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MHOIOCJTOMHASA CTPYKTYPA U BbICOKOTEMMEPATYPHASA
MPOYHOCTbL KAPOTPOYHbLIX MATEPUAJTOB HA OCHOBE
COEOMNHEHWW HNOBWMA C ANFOMUHMEM W KPEMHUEM,
MNONYYEHHbLIX N3 KOMMNO3UTOB Nb-Al N Nb-Si

Wuctutyt domnsmkm tBepgoro Tena PAH
yn. WUHctutyTtckas, 2, r. YepHoronoska, MockoBckas 061., 142432, Poccus

Cratbs noctynuna B pegakumio 5 Hosbps 2012 roga

IIpedcmasnenvl sKCnepuMenmanbhble pe3yibmanmvl o paspabomke HOBbIX HCAPONPOU-
HbIX KOMNO3UMHBIX MAMEPUATIO8 HA OCHOBE UHIMEPMEMALIUYECKUX COeOUHEHUIl HUOOUs ¢
antomunuem u kpemuuem. Croucmas CMpyKmypa KOMNO3UMA U3 UHMEPMEemaniuoos u
HUoOUs nomyuena memooom ouggysuonnou ceapku ({C) noo oasienuem MHO2OCIOUHBIX
nirockux naxkemos u3 monkux Nb- u Al-gponve ¢ Si-noxpvimuem.

KirodeBble cioBa: XaporpoyHble MAaTEPHAIbl, CIIOMCThIE KOMIO3HUTHI, AU(QPYy3HOHHASL
CBapKa, MaKkeTHas MPOKaTKa, HHTEPMETAITMYECKOe COeTMHEHHE, IPOTHOCTD MTPH U3THOe

Ilpeocmasneno excnepumMeHmanvui pe3yibmamu 3 pO3POOKU HOBUX — HCAPOMIYHUX
KOMRO3UMHUX MAMepianié Ha OCHOBI [HMEPMemaniunux cnoiyk HioOilo 3 antoMiHieM i
Kpemniem. [llapysamy cmpykmypy Komnosumy 3 iHmepmemanioie i Hi0Oil0 OMpUMAaHO
Mmemooom ou@ysitinoeo 38apioéanis ([3) nio muckom bazamowaposux nioCKux naKemis
3 moukux Nb- i Al-ponve 3 Si-noxpummsim.

Karodosi cioBa: sxapoMiltHi MaTepiaiy, ImapyBaTi KOMIO3UTH, nu(y3iliHe 3BaplOBaHHS,
MaKeTHA MTPOKaTKa, IHTepMeTallivHa CTIOIyKa, MIITHICTh TIPH BUTHHI

Opnno u3 npumeHeHn criaBoB Nb—Al 1 Nb—Si cBsI3bIBacTCS ¢ HCIIOIH30BAHHM-
€M HMX B KayeCTBE KAPOIPOYHBIX MAaTEPHAaOB, CIIOCOOHBIX 3aMEHUTH CIUIABBI
Ni—Al. B pabote BnepBbie onpoOoBaHa TEXHOJOTHS CO3IaHUS CIOUCTOTO MaTe-
puaia, COCTOSIIEr0 U3 YEPEAYIOIIUXCS CIOEB JKapOMpPOYHOr0, HO XPYIKOTO IO
CBOCH MPHUPOJIE MHTEPMETAUTMYECKOTO COSAWHEHHSI HUOOHS C aJIOMHHHEM HITH
KPEMHHEM M OTHOCHTEJIBHO TuacTU4HOro Nb-TBepaoro pactBopa. Temmeparypsl
rutaBiieHus cruiaBoB Nb—Al B o6mactu B(NbsAl)-daser u crmaBoB Nb—Si B o6:1ac-
i NbsSi mpessimaror 1900°C.

Panee mpemnaraemasi TeXHOJOTHS OblJIa YCIEITHO MCIOIB30BaHA JUIS TIOTyYe-
HUSl CIIOMCTHIX MaTepuanoB Ha ocHoBe cuctembl Ni—Al [1-3]. Juddy3nonasiM
CHOCcO0OM OBIIH TOyYE€HBI MACCHBHBIE CIIOMCTBIE KOMITIO3UTHI C WHTEPMETaJLIU-
namu NizAl, NiAl u tBepabiM pactBopoMm Al B Hukene. OgHaKO 3TH pabOTHI HE
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UMEIU MPOAOJDKEHHs. J{en0 B TOM, YTO COBpEMEHHbIE CIUIaBbl HA OCHOBE yNpOY-
Hstomeil ga3pl NizAl yxe ncdepnanu cBOM BO3MOKHOCTH H3-3a OTHOCHUTEIBHO
HU3KOM (~ 1400°C) TemnepaTypbl IJIaBICHUS.

HecmoTpst Ha To, 9yTO qUQPY3HOHHBII METO TOCTaTOYHO JOCTYIIEH U MPOCT B
UCIIOJIHEHUH, HaM HE M3BECTHBI CIIyyal €ro MCIOJIb30BAaHUS JJIs MOJyYEHUs Ka-
PONPOUYHBIX MaTepUaJOB Ha OCHOBE HHTEPMETAIUIMUECKUX COEAMHEHUH TYro-
IUTAaBKUX METAJJIOB, aHAJIOTMYHBIX HUOOUIO.

1. Ilosryyenune maTepuajia

Cuctema Nb—Al. Ha nepBoM 3Tane u3 naketos, coaepxkammux ~ 50 Nb-dosbr
tomuuHoW 40 pm, wepenyrommxcs ¢ Al-pompramu TommmaO# 10 pm, ¢ momo-
mpto JIC mox fAaBiIeHMEM IMONyYadd MHOTOCIOHHBIE KOMIIO3UTHBIE 0Opa3libl
Nb-Al. Pacuetnoe otnomenune Nb:Al = 4. Ha quarpamme cocrostaust Nb—Al sto
COOTBETCTBOBaNIO 0/iHOGa3HOI o0nactu 3-Nbs;Al B mpeanonoxkeHuu, 410 HUOOU
U QJIFOMHHHN B TIPOIIecce B3auMHOM MU py3un pacxoT0BaIHCh TOJTHOCTHIO.

s nonyuyenus komno3utoB Nb—Al ¢ TonmmHamMu ciioeB 000MX KOMIIOHEHTOB
menbie 1 um JIC coBMemanu ¢ panee pa3padOTaHHBIM METOJIOM IMAaKETHOM Tpo-
katku (I1IT) [4,5]. C uenbio npuaaHus aqlOMUHHUIO IPOYHOCTU M YJIyUIIEHUS CO-
BMECTHOH nedopmarmu ero ¢ Huoomem B TexHonoruu «I1I1 + JIC» npu cOopke
MAKETOB MCIIOJIb30BAIM HE YHMCTBIM aTlOMUHHM, a ero cmiaB ¢ 2 wt% Si. B 1-m
IIUKJIC TIPOKATKOW Ha BaKyyMHOM ITPOKAaTHOM CTaHE M MOCJEIYIOMIEH MPOKaTKOM
IpY KOMHATHOW TemImepaType nakera, coopanHoro u3z Nb- u AlSi-donsr, nomy-
ganu MHOTOCIoHYI0 Nb—AlSi-nenrty. Yxe Bo 2-M uin qaxke 3-M muKIie u3 Goiabr
9TOM JeHThI cobupanu makeT st JIC.

Hanpuwmep, s nonydennst komno3utoB Nb—AlSi, nmpeacTaBieHHBIX B JaHHOH
pabore (manee o6o3HaueHsl 12NbAIl u 12NbAI2), B 1-M 1ukiie naker cooupaim u3
16 Nb-¢omnsr Tommuunoii 0.3 mm u 15 donsr u3 curaa Al-Si Tommmno#i 0.05 mm.
Cpapka nakeTa NMpoUCXOAWJIa B Mpoliecce MPOKaTKM Ha BaKyyMHOM CTaHE C Ha-
rpeoM nipu 450°C u nmpokaTku npu KoOMHaTHOM Temmeparype a0 0.3 mm. U3 or-
PE3KOB 3TOW JIEHTHl coOMpanu 2-i makeT W LUKJI NoBTOpsiau. W Tonbko B 3-M
LIUKJIE Y’)K€ MHOTOCJIOMHBIN MakKeT, cojepkauiuii B oOuieil cnoxxnoctu 3072 Nb-
cinosi ¢ pacyetHoi TommmHON 876 nm, 2880 AlSi-cioeB — 146 nm u 180 AlSi-
cioeB — 2.7 um, moasepranu JIC. Pacuernoe otHomenne Nb:AlSi = 3. 31o coot-
BETCTBOBaJIO ByX(da3Hoii oomnactu B-NbsAl + 6-Nb,Al nuarpammer Nb—Al

Cucrema Nb—Si. /{ns momyderust kommo3utoB Nb—Si makeT cobupanm u3 Nb-
¢doabr TonmuHoN 20 pm ¢ 0HO- WK JABYCTOPOHHMM Si-OKpBITHEM. MeToaom,
NoJJOOHBIM CcTIOocO0yY TpadapeTHO! neyaTH, Ha (OJBTy CHa4Yajaa HAaHOCHIJIH CYyCIICH-
3110 Si-MOpOLIKa pa3MepoM dYacTul 1-3 pm B noaudtwieHraukosue. [locneanunit
BbInapuBaiu npu ~ 250°C Ha BO3IyXe, U Ha MOBEPXHOCTH (POIBIU OCTaBaJIOCh
IPOYHO yJepXHBaroleecs: Ha Hell Si-nokpeitue. Ero TosmuHa 3aBucena oT KOH-
CHCTEHIIMH CYCIICH3MU U KOJIMYECTBA aKTOB €¢ HaHECeHHs. B mcciemyeMpIx 3/1ech
IUIOCKUX KoMmo3uTax Nb—Si TosHa 0JHOCTOPOHHETO MOKPHITUS KoJebanach B
npenenax 35-50 um.
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ITocne JIC xomno3utel Nb—Al, m3rotonenusie merogamu JIC u «IIIT + JIC»,
n KoMmmo3uThl Nb—Si mpencraBimsuii co00i MacCHBHBIE TUTACTUHBI pa3Mepamu
~35 x 40 mm u TommuHON 2.5-3.5 mm. Hapyxusle Nb-donbru cozHareiabHo
Opanu Gonpmiei TommuHel, 9eM BHyTpeHHue: 0.1 mm — gt Nb—Al u 0.2 mm —
i Nb—Si. [Tostomy npu JIC oHM «HE popacTalu HHTEPMETAIIUAOM HACKBO3b)»
U CIIY)KHJI CBOETO POJIa KOHCOJHIUPYIOIMIMMHU OOKJIAaJKaMU MOJy4YaeMbIX IUIa-
CTHH MaTepHana.

2. Komno3utHbie maTepuaJbl cucteMbl Nb—Al

Merton JIC. Ilepssiit atan JIC npu TemrnepaType HWXKE TEMIIEpATypbl IUIABICHUS
QTIOMHHUS TIPEATIPUHUMAITH, YTOOBI HCKITIOUYUTH €r0 BHITEKaHUE NPy 00JIee BHICOKUX
Temmneparypax, cBsa3aB ero B coenuHenue NbAls. Tlocne 1500°C (puc. 1,LI1La)
MHUKPOCTPYKTYpa KOMIIO3UTa YK€ TpeACTaBisIa co00i dyeperoBaHue CIOEB CO-
enuHeHust NbyAl (koTopele, O AaHHBIM JIOKaJIbHOTO PEHTTEHOCHEKTPAIBbHOTO
anaymsa (JIPCA), conepxamm ~ 35 at.% Al) tonmunaoi 20—25 um u ci1oeB TBep-
noro pactBopa Ha ocHoBe HHOOUS Nb(Al) (~ 10 at.% Al) Tonmunoit ~ 10 um,
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Puc. 1. Mukpoctpykrypa (I) u pesymprater JIPCA (II) MHOTOCIOWHBIX KOMIIO3HTOB
Nb-Al mocne JIC: a — 550°C/1 h + 1500°C/30 min, ~ 6 MPa; 6 — 550°C/1 h + 1700°C/30 min,
~ 12 MPa; ¢ — 550°C/1 h + 1700°C/30 min, ~ 6 MPa
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¢ 00enx CTOPOH KOTOPOT'O PacHojarajiuch CJIOW MHTEPMETAIUTMYECKOTO COeaUHe-
Hust NbsAl (20-22 at.% Al) TonuuHowM o ~ 5 pm.

[Tosermienne temmnepatypsl JIC mo 1700°C (puc. 1,1I1,6) BeI3bIBaNO Cymiect-
BEHHOE M3MEHEHHE MHKPOCTPYKTYpHI KOMITO3UTa. Boipmuii 00beM oOpasna Te-
nephb 3aHUMANIU CJIOW WHTepMeTauIndeckoro coequuenust NbsAl (20-22 at.% Al)
TOMUUHON ~ 40 pum, KOTOpbIE YepeloBaIUCh CO CIOSMHU TBEPAOro pacTBOpa Ha
ocHoBe HHOOUSI Nb(Al) (~ 17 at.% Al) Tonmmuoi ~ 6 um. Octatku ¢aszsl NbrAl
HaOJII0/1aJHCh B BUIE BBITSAHYTHIX OCTPOBKOB BHYTpH ciioeB NbsAl

Crnenyromuit kommnosut (puc. 1,1I11,6) oTnuyancs oT mpenblayIIero TOJBKO
nasnenueM npu JIC, paBHbIM ~ 6 MPa. Iloutn Bech 00beM IUIACTHHBI CTAIH 3a-
HUMaTh ciou coenuHeHus NbsAl (21-23 at.% Al). Kpome Hux B cTpyKType 3a-
METHO MPHUCYTCTBUE TOHKUX (~ 4 1m) CJI0€B, KOTOPbIE HAa JAaHHOM 3Talle UCCIIE0-
BaHUs MOXHO oTHecTH K Nb-tBepmomy pactBopy Nb(Al). Comepxkanue amomu-
HUS B HUX u3MeHsiercs ot 17 no 20-21 at.%.

3aMeTHOE M3MEHEHHE CJIOUCTOM CTPYKTYpbl C YMEHBIIEHHEM [aBJCHHUS B 2
pasza MOXHO OOBSICHHTH clieAyromuM. beuto 3amedeno, uro nipu JIC amromMuHMi
YaCTUYHO BBIIABIUBAJICSA M3 IAaKeTa. DTO BHI3BIBAJIO OTKJIOHEHHE COOTHOIICHUS
Nb:Al ot pacuyernoro B cropony Nb(Al). CrnenoBarenbHo, 4eM MEHbIIIE AaBiie-
HUE, TEM MEHbIIE B CTPYKTYpe KOMIIO3HUTa TBEPAOro pacTBopa Al B HIOOMH U TeM
OJIMKe OH TI0 COJIePIKAHUIO aTrOMUHUS K (haze NbsAl.

Ha puc. 2,a npencraBieHa MHOTOCIOIHAsA CTPYKTypa MOCIETHETO KOMITO3HT-
HOro oOpasla MpH OTHOCHTENIbHO HEOOJBIIOM yBenudeHuu. Hame BHMMaHue
IpUBJIEKJIA TIOTIEpeYHas TPellrHa, MepeceKaroniasi Bce BHYTPEHHHUE CJIOU KOMIIO-
3UTa M «racsAmiascs» B €ro HapyXHbBIX ClIosx TBepaoro Nb-pactBopa. Tak kak
Ui TOTOBWIM M3 00pasiia, yxKe MPOIISANIero UCTbITanus Ha u3rub (pparMeHt
CTPYKTYpBI CHAT BOJHM3U MeCTa pa3pylleHus), Mbl MpearojaraeM, yTo TpeliruHa
o0Opa3oBasiach MU UCIILITAHUSAX.

Nb(Al) = 500 ﬁm

a o

Puc. 2. CTpykTypa MONEpEYHOTO CEUYEHHS] MHOTOCIOWHBIX KOMMO3UTOB Nb—Al mByx
KOHCTpyKUuit nocie aud¢ysnonnoit ceapku npu 1700°C B tewenue 30 min nox gasie-
HUEeM ~ 6 MPa
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OToT (aKT moackazal KOHCTPYKIHMIO KOMIIO3UTa, MPENSATCTBYIOIIYI0 CBOOOI-
HOMY TIPOXOXK/ICHUIO TPEIIMHBI Yepe3 Bech 00beM MaTepuana. Ha puc. 2,6 npuse-
JIeHa MHOTOCJIOWHAsi CTPYKTypa U3 4 MynbTHcI0eB NbsAl, pa3ieneHHBIX UCKYcC-
CTBEHHO TPOJIOKEHHBIMH MTPOCIOHKAMH ITIOYTH YHCTOr0 HHOOUs. B TakoM kommo-
3UTE TPEIlMHA, BO3HUKINAS B OJJHOM M3 JKapONPOUHBIX, HO XPYIKUX MYJIbTHCIIOEB,
HE JIOJKHA PAcTIPOCTPAHATHCS 110 BCEMY CEUeHHIo Marepuaia. Kaxaplii MyibTuc-
J0# B komnosute coopad u3 10 Nb- u 9 Al-osbr Tonumnoi coorsercTBeHHO 40
u 10 pm, tommuaa Nb-ipocioek — 90 um. Coopky u JIC Takoro makera mpoBO-
JIVJTY 32 OIMH Pa3.

[To xmaccuueckuM mpaBwiiaM B3auMHOU nudQy3un oOpa3oBaHHEe MHTEPMETAI-
anyeckux (a3 B cucreme Nb—Al 101KHO TPOUCXOANUTE B MOCJIE0BATEILHOCTH OT
UHTEPMETATHAAa C OONBIINM cojiepkaHneM Al K MHTepMETauIMAy C MEHBIITUM
ero couepxanuem: NbAl; — Nb,Al — Nbs;Al. B ciydae orpaHu4eHHBIX HCTOY-
HUKOB Nb 1 Al (mpudem rctounuk Al orpanmden B 6ombiieii crenenn — Nb:Al = 4)
3aKOHYEHHOW KapTHHOM nuddy3un OyneT CTpyKTypa C MHTEPMETAJUIMJIOM, CO-
JepKalM MeEHbIIIee KOJIMYECTBO aTIOMHHMA. HaMu naBHO yCTaHOBJIEHO, YTO
NbAl; snerko u ObICTpO 00pa3oBBIBAICA NpPU TeMIIEpaTypax MHOTO MEHbIIIEe
1000°C, a mpu 1500°C u BbIle MOTHOCTHIO pacxomoBaics. [Iporecc B3auMHON
T Py3un TPOUCXOAUT TEM IOJIHEE, YeM OO0Jblle BpeMs BBIAEPKKH, U UAET TEM
ObIcTpee, yeM BhIIIe Temneparypa. [loatomy npu noBeimennn Temmeparypsl JC
ot 1500 go 1700°C 3Bomtonusi MHOTOCIOHHON CTPYKTYpsl 0T NbyAl + NbzAl +
+ Nb(Al) k NbsAl + Nb(Al) npencrapnsiercss 3aKOHOMEPHOIA.

Meton «IIIT + JIC». XapakTepHass MUKPOCTPYKTypa MaTepHaja B IOIEPEYHOM
CEUeHUH, MapajuIeIbHOM HAIlPaBIICHHUIO MPOKATKH, MOKa3aHa Ha puc. 3,a. [Ipu ot-
HOCHUTENBHO HEOOJIBIIOM YBEIMYEHUN XOPOLIO BUIHBI YEPEAYIOIIHECs CBETIIbIE U
TEMHBIE CJIOW C CHJIBHO OTIMYAIONIMMUCS TONIUHAMY 10 JutnHE. CBETIIbIe CIION —
9TO pe3yJbTaT Mpeodpa3oBaHusi HUOOU, TeMHBbIE — TO, 4To 210 JIC ObLIO cIIaBoM
Al-Si. Oba ciost MecTaMu YTOHYAIIMCh HACTOJBKO, YTO Pa3phIBAIUCH U MPEBpa-
IIAJIUCh B BBITSHYTbIE OCTPOBKH, IPUBOJAS K TOMY, UTO OT/EJIbHBIE CIIOU HUOOUS

500 pm

a

Puc. 3. OOuwmii BUA CTPYKTYphl KOMIIO3UTa B CCUCHHUM, MapaJUICILHOM HAIPABICHUIO
MPOKATKH, (a) ¥ MUKPOCTpYKTypa ¢ pedynbratamu JIPCA (6)
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wim crutaBa Al—-Si coenuHsIHMCh cO closiMu, cebe moaoOHbIMU. Takoi mpoiiecc
MMEJ MECTO Ha BceX 3Tamax JaedopManuu. DTUM OOBACHSAETCS HECOOTBETCTBUE
pacueTHOM TOJIINHBI CIIOEB U TONIIUHBI, U3MEPEHHON IKCIIEPUMEHTAIBHO.

[Ipu Gonbuiem yBenuueHuu (puc. 3,0) MO CBETOBOMY KOHTPACTY MOXHO pa3-
anuuTh Tpu (asel. [lo nanuemM JIPCA, oHu uaeHTHGULIHPOBAINCH KaK TBEPbIN
pacTtBop Ha ocHoBe HHOOMs Nb(Al) — HanOonee creminas dasza, NbyAl — daza Tem-
Horo 1Beta U NbsAl — ¢aza ceporo upera. [IpucyTcTBre OONBIIOT0 KOTUYECTBA
WHTepMEeTaUTHIeckoro coenuaeHuss NbyAl oObsicHseTCS HEOOIBITUM BpPEeMEHEM
BBICOKOTEMIIEPATYPHOI BBIICPIKKU.

Kpemnnii, mepBoHayanbHO HaxonuBimiics B cruaBe Al-Si, B mpomecce [C
pacmpeensics mo BceMy o0beMy MHOTOCIOWHOTO MaTepuana, OJHAaKO, MO JaH-
HeiM JIPCA, 3Ha4YeHHS €ro KOHIICHTPAIIMN HAaXOIWIHCh HAa (OHOBOM ypoBHe. Ho
naxxke QoHoBas KoHIEeHTpauus KkpemHus B NbsAl-daze (0.10-0.15 wt%
(0.32-0.51 at.%)) Obu1a 60mbIe, yem B NbyAl 1 Nb(Al) (~ 0.06 wt% (0.18 at.%)).
[Tpu Takux comepkaHuax Si B HCCIEAYEMOM OOBEKTE JOCTOBEPHBIN Mpeaesn Om-
penenenus ero KouueHtpanuu coctasisieT 0.16 wt%.

[TpouyHocTs Ha K3rub. KparkoBpeMeHHYI0 MPOYHOCTh PACCUUTHIBAIU TIPH HC-
IBITAHUAX Ha 3-TOYEUHBIH M3rud 00pa3IoB JUIMHOW 28 mm B TeMIIepaTypHOM HH-
tepBajie 1150-1350°C. Harpe u ucnbITaHus TPOU3BOAMIN B BakyyMe. OOpasiibl
BBIPE3AJIM M3 TUIACTHH TaKUM 00pa3oM, YTOOBI WX JUIMHA COOTBETCTBOBAJa Ha-
MIPABIICHUIO MPOKATKU (OJBT, U3 KOTOPBIX cobupanu makeT. HampaBnenue mpu-
JIO’KEHHUS! Harpy3Ku ObLJIO MapajuieIbHO IUIOCKOCTH CJIOEB. Pe3ynbTaThl HCHbITa-
HUH MpeCcTaBleHbl Ha puc. 4.
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Puc. 4. 3aBucuMocT KpaTKOBPEMEHHON MPOYHOCTH MPU U3THOE OT TEMIIEPATYPhI UCTIBI-
TaHUS: a — KOMIOo3uT (cM. puc. 1,6 u 3,a), nonydennsrit meromom JAC (1700°C, 30 min,
6 MPa); 6 — mHorocnoisle muactuubl 12NbAll (m) u 12NbAI2 (O), momyyenHsle npu
OMHAKOBHBIX ycimoBusax merogoM «I1IT + JIC» (1700°C, 15 min, 3—5 MPa)

BunaHo, yTo HE3aBUCUMO OT METO/a MOJYYEHHs] MaTepuaia Mpu TeMIlepaTypax
oT 1200 no 1350°C yucneHHble 3HAaUEHUSI KPATKOBPEMEHHOM MTPOYHOCTH U3MEHSI-
nuck B nuanazone 200-360 MPa (puc. 4). [Ipu koMHaTHOM TeMIiepaType ee Be-
JU4YrHA paBHsiack ~ 430 MPa.
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3. Komno3utHble MaTepuaJibl cuctembl Nb—Si

[Tocne JIC: 850-900°C/3 h/~ 50 MPa + 1700°C/15-30 min/~ 6 MPa 66npmas
yacTh BHYTPEHHEro o0beMa o0paslia coCTosIa U3 UHTEPMETAJUINYECKOIO COeaU-
Herus NbsSis (puc. 5). CTpoYKH TEMHOTO IBETA — 3TO ITyCTOTHI, 00pa30BaBIIUECS
TaMm, IJle HaxoJuiach UHTepMeTaunaHas ¢aza NbSi,, Goraras kpemMHHEM, KOTO-
pas, B CWIy CBOCH HENPOYHOCTH, BBIKPOUIMJIACH B TIPOILECCE TPUTOTOBICHUS
nuda. HeOonpiime ydacTku, rie oHa ele COXpaHuiIach, 0OHapyKUBAIOTCS TPU
OoBIIOM yBeNMWYeHHH. Pefkue mpephIBarOIIrecs] CBETIIBIE CIIOM — 3TO TBEPABII
pactBop Si B Nb. 3aMedeHo, YTO Ha y4yacTKax, I/ie pAJOM C HUM HAXOJWICS MH-
tepmetaumi NbsSis, MycTOThl OTCYTCTBOBaIU. [IOHATHO, 9YTO HEOOXOIMMO WC-
KkounTh (azy NbSip, ansg dero otHomenue Nb:Si TpeGyercs caenatb TakuM,
YTOOBI OHO COOTBETCTBOBAJIO JHMAarpaMMe COCTOSHHSI B OOJIACTH 3BTEKTOHIA
NbsSis + Nb(Si), a He B o61acTu NbsSiz+ NbSi,.

KpaTkoBpemeHHass NmpoOYHOCTh B TemmepaTypHoMm uHTepBaie 1350-1400°C
passsiachk 175-300 MPa (puc. 6). ITpu 1400°C nonyyeno 3Hauenue 230 MPa.
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Puc. 5. MakpocTpykrypa MHOTOCTOWHOTO KoMito3uta Nb—Si mocie J1C

Puc. 6. 3aBucuMOCTH KPaTKOBPEMEHHOW MPOYHOCTH NPU 3-TOUEHYHOM H3THOE OT TeMIle-
paTyphl HCIBITaHHUSI 00pa3Il0B MHOTOCIOWHBIX KoMITo3uToB 12NbSi2 (), 12NbSi3 (m),
12NbSi6 (@) u 12NbSi7 (©), momyuenasix Meronom /[IC maketoB n3 Nb-doxbr ¢ ogHO-
CTOPOHHUM Si-MOKPBITHEM CpeAHel TommuHOoN 35—50 um npu OAMHAKOBBIX YCIOBHUIX

BriBoabI

1. Metonom JIC mox maBieHUEM TOMYyYEHBI MAaCCHUBHBIE OOpa3Ibl TOJITUHOMN
2—4 mm, COCTOSIINE B OCHOBHOM M3 OOJBIIIOT0 KOJUYECTBA CIIOEB MPOYHOTO WH-
tepMmeTaummueckoro coeauHeHuss NbsAl wim NbsSi;. B xauecTBe oTHOCHTENBHO
TUTACTUYHON KOMITO3UTHOM COCTABJISIFOIICH, MTPU3BAHHOW 00ECTIEUUTh MaTepUaty
TPEIIMHOCTORKOCTh TIPH KOMHATHOM TeMIepaType, BBICTYIAIN HAPYXHBIE CIIOU
TBepaoro pactBopa HHoOus tommuHo 100-200 um, a Takke BHYTPEHHHUE CIIOU
MUKPOHHOM TOJIIIMHBI, YEPETYIOMINECS CO CIOSIMH U3 HHTEPMETAILITUIOB.

105



®du3nKa 1 TEXHHKA BbICOKHX aaBjienuii 2013, tom 23, Ne 1

2. IlepBble m3ruOHbIe UcHbITaHUS Npu TemrnepaTtypax a0 1400°C nokaszanu, 4yTo
Martepuai ¢ MoAoOHOM CTPYKTypo# criocoOeH obmanars mpoynocthio 200-300 MPa.
[TpenyioskeHHBIN TEXHOJOTHYECKUH MOJIXOA AAaeT OOHAJEKUBAIOIINE MEPCIEeKTU-
BBI JUTSI TIOJTYYEHUS KAPOIIPOYHOTO MaTepHaja Ha OCHOBE CIUTaBOB HUOOMS ¢ Al u
Si, cnocoOHbIX paboTate npu Temnepatypax 1300°C u Bblie.
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V.P. Korzhov, M.1. Karpov, D.V. Prochorov

MULTILAYER STRUCTURES AND HIGH-TEMPERATURE STRENGTH
OF REFRACTORY MATERIALS BASED ON NIOBIUM COMPOUNDS
WITH ALUMINUM AND SILICON OBTAINED FROM Nb-Al- AND Nb-Si-
COMPOSITES

Diffusion method for production of multi-layer artificial heat-resistant materials with
the structure consisting of alternating layers of intermetallic compound of niobium with
aluminum or silicon and solid solutions based on niobium [Nb(Al) or Nb(Si)] was pro-
posed. Layers of high-strength, but brittle in nature, intermetallic are able to give the ma-
terial strength at high temperatures, and the layers of the solid solution provide crack re-
sistance under normal conditions. This layered structure was obtained by heat and pres-
sure treatment of packages of thin Nb and Al foils or packages of Nb foils with one- or
donble-sided Si coating. The desired structure was formed as a result of inter-diffusion
between niobium and aluminum or silicon. In fact, diffusion welding (DW) of the pack-
age occurred with the formation of layers of heat-resistant compounds of Nbs;Al or
NbsSi;. Welding temperature was ~ 1700°C, the time was as little as 30 min, and the
pressure was from 6 to 12 MPa. Welding was performed in vacuum. The package was
placed between two punches of high-resistant graphite. In the case of Nb—Al packages,
DW was combined with the method of packet rolling (PR), so the welding was applied to
layered niobium-aluminum foils, originally containing thinner (of the order of hundreds
of nanometers) layers of Nb and Al. For more effective quenching of cracks, the material
composed by intermetallic multilayers, located between the layers of almost pure niobium
with the thickness of ~ 90 um was obtained. Composites of Nb—Al produced by the DW and
«PR + DW» and composites of Nb—Si in the end are massive plates of size ~35 x 40 mm”
and of 2.5-3.5 mm thick. The formation of chemical compounds in the Nb-Al-
composites occurred in the sequence from the intermetallic compound with higher con-
tent of Al to intermetallic compounds with lower content — NbAl; — Nb,Al — NbzAL
With limited sources of Nb and Al, the completed result of diffusion was the structure
with intermetallic compounds containing less aluminum. It was found that NbAl; was
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easily and quickly formed at temperatures below 1000°C, and at >1500°C it was com-
pletely consumed. Process of mutual diffusion was the more complete, the more exposure
time, and the faster, the higher the temperature. Therefore, the evolution of the multilayer
structure from Nb,Al + Nb;Al + Nb(Al) to NbsAl + Nb(Al) at DW temperature increas-
ing from 1500 to 1700°C seemed regular. Bending tests at temperatures up to 1400°C
showed that the material with such a structure can have the strength of 200-300 MPa at
1200-1350°C. The proposed technological approach provides promising prospects for
heat-resistant material on the basis of niobium alloys with Al and Si, able to operate at
1300°C and higher.

Keywords: refractory materials, layered composites, diffusion welding, package rolling,
intermetallic compound, bending strength

Fig. 1. Microstructure (I) and the results of local X-ray analysis (II) of multi-layer Nb—Al
composite after DW: a — 550°C/1 h + 1500°C/30 min, ~ 6 MPa; 6 — 550°C/1 h +
1700°C/30 min, ~ 12 MPa; ¢ — 550°C/1 h + 1700°C/30 min, ~ 6 MPa

Fig. 2. The cross-section structure of multilayer composites Nb—Al of two constructions
after diffusion welding at 1700°C for 30 min under pressure of ~6 MPa

Fig. 3. General view of the structure of the composite in a section parallel to the rolling
direction (a) and the microstructure with the results of local X-ray analysis (b)

Fig. 4. Test temperature dependences of short-term bending strength: ¢ — a composite
obtained by DW, Fig. 1,6 and 3,a, (1700°C, 30 min, 6 MPa); 6 — multilayer plates pro-
duced under the same conditions by the method of «PR + DW» (12NbAll (m) and
12NbAI2 (o))

Fig. 5. Macrostructure of multilayer composite Nb—Si after DW

Fig. 6. Test temperature dependences of short-term strength in the 3-point bending tests

of multi-layered composites (12NbSi2 (o), 12NbSi3 (m), 12NbSi6 (@) and 12NbSi7 (0) —
obtained by DC of packages of Nb-foils with one-sided Si-coating of average thickness in
the range of 35-50 pum, under the same conditions
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