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AnHoTaums: lposeneHbl nccnegosaHmsa npouecca cnHresa MAX-dasbl Ti AIN cnekaHnem B BaKyyMe pasnnyHbiXx CMecei no-
POLLKOB B 3aBMCMMOCTM OT pa30BOro COCTaBa UCXOAHbIX PEareHTOB U PEXMMOB UX TEPMUYECKO 006paboTky B BaKyyMHON 3nek-
Tpone4yn. Ha npumepe cMecu NOpPOoLLKOB TUTaHa M HATPMAA aNtoMUHUSA B MOJIbHOM cooTHoweHnn Ti: AIN=2: 1 (cocTtaB 1) npocne-
XeHa nocneaoBaTebHOCTb 3MEHEHUsT $a30BOro CocTaBa CMEeCcH Npu yBEMYEHUM TEMMEPATYPbl U30TEPMUYECKON BbIAEPXKKM
nnutenbHocTblo 60 MuH npu t = 1100+1500 °C ¢ warom 100 °C n onpepeneHo 3HaveHne Temnepatypbl 1400 °C, npu koTOpON B
npoAyKTax crnekaHns AOCTUraeTcs MakcumanbHoe 3HadeHne cogepxanng MAX-dasbl Ti AIN — 94 mac.%. MNpu aTon Temnepary-
pe n3oTepMu4eckom Bolaepxkn ona ncxogHom cmecu TiAl 1 TiN =1 : 1 (cocTtaB 2) cogepxaHmne MAX-dasbl coctaBuno 93 mac.%.
Hannyywwnin pedynetaTt no cuntedy MAX-dasbl (100 mac.% TiAIN) 6611 nonyyder ans cmecu Ti @ Al: TiIN=1:1: 1 (coctas 3).
Ha npumepe cmecu gaHHoro coctasa maccoii 500 r npy onpeaeneHHoOM pexrme TePMOBaKkyyMHOM 06paboTKu aKCnepuMeHTab-
HO MokasaHa NpUHUUNuanbHas BO3MOXHOCTb MacluTabupoBaHus npoLecca nonyyeHus ogHodasHoro npoaykrta coctasa TiLAIN
crnekaHvneMm B BakyyMme. KCneprMeHTbl MPOBOAMIIMCH C ABYMS TUNaMm 006pasL0oB: C 3aKpbITOM M OTKPbITOM GOKOBOM MOBEPXHOCTLIO.
K o6pasuam ¢ 3akpblTOli GOKOBOM NOBEPXHOCTbLIO OTHOCUINCHL 00pasLibl B KBAPLLEBLIX TPYOKaX, 3an0SIHEHHbLIX UCXOLHOW CMECHIO
MOPOLLKOB C HAaCbIMHOW MIOTHOCTLIO, U 06paseu, macco 500 r, NOMELLEHHbIN B MONNMOOEHOBLI TUresb C Kpbilkoin. O6pasLbl C
OTKPbITON BOKOBOW MOBEPXHOCTbLIO — 3TO LMAMHAPUYeckme TabneTkn, CNpeccoBaHHble N3 MCXOLHOM NOPOoLKOBOWN cMecu. Bbino
nokasaHo, 4To 3akpbiTue 60KOBOI NOBEPXHOCTM 0Opa3ua n3 cmecu Ti : Al : TiN (cocTaB 3) 6nokmpyeT BbIXxo, NapoB aloMUHUS N3
nopoBOro NpocTpaHcTea obpasLia Npu Harpese, 6naropaps Yyemy odpasyetcs Tonbko TiAIN.

Knioyesie cnosa: MAX-dasa, cnekaHue, ¢a3oBble NpeBpaLLeHuns, peHTreHo¢da30BbI aHaNu3.
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MAX phase Ti,AIN synthesis by reactive sintering in vacuum
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Abstract: The synthesis of MAX phase Ti,AIN from several mixtures of Ti, Al, TiN, and AIN powders by vacuum sintering of green

samples in the form of dense compacts, bulk powder in silica tubes, and plain layer in a closed rectangular molybdenum boat was
studied upon variation in charge composition and sintering temperature Ts. The sintering of 2 : 1 Ti—AIN mixture was carried out
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at 1100, 1200, 1300, 1400, and 1500 °C with exposure time of 60 min. The largest MAX phase content (94 wt.%) was reached at
Ts = 1400 °C. The sintering of 1 : 1 TiAl : TiN composition at the same temperature gave 93 wt.% Ti,AIN. The best result (single-
phase Ti>AIN in a 100-% yield) was achieved upon the sintering of 1: 1 : 1 Ti-AlI-TiN composition at T, = 1400 °C. The scalability of
our process was checked by the fabrication of a large (0.5 kg) and uniform cake of single-phase Ti,AIN. In experiments we used
green samples with shielded lateral surface (bulk powder in silica tubes, plain layer in a closed molybdenum boat) and without shield
(dense compacts). It has been shown that shielding of Ti—-Al-TiN samples restricts the escape of Al vapor from a sintered mixture,
thus providing more favorable conditions for the synthesis of single-phase Ti,AIN. Our process can be readily recommended for

practical implementation.
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BeeaeHue

Coenunenune Ti,AIN oTHocuTCS K  ceMeii-
ctBy MAX-da3, omnuchiBaeMbIX 00IIei (opmynoit
M, 1AX,, rie M — nepexonHblil Metann, A — aie-
meHT u3 IIIA u IVA rpynn, X — yriaepon uju a3or,
n = 1+3 [1]. B mociaenHee BpeMs M3ydeHUEM MaTepua-
JioB Ha ocHOBe M AX-a3 3aHrMaeTcs1 001bII0E KOJU-
YeCTBO HCCJenoBaTesieli, MMOCKOJbKY 3T MaTepuasbl
00J1a1a10T YHUKAJIBHBIM COYCTAHNEM CBOIICTB MeTaI-
JIOB ¥ KEPAMUKH OTHOBPEMEHHO U MMEIOT CJIIOMCTYIO
CTPYKTYpy. Marepuanbl Ha ocHoBe Ti,AIN Takxe
MMOKa3bIBAIOT MCKJIOYUTEIBHOE COYETaHUE CBOMCTB:
BBICOKMIA MOXIYJIb YIIPYTOCTH, BBICOKAas TEMJO- |
9JICKTPOIPOBOIHOCTh, HM3Kasl IJIOTHOCTb, JIerkas
00pabaTeIBAEMOCTh U IIPEBOCXOIHASI CTOMKOCTD K Te-
nJaoBOMY ynapy [2—4]. DTo npenonpenensieT UCIoib-
30BaHMe MaTepuajoB Ha ocHose Ti,AIN B kauecTBe
YVIIPOYHSIIONIMX aT€HTOB B CILIaBaX, IEPEXOTHBIX CJIO-
€B B MMOJYNIPOBOAHUKAX U T.I. [5—7].

Coenunenne Ti,AIN 6blI0 OTKpHITO B 1963 T.
Hxeituko (Jeitschko) [8]. C Tex mop ncciaemoBaTeIsIMHu
OBLJIO TIPEATIPUHATO MHOTO TIOTIBITOK TOJYYUTH 3TO
CoeIMHEHUE pa3IuYHbBIMU METOJaMU.

B 2000 r. Bapcoym (Barsoum) u np. [4, 5] moxyau-
an Ti,AIN ropsg4uM U30CTaTUYECKUM NPECCOBAHUEM
cmecu nopoiikoB Ti u AIN (mapameTpsl mpolecca Obl-
nau caegylomumu: gasiaeHune 40 MIla, Temneparypa

1400 °C u BoIAepkKa B TeueHUe 48 4). OQHAKO UM He
yIaJI0Ch TOOUTHCS YUCTOTH KOHEUHOT O IIPOAYKTa, CO-
JgepxaHue a1pyrux ¢as cocrasisiio 10—15 06.%.

ABtopnl pa6or [9, 10] cunTe3upoBanu Ti,AIN u3
cMmecu ntopowmkoB Ti 1 AIN (B MOJASIpHOM COOTHOIIIE-
HUU 2 : 1) Mpu U30TEPMUYECKOM OTXKUTE B TEUCHUE 2 U
npu temnepatype 1300 °C B cpeae aproHa u 1aBiacHUU
0,3 MIIa. IIpu stom mons mpuMecu TiN cocTtaBuia
He G6ouee 1 Mac.%. B xonme ucciaenoBaHuii ObIJIO TaKXKe
YCTAHOBJIEHO, YTO MpeABapUTe]bHas MeXaHuyecKas
aKTHUBAaIIMS ITIOPOIIKOB BBI3bIBACT YBEIMUCHHE COIEP-
XKaHus BTopuuyHON (a3bl TiN, a cuHTE3 B BaKyyMe
He MPUBOAUT K (pOpMUPOBAHUIO OAHO(A3HOIO MPO-
IyKTa.

ABtopnl [11] monyuynnu omHoda3HbI MaTepual
Ti,AIN ropsg4um npeccoBaHUEM CMECHU, COCTOSLLEN
n3 mopomikoB Ti, TiN 1 Al, B cpeae aproHa npu gaB-
genuu 25 MIla u temneparype 1400 °C. Ilpu stom
XapakKTepUCTUKU TIOJYUYEHHOro MaTepuajia ObIIU
MaKCHMaJIbHO MPUOJIUKEHBI K TCOPETUYCSCKUM TaH-
HBIM — 3TO MO3BOJIUJIO ClEJaTh BbIBOJ, UTO ropsyee
MpeCcCCOBaHME SIBJSIETCS MEPCNEKTUBHBIM CIIOCOOOM
nosnyyeHus: yucroro Ti,AIN BcieacTBue KOpOTKOM
MPOAOJKUTEJIBHOCTU MpoIecca, MaJIO MPUKJIaabl-
BaeMoOll Harpy3ku M BBICOKOW YMCTOTHI KOHEYHOTO
IpPOAYKTa.
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B pa6ore [12] Ti,AIN 0bUI NOJy4YE€H HCKPOBBIM
MJa3MEHHBIM CIIEKaHMEM TOPOILIKOB TUTaHa (2 MOJI.)
u HATpuaa amoMuHusS (1 MOJ.) C BBIACPXKKON B Te-
yeHne 5 MuH. [Ipy 3TOM B KOHEUHOM IIPOIYKTE IIPH
temnepatype ¢ = 1400 °C obl1a nonyyeHa MAX-da3za
Ti,AIN c npuMecbio HUTpUIa TUTaHA, a TPU MOBBILLIE-
HuU Temneparypsl cniekanus 1o 1450 °C Ti,AIN 6b11
MOJIYUeH MPaKTUYECKU B YUUCTOM BUAE — IPUCYTCTBO-
BaJIM JINIIIB CJICOBl HUTpHUAA TUTaHA. TeM XKe MeTOIoM,
Ho yxe nipu ¢t = 1200 °C [13] 6611 moay4yeH MaTepual,
cocrosimuii u3 ogHoit MAX-da3sbl.

ABtopsl [14] onucsiBatoT nonyuenue Ti,AIN npu
MUWKPOBOJTHOBOM CITleKaHW U CMECH TIOPOIIKOB TUTaHa,
AJIIOMUHUS U HUTPUIA TUTaHa (B MPUOJIU3UTEIBHOM
MoJIsipHOM cooTHomeHuu 1 : 1,03 : 1) BatMocdepe ap-
roHa ripu £ = 1200 °C B reuenue 30 muH. [1pu ganpHeii-
1IeM yBeIUYEHU U TeMIiepaTyphl criekaHus g0 1350 °C
npoucxoauao pazpyuenue MAX-da3bl u TIosiBlIeHUE
TiN (4 Mac.%). DTOT crocob TMepCIeKTUBEH BCIE-
CTBHME HauboJjiee HU3KOI TeMIlepaTypbl IOJIYyYCHUS
yucToii MAX-da3sl 1 MaJioil IPOJOJIKUTEITbHOCTH
npouecca.

B pa6ore [15] daza Ti,AIN 6bl1a nojayyeHa Tenjo-
BBIM B3pbIBoM cMecH nopomikoB Ti, Al u TiN npu ¢ =
= 700°C u © = 2 muH. OnHaKo coaepXaHWe BTOPUU-
Hoi1 da3sl TiN coctaBuio 4 mac.%. I[opoiok Ti,AIN
B paGore [16] ObLI CMHTE3MPOBAH MUKPOBOJIHOBBIM
crnekaHueM npu temmneparype 1250 °C u3 cMecu no-
powkoB TiH,, Al u TiN ¢ MOJApHBIM COOTHOLUEHHU-
em 1 :1,15: 1. O6pa3sen ¢ HauOOJBIIUM COAEPKAHU-
eM MAX-da3sl cocrosin u3 96,68 mac.% Ti,AIN un
3,32 mac.% TisAIN;.

DJIEKTPOMCKPOBEIM CIICKAaHHUEM B BaKyyMme IIpH
t = 1200 °C [17] u3 cMecu UCXOAHBIX TopoiukoB Ti
u AIN OblIM MOJyYeHBI MpeccoBaHHbIE TabJEeTKU
nuamerpoM 15 MM ¢ comepxaHuem Ti,AIN okoio
98 mac.%. Ti,AIN c npumecsio TiAl 6bLT TONTYyYeH
JIBYXCTaAUMHBIM OTXXUTOM B aTMoc(depe aproHa [18] ¢
teMmneparypaMu Beaepxkku 600 °C (t = 149) u 1100 °C
(T = 3 4) U3 MexaHOAKTUBUPOBAHHBIX MOPOIIKOB Ti,
Al n AIN, cMelIaHHBIX B MOJISIPHOM COOTHOILIEHUU
2:0,8 : 1 u cripecCOBaHHBIX B TAOJETKHN TUaMETPOM
13 mm. B pa6ote [19] Ti,AIN (TabneTku n1uaMeTpoM
20 MM) ObLJI TOJIy4eH 3JEKTPOUCKPOBBLIM CIIEKaHUEM
un3 cmecu rmopomikoB Ti, Al u TiN ¢ MOJISIpHBIM COOT-
HomeHueMm 1:1,02: 1.

[IpoBeneHHBIN aHaAW3 JUTEPATyPHBIX JaHHBIX
MOKa3bIBaeT, YTO IIPAKTUYECKU BCE BBIIICIICPEUNC-
JIeHHbIE METOAbl TPeOyIOT AOPOTrOoCTOSIIIEr0 00OpYy-
JIOBaHU S, TIPU 3TOM MO3BOJSIOT MOJyYaTh JUIIb He-
3HAYUTEIbHOE KOJMYECTBO BEIIECTBA C COMep:KaHNUEM
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yuctoi MAX-ba3bl, 1 3a4acCTyl0 B KOHEYHBIX IPO-
IYKTax IMIPUCYTCTBYIOT IpUMECHBIE (pa3kbl.

B manHOIT paboTe nccienoBajcs Ipolece CHHTe3a
MAX-da3zsl Ti,AIN cnekaHueMm B BaKyyMe pa3jiny-
HBIX CMeCeil TOPOIIKOB B 3aBUCUMOCTHU OT (ha30BOTO
COCTaBa MCXOOHBIX PEAareHTOB U PEKMMOB MX TEPMMU-
yeckoi o0paboTKU B BaKyyMHON ayiekTponedu. [1pu
5TOM KOHEYHOM 1IeJIbIO SIBJISIOCH ONpeAeIeHUEe ONTH -
MaJbHBIX YCIOBUH MTOTYICHUS TAKUM OTHOCHUTEIIHLHO
MIPOCTHIM criocoboM ogHodaszHoro npoaykra TirAlIN,
a TakXe BO3MOXHOCTHU IIOJYYEHUSI 3HAUUTEIbHBIX
IMapTHi IIpoayKTa Maccoit mo 0,5 KT.

IIpenBapuTebHBIE Pe3yJAbTaThl IO TaHHOMY HC-
CJIENOBAHMIO ObIJIM paHee OnmyOJMKOBaHbI B KPaTKOM
dopme [20] — OBLIT TIpencTaBiieH (a30BLIN COCTaB
MPOAYKTOB i 00pa3loB B KBaplieBbIX TPyOKax, 3a-
MOJITHEHHBIX MCXOOHON CMEChIO MOPOIIKOB C HACHII-
HOW MJIOTHOCTBIO.

B HacTosimieir ctatbe OoJjiee MeTajibHO OIMcaHa
SKCIepMMEHTaJIbHAsI Ipolieaypa C MpUBEeAeHEM TOY-
HBIX IapaMeTpPOB 00pa3loB M cpaBHEHUEM (ha30BOTO
cocTaBa 0Opa3loB B KBaplEBbIX TPyOKax U 0Opa3loB
C OTKPBITOI OOKOBOI MOBEPXHOCTHIO B BUAEC LIMJIUH-
IPUYSCKUX TAOJIETOK, CIIPECCOBAHHBIX M3 MCXOTHOM
MMOPOILIKOBOM cMecH. BhisgBieHa TIpUYMHA pa3TAdus
(azoBoro cocraBa cpaBHMBaeMbIX 00pa3IlOB U yCTa-
HOBJICHO, TTOYeMY IIPW OOHOM U TOM X€ COCTaBe U
OAMHAKOBBIX YCJIOBUSX Harpesa B OIHOM cliydae (00-
pa3lbl ¢ 3aKPbITOI OOKOBOI MOBEPXHOCTBIO) yaaeTCs
nmonyauThb 100 % Ti,AIN, a B pyrom (IIpeccoBaHHBIE
00pas3lbl C OTKPBHITOM OOKOBOI MOBEPXHOCTHIO) — CO-
nepxanune MAX-dassl He nocturaet 100 %. I1poBenen
IMOAPOOHBIN aHAJIN3 TTOCIIEA0BATeILHOCTH (Da3000pa-
30BaHU S MIPU HarpeBe 11 00pa3oB C OTKPHITON U 3a-
pBITOIf OOKOBOI1 MOBEPXHOCTHIO, UTO paHee He Ucclie-
JIOBAJIOChH.

JKkcnepuMmeHTanbHag 4acTb

HcxonHbie cMmecu peareHTOB TOTOBUJIM W3 TIO-
pouikoB AIN [21] u TiN [22], moay4yeHHBIX METO-
moM CBC 8 MCMAH, a Takxe mopomkoB Al (Mapku
ACJI-1), Ti (ITTC-1) u TiAl (ITT651035).

JucrepcHOCTh HMCXOOHBIX KOMIIOHEHTOB IIpe.l-
CTaBJIeHA B TAOJIHIIE.

N3 pacuera monydeHusi ogHoda3HOro TMPOAYKTa
Ti,AIN ObuIn npurotosiaeHbl Tpu cmecu: Ti : AIN =
=2 :1 (coctaB I); TiAl : TiIN =1 : 1 (coctaB 2) u
Ti:Al: TiN=1:1:1 (cocras 3). UcxogHble MOPOILIKU
CMEIIIMBAJIM B IIJIJAaHETAPHON MeJIbHUIIEC (COOTHOIIEHHE
Macc IUXTH 1 mapoB — 2 : 1) B Teuenue 30 muH. U3
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JvcnepcHOCTb MCXOAHBIX NOPOLLKOB
Dispersity of initial powders

PeareHt Mapka JucnepcHoCTb dsy, MKM
Ti MTC-1 60,5
Al ACH-1 16,3
AIN CBC UCMAH 2,05
TiN CBC UCMAH 29,7
TiAl IIT651035 23,3

cocTtaBoB I, 21 3 Maccoii 15 r mpeccoBanu TabaeTKHU
JIuaMeTpoM 15 MM ¢ ofMHAKOBBIM YCUIUEM TIPECCOBa-
Hug 354 MIla, mpu 3ToM KOHeYHas BBICOTa TabJIETOK
CcOCTaBMJIa COOTBETCTBEHHO 32,5; 29,2 u 28,7 MM (11o-
puctocTh 36, 34 1 32 % COOTBETCTBEHHO).

C 11enpi0 UCKJTIOUEHUST CTAIUM TTPECCOBAHUS Ta0-
JIETOK OBIJIM MPOBENEHBI 9KCTIEPUMEHTHI ¢ 00pa3amMu
B KBaplieBbIX TpyOKax. /11 comocTaBaeHUs ¢ pe3yJib-
TaTaMu, TOTyYeHHBIMH Ha IIPECCOBAHHBIX TabJIeTKAX,
cMecu 21 3 ¢ Tol Ke Maccoli 15 r 3aceinaiu B KBap-
lIeBble TPYOKM C TaKUM K€ BHYTPEHHMUM OUaMeT-
poM 15 MM, Kak AuaMeTp NPecCOBAaHHBIX Ta0JIETOK,
HachbIlTHAs MOPUCTOCTh 00pa3l0B cocTaBisaa 59—
61 %. I1o pe3yibTaTaM 3KCIIEPUMEHTOB ¢ 00pa3laMu
B KBapIIeBHIX TPYOKaxX M IJISI IIPOBEPKU BO3MOXKHO-
CTM MacIITabMpoBaHU Mpoliecca oopa3iibl cocTaBa
3 cnexkaiau B NpSIMOYTOJBHOM MOJIMOJAEHOBOM 3a-
KPBITOM KOHTeliHepe ¢ pa3MmepaMu 88 X 88 x 70 MM
¢ BbICOTOM 3achinKu 35 MM, Maccoit 500 r 1 HachIII-
HOI1 TopUcTOCTHIO 57 %.

CrniekaHne MPOBOAMINA B BaKyyMHOI 3JIEKTPOICYN
conporusneHuss CHBD-16/16 (OO0 «HITITMoc33TO»,
I. MockBa) npu cAeAyIOIINX TeMIlepaTypax BbIACPK-
ku, °C: 1100, 1200, 1300, 1400 u 1500. Bo Bcex akcrme-
pUMEHTaX BpeMs BBIIEPKKN 00pasloB COCTABIISIIO
60 MUH TIpY MUHMMAaJIbHOM AaBiaeHuM 7,73-10~% Ia.
IlockonbKy 1O pe3yiapraTaM CIIeKaHWs IIpecCOBaH-
HBIX Ta0JIETOK IPHU Pa3HBIX TeMIIepaTypax BBIICPXK-
KU Oblla ompeaeseHa OITHMalbHas TeMIlepaTypa
1400 °C, mpu KOTOpoO# HabJI0maI0Ch MAaKCUMaJbHOE
conepxanue MAX-da3zsl Ti,AIN B KOHEUHOM IIpO-
IYKTe (CM. HUXE), MOCJeAYyIoIIre 3KCIEPUMEHTHI C
o0Opas3iaMu B KBapleBbIX TPyOKaxX U B MOJIMOJEHOBOM
KOHTeIHepe TPOBOAMJIN TIPU 3TOM TeMIlepaType BbI-
JNepXKKU.

®a30BBIil cOCTaB NMPOAYKTOB CIIEKAHUS MCCIIe-
JIOBAJIM METOJOM pPEHTTeHo(ha30BOro aHaau3a Ha
nudpaktomerpe JPOH-3M (HIIIT «bypeBecTHUK»,
r. Cankr-IlerepOypr). Wnentuduxkauuio a3 Ha

nudpakTorpaMMax OCYIIECTBISJIU C UCIOJIb30BaHU-
eM cienywomux crangaproB: Ti (CAS Ne 5-672), Al
(CAS Ne 4-787), TiN (CAS Ne 38-1420), AIN (CAS
Ne 25-1133), TiAl (CAS Ne 5-678), TizAl (CAS Ne 14-451),
TizAIN (PDF Ne 01-071-4029), Ti,AIN (PDF
Ne 00-055-0434). KonnuecTBeHHOE comepxkaHue ¢as
ONpEAC/ISIN METOAOM KOPYHIOBBIX 4ucesl. MUKpo-
CTPYKTYPY U3JIOMOB CIICUEHHBIX 00Pa310B U JIOKaJIb-
HBIA 2JIEMEHTHBIM COCTaB M3ydYaJad Ha aBTOOMUCCH-
OHHOM CKaHUPYIOIIEM 3JeKTPOHHOM MUKPOCKOIIE
cBepxBboIcOKOro paspemieHus «Zeiss Ultra Plus» Ha
6ase «Ultra 55» (Carl Zeiss, ['epMaHmsI) ¢ IpUCTaBKOU
peHTreHoBckoro MmukpoaHanusa «<INCA Energy 350 XT»
(Oxford Instruments, Benukooputanus).

Pe3ynbraTthl 9KCNEPUMEHTOB

Ha puc. 1 moka3zanbl nudpaKTorpaMMEl IIpecco-
BaHHBIX 00pa3ioB u3 cmecu I (Ti : AIN), U3 KOTOpbIX
BUIHO, 4TO Ipu TeMIieparypax or 1100 mo 1200 °C
IIPONYKT SIBJISAETCS MHOTO(a3HBIM U COICPXKUT CICHY-
toutue dasel: TiHAIN, TiN, AIN, Ti;AIN, TizAl.

C noBeilieHueM TteMIiepaTypbl 1o 1200 °C konu-
yectBo MAX-da3snl Ti,AIN yBenuuuaercs ¢ 20 go
52 mac.% (cm. puc. 2). IIpu f = 1300 °C 1IpoayKT co-
nepxut cienytomue dasel, mac.%: Ti,AIN — 83,
TiN — 12, AIN — 5. JanpHeHmInii pocT TeMITepaTyphl
1o 1400 °C npuBoauT K o0pa3oBaHUIO ABYX(da3zHOTro
npoaykra, cocrosiiero u3 Ti,AIN (94 mac.%) u TiN
(6 mac.%). Ilpu moctuxenuu t = 1500 °C mpomykT
TaKxXe ocTaeTcs AByx(ha3HBIM, HO HaOJIIOMaIOTCsT He-
3HAYUTEJbHOE CHUXXeHUE comepKaHuss MAX-gasbl
Ti,AIN 1o 91 mac.% v IOBBITIIEHNE IOV HUTPUIA TH-
TaHa 10 9 Mac.%. YmeHblleHHe KonudecTBa Ti)AIN
BITOJIHE cOTJIacyeTcsl ¢ JaHHBIMU padoThl [23], rae mo-
Ka3zaHo, 4To npu ¢ > 1550 °C B ycJIOBUSX JUHAMUYE-
CKOTO BaKyyMma IPOUCXOAWUT MCIIapeHue aJTIOMUHUS
n3 MAX-da3bl ¢ 006pa3zoBaHUEM HECTEXHMOMETpUYEC-
koro Hutpuna tTutaHa: Ti,AlNg — 2TiNj 5 + Al
BricokoTeMIIepaTypHOe HUCIIapeHUE aJTIOMUHUS IIPU
nonyyeHuu MAX-@a3bl cieKaHUeM TaKKe OTMEUEHO
B paboTe [24].

TakuMm obGpaszom, ang coctaBa I (2Ti + AIN)
MakcumajbHoe conepxxaHue MAX-dasbr Ti,AIN B
94 mac.% 6bLi10 TiostyueHo 1ipu ¢ = 1400 °C, uto corna-
cyeTcd ¢ pedyabraramu noaydeHust TipAIN UCKpoBbIM
MJa3MeHHBIM clieKaHueM [12], moaToMy crieKaHue 00-
pa3loB U3 cMecel 2 ¥ 3 TIPOBOAMIIN MIPU DTOM TeMITe-
parype.

IMocne cnekanus npu ¢t = 1400 °C npeccoBaHHO-
ro oopasua u3 cmecu cocraBa 2 (TiAl : TIN =1 : 1)
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Fig. 1. Mixture I pressed samples diffractograms after sintering at different temperatures

MONYyYMJIU MHOroga3HbIi NpoaykKT (cM. puc. 3, a) co
cremylouuM cogepxxanueM das, mac.%: Ti,AIN — 93;
TiN — 4; TizAIN — 2; Ti;Al — 1.

IMocne ciekaHUsI IPecCOBaHHOI0 00pasiia U3 cMe-
cu coctaBa 3 (Ti: Al: TiN=1:1:1) ¢pa3oBrIii cocTaB

Conepxanue a3, mac.%

100
i TLAIN ——*———_4
/‘/
80 /
- /
/
60 /

1200 1300 1400

T
1100

t,°C

Puc. 2. CogepxaHue a3
MPY pa3JIMYHBIX TEMITepaTypax ClieKaHust
npeccoBaHHBIX 00pa31oB coctaBa I (2Ti + AIN)

Fig. 2. Phases contents at composition 7 pressed samples
various sintering temperatures (2Ti + AIN)
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npoaykra 6pu1 caenyoomum, Mac.%: Ti,AIN — 89,
TiN — 9, %; TizAl — 2 (cM. puc. 4, a).

JJ1st mpeaoTBpallleHusT BEIXOJA MapoB aTIOMUHUS
U3 peakIIMOHHOro o0beMa yepe3 MOBEPXHOCTh Ipec-
COBaHHBIX 00Pa3IIOB B IIpOlIeCCe HarpeBa M BAaKyyMMU-
pOBaHUS OBLIM MPOBEIECHBI SKCIIEPUMEHTHI ¢ 00pa3-
HaMM1 B KBapleBbIX TpyOkax. Ilocie criekaHusi npu
t = 1400 °C o6pa3sua cocraBa 2 (TiAl : TIN =1 : 1)
MOJYYUJIU MHOTO(a3HbIN NPOAYKT (CM. puc. 3, 6) co
crenyoouuM conepxanueM das, mac.%: Ti,AIN — 94,
TiN — 4, TizAl — 2. Ilocne cnekaHus obpasua co-
craBa 3 (Ti: Al: TiN=1:1:1) 661 mOJYy4YeH MO-
HodasHblil nponykT Ti,AIN — 100 %, o yem cBuU-
IeTenbCcTBYeT nudpakTorpamMma Ha puc. 4, 6. Ha
MUKpodoTorpadusax, NpeacTaBiecHHBIX Ha puc. 5,
BUJHO, 4YTO oOpa3el coctaBa 3 COCTOUT U3 TakK Ha-
3pIBAEMBIX HAHOJaMWHATOB C TOJIIMHON CJIOEB B
HECKOJIBKO IeCSITKOB HM.

Tak kak u3 cmecu 3 ObLI MoOJydeH MOHOG(a3HBIN
nponykT Ti,AIN, ToO MHTEPECHO ObLIO MPOCIEIUTH Ha
3TOM COCTaBe BJIMSIHUWE MacliTabHoro ¢akrtopa. Mc-
XOOHYI0 IIMXTY cocTaBa 3 maccoii 500 r 3achinaim B MO-
JMOIEeHOBBIN KOHTEHEp ¢ pa3Mepamu 88 x 88 x 70 MM
POBHBIM cjioeM BbicoTOl 35 MMm. KoHTeltHep HaKpbI-
BaJX KPBIIIKOM M IOMELIAJIU B BAKYYMHYIO TI€Yb.
Bun crieka mocie U3BJICUYCHMS U3 TIEYM IIPeICTaBICH
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Puc. 3. JludpakrorpamMmma npoayKTa rmocjie peakilMOHHOTO CIIeKaHU I IPeCCOBaAaHHOI0 obopa3sua (a)
1 oOpa3sua B kBapueBoi Tpyoke (6) coctaBa 2 (TiAl + TiN) mpu f = 1400 °C B Bakyyme

Fig. 3. Product diffractogram after composition 2 (TiAl + TiN) pressed sample (a) and the quartz tube sample (6)

reactive sintering at 1400 ° C in a vacuum
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Puc. 4. [ludpakTorpaMmma npoayKTa mocjie peakIlJMOHHOTO ClieKaHU s TTPecCOBaHHOTO 00pa3siia (a)
u obpa3sia B kBapueBoit Tpyoke (6) coctaBa 3 (Ti + Al + TiN) nipu ¢ = 1400 °C B Bakyyme

Fig. 4. Product diffractogram after composition 3 (Ti + Al + TiN) pressed sample (a) and a quartz tube sample (6)

reactive sintering at 1400 °C in vacuum

Ha puc. 6. CocTaB MaTepuaja crieKa MOJy4YuJICs Ofi-
HOPOAHBIM IO BceMy cedyeHUlo. [udpakrorpamma
IMOJIYUYMBIIIETOCS TPOAYKTA ITOJHOCTBHIO WMIACHTUYHA
nudpakrorpamme Ha puc. 4, 6 — 100 % MAX-da3ssl
Ti,AIN 1 orcyTcTBHE UHBIX (a3

Ha puc. 7, a npencraBieHa Mukpodortorpadus
M3JI0Ma TIOJIYYEHHOTO crieKa coctaBa 3, Ha KOTOpO#
BUJIHA CJIOUCTasl CTPYKTypa, XxapakTepHas ajas1 MAX-
da3. [JaHHBIC JOKAJBHOIO SJIEMECHTHOI'O aHajIu3a C
IJIOIIAAU TPUMEPHO 5 MM (BBLOEIEHHOI Ha puc. 7, 0
JIMHUSIMU) M3J0Ma CIIEYEHHOTrO MpPOAYKTa IoKa3alu
cleaylolee cogepXXaHue 3J1IeMeHTOB, at.%: N — 23,56,

Al — 25,68, Ti — 50,76, 4TO XOpOLIO COIJIACYETCH C
aJeMeHTHBIM cocTaBoM MAX-@da3ssr Ti,AIN.

06cyxaeHune pe3ynbTaToB

Hcxonst 13 3KCIIepUMeHTaIbHBIX JaHHBIX U (ha30-
Boix auarpamMm Ti—N u AI—N npeajoxeHa ciaenyro-
11asi MoCeN0BaTeIbHOCTh (ha3000pa30oBaHuUs MPU Ha-
rpeBe B IMTHAMHUYeCKOM BaKyyMe oOpa3ia cocrana /:

1. OkcTpanonupys gaHHble [25] 1o auccouvauuu
HUTpUAA aJIOMUHUS B 00JacTb HU3KUX NaBJICHUMH,
MoJyyaeM, 4To rpu aasieruu 7,73-10~* [Ta temmepa-
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Puc. 5. Mukpodororpadpuu obpasia coctaBa 3 ¢ pa3iM4HbIM MaclITabOM

Fig. 5. Composition 3 sample photomicrograms at different scales

Puc. 6. ®oTorpadus nonyyeHHOro crieka coctana 3
maccoit 500 r

Fig. 6. 500 g in weight after-sintering composition 3
photograph

Typa nuccouurauuu oymet 913 °C. [loaTomMy JOTMYHO
MIPEAIIOI0XNUTh, YTO HAa HadyaJbHOM 3Talle Ipoliecca
MIPOUCXOONUT ITUCCOIMALINSI Ha TTOBEPXHOCTH YACTHIL
HUTpUIA AJTIOMUHU S

2. [ToTok mpoaykToB auccounanmu AIN nuddyH-
IMpPYyeT B IOPOBOM IIPOCTPAHCTBE 00pa3iia K MOBEpX-
HOCTU 4acTull TuTaHa. [1oCKOMbKY KaK aJlOMUHUIA,
TaK W a30T UMEIOT 3HAYUTEJbHYIO PacCTBOPUMOCTD B
TUTAHE W SBJISIIOTCS O-CTabuinM3aTopamMu, TO obOpa-
syercst TBepabit pactsop Ti(Al,N,). Ipu 7 = 1100+
+1200 °C aro Gyner o-Ti(Al,,N)), a mpyu MOBBILLIECHUN
temmnepaTtypsl 10 1300—1500 °C — B—Ti(Alx,Ny).

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N4

Puc. 7. Mukpodororpaduu uziaoma obpasiia
MOJTyYeHHOT O CIleKa cocTaBa 3
C Pa3AIMIHBIM MacIITabOM

CriexTp BbIA€JIeHHOI o6macTH, at.%: N — 23,56; Al — 25,68;
Ti — 50,76

Fig. 7. After-sintering composition 3 sample fracture local

microanalysis and microphotographs at different scales
Spectrum, at.%: N — 23,56; Al — 25,68; Ti — 50,76

—_ .
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3. U3 tBeproro pacteopa o-Ti(Al,,N,), o mepe Ha-
CBIIIEHUS €ro aJIlOMUHKUEM U a3oToM, ipu ¢ < 1200 °C
BbIKpUcTaanu3osbiBatoTcst ¢dassl TiN,, TizAl, Tpoii-
Hoit Hutpun TisAIN u MAX-dasza — Ti,AIN.

4. U3 tBepmoro pactsopa B-Ti(Al,N)) npu 7 >
> 1300 °C BwikpucTasnusoBbiBaoTcsd ¢dassl TiN, u
MAX-¢a3za — Ti,AIN.

5. TIpu ¢ = 1400 °C npouecc obpazoBanus Ti,AIN
MMOJTHOCTBIO 3aBepiaeTcd M cojep:kanne MAX-ba3bl
B 00pa3lie TOCTUTraeT MaKCMMaJIbHOM BETMYMHBI.

6. [Ipu manbHeillleM YBEJIMYEHUM TeMIepaTypbl
1o 1500 °C B yc/IoBUSIX IMTHAMNYECKOT'O BaKyyMa Ipo-
UCXOOUT YacTU4YHBbIN pacrag MAX-¢da3bl ¢ ob6pa3o-
BaHUeM (a3bl HUTpKUAA TUTAHA U MapOB aJIOMUHUS,
KOTOpBIC IIOKUIAIOT IIOPOBOE IIPOCTPAHCTBO 00pa3iia
B 00bEM IEeUn.

Coznepxanusg MAX-dasbl TiAIN B mpoaykrax
CIIeKaHUS IPECCOBAHHBIX 00pa3IloB U3 COCTaBOB [/ U
2TpaKTUYECKU He OTIUYAI0TCS (COOTBETCTBEHHO 94 1
93 mac.%), a u3 coctaBa 3 — 3aMeTHO HUXe (89 Mac.%).
MoOXHO MpPEeAIoJ0XUTh, YTO 3TO Pa3jINdHe CBSI3aHO
C TeM, UTO B UCXOAHBIX cOCTaBax cMmeceit 1 u 2 aio-
MUHUNA CONEPXKUTCS B CBSI3aHHOM COCTOSIHUM B BUIIE
coenmHeHUM (coorBeTcTBeHHO AIN 1 TiAl), a B cMme-
cu 3 — B CBOOOJHOM COCTOSTHUU. YUUTHIBASI HUZKYIO
TeMIiepaTypy niaaBjieHus aJtoMuHug (660 °C), Jorny-
HO TIPEAIIOJIOXUTh, YTO IIPU ITOABEME TeMIIepaTyphl
B II€YM Taphl aJIIOMUHUS TIOSBIISIOTCS paHbIIe IJIs
cMecu 3, ueM AJist cMeceit 1 v 2, U B YCIOBUSIX OTKPbI-
TO# GOKOBOM MOBEPXHOCTU 00pa3MoB IIPU BaKyyMU-
pOBaHMM TOKKAAIOT MMOPOBOE MPOCTPAHCTBO 00Opa3-
LIOB 4epe3 OOKOBYIO MOBEPXHOCTh B TeueHUE Ooliee
IUIMTEILHOTO BpeMeHHW. boiee HHM3Koe comepxKaHMe
MAX-da3zsl TiAIN B mponykTax CleKaHUS IIPECCO-
BaHHBIX 00pa31I0B cOCTaBa 3 00bICHSIETCS 00pa30BaB-
MUMCS Te(PUITUTOM aJTIOMUHUS.

3akpbiTUE OOKOBOU MOBEPXHOCTU 0OpPA3LOB COCTA-
Ba 2 CTEHKaMM KBaplieBoil TpyOKHM oKa3ajo OTHOCH-
TEJIBHO CJTa00€ BIUSTHUE C TOUYKU 3PCHUS ITOTYyICHUS
MAX-d@as3bl Ti,AIN, MocKoJIbKY €€ conepxXaHue B 000-
nx obpasuax (93 % B npeccoBaHHOM 1 94 % B KBaplieBOI
TpyOKe) IMpakKTUUecKn ogrHakoBoe. O0muit (pa3oBbIit
COCTaB MPOAYKTOB TaKXKe U3MEHUJICS HE3HAYNUTEBHO.
Bunumo, npu npoTeKaHUU peakiiuii Ipy TeMIeparype
BBIIEPKKHU, OIM3KOM K TemmnepaType miaBiaeHus TiAl
(~1450 °C), MacconepeHoC aJIOMUHUS B CMeCU 2 OCy-
IIECTBJISIETCS MTPEUMYILECTBEHHO Yepe3 XKUAKYIo ¢asy.
B orcyTcTBHE IMapoB adlOMUHMS 3aKPBITHE OOKOBOI
MTOBEPXHOCTU 00Opa3ila He MPUBOAUT K CYIIECTBEHHOMY
HU3MEHEeHMI0 (ha30BOro cocTaBa I10 CpaBHEHUIO ¢ 00pa3-
LIOM C OTKPBITOM OOKOBOI MOBEPXHOCTHIO.

3akpbITHEe OOKOBOM MOBEPXHOCTU 0Opas3lia cocTa-
Ba 3 0Ka3ajo CyILIeCTBEHHOE BIMSHNE Ha 0Opa3oBa-
Hue Ti,AIN. IIpucyTcTByIOLIMiII B UCXONHOW cMecU
CBOOOIHBIN aJIIOMUHUIA, UCITAPSISICh IPY HaTpEBaHUH,
He OKMUAAET 30HY peaKIIMu OJaromaps 3aKpbIToit 00-
KOBOM ITOBEPXHOCTH M pearupyeT IMOJTHOCTHIO C 00pa-
soBanueMm Ti,AIN.

3aKknio4yeHue

Takum o6pa3oM, B pe3yabTaTe MPOBEICHHBIX UC-
cIIeHOBaHUWI Mpollecca CIIeKaHUS B BaKYYMHOM IeUn
Oblj1a onpeaesieHa 3aBUCUMOCTb COIEP>XKaHU ST B KOHEY -
HoM nponykte MAX-da3bl TioAIN oT TeMnepaTypbl
BBIICPXKH M COCTaBa MCXOMHOM MMXTHL. JI1sI cocTaBa
Ti:Al: TiN =1:1: 1 opu Temneparype BblAECPXKKHU
1400 °C, mo gaHHBIM PEeHTIreHO()a30BOro U SHEPTOAUC-
IIEPCUOHHOTO aHAJIM30B, OBLI MOJyYeH OTHOMAa3HBIN
npoaykT co 100 %-HbiM comepxkanueM MAX-da-
3bl Ti,AIN. Bbli10 noka3aHo, 4To 3aKpbITUE OOKOBOM
moBepxHoCcTH ob6pasia u3 cmecu Ti : Al : TiN 60-
KUpPYyeT BBIXOI MapoB aJlOMUHUS U3 MOPOBOIrO MpPO-
CTpaHCTBa o0Opa3lla, YTO MPUBOAUT K 0Opa30OBaHUIO
tonbKo Ti,AIN. Ha mpumMepe criekaHus1 3aCbINKKU MacCoi
500 r u nosyyenus onHodasHoro nponykra Ti,AIN
OblJ1a MPOAEMOHCTPUPOBaHA IPUHILUIIKAJIbHAS BO3-
MOXXHOCTH MacCIITaOMpOBaHUS MPoIlecca CIIEKaHUS B
JTUHAMUYECKOM BaKyyMe W IMEpPCHEKTUBHOCTb 3TOTO
crnoco0a MoJIy4yeH s 1J1s1 TPOMBIIIIJIEHHOTO OCBOEHU .
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