOUIKH METAJUIOB IEPECTAOT
OBITH PK30THYECKUM CHIPHEM, UX MPOU3BOJICTBO PACTET U CTOMMOCTH CHHUKACTCS.
TeM He MeHee, OHM OCTAalOTCsl JOPOTOCTOSAIIUMH ISl CHHTE3a KEPaMUKH Ha HX
OCHOBE, B CBSI3U C YEM aKTyaJbHOU MPOOJIEMOil SBISIETCA TTOUCK HOBBIX CHIPHEBBIX
MatepuasioB. B HacTosimieit paboTte ucciaeaoBaHus MPOBOIUIUCH C IETbI0 3aMEHbI
CTII na Hemoporue, BbIMIYCKAEMBIE B  MHOTOTOHHAKHBIX  YCJIOBHSIX,
MPOMBIILJICHHBIE TOPOILIKH METAJIJIOB.

CymiectByeT Takke HEOOXOAUMOCTh B TPOBEIACHUU HCCIEIOBaHUM,
HalpaBJICHHbIX HAa W3YyYEHHE CBOWCTB IMOJYYECHHBIX MPOAYKTOB CHKUTaHUS
MPOMBIILICHHBIX MMOPOIIKOB METAJIJIOB B Bo3ayXe. [IpoAyKThl CHHTE3a CKUTaHUEM
B BO3JIyXE - OKCUHUTPHUABI UMEIOT 00Jie€ BHICOKYIO CTOMKOCTh K OKHCICHUIO U

THAPOJIU3Y  TO  CPAaBHEHUI0O  C  HUTPUAAMH,  OOJAJaf0T  BBICOKOM
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TEIJIONPOBOJAHOCTBIO, TBEPAOCThI0. OUEBHIHO, YTO CBOMCTBA MOJYYEHHBIX HOBBIX
MaTepHalOB BO MHOTOM MHJIWBUIyaJIbHbI U BBITOJHO OTJIMYAIOT UX OT HUTPUIOB U
OKCUZIOB MeETaJUIOB. [IpOyKThl TOpEHHsS MPOMBIIUICHHBIX MOPOLIKOB OyIyT
OTIIMYAThCS OT CBEPXTOHKUX, II03TOMY B OpPHUIMHAJBbHOM YacTu paboThI
3HAYUTEIBHOE BHUMAHUE YAECIEHO HE TOJBKO WHIUBUAYAIBHBIM XapaKTEPUCTUKAM
VCXOJHBIX MPOMBIIIICHHBIX MOPOUIKOB, HO M IPOLECCY TOPEHUS U MPOAYKTaM
TOPEHUs MPOMBIIUIEHHBIX MOPOIIKOB Ha BO3JyXE, a TaKXe€ CBOMNCTBaM HOBOI'O

Martcpuaiia.
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ITABA 2 MATEPHUAJIBI U METO/bI UCCJEJTOBAHUI

2.1 MetoaoJiorusi padoTnl

Ha pucynke 2.1 mpuBegeHa CTPyKTypHO-METO0JIOTHYECKAs CXeMa padoTHI,
B KOTOpPOM OCHOBHOE BHUMAHHE YJIEJICHO W3YyYECHHUIO CBOMCTB MPOMBIIUICHHBIX
MTOPOIIKOB U MOJYYEHHBIM KEPAMUYECKUM MaTepraliaM, a TaK K€ BO3MOKHOCTH UX
MIPUMEHEHHUS JUIS1 IPOU3BOJCTBA KEPAMUKH.

WccnenoBanust pa30UThl Ha JBa dTama: CUHTE3 HUTPUIHBIX MOPOIIKOB U
CMHTE3 KepamMukd. Ha mnepBoM »3rame npou3BEAECH aHAIN3 METOJOB CHHTE3a
KEpAMUKH U CBIPbEBBIX MarepuaiioB. [IpoBeneH nmpeaBapuTEIbHbBINA SKCIEPUMEHT,
JIOKa3aBIIMK  oOpa3oBaHWE W  CTAOWIM3AIMI0O HUTPUIOB TPU TOPEHUU
MIPOMBIIIJIEHHBIX MOPOIIKOB HA BO3yXE.

Ha BrOpoM o3rane wuccinenoBaHui W3y4alauCh CBOWCTBA IOJIYYECHHBIX
KEPaMHUUYECKUX MOPOIIKOB W TMOJYYEHHOM KEPAaMHKH; HCCIEAOBaId MEXAHHU3M

o0Opa30BaHus HUTPUAOB U OKCUHUTPHUOB.
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AHAJIN3 HCXOAHBIX
MAaTepHaJIoB NPHMeHsIeMbIX
NpH NPOU3BOACTBE HUTPHIOB

Pe3yabTaThl cUHTE3a
HUTPH/IOB U3 CBEPXTOHKHX
TMOPOLIKOB MeTA/VIOB

H3y4yeHne npoMbllLIeHHBIX
CIoco00B NMOJTy4YEeHH
HUTPHIOB

IIpeaBapuTeJbHBIH IKCIIEPUMEHT

CuHTe3 HUTPHIOB TIPH
TOPEHHH cMeceii
NPOMBIIIIEHHBIX OPOLIKOB
merasios u CTII

OCHOBHOI1 JKCIIEPHMEHT

IIpouecc cunresa
(ctagmitHoCTh, Trop, Trop)

IIpoaykThl cuHTE3a
(P®A, ATA, TT, DM)

A 4

Hccnenopanne
3aKOHOMepHocCTeil u (pa3o- u
CPYKTYpooOpa3oBaHusi NPH

CHHTe3e CKMTraHneM

HUccnenoBanue pakTopos,
BJIHSIOIIMX HA BBIXOJ
HUTPUAOB

HccnenoBanue MmexaHusma
HHUTPHUA000pa30BaHUS

HccnenoBanue CBOMCTB MOJy4aeMbIX HHTPUIHBIX

KepaMH4Y€CKHUX IOPOLIKOB

AHaJIU3 CBOICTB MOJTYYE€HHBIX KEpaMUY€CKUX MATEPHATIOB

AHAJIU3 MOJy4YeHHBIX Pe3yJIbTaTOB 1 000CHOBAaHHE OCHOBHBIX

3aKOHOM6pHOCTeﬁ CHHTE3a

Pa3padoTka TeXHOI0rH4ecKoif cXxeMbl CHHTE32 HUTPHIOB IPH
rOpeHHH NPOMBIIJIEHHBIX IIOPOLIKOB B BO3/yXe

Pucynox 2.1 — CTpyKTypHO-METOI0JIOTHYECKask cXeMa padOoThI
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2.2 Mertoabpl HCCAETOBAHMNA HMCXOAHBIX MOPOIIKOB M TMOJYYE€HHBIX
KepaMHYeCKHX MAaTepHajioB
Hccnenyembie B paboTe MaTepHaiibl MOKHO pa3IeIUTh Ha JBE TPYIIIIbL:
1. mcxomaHbIe TPOMBINIICHHBIE Toporky MeTayios (Al, Ti, Zr);
2. KepaMUYeCKHe HHTPHIHBIC MaTepuaibl - IPOAYKTHI CrOpaHHs Ha
BO3/yX¢ MPOMBIIUIEHHBIX TopomikoB MeTawios (Al, Ti, Zr).
Hcnonp30BaHHbIE B~ paboOTe  METOABI  HCCIICIOBAaHUN  SBISIOTCS
CTaHIAPTHBIMH ©  cooTBeTcTBytomumMu  ['OCTam, 49to  oOecreunBaer
COIIOCTAaBUMOCTb IOJYYCHHBIX PE3yJabTaTOB. METOABl HCCIICIOBAHUN TaKKe
1eJIeco00pa3Ho pa3Ie/IuTh Ha JIBE TPYIIIIbL:
¢  (UBHKO-XUMHUYCCKHE CBOMCTBA MCXOIHBIX TOPOIIKOB U IIPOJTYKTOB UX
cropanusi: (IJIOTHOCTh, Mopdojorust 4yactui, l,, (a30BbIl  COCTaB,
coJiep)KaHue OCHOBHOT'O METaljla, CBI3aHHOTO a30Ta B MPOJAYKTAaX CHHTE3a),
e peructpamus  I[apaMeTpoB  Iporecca  CHHTE3a  CXKUTAHHUCM:
(Temmeparypa TOpPEHHUS, BpeMs TOPCHHUSA, CKOPOCTb OKHCICHHS, SPKOCTh

CBEUCHUS).

2.2.1 PentreHo(a3oBblii aHAJIU3

®usnueckor OCHOBOM peHTreHodazoBoro ananmsa (PDA) sBusercs
nudpaKus PEHTreHOBCKHX Inydeil (wmna BomH ot 107210 10°cm) mpu
MPOXOXKJAEHUA  CKBO3b  KPUCTAUIMYECKYIO  pemerky  BemecrBa  [117].
HeobxoaumbiM yCciioBHEM BO3HUKHOBEHMSI TU(PpakiimoHHOTO dhdeKTa sSBIseTcs B
CBOIO OYepelb BhINOJHEHUE ypaBHeHUs Bynbda — bperra:

2-d-sin 6 =n'A, (2.1)

rae  d - MeXIIIOCKOCTHOE paccTosHue, A;

0 - yros najgeHus peHTIT€HOBCKOTO JIy4a, rpa;

n=1, 2, 3 (1es0e YuciIo IJIUH BOJIH);

A - JUIMHA BOJIHBI peHTreHoBckoro jyda, A (mns CuK, - msnydenus A =

0,0709 um, nnst MoK, - uznydenus A = 0,154 am).
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PentrenodazoBeiii anamu3z (PDA) uCXOAHBIX MOPOIIKOB M TPOAYKTOB
cropanusi npoBoawics Ha audpakromerpe JIPOH — 3M ¢ wucnonp3oBanuem
peatreHoBckux Tpyook BCB-24 ¢ CuK,-uznyuenuem (20 = 10 + 90 rpan).
CKopoCTh CheMKH 00pa3IoB cocTaBisiia 4 rpaji/MUH, HApsDKEHUE aHoA-KaToa 35
KB, aHoaHbII TOK 25 mA.

PacmmudpoBka pentrenorpamm [117] 3akmodanack B ONPEICICHHUH
3HAYEHUN MEKIIJIOCKOCTHBIX pacCcTOsSIHUM (d/n) 1 OTHOCUTENbHBIX UHTEHCUBHOCTEN
pedaeKcoB.

JUiss  peructpanmmu  TOKa3aHWM — audpakToMeTpa  MCIOJIB30BaIacCh
YyeThIpeXKaHaJIbHas I1aTa aHajgoro-mudposoro npeodpazosatens (ALIIT). TIpubop
peamm3zoBad Ha wMukpocxeme AduC816 ANALOG DEVISES. B manHoM
MUKpPOKOHTpPOJUIEPE HCMOJIb30BaH HyneBoil curma-aensra ALIL  TIporpamma
MUKPOKOHTPOJIJIEpa BEIET HEMPEPhIBHOC CKAaHUPOBAHHE YETHIPEX BXOJOB B
OumnoJIIpHOM pexkuMe. B mporpaMmMe mpeaycMOTpEeHO YCpeaHEHHE pe3yabTaTa 1o
BOCBMHM U3MepeHHsiM. Bce mapaMeTpbl W JaHHbIE JOCTYIHBI 4Yepe3
nocnenoBatenbHblii nHTEpdeiic (COM — mopr).

PacuimdpoBky nosnydeHHbIX JaHHBIX TpoBoamn 1o kaproreke PCPDFWIN.

I[Ipu w3yyennn wHutpupcomepxkammx KM - npoayktoB — cropanus
POMBITILICHHBIX TTopoitkoB MetayuioB (Al, Ti, Zr) meromom PDA He Bcernma To4HO
ylaeTcs OMpeNeNuTh BCE TMPUCYTCTBYyIOIIME B oOpasmax (asbl  u3-3a
KarcyaupoBanus. Ilocie BU3yalmbHOTO OCMOTpa TPOIYKTOB CrOpaHUs, OHHU
TIIATEIHPHO U3MENTBYATIUCh B araTOBOW CTYMKE J0 TOMOTEHHOTO COCTOSHUAI.

Hekoropsie 3arpyaHenus B pacmm@poBKy BHOCUT W mosumopdusm. Tak
JUISL IUPKOHUSL CYIIECTBYET O-MOAM(UKAIIUSA C TEKCarOHAIBHOW PEIIeTKOMH,
koTtopast mpu Temmeparype 863°C mepexomut B B-MogudHKALMIO ¢ KYOUIECKOl
pemeTkoi. /[ TMTaHa HaOMIOAACTCS aHAJIOTMYHAS CUTYAIUs, TIPU TeMIlepaTypax
amwxe  883°C  Turam HaxoJUTCS B o-MOAM(UKAIMA C TeKCaroHaJIbHOU
MJIOTHOYTIAKOBAHHOM PENIETKOW, a BhIMe B [-mMomudukanuum ¢ KyOWdecKou

00bEMHO-IICHTPUPOBAHHOM PEIIETKOM.
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PentrenodasoBpiii  aHanW3 ~ ABIUsAETCA ~ HauOoyiee  HANSKHBIM IS

uaeHTuukanu a3 B MICXOIHBIX MOPOIIKAX U B CHHTE3UPYEMbIX MaTepHasax.

2.2.2 N3mepenne TeMneparypbl 4 IpPKOCTH CBEYCHHS IPU FOPEHUHU

JUist  u3MepeHus: TeMmIepaTypbl TOpPEHHS MPOMBIIUICHHBIX MOPOIIKOB
metaiioB (Al, Ti, Zr) ucnoap30Baid KOHTAKTHBIA METOJ (BRICOKOTEMIIEPATYPHbBIC
BOJIb(ppamM-peHneBbie Tepmorapsl BP-5/20).

TepMonapuble  u3MepeHus.  TepMomapHbli  METOJ  WM3MEHEHUA
TEMIEPaTyphl MPU TOPEHUH TO3BOJISIET U3MEPATh TEMMEPATYPhl C TOYHOCTHIO 0
+3°C [121]. PaGoTa Tepmormap ocHOBaHa Ha siBIEHUU 3ee0eKa, KOTOPOE COCTOUT B
TOM, YTO B 3aMKHYTOW DJIEKTPUYECKOM LENMH, COCTOSAIIEW U3 Pa3HOPOIHBIX
MaTepuajioB, BO3HHUKAET OJJEKTPOABWKYIIAs CHUJA, €CIH MECTa KOHTAKTOB
HaxXoJATCs pu pazHou temneparype [121]. Tepmonapa cocTOUT U3 pa3HOPOIHBIX
IIPOBOJTHUKOB - TEpMO3IEKTpoaoB. Crnail TpoBOAHUKOB oOpaszyeT "pabouuii
koHen" Tepmomnapbl. CBOOOJHBIE KOHIIBI TMPOBOAHUKOB TMPUCOCAUHSIOTCA K
npoBoaam mnpudopa, peructpupyromero tepmo-3/C (E), kotopas usmensercs
OpsMO  MPONOPLUUOHAIBHO u3MeHeHuto Ttemneparypsl (T) pabouero KkoHia
Tepmomnapel. B paboTe HE0OX0UMO OBLIO OCYIIECTBISATH KOHTPOJIb TEMIEPATYPHI
obpasmoB g0 2000 — 2500°C, yTo mo3BojsieT caenarh Tepmonapa BP 5/20 [121].
[Ipu 100°C onu nparor tepmo-O/IC, paBnywo 1,4 mMB; mpu 2000°C — 30 mB.
[lokazanust TepMomap AaBTOMATHYECKM PETUCTPUPOBAIUCH €  MOMOIIBIO
ceetonyudeBoro ocmwuiorpaga HI115. Tepmomapa BP 5/20 mnpensaputenbHO
rpaayupoBanach mytem cpaBaenus ¢ DJ1C roctupoBanHoii Tepmomnapsl Pt-Pt(Rh).

Bo Bpemst skcniepuMenTa pabouunii criaii TepMonapbl HOrpyskajicsi B 00paselt
MCXOJTHOM cMecHu, KOTOpoil mpuaaBasiach koHuudeckas (opma. IIpouecc ropenus
XapakTepu3yeTcsl CIEAyIOIMMHU TapaMeTpaMH: TEeMIIepaTypa BOCILUIAMEHEHUS
(Tsoenn °C), MakcumanbHas TeMieparypa npu ropeHud (I ma, °C), Bpemst moJHOro
cropanusi  cMecH  (Tmax, C). TepMomapel  00JIaalOT  3HAYMUTEIIBHOM

HHCPIHHUOHHOCTBIO, YTO IIPHUBOJUT K 3alla3bIBAHHUIO MOKa3aHuM peFI/ICTpI/Ip}IIOHIeﬁ
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CUCTEeMbl ¥ HCKaXEHHIO (OpPMbI  PETHUCTPUPYEMOM  KPUBOW H3MEHEHHUs
TEMIIEPATYPHI.
SApkocThb cBedyeHHsA. SPKOCTh CBEYEHUS PETMCTPUPOBAIN C IOMOLIBIO

doroanona ®/1-3, renzocraniuu JIX 7000 u ocummnorpaga H 115.

2.2.3 InddepeHunabHO-TEPMUYECKHI AHATIN3

HuddepenunanpHo-Tepmuyeckuii ananmus (ITA) mo3BomsieTr uccrnenoBathb
dazoBble TpeBpallleHUs, HATWYUME XUMHUYECKHX pEaKIHi, MpPOTEKAIOIMUX B
BCIIECTBE TPH HArpeBaHUM M OXJXKICHUH TI0 TEPMHUYECKUM IdeKkTam u
n3mMeHeHnto Beca. Meron JITA ocHOBaH Ha CpPaBHEHMM TEPMUYECKUX CBOMCTB
oOpaslia HuCCIeayeMOro BeHIeCTBA M MHEPTHOTO JTalioHa. PerucrpupyeMbim
napameTpoM SBIISIETCSI PA3HOCTh TEMIEpATyp BELIECTBA U 3TaJOHA, U3MepsieMas
IpPU HarpeBaHUM WU OXJIAKICHUU 00pas3la ¢ TMOCTOSHHOM CKopocThio [123].
Hapsny ¢ JTA B pabore HCIONB30BAJICS METOJ C PETUCTpaIleil Macchl
HarpeBaeMoro BEIIECTBa - TepMorpaBuMerpudeckuid ananus (TT'A).

Ucxons u3 morpeOHOCTEH, MOXXHO OJHOBPEMEHHO MPUMEHUTh 00a 3TUX
METOJIa, COBMEIIEHHBIX B OJHOM mpubope — aepuBarorpade. B mannoit pabdote
ObuM  WCMONIb30BaHbl  AepuBaTorpad cuctemsl Paulik-Paulik-Erdey mapku Q-
1500 D [124] B BO3AyX€ M CUHXPOHHBIA TEPMUYECKUI aHAJIN3 UM COBMEILICHHBIN
metron TI' u ITA u nuddepennmansaoro ckanupytomero kanopumerpa (ICK) -
(NETZSCH, I'epmanus) npu temmneparypax 10 900°C B aszore.

Pe3ynbraThl nepuBaTorpauueckoro aHajau3a MpeACTaBIICHbl YEThIPbMS
kpuBsiMu — T, TT", ITT, JITA. HarpeB o6pa3uo npoBoawiu A0 1000 mau 1500°C
co ckopoctsio 10°C/mus mm 15°C/muH.

TepMorpaBUMETpUYECKUM  METOJIOM  JIMAarHOCTUPOBAJIUCH  UCXOJHBIC
npoMbIIIeHHbIE TTopomku MetaioB (Al, Ti, Zr), 4To MO3BONMIO ONMpPEICTUTh
COJIEp’)KaHHE€ OCHOBHOI'O BEIIECTBA B HHUX, CKOPOCTh OKHCICHHSI U CTENEHb
MpeBpallleHus] MPU OMPENCICHHBIX TeMmIepaTypax. MeToa HaJeKeH, TaK Kak
IIPOMBILLICHHBIE TOPOLIKH OKUCISIIOTCS MoTHOCTHI0 10 1000°C-1500°C. TonuoTa

OKHCJICHUSI TIOATBEPKIACTCS JUHAMUKOM ITpoliecca U PeHTIeHO(Pa30BbIM aHATN30M
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MPOIYKTOB TepMOoOpaboTku. HamOombliyro CIOXXHOCTh TpHU  TPOBEICHUN
nudpepeHnnanTbHO-TEPMUIECKOTO aHaM3a IOPOIIKOB MPEACTABIISIET H3YyUYCHHE
OBICTPONIPOTEKAIOIIUX TMPOIECCOB U OTAENbHBIX cTaauii okucienus [125]. Ha
kpuBblX JITA m TI' s UCXOMHBIX METAUTMYECKHUX TIOPOIIKOB (PHUKCHpOBAIA

IMpOoHCCChl OKHUCIICHUA U IIJIaABJICHHA.

2.2.4 XuMHn4yecKknii aHAJIU3 CO/IEPKAHUSA CBA3aHHOIO a30Ta (MeTOo/
Kbeabaais)

Jlnst ananusa HuTpuaHbIX KM B paboTte ObuT ncnonb3oBaH Metoa Keenpaais
[126]. DTOT MeTOA SABISIETCS BAXKHBIM ISl OLICHKHA COJEpKaHUsd HUTPUI0B B KM.
Meton OCHOBaH Ha THUAPOJIU3E€ HUTPUAOB METAUIOB BOJHBIM pPacTBOPOM
TUJAPOKCUJA HaTpusi WM Kalidsg, Ha OTroHKe OOpa3ylllero amMMuaka H
MOTJIOUIEHNUU €T0 TUTPOBAHHBIM PACTBOPOM COJITHOW KUCIIOTBHI.

CranpaptHas MeToauKa mpoBeAeHUs aHanu3a [127] 3akmouanace B
cneayromem: HaBecky 0,10 — 0,15r wucciemyemoro oOpa3na MoMemaiu
neperonnyro konly. B mpuemnuk HamuBaiu 100 M TUTPOBaHHOTO pacTBOpa
COJISTHOM KHCJIOTHI. 3aTeéM COOUpald YCTaHOBKY, COCTOAIIYI0O HMX TEPErOHHON
KOJIOBI, AJICKTPOIUIUTKH, MPUEMHHKA, OOpPaTHOTO XOJOJUIBHUKA C aJIJIOHXKEM,
OMYILIEHHBIM B MPUEMHUK. Uepe3 BOPOHKY C 3aKMMOM BJIMBAJIU B MEPETOHHYIO
koi0y 50 mn 40 % pactBopa NaOH. 3arem BkiItO4Yanu IUIMTKY W yNapuUBald
pactBop a0 1/3 oOwvema. Ilocrme ymapuBaHusi THIATENBHO —OMOJACKUBAIIN
XOJIOMUIBHUK U aJUIOHX, W PacTBOpP CIMBAIM B NpHEMHUK. OCTaTOK KHCIOTHI
OTTUTPOBBIBAIIM PACTBOPOM IIIEJIOUN C U3BECTHOW KOHLICHTPALIUEH.

Pacder konmuecTBa CBSI3aHHOTO a30Ta IMIPOM3BOIUIIN 110 (hOpMYJIE:

(V1-f1-V2-f2)-014
m

N

(2.2)

rie N, % - cogepkaHue cBsI3aHHOTO a30Ta, %;
V; — 00bEM KHUCIIOTHI, B3ATBIN IS IOTJIOMICHUS aMMHAKa,

f, — mompaska x Tutpy 0,1 H pacteopa HCI;
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V, — o0beM 1Ieno4Yn, H3PACXOJOBAHHBIA HA THUTPOBAHWE OCTATOYHOU

KHCIIOTBHI,

f, — monpaeka x Tutpy 0,1 H pactBopa KOH,;

M — Macca HaBECKH UCXOJHOTO BEIIECTBA B rPaMMax.

Onpenensiiu  coJiepKaHUE CBSA3aHHOTO a30Ta B oOpa3lax MpPOAYyKTOB
CropaHus MOpOIIKa AJTIOMHHUS, 3aT€M INEPECUUTHIBAIN Ha COJICP)KAHUE HUTPHU]IA
amoMuHua B oOpasnax. CymmapHas TOTPEIIHOCTh OMPENETICHUS COACpPKAHUS
cBsg3aHHOro asora (B mepecuere Ha AIN) B Hurpuacoaepxkammx KM He

npesbiana £3%.

2.2.5 Meroauka onpeaejeHuss METAJINYECKOr0 ATIOMUHUS B HUTPUAHBIX
KepaMH4eCKMX MATepPHaJIaX U HCXOJAHBIX MOPOIIKAX

Jlns  ompeneneHuss  COAECPKAHME  METAUIMYECKOTO  AJIOMUHHUS B
IIPOMBIIJICHHOM TMOpoIke amoMuHus Mapku IIAII-2 m mpoaykrax cropaHus
UCIIOJB30BAIM  BOJIOMOMETpUYeckuii aHanu3. CyTh MeToAa 3akiio4aceTcsl B
PacCTBOPEHUM AJIOMUHMS B PACTBOpPAX COJSTHOM KHUCJIOTHI U OMNpEJeeHUd o0bheMa
BBIJICJIUBIIETOCS Bojgopoaa [126].

Anamuzupyembiii oopazery (~0,1 r), 3aKpernsieHHbIN B AepxKaTese, TOABOIIT
MOJT TIEPEBEPHYTHIM MEPHBIM MHUJIUHAP C JCICHUAMHU, YKPEIUICHHBIA B JIANKe
MITaTHBA U TIOJHOCTHIO 3amoaHeHHBIH 5% p-p NaOH.

B pesynbrate peakmuu mexay Al U pacTBOpoM BBIFENSETCS BOIOPO/I,
BoITecHstomui pactBop NaOH u3 mpobupku. [locne okonuanus nporecca, 00beM
BBIJICJIMBILIETOCS Ta3a CTAHOBUTCS TMOCTOSIHHBIM - HEOOXOJUMO TPOU3BECTH
u3MepeHus o0bema BbIACNUBIIETOCS Bojaopona. [lpu pacuere yuuThIBaeTCA
OapoMeTpUUecKOoe JIaBJICHUE M TeMIlepaTypa OKpYXKalollell cpelnbl BO BpeMs
OTIbITA.

Jlns pacuera Macchl BBIJAEIMBIIETOCS BOJOPOAA CIEAYET BBIUYUCIUTH
MaplHraIbHOE JIaBJICHUE BBIJACIUBILETOCS Tra3a:

P =Py — PBOJJ.I:I ) (23)

rie P, - aTMocdepHOe gaBieHne BO BpeMs ONbITa, MM.PT.CT.;
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Pyome - JQBJIEHUE HACHIIIEHHOIO BOJISIHOTO Mapa MpH TeMIepaType OIbITa,
MM.PT.CT.
O0beM BOAOpO/Ia PACCUMTHIBAIOT, HUCIIONB3Ys ypaBHeHUE MeHeneena-
Knaneripona:

PeVeT
v,—— Yl 2.4
0 PO 'T ( )

rie P - mapuumaneHOE JaBiIEHWE BBIACIMBIIETOCS BOJOPO/IA,

MM.pT.CT.;

V - 06beM BOAOpOAA B IIUJIUHIPE, MIT,

T - Temmepatypa ombita, "C;

T,=0°C;

P, =760 Mmm.pT.CT.

Janee no ypaBHeHUI0 Meneneesa - Kiraneipona HaxoaaT Maccy
BBIICJIUBIIIETOCS BOJIOPO/IA:

_PeV,eM

o (2.5)

g

rae M - MoneKyJIsIpHbIN Bec Bogopoaa (M=2);

R - razosas nocrosinnas (R=8,314).

3areM 10 O00BEMY BBIIEIMBUIETOCS BOAOPOJA ONPENEISIOT Maccy
METaJUIMYECKOr0  allOMUHUSI B HaBecke oOpaszma. CyMmmapHasi MOTPENIHOCTb

OTIPEJICIICHHS] METAINTHYECKOTO aTIOMUHUS B 00pa3iax He npesbimraet +1%.

2.2.6 OnpenesieHue CpeTHENOBEPXHOCTHOI0 JUAMETPA YACTHIL

Pa3smep yacTuIl] MCXOIHBIX NPOMBIIUIEHHBIX IOPOIIKOB ONPENEISIN U3
3HAQUYEHWH IUIOIAAN YJCIBbHOM TNOBEPXHOCTH (Sy,). Bemmumny S, nmopomkos
ONpPENENSUIM C MOMOUIBI0 HU3KOTEMIEPATYPHOU aacopOuuu a3zora. DTOT METOJ
OCHOBaH Ha TEOPUU MOJEKYJsIpHOU aacopomuu bpynayspa—Ommera—Tennepa
(treopust BOT) [126]. Cytb kiaccuueckoid Mmetoauku BOT cBoaUTCS K M3MEPEHHIO
o0beMa Ta3000pa3HOTO a30Ta, aJACOPOMPOBAHHOTO TBEPABIM TEJIOM IPHU

TeMIIepaType JKHAKOro asora. HM3mepeHus npoBOaMIM HAa BaKyyMHOHU
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aacopOnMOHHON ycTaHOBKe. JIisi Kakmoro oOpasiia BBITIONHSIN S5 W3MEpeHUui
BEJIMYMHBl IUIOWIAAU YJEIbHOM MOBEPXHOCTH, 3aT€M HAXOIWIU CPEIHIOI0
BesuuHy|[ 128].

[Tocnie mpoBeneHUsT U3MEPEHUN BBIUKUCIISUIM 3HAYEHUE TUIOLIAAN YIECIbHOM
MMOBEPXHOCTH MOPOIIKA, 3Has KOTOPOE MOKHO PACCUUTATh 3HAYEHHUE YCJIOBHOIO
CPEIHETIOBEPXHOCTHOIO pa3Mepa YaCTHUIl IMOPOIIKa, CUMTas, YTO BCE YACTHIIBI
OJTHOTO AuameTpa u ux ¢opma cepruyeckas:

as = 6/(c°Sy,) (2.6)

I€  as - CPEIHENOBEPXHOCTHBIN IUAMETP YACTHII, M;

G - IVIOTHOCTh MaTepualia UCCIEAYyEMOT0 MOPOIIKa, KT/M;

. 2
Sy - IIOHIAAb YAENBbHON OBEPXHOCTHU IOPOILKA, M /KT.

2.2.7 PacnpenesieHue 4acTHI 10 pa3MepaM

OTOT MeTox NpeAHa3HayeH I HU3MEPEHHUS pPACIPENECIICHHUS YaCTHIl I10
pa3zMepaM B S3MYJbCHUSX, CYCHEH3UAX, CYXHX IMOPOIIKaxX a’po30JsX METOI0M
JazepHod gudpakuuu. ['paduueckas 3aBUCUMOCTb pPACIpPENETICHHUs YacTHUIL
IPOMBIIUIEHHBIX MOPOIIKOB IO pa3MmepaM Obula TMOJy4YyeHa Ha YCTaHOBKE

“Mastersizer 2000” (BenukoOputanus). PaOoumii amana3oH aHaau3aTopa

Mastersizer 2000: 0,02 — 2000 MkM.

2.2.8 DyIeKTPOHHAs1 MUKPOCKONHUA

JUis u3ydeHHs HUCXOAHBIX 4YacTHL U MOP(OJIOrMYECKUX H3MEHEHHH,
MPOUCXOASAIINX TPU (PU3UKO-XUMHUECKHX MPEBPAIICHUSIX B IMPOLIECCE TOPEHUs
npoMBbIIIeHHbIE TopoikoB MeTayuioB (Al, Ti, Zr), a takke s OmpeacieHus
dbopMbI W pa3MepoB YACTHI[ UCIOJb30BATACh CKAHHPYIOMIAsi DJIEKTPOHHAsS
Mukpockonus. OmpeseneHne MHUKPOCTPYKTYPHBIX XapaKTEPUCTUK HCXOIHBIX
MOPOILIKOB M TMPOJIYKTOB CrOpaHUsl - CIEKOB MPOU3BOJAMUIOCH C IOMOIIBIO
CKaHHUPYIOUIETO (PacTpoBOT0) AEKTPOHHOTO MUKpockomna JSM-840 ¢upmer «Jeol»
(Smonmst), cHaOXKEHHOTO PEHTIEHOBCKUM MuKpoaHanuzatopoMm (upmsr "LINK", a

TaKXke 3MEKTPOHHOro Mukpockona JSM 6500 F. Mukpockon 1mo3BOJISIET MOTYYUTh
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o0reMHoe u3oOpaxkenune c¢ yenwmuenuem 40000 pa3, 4TO maeT BO3MOKHOCTh
paznuunTh (¢pparmMeHtel pasmepom 10 HM [129]. HempoBomsmue oOpasubl -
MPOAYKTHI CTOpaHUs TIEpe]] ChbeMKOW MOKPHIBATUCH TOHKAM ciioeM Tuiatub (0,1-
0,2 HM) nJs ycTpaHEHUs 3apsAKd MoBepxHOCTH. [locie HamplIeHUS IUIATHHBI Ha
00pa3Ilpl, OHU MOMEIIATHCh B (POKYC SJICKTPOHHOM MYIIKA MHKPOCKOTA, 3aTeM
MIPOM3BOMIIACH X ChEMKA MIPU CICAYIONMINX PEKUMAaX: YCKOPSIOIIEe HAMPSKCHHUE
anexkTpoHHoro myudka 10 — 15 kB, pabouee paccrosinue cheMku 0,02-0,05 M u

yBenmuenue 10 15000 pas.

2.3 ®u3NKO-XUMUYECKHE XaPAKTEPUCTHUKH MPOMBIIILJIEHHBIX MOPOIIKOB
MeTaioB (Al, Ti, Zr) — HCXOAHBIX peareHTOB CHHTE3a HUTPUIOB CXKUTAHUEM
B BO3JyXe

B nmamHoM  paszjene  mpencTaBlieHbl  pe3yJbTaThl  KOMIUIEKCHBIX
UCCIENOBAHUM  (UBUKO-XUMHUUYECKHUX CBOMCTB  HCXOJHBIX  MPOMBIILIEHHBIX
nopomkoB MmetrauioB (Al, Ti, Zr). Mcnonp3oBaHHble B pabOTe MPOMBIILICHHBIC
nopomikd MetauioB (Al, Ti, Zr) BbImycKaroTCs B MPOMBIIIJICHHBIX MacIiTadax.
[Topomok amomunusg Mapku [IAII-2 mmMpoKo UCHONB3YIOT B CTPOUTEIBCTBE Kak
MUTMEHTHBIM ~MaTepuall, B KayecTBE ra3ooOpaszoBaTesie HJisi TOJy4YeHUs
razo6etonoB. [Topomok mupkonus I1LpK-3 ncrnons3yroT B kauecTBe reTTepoB Ha
3aBOAAX CTEKOJbHOM mnpoMblnuIeHHOCTH. [lopomok Turana wmapku I[ITM
MPUMEHSIOT B TIOPOIIKOBOM METAUTypTMM W MEIUIIUHE, MJisi TPOU3BOJICTBA
uMIIaHTaToB. Hanbonpiryro nHGOPMATUBHOCTD TSI ONIPEACIICHUS] XUMUYECKOTO 1
¢dazoBoro  cocrtaBa  NOPOIIKOB, WX  MOPQOJOTMH  JAaeT  COYETaHUE
peHTreHo(}ha3oBoro, nuddepeHIanTbHO-TEPMUYECKOTO, AJIEKTPOHHO-
MUKPOCKOIIUYECKOTO U XUMHUUECKOTO aHAJIU30B.

B pabore mpoBeneHo ompenereHHE HEOOXOAMMOTO Habopa MapaMeTpoB,

XapaKTEPUIYIOIINX UHIUBUIYAITBHOCTD MOPOITKOB (Tabi. 2.1).
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Tabmuma 2.1 — OuU3UKO-XUMUYECKHE XapaKTEPUCTUKU  MPOMBIIUICHHBIX
MMOPOMIKOB — PCArcHTOB CMHTC3a
3HaueHmne
Cnocod Mopomok | Iopomoxk | Ilopomok
Mapamerp onpexeeHHsI ATIOMHHMS | THTAHA HMPKOHUS
MapKu MapKn MapKu
ITAII-2 IIT™ MIpK-3
L{Ber CHeKTpO(bOTOMeTp M40 Cepebpucto Cepebpucto- TemHO-cepsIii ¢
opoLIKa (IO CIIEKTPY OTPaKEHH) Bensrii ¢ YepHBIH METaUTHYECKAM
METAJUTHYCCKIM OseckoM
O1eckoM
Hacpimnas , CrangapTHas METOAUKA 440 1142 1860
IUIOTHOCTD, KI/M
Cpenne ITo ynenbHOM
MMOBEPXHOCTHBIN [IOBEPXHOCTH IOPOIIIKA,
JAUaAMCTP YaCTHIL HBMCPCHHOﬁ o Merony
BOT qenryiku 82 23
(HM3KOTEeMIIepaTypHas
azcopOIus a3oTa Win
aproHa)
Pacnipenenenue Metoaom nazepHoit 0,3% menee Kpugas Kpusas
YaCTHII 10 TU(PPaKIUU Ha YCTAHOBKE 8351‘:/‘“ ?HMOMHLH&: ?HMOﬂaHLHa:
pasMepam “Masterziser 2000 ,5% menee MaKCHMYM B MaKCHMYM B
S56MKM obxact obxactu
OCTalbHBIC pa3mepoB 50-60 | pazmepor 10-20
MeHee 45MKM MKM MKM
2 MakKCUMyM B | 2 MaKCUMYM B
obnactu obnactu
pasmepos 1000 | pazmepos 1000
MKM MKM
Conepxanue BomatroMomMerpuueckui
HOBHOT I 110 BBITECHEHU
OCHOBHOTO croco0 (1o €CHEHUIO 86.7 99.8 98.6
BeIIeCTBa (MCTaJ'IJ'Ia) BOAOpOaa ) " 110 JaHHbBIM
% TEPMOTIPaBUMETPUH
Copnepxanue TepmorpaBumeTpus B
HEMETAJUIMYECKUX | BAKyyMe U BO3JIyX€ U
npumecen, % PEHTIeHOBCKas 13,3 0,2 1,4
($OoTORIIEKTPOHHAS
CIICKTPOCKOIINA
dopma yacTuil ITo canMmkam, Yemryiikn O6BeMHOM 00beMHOI
TOTyYEHHBIM C TTIOMOIIBIO HENpPaBWIbHON | HENPaBWIBHON | HENpPaBHILHOM
¢dopmer 20-30 | dopmsl ¢ (dopMBI
AIIEKTPOHHOTO
MKM 1 TpaHsIMA BBITSIHY THIE
MHKPOCKOIa TosuuHoi 0,1- | pasmepom pasmepom
0,8 MKkM 10-30 MM 3-10 MKM

B paGore wucnomp30BaiNCh CIEAYIONME TPOMBINUICHHBIE TOPOIIKU:
nopomiok amomuHuss mapku [TAIT-2 (TOCT 5494-95), nopomok uupkonus (TY
48-4-234-84) u mopomok TutaHa Mapku I[ITM, a Tak ke MOPOIIOK OKCHIA

amomunuus (TY 6-09-426-75).
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B Tabmumax 2.2, 2.3, 2.4 npencrtaBieHbl (HUUKO-XUMHUYECKUE
XapaKTePUCTHKH MPOMBINIUICHHBIX TTopomkoB MeTayuio (Al, Ti, Zr).

Tabmuua 2.2 —  @OU3MKO-XMMHUYECKHE CBOMCTBA MPOMBIIUIEHHOTO MOPOIIKA

amomunanst Mapku [TAII-2 mo T'OCT 5494-95

Kporomas ['panynomerpruueckuii XUMHYECKU COCTaB, BcenbiBae
CIIOCOOHOCTH | COCTaB mac.% MOCTb% He
Ha BOJIE, MZ/F, MeHee
Mapka 5
HE MEHee OcraTok Ha cuTax, % He
[Ipumecnu
Oouee
008 0056 | 0045 Fe Si Cu | Mn
ITAII-2 1 - 0,3 0,5 05|04 1005|001 80
Tabmuua 2.3 —  DU3UMKO-XMMHYECKHE CBOWCTBA MPOMBIIUIEHHOIO IOPOIIKA

upkonus Mapku [1LpK-3 mo TV 48-4-234-84

["'panynomMeTpuyecKkuii cocTaB Xumuueckuil cocras, Mac.%
Mapka | Ocrtarok Ha cutax, % He OoJee OcHOBHOTO [Ipumecu
0045 005 Zr+Hf Zr Fe Cl Ca
[TLpK-3 5,0 - 99,2 96 0,05 | 0,002 | 0,05

Ta6J'II/II_Ia 2.4 — ®OuU3NKO-XUMHYECKHE CBONCTBA IMPOMBIIIJICHHOI'O ITOPOIIKA THUTAHA

mapku [ ITM

XuUMU4UeCKu# cocras, Mac.%

Mapxka OCHOBH IIpumecu
oro
Ti O, Si Ni H» N> C Fe Ca
IIT™M 98,26 0,3 0,3 0,3 0,35 0,2 0,07 0,1 0,12

OnpeneneHre MHUKPOCTPYKTYPHBIX XapaKTEPUCTHK HCXOIHBIX ITOPOIITKOB
MPOU3BOAMIIOCH C TMOMOULIBI0 CKaHUPYIOMIEro (pacTpoBOI0) 3JIEKTPOHHOIO
mukpockorna JSM-840 dupmer «Jeol» (Smonus). Cam MOPOIIOK AFOMUHUS TIO
JTAHHBIM AJIEKTPOHHO-MUKPOCKOMTMYECKOTO aHAIN3a MPEICTABIISIET COO0M Yelyiiku
HeMpaBUILHOU (GOPMBI ¢ pazMepoM MmoBepXHOCTH 20-30MKM U TOJIIMHOM MOPSIIKA
0,1-0,8 mxmMm (puc. 2.2).

[Topomiok TuTaHa mpeacTaBiIsieT cO0OM OTrpaHEHHBIE YACTHUIBI OOBEMHOM

HEIMpaBUILHOW POpMBI ¢ TpaHsmMu, pazmep dactuil 10x30 Mxm (puc. 2.3).



Pucynok 2.2 — MuxkpodoTorpadusi IpOMBIIIIIEHHOTO MOPOIIIKa ATFOMUHUS
mapku [IAII-2  a)x1000, 6)%3000

HOpOHIOK OUPKOHUA IIPCACTABILACT coOou HJaCTHUIIbI 00BEeMHOU BBITHHYTOﬁ

HeIpaBUIbHOU QopMel ¢ pazmepoM 3x10 MM (puc 2.4).

» : [ g '
y q ’ ) R
o -

.

8213 18KV  X3,000 18Mm l-“

Pucynok 2.3 — MukpodoTtorpadusi IpOMBIILIEHHOTO MOPOIIKA TUTAHA
mapku [ITM a)x1000, ©6)x3000

Pucynok 2.4 — MuxkpodoTtorpadusi IpOMBIILIIEHHOTO TOPOIIKA ITUPKOHUS
mapku [THpK —3 a)x1000, ©6)>x2000
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Ha pucynkax 2.5, 2.6, 2.7 mpeacTaBieHbl pe3yJbTaThl PEHTTeHO()A30BOTO
aHalln3a MCXOJHBIX MPOMBIIUIEHHBIX MOPOIIKOB. Ha peHTreHorpaMmMe moporika
ATIOMHHHST BUIHBI pe(IIEKChl COOTBETCTBYIOIIME METATUICCKOMY aTIOMUHUIO
(momep kaptouku JCPDS 04-0787) (puc. 2.5). Ha penTreHorpamme mMOpoOIIKa
tuTaHa (puc. 2.6), BUIHBI PeQIIEKCHl COOTBETCTBYIONINE METALTHYECKOMY TUTAHY
(Homep katouku JCPDS 05-0662). s mMpKOHUS KapTHHA HECKOJBKO Jpyras,
Hapsoy € MeTaUIMYecKuM ImpkoHueM (Homep kaprouku JCPDS 05-0665),
IPUCYTCTBYIOT pe(dIeKChl HECTEXHOMETPHUUYECKOTO OKCHIa ITUPKOHHUSA (HOMEp
kaptouku JCPDS 17-0385) u ruapuaa uupkonus (Homep kaptouku JCPDS17-
0314) (puc. 2.7); oOpa3oBaHWe THUAPHIA IUPKOHHUS CBS3aHO C XpaHCHUEM
MOPOILKOB LIUPKOHUSI B BOJAE M UX OKHMCIECHHEM HIPOTOHAMHU C MOCJIETYIOIIEM

TUAPUPOBAHUEM.

|’% 100 -

80 -
H - Al JCPDS 04-0787)

60 -

40 o

e b

0 I I I I
20 30 40 50 60 70

20, rpan

Pucynok 2.5 — PeHTreHorpamma NpPOMBIIUICHHOTO ITOPOIIKAa aJOMUHUS MapKH

[TATII-2
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PucyHok 2.6 — PeHTreHorpamMma mpoMBIIIJIEHHOTO MOpoIika Tutana mapku [ITM
H
| 0% 100 7 M- Zr (JCPDS 05-0665)
() ® - ZrOq 35 (JCPDS 17-0385)
%0 O- ZrH, (JCPDS 17-0314)
60 ¢
40 -
20
0
20 30 40 50 60 70 80

20, rpajg

Pucynok 2.7 — PeHTreHorpaMma MNpPOMBIIUIEHHOTO MHOPOIIKA HHUPKOHUS MapKH

[MpK-3

JlepuBatorpaMMbl UCXOAHBIX MPOMBIIIJIEHHBIX MOPOIIKOB allOMUHUA (pHC.

2.8), mopormika TuTaHa (puc. 2.9) u nopoika nupkonus (puc. 2.10) 3anuceiBaIuCh
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c momomipio aepuBarorpada Q -1500D B craHmapTHBIX [JIs JTaHHOW pabOTHI
ycioBusX. Ha nepuBaTorpamMmme npOMBIIUIEHHOTO MOPOUIKa altoMUHMS (puc. 2.8)
B untepBane 200-410°C HaGmOZAnOCh HE3HAYHTENHHOEC YMCHBIICHHE MACCHI
obpasna Ha kpuBoi TI" u srm03P ekt Ha kpuBoit J{TA, cBA3aHHBIN C UCTapeHUEM
napauHOBOTO MOKPHITUA HA yacTuuax. Jlamee ciemyer 3k303pdexT Ha KpuBOU
ATA u pe3koe yBenuueHue macchbl 1mo KpuBoil TI', CBsI3aHHOE C OKHMCJIEHHUEM
AIFOMHHMS M €70 a30THPOBAaHUEM B BO3yXe. 3aTeM CHOBA YHA03(P(HEKT Ha KPUBOH
JATA wu HebGonpmas 1uiomaaka Ha KpuBod TI, cBsizaHHBIN ¢ IJIaBJIGHUEM
ATIOMUHHS; 3Ta XAPAKTEPUCTUUYECKas TOYKA [JI1 aJIOMUHHUS TEMIlEpaTypa
IUTaByIeHus anfoMuHmst = 660°C. lanee Ha kpuBoil TI" HabmOAAIOCH YBEIIUUCHHE
Macchl obOpasma u »k303pdexkt Ha KpuBod [ITA, CBS3aHHBI C OKHUCIEHHUEM

pacCIUIaBJICHHOT'O AJIFOMHUHHAA U JOOKUCICHUCM HUTPpHUAA AJIFOMHUHUA.

Am' % K30
AT, °C
180 4

160 -

140 -

. Tuwz40c 0
100 300 500 = 700 900 1100 1300 T,°C

Pucynok 2.8 — JlepuBaTorpaMMa MPOMBIIIJICHHOTO MOPOIIKA aTIOMUHUS MapKu

[TAII-2 (atmocdepa — Bo3ayX, CKOPOCTh Harpesa 15rpan/muH, staion o-Al,O3)
Cnenyromuii 5H103G(EKT CBsI3aH ¢ TEM, YTO OCHOBHAs YacTh MeTasia

nmpopearupoBajia W IPOUCXOAWT €ro ocThiBaHue. OKHUCIICHWE aTIOMUHUS

3aKaHYMBAETCA MPU TEMIIEPATYPE 1300°C.
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Pucynok 2.9 — JlepuBaTorpaMma nNpOMBILIUIEHHOTO MOPOIIKa TuTaHa Mapku [ITM
(atMocdepa — Bo3ayX, CKOpPOCTh HarpeBa 15rpan/muH, stamon o-Al,O3)

Ha

JepuBaTOrpamMme

IMPOMBIINIJICHHOTO  ITOPOIIKA

THUTaHa

(puc.2.9)

BuHTepBase Temmeparyp 100-550°C Ha kpusoii T HaGIIOAAIOCH HE3HAUNTEILHOS

yMeHblIeHUuEe Macchl oOpasua, a Ha kpuBoil JITA HeT 3¢ (dekToB — 3TO CBSA3aHO C

mecopbrmeii  copOupoBaHHBIX rasoB. Ilpu Temmeparype 550°C HaumHaercs

0
MHTEHCHUBHOE OKHMCJICHHUE M a30TUpOBaHUE TUTaHa J10 Temnepatypsl 1130°C.



73

Am, % IK30
K
AT, °C I
IlTA
IHI0
160-
140 -
TA
120+2
1 T
o | | | T“'P':Zgloocl | | 0
100 300 500 700 900 I, C

Pucynok 2.10 — /IepuBarorpamMmmMa npoMBIIUIEHHOTO OPOIIKA IUPKOHUS MAPKHU
[MLpK-3 (armocdepa — Bo3ayX, CKOPOCTh Harpesa 15rpan/muH, stamon o-Al,O3)

JlepuBaTorpamMmma MPOMBILUIEHHOTO TOpoIIKa LUpKoHua (puc. 2.10),
aHaJIOTUYHa JepuBarorpamMme amomMuHus. Ha mepBoM ydacTke, 10 TeMIepaTyphl
290°C, mpomcxommao wWCHapeHHe BOXBI M COPOMPOBAHHBIX Ta30B, O YeM
CBUIETENBCTBYET HeOoJbIoN 3HA0DdexT Ha kpuBoi JTA u He3HauMTENbHOE
yMeHbIIeHre Macchl Ha kpuBoii TI. Ilpu temmeparype 290°C HaumHamoch
WHTCHCHUBHOE OKHCJICHHE M a30THPOBAaHHE ITUPKOHHUS, O YEM CBHUAETEIHCTBYET
ak303¢hdexT Ha kpuBoi I TA u pe3koe yBenmueHrue Macchl 00pasiia mo kpusoit TT.
Crnenyromuii 3x303¢ ekt Ha kpuBoi [ITA u yBeaudeHne Macchl oOpasiia CBsI3aHbI
C TPOJOJDKEHUEM OKHCICHUS ITUPKOHUS U JOOKUCICHHEM HUTPUIA ITUPKOHUS.
OKHCIICHHe UPKOHKS 3aKaHunBaeTcst mpu Temmeparype 800°C.

B Tabmuue 2.5 mnpencraBlieHbl 3HAUYEHUS ApaMeTPOB AKTUBHOCTHU

MPOMBIILICHHBIX TOPOIKOB 1o faHHbiM JITA u TT.
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Tabnuna 2.5 — [TapameTpbl aKTUBHOCTH MPOMBILIUICHHBIX TOPOIIIKOB

[Tapametp axtuBHOCTH (JITA, TT)
[TpoMBILIIEHHBIN TOPOLLIOK 0 CreneHb CKOpoCTh OKUCIEHUS
TH.O.! C 0,
npeBpainieHus, o % V ok, MI/C
Amomunns Mapku (ITATI-2) 410 76,2 (mo 1300°C) 0,05 (800-820°C)
Iupkonus mapku (ITLpK-3) 290 88,5 (1o 800°C) 0,11 (460-470°C)
Turana mapku (ITTM) 550 99,5 (no 1100°C) 0,06 (940-990°C)

[To manHbIM TaOUIBl 2.4 HAMMEHBIIYIO TEMIEpATypy Hayaiga OKUCICHHS
UMEET TIOPOIIOK ITMPKOHUS, a HAWOOJBIINYI0 IMOPOIIOK THTaHA. BBICTpee Bcex
OKHUCJISIETCSl TIOPOIIOK IUPKOHUS (CKopocTh okucienus 0,11 mr/c B umHTEpBaie
Temmepatyp 460-470°C), a MejcHHEe IOPOLIOK THTaHA (CKOPOCTh OKHCICHHS
0,06 wmr/c B wuHTepBate Temmeparyp 940-990°C). HawmGombmas —cTemeHs
npeBpalieHus s nopoiika tutaHa 99,5%. Huskue crenenu mpeBpaiieHus s
MOPOIIKOB IMPKOHUS ¢ AJIIOMUHHUSA CBSI3aHBl C OOpa3oBaHUEM JIETy4HX
MIPOMEKYTOUHBIX MTPOTYKTOB.

JIisi MOpOIIKOB THUTaHa W IUPKOHUS OBUIM MPOBEIEHBI HCCIEIOBaHUS
pacmpeneNneHrss 4YacTHI[ [0 pa3MepaM METOJOM Ja3epHod nudpakuuy Ha

ycranoBke Mastersizer 2000.

(]
< 100,
g 1 1 // 90 £
Q
510 / 80 5
) L =
% O\oh ] M‘ \ _70 8.4
g E 2 J | |50 8
g " NI Va0 5
2 o i 1
s 2 LN L 20 5
= AN T8
g =
& 0.01 0.1 1 10 100 1000 2000
= Pa3mep vacTun, Mkm

Pucynok 2.11 — Pacnpenenenust 4acTuil 0 pa3MepaM MPOMBIIUICHHOTO MOPOILIKa

tutana mapku [ITM: 1auddepennmansHoe pacmnpeneneHue, 2 HHTETPATbHOE
pacmnpeneneHue
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3aBUCUMOCTh paclpeleieHuss 4YacTul] Juisi nopoinka Tutada (puc. 2.11)
MMeEeT J1Ba MaKCHUMyMa, MepBbId Uil yacTtull pazmepoMm 50-60 MKM, a BTOpOil B
obnactu yactuil pazmepom 1000 MxM.

KpuBas pacnpenenenuss e nopomka LOUpKoHHs (puc. 2.12) wumeer
aHAJIOTUYHBIA BUJ — MEPBBIM MAaKCUMyM HaxoauTcs B oOnactu pazMepon 10-20
MKM, a BTOpoil B obOsactu pasmepoB yactul 1200-mxm. JlaHHbBIE HCClIeAOBaHUSA

MNOATBCPKAAOT JaHHBIM 3JICKTPOHHO-MUKPOCKOIIMYCCKOT'O aHaJIn3a.
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Pucynoxk 2.12 — Pacnpenenenust yacTuil mo pa3mepaM NPOMBIIUIEHHOTO MOPOIIKa

uupkonust mapku [1LpK-3: 1auddepenuumansHoe pacnpeneiaeHue, 2 MHTErpajibHOe
pacnpenenenne

2.4 MeToanka CMHTE3a KEPAMHYECKHUX MATEPHAJIOB

Cunre3 HUTpUAHBIX KM OCYIIECTBIISUICS C MOMOINBIO TOPEHUsS CBOOOIHO
HACBhIMIaHHBIX HABECOK B aTMoOc(epe BO3/yXa. YCIOBUS CUHTE3a HUTpUIHbIX KM
JUTSL BCEX MCCIEAOBAHHBIX 00pa3IioB ObLIM OJMHAKOBBIMU: HAaYaJIbHAsl U KOHEYHAs
TeMIlepaTypa, AaBJICHHE BO3AyXa.

CMenmmBaHue TPOMBINUIEHHBIX TopomikoB wmetamwioB (Al Ti, Zr) c
OKCHJIaM{ TMPOBOAMIIOCH B CYXOM BHJAE MeXaHH4eCcKHM crocobom. C uenbio
BBIPABHMBAHUSI KOHIIEHTpAIMM J00aBKU MO 00beMy oOpasiia, BCE IMOIYyYEHHbIC

CMECH MHOTOKPAaTHO MPOCEHBAJIUCh YEPE3 CUTO C pazMepom siueitku 200 MKM.
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3aTteM cMecd CBOOOJHO HachMamWCh B (opMe KOHyca Ha TMOMJIOKKY U3
HEPKABCIOLIEH CTAJIH.

[Ipouiecc ropeHUss HMHUIMUPOBAJICS JIOKAJbHBIM HarpeBoM oOpasla c
MOMOIIIBI0 HUXPOMOBOM CHHpalid, 4yepe3 KOTOPYH MPOIYCKaJICsS MUMIYJbC TOKA.
[locne wuHUIMMpPOBaHMS B OJHOM TOYKE, IO TOBEPXHOCTH oOOpasia
pacrnpocTpansiiicss GpOHT ropeHusi oT LeHTpa oOpasua k nepudepun. [Ipu sToMm
TeMIlepaTypa Ha MepBOW cTaauu (HU3KOTeMmIepaTypHoil) He npessimana 1200°C.
3aTtem u3 1eHTpa oopasiia HaOIIAATIOCH BOSHUKHOBEHHUE SIPKOTO OEJIOr0 CBEUCHUS,
KOTOpOE€  TMOCTENEHHO  OXBaThIBAJO  BeChb  oOpaseln  BTOpas  CTaaud
(BeICOKOTEMIIEpaTypHas). Bo BpeMs mnpoTekaHusi BTOpPOM CTaJauM TeMmIiepaTrypa
oOpasua gocturana 2400°C, mocie 4ero MpoOUCXOJUI0 MEJJICHHOE OCTHIBAaHHUE.
Beibop HaBecku Maccoil 2r OOBACHSETCS  HaAeXKHbIM  OOecreyeHUueM
JBYXCTaIUMHOIO MPOLECCAa TOPEHUs, T.K. IPU HABECKE MAacCOM MEHEE 2I TOPEHHE
MOPOIIKOB MOXKET MPOTEKATh 0€3 BTOPOH (BHICOKOTEMIIEPATYPHON) CTaAHH.

B mnoxoxkeM pexume TPOUCXOIUT TOPEHUE MPOMBIIUIEHHOTO TMOPOIIKa
tutada. llociie JOKAJIBHOrO WHULMHPOBAHUS HAYWHAJIACh TMEpBasg CTAUS
(HM3KOTEeMIlepaTypHas), 3aTeéM M3 MeCTa C HAuWMEHBIIUM TEIUIOOTBOJIOM
HaOJII0/laildi ~ BO3HUKHOBEHHE  SIPKOTO  CBEUEHHS —  BTOPYIO CTaUIO0
(BBICOKOTEMITEPATYPHYIO).

Heckonbko mo-apyroMy TOpPUT MPOMBIIUICHHBIM TOPOLIOK ITUPKOHUSL.
[Tocne wHUIIMMPOBAHMS Tpollecca TOpEeHUs oOpaszel, MUHYS TEPBYIO CTaIUIO
(HM3KOTEMITepaTypHYIO), NepPeXO0 I BO BTOPYIO CTaJUIO

(BBICOKOTEMITEPATYPHYIO).

2.5 IlosryyeHue Cre4eHHbIX KePpaMH4YeCKHMX MaTEepPHAJIO0B METOJAOM Iopsvero
NpeccoBaHMs

Cnekanue noj naBieHueM uinu ropsiuee npeccoanue (I'TI) nHaxonut Becbma
HIMPOKOE NMPUMEHEHHUE B TEXHOJOTUU KEPAMUKH, B YACTHOCTH JJII U3TOTOBJICHUS
BBICOKOIUIOTHBIX H3J€IUM U3 HauOoyiee TPYTHOCIEKAIOMIMXCS MaTepHaioB

(kapOumbl, HUTPUABI W Jp.). MeToa SABISETCS OCHOBHBIM TMPU TOJYYCHHH
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MIPO3PAYHON KepaMUKH U3 (PTOPUIOB, KEPAMUUIECKOTO PEXKYIIErO0 HHCTPYMEHTA U
JIeTAJIEN KOHCTPYKIMOHHON KEPaAMUKHU.

CymHocTh MeTOoAa COCTOMT B OAHOBPEMEHHOM JACHCTBHHM Ha IMPECCOBKY
BBICOKOW TeMIepaTypbl W 3HAYUTEIbHBIX (AecsaTku W coTHU MIlla) BHemHux
JaBJICHUM.

[TosToMy CKOpPOCTH CHEKaHHMS 3aBUCUT OT IPOLECCOB, KOTOPbIE
OCYILECTBIISIIOTCS] 3a CUET HAarpeBaHUsI U MPUKIIAIbIBAEMOr0 JaBJIeHUs (IIE€pBOE U
BTOPOE cllaraembie B ypaBHeHUH (2.7)):

(d KTB/dT)Fl'I:(d KTB/dT)c+(3P/4n) (1 -KTB)’ (27)
rae: K,; — oTHocutenbHas MIOTHOCTh CIIEKAEMOM KePaMUKU;

P - mpukiiagpiBaemMoe 1aBicHUE;

1M-BSI3KOCTh;

T-BpeMsl.

[Tpu nHeGonpmx nasnenus [Tl U BrICOKUX TeMIiepaTypax, J10Jsl OOBIYHOTO
CIIEKaHUs MOJ| ACHUCTBUEM KaNMJUIAPHBIX CHJI MOXKET OBbITh 3HAUUTENILHOM, HO OHA
pe3ko cHuxkaetcs (0osiee yeM Ha JBa mopsiaka) npu aasienusx 6omxee 10-20 Mlla
Y YMEHBILICHUH Temmepatypsl [131].

O6sbruno nipu 'l npumenstoT gasnenne B 20-40 Mlla (mHOT 12 3HAYNTEIHHO
oompire). B aTtux ycnmoBusx mpeoOiiazaeT MeEXaHW3M  CIIEKaHHMS 3a  CYeT
miacTU4ecko nedopmaluu M YIUIOTHEHHE W3JAeNUi pe3Ko yckopsercs. B
3aroTOBKE, HArpeTol A0 TeMIepaTypbl CIIEKaHMs, HA IIEPBOM 3Tale 3aBUCUMOCTh
MOPUCTOCTH OT JABICHUS CIICIYIONIAs: H~(|gP)'1; MpU O3TOM YIUIOTHEHUE
OCYUIIECTBIISIETCSL 32 CUET MEpPEMENICHUs] YaCTHI[ JPYyr OTHOCHUTEIBHO ApyTa [0
oOpa3oBaHUs MHOTOYHMCJICHHBIX B3aUMHBIX KOHTakTOB. Ha BTOpOW craauu
IIPOTEKAET IPOIIECC IJIACTUYECKON nedopmariu, ITPOUCXOJIUAT
nepepacnpesieicHie yINaKOBKM YacTHUIl, KOTOphIe, AehOPMHPYSChH, 3aIMOIHSIOT
MOpbl. YIIJIOTHEHHE OMUCHIBAETCS ypaBHEHHEM (2.8):

In((1-K.:)/(1-Ko)) = (3P/4n)r, (2.8)
rae: K;; — OTHOCUTENbHAS TNIOTHOCTh CIIEKAEMOW KEPAMUKHU;

KO - HICXOAHaA OTHOCUTCIIbHAsA IIJIOTHOCTD,
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P - mpukiianpiBaemoe naBieHue;
N-BA3KOCTB;
T-BpeMsl.

. 12
Ha 3axmounrtensHon craauu 11l yrmutoTHeHMe nmpoOnoOpLMOHAIBHO 2

3, aro xapakTepHo i Auddy3uoHHOTO MexaHu3Mma. [Ipu 3TOM ymiioTHEHUe
MIPOUCXOJUT COOTBETCTBEHHO 3a CUET OTKPBITHIX U 3aKPBITHIX MOP.

Paznenenne I'Il Ha cragum SBIAETCA YCIOBHBIM, TaK KAaK YyKa3aHHBIC
MEXaHHU3MbI MOTYT Pa3BUBATHCS OJJHOBPEMEHHO.

Meron  I'Il  xapakrepusyercs  CIEAYOIIMMH  [PEUMYLIECTBAMMU:
MaKCHMajibHasi OTHOCUTeNbHas IOTHOCTH (KTB>0,99) mocturaercss B TeueHHe
KOpPOTKOTO BpeMeHHU, 00bIdyHO He Oonee 0,5-19; uMeeTcs BO3MOKHOCTh CIIEKaHUS
MaTepuasioB, KOTOpPbIE HE YIUIOTHSIOTCS MPU OOBIYHOM CIIEKaHUU; CHUKCHUE
TemirepaTypsl TepMooGpabotky Ha 200-300°C, 1m0 CpaBHEHHMIO CO CIICKaHHEM 6e3
JaBJIEHUs1, 00ecreunBaeT MUHUMAJIBLHYIO CTEIIEHb PEKPUCTAIUIM3AIIMHY TIPU TTOJTHOM
CIEKaHHUM W COXPAaHEHHE HCXOJHOTO pa3Mepa KpUCTALIOB; 3(P(EKTUBHOE
YVIUIOTHEHWE MHOTO(a3HBIX MaTEepHAIOB TPU  CYIICCTBEHHOM  pPa3iIHuuU
TeMIepaTyp CIEKaHUs COCTaBISAOMMX (a3, Hampumep, KEPMETOB WIIHU
KOMITO3UIIMOHHBIX ~ MaTEpHUaJOB, apMUPOBAHHBIX BOJOKHAMHU; OOECIeYeHUe
MAaKCHUMaJIbHOU IIPOYHOCTHU 3a cyer BBICOKOM IIOTHOCTH 51
MEJIKOKPUCTAJUIMYECKON CTPYKTYpHI. [132]

Hnst  moctmxenuss HauOosbmiero d3¢dexra npu [Tl HEoOxomumo
ONTUMM3UPOBATh  YCIOBUS  IMpOlLlEcCca, BKJIKOYAIOIIME 4YeTbipe  (akropa:
TEeMIIepaTypy, AaBICHUE, BpPEMs M AMCIEPCHOCTh MOpOWKOB. lLlenecooOpazHo
IIPUMEHATH MOPOILIKHA OJHOPOAHOTO 3€PHOBOIO COCTaBa C Pa3MEpPOM arperaTroB
MeHee | MKM, a MpoIecC CIEeKaHUs OCYUIECTBISATh OBICTPO MPU CPABHUTEIBHO
HEBBICOKMX TEMIIEpaTypax U BHICOKHX JIABJICHUSIX.

Yame Bcero st I'Tl mpuMeHSIOT BEICOKOTIPOYHBIN TpaduT, KOTOPBIM MOYKHO
ucnonp3oBaTe npu temneparypax Bbime 2000°C un pgaBnmenumsx 40-50 MIla.
DnekTpudeckas TMPOBOAUMOCTh TpaduTa TMO3BOJSET HCIOIL30BaTh (HopMy

OIHOBPEMCHHO B KAY€CTBC HAIrpe€BATCIId B BBICOKOYACTOTHBIX YCTAHOBKAX M II€YaxX
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COMPOTUBIIEHUSI TPU HEMOCPEACTBEHHOM TPOMYCKaHMM TOKa uepe3 (opmy.
['padutT mocTemeHHO cropaeT B BO3IYIIHOM cpene M OKa3bIBaeT
BOCCTAHABJIMBAIOUIEE NEHCTBUE HA PAJ KEPAMUYECKHX MaTEpUaJOB, YTO MHOTIA
HEJIOIIyCTUMO.

Metogom I'Tl MOXHO HW3roTaBIWBaTh H3ACIHS TOJIBKO MPOCTONH (POPMBEI.
[loaToMy HMHTEHCHMBHO pa3pabaThiBaJIi METOJ TOpSYEro H30CTAaTUYECKOTO
npeccoBanust (I'UII). [lo mexanusamy crnekanusi 3T0T Meton noaoden I'Tl, a mo
CXEME OCYIIECTBJICHUS — MPOLIECCY XOJOJHOTO HM30CTATHYECKOrO IMPECCOBAHUSI.
[Ipu I'MII B kayecTBe cpenpl, CO3MAIOLIEH NABICHUE HA HU3IEIUE, UCIOJB3YIOT
uHepTHbIE Ta3bl. OtauuuTenbHOM ocobeHHocThio ['UII saBisieTcss BcecTOpoHHEE
cKaTue u3zenus npu gasiieHud raza a0 200 MIla u BBICOKHX TeMIieparypax, 4To
o0OecrieynBaeT PpPaBHOMEPHOE  YIUIOTHEHHE M  MOJYYEHHUE KEPAMHUKUA C
UCKIIIOUUTENHHO BhIcOKOH (2000-3000 MIla) npounocthio npu usrude. [131]

B otnmuuue ot I'l1, meton I M1 mo3BosisieT M3roTaBiauBaTh U3ACHUS CIIOKHOM

(bOpMBL.

2.6 OnpenesieHre CBOMCTB MOJYYCHHON KePAMHUKHU

Jlist  ompeneneHWe  CBOMCTB — TOJIYYEHHOM  KEpaMHKH, B  paboTe
UCIIOJIB30BAIMCh CTaHAApTHBIE MeToAuku coorBercTByromue ['OCTam, uyto
00€eCIeynBaeT CONOCTABUMOCTb MOJYYEHHBIX PE3YJIbTaTOB.

Tabnuma 2.6 — CBolicTBa KEpAMHUKH U METOJIUKHU X OTIPE/IeTICHUS

No CBoiICTBO Meroguka 'OCT [Ipumeuanue
1 | MnorHocts I'mapocraTnueckoe
B3BEIITMBAHUE
Ha  mpubope IITM-3
CrangaprtHas
2 | MukpoTBepa0CTh (cpennee u3 10
METO/IMKA .
ONPEeICIICHUI)
3 | Tpemmoctoiikocts CrangaptHas Onpenensiinm pa3mepsl
METOJIMKa TPCIIUHBI
CxaHupyromuii
(pacTpoBbIil) ANEKTPOHHBII
4 | MuKpoCTpyKTypa Crannapras mukpockon JSM-840
METOIKa
bupmsr «Jeol» (Anonus),
JSM 6500 F
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I''TABA 3. OCOBEHHOCTU CHUHTE3A OKCHUHUTPUIHBIX
KEPAMUYECKHUX MATEPUAJIOB IPU I'OPEHUUA
MPOMBIIHIVIEHHBIX MTOPOIIIKOB METAJIJIOB HA BO3AYXE

B pa6orax npodeccopa Mnbunaa A.Il. C coaBTopamu [2] moka3aHo, 4TO MPH
TrOpeHUn CBEpXTOHKUX mopomkoB amomMuHus (CTIIA) u 1upkoHHs, B BHUIE
nopomka “ruans”’ (cruiaB Zr/Al =84/14 mac. moneii), Ha BO3AyXe BO3MOXKHO
CBS3BIBAaHME a30Ta B BHUJE HUTPUAOB M OKCHHUTPHUIOB COOTBETCTBYIOIIUX
MetauioB. CojepkaHue HUTPHUAOB B MPOJyKTax ropeHus npesbimaet 50 mac.%
[1]. IIpomecc ropenusi 0Opa3IOB pa3HOM MACChl MPOUCXOIUT B OJIHY WA JBE
cranuu. Ha mepBoil cTaauu MpOMCXOAUT PACHpPOCTPaHEHUE BOJHBI TOPEHUS IO
MOBEPXHOCTU 00pasiia, OT TOUYKH MHUIIMHUPOBaHUS K nepudepun. MakcumanbHas
Temmepatypa obpasno CTIIA, mocturaemasi ma mepsoii cramuu - 1200°C. Ha
BTOPOIl CTaIMH IMPOMCXOAUT pPE3KOe yBenmdeHue Ttemmeparypsl mo 2500°C.
[Mpoaykrer cropanms CTIIA mnpeacrasmensr dazamu Al, AION, Al,Oz; AIN,
npudeM (aza HUTpHIa anroMUHUA Obuia ocHOBHOW (Oonee 50 mac.%). Ilponecc
cuHTe3a HUTpuAa amomuaus npu ropeann CTIIA B Bo3myxe u3ydann Ha oOpasiax
pa3znoii maccel (0,1-71). C yBeanmueHreM Macchl HAOMIOJANCS POCT TEMIEPATYpPbI
00pa3loB, YBEJIWYUBAJCS BBIXOJ HUTPHJIA AIIOMUHUS B TMPOAYKTaX CTOPaHHUS.
Takke mnpoBoaunuch 3kcrepuMeHTsl 1o TopeHutro CTIIA ¢ paznuuHbIMU
nob6aBkamu. B OCHOBHOM /100aBKM HE MPUBOJIMIHN K 3HAYUTEIHPHOMY YBEITHMUEHUIO
Bbixoma AIN, 3a uckmouenuem W, Mo, Fe. Ilpu moOaBieHHH STHX METAILIOB,
BBIXOJI HHUTpHJA YBEIWYMBAICSI B cpeaHeM B 1,25 pa3za 1o CpaBHEHHMIO CO
cxuranneM CTIIA 6e3 nob6aBok [2].

Ha ceromusamHuii JeHb CBEPXTOHKHE (HAHO-) TOPOIIKKA HE SBIISIOTCS
YHHUKAJIBHBIMHU, HO TIPOJIOJKAIOT OCTABATHCS TIOPOTOCTOAIINM ChipbeM. [loaTomy B
paboTe IKCIEPUMEHTHI MPOBOAMIINUCH ¢ 1ienbio 3ameHbl CTII meTtannoB Ha Oosee
JIOCTYITHBIE U JICTIIEBHIE TIPOMBITINICHHBIE TTOPOIIIKH.

CuHTe3 KepaMHUYeCKWX HUTPUIHBIX TMOPOIIKOB OCYHISCTBISICS U3
NPOMBIIIICHHBIX MOpOImKoB MeTauioB Al, Zr, Ti, xapakTepuCTHKH KOTOPBIX

npeacTaBieHbl B mmaBe 2. OcCOOGHHOCTH MpeajiaraéMoro MeEToJla CHHTE3a



81
3aKJIIOYaeTCsi B TOM, YTO CHHTE3 BEIETCS Ha BO3JIyXe, a IMOPOIIKOOOpa3HBIN
oOpazel] C)KUraeTcsi B CBOOOJHO HACBHIMAHHOM COCTOSIHMM. [Ipu mcmoip30BaHUU
MPOMBIIIUVICHHBIX TMOPOIIKOB METAJJIOB B KauyeCTBE pEareHTOB CHUHTE3a, B
MPOIYKTaX CHHTE3a OCHOBHBIMHU (hazamu Takke kak m B ciaydae ¢ CTIIA
sisitoTest HUTpUAbI (AIN = 50 mac.%) cooTBeTcTByMOMUX MeTauioB. [1o cBouM
XapaKTEepUCTUKaM  TMpollecca CHUHTE3a HUTPUAOB M  OKCUHUTPUAOB U3
MPOMBIIIJICHHBIX TOPOIIKOB MPAKTUYECKH HE YCTYMaroT MPOIECCY CHHTE3a W3

CBCPXTOHKHX ITOPOIIKOB aJIOMHUHMUA.

3.1 [Ilpoumecchl CHHTe3a HHUTPHIAA M OKCHHUTPUAA AJIOMHUHHUS M3
NPOMBIIIJIEHHOT0 MOpPoIKa ajgoMuuus mapku ITAII-2

Jlmst cuHTe3a HUTPHUIHBIX MaTEPHUAJIOB HCIIOIL30BAA  MPOMBIIIICHHBINA
noporiok amomuHus mapku [TATI-2 (rnasa 2). [lopomiok cBoOOAHO HACKIAIA Ha
METaJUIMYECKYI0 MOJI0KKY. MHuIMMpoBaHUE Mpoliecca TOPEHUsS MPOBOJIUIN C
moMonipio Harperoii g0 600°C HuxpoMmoBoif crmpamn. B mporecce ropemus
PETUCTPUPOBAIU BpeMsl TOpEHHS (T.p), Temmeparypy ¢ponra ropenus (T,),
POBOAMIIACH (OTOCHEMKA MPOIIECCa TOPCHHMS.

[Tocne nokanbHOTO MHUIIMMPOBAHUS, IO TIOBEPXHOCTH 00pasiia Habto1amu
pacnpocTpaHEHHE TEIJIOBOM BOJIHBI OT TOYKM BOCIUIAMEHEHUs K mnepudepun
oOpasia - nepBas craaus (HU3KotemmneparypHas) (puc. 3.1 a).

3atremM, B 30H€ MHHUMAJIBHOTO TEIUIOOTBOJAA (Yalle BCEro cepeauHa
oOpasua), Ha001aJI0Ch BO3HUKHOBEHUE SIPKOTO CBEUEHUS, TEMIIepaTypa odpasia
CaMOIIPOM3BOJILHO YBEIMUYMBAIach — BTOpas CTaaus (BBICOKOTEMIIEpaTypHas)
(puc. 3.2 0). Ilocne Toro KkakK OCHOBHAs 4acTh METajia IIpopearupoBaia, oopaselr
MEJIEHHO OCTHIBAI.

Temnepatypy TopeHHs  0O0pa3IlOB  HW3MEPSIM  BOJIb(PpaM-pEeHHUEBOU
tepmomapoii  BP-5/20 d=100MkmM, moOKa3aHusi TepMONaphl aBTOMATHYCCKH
PETUCTPUPOBATNCH C MOMOINBIO ocmmiorpada. TemmepaTypa BOCIIIaMEHEHHUS

(Ty) cocraBmasma 500-600°C, T.e. Obla BbINIE, YeM TeMIlepaTypa Hadasa
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okucneHus (T,,) 711 TPOMBITIUICHHBIX TTOPOIIKOB (TJ1aBa2), 9TOO0BI TapaHTHUPOBAHO

IMPOU3BCCTH MHUIMUUPOBAHHUC HCCICAYCMBIX O6p213LIOB.

Bpewms ropenust OT MHULMUPOBAHUA =~ 25¢ Bpewms ropenust or mHULMUpOBaHUs < 37¢
lecm lcm
Pucynox 3.1 — ®otorpaduu mpolecca TOPEHHUS MPOMBIIUIEHHOTO MOPOIIKa

amomunusi Mapku [TAII-2 B Bo3yxe. a — nepBasi ctaaus (HU3KoTeMmrepaTypHasi), 0
— BTOpast cTaius (BBICOKOTEMIIEpATYypHasi)

Jliis Bcex 00pa3LioB 3aMepssIoch BpeMsi TOPeHus (T.) OT HHULIUUPOBAHUS J10
JOCTHKEHHSI 00pa3lioM TeMIEPATYpPbI 600°C. Pe3ynbraTel IpUBEIEHBI HA PUCYHKE
3.2. Kpome BpeMeHH TOpeHMsI H3MepsIach SIPKOCTb CBEUYEHHS 0O0pasloB, U
temneparypa ropenus. Ha pucynke 3.3, 3.4 mnpeacTaBi€Hbl TEpMOTPaMMBbI

IIPOIIECCa TOPEHUS MPOMBIIUIEHHOTO MopomKa antoMuHus Mapku 1IAII-2 pasznoi

MAacCCBlI.
200 A I t
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0 4 8 12 16
Maccsl 00pa3ua, r
Pucynok 3.2 — 3aBHCHUMOCTh BPEMEHHM TOpEHHS OOpasloB MNPOMBIIIJICHHOTO

nopouka amoMuHus Mapku [TAII-2 ot maccel
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—#— Temneparypa
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Temnepartypa, °c
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SIpKkocTh CBeYeHMs1, OTH.eJl.
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Bpewmst ropenns, ¢

Pucynok 3.3 — Tepmorpamma mpoliecca TOpEeHUS TMPOMBINIICHHOTO MOPOIIKa
amomunusa Mmapku [TATI-2, m= 0,66 r (M=0,025mo75)

2000 - -+ 100

—#— Temmeparypa
1600 - patyp H -+ 80

—A — SIpKOCTb CBEUYCHUS I

0
Temnepatyp, C
SlpkocTh cBeYeHUs1, OTH.e/I.

0 T T T T T T T T T 0
0 20 40 60 80 100 120 140 160 180 200

Bpems ropenus, ¢

Pucynok 3.4 — Tepmorpamma mnporecca TOpPEHHsI MPOMBIIIJIEHHOTO
noponika amomuausg Mapku [TAII-2, m= 2,7t (M=0,1moub)
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W3 xpuBOM 3aBUCHUMOCTH BPEMEHHM T'OpPEHHUsI OT Macchl (puc. 3.2) MOXKHO
OTMETHTb, UTO BPEMS TOPEHHSI YBEIIMUMUBACTCSI C POCTOM MAacChl 10 oOpasiia M=o6r,
a nanee ¢ obpasiia m=6r BpeMsi TOPEHHUs YBEIMUYHUBAIOCh HE3HAYUTEIBHO (OJIM3KO
K CTAI[MOHAPHOMY PEXKUMY TOPEHHUE).

Ha tepmorpammax (puc3.3, 3.4) xopolio BHJHA CTaIuHHOCTb TMpoliecca
TOpEeHUs MNPOMBINUICHHOTO mopomika amoMuHus Mapku [TAII-2. Ha mnepsoi
cTtaguu (HU3KotemmnepaTypHoi) ropenus (1=0+75¢c) MakcuMasnbHasl TeMIeparypa
JOCTUIraja 3HAa4YCHUM HE BBIIIC 6OOOC, a CBETHMMOCTHb He BbIlIe 35 orH.ex. Ha
NEpPBOM cTaguell MPOUCXOAWIO TUIABJICHHE ATOMHUHHMS, MOCIE KOTOPOTO IpOLEece
ropeHus o0pasia nepexouil BO BTOPYIO cTaauio. [Ipu 3ToM mpoucxoauso pe3koe
YBEIIMYEHUE TEMIIEPATYPhI U IPKOCTU CBEUCHUSI.

Taxke U3 TepMOrpaMM BHJHO, YTO KpHUBas TEMIIEpaTyp “‘OorcraBana’ OT
KPUBOU SIPKOCTU CBEUYEHUS, UTO CBS3aHO W 3aMa3/bIBAHUEM MTOKA3aHUI TEPMOIAPHI
110 CPABHEHHIO C ()OTOIUOIOM.

CpaBHuBast Tepmorpammbl (puc3.3, 3.4), MOXHO CKa3aTh, YTO PEKUMBbI
ropenusi oopazna M=0,66r u obpasna M=2,7r nmoxoxu. [locie MHUIIMMPOBAHUS
HaunHanach nepas cranus (1=0-+75¢) mis oo6pasua M=0,66r u (1=0+120c) nus
oOpasiia M=2,7r, COOTBETCTBEHHO, Ha KOTOPOW, IO JIaHHBIM TEPMOMAPHBIX
MCCIICIOBAHNI, TeMmepaTypa He moxHuManack Boime 600°C, a spKOCTh CBEYeHHs
50 orm.en. Ilpu HOCTIDKGHHH B JIOKaNbHON 30He oOpasma T=660°C, ropemne
MEepPEeXOoAWIO BO BTOPYIO CTaaui0 (BBICOKOTEMIIEPATYypHYIO), TIE TeMIiepaTypa
JIOCTUTAJIa 3HAYECHUS 17500C, a CBETUMOCTE 85 OTH.e.

CpaBHuBasi TOJIydEHHbIE JaHHbIE C JaHHBIMA paboT [1, 2], MOXHO
MPOCJIEIUTh CXOJICTBA U paznuuus B pexkumax ropenus CTIIA u npoMbIieHHOTO
nopoika amoMuHust mapku [TATT-2.

Ha tepmorpamme ropenus CTITA (puc3.5) Takke BUIHA CTaJIUMHOCTD

Imponecca ropCHu:A. Ha nepBoﬁ CTaauun TCMIICpaTypa AOCTUTAJId 3HAYCHUA MMOPAAKA

400-500°C.
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Pucynok 3.5 — Ocimmiorpamma mniporiecca cuate3a AIN coxurannem CTITA

Kak m 1ns mpoOMBIIUIEHHBIX NOPOWIKOB, mepsas cragus ropeHus CTITA
peCcTaBiIsieT co0OM MpOLEcC paclpoCTPaHEHMs! OTIEIbHBIX OUaroB T'OPEHHUS C
HU3KOM MHTEHCHUBHOCTBIO CBeUeHHs (moBepxHocTHOe ropeHue). Ilocne
IIPOTEKaHUs MEPBOM CTAJAWHM M JOCTHXKECHMS TEMIIEpaTyphl IUIABICHUS METalIa,
oOpaszel] MepexOJUT BO BTOPYIO CTaJAMIO, CONPOBOXKIAIOUIYIOCS PE3KUM
YBEIIMYEHUEM TEMIIEPATYPBI U SIPKUM CBEUECHHEM; TEMIIEPATYpa, TOCTUTAaeMasl Ha

BTOPOIi CTamH, cocTaBsiia opsiaka 2000-2200°C [136].

3.1.1 ®a30BbIi U CTPYKTYPHBII COCTAB IPOAYKTOB CHHTE3a

[TpotyKThI cropanusi MPOMBIIIIIEHHOTO MOpOoITKa antoMuHaus Mapku [TATI-2
MPEACTABIISIOT COOOM MOPUCTHIE CIIEKH.

[TopomkooOpa3HbIif HUTPU ATIOMHHHUS OOBIYHO OEJIOro IBETa, KaK U OKCHI
ATIOMUHUA. XPYIKOCTh U PHIXJIOCTh CIIEKOB — MPOIYKTOB CTOpaHUs 00yCIOBICHA
HaJMYHEM Ta3000pa3HbIX MIPOIYKTOB PEAKIIUU U MTPOTYKTOB TOPESHUS MOKPHITHS Ha
yacTHuIax — napaduHa, CriocOOCTBYIOIMNX PA3pIXJICHUIO 00Pa3IIoB.

[Tociie BU3yaJIbBHOTO OCMOTpa CIEKOB — MPOJIYKTOB CrOpaHHUs, OHU OBLIH
MOJBEPTHYTHl M3MEITBYCHUIO B araToBOM cTymke. Bo BpeMs usMenbueHus B
HEKOTOPBhIX oOpasiax ¢ OoNbIION Maccod HaOmoganuch Menkue (MeHee 1 M)
KaleJlbKu MeTajyla, a HWHOTJa M TPOXKHWIKH. Bce CIeKW JTOCTAaTOYHO JIETKO

M3MEJIbYaIUCh. 3aTeM MPOBOIUIICS PEHTTeHO(a30BbINA aHATTN3 00Pa3IIOB.
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Ha pucynke 3.6 mnpeacTaBieHbl MITPUXPEHTTEHOIPAMMBI MPOAYKTOB
cropanusi 00pa3roB pa3nuuHbiXx Macc. [lo manaeiM PDA coctraB mpomyKToOB
CropaHusi MPOMBIIUIEHHOTO Topolnka amomuHusi mapku [TAII-2 npencraBien
ocHoBHbiMH (azamu: AIN (JCPDS 25-1133), Al;OsN (JCPDS 36-0050), Al
(JCPDS 04-0787), a-Al,03 (JCPDS 46-1212).

Ha Bcex wmTpuxpentrenorpammax npucyrctsyer 100%  peduiexc
MeTtauimdeckoro amomuaus (0=0,2338 HM), Ha pEHTTEeHOTpaMMax MOKHO
pOCNeaNTh, KaK €ro MHTEHCHUBHOCTh MeHseTcs. s o0pas3noB ¢ HEOONbIION
maccoit (0,1-0,2r) ero oTHOCHUTEBHAS HHTCHCUBHOCTHh MeHee 90%, a jutst oOpasibl
M=16 u 35r camblii WHTEHCUBHBIA pEPIEKC METAUIMYECKOTO aTOMUHHUA
cranoButcs 100%-ubiM. MHTeHCHBHOCTE )e 100% pediekca AIN (d=0,2695 um)
py HEOONBIIMX MAccaX MaKCHMallbHA, U TOJBKO C YBEJIIMYEHUEM Macchl oOpas3ua
n0 16 u 35t HemHoro cHmxkaercs. Pedumekco o-Al,O3 mpucyTCTBYIOT Ha Bcex
pPEHTICHOTpaMMax, M ¢ yBeauueHueM Macchl 00pasioB 100% peduexce (d=0,2550
HM) CTaHOBSITCSI MEHEE MHTEHCUBHBIM. AHAJIOTMYHAS CUTyalusi HAOMIOAaeTCs s
pedIeKCOB OKCHHUTPUIA AIFOMUHUS.

VYBenuyeHue WHTEHCUBHOCTU PEQIIEKCOB METAIUIMYECKOTrO aTOMHHUS
CBSI3aHO C POCTOM COJEp’KaHUS HEJOTOpPEBIIEro ajOMUHHUS B 00pasuax, Mpu
yBenuueHnn ux Maccbl. CHmkenue conepkanuss AIN B oOpasmax, mnpu
YBEIUYEHUH MacChl, 00YCIOBICHO OONBIINM KOJUYECTBOM TEIUIA, BBIACISIEMOro B
pe3ysbTaTe peakiuu TOpPeHHs aJTIOMHUHMS, KOTOPOE HE YCIEBAaeT OTBOJIUTHLCS, B

PE3YJIbTATC UCTO 0oJbIIICe KOJIMYECTBO HUTpHUAA AJIFOMUHUA JOOKHUCIISACTCA.
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Pucynox 3.6 — IltpuxpeHTreHorpaMMbl MpPOJYKTOB CropaHus 0O0pa3LoB
Pa3IMYHBIX MAacC MPOMBIIUICHHOIO IOopoInka amoMuHus Mapku ITAIT-2 Ha

BO3/lyX€
[Io nmaHHBIM >3JIEKTPOHHO-MHUKPOCKOMUYECKUX HCCIEIOBAHUN TMPOIYKTHI

CHUHTE3a MNPOMBINUIEHHOTO Topomka amomuHus mapkua [TAII-2 npencraBistor
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c000if HUTEBUIHBIE BOJOKHHUCTBIE KpUCTAILIbl (puc. 3.7) ¢ pazmepamu 10-15mMKMm u

ACCATBIMU OO0JIAMHA MKM IHUaMCETPC.

Pucynok 3.7 — DOmnektponHble MukpodoTorpadun TOPOAYKTOB CTOpaHUsA
IPOMBINIJICHHOTO Topoinka amomuans Mapku [TAII-2 na Bo3mgyxe, a) x3500, 6)
x5000

B pabote [136] npuBoaATCS 3JIEKTPOHHO-MUKPOCKONMYECKUX (oTorpaduu

MPOJYKTOB TOPEHUSI CBEPXTOHKHUX MOPOIIKOB amtoMUHUs (puc3.8).

Pucynok 3.8 — DnexkTpoHHbIE MHKpO(bOTorpa(bHH MPOIYKTOB CrOpaHHs
CBEPXTOHKOI'O MOPOIITKA aTIOMUHHMS B BO3Ayxe, a) X700, 6) x2000

CtpykTypHbIMH  (parMeHTaMH, COCTAaBIISIONIUMU KapKac IPOIYKTOB
ropenus CTIIA, SBISIOTCS WrojbyaTthle KPUCTAUIBI PA3MEPOM  HECKOJIBKO
ECATKOB MKM JiIMHOU U 1-15 MM Tommmuoi. MUcxoaasie yactunsl CTITA nmeror
chepuieckyo hopmy.

B T0 Bpemsi kak uactuubl nopoimka amomMuHusg ITAII-2 umeroT dopmy
yerryek (TyaBa 2), a NpOAYKThI CHHTE3a (POpMY HUTEBUAHBIX KPUCTAILIIOB, MOYKHO

MIPEANOJIOXKUTh, YTO MPOIECC X (OPMHUPOBAHUS MPOTEKAT aHAJOTUIHO MPOIIECCY
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dbopmupoBanus mnponyktoB mpu ropernnmn CTIIA ¢ ydacTem ra3000pa3HBIX

POMEKYTOUHBIX IPOIYKTOB (MHTEHCUBHBIA MacCOOOMEH).

3.1.2 3aBucumocTh ($a30BOro U XMMHYECKOI0 COCTaBa NMPOAYKTOB CrOpaHMA
npoMbinIeHHOr0 mnopomka wmapku ITAII-2 or Maccsl 00pa3suoB u
napaMeTpoB CHHTE3a

B 3HauntenpHOM cTemeHn Ha (a30BBI COCTaB MPOIYKTOB CrOpaHHs
MPOMBIIIUVICHHBIX TOPOIIKOB AJTIOMUHHUS BIUSET TEIUIONPOBOJHOCTh MaTepuaia
MOJIJTOKKH, OTBOJSIIEH 3HAYUTEIBHYIO YacTh TEIUIa OT ropsmero oopasua. Temno
OT ropsIero oopasua JOJKHO OTBOJUTHCS JOCTATOYHO OBICTPO, YTOOBI HE J1aBaTh
o0Opa3oBaBIIEMYCSl HUTPUIY HOOKHUCIATbCA. [loasolkka MOKHA BbLAEPKUBATH
BBICOKHE TemmepaTypl ~ 2000-2500°C, mosToMy B  9KCICPUMEHTAX
UCIOJIb30Baach HEp)KaBewolllas CTalb ¢ TeronpoBoaHocThio <20 B1/(M-K),
tommuHoit 0,005 M.

B tabnune 3.1 npeacraBieH KOJIMYECTBEHHBIN (ha30BbIA COCTaB MPOIYKTOB
cunre3a. ConeplkaHue CBSI3aHHOTO a30Ta B oOpas3uax ONpelesuld MO0 METOIy
Kbenbnans, CoJIep KaHHe METaJNIMYECKOro AIFOMUHHUS OnpeesIN
BOJTIOMOMETPUUECKUM CIIOCOOOM.

Tab6nuna 3.1 — CocTaB mpOIyKTOB CrOPaHUs B BO3AyX€ MPOMBIIIJIEHHOTO TOPOIIKa

amomuanst Mapku [TATI-2

Ne Macca Conepxanue ¢a3, macc.%
o0pa3ua, r Al Al,O3 AIN (B mepecuere Ha CBA3aHHBIN a30T)
1 0,1 49 11 40
3 0,5 13 51 36
4 1,0 14 40 46
5 2,0 16 46 38
6 4,0 9 45 46
7 6,0 20 35 45
8 16,0 23 31 46

HauGonpimuii BbIxon HUTpUAOB (Tabnuia 3.1) coOTBETCTBYeT o0Opasziiam
m=1,4,6r. ConepkaHue HENPOPEArUPOBABIIETO ATIOMUHUS MUHUMAIBHO IS

obOpasma m=4r.
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Ha pucynke 3.9 mnpencraBiieH KOHUEHTPALMOHHBIA TPEYTrOJbHUK, HA HEM

TOYKaMH HAaHCCCHbI (l)aSOBBIe COCTaBbl IMPOAYKTOB TOPCHHUA IPOMBIIIJICHHOI'O

nopoiika amoMunus mapku [TAII-2, a Taxke npoaykTsl ropenus CTIIA.

Al

Pucynok 3.9 — KoHIIEHTpalMOHHBII TPEYTOJbHUK: * - TMPOIYKTHl CrOpaHus

CTIIA, ® - mpoAyKTHI CTOpaHus IPOMBIIUIEHHOTO Topoika [TATT-2

Ha pucynke 3.10 mpuBeneHa 3aBUCHUMOCTH COAEPKAHHUS METALNIUYECKOTO
ATIOMHUHUS (OTNIPEICTICHHOTO BOJTIOMOMETPUUECKUM METOA0M) OT UCXOJHOM MaccChl
o0OpasioB. 3aBUCUMOCTh MMEET MUHUMYM B o0OiiacTh 00pasioB maccou 3-4r,
371€Ch COJICp’)KaHME HEMPOpPEarupoBaBIIETO METAIMYECKOTO  AJIFOMUHMS

MHWHHUMAJIBHO.
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Pucynok 3.10 — CoaeprkaHue METANIMYECKOT0 AIIOMUHUSA B MPOAYKTaX CrOpaHuUs
obpa3ioB nopoiika [TAII-2 paznuuHoi Macchl

W3 pucynka 3.11 BuaHO, 4T0 3aBHCHMOCTH cozepxkaHus AIN oT mcxomHoi
Macchl oOpasiia umeeT mneperud B oOjacTu 2-3r, 371eCh COJEpKaHHE HUTPUIA

MaKCHUMaJIbHO, 3aTEM KOJIMYICCTBO HUTPHUAA CHHUKACTCS BCICACTBUC JOOKHCICHUA.
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Pucynox 3.11 — OrtHocurenbHass 3aBUCUMOCTb HMHTeHcHBHOCTH  100%

COOTBETCTBYIOIIECH (ha3bl TPOAYKTOB CrOpaHHUS IPOMBIIIUICHHOTO TOPOIIIKa
TFOMHUHUS OT Macchl oOpasiia

CpaBHI/IBaH 3aBUCUMOCTD COACPpKaHUA HUTpHUOA C 3aBUCHUMOCTBIO

COACpKaHUA CBA3AaHHOI'O a30Ta WM 3aBUCHMOCTBIO COACPIKAHHA MCETANIMYCCKOIO
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amtomuHust (puc 3.10), MOXHO caenaTh BBIBOJI, YTO 3aBUCUMOCTH COJEpKaHUs
CBsI3aHHOrO a3oTa (1o Merony Keenbaanio) (puc 3.12) u cogepkanust HUTpuaa (1o
PO®A pwuc.3.11) wusmeHsrorcs cuMOaTHO, a COJEpPNKAHHUE METAUIMYECKOTO
ATIOMUHUSA (BOJIOMOMETPUYCCKAM CTIOCOOOM) OT MAacChl MCXOJHBIX O0Opa3IoB —

aHTHOATHO.
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Pucynok 3.12 — 3aBuUCHMOCTBH COAEpKaHUSA CBSI3aHHOIO a30Ta B NIPOAYKTax
CrOpaHHsl TPOMBIIUIEHHOTO mnopomka amoMunus Mapku [IAII-2 or maccel
oOpasia

Takast 3aKOHOMEpPHOCTb, BEPOSATHO, CBS3aHA C TE€M, UTO JUId 00pa3LoB M=2-
4r, mpu ropeHHMH B CBOOOJHO HACBITAHHOM COCTOSIHMHM, CO3JIal0TCSl YCJIOBHS,
(CKOpOCTh TOpPEHUsi, TEIUIOOTBOJ, CKOPOCTh MOTOKAa BO3JyXa), JJIsl TOTO, YTOObI

IMpopcarupoBaio OoJIbIIee KOJIMYSCTBO METAIIINUECKOTO aIFOMUHMS.
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3.2 IIpoueccnl cunTe3a ZrN-ZrO; U3 NpoMbIILIEHHOT0 MOPOIIKA IUPKOHUS
mapku IIIpK -3

Jlnst cuHTe3a HUTPUIIHBIX MaTEpUaOB HCIOIb30BAIN MPOMBIIUICHHBIN
nopoiok 1upkonust Mapku [11[pK-3 (rnasa 2). MeTonnka cuHTE3a KEPAMUYECKHUX
MOPONIKOB OblIa aHAJIOTMYHA OMTMCAHHOM paHee.

J11s mopoIika MUPKOHUS MPOLIECC TOPEHUS OTJIMYAJICS OT MPOoIecca TOPEHHUS
amomunaus. [lociae JTOKadbHOIO HMHULMUPOBAHUA, 00pazell MOMEHTAIBHO
BCIIBIXMBAJ, HAOJIOAaNOCh  BO3HUKHOBEHHE  SIPKOTO  Oeroro  cBeYeHUS,
temriepatypa obpasma mraoBenHo (0,1-0,5¢) yBemmuuBanacek. IlepBoit cramum
(HM3KOTEeMIIepaTypHO) TOpeHHsI MPaKTHUEeCKH He Halmojanoch (MeHee 1 c¢),

MOXHO OTMCTHUTB, YTO 06pa3eu Ccpa3dy IMmnepcxoauia BO BTOPYIO CTAaAHIO

(BbICOKOTEMITEpATYpHYIO) (puc. 3.13 a).

BpeMms ropenusi 0T MHULIMMPOBAHUS ~ 2CEK BpeMs ropennst OT MHULMUPOBAHUS ~ 2 MUH
lem lem

Pucynok 3.13 — ®otorpaduu mpoiiecca TOpeHHs] MPOMBIIIICHHOTO MOPOIIKa
nupkonust mapku [11IpK-3 B Bo3ayxe, a — BTopas ctaaus (BBICOKOTEMIIEpaTypHasi),
0 — OCThIBaHHE

[Tocne Toro, kak OCHOBHAsg 4YacTh MeETajUla TpopearrupoBajia, oOpaselr
MeJIJIEHHO OocThIBal (puc. 3.13 6).

JIyst mopotiika MUPKOHUS U3MEPSUTUCH T€ K€ XapaKTePUCTUKU TOPEHUS, UTO
Y TIPY TOPEHUH TTPOMBIIIIIICHHOTO IMTOPOIIKA ATFOMUHUSI.

Takoe ropeHre MopoIKa IMUPKOHUS CBA3aHO ¢ HAaBOJAOPAKUBAHUEM €TO MPHU
xpaHeHud. [lpy WHUIIMUPOBAHWM TPOUCXOJUT BCIBIXMBAHHE BOAOPOJA.

TemnepaTypa pe3ko MOBBILIAETCS, M oOpa3en, MUHYS MEpPBYIO CTaUI0
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(HM3KOTEMIIEpaTypHYIO), cpasy NIEPEXOIUT BO BTOPYIO CTaJuUIo
(BBICOKOTEMIIEPATYPHYIO).

B pabotax [1] aBTopamu onuckiBaetcsi npoiecc ropenuss CTIIA u cruaBa
“mmans” (86 mac.% Al u 14 mac.% Zr). CTII uupkorus mupodOpHBI U TTOITOMY
WX HE MCMOJB3YIOT Jig paboThl. [Iporecc ropeHusi mMpOMBIIUIEHHOTO MOPOIIKa
uupkonust Mapku [11[pK-3 He 3nHaunTenbHo oTnyaercs ot ropenus cmecu (CTITA
+ 1mumane (20-80%)). s OpOMBIIIJIEHHOTO MOPOIIKA IUPKOHUS U I CMECHU
CTIIA 151 “nuanp” IIPAKTUYECKHU OTCYTCTBYET nepBast cTaaus
(HM3KOTEMIIepaTypHasi) TOPEHUSI.

3aBUCUMOCTh BpPEMEHHU TOPEHHSI IPOMBIIUIEHHOIO MOPOIIKa IUPKOHUS
mapku [1pK-3 ot maccel oOpa3na npencrasieHa Ha pucyHke 3.14. M3 manHoi
3aBUCUMOCTH BUJHO, YTO BpPEMsI TOPEHHS MPOMBIIUIEHHOTO MOPOUIKAa LUPKOHUS

mapku [1pK-3 yBennuuBaiock ¢ pocTom Macchl 00pasiia.
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Pucynok 3.14 — 3aBUCHMOCTH BpEMEHM TOPEHHMS INPOMBIIUIEHHOTO MOPOIIKA
uupkonust Mapku [1LpK-3 ot maccel oOpazua

Ha pucynkax 3.15, 3.16, 3.17 npencraBieHbl TepMOTrpaMMbl Mpolecca
TOPEHHUS TPOMBILIIEHHOTO nopouka nupkonus mapku [1L{pK-3 pa3noii maccel. Ha
TepMOrpaMMax XOpOLIO BHAHO, 4YTO NepBas CTagus (HU3KOTEMIIEpaTypHas)
IIPAKTUYECKHA OTCYTCTBOBAJIA, U MPOLIECC TOPEHUS C IEPBBIX K€ CEKYH NIEPEXOINIT

BO BTOPYIO CTaJUI0 (BBICOKOTEMIIEPATYPHYIO).
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Taxoke U3 TepMorpamMm BUIHO, YTO KpUBas TEMIEPATyp OTCTAET OT KPUBOU
SPKOCTH CBEUCHHUS, YTO CBS3aHO C 3ama3JblBAHUEM I[TOKa3aHWN TEPMOIAPhI T10
CPaBHEHUIO ¢ (POTOIMOIOM.

CpaBHuBast tepmorpammel (puc. 3.15, 3.16, 3.17), M0oXHO cKa3aTh, 4TO
PSKHUMBI TOpPEHHS O0O0pa3loB pa3HOW Macchl cxoxu. s obOpasma mM=2,27r
MaKCHMalbHas Temmeparypa gocturana 1550°C, a spkocTs cBeueHus mopsiaka 87
orn.en. Jist obpasma m=4,55r temmeparypa mocturama 1530°C, a spkocts
cBeueHus nopsaka 89 orH.en.. s obpasma M=9,1 r MmakcuManbHasi TeMIepaTypa

moctrrana 1470°C, a s[pkocTh CBEUEHHS OpsIKa 96 OTH. L.
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Pucynok 3.15 — Tepmorpamma mpoiiecca ropeHUsI MNPOMBIIUIEHHOTO IMOPOIIKa
nupkonust Mmapku [1pK-3, maccoit 2,27t (M=0,025M0:15)
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Pucynok 3.16 — Tepmorpamma rmnpoiiecca TOPEHHUSI MPOMBIIUIEHHOTO MOPOIIKa
uupkonus mapku [11{pK-3, maccoit 4,551 (M=0,5mo71b)
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Pucynok 3.17 — Tepmorpamma mporecca ropeHusi NPOMBIIUIEHHOTO MOPOIIKA
nupkonus mapku [11[pK-3, maccoit 9,1r (M=0,1mob)
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3.2.1 ®a30BbIii U XUMHUYECKHUH COCTAB NPOAYKTOB CHHTE3a

[Ipu ropeHun Ha BO3ayXe IPOAYKTHI CTOPaHHUS MPOMBILUIEHHOIO MOPOIIKa
nupkonus mapku [11{pK-3 npeacTaBistoT coOoi MOPUCThIE CIEKH.

[lo nuTepatypHbIM J@HHBIM HM3BECTHO, 4TO HUTpUA LupkoHUs ZIN - 310
OeclIBETHBIE KPUCTAJUIbI, IUPKOHUN - TEMHO-CEPBIA C METaUIMYECKUM OJIECKOM.
PBIXJIOCTh CIIEKOB — MPOAYKTOB CrOpaHHsi, KaKk M B CJIydae C IOPOIIKOM
AIFOMHUHHUS, CBA3aHa ¢ 00pa30BaHUEM MPOMEKYTOUHBIX ra3000pa3HBIX MPOTYKTOB
peaKuuu U TOPEHUEM BOJIOPO/IA.

[locne BUByaJIbBHOTO OCMOTpa, CHEKHW (IMPOAYKTOB CropaHus) ObUIH
MOJIBEPTHYTHl U3MEJIbYEHUIO B araTOBOW CTYINKE MJisi NPOBEICHUS NalbHEHIINX
aHAJIM30B.

Ha pucynke 3.18 mpencraBiieHbl pe3ysbTaThl PEHTTHO(A30BOrO aHaIM3a
00pa3IioB.

ITo nanubM PDA, cocTtaB IpoAyKTOB cropaHusi 00pa3lioB MPOMBIIIIIEHHOTO

MOpPOIIKAa  IUPKOHUSA TMPEJCTABICH CIEAYIOIIMMU OCHOBHbIMU (azamu: ZrN

(JCPDS 35-0753), Zr (JCPDS 05-0665), ZrO,(JCPDS 13-0307) - 6amnenur.
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u- Zr (JCPDS 05-0665);  e- ZrN (JCPDS 35-0753);
o- ZrO, (JCPDS 13-0307); 4 - ZrH, (JCPDS 17-0314);

Pucynok 3.18 — IIITpuxpeHTreHorpaMMbl MPOAYKTOB CTOPaHUS MPOMBIIIJIEHHOTO
nopoika rupkonus mapku [TpK-3 pa3noit Maccsl

W3 aHanmuza JMaHHBIX IITpUXpeHTreHorpamm (puc. 3.18), ciaeayer, 4To Ha
BCEX MITpUXpEHTreHorpammax mnpucyTcTByer 100% pedaeke MeTalTu4ecKoro
upkonus (d=0,2338 HM), HAa BCeX pEHTTeHOrpaMMax €ro WHTEHCHBHOCTh PaBHA

100%. MuteHcuBHOCTH xe MakcuManbHOTro peduiekca ZrN (d=0,2642 um) mpu
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Bcex Maccax cocraBisger nopsaka 80%. W3 pucynka 3.19 BugHo, 4TO
UHTEHCUBHOCTH peduiekca ZIN yBennduBaeTcsl C pOCTOM Macchl 00pasLoB A0 2r,
3IeCh  CoJepKaHWE HUTPUJA LHUPKOHUS MaKCUMalbHO, a COJEp’KaHUe
HEJIOTOPEBILIETO IMPKOHUS MUHUMANIbHO. J[J11 00pa3noB maccoil Oonblne 2r He
MPOUCXOUT KaKOTO-TMOO 3HAYUTEIBHOTO U3MEHEHHs pedJIeKcoB HUTpUIA
uupkoHusi.  Peduiekchl  okcuza < IMPKOHMA — MPUCYTCTBYIOT  Ha  BCeX
pertreHorpammax (d=0,3157 HM), MakCHMaIbHOE €ro COJIepP)KaHue HaXOJUTHCS B
obOnacTu oOpas3na maccol 2r M jgajiee ¢ YBEJIMYEHHUEM MAacCChl 3HAUUTEIbHO HE
U3MEHSETCS. DTO CBSA3aHHO C TEM, YTO JUIsi 0Opas3IoB Maccoi Oosiee 2r mporecc

TOPCHU: IIPOTCKACT B YCIIOBUAX OJM3KHUX K CTalMOHAPHBIM.

1.0 - —— ZrN/Zr
51 —-— 2/02/2r
g+
: ¢
2 06 -
[P}
=)
=
204 -
2}
=
%]
S0z —a
=
0,0 T T T T T T T T T 1
0 1 2 3 4 5 6 7 8 9 10
Macca o0pasua, r
Pucynok 3.19 — OrtHocuTenbHass 3aBUCHUMOCTh MHTeHCUBHOCTH  100%

COOTBETCTBYIOIIEH (pa3pl MPOAYKTOB CropaHUsl MPOMBIIIIEHHOIO IOPOIIKa
HUMPKOHUS OT Macchl oOpas3ua

[To mamneiM pabor [1, 136] mna cmecu CTIIA u cnmaBa “nuane”
(conmeprkaliero MUPKOHUI) MPU TOPEHUU Ha BO3JIyXe Takxke ObLUIO 3apUKCUPOBAHO
oOpa3oBaHUE HUTPHUJOB IUPKOHUS U ATIOMUHHUS B CYMMapHOM KoyimuecTBe 59,6
Mac.%, ZrO,, A|203, u Al.

[Io AaHHBIM BJIEKTPOHHO-MHUKPOCKOMUYECKUX HCCIEIOBAHUM, TMPOTYKThI
CrOpaHusi TMPOMBINUIEHHOTO mnopomka uupkonust mapku [IpK-3 (puc.3.20)

MPEICTABIISIIOT COOO0H OIIaBJIEHHBIE arperarsl pazMepom 3x 1 OMKM.
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Pucynox 3.20 — OnextpoHHble MuUKpodoTOorpaduu MPOIYKTOB CrOpaHuUs
MIPOMBIIIUIEHHOT'O MTOPOIIKA HIUPKOHUS B Bo3ayxe, a) x2500 6) x1000

B To Bpems kak yacTuilbl HCXOAHOTO Topoiika nupkonus mapku [TpK-3
MPEACTABIIAIOT COOOM YaCTUUYKKM OOBEMHOM, HENPaBUJIBHOM, BBITAHYTOU (HOPMBI
(rmaBa 2), TO ONPOAYKTHl CHHTE3a MUMEIOT CTPYKTYPY BBICOKOMOPHCTOM T'yOKH

(puc.3.20) 1.e. 0Opa3yroTCs U3 paciiaBa.

3.3 Ilpouecchl cunte3a TIN-TIO, W3 NPOMBINLIEHHOT0 TOPOIIKA THTAHA
mapku [ITM

CuHTE3 KEepaMHUYECKHX TOPOIIKOB OCYIICCTBIICS W3 IMPOMBIIIJICHHOTO
noporika Mapku [1TM (rnaBa 2) mo aHaIOTMYHON METOIUKE, YTO U JUIsl TOPOIIIKOB
TFOMUHUS, IAPKOHUS.

J171s1 TOPOIIKOB TUTaHa MPOIECC TOPEHUSI UMENT 0COOEHHOCTH TI0 CPABHEHHIO
C TopeHHeM mopomika amoMmuHusA. [locne JIOKaJTbHOTO WHUIMUPOBAHUS,
HaOJII0/1aly IBYXCTaAuNHbBIN Tiporiecc ropenus (puc. 3.21).

[Ipy TOpeHUM MNPOMBIIUICHHOTO TOPOIIKAa THUTAHA W3MEPSUINCh TE Ke
XapaKTEPUCTUKNA TIpoIllecca TOPEHHs, YTO W TP TOPCHHH MPEIbIIYIINX

MOPOIIKOB.
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BpleM;I rOpeHus OT MHUIMUPOBaHUS <~ 18¢ Bpewms ropenust ot mHunuupoBanus <~ 20¢
M lcm

Pucynok 3.21 — ®otorpaduu mnpoliecca TOpeHHs] MPOMBIILICHHOTO MOPOIIKa
tutana mapku [ITM B Boznyxe, a — mepBasi craaus (HU3KOTeMIlepaTypHas), 0 —
BTOpast cTajius (BBICOKOTEMIIEpaTypHasi)

Ha pucynke 3.22 mpuBeneHa 3aBHCUMOCTb BPEMEHHM TOPEHHMS NOPOLIKA
TUTaHa OT Macchl 00pasia.
Ha pucynkax 3.23, 3.24,3.25 mnpeactaBieHbl pPe3yJbTaThl OIpPEICICHHS

TEMIIEPATYPHI U IPKOCTH CBEYCHUS.
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Pucynok 3.22 — 3aBUCHMOCTb BpPEMEHHM TOPEHHUS INPOMBIIUIEHHOTO MOPOIIKA
tutana Mmapku [ITM ot maccel oOpasiua

W3 3aBHCUMOCTH Ha pUCYHKE 3.22 BUAHO, YTO KpHBasi BPEMEHU F'OPEHUS OT
Macchl 00pasiia uMeer neperud st oOpasia maccoit 0,5T: pe3ko yMEHBIIUIOCh
BpeMsi ropeHus. [lpm nanpHedmeM yBEIWYEHUM MACChl, BpEMs TOpPEHUS

MPAaKTHYCCKN HE U3MCHAJIOChH.
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Pucynok 3.23 — Tepmorpamma mnporiecca TOpeHUsI MPOMBIIUIEHHOTO IOPOIIKa
tutana mapku [ITM, maccoit 1,2r (M=0,025 mounb)

1600 - —— Temneparypa — 100
—A— SIpKOCTb CBCUCHHS
X
-+ 80 =
1200 | z
< 2]
—+ =
:: -
« 800 - -~
s :
f‘:’ —40 o
> 2
2 5
=~ 400 - =
+ 20 E_
=
0 = 0
0 40

Bpems ropenus, ¢

Pucynok 3.24 — Tepmorpamma mpoiiecca TOpeHHUsI MPOMBIIUIEHHOTO IMOPOIIKa
tutana mapku [ITM, maccoit 2,4r (M=0,05 mo:1b)
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Pucynok 3.25 — Tepmorpamma mporiecca TOpeHUsI MPOMBIIUIEHHOTO IOPOIIKa
tutana mapku [1TM, maccoii 4,8t (M= 0,1 mouib)

Ha tepmorpammax (puc. 3.23,3.24, 3.25) Xopollo BUJHA CTaJIUAHOCTH
MpoIiecca TOPEeHUs MPOMBIIIJIEHHOTO MOPOIIIKA TUTAHA.

CpaBHUBasI TEPMOTPAMMBI, MOKHO CKa3aTh, UTO PEKUMbI TOPEHUS TTOPOLIKA
TUTaHa pa3HON Macchl cx0xkH. s oOpasma M=1,2r MakcuManbHas TeMIiepaTypa
nocturana 1380°C, a SIPKOCTh CBeueHUs nopsiaka 79 otH.ea. s o6pasima m=2,4r
TeMIlepaTypa J0CTurasia 1350°C, a SAPKOCTh CBeUCHMS Topsiaka 83 otH.exd.. Jls
oOpasiia m=4,8r Temriepatrypa JoCTUrana 1300°C, a APKOCTh CBEUCHUS MOPSIKA

89 oTH.€e.

3.3.1 ®a30Bblii 1 XUMHYECKHUI COCTAB MPOAYKTOB CHHTE3a MPOMBIILIEHHOT0
nopouka turana mapku II'TM

[IpoayKTel CropaHus OPOMBIIIIEHHOIO Mopomka tutaHa Mapku [ITM
IPEJICTaBIsUIA COOOM MOPUCTHIE CIIEKH.

Takast XpynKOCTb CIIEKOB, KaK U B MPEIbIAYIIMX CIy4yasx, o0ycloBJieHa
00pa30BaHMEM B MTPOLIECCE TOPEHUS TPOMEKYTOUHBIX MTPOIYKTOB.

[Tocne BU3yaJlbHOTO OCMOTpa CHEKOB — MPOAYKTOB CrOpaHHs, OHH ObLIH

MNOABCPIHYTHI U3SMCJIBUCHHUIO B araToBOM CTYIIKC.
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Ha pucynke 3.26 mnpeacraBieHbl MITPUXPEHTIEHOIPAMMBI IPOIYKTOB

CrOpaHus NPOMBILJIEHHOTO MTOPOIIKa TuTaHa Mapku [ITM.
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»- Ti (JCPDS 05-0662); - TiN (JCPDS 06-0642):
o- TiO, (JCPDS 21-1276);

Pucynok 3.26 — IITpuxpeHTreHorpaMMbl MPOAYKTOB CTOPaHUsl MPOMBIIIJIEHHOTO

ropouka turtana mapku 11TM

[Io nmaHHBIM peHTreHo(}a3zoBOro aHaiaM3a COCTAB NPOAYKTOB TOPEHUS

MMPOMBILIJIEHHOT0 mnopomka TturtaHa Mapka I[ITM mnpencraBiieH OCHOBHBIMHU



105
dazamu: TIN (JCPDS 06-0642), Ti (JCPDS 05-0662), TiO, (JCPDS 21-1276) —
pYyTHIL.

Ha Bcex mrpuxpentrenorpammax (puc3.26) npucyrtctByer 100% pediiekc
MeTtajuimdeckoro Ttutana (0=0,22440 HM), Ha pEHITCHOTPAMMax MOKHO
pOoCNeaNTh, KaK €ro MHTEHCUBHOCTh MeHsierca. s oOpas3uoB ¢ maccoit 0,1 u
0,2r THTEHCUBHOCTh MakcuMmasbHoro pediekca 100 %, HO ¢ yBEeIMYEHHEM MaCChI
oOpa3lja ero WHTEHCHMBHOCTh pe3ko cHuxkaerca. HutencuBHocts xe 100%
pedutekca TIN (d=0,2120 uM) npu HeOOIBIIKUX Maccax 00pa3ioB nopsaka 90%, u
c yBenmueHueM Macchol gocturaet 100%.

Pediekcel okcuga TuTaHa MPHUCYTCTBYIOT HAa BCEX PEHTIEHOIpaMmax, U C
yBenuueHrneM macchl obpasma 100% peduekce (d=0,3247 M) cTaHOBATCS OoJjiee
uHTEeHCUBHbIM. [lpu yBenmmyeHuum Maccel o00pasna, Teria, BBIACIIEMOrO B
pe3yibTaTe TOPEHHsS METAUIMYECKOro TUTaHa, CTAHOBUTKLCS BCe OOJIbIe, U OHO HE
YCIIEBAET OTBOJUTHCS MOMJIOKKONW M OKPYKAOUIEH CPEAOH, B PE3yJbTaTe€ YEro
HUTPHUJA TUTAHA TOKUCIISIETCSI.

YMeHbllleHHe peduiekca METALTMYECKOTO THUTaHa CBSI3aHO C JOCTHKEHUEM
YCIOBUM TOpEHUS, MPU KOTOPBIX OOJbllIee KOJIMYECTBO MOPOIIKA YCIEBAET
MPOpPEarupoBaTh.

CopnepxkaHus HUTpUJA TUTaHA HAYMHACT PACTU C YBEIUYCHHUEM MACCHI
oOpasnia, 10 M=2r (puc. 3.27); 3nech coiepkaHue HUTpHUAA TUTAHA JTOCTUTAET
MAaKCUMAJIbHOTO 3HA4Y€HUs, a COAEPKAHUE HEIOTOPEBIIEr0 METAIMYECKOTO
TUTaHa MHHMMalbHO. C yBEJIIMYEHUEM MacChl OOpa3lOB COJEpKAaHUE HUTPHIA
TUTaHAa MEHSJIOCh HE3HAYUTEIBHO. DTO OOBSICHIETCS TEM, UTO JJi 00pa3ioB OoJiee
21 mpoliecc TOpPEeHUs MPOTEKal B YCIOBUAX, OJU3KUX K CTAI[MOHAPHBIM.

[lo maHHBIM SJIEKTPOHHO-MHUKPOCKOMUYECKUX HCCIEIOBAHUN TMPOIYKThI
TOpPEHUsl TPOMBIIIIEHHOTO TMopoiika TuTaHa (puc. 3.28) mpeactaBisuin coOoi

00BEMHBIE YaCTHUILIBI OCKOJIOUHOM (hOPMBI ¢ pazMepaMu NOBEpXHOCTH 10x15 MkM.
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Pucynok 3.27 — 3aBucuMocTh oTHOCUTENbHON HHTeHCUBHOCTU 100% pediekca ot
Macchl 00pasiia

e

Pucynox 3.28 — Onekrponnble MukpodoTorpaduu MPOIYKTOB CropaHUs
MIPOMBITIUIEHHOTO TTopoika Tutana Mapku [ITM B Boznyxe a) x2500 6) x8000

[Topomok TUTaHa TpenCTaBiIsAeT COOOW OTrpaHEHHbIE YAaCTHUIBI OOBEMHOMN
HernpaBuiIbHOU (hopmbl ¢ rpaHsmMu pasmep yacTtull 10-30 mxMm. IIpoaykTsl cuHTE3a
MPEACTABIAIOT CO00M OOBEMHBIE YACTHUIIBI OCKOJOYHON (OpMBI C pazMepamu

noBepxHOCTH 10-15 MKM.
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3.4 MexaHu3M HUTPHI000pa30BaAHMS NIPH FOPeHUH MOPOMIKOB MeTaynoB I11-

IV rpynn B Bo3ayxe

Hanuune cBsi3aHHOrOo a30oTa B NPOJAYKTaX TOPEHHUS METAIOB B BO3AYyXe
BIIOJIHE 3aKOHOMEPHO, TaK KaK B COCTaBe BO3ayxa coiepxutcs 79 00.% aszora. K
COXKAJICHHWI0, B OOJBIIMHCTBE pabOT 1O TOPEHUI0 METaNIOB B BO3IYyXE
UCCJIEIOBAINCh, B OCHOBHOM, KHHETHYECKHE XapaKTePUCTHKU TOPEHUS U HE
IPOBOAMJICS aHAJIU3 MIPOMEXKYTOUYHBIX U KOHEUHBIX MPOAYKTOB, YTO O0YCIIOBIIEHO
METOJUYECKUMH TPYAHOCTSAMU B OIpPENEJICHHH COCTaBa IPOMEKYTOUHBIX
coequHeHn. CrekTpalbHbIE METOJbl MMEIOT HEOOJIBLIYI0 TOYHOCTb, MO3TOMY
OOJBIIMHCTBO UCCIIEI0BAaHUI COCTaBa MPOMEKYTOUHBIX COETUHEHHUI TPOBOAMIIOCH
110 KOCBEHHBIM XapaKTEPUCTUKaM IpOoIecca TOPEHUsI.

dopMHpOBaHUE CAMOCTOSITENIBHBIX (a3 HUTPUJIOB B MPOAYKTaX CrOpaHuUs
metaiioB -1V rpynn sBisieTcs 0coOeHHOCTHIO UX TopeHus B Bo3ayxe. [Ipu atom
CYILIECTBEHHBIM SIBJISIETCS CTaOuau3aius OoyiblnX KojmuyecTB (Oosee S0 mac.%)
HUTPUJOB, TO €CTb B YCJIOBHUAX BBICOKUX TEMIEpPATyp MPOUCXOAUT HX
KalCyJIMPOBaHKUE: B MPOTHBHOM CIIy4ae COTJIACHO TEPMOJUHAMHYECKHM IaHHBIM
(ITpunoxenue 3), BEpOSTHO, MPOUCXOAMIO Obl UX AookucieHue. [loaydyeHHsle B
paboTe SKCTIepUMEHTAIbHBIE PE3yNbTaThl U TEPMOAMHAMHUYECKUN aHAIN3 JAI0T
OCHOBaHMs mpeamnosiaraTb 00 00pa3oBaHHE HUTPUIOB HA BTOPOM CTaaAUH
(BBICOKOTEMIIEpATYpHON) ropeHus. Vcrnonb3oBaHHE MPOMBIIIICHHBIX MOPOIIKOB
BMecTo CTIIA B KayecTBe HMCXOIOHBIX PEAreHTOB HE YXYAIIAET YCIOBHS IS
CHUHTE3a HUTPHUIOB B Bo3ayxe. [lo uTepaTypHbIM [aHHBIM, MpPU CHKUTAHUU
MOPOILIKOB METAJUIOB B CMECAX C OOBIYHBIMHU OKHCIIUTEISIMU B aTMoc(epe Bo3ayxa
Wi B Qakerne coiepkaHHe HUTPHUAA aJIOMHUHUS B KOHEYHBIX MPOIYKTax Oyner
3HAYUTENIbHO MEHbIIE, YEM MpPHU CKUTAHUM MOPOLIKOB B CJIOE, T.€. B YCJIOBHSIX

(GUIBTPALIMOHHOTO TOPEHUsT 00Pa3IIOB.
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Tabnuna 3.2 — TepmoauHaMUUecKHe CBOMCTBA OKCUAOB M HUTPUIOB aTIOMUHUS

TUTaHa U UPKOHU [250]

Coenunenue Temneparypa OHTaIBIUS CranpgaptHas TenmnoeMKoCTh
IJIaBJICHUS, oOpa3oBaHwsl, SHTPOIHUS, Cp,

°C AH?% AS g Jx/(Mois - K)

kJ[x/Momb Hox/(moibK)

a-Al,03 2044 -1675 o1 79
v-Al;03 (1) - -1657 53 83
AlO(1) - +67 218 31
Al,O(r) - -144 257 o1
Al,O,(r) - -406 280 61
AIN (1) 2430 (Bo3r.) -319 20 30
TiO (1) 1780 -526 35 40
Ti,03(1) 1842 -1518 77 96
TiO, pyruu (1) 1870 -944 50 56
TiO, anara3 (T) - -939 50 56
TiNy (1) 2947 -323 30 37
Zr0; (1) 2170 -1100 50 56
ZrN (1) 2990 -371 39 40

3.5 OcobenHocTn PU3NKO-XUMHYECKON CTANMHHOCTH rOPeHHs NMOPOIIKOB
MeTaJJIOB B BO3AyXe

CraguiiHOCTh IPOLECCOB TOPEHUs MOPOIIKOB METAUIOB M Oopa
HaOJI0IaeTCsl HE TOJIBKO B aTMoc(epe BO3AyXa, HO U IPU HATMYUHU TOJIBKO OJTHOTO
OKHUCJIMTENST — KUCIIOPO/Ia, a30Ta WM, HapuMep, yriaekucaoro rasza [138]. B atom
cly4ae HaJIM4Me CTaAui MOXeT OBbITh CBsi3aHO C  (opmMupoBaHHEM
MPOMEXKYTOUHbIX coenuuenuid: metawisl |-V rpynm, kak npaBuio, umeroT
HEYCTOWYMBBIC OKCUbI B HU3IINX CTENEHIX OKucienus [ 139].

[Toce mepBOM CTaauM TOPEHUS IMOPOIIKOB METAJUIOB B BO3AYyXE IpH
aTMOC(EpHOM JIaBJIEHUH, COJECpKAHUE MeTala B oOpa3lax yMmMeHbIIaeTcs Ha 2-/
Mac.%, T.e. IPOUCXOIUT TOJBKO MOBEPXHOCTHOE B3aUMOJECHCTBUE C BO3IYXOM.
[Tocne mepBoOil CTaauM TOBEPXHOCTHOTO TOPEHHUS B TPOIYKTaX OOHAPY>KEHBI
cielbl CBSI3aHHOTO aszora. Hamuuue BTOpol cramuu (HUTpUI00Opa3yrouiei)
METAJIJIOB TIJIOXOU

TOpPEHHUs] B BO3IYyXe

MOPOIIIKOB ompeeIsieTcs
TEIUIONPOBOJHOCTHIO  CBOOOJHOHACKIMAHHBIX TMOPOIIKOB - YaCTUIBI HMEIOT

TOYEYHBIE KOHTAKTHI APYr C APYrOM, U MO3TOMY TEIUIO XMUMHUYECKOW pEaKUuu
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TOPEHUSI HE YCIEBAET OTBOAUTHCA M MPAKTUYECKU IOJTHOCTHIO TPATUTHCS Ha
MJIABJIEHHE HOBBIX MOPUUM MeTasuia. JIeTyuecTh )KUAKUX METAIIOB B IPUCYTCTBUU
WX COOCTBEHHBIX OKCHJIOB yBeIM4YuBaeTcs Ha mnopsaku [138], razooOpasHbie
JeTy4re MPOMEKYTOYHBIC OKCHJBI W pacIljlaB alFOMHHHS OBICTPO PEarupyroT C

a30TOM, 00pa3yst HUTPU/IBI.

3.6 Kunernyeckue ¥ TepMOAMHAMMYECKHE (DAKTOPBI IPH A30TUPOBAHUU
MOPONUIKOB AJIOMUHMS NPU FOPEHNH B BO3IyXe

Cxema  BO3MOXHBIX  pEaKIUWA TOPEHHUS]  AJIOMUHUA C  Y4ETOM
TEPMOJUHAMHYECKOTO COCTOSIHHSI HCXOJHBIX, MPOMEXKYTOUHBIX W KOHEYHBIX
MPOJYKTOB TOPEHMSI TPU HAJWYUU JBYX OKHUCIMTEIICH - KHUCIOpoJa M a3oTa
npejacrasiieHa B Tabnuie 3.3. AHanu3 cTajuil TOpeHus MOKa3bIBaeT, YTO Hauboliee
3HAQUUMBIM HMCTOYHMKOM TEIUIOTHI IPH BHICOKOM Temmeparype (Gosee 2000°C)
SBIIICTCSI peakmnus okucieHus amoMuaus 10 Al,Os. Ilpu HM3KHX Temmeparypax
kpoMe dopmupoBanus Al,Os, TemtoTy gart peakuuu oopazoBanus Al,O u AIN
(cm. Tabn. 3.3). Hutpun, oOpasyrommiicss U3 Ta3000pa3HbIX MPOAYKTOB, 3a0upas
TEIJI0O TOpPeHUs Ha ce0s, KOHICHCUPYETCS U CTAOUIU3UPYETCs, MOKPHIBASICH C
noBepxHocTH 0-Al,O3 yCTOMYMBBEIM TPH BBICOKMX TEMIIEPATypax COCAMHCHHCM.
CrnenoBaTesbHO, MEXaHU3M HUTPHUI000pa30BaHMs B BO3AyXe, Hanboiee BEPOATHO,
CBSI3aH C KHUHETUYECKUM TOPMOKEHUEM TEPMOJMHAMUYECKH Ppa3pelIeHHbIX
peaKkIuii OKUCIICHUSI HUTPHUAa aTFOMUHMUS.

Pe3ynbTaThl TEPMOAMHAMHUUYECKUX PACUETOB IOJHOCTHIO MOJITBEPAUIINCH
NpU  DKCIEPUMEHTAIbHOM  TIPOBEPKE  HUTPUAO00pa30BaHUS B  BO3MAYXE,
BBITIOJIHEHHON B JaHHOM paborte. Hutpun amomunusi oOpasyeTrcss B MPOIYyKTax
CrOpaHHsI W MOXKET JOroparb IMpU YCIOBUU IUIOXOTO TEIIOOTBOAA OT

OCTBIBAIOIIETO O0Opa3Iia.



Tabnuna 3.3 — TemoBbie 3P eKTh BO3MOKHBIX pEaKIU, TPOTEKAIOIINX MPU TOPECHUH aTIOMUHUS B BO3YyXE

110

IlepBas cragus ropenus (T=400 - 700°C)

Bo3moxxHbie OHIAOTCPMHUYCCKHUC PCAKITUU

Bo3moxxHbIe 9K30TCPMHNYICCKHUC PCAKITNHN

o AH0298, o AHOZQB,
Peakuus T,, °C K JToK/MOUTD Peakuus T,, °C K JoK/MOTTD
Al (k) + Al03 (1) < snn. ]
Al (T)— Al () 660 11 ALO () 600-700 17
¥ -A1,05—0 -A1,05 ]fzeggﬂ"" 19 Al () + 0, > A1,05(1) -1676
‘3; (%) + Al20s (1) © AlO | g5 690 | 67 Al (k) + N, — AIN (1) 319
Bropasn cragus ropenns (T=800 - 2500°C)
Al () + Al 03 (1) > AIO | g0 o0 67 Al (1) + A1:05 (1) © | 500700 17
(1) A1,0 (1)
Al (%) — Al (1) 2467 291 A1,0 (r) + O, — A1,05 (¥) -1693
A1,03 (1) — A1,03 (%) 2047 109 A10 (r) + O, — AL,05 (k) -1609
é)lzo (r) & Al (r) + AIO 544 Al (D) + 0, — A1,Os (k) | Huokusis 2467 | -1567
Al,O; (k) <> Al () +O | 1763-2321 | 3037 A1,0 (1) + N, — AIN (1) -302
A10 (r) + N, — AIN (1) -386
AIN (1) <> AIN (1) 2400 545 A1 (r) + N, — AIN () -611
Joropaunue (T=1500 - 400°C)
AIN (T) + 02 — A1203 (T) -1038
A1203 ()K) — A1203 (TB) -109
Al (k) — Al (TB) 11
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3.7 CTpyKTypa BOJHBI TOPEHUsI IOPOLIKOB METAJJIOB B BO3/AyXe

Ha ocHOBe TMONYy4YEHHBIX JSKCIEPUMEHTAIBHBIX JAHHBIX  MOKHO
NPEJICTaBUTh CTPYKTYPY BOJIHBI TOPEHUS CO CIEAYIOIIMM paclpeesieHueM o
CTaaAUSIM (PU3UKO-XUMUYECKUX MPOIECCOB, IPOUCXOIAIIUX B BOJHE TOPEHUSI.

I'openne NOpoMIKOB ATIOMUHMS.

Cragus 1 (BocmjiaMeHeHHMEe M MeJICHHOE NMOBEPXHOCTHOE TOpeHHe
yacTtun). B ycrnoBusX mnpoBeAeHHs NPOLECCOB TOPEHHMS, PEAJTU30BAHHBIX B
JTaHHOM paboTe, yacTHIBl AIOMUHUS TIpU BoctiaMeHeHUH (T 4oen,=500-600°C)
OKUCJISIIOTCSL C MOBEPXHOCTH, MPAKTUUYECKH HE HU3MEHss1 MOpQOJOTHH, T.C.
npoucxoautT aud@Py3us KHCIOpPOAa uepe3 CJIOM OKCHAA Ha MOBEPXHOCTH.
TonmuHa  TJOEHKM  OKcuaa Ha  yacTumax  pacrer. Ho  mioxad
TEeMJIONPOBOAHOCTh CBOOOJHOHACHIIIAHHBIX MMOPOILIKOB, KOTOpash CHHUXAETC
IpU YBEIWYEHUHU Pa3MEPOB YACTUIl W TMOBEPXHOCTHU KOHTAKTAa YacCTHIL,
CIOCOOCTBYET HAKOIUJIEHUIO TeIla B JIOKAJbHON 30HE MOPOLIKOOOPA3HOTO
oOpasma. 3ateM, B JIOKaJbHOW 30HE 0Opasla, (HECKOJIbKO MKM) aJllOMHUHUN
MPOTPEBAETCS IO TEMIIEPATYPHI IIJIABICHHUS.

Cragusa 2 (ObicTpoe ropeHue). AJNIOMHHUNM T1OCJIE IUIABJICHUSA C
yBenunueHueM oobema (6,6 % mpu 658°C, 13 % npu 1000°C) npophIBacT MICHKY
OKCHJA, >KUJKUW aJIFOMUHUM BBITEKaeT. Jlamee MNpOUCXOAUT MIHOBEHHOE
a30THPOBAHHUE paciliaBa allOMHUHUS, Pe3kuii pocT Temiepatypsl g0 2000°C u
Oosiee. Bpicokas SPKOCTh 30HBI OBICTPOTO TOPEHUS CBUIETEIBCTBYET O
HAJIUYUM OOJIBIIOTO 4YHCIa Tra3o00pa3HbIX MNPOAYKTOB, KOTOpbhIe 00JagaroT
0oJsb1IION BOCCTAHOBUTEIbHOMN CIIOCOOHOCTBIO u pearupyror
IPEUMYILIECTBEHHO C a30TOM BBUJY OOJIBIIMX €r0 KOHLIEHTpAUUil U ObICTPOro
pacxojia KUciaopoaa Bo (PpOHTE BOJTHBI TOPEHHUS.

KBa3zucraumonapHoe «o0bemHoe» ropenue. KoHeyHble Malible
pa3Mepsl UCCIEIOBAHHBIX KOHUUECKUX MOPOIIKOOOPa3HbIX 00pa3loB (IuaMeTp
OCHOBAaHHUSI KOHYCa - HECKOJIbKO CAaHTUMETPOB) MPUBOASAT K TOMY, YTO TEILIO
rOpeHHs] B 3HAUYUTEIbHOW CTENEHU MepelaeTcsi NpPOAyKTaM CropaHus U B

HEeOONbIIOW CTENEeHH OTBOAUTCS 4Yepe3 MomloxkkKy. Takum oOpazowm,
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MPOUCXOAUT (POPMHUPOBAHKE TITUPOKOU «30HBI JOTOpPaHUS» (IO TEPMUHOJIOTHUH,
npunsaTod g CBC mpoueccoB). YMEHbUIEHHE TEeMIEpaTypbl MPOUCXOIUT
OYEeHb MEJJIEHHO, 30Ha TOPEHHUsS MO pa3MepaM CTaHOBUTCS COU3MEpUMaA C
pasMepoM oOpasla, Ha TEPMOTrpaMMe MOKET HAOJII0JaThbCd BTOPOH MAaKCUMYM
TeMIIepaTyphl, CBSI3aHHBIA C BO3BPATHBIM JBH)KEHHUEM 30HBI TOpeHHs. Peakuus
MPOMEXKYTOUYHBIX Ta3000pa3HBIX MPOAYKTOB CTOpPaHHUS C a30TOM IPOUCXOJUT
NPAKTUYECKH A0 MOJTHOTO PAaCXOJ0BaHMS METAJIa, KOTOPBI MOKET BCTYIIUTh B
peakuuu ropeHus. CymecTBYIOT U ra30JMHAMUYECKUE OTPaHUYCHUS IMOJHOTO
pacxojia pearenra npu aTMoc(hepHOM JaBICHHUH.

Jloropanue (30Ha ¢GopMHUpPOBAHMS M KPHUCTAUIM3ANUU NPOAYKTOB
cuHTe3a). OcThiBaHHWE TMPOJYKTOB TOPEHHS HAYMHAETCS C  HIKHEH
MOBEPXHOCTH KOHMYECKUX 00pa3LoB. 3HAYUTENbHASA YacTh NPOAYKTOB CUHTE3a
CTaOUJIM3UPYETCS B BUJE aHU30TPOIMHBIX MTOJIbYATHIX KPUCTAIOB. MexaHu3m
pOCTa HMroJpYaThIX KPUCTAJJIOB, Haubojiee BEPOSITHO, COOTBETCTBYET CXEME
«Iap-KUJAKOCTb-KPUCTAIT», MPU KOTOPOM HUIoJIbYaThle KPHUCTAIIbl HUTPHUJA
amtoMUHUS (OCHOBHOM (ha3bl MPOJYKTOB CrOopaHusi) GOPMUPYIOTCS U3 Tra30BOU
peakuuu yepes KUKy (aszy. UronpuaTeie KpUCTAILIBI HUTPUAA ATFOMUHUS C
MOBEPXHOCTU MOKPBITHl TA30HEMPOHUILIAEMON MIEHKONW OKCHIA, YTO IMO3BOJISIET
UM CTaOMJIM3UPOBATHCS U HE JOOKHCIUTHCA KUCIOPOoIoM Bo3ayxa. Kpome Toro,
GOpMUPOBAHUIO HUTPHUIOB B BO3JyXE CIOCOOCTBYET JOCTATOYHO OBICTpOE
OXJIaXKJIEHHE MPOIYKTOB CHUHTE3a 10 TeMieparyp Huke 1000°C, nmpu KOTOpOH,
o naHHbM JITA, HAaUMHAETCA OKUCIEHHUE MPOAYKTOB CUHTE3a B BO3JyXE.

Jlns moATBepkKIACHHS MPENJIOKEHHOTO MEXaHM3Ma MPOBOJUIN 3KCIEPUMEHTHI
no 3akajke o0pa3uoB. Meroauka TMpPOBEIEHMS OKCIEPUMEHTa, Oblia
cleayrolasi, HaBeCKy MPOMBIIIJIEHHOT0 MOPOUIKa MeTaia CBOOOIHO HachIalu
Ha METaJJIMYECKYIO0 TMOJJIOKKY B BHUJIE YCEUEHHOro KoHyca. MHUIIMHpOBaHUE
MPOBOJUIN HUXPOMOBOW CIIMPaibl0, MOCIE Yero oO0pasibl TacHJIM MYTEeM HX
pa3aBiIMBaHUS  MEXAY  MAaCCHUBHBIMM  METAUIMYECKHUMHU  IJIACTUHAMU

npeKpaias 10CTyl BO3/1yXa) C pa3HbIM BPEMEHHBIM HHTEPBAJIOM.
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Pucynok 3.29 — Cxema 00pa3oBaHUsi HUTPUAOB U OKCUHUTPUIIOB MPHU TOPEHUU

MPOMBITIUICHHOTO TTOponTKa amoMuaust Mmapku [TATT-2
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[Tocne ramenus: oGpasna NpPOBOIUIN BU3YaIbHBIN OCMOTpP, U3MEIbUCHUE
B araToBOM CTymKe, peHTreHo(a30BBII M XMMHUYECKUN aHaiIu3. Pe3ynbrarsl
peHTreHo(}a3oBOro aHaiau3a MpeacTaBieHbl HAa pucyHke 3.30.

Ha peHTreHorpaMMe NpOMBIIUIEHHOIO NOpoIIKa amomMuHus (puc. 3.30)
BUJIHO, YTO INpH ramieHuu odpasua yepe3 SOc¢ mociie MHULMUPOBAHUS HA MEPBOM
(HM3KOTEMIIEpaTypHOI) CTaJuu FOPEeHus, 1O JaHHBIM PEHTT€HO(a30BOro aHaIM3a
HET peQIIEKCOB COOTBETCTBYIOIIMX HUTPUAY WIH OKCUHUTPUAY AQTIOMHUHHS, a
OPUCYTCTBYIOT pe(]eKchl METaUNIMYeCKOro alloMUHUS W ero okcuaa. llpum
ralieHuy Ha BTOPOH (BBICOKOTeMITepaTypHoi) ctaauu (60-90¢) kpome pediiekcos,
COOTBETCTBYIOIIUX  METAJUIMYECKOMY  aJIOMUHHMS M  OKCUAY  aJIFOMHUHMUS,
HOSIBJIAIOTCS  pe(IeKChl HUTPHUJ AIIOMHHMS U OKCHHUTpuAa amoMuHus. C
YBEIMYECHHE BpPEMEHM TOpEHHs B Mpeleraax BTOPOM CTaguu, HPOUCXOIUT
YBEJIIMYECHUE MHTEHCUBHOCTH pE(PIEKCOB HUTpHUJA W OKCUHUTPUIA, TAKKE
HE3HAYUTEJIbHO BO3pacTaeT HMHTEHCUBHOCTh pe(JIeKCOB OKCUIAa aJOMUHUS,
MHTEHCUBHOCTh K€ PE(IIEKCOB allOMUHUSI yMeHblaerca. Ha Tperselt cranuu
(octeiBanne 90-0oc) MHTEHCHBHOCTH pE(IEKCOB aIlOMUHUS HadyMHAeT Oojee
UHTCHCUBHO YMEHBIIAThCS, KaK M PEPIEKCOB COOTBETCTBYIOUIUX HUTPUAY
AIIOMMHMSI, U TPOUCXOJUT JOOKUCICHHE HUTpuAa amoMuHusa. CoaepikaHue

OKCHJa U OKCMHUTPpHU A HC MCHACTCS.
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Pucynox 3.30 — 3aBUCMMOCTb HWHTEHCUBHOCTH pe(IEKCOB MOTalmeHHbIX

IMPOAYKTOB CropaHusd ITPOMBIIIJICHHOI'O IIOPOIIKa aJIIOMHHHA MApKH ITAII-2 ot
BPEMCHH I'OPCHUA

MeTtonuka 3aKaikd MPOMBILUIEHHOTO TMOpOIIKa TUTaHa M=2r Obuia
aHanornyHa npeapaymen. [locne ramenus, oOpaszer u3menbyancs U NpoOBOANICS
peHTtreHoda3oBblii aHanu3. Ha peHTreHorpamMme NPOMBIIUIEHHOTO MOPOIIKA
tutana (puc. 3.31) Ha nepBoi (HU3KOTeMIepaTypHoOi) ctaauu ropenus (5-13¢) mo
naHHeiM  PDA  Her peduiekcoB, COOTBETCTBYIONIMX HUTPUAY THTaHa, a
IPUCYTCTBYIOT pPEeQIIEKChl METaUIMYECKOro THUTaHa W ero okcujga. Ha Bropoi
(BeIcOKOTEMIIepaTypHOil) ctanuu (13-27c) kpome pediekcoB, COOTBETCTBYIOIINX
METaJUIMYeCKOMY THUTaHy W OKCHIY THUTaHAa, MPUCYTCTBYIOT pPedICKCHl HUTPHUT
TUTaHa, U C YBEJIMUYEHUEM BpPEMEHU ropeHus 3To pediiekcsl Bo3pactatot. [locre,
Ha CTaJuU OCTBHIBAHHUS, KaK U B CIy4ae C IMOPOIIKOM aTIOMHHUS, MPOUCXOJIUT
JIOOKHUCJICHHUE HHUTPUIOB THUTaHA, COOTBETCTBEHHO HWHTEHCHUBHOCTH pe(IIEKCOB
Hutpuaa nagaet. ColepkaHUE OKCHIA TUTaHA Ha MPOTSHKEHUM BCETO TOPEHHS

N3MCHSCTCS HC3HAYNTCIIBHO.
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Pucynox 3.31 — 3aBUCMMOCTb HWHTEHCHUBHOCTH pe(JIEKCOB MOTalmeHHbIX

IIPOJYKTOB TOPEHHUS MPOMBIIUIEHHOTO NOopomka Tutada Mapku [ITM ot Bpemenun
TOPEHHUS

[Ipu 3akanke NPOMBIIUIEHHOTO TMOpOIIKAa UUPKOHUSA HaOIr01amach
aHAJIOrM4Hasi KapTHHA XOTS caM IPOLECC T'OPEHUS NPOMBIIUIEHHOTO IOPOIIKA
HUPKOHUS OTJIMYAETCS OYEHb KOPOTKOM NMEPBOM (HU3KOTEMIIEPATYpHOI) cTaaueH,
mporuecc HUTPU000pa30BaHUs pu TOPEHUHN UJET AHAJIOTUYHO
HUTPUI000pA30BaHUIO QIIOMMHMS W TuUTaHa. HUTpuJ UMPKOHMS HauYMHAET
o0pa3oBbIBaTbCd Ha BTOPOM (BbICOKOTEMIlepaTypHoi) cramuu (puc. 3.32), u
MaKCHUMaJbHOE €ro cojepxaHue HaOroJaeTcsi K KOHIy BTopoil cranuu. Ilocne

4qCro, Ha craauu (OCTBIBaHI/ISI) IMPONCXOAUT JOOKHUCIICHNC HUTPHUAA HIUPKOHHUS.
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Pucynox 3.32 — 3aBUCHUMOCTh HWHTEHCHUBHOCTH pe(IEKCOB MOTAIIEHHBIX

MPOAYKTOB CTrOpaHUsi NPOMBIIUIEHHOTO mopomka nupkonuss mapku I[ILpK-3 or
BPEMEHU TOPEHUS

[IpuBeneHHas mo crajuiiHasi cXeMmMa CHHTE3a HHUTPHUAA ATOMUHHS IpU
TOPEHHH TMOPOIIKOB METANIOB B BO3AyX€ MNPUHIIMIHUAIBLHO COTJIACYeTCs CO
cxemoil mpouecca CBC B azore, npemnoxeHnoit B.D Jlopasn u N.IL
Boposunckoit [141]. B CBC peakiusx cunre3a AIN B Bo3ayxe MakcHMMasbHas
TEeMIIepaTypa TOPEHHs OTpaHHYeHa CBepXy Temreparypoil cyomumarmu AIN mpu
armoceprom masienun — 2400°C, T.k. cyOnumanus TpeOyeT 3HAYMTEIbHBIX
3arpar Teria. 1o ecTh, AN TOMy4YeHUs HUTPUAA aTOMUHUS B 3HAYMTEIbHBIX
KOJIMYECTBAX, MaKCHMajlbHas TeMIeparypa TOpPEHHsS JODKHA OBITh HIDKE

Temneparypbl cyonumanuu AIN.
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3.8 BbiBOaBI IO IJ1aBe

1. XapaktepHoii 0COOEHHOCTBIO TOPEHUSI TPOMBILIUICHHBIX MOPOIIKOB ATIOMUHHUS,
TUTAHA U IUPKOHUS B BO3JyX€ SIBJISETCS CTaIuiHOCTh. Ha mepBoi craauu
npoucxoaut U@ y3MOHHOE OKUCICHHE TMMOBEPXHOCTH YaCTHIBI MeTalljia
(MeasieHHas cTajus) Ha 3TOM CTaJuM TeMIlepaTypa JocTUraer 3HaueHus Jlanee
KUJKO- uiu razodaszHoe ropeHue (ObicTpas cTaaus) c oOpa3oBaHUEM
IPOMEXKYTOUHBIX TPOAYKTOB - Ta3000pa3HbIX CYOOKCHIOB META/IOB, W3
KOTOPBIX 00pa3yloTcs M CTAOWJIM3UPYIOTCS HUTPUJIBI B BUIE OCHOBHBIX (ha3 B
npoaykrax cropanus (MakcumanbHO: AIN 69 mac.%; AlsOsN 89 mac.%; TiN
88 mac.% , ZIN 90 mac.%) Ha 3Toil cTaguu TeMiiepaTypa JOCTUTaeT 3HaYEHUs

2. IlpuMeHeHHe TPOMBIIICHHBIX MTOPOIIKOB AIIOMUHUS, TUTAHA U IIUPKOHUS IS
CHHTE3a HHUTPUJOB W OKCHHUTPUIOB IIyTEM CXKUTAHUSA B BO3AyXe IMIpH
aTMOC(EpHOM JABJIEHUU TO3BOJSIET MOJYYUTh HOPOAYKT C COAEpNKaAHUEM
HUTPUIHBIX (a3 He HUXKE, 4YeM U1 MPOJYKTOB CrOpaHUs CBEPXTOHKUX
MIOPOIIIKOB.

3. IMapameTpsl aKTUBHOCTH TMPOMBIILIEHHBIX TMOPOIIKOB METAUIOB  IIPH
OKHCJICHUM W TOPEHHHM B BO3ayXe yBenawmuuBaiorcs B psagy Al-Ti—Zr u

KOPPETUPYIOT € TEIJIOTaMH 00pa30BaHus OKCUIOB (HUTPUIOB) METAILTIOB.
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I'TABA 4. KEPAMUKA HA OCHOBE HHUTPUICOIEPKALINX
MATEPHAJIOB

OkcUHMTpUJHAS  KepamMHKa ObUla  TOJy4yeHa  METOJAOM  TOpSYero
M30CTATUYECKOTO MPECCOBAHUS U3 MPOAYKTOB TOPEHHUS MPOMBIIUICHHBIX
MTOPOILIKOB METAJIJIOB B BO3AYXE.

Jns mpou3BOACTBA KEPAMUKH HCIOJIB30BAIMCH KEPAMUYECKUE MOPOLIKHA —
NPOAYKThl TOPEHUS allOMUHUS M IupkKoHus. llepexn mpeccoBaHWeM MHOPOIIOK
U3MENbYANICS U 3aTEM IMPOCEHUBAJCS 4Yepe3 CUTO C pa3zmMepoM suerku 100 MKM,
MoCJIe 4ero MOoCTymajl Ha mpeccoBanme. [Ipecc-popma Oblma W3roTroBlieHA U3
Mukpoyriepona, & mpecc-popmer = 0,013m. Ilocne anammsa IMTEpaTypHBIX
JAaHHBIX, OBUIM BBIOpAaHBI  CIEAYIONIME TMapaMeTpbl CHUHTE3a: Harpyska
MPEIBAPUTEILHOTO MPECCOBaHUs 3T, HAarpy3ka BO BpeMs cuHTe3a = 460kr, ObLIH
BBIOpaHBbI CJICAYIONINE TEMITEPATYPhI 1550°C, 1600°C, 1650°C, u BPEMsI BBIJIEPKKU
30 mMuH.

Jliist onipesiesieHust BEIIECTBA - MCTOYHUKA, U3 KOTOPOTo 00pa3yeTcs: HUTPUL
ATIOMHUHUS TIPU TOpSiUeM MPECCOBAHUM, ObLIa MUCCIEAOBAaHA MEXaHUUECKas CMECh,
cocrosimas u3 AIN 50 mac.% u o-Al,O3 50 mac.%, crpeccoBaHHast B TaKHX K€
yCIIOBUSIX (TeMIepaTypa, 1aBJIeHUN, BPEMEHU CIICKAHMS).

[lonyuyeHHble KEepaMHYECKHE€ MaTepuajibl ObUIM  MPOAHATU3UPOBAHBI
Merogamu: POA, DM, u onpeneneHsl CIeAyOUUE XapaKTEPUCTUKHU: TUIOTHOCTb,

MUKpPOTBEPAOCTh, TPEILIMHOCTONKOCT.

4.1 TexHoJiorn4yeckasi cxemMa MoJy4eHuss HUTPUIHONH KepaMUKH

B nanHowm pasznerne paboThl MpUBEICHA MPUHITUITHATIbHAS TEXHOJIOTMYECKast
cxema (puc. 4.1) nonydeHus: KEpaMUKHU U3 TPOTYKTOB TOPEHUS MPOMBIILIEHHBIX
MOPOIIKOB B BO3/IyX€.

[IpennoxkeHHass TEXHOJOTUYECKas CXeMa MOXET ObITh pealn30BaHa
MPaKTUYECKA Ha JIIOOOM  KEpaMHUYECKOM TIPOM3BOJICTBE, IIOCKOJIBKY B

MPOU3BOJICTBE  3aJeHCTBOBAHO CTaHAAPTHOE OOOpYJAOBaHHUE KEPAMHYECKUX
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3aBOJOB, M HC Tpe6yeT Nponu3BOACTBA HOBOI'O CJIOKHOI'O A0POroCToAICTO
o0opyaOBaHUSI.
TexHonoruueckas .
KoHTponmpyembie mapaMeTpsl Mertoapl ucciaeaoBaHui
CTaaus
[TOATOTOBKA Hudpakromerp JJPOH-3M,

MopoIIKooopas [+
HBIX PEarcHTOB

Jlo3upoBaHuE | 4

Da30BBIN U XUMHYECKUN COCTAB

XUMUYECKHUI aHAJIU3 IO METOLY
Krenbpans

JucnepcHOCTh 1 MOPQOJIOTHS
JaCTHI]

U3mepenue yaensHON
noBepxHocTH 1o Meroxy bOT,

ANIEKTPOHHBIA MUKpOockon JSM
840

A

Macca (06beM) 00pasion

BecoBbie MmeTOABI

I'openue TemneparypHble U SIPKOCTHBIE T BP 5/20
MOPOIIKOB XapaKTepUCTUKU CUHTE3a cepmornapa '
(cumres ¢doropeructparop OP-3
CxopocTb ropeHust
OKCHHHUTPHJIOB)
Hudpakromerp [JPOH-3M,
v @®a30BbIM U XUMHUYECKUM COCTAB | xpuMUYCeCKUM aHATU3 TI0 METOLY
Xapakrepusanus Kbenpaanb
NPOJYKTOB < Usmepenue ynenbHoOU
CHHTE3a JucnepcHOCTh ¥ MOPQOJIOTHS | TOBEpXHOCTH 10 MeToxy bOT,
YaCTHIL 3NIEKTPOHHBIA MUKpocKor JSM
840
Y
Homyuenue Hudpaxromerp JJPOH-3M,
CIICHCHHBIX | 4 ®a30BbIN 1 XUMHUYECKHI COCTAB | XUMUUYECKUM aHATU3 IO METOAY
U3ACJINH Keenbnans

Temneparypa criekaHust

Tepmomnapa Pt/PtRh

Ddusuko-MexaHnyecKue
CBOWCTBA CIIEUEHHBIX U3ICITUNA

Muxkpotsepaomep [TTM-3,
CrangapTHbIE METOIUKHU O
cootBercTBytommM ['OCTam

Pucynok 4.1 — Texnonornueckas cxema NoJay4eHUs: OKCHHUTPUIHOW KEPAMUKHU

[ToaroToBka 00pa3IoOB 3aKJIOYaeTCS B TPOBEICHUM PEHTreHO(a30BOTO
aHajgu3a U ONpPEACJICHUS COJCpP)KaHHS OCHOBHOTO MeTajla B MPOMBIIIJIEHHOM
nopoiike. Ha cranuu no3upoBaHMsi MOPOIIOK HAChIMAETCsl JIeHTaMu. Bo Bpewms

npoliecca TOpeHUs € MOMOUIBI0 TEPMOIApPhl KOHTPOJMPYETCS TeMmIeparypa, a
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TaKKe€ CKOpOCTh TopeHus. [locie Cokuranus TMONYYEHHBIM CIEK IMOABEPraeTcs
W3MENIbUCHUI0, U Kiaccuukamuu (IPOCEeB Yepe3 CUTO ¢ pasmepom stueiiku 100
MKM). Tak ke Ha 9TOM dTare KOHTPOJIUPYETCS COACpKAHKME CBSI3aHHOTO a30Ta I10
metoy Keenbaans, u KoMM4ecTBO HEMPOpPEearupoBaBIlIero MeTaa.

Ha ctagum ropsiuero M30CTaTHYECKOrO MPECCOBAHHUS KOHTPOJIMPYEM CIIEAYIOTHE
napaMeTphl: TEMIEpaTyphl CUHTE3a, JaBJICHUE TPEIBAPUTEIHLHOTO MMPECCOBAHUS U
Harpy3Ky BO BpeMsl ClieKaHusl. J[151 TOTOBBIX KepaMHUECKUX 00pa3I[OB OMpeaesieM
MOPUCTOCTh (TUAPOCTATUYECKUM B3BEIIMBAHHUEM), MUKPOTBEPOCTh (Ha mpubope

[ITM-3) u conepxaHue CBA3aHHOTO a30Ta Mo MeToy Kbenbaas.

4.2 @OuU3MKO-XMMHYECKHE XAPAKTEPUCTHKU IMOJYYCHHOH HUTPUIHOM
KepaMMKH

[TosryueHHBIE KEPAMUYECKHUE TIOPOIIKH HCCIIEIOBATIUCH METOIOM
pPEHTreHo(ha30BOro aHaJIu3a.

[To nanHpIM peHTreHogazoBoro ananuza (puc 4.1 a) cocraB MPOIYKTOB
TOpPEHHs] TMPOMBIIIJICHHOTO Topoika amoMmuaus mapku [IAIl-2 mpencraien
ocuoBubiMK (azamu: AIN (JCPDS 25-1133), Al;OsN (JCPDS 36-0050), Al
(JCPDS 04-0787), a-Al,03 (JCPDS 46-1212).

[locne aHanu3a AUTEPATYPHBIX JaHHBIX OBUIM BBIOPAHBI TEXHOJOTMYECKUE
PEXUMBI (TeMIlepaTypa, JaBJIeHHE MPECCOBAHUS, BpEMs CIIEKaHUs1) AJIs TOJIyYEeHUs
KEpaMUKH.

TemmepaTypa m3Mensiach B mpegenax 1550 - 1650°C, Bpems criekaHms
n3Mensuach 30 -60 MuH.

Ha (puc 4.1 0) mpencraBieHa peHTIeHOrpaMma KEpaMUKH W3 TPOIYKTOB
CropaHds IOpOIIKA ATIOMHHHS B BO3dyxe, moiydennoil mpu T=1550°C. Ha
pPEHTTEHOTpaMME MOXKHO BHJAETb, YTO MPAKTUYECKH HCUYE3TH  pedIeKCh
COOTBETCTBYMOIIME MeTaummdeckoMmy amomunuio (100% peduiexe d=0,2338 um).
Kpome »9sToro  HaOmOgaeTCs  CHIDKEHHE  MHTCHCHUBHOCTH  PEQIICKCOB,

npuHaekanmx okcuay (100% pednekc d=0,2550 HM) ¥ OKCHHHUTPHIY
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amomuanst  (100% pedureke d=0,2695 uwm). BepositHee Bcero, B Imporecce
CTHIEKaHUS METAJUTMYECKUN aTIOMUHUM MEPEXOAUT B HUTPUJ] AIFOMUHUS.

Ha puc. 4.1 B mpejicraBiieHa pEHTIEHOIpaMMa KEepaMHUKU U3 HPOIYKTOB
CropaHmsi MOpOIIKA ATIOMHUHHS B BO3AyXe, mosydeHHoii mpum T=1600°C. Ilo
naHHbIM PDA cocraB kepamMuku 1o (a3oBOMy COCTaBY HE OTJIMYAETCSI OT COCTaBa
KepaMUKU MOJIY4YeHHOM Ipu OoJjiee HHU3KOM TemmepaType, W IpeACTaBleH
ocHoBHBIMH (pazamu: AIN (JCPDS 25-1133), AlsO3N (JCPDS 36-0050), a-Al,0Os
(JCPDS 46-1212).

Ha pucynke 4.1 r npeacraBieHa peHTIeHOrpaMMa KEPaMHUKH U3 MPOIYKTOB
CrOpaHHs IOPOILIKA AMOMHHESA B Bosmyxe, mpu T=1650°C. Ilo mamusiM P®DA,
COCTaB KEpaMHUKH TMpenacTaBieH ocHoBHbiMH (azamu: AIN (JCPDS 25-1133),
Al;O3N (JCPDS 36-0050), a-Al,O; (JCPDS 46-1212). Ha penTreHorpammax
BUJHO, 4YTO HWHTEHCUBHOCTb pPE(QIIEKCOB, COOTBETCTBYIOIIMX OKCUAY U
OKCUHMUTPUAY QJIIOMHHHMS, CHUXAETCS, HO HE3HAUYUTEIbHO, a HHTEHCUBHOCTb
pedIIeKCoB, COOTBETCTBYIOIIUX HUTPUAY ATIOMHUHHUS, PACTET.

AHaNOrMyYHbIE MCCIENA0BAaHUS MPOBOAWINCH U Uil KEPAMHUKHM Ha OCHOBE
MPOAYKTOB TOPEHHSI MPOMBIIINIEHHOTO MopoIika mupkonust mapku [THpK-3.

Ha pucynke 4.2 npeacraBieHbl JaHHbIE PEHTI€HO()A30BOr0 HCCIIEIOBAaHUS
KEepaMHUKU Ha OCHOBE MPOJIYKTOB CTOPAHUS MPOMBILUIEHHOTO MOPOIIKA IUPKOHUS.

VYcnoBust cuHTe3a (TeMmmeparypa, AaBJIE€HHWE W BpeMs CIEKaHusi) ObUIU
aHaJIOTUYHBIMHU.

[Io nanHbpM PDA cocTaB nmpoayKTOB CropaHusi MPOMBIIUIEHHOTO MOPOIIKA

IUPKOHUS TIPEACTaBICH CleAyrommuMu ocHOBHbIMU (azamu: ZrN (JCPDS 35-

0753), Zr (JCPDS 05-0665), ZrO, (JCPDS 13-0307) - 6annemmr.
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Pucynok 4.1 — PeHTreHorpamMmsl a) MpPOJYKTOB CrOpaHUs MPOMBIIUIEHHOTO IMOPOIIKA
amomunuss mapku ITAII-2 B Bo3myxe 0) kepaMHMKH Ha OCHOBE MPOIYKTOB CrOPaHUs
MOPOIIIKA aJTFOMUHUS B BO3/IyX€, MOCJIE CIIEKAaHUS TIPU T=1550°C, B) KEpaMHUKH Ha OCHOBE
MPOAYKTOB CrOpaHUsl MOPOIIKA aTIOMUHUS B BO3yX€, MOCIIE CIEKAHUS TPH T=1600°C, r)
KEpaMUKH Ha OCHOBE IPOJIYKTOB CrOpaHus IOpOIIKAa AJIOMUHHUS B BO3JAyXe, IOCIE
criexanmst mpu T=1650°C
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Pucynok 4.2 — PeHTreHorpaMMbl a) KE€paMH4YECKOro IMOPOIIKA — MPOAYKTa TOpEHUs
IpoMBIIIIEHHOTO nopotka rupkonust mapku [1LpK-3 B Bo3ayxe 0) kepaMuku Ha OCHOBE
NPOJAYKTOB cropaHus mnopomka nupkoHuss mapku [IpK-3 mnocne cnekanus npu
T=1550°C, B)KEpaMUKH Ha OCHOBE H}(‘_))O,D;yKTOB CropaHusl IOPOILIKA LUPKOHUS MapKU
[MLpK-3 nocne cnekanust nmpu T=1600"C, r) kepaMUKu Ha OCHOBE MPOJIYKTOB CrOPAHUs
nopomrka mupkorns Mapku ILpK-3 mocite cniekanms npu T=1650°C
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Jlnst kepammuecknx Matepuanos yxe npu T=1550°C Ha penTreHorpamMmax
(puc 4.2 6) He HaOmOAANOCh PedIIEKCOB, COOTBETCTBYIOIMNX METAJUTMUYECKOMY
mupkonuio  (100% peduieke d=0,2338 HM). BepostHee Bcero, OH, Kak H
AIFOMHHMIA, pearupyeT ¢ a30TOM ¢ 00pa30BaHUEM HUTPHA IUPKOHUA.

[To naHHBIM peHTreHO0(ha30BOTO aHAIHM3a MPH YBEIMUECHUN TEMIIEPATyphl HE
MIPOUCXOANT 3HAUYUTEIBHBIX N3MEHEHUH

[Ipu cnexanun HaOmOAAeTCs W3MEHEHHE (POPMBI OKCHIa IMPKOHHS. B
UCXOAHOM KepaMHUYECKOM ITOPOIIKE OKCHA HMUPKOHUS mpeacTasien ZrO, (JCPDS
13-0307)- Gamnenut, a B KEpaMUKE OH MEPEX0IMI B TeKcaroHainbHyto Gopmy ZrO,
(JCPDS 37-0031), uTo CBSI3aHHO C €€ TOBBIMIEHHON YCTOWYMBOCTHIO MIPU BBICOKHX
TeMIlepaTypax.

Jl7ia onpeieieHns BeIIecTBa - UCTOYHUKA, U3 KOTOPOTO 00pa3yeTcs HUTPHI
ATIOMUHUSA TIPU TOPSYEM MPECCOBAHWHU, ObLIa TPUTOTOBJIICEHA W HCCIEIOBaHa
MexaHuyeckas cmecb, cocrosgmas u3 AIN 50 mac.% u a-Al,O; 50 mac.%,
CIIpPECCOBaHHAs B TaKWX K€ YCIOBHIX (TeMIlepaTypa, JdaBICHUH, BPEMEHU

CIICKaHUA).

a) ® AIN (JCPDS 25-1133)

14000 - ° °

B Al,O;(JCPDS 46-1212)
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2000 +

N HTEHCHBHOCTD, a0C.€/1.

6) . 14000

12000
10000
8000
6000
4000
2000

N HTEHCMBHOCTD, a0C.e1

Pucynox 4.3 — PenrtreHorpammel kepamuku cocrtosmiei u3 50 mac.% AIN u 50
mac.% o-Al,O; a) ncxoanas, 6) mocie crexanus mpu T =1650°C



126

Ha pucynke 4.3 npencraBiieHa peHTT€HOrpaMMa JJaHHOM MCXOJTHOM CMECH U
kepamukn pu T=1650°C.

ITo nanubpiM PDA coctaB kepamuku nipeacTtasiieH ¢azamu: AIN (JCPDS 25-
1133), a-Al,O; (JCPDS 46-1212). HccnemoBaHus MOKa3ad, 9TO MEXaHUYECKas
CMECh B IIpOIIECCE TOPSYEro MPECCOBaHUs HE MpeTepreBaja HUKAKUX (Da3oBBIX
npeBpaiieHuii. CocTaB ClIe4YeHHOW KEPAMHUKH COOTBETCTBOBAJI COCTABY MCXOJHOMN
CMECH.

[Tony4yeHHbie 00pa3Ibl OTIAUYAINCH XPYIKOCTHIO, OBLJIO BUAHO, YTO MPOIIECC
CTHIEKaHUsS TMPOIIET OYeHb IUIOXO MPH TAaKUX YCJIOBUAX (TeMIepaTrypa M Bpewms,
JIaBJICHHC)

Jljis oJTyueHus: CpaBHUTEIIbHBIX XapaKTEPUCTUK Oblla MOJydeHa KepaMuKa
merogom ['UMIl w3 mopomka HUATpUAA alIOMUHUA, IIOJYYEHHOTO II€YHBIM

cniocobom. Ha pucynke 4.4 npejicraBiieHa peHTT€HOTpaMMa KEPAMUKHU.

a) ® oo ® AIN (JCPDS 25-1133)
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Pucynok 4.4 — PeHnTreHorpamma a) MCXOJIHbIN MOPOUIOK HUTPHUAA AITIOMUHUSA, O)
KepPaMHKH H3 IOPOLIKA HUTPH/IA ATIOMHUHHS 10cIe criekanus npu T=1650°C

DNEeKTPOHHO-MHUKPOCKOMUYECKHe  (oTorpaguu  MOBEPXHOCTH  NUIHM(OB

KCpaMHUKH, HOHy‘—ICHHOﬁ N3 Pa3JIM4HBIX HCXOAHBIX IIOPOHIKOB TOPAYHUM
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npeccoanneM npu Temmeparype 1600°C, mpuBemeHsl Ha pucyHke 4.5.
JleeKkTHOCTh MOBEPXHOCTH KEPaMHUKU B BUAE TPEIIUH U KPYMHOM 3€pHUCTOCTHU
BbIpakeHa Ha ¢otorpadusx (puc.4.5 6, B). B To ke Bpems mOBepXHOCTh NUIU(OB
KEpaMUK{d Ha OCHOBE TMPOJYKTOB CrOpaHHs MOPOIIKOB ATIOMUHUS U ITUPKOHHUS

SBIIsIeTCS  OoJiee FJI&I[KOFI, 4TO CBUACTCIBCTBYCT O HAJIUYHUHU OI[HOpOI[HOﬁ

IIJIOTHOCIIEUEHHON CTPYKTYPHI.

Pucynok 4.5 — Mukpodortorpadhun moBepxHOcTH NUIH(OB kKepamuku (x100),
MOJTy4eHHOM TopsauM mpeccoBanreM mpu T=1600° u3: a) mpoayKTOB cropaHms
noporika amroMuaus Mmapku [TAII-2, 6) HUTpUAA ATFOMUHUS TIEIHOTO CUHTE3a, B)
MEXaHWYECKOM CMeCH TOpOIIKOB OKCHAA aJlOMUHUS W HHUTPUAA ATIOMUHUS
MIEYHOTO CHHTE3a, T) IPOIYKTOB CropaHus mopoiika rmupkorus mapku [T pK-3

Jns xepamMMKM W3 TPOAYKTOB CrOpaHds IPOMBIIIJIEHHOTO IOPOIIKa
nupkonuss mapku [1lpK-3, Obpimu momydeHsl MukpodoTorpaguu U OmnpeaesicH

3JIeMEHTHBIN cocTaB (puc. 4.6).
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e OnemeHT | Mmac.% at. %
N 6,8 19,59
O 15,1 42,17
Zr 78,1 38,24
: ; . Bcero 100,0 100,00
Full Scale 1238 cts Cursor: 0,000 ke ke

Pucynox 4.6 — PeHTreHoOBCKMiI (OTOANEKTPOHHBIA CHEKTP M PE3YJIbTAThI
AJIEMEHTHOTO aHaimu3a [uiuda TOBEPXHOCTH KEpPaMUKHU IIOCJIE TOpSYEro
IpeccOBAaHMs MPOLYKTOB cropanust mopomka mupkorus (T =1600°C, t=30mun)

Ha pucynke 4.7 npuBeaeHa MukpodoTtorpadus TOBEpXHOCTH KEPAMUKH Ha OCHOBE
MPOJYKTOB CropaHusi mopoinka nupkonus. Ha dororpaduu npu yBenudeHun B
3000 pa3, mO3BOJISIONIEM BBIJICIUTH B CTPYKTYpe OOBEKTHl MEHEee | MKM, TPaHUIIbI
3epeH (parMeHTOB HEPA3IMYUMBI, YTO CBHJICTEIBLCTBYET O BBICOKOW CTEIICHU

YIUIOTHCHUA 1 OJHOPOAHOCTH KCPAMHUKU ITIOCJIC CIICKAHHA.

SEl 10.0k¥  X3,000 1Um~ WD 8.4mm

Pucynok 4.7 — Mukpodotorpadus (x3000) moBepxHocTH numda KepaMuku u3
IPOAYKTOB CTOPAHUS MOPOIIKA LIUPKOHUS
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4.3. OnpenesieHue CBOMCTB MOJIy4eHHOH KepaMUKH

4.3.1 OnpeneneHue MUKPOTBEPAOCTH NMOJyYeHHbIX KePaAMUUYEeCKHX 00pa310B
MuUKpOTBEPAOCH ONPEICIISIIN 110 CTaHIapTHOM MeToiuKa Ha nmpudope [1TM-

3 (cpennee u3 10 ompenenenuit). Pe3ynbrarbl omnpejesieHus TPEICTaBICHBI B

Tabnure 4.2

Tabnuua 4.2 — MUKpoTBEpAOCTh KEpAMUUYECKUX 00pPa3I0B MOJYYEHHBIX Ha OCHOBE

IMPOAYKTOB CropaHus IPOMBIIIJICHHBIX ITIOPOIIKOB

No Muxkpoteepaocts Hvigo MITa
T°C Hutpug Hutpun
AJTFOMHUHUS APKOHUS
ITAII-2 ITpK-3 (3Tas0H) (oTanomn)
1 t=1550 - 8574
2 t=1600 - 12148 12000 20000
3 t=1650 7100 17650

W3 pe3ynbTaToB omnpeaeneHuss MUKpPOTBEPOCTH MOKHO C/AENaTh BBIBOI, UTO
KepaMHuKa, IMOJTY4YeHHass METOJIOM TOpSYEr0 HM30CTAaTUYECKOTO MPECCOBAaHUS M3
MPOJYKTOB CTOPAaHUsI MPOMBIIUICHHOTO TMOPOIIKA IUPKOHUS, MMEET BBICOKUMN
MOKa3aTelb MUKPOTBEPIOCTH.
4.3.2 OnmnpeaejneHue TPEIMUHOCTOMKOCTH MOJYYEHHBIX KepaMHYeCKHX
o0pa3uos
Onpenenenue TPEIIMHOCTOMKOCTh MPOBOAMIN Ha MHUKpoTBepaomepe [ITM-3, c
nomoibio mupamuasl Kayma. Harpyska, npunokeHHasi Ha MHJIGHTOP, COCTaBJIsUIA
11-16 armocdep. Ilocne yero ¢ mMOMOIIBEO MHKpPOCKOMa «ZeisSS» 3aMepsuiach
JUTMHHA TpenuHbl. Pacuer Bencs mo gopmyie

Kic =0,085-P/C*? 0
rne: P- Harpy3ka npuiioKeHHasl Ha UHICHTOP,
C- nnuHHA TPEIUHBI.
TpeuHb! pacTyT 3a cYeT pparMeHTAINU 3ePEH, T.€. UX Pa3BOPOTA.
[Ipy maHHBIX YCIOBHSX TPEHIMHOCTOMKOCTh  KEpaMHUKH Ha OCHOBE

MPOIYKTOB CXKWTAHUSI TOPOIIKA IUPKOHUS H3MEHsAeTcs B mpeaenax 5,5-6,5

MH/m>"?
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4.4 IlpakTH4yecKoe NpMMEHEeHNEe CHHTE3UPOBAHHBIX MATEPHAJIOB

[Tonyuennbie B pabore Kepammueckue Matepuaibl coctaBa AlIN-Al,Os
WCIIOJIb30BAaHHBI B KAadeCTBE  TOMJIOKEK IS DJIEKTPUYECKHX  CXEM,
SKCILTYaTHPYIOIIUXCS B YCIOBHSX BBICOKHX Temmepatyp (200-800°C), Bmecto
UMITOPTHBIX MaTepUaJIOB.

Marepuanbl coctaBa ZIN-ZrO,, obmagarornue BBICOKOW TBEPAOCTHIO H
IJIOTHOCTBIO OMPOOOBaHBI B KAdyeCTBE PEKYIIET0 HHCTPYMEHTA MJisi OYpOBBIX
paboT BMECTO TPAIUIIUOHHBIX UCITONIB3yeMbIX koMiio3utoB WC-WMo.

AKTBI anrpoOanuy MaTepuaioB MPUIaraloTCs.
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BbIBO/1bI

XapakTepHOil OCOOCHHOCTBIO TOpPEHHUS TMPOMBIIUICHHBIX  OPOIIKOB
QIIOMUHUA, THUTaHA W UUPKOHUS B BO3JAyXE SBISETCA CTaJAUNHOCTD:
nocineoBaTeIbHble CTaAN AU()PY3MOHHOTO OKHCIIEHUSI MOBEPXHOCTU YACTHII
MeTaia (MEIJIEHHAsl CTaaus) M KUJIKO- WIM Ta3zoda3zHoe ropeHue (ObICTpas
cTamusi) ¢ OO0pa3oBaHMEM MPOMEXKYTOUHBIX MPOIYKTOB - Ta3000pa3HbIX
CyOOKCHI0B METAJJIOB, U3 KOTOPBIX 00pa3yroTCs U CTaOUIU3UPYIOTCS HUTPHIBI
B BUJIC OCHOBHBIX (pa3 B mpoaykrax cropanus (MakcumanbHO: AIN 69 mac.%;
Al;O3N 89mac.%; TiN 88 mac.% , ZrN 90 mac.%).

[IpuMeHeHre MPOMBINIJICHHBIX MOPOIIKOB aJTIOMUHHMS, TUTAHA U ITUPKOHUS
JUISL CUHTE3a HUTPHUJIOB U OKCHUHHUTPHUIOB IyTEM CKHUIaHUS B BO3JAyXE IPHU
aTMOC()epHOM JaBIICHUH IMO3BOJISIET TMOJYYUTh HPOAYKT C COJACpKaAHHEM
HUTPUAHBIX a3 HE HUXKE, YeM i1 MPOAYKTOB CTOPaHHsS CBEPXTOHKHX
MOPOIIIKOB.

[TapameTpbl aKTUBHOCTH MPOMBIILIIEHHBIX TMOPOIIKOB METAJUIOB IPHU
OKHCJCHHM M TOPCHHHM B BO3AyXe yBeiauuuBarotcs B psagy Al-Ti—Zr u
KOPPEIUPYIOT € TEIJI0TaMH 00pa30BaHus OKCUIOB (HUTPUIOB) METAILJIOB.

TexHonornyeckass cxema NMPOU3BOJACTBA KEPAMHKH HA OCHOBE IPOJYKTOB
CHUHTE3a HUTPUIHBIX KEPaMUYECKUX MAaTepUajoB CHKUTAaHUEM METAaJIOB
BKJIIOUAET CJICAYIONIME OIMEpali: CXXUTaHWE TPOMBIIICHHBIX TOPOIIKOB
METaJIJIOB, M3MEJIbYEHHE MNPOAYKTOB M HMX Tropsiyee IPECcCOBAHHUE; HOBBIE
TEXHOJOTHUECKHE pEIICHUs] — OTO HCIOIb30BaHUE CBOOOJTHOHACHITTAHHBIX
MOPOILKOB METAJIJIOB, MCIOJIb30BaHUE BO3/lyXa B KAaU€CTBE a30TCOAEPIKAIIETO
peareHTa, MCIOJIb30BaHHWE TOpPSYEro IMPECCOBAaHUS B Cpele a3oTa MPOAYKTOB
oxuranus mpu T=1550-1650°C u Bpemenn 06paboTku 30 MUH. ST TOTYIEHHSI
CTHEUEHHBIX 00pa3loB; ONTHUMAJbHBIE YCJIOBHS MPOIECCa CXKUTAHMUS — MaccChl
CBOOO/IHOHACKIIMTAHHBIX ~ MOPOIIKOOOPa3HBIX  O0pasloB, OOecleunBaroIne
OTNIpEe/eTICHHOE COYeTaHWe YCJIOBHHM CHHTE3a; WCIOJIb30BaHHWE BO3IyXa B

Ka4yCCTBC NCTOYHHKA a30Ta.
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8. Jljis monyyeHus MaKCMMAaJIbHOTO BBIXOJIa LIEJ€BOT0 MPOAYKTa OKCHHUTPHUAA
amomuaEs — (89 mac.% Al;O3N) nipu cuHTEe3e CokMTraHWEeM HCXOIHBIC CMECH
JTOJDKHBL coaepxkarh 60-70 mac.% MNPOMBIIUIEHHBIX MNOPOLIKOB ATIFOMUHHUS B
CMECH C Y — OKCHIOM QJTFOMHHHSL.

Q. Hcnonb3oBaHue NPOAYKTOB  CHHTE3a  COKHUTAHUEM  [POMBIIUICHHBIX
MOPOIIKOB METAJNIOB B BO3[yXe IMO3BOJSET TMOJAy4yaTh U3 HHUX HOBBIC
Kepamuyeckue — marepmaibl B cuctemax  «Zr-O-N»  u  «Al-O-Ny.
MuKpoTBEpAOCTh MOJYYEHHBIX MAaTEpPUATIOB HAa OCHOBE HUTPUIA LUPKOHUSA
cocrasisieT 17680 MIIa, Ha ocHoBe HUTpUaa amomunus 7100 MIla

10. Hamuuume OCTaTOYHBIX METANIOB B MPOIYKTaX CTOPAHUS MPOMBIIIIICHHBIX
MOPOILIKOB  TO3BOJSIET  CPOPMUPOBATH  MPOMEKYTOUHBIE CIIOM  MEXIY
OKCUIHBIMH, OKCHHUTPUIHBIMA M HUTPUAHBIMA KPUCTAJUTUTAMH B TIPOIIECCE
ropsiyero mnpeccoBaHus, W monyuuth kepamuky ZrO,-ZrN u Al,Os-AIN ¢

IJIOTHOCTBIO 99 % OT TEOpETUYECKOIA.
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XapakTepucTHKA NPOAYKINH

[TopomrkooOpasubiii  azoTconepxkamuii mMatepuasn "ACM-34T" Ha ocHOBe
HUTpUI0B ieMeHToB |l1-1V rpynm npeanazHayeH 11 UCIOIB30BAHMS B KAUECTBE
KOMITOHEHTA IIHUXThI ISl TMOJYyYEHUsS] KePaMHUECKHMX W METaNIOKepaMUYECKHUX
MaTepHaioB, B KayeCTBE HAMOJHUTENS IMOJMMEPHBIX MaTEpHalioB, B KayeCTBE
aOpa3WBHOTO MaTepuasna uiu J00aBOK K KOMIIO3UIIMOHHBIM MaTepHuajaM.

CocraB a3orconepxaniero marepuana: nopomok "ACM-34T" Beinyckaercs 4
MapoK U IpeJCTaBiIsieT co00i COOTBETCTBEHHO:

- "ACM-34T" (A) - HemexaHuueckasi cMech HUTpuaa amtoMuaus (6onee 60 %
Macc.) ¢ okcugoMm amtoMunus (Menee 30 % macc.) U METAIUTMYECKUM aTFOMUHUEM
(menee 10% macc.).

"ACM-34T" (b) - HemexaHudeckas cMmech HUTpuaa Oopa (6onee 60 %
Macc.) ¢ okcugom 6opa (Menee 30 % macc.) U JIEMEHTHBIM OOpPOM M aTIOMHUHHEM
(menee 10 % macc.).

- "ACM-34T" (T) - Hemexanuueckasi cMech HuTpujaa tutaHa (6omnee 60 %
Macc.) ¢ okcuaoMm tutana (Menee 30 % Macc.) 1 METaJUNIMYECKUM TUTAHOM (MEHee
10 % wmacc.).

- "ACM-34T" (L) - Hemexanu4deckasi cMecb HUTpHIa nupkonus (6omxee 80 %
Macc.) ¢ okcuoM nupkoHus (menee 10 % macc.) 1 METaUIMYEeCKUM LHUPKOHUEM
(menee 10 % wmacc.).

Azorconepxxamuii  Marepuan "ACM-34T" oOecnieunBaeT crekanue Oe3
WCIIOJB30BaHUs  IUIaBHEH, YyXyAIIAIOMUX CBOWCTBA KEpaMUKU U  HMEET
chopMUpOBaHHBIC  TEPEXOJHBIC  CIIOM  Mexay  dazamu.  TexHUYecKue
XapakTEepUCTUKH  a3zorconepkamero wmarepuana "ACM-34T"  1o3BOJSAIOT

MOJIy4aTh 00pa3Iibl KEPAMHUKHU CO CBOMCTBaMU, perinameHTupoBanubiMu ['OCT.

HacTosue TexHUYeCKHe YCIOBMSI PAcIpOCTPAHSIOTCA HAa a30TCOAEpIKAIIUN

matepuan "ACM-34T" (nanee mo Tekcry "ACM-34T"), npencraBusieT coOoi
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anemernToB -1V rpynnm ¢ ngobaBkamm. IlpennasHawaercss s

MOJIYUYCHUA CIICUCHHBIX MAaTCPHUAJIOB.

HpI/IMCHSIGTCSI B BHIC TOTOBOIO K CIICKAHUIO HWJIHN JOIIOJTHUTCIIHBHO

HN3MCJIIBYCHHOI'O Marcpuala, 06ecnqu/IBanmero XApPaKTCPUCTUKN KCPAMHKH,

cooTBeTcTBYrOIIHE TY.

1.1.

1. Texaudeckue TpeOOBAHUA.
"ACM-34T" 1obKeH COOTBETCTBOBATH HACTOSIIMM TEXHUYECCKUM
YCIOBUSIM M M3rOTaBIMBATBCA B COOTBETCTBUM C TEXHUYECKUM
pEerjIaMeHTOM U U3 TE€X K€ KOMIIOHEHTOB, KOTOpPbIE MPUMEHSUIUCH MpU
W3TOTOBJICHUM OOpa3IoB IIpemapara, IMPOIISAIINX HCIBITAHUS C

IMMOJIOKUTCIIbHBIMHA PC3YyJIbTaATaAMMU.
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1.1.1. Ilo ¢uzuko-xumuueckuM nokazarensam '"ACM-34T" nomxeH COOTBETCTBOBATH TPEOOBAHUSM, YKa3aHHBIM B

TabauIe
[Toka3zarenb Mapka A Mapka b Mapka T Mapxka I
Buenmnuii Bug nociie | OqHOpOIHBIN OHOPOAHBIN MOPOIIOK OnHOpOAHBIHI OnHOpOAHBIHI

JUTUTEJIBHOTO
XpaHEeHMs Ha

OTKPBITOM BO3YyX€

IIOPOIIOK CCPOro NBETA

KOPHUYHECBOT'O LIBCTA

IIOPOIIOK YCPHOT'O LIBCTA

IIOPOIIOK YCPHOT'O LIBCTA

Hacreimaas 1,6-1,7 1,3-1,5 1,7-1,9 2,1-2,3
INIOTHOCTD, r/em®

Conepxanue 50-80 (AIN) 50-80 (BN) 50-90 (TiN) 50-80 (ZrN)
COOTBETCTBYIOIIETO

HUTpHUAA, % Macc.

Conepixanue 3-10 (Al) 10-40 (B) 3-15 (Ti) 3-20 (Zr)

MeTajna, % macc.

DpakIMOHHBIN

COCTaB MOPOILKOB,

Menee 63 mxm — 5-10 % macc.
63-200 MM — 20-40 % macc.

200-2000 MKM - ocTabHOE

Menee 63 mxm — 5-10 % macc.

63-200 MM — 20-40 % macc.

200-2000 MKM - ocTabHOE

Menee 63 mxm — 5-10 % macc.

63-200 MmxMm — 20-40 % macc.

200-2000 MKM - ocTaIbHOE

Menee 63 mxm — 5-10 % macc.
63-200 mxM — 20-40 % macc.

200-2000 MKM - ocTaIbHOE

3
Syn, T/em

0,8-2,0

0,8-2,0

0,8-2,0

0,8-2,0

dopma yacTull

Hrmnsl ¢ oTHOIIIEHHEM

JUTHHA/AnaMeTp He MeHee 3

[Ipusmarnueckue

KPHUCTAJLIIBI

OFpaHCHHBIC KpHuCTAaJJIbI

OFpaHCHHBIC KpHUCTAaJJIbI




1.2. TpeGoBaHHS K CBHIPHIO

1.2.1. B xauecTBe UCXOJIHBIX PEAreHTOB CUHTE3a UCIOJIb3YIOTCS TOPOIIKU
METaJUIOB U METAJUIOUIOB U BO3AYX.

1.2.2. 1ns nonyuenus ""ACM-34T" ucnons3yercs
CaMOpaCIPOCTPAHSIOIIMICS BEICOKOTEMITEPATYpPHBIN CUHTE3 Ha BO3yXE.

1.3. TpeGoBaHus K yIaKOBKE U MapKUPOBKE.

1.3.1. YnakoBka u mapkupoBka '""ACM-34T" npoBoauTCs B COOTBETCTBUU C
I'OCT.

1.3.2. Iaptus "ACM-34T" COMPOBOXKIAETCS JOKYMEHTOM,
yIIOCTOBEPSIOLIUM COOTBETCTBUE KadecTBa Ipenapara TpeOOBaHUSIM
HACTOSIIIMX TEXHUYecKux yciosuil, "Ceprudukarom KayecTBa" cC
yKa3aHUEeM:

- HaMMEHOBAHMS M MapKH MperaparTa;

- HAMMEHOBAHHUSA WJIM TOBAPHOTO 3HAKA MPEANPHUATHSI-U3TOTOBUTES;

- (PUBHKO-XMMHMUYECKUX MOKa3aTeliel KauecTBa;

- HOMEpa MapTuu;

- o0bema noTpeOUTENbCKON Tapbl M KOJMYECTBA Mpernapara;

- J1aTbl U3TOTOBJICHUS;

- 0003Ha4YEHHS HACTOALIUX TEXHUYECKUX YCIOBUU.

1.3.3. "ACM-34T" ynakoBbIBaeTCs B MOTPEOUTEIBCKYI0 TEPMETUUYHYIO Tapy
BMECTHUMOCTBIO He Oosiee 50 Kr.

1.3.4. CteneHb 3aroTHEHUS - HE PETIAMEHTHPYETCS

1.3.5. Ilepen 3amnonHEeHHEM Tapa JOJKHA OBITH CYyXOH M YUCTOM.

1.3.6. "ACM-34T" ymakoBbIBaeTCsS B MOTPEOUTENHCKYIO Tapy C ATHKETKOM,
Ha KOTOPOU COAECPKUTCS:

- HaMMEHOBAaHHE Tpernapara,

- TEXHUYECKHUE JaHHbIC U HA3HAYCHHE,

- 3Hak "bowutcsa Boab!"

- HaMMCHOBAHHUC OpPraHru3allvii - U3TOTOBUTCIIA.
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2. TpeboBanus 6€30MacHOCTH
2.1.1. "ACM-34T" otHocutcs K 4 Kaccy MO0KapOOIACHBIX BEIECTB, HE
TOKCUYEH, TI0Kapo- U B3PHIBOOE30MACEH.
2.1.2. Tlomemienue, B KOTOpoM MpoBoauTcs padota ¢ "ACM-34T" nomkHO
ObITh OCHAIIEHO CpPEICTBAaMH  TOKApPOTYIIEHUSI B  COOTBETCTBUU C
TpeOOBaHUSIMU, KOTOPBIE MPEIBABISAIOTCA K 000pYI0BAaHUIO, HAXOAIEMYCS B
TOM MOMEUIEHUHU.
2.1.3. Tlo creneHu BO3AEHCTBUS Ha opraHu3m uenoBeka "ACM-34T"
otHocutcss K 4 knaccy omacHocth no ['OCT ¢ mpenenbHO IOIMyCTUMOU
KOHIIEHTpaLKeil IBUIH B BO3AyXe pabGoueii 30Hb1 10 Mr/m°,
2.1.4. Ilpm npocemannu wnn pacnbuieHun ""ACM-34T" He npencrasiser
OIaCHOCTH JUIs YeJIOBEKa, KpOMe adpa3uBHOIO JEHCTBUSL.
2.1.5. B cinyuae nmomamanus "AHI-2T" Ha KoXy HEOOXOIUMO YHAlUTh €rO
IIPOMBIBAHUEM T10J] CTPYEIl BOJBI.

3.IIpaBuna npuemMku

3.1. "ACM-34T" npunumaercs mnaptusamu. llaptueit cumtaercs moboe
KOJIMYECTBO Ipernapara, OJHOPOAHOIO IO CBOMM IIOKa3aTessiM KadecTBa, II.
1.1.1.
3.2. O6wem BeiOOpok o I'OCT 2517 npoBoautcs B kKonudecTBe He MeHee 1 %
OT 00beMa EIUHMIIBI TPAHCIIOPTHOM Taphl WM NApTUH, HO HE MeHee 2
YIaKOBOK.
3.3. IIpu nosiydyeHUr HEYAOBJIETBOPUTENBHBIX PE3YJIBTATOB HCIBITAHUM XOTS
Obl IO OJHOMY M3 IOKa3aTeJIel M0 HeMY MPOBOASTCS MOBTOPHBIE MCIBITAHUS
npoObl OT YABOCHHOW BBIOOPKHU. Pe3ynabTaThl NOBTOPHBIX HCIHBITAHUMA
pacnpoCTPaHsIOTCS Ha BCKO APTHIO.

4. MeToabl UCIILITAHUMN.
4.1. Ot60p pob npoBogutcs o 'OCT 2517.
4.2. BuemHuil BUJ mpemnapara rnocie JUIUTEIbHOTO XpaHEHUs! ONpeaesieTcs

BU3YaJIbHO.



4.3.
4.3.1.

4.3.2.

4.3.3.

4.3.4.

4.3.5.

rae

4.3.6.

5.1.

6.1.

6.2.
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OnpeneneHre HaChIMHOW IJIOTHOCTHU IIpenapara.
Anmapatypa. Becel ananutuueckue I'OCT 24104, mepHBIl LIUIUHAD C
HEeHOM nenmeHus | I, BOPOHKA CTEKJSIHHAs C ILIMPOKUM TOPJIOM,
LITATHB, JIANKA C 3aKHUMOM.
[Ipo6a mopomika "ACM-34T" B3BemMBaeTCA Ha aHATUTUYECKUX BECaX.
Boponka 3akperisieTcss BEpTHMKaIbHO Ha INTaTUBE TakuM 0O0Opa3oM,
YTOOBI €€ ropJi0 ObUIO OMYLIEHO B MEPHBIN WIMH/P Ha 1-2 cM.
[Ipo6a mopomika "ACM-34T" cBOOOAHO BBICHINIAETCS B BOPOHKY, W3
KOTOPOM MOPOIIOK MPOBAJIMBAETCS YEPE3 TOPJIO B MEPHBIA LUAIUHAP.
O0beM TpoOBI OMpeAensaeTcs BU3YyalbHO MO 3alOJHEHUIO MWJIMHIPA.
HachinHas II0THOCTB B I/cM° onpejiessiercst mo GopmyIie:

p=m/V,

M - Macca npoOkl MOPOLIKA, T;

V - 00beM IIopouiKa B MCPHOM LMWJIMHAPEC, MJI.

P€3YHBTaTI>I WUCIBITAHUN  3aHOCATCS B Ha60paTOpHLIﬁ JKYpHAJI.

[IponsBoauTcs S5-7 U3MEPEHUN.

5. TpaHcoOpTUPOBKA U XpaHEHUE.
TpancroptupoBka u  xpaHenne "ACM-34T" npoBoautcs B
coorBercTBuM ¢ ['OCT.
6. YkazaHus 10 SKCIUTyaTauu

Pacxon "ACM-34T" j1ng 1odyyeHHs CHEYEHHBIX  0Opas3IoB
periaMeHTHpyeTcs MOTPEeOUTENEM.

[Tonyyenne TpeOyeMbIX  XapakTEPUCTHK  CIIEYEHHBIX  0Opa3IloB
BO3MOKHO MPHU NPOBEACHUU MPOLECCA CIIEKaHHWS B COOTBETCTBYIOLINX

YCIIOBHUSIX.



7.1

1.2,

152
/. T'apaHTUH U3rOTOBUTEIS
M3roToBuTeneM rapaHTHpyeTcsi cooTBeTcTBUE mnopomka ''ACM-34T"
TpeOoBaHUAM HacTosAmMX TY npu coO0IeHNN BCEX YCIOBUN XpaHEHUS
B TEUEHUE JIECSTH JIET.
[To ncTeyeHny rapaHTUMHOIO CpOKa XpaHEHMs MpenapaT MOXKET ObITh
IPUMEHEH I0CJE €r0 MPOBEPKU HAa COOTBETCTBUE BCEM TPEOOBAHUAM

HacTosmux TY.
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PacueTsr n300apHO - M30TEPMUYECKUX TTOTEHIINAIOB BO3MOKHBIX CTaIHH

mponecca OKMCICHHA MCTAJIJIOB HAa BO3AYXC
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1/3A1203(x)+4/3Al(T)=A120(T)
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G, )IK/MOTE 5 A1N(r) + 3/2 02(r) = AI203(r) + N2(r)
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G,

AI203(k) + Al(r) = 3A10(1)
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G,

I/t Al(r) + 1/2 N2(r) = AIN(T)

T,K

0 500 1000 1500 2000 2500 3000

_»
-20
/
70 //
1120 //
-170 A
-220 /
-270 /«(
-320
G, xx/moms  1/2 AI20(r) + 1/2 N2(r) = AIN(r) + 1/4 02(r)
T, K
0 500 1000 1500 2000 2500 3000

550
530 \'\
510 \*\
490 .\
470
450 \\
430 .
:

410




158

G, xJIx/MOJb AI203(x) + 4Al(r) = 3A120(r)
T, K
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2A1(r)+3/202(r)=A1203(t)
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Ti(r)+02(r)=Ti02(T)
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G, xJI>x/MOJIb
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Ti(t)+O2(r)=T102(T)
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Zr(r)=Zr1(T)
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