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Hccenedosanvl cmpykmypa u c8olicmea HUOOULI-KPEMHUEB020 KOMNO3UMA, NOLYUEHHO20 Npu
HANpasieHHoU KPpUCALIU3ayuu 6 Jcuokomemaniuveckom oxaaoumene (memoo LMC). Pac-
CMOMPEHA eCmeCmeeHHO-KOMNOZUYUOHHASL MUKPOCMPYKIMYPA CIUMKA ROCIe HANPAGIeHHOU
Kpucmannuzayuu, npogeden aumaius cocmasa paz xomnoszuma ND-Si, onpedenen yposenn
kpamxospemeruol npounocmu npu 20, 1200 u 1350°C u onumenvrot npoynocmu npu 1200°C.
Ilo ypoenio npounocmu npu 8vicokux memnepamypax ecmecmeennviii komnosum Nb—Si 6onee
yem 6 2 pasa npegocxooum HuKenegble MOHOKPUCIMALIUYECKUe HCapOnpouHble CHAAGYL.

Knrwouesnvie cnosa: nanpasnenuas Kpucmaiiuzayus, HCaponpoyHvill I6MeKmu4ecKull cniae,
CMPYKMYPa 36MeKMu4ecKo20 KOMRO3ZUMA, CUTUYUO HUoOusl, meepovlii pacmeop HUobus, Kpam-
KOBPEMEHHAsl NPOYHOCb, OTUMENbHASL NPOYHOCb.

Yu.A. Bondarenko®, M.Yu. Kolodyazhny*, A.B. Echin, A.R. Narskiy"

DIRECTIONAL SOLIDIFICATION, STRUCTURE AND PROPERTIES
OF NATURAL COMPOSITE BASED ON EUTECTIC Nb-Si

AT WORKING TEMPERATURES UP TO 1350°C DEGREES

FOR THE BLADES OF GAS TURBINE ENGINES

Investigated the structure and properties of niobium-silicon composite, obtained by direc-
tional solidification in the liquid metal cooling method (LMC). Considered natural-the compo-
site microstructure of the ingot after directional solidification, the analysis of the composition of
the phases of the composite Nb-Si we determined the level of short-term strength at 20, 1200
and 1350°C and long-term strength at 1200°C. The level of strength at high temperatures a
natural composite of Nb-Si is more than two times that of single-crystal nickel superalloys.

Keywords: directional solidification, eutectic high-temperature alloy, eutectic composite
structure, a silicide of niobium, solid solution of niobium, short-term durability, long lasting du-
rability.
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Brenenne
Pa3BuTHe aBHAllMOHHOTO JIBUTaTEJIECTPOEHUSI HEPA3PHIBHO CBS3aHO C pa3pabOTKON U
BHEJPEHUEM B IPOU3BOJACTBO HOBBIX JKapOIPOYHBIX MAaTEpUAJIOB AJ JETallell rops4ero
TpakTa razoTypounssix asurareneit (I'T/1), a Tak:ke ¢ COBEpIIIEHCTBOBAHUEM CYIIECTBYIOIIUX
U CO3/IaHUEM HOBBIX TEXHOJOTMYECKUX IPOLECCOB UX MOJYUEHHUSA. DTO B NEPBYIO OYEpEdb
OTHOCHUTCS K apOMPOYHbIM MaTepuaiaM, MpeJHa3HauYeHHBbIM ISl U3TOTOBJIEHUSI pabounx U
comnoBbIx JonaTtok I'TJl, Tak Kak MX »apONpPOYHBIE CBOMCTBA BO MHOI'OM ONPENENSIOT
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TEMIEpaTypy ra3a Ha BXOJle B Ta30BYyI0 TyYpOHMHY U, COOTBETCTBEHHO, OCHOBHBIE XapaKTepH-
CTUKHU TYpOUHBI: MOIITHOCTh, PECYPC, PACXO]] TOIUIHBA, YKOJIOTHYHOCTD U JP.

B nocnennue gecsatuneTus pocT TeMIEpaTyphl raa Ha BXOJE B TYpOMHY COBpPEMEH-
HbeIx ['T/ noctur 1900 K. 310 OBIIO 1OCTUTHYTO Onarofapsi yCI0KHEHHIO JIETHPOBAHUS HU-
KEJIEBBIX JKAPOIPOUYHBIX CILIABOB, B TOM 4mcie jgoporoctosimumu Re u Ru [1-3], coznanuio
COBPEMEHHOM TEXHOJIOTMH HAIPaBJICHHOW KPUCTAUIM3ALUN U MOHOKPUCTAILNTUYECKOTO JIUThS
[4, 5], cOBEpIIEHCTBOBAHUIO CUCTEMbI OXJIaXIEHUS JOMATOK, MPUMEHEHHIO TepMOOapbepHBIX
3alIUTHBIX MOKpBITUH [6, 7]. Pabouas TemmiepaTypa COBPEMEHHBIX HHKEIIEBBIX YKapOMPOYHBIX
cruiaBoB jocturia npezaena (~1100°C) u yxe cocrapnsier 80—-85% oT Temrneparypsl IJIaBIeHUS
HUKeTeBOH MaTpris! (~1350°C) mpy mIoTHOCTH HOBeifiHX criaBoB d=9,0-9,2 r/em®,

Coznanne aBuanmoHHbx ['TJl cienyromux MOKOJEHUN MpEaIoiaraeT moBbICUTh TEM-
neparypy raza nepen Typounoi 1o 2100-2400 K, ymensmuTh ux maccy 6osee yem B 1,5 pa3sa,
COKpaTHUTh pacxo TorumBa Ha 15-30%, yny4dmuTs U apyrue xapakrepuctuku [8]. Iloatomy B
MIOCIJICIHUE TOABI Pa3padOTUUKU MAaTepHAJIOB CTAIM YIEIATh OOJbIIe BHHUMaHHS pa3paboTke
HOBBIX JKapOIPOYHBIX CIIJIABOB HA OCHOBE TYTOIUIABKMX METAJIOB — B YAaCTHOCTH, HA OCHOBE
HHOOWSI, KOTOPBI UMEET BBICOKYIO TeMIepaTypy miaBieHus (2468°C), OTHOCUTETHHO HU3KYIO
wiotHocTh (0=8,56 F/CMS), OH TUIACTUYEH M MOXKET OBITh pAaCCMOTPEH B KadyeCTBE Marepualia
JieTasiel IePCIeKTUBHBIX BHICOKOTEMITEPATYPHBIX Ta30BbIX TYPOUH CIEAYIONIErO OKOJIEHUS.

Crnenyet otMeTuTh, uyTo B 1960-x ronax 8 BUAM Benuch paboThl O CO3JaHUIO Ka-
POIPOYHBIX CIJIABOB Ha OCHOBEe HUOOWs. Pa3paboTka ocymiecTBisiach MO KIaCCHYECKOM
CXEM€ — C pacCTBOPHBIM U JHUCIEPCHOHHBIM MEXaHU3MaMH yIIPOUYHEHUs (KapOuaaMu U HUTpUIa-
MH) HHOOMEBOTO TBEPAOTO PAaCTBOPA, AOMOJIHUTEIHHO JETUPOBAHHOTO PSAOM TYTOILUIABKUX 3Jie-
mentoB (W, Mo, Zr, V, Ti...). Co3nanusie Ha ocHoBe HHoOus crutasel (BH-2, BH-3, BH-4, ... 10
BH-10) o6yaganm q0CTaTOYHOM MIACTHYHOCTBIO, HEKOTOPBIE XOPOIIIO 1e(hOPMHPOBAINCH H MIPO-
KaTbIBAIUCh B JIUCT, UX IPEAIOJarajoch UCIOIb30BaTh B KOHCTPYKIMSX MOcie aepopManyu u
CBapKH, a [0 YPOBHIO >KapOINPOYHOCTH MIPU CPEIHUX TEMIEpaTypax OHM ObUIM CPaBHUMBI C TO-
[JIAITHAMA HUKEJIEBBIMU SKapOIIPOYHBIMH CIutaBaMu. OHAKO OHU 00J1a/1ai HU3KOM KapoCTOM-
KOCTBIO U JaXKe C 3alUTHBIM MIOKPHITUEM OT OKHUCIICHUS] MUMEIT MBI CPOK CITY:KObI [9].

HccnenoBanus, nposeaeHHble 3a pyoexxom (B CLUA, Anrnuu, I'epmanun, @panimu,
Agctpun, llseitapuu, Kanane, SAnonun, Kurae), a Taxkxe B Poccun, mo3BOMUIN YCTaHOBUTS,
YTO NEPCIIEKTUBHBIM MaTEPUAIIOM B KaU€CTBE OCHOBBI JJIsi CO3/IaHUS BBICOKOTEMITEPATYPHBIX
YKAPOMPOYHBIX CIUIABOB MOTYT OBITh €CTECTBEHHBIE KOMIIO3UTHI HA OCHOBE IBTEKTHUKU CHCTE-
mbl Nb-Si ¢ Temnieparypoii mnasnenus 1920°C (puc. 1) [10]. B pe3ynbTare uccinenoBanmuii B
KavecTBe 0a30BOM KOMIIO3HUIMH ObLT BHIOPAH CILIAB HA HHOOMEBOW OCHOBE, JICTHPOBAHHBIH Si,
Cr, Ti, Hf, Al..., ¢ Temneparypoii iasienus Ts~1600°C u miotHocthio d=6,8-7,4 r/evt. B
CIIA emy npucownu HazBanne MASK [11, 12].

Bricokas peaknimoHHasi CmoCOOHOCTH CIUIABOB HA OCHOBE HUOOMS MPUBOJUT K MX aK-
TUBHOMY B3aMMOJICHCTBHUIO C OOJNBIIMHCTBOM OTHEYIOPHBIX MAaTEpPUAIOB, TOITOMY UX BBI-
TUTABKY OCYILECTBIISIOT B BaKyyMe WM aTMocepe aproHa B 3JEKTPOHHO-TTyYEBbIX WU AYTO-
BBIX II€YaX C PacXoAyeMbIM MJIM HEPACXOAYEMBIM 3JEKTPOJIOM WUIIM B YCIOBUSAX IYyTOBOM rap-
HUCAXHOU IIaBKH, a TAKXKE UCIOJIB3YIOT METO/I IIJIABKH B «XOJIOJHOM THUTJIE».

KoMIo3uIHOHHYIO CTPYKTYPY (CTPYKTYpY €CTECTBEHHOro iN-Situ KOMITO3uTa) Mojy-
yaJld Tpy HanpaBiIeHHONW KPUCTAJUIM3AIMH B YCIOBHSIX BBICOKOTO TEMIIEPATYpPHOIO rpajilieH-
Ta Ha PPOHTE POCTa, MOATOMY 3a PyOEIKOM HCIIOIH30BAIA METOIbI 30HHOM TIJIABKU C WHIYK-
[IMOHHBIM M JIyTOBBIM HarpeBamu, JIEKTPOHHO-IYYEBbIM HarpeBOM, BHIPAIIUBAHUEM U3 pac-
iaBa mo Meroay YoxpalibCKOTo, a TaKkKe C UCIOJIb30BAHUEM «XOJOAHOTO THIIIs» [13-16].
[lepeuniciieHHbIE METOAbl HANpPaBICHHOM KPUCTAUIM3AIMU [O3BOJIAIOT MOJNYyYaTh JIHIIb
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MUJTUHAPUYECKHE 3aroTOBKM HEOOoJbIIoro pasmepa. OmHako, Kak mpaBuio, jonatku [T/1
UMEIOT CJIOXHYI0O T€OMETPUYECKYI0 (OpMY, YaCTO C BHYTPEHHEW IMOJOCThIO CUCTEMBI OXJIa-
YKJACHUS, B IPOMBIIUICHHOCTH HX IMOJIy4aloT B KEpAaMUUYECKUX (HopMax, U3TOTOBICHHBIX METO-
JIOM TOYHOTO JIUThS (110 BBITUIABISAEMBIM MoJiesiM) [17].
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Puc. 1. luarpamma cocrostausi Nb—Si

B oT0i1 cBsA3M 11eNbI0 JaHHOM pabOTHI IBUJIOCH MCCIIEIOBaHUE OCOOEHHOCTEN (hOpMU-
POBaHUS HANpaBJIEHHON CTPYKTYPbI BBICOKOTEMIIEPATYPHOTO KapOIPOYHOTIO AIBTEKTHYECKOTO
KOMIT03uTa Ha OCHOBe cucteMbl ND—Si, M3roraBiMBacMOro mo TEXHOJIOTHH HANpaBICHHON
KpHUCTaNTU3aIMK, 00eCIIeYMBaIOIIEH MosyueHne aeTanei CloKHOM KOH(Urypauu THIa Jio-
natku ['T/l, n oneHka CBOKMCTB HCCIEAyeMOr0 KOMIIO3UTA.

PaGora BhImoONHEHA B paMKaX peain3aliyi KOMIJIEKCHOTO HAYYHOTO HampaBiieHus 9.5.
«HampaBnenHass kpuctajuin3anus (C MEPEeMEHHBIM YIPaBISEMbIM T'PAJAMEHTOM) BBICOKOTEM-
MEePaTypHBIX >KAPOMPOUHBIX CIIaBOBY» («CTpaTernyeckue HampaBlIeHUS Pa3BUTHUS MaTepua-
JIOB ¥ TEXHOJIOTUH uX nepepadborku Ha nmepuon a0 2030 roxay») [1].

Marepuanbl 1 MeTOABI

Hcxonnbie 00pa3ibl — MUXTOBBIE 3aTOTOBKH HCCIIEAYEMOT0 KapOINpOYHOTO IBTEKTH-
YeCKOro CIUTaBa Ha OCHOBe HHOOWsI, comepkaiero Si, Cr, Hf, Ti, Al, Beimiasisiau B AyroBoit
IIEYH C PacXOAYEMBIM 3JIEKTPOJOM B MEIHOM BOAOOXJIAXKIAEMOM KpHcTaum3aTope. s mo-
Jy4eHHUs] OJHOPOJHOTO XMMHUYECKOI0 COCTaBa CIUTOK MEPEIUIaBIIsiiii HECKOIbKO pa3. M3 mo-
JYy4YEHHBIX CIIMTKOB M3TOTABJIMBAIN IIMXTOBBIE 3arOTOBKH, KOTOPHIE HCIOJIb30BANIM IS
HAIpPaBJIEHHOM KpUCTAITU3aluu 00pa31[0B U MOJIETbHBIX JIONATOK.

HanpaBieHHyI0 KpUCTAJUIM3ALMI0 OCYILECTBIUIM B CIIEHUAIBHO CO3/IaHHOW 3KCIIEpH-
MEHTaJIbHOHN BbICOKOTeMIeparypHoil yctaHoBke YBHOC-4 [18] ¢ nByX30HHBIM HarpeBaTesieM
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MeYM MmojorpeBa GopM, BAaHHOU € KUJIKOMETAJUTMYECKUM OXJIQJUTENIeM (paciijlaBOM 0JI0Ba) U
KOMITBIOTEPHOM CHCTEMOW YIIPABICHUS OCHOBHBIMHU IIapaMETPAMM TEXHOJOTMYECKOI'O IPO-
necca (puc. 2). HampaBneHHY0 KpHCTaLUTU3AIMIO 3aTOTOBOK 00Pa3IoB U MOJCIBHBIX JIOTa-
TOK MPOBOAWIIM B KEPAMHUYCCKUX TUIIIAX U (bopMaX, H3TOTOBJICHHBIX W3 BBICOKOTCMIICpATYpP-
HOW KepaMHKHU Ha OCHOBE OKCHJIAa UTTPHs. J[JIs1 3TOro MIMXTOBBIC 3aTrOTOBKH B KEPAMHUYECKUX
TUTIIAX WK (popMax pazMennany Ha CIeHaaIbHOM TEXHOJIOTHIECKOW OCHACTKE BHYTPH Harpe-
BaTeJel Me4M TOA0TPEeBa, MOCIe0BATEIbHO MPOBOAMIN HArpeB M PACIUIaBICHHE ITUXTOBOM
3aroToBKH (TeMrieparypa B reun nogorpena ¢popm — a0 1850°C) B atmocdepe uHepTHOTO rasa
(apron). ITocnme vero OCymeCTBISUTH MPOIIECC HANPABICHHOW KPUCTALIM3AIUH, TepeMelnas
TEXHOJIOTUIECKYI0 OCHACTKY C TUTJIEM WK (POPMO M3 30HBI HArPEBa B 30HY OXJIAXKICHUS, T0-
rpy’Kasi B )KUJAKOMETAIUTHYECKUH OXJIaIUTEIb.

Puc. 2. Buemnnii Bua ycranosku Y BHOC-4

Jlnist uccnepoBaHusi 0COOEHHOCTEH CTPYKTYPHI U AJIEMEHTHOTO COCTaBa (a3 UCIOIb30-
BaJIM ONTHYECKUI MHUKPOCKOI Leica, pacTpoBbIii JIEKTPOHHBIH MHUKPOCKOI, MUKPOPEHTTEHO-
cnekTpanbHbiid aHamu3atop JCMA-733, pentrenoBckuii audpakromerp EMPYREAN. [lns
IIPOBEJEHUS CTPYKTYPHBIX UCCIIEIOBAHUM MOIYYEHHBIE CIIMTKH Pa3pe3aiu JIEKTPOUCKPOBBIM
CI0COOOM B IJIOCKOCTSIX, MapajieNbHbIX ocH pocTa. [1lnndsl n3roraBnuBaiyu 0ObIYHBIM CIIO-
coboM. VcnplTaHus Ha pacTsHKEHUE P KOMHATHOM M BBICOKHMX TeMIlepaTypax HpOBOJMIN C
ompeieJIeHueM KPaTKOBPEMEHHOM MPOYHOCTH, JUTUTENbHYI0 pouHocTh npu 1200°C onenu-
BaJIM Ha CTaHJAPTHBIX 00pa3lax ¢ AuaMeTpoM pabouei yacTu 5 MM U ATUHOM 35 MM.

Pe3syabTaTsl

dopMHpOBaHUE €CTECTBEHHO-KOMIIO3UIIUOHHON CTPYKTYPBI B DBTEKTUUYECKOM CILIABE
Ha ocHOBe cucTeMbl ND—Si, Kak U B 9BTEKTHYECKHX KAPOIPOUYHBIX CIIaBaX HA OCHOBE HUKE-
15 [19], mpoucxoauT npu coONMI0IEHUH YCIOBUI MApHOTO pOCTa IBTEKTUUECKUX (a3 mpH J10-
CTaTOYHO BBICOKOM TEMIEPAaTypHOM TIpaJueHTe Ha (poHTE pocTa. DKCHEPUMEHTAIbHYIO
OLICHKY TEMIIEpAaTypHOr'o rpaJiieHTa NpoBoaAnian Ha ycraHoBke YBHOC-4 myrem tepmomer-
pUpOBaHUs MpoIECCa HAIIPABICHHOW KPUCTAIUIM3ALMH C IIOMOLIBIO TEPMOIAp, 3aKPEIIEHHBIX
Ha MOBEPXHOCTU (GopMbI. B 1aHHOM ciyyae KOHEN KOHTPOJIMPYIOLIEH TepMoIapbl B HaYallb-
HBII MOMEHT BpeMeHHU ObUI pacroyiokeH Ha BbicoTe ~100 MM OT Kpas THUIJIS, T. €. BHYTPU
BEPXHEro HarpeBartessi yCTaHOBKH (pHc. 3).
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Puc. 3. KpuBsie pacripeneieHus TeMIepaTyphl 10 BBICOTE TEILIOBOTO y3Jia ycTaHoBku Y BHOC-4,
HOJTyYCHHBIE C TIOMOILBIO KOHTPOJIHUPYIOIUX Tepmoriap 1 () u 2 (m)

B npouecce HampaBieHHOM KpHCTAIM3alMM MPU NEepeMelleHud (HopM IOKa3aHUsS
KOHTPOJIMPYIOLIEH TepMomnapbl (GUKCUPOBAIU, B PE3YJIbTaTe SKCIEPUMEHTAIBHO IMOJIyYHIN
KpUBBIE paclpeesieHus] TEMIIEpaTypbl 110 BBICOTE TEIUIOBOTO y3ja YCTAHOBKH. DKCIIEpPUMEH-
TaJIbHO MoJydeHHbIe it komnosuta Nb—Si 3nauenus remmneparypsl conuayc ~1600°C moka-
3BIBAIOT, YTO MOJIOKEHUE (PPOHTA KPUCTAIUIN3ALMN HAXOJUTCSI MEKIY HUKHUM HarpeBaTeaemM
U MTOBEPXHOCTBHIO >KUKOMETAJUIMYECKOI0 OXJIQJAUTENs, a 3HAUCHHE TeMIepaTypHOIo Ipaau-
€HTa Ha ()pOHTE KPUCTAIUIN3ALUH, IIPH KOTOPOM IPOUCXOIUT (OPMHUPOBAHUE KOMITO3UIIMOH-
HOU cTpyKTypHhl, — G=90-100°C/cMm. lnist mosTydeHHs HarpaBJIeHHON JEHIPUTHON CTPYKTYPHI
B HUKEJIEBBIX KApPONPOYHBIX CIUIABAaX JOCTATOYHO TEMIIEPAaTypHOIO IpajueHTa Ha (poHTe
pocta G<10°C/cm.

Bueninuit Bu npojossHOro ceuenust Makponumda ciaurka Nb-Si kommosuta (220 mMm,
uinHa ~160 MM), MOJIy4€HHOTO IOCJe HANpaBI€HHONM KPHCTAIU3ALMK 110 ONTUMAaJbHBIM
pEeXrMaM C YKa3aHHEM YYacTKOB UCCIIEI0OBaHMsI CTPYKTYpPHI, IOKa3aH Ha (puc. 4). BuzyanbHslii
OCMOTP HPOJIOIABHOT0 MaKpouuIn(a CIUTKA MO3BOIMUI BICIUTh TPU XapaKTepHbIE 30HbI:

1 — 30Ha Hayana HaMpaBIEHHOW KpUCTATU3AIMH (CTapTOBAs 30HA CIIUTKA);
2 — 30Ha cTaOMJIBHOM HANPaBICHHON KPUCTAJUIN3AIUH (LIEHTDP CIUTKA);
3 — 30Ha 3aBepUICHUs HANlPaBJIEHHON KPUCTAIUIM3ALUU (BEPXHSS YaCTh CIUTKA).

3oHa / 3o0Ha 2 30Ha 3

Puc. 4. IlpomonbHoe ceuenue ciutka cruiaBa Nb-Si, momydenHoro mnocie HampaBiIeHHOM
KpHCTAIUIM3aLuT
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XapakTepHOil 0COOCHHOCTHIO HAINPAaBJICHHON KOMITO3UITMOHHOW CTPYKTYPHI dBTEKTH-
yeckoro crutaBa ND-Si siBiisseTcsl HaJu4Me SBTCKTHUECKUX KOJOHHUM, OPUEHTHPOBAHHBIX B
HaNpaBJICHUU KPUCTAJUIM3ALUHU, BHYTPH KOTOPBIX PEATM30BaH COBMECTHBIN POCT IBTEKTHYE-
ckux (a3 B BUJIE SYEHCTHIX MPOCIOEK TBEPAOIO pacTBOpa HUOOUS, YePEAYIOIIUXCSl C IIaCTH-
HaMH CWIIMLU/Ia HIOOHSI, ODUEHTUPOBAHHBIMH BJIOJIb OCH CIIMTKA.

B craproBoii 30He ciuTka (30Ha 1) B yCIOBUSIX HEYCTaHOBUBLICHCS KpUCTaTU3ALUN
IpPU OTCYTCTBHHM COBMECTHOT'O POCTa 3BTEKTHUECKUX (Da3 B CTPYKType MOTyT HabOII0IaThCs
NEPBUYHBIC BBIACICHHS JICHAPUTOB TBEPJOIO PAcTBOpa HUOOMS MPOU3BOIBHON OpPHEHTAIUU
(puc. 5, a). 3areM 1o Mepe nepemMerienus TUrIs ¢ paciiaBoM Nb—Si U3 30HBI HarpeBa B 30HY
OXJIXIEHUS (C POCTOM TEMIIEPATYPHOTO rpaJueHTa Ha (POHTE KPUCTATUIN3ALUH) B CTPYKTY-
pe HaunHAI0T (POPMHUPOBATHCS IBTEKTHUECKUE KOJIOHUH, KOTOPBIE HA HA4aJIbHOM 3Talle MOTYT
UMETh 3HAUUTEIbHbIC OTKIIOHEHHSI OT HAIPABJICHUS KPUCTAILTU3ALIUY.

B neHTpanbHOM yacTW CIWTKA, TAE PEATU3YIOTCS YCIOBHS COBMECTHOTO ITAPHOTO
¢dbpoHTa pocTa IBTEKTUUYECKUX (a3 (30Ha 2), HopMHUPYETCS KOMITO3UIIMOHHASI CTPYKTYpa, CO-
CTOAIIAs U3 MapaJljIeNIbHbIX YePEeAYIOIINXCS SYEUCTHIX MPOCIOEK TBEPAOrO pacTBOpa HUOOHS
U IJIACTUH CUJIMLKIA HUOOUS (puc. 5, 6, 6). JTa CTpyKTypa OpUEHTHPOBAHA B HAINPABICHUU
TEIIOOTBOJIA M COBIIAAET C OChIO CITUTKA.

B BepxHelt wacTu ciMTKa B KOHIIE KpUCTALTU3aNUK (30Ha 3) GOpMUPYETCS CTPYKTypa
B BU/JIE IBTEKTUYECKHX KOJOHUU CO 3HAYUTENIBHOIN pa3opHeHTaluell OT HAIpaBIEHUSI POCTa,
TaM K€ BHJIHBI BBIJICIICHUS HEIBTCKTHUECKUX (a3 (puc. 5, 2).
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Puc. 5. Muxkpoctpykrypa (x100) obpasua u3 komrnosuta Nb-Si, monydennast B craproBoii 30He (a),
HEHTPAJIbHO# YacTu (6, ) U BEpXHEW YacTu ciuTKa (2)

8 TPYAbl BUAM Nel (61) 2018



Xaponpo4Hbie CTAAU U CNAABDI

Creyer OTMETUTh, 4TO aHajgoruduas crpykrypa Nb-Si kommosuta, cocrosias u3
OpUEHTUPOBAHHBIX SYEEK HUOOMEBOT'O TBEPJOTO PacTBOPA ¥ TUIACTUH CUJIMIIMIA HUOOHUS, TT0-
Jy4deHa TPU HAMPABJICHHON KPUCTAILIM3AIMU B METHOM BOJOOXJIAXKIAEMOM THUTIE («XOJO-
HBII TUTENbY), a TaKKe METOAOM Y0XpajabCKOTro. ITUMHU METOJJaMU MOKHO MOJTy4aTh CIIUTKH
JUISL UCCIICIOBaHMS CTPYKTYpPhI U cBoiicTB ND—Si Kommo3uTa, HO MOayYaTh ACTalH CIOKHOM
reoMeTpUuYecKoil GopMbl B kKepaMudeckux (popmax He MpeACcTaBIseTCS BO3MOKHBIM.

JleTanbHOE MCCIEI0BaHUE KOMITO3UIIMOHHON CTPYKTYpPbl METOJAaMU ONTUYECKOW MUK-
POCKOIIMU HArJIAJHO IMOKA3bIBACT XaPAKTCP OPUCHTALUH 3BTCKTUYCCKUX KOJIOHUH B HarpaB-
JICHUM KpUCTaIU3aluuu (puc. 6, a). DIeKTpOHHAs MUKPOCKOMUS MpU OOJIBIIOM YBEIHMUYECHUU
JIEMOHCTPHUPYET, YTO BHYTPU IBTEKTUYECKUX KOJIOHMM SYEUCTBIC MPOCIOUKU TBEPIAOTO pac-
TBOpa Ha OCHOBE HHOOWS (0oJiee CBETIIbIC) KaK Obl OTUICTAIOT TUIACTUHBI CUIUIMIHON (a3l
(6onee Temubie) (puc. 6, 6). UccnemoBanue coctaBa (a3 sBTekTHUeckoro cruiaBa Nb—Si mo-
CJIC HANpPAaBIICHHON KPUCTALTM3AUA METOJAaMU MHKPOPEHTTEHOCIIEKTPAIBHOTO aHAIN3a
(MPCA) (tabn. 1) moka3zano, 4To siYEHCThIE MPOCIONKHA TBEPAOrO pacTBopa HUOOUS coaep-
*at HeMHOro Si, a B 0OJIbIIICH CTEeleHH 000raleHbl XpoMOM. [1acTHHBI CHITUIMIA HUOOHS
6ounbie odoramiens T1u HF.

a) 0)

=<

Ha OCHOBE HHOOUSI ¢ KOMIIO3UIIMOHHOM
CTPYKTYPOH € 3BTEKTUUYECKUMH KOJOHHUSMU () ¥ YepeayIOMUMHCS NapaJljIeIbHBIMU SYEUCTHIMH IIPO-
CJIOMIKaMH TBEPAOTO pacTBOpa HHOOUS (CBETIIbIE YYaCTKH) U TUIACTHHAMH CHIIMIIHIHOHN (a3bl (TEMHBIE

y4actku) (6)

Tabruya 1
JlokanbHblii XuMUYecKuii cocTaB (a3 kommoszuta Nb-Si, monyuennniii Meromom MPCA
a3z DneMeHTHBIH cocTaB (a3, % (1o Macce)
Al Si Ti Cr Nb Hf )
TBepupiit pacTBOp 1,6 1,0 12,7 3,8 74,0 6,3 99,8
Ha OCHOBE HHOOHS
Cuimumg Huoous 0,9 16,8 15,5 0,8 46,2 19,9 100,1
Oxcunnas daza — 1,2 11 0,2 0,5 82,2 85,2*

* OcranpHOe oT 100% — KuCIOpOL.

Jlnst mpoBeieHust peHTreHO(a30BOro U PEHTI€HOCTPYKTYPHOTO aHaIM3a clellaHa CheM-
ka Nb-Si xommo3ura Ha oOpasnax B Buje mopomika Ha audpakromerpe B Cu K,-m3nydeHun.
OO0paboTKy MaHHBIX CHEMKH OCYLICCTBISLIM C HCIONb30BaHHeM mporpammbel PANalytical,
MIPOBEJICH MOJYKOJIMYECTBEHHBIN aHAIN3 TI0 METOIy KOPYH/IOBBIX YHcel. Pe3ynbraTsl aHamu-
3a BBIABIJIM IPHCYTCTBHE B KoMmo3ute ciaeayrommx ¢as: Nby, ., ¢ pemerxoit OLIK (06beM-
HOILIEHTPUPOBaHHas KyOuueckast), cumuiuaa Huoous NDsSi3 ¢ rekcaroHaibHOM PEIIeTKOW U
HeOoubIoro komuuectBa HfO ¢ kyOudeckoit pemerkoii (puc. 7).

TPYAbl BUAM Nel (61) 2018 9



Xaponpo4Hbie CNAQBbl U CTAAU

1000

HUHTEHCUBHOCTD, UMIL/C

Vroil HaKIoHa, Irpan

Puc. 7. CooTHomIeHNE OCHOBHBIX (a3 CIIaBa Ha OCHOBE HHUOOMS, MOJIYYEHHOE METOAOM PEHTTe-
HOBCKoro aHanmmusa: 27% (mo macce) Nb, ., (A), 73% (1o macce) NbsSi; (m) u HfO (o)

PesynbTaThl OIEHKH TeMIIEpaTypHOro KOd((UIMEHTa JIHHEWHOTO paCIIUpEHUs
(TKJIP), a Takke TepMOIpaBUMETPHUYECKOr0 aHajiu3a Ha o0pa3lax ¢ KOMIIO3UIMOHHON
CTpYKTypoil B nuamna3zone temnepatyp 20—1250°C nokaszanu, 4To B 3TOM JUana3oHE TeMIIe-
paTyp OTCYTCTBYIOT TEIUIOBbIE 3()(DEKThI, a ITO CBUIETENBCTBYET O CTAOUIBHOCTH CTPYKTYp-
HO-(azoBoro cocrosinusi kommo3uta Nb-Si. MccnenoBanust crpykrypsl kommosuta Nb-Si
nocisie Harpesa 10 1350°C Taxke 1mokaszanu COXpaHEHHUE B CTPYKTYpPE HAIPaBIEHHOW OpUEH-
TaIluU IBTEKTUYECKHX (a3 (puc. 8).

Puc. 8. Mukpoctpykrypa (x500) o6pasiia u3 Nb—Si kommosura nocie Harpesa a0 1350°C

[TonydeHHble B mpoliecce HaNpaBIeHHONW KPUCTANIM3ALNUN [IUIUHAPUIECKUE 3ar0TOB-
ki u3 Nb-Si komo3ura UCIOIB30BaIM IS M3TOTOBJIEHHUS CTaHAapPTHBIX 00pa3IoB, Ha KOTO-
PBIX MPOBOJMIIN OIIEHKY MEXaHMYECKUX CBOMCTB. {11 MCIIBITAHUI MPU BBICOKOW TEMIIEpATY-
pe Ha o0pa3Ibl HAHOCHIIN 3aIIUTHOE MOKPBITHE OT OKuciaeHus. OOpa3isl MOCie UCIBITAHUN
MIPEICTaBJICHBI HA pHUC. 9.
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Puc. 9. Bua o6pasiios u3 Nb—Si kommo3ura mocse UCIbITaHUI TIPH BBICOKOH TeMIIepaType

PesynbTaThl HCIBITAHUI CBUAETENBCTBYIOT (Tabi1. 2), uto Nb—Si xommo3ut umeer go-
CTaTOYHO BBICOKYIO U OJIM3KYIO 110 YPOBHIO KpaTKOBpeMeHHY0 pouHocTs mpu 20 u 1200°C,
HEBBICOKYIO UIacTH4HOCTh (87 <1%) M JOCTATOYHO BBICOKHH YpPOBEHb KPATKOBPEMEHHOM
npoy”octy npu 1350°C (82 MIIa). ITo ypoBHIO KpaTKOBPEMEHHOM U AJIMTEIBHON IPOYHOCTU
npu 1200°C ecrectBennblii kommno3ut Nb—Si Gosnee uem B 2 pa3a MpEeBOCXOIMT JIYUIITHE HH-
KEJIeBbIE MOHOKpHUCTAIITMYECKHe xkapornpounble ciiaBbl (KC) mpu CyliecTBEHHO MEHbIICH
miotHocTH — d<7,4 r/em’ (y )KC — mo d>9,0 F/CMS), YTO COTJIACYETCS C pe3ysbTaTamH 3apy-
OEKHBIX MCCIIE0BAaHUM, MOMYYEHHBIX METOJOM TPEXTOUEYHOro M3ruda Ha MajJopa3MepHBIX
obpasmax [20, 21].

Tabauya 2

Pe3yabTaThl HCNBITAHUIT MeXaHHYECKHX CBOIiCTB 00pa3ioB u3 Nb-Si komno3uTa

Y cnoBHBII Bun ucneiranuit Temneparypa Harpyska Bpewms no
HOMep oOpasia ucnbiTanms, °C o, MIla pa3pylieHus T, 4
1 KparkoBpemeHHast MPOYHOCTE Gy 20 520 —

2 KparkoBpemeHHast MPOYHOCTE Gy 1200 455 —

3 JlnmTensHas IPOYHOCTD Tigg 1200 245 1
4 JlnuTensHas MPOYHOCTH Tigg 1200 98 68*

5 KparkoBpemeHHast MPOYHOCTE G, 1350 82 —

* Obpaselr pa3pymwics B Hepabouei 9acT — 1Mo pe3boe.

HccnenoBanue CTPYKTYphl pa3pylleHHBIX OOpa3loB MOKa3ajo, YTO pa3paboTaHHas
TEXHOJIOTHS] HalpaBJIE€HHOW KPUCTAIIM3alUU B KUAKOMETAIUIMUYECKOM OXJIaJIUTeNe Ha ycTa-
HoBKe YBHOC-4 mo3Bonsier noiydaTh €CTECTBEHHO-KOMIIO3ULMOHHYIO CTPYKTYpY MO BCEH

nHe oopasua (puc. 10).

Puc. 10. Mukpoctpykrypa odpasia uz Nb—Si kommosura mocie uCrsITaHui

TPYAbl BUAM Ne1 (61) 2018
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Puc. 11. HanpapneHHasi KpucTaIuin3anus Mo/ielbHbIX Jonatok 3 Nb—Si kommnosura:
a — kepamuyeckas (popma; O — OTIIMBKA; 6 — 3aTOTOBKU MOJEIBHOM JIONAaTKU

Ha ycranoBke YBHOC-4 nipoBenieHbI HCCIEAOBAHUS B 00ACTH MOJYICHHUS MOICITb-
Hbix jomnatok ['TJ] B kepamuyeckux (opmax mo BbILIaBiIsieMbiM Monensm (puc. 11, a, 6).
JI7151 3TOTO MO ONBITHOM TEXHOJIOTMH U3TOTOBJICHBI CTOMKHME K BO3JIEHCTBUIO BBICOKMX TEMIIE-
patyp kepamuueckue ¢Gopmbl (Ha ocHOBe okcuaa UTTpus). Ilo pa3zpaboTaHHBIM pexUMaM
OCYILIECTBJISUIM HAINPAaBICHHYIO KPUCTAJUIM3ALUIO, TOJYYMIN OTJIMBKU MOJENBHBIX JOMATOK
I'TA (puc.11, 6). AHanu3 MUKPOCTPYKTYpbl OTIMBKU CBUETEIBLCTBYET, YTO B HUX CHOpMU-
pOBaHa €CTECTBEHHO-KOMITO3UIIMOHHAs CTPYKTYpa MO BCEW BHICOTE B TOHKOM U TOJICTOM Ce-
yeHuu (puc. 12).

e

X30 500pm 3659 1160BEC X30 500pm 3649 1160 BEC

Puc. 12. EcrecTBeHHO-KOMINO3ULIMOHHAsI CTpyKTypa (%X30) crutaBa Ha OCHOBE HUOOHMS 1O BCEH BbI-
COTE B TOHKOM (a) ¥ TOJICTOM ceueHuH (0)
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B nanbHeiimem miiaHupyeTcss IPUCTYNUTh K pa3pabOTKe TEXHOJIOTHH MOTy4YEeHUS He-
OXJIAKJAEMBIX JIonaTok aist Maiorabaputasix [T/, [nst monydeHus 6oiee KpymHBIX pabo-
yux jonatok | u Il crynenu Ha 6a3e cymiectByromux koncrpykuuid I'TJl mpoBenena moaep-
HU3AIMs OMBITHO-MIPOMBINIIEHHON ycTaHOBKH YBHC-5 (¢ )KMAKOMETAIITHYECKUM OXJIaIUTe-
JIEM) C KOMIIBIOTEPHON CUCTEMOM yIpaBICHUSI.

[lepBbie dKCIIEpUMEHTANIbHBIE TIJIaBKM Ha MOJEPHU3UpPOBaHHOW yctaHOoBKe YBHC-5
M0 TMOJIYYCHHUIO 3aroTOBOK 3aXBaTOB JJII BBICOKOTEMIIEpaTypHbIX ucmbIiTaHuit (1o 1350°C)
MOKa3aJik, 4TO YAAJIOCh MOJYYUTh €CTECTBEHHO-KOMIIO3UIIMOHHYIO CTPYKTYPY B OTJIMBKAX
235 MM 1 ayHOK 150 MM, T. €. peaTu30BaHHBIC YCIOBHS JIOCTATOYHBI JUIs TTOJTYYeHHS OoJiee
KpyIHBIX OTJIMBOK JtontaTtok I T/I.

O0cy:xnenne v 3aKJII0YEHUS

1. Co3panbl cienuanu3upoOBaHHbIE BHICOKOTEMIIEPATYPHbIE YCTAHOBKHU JUIsl HAIIPaBJICH-
HOM KpUCTAJUTU3alUA KOMIIO3UTOB Ha OCHOBE TyroriaBkux marpuil — YBHOC-4 u YBHC-5.

2. Pa3zpaboTanbl OCHOBBI TEXHOJOTHH, BKJIIOYAIOIINE TEMIIEPATYPHO-CKOPOCTHBIE pe-
KHUMBI, o0ecrieuynBaromye (popMUpPOBaHUE ECTECTBEHHO-KOMITIO3UIIMOHHOW CTPYKTYpHI B 3B-
TEKTHYECKUX CIUIaBax Ha ocHoBe cucteMbl ND-Si.

3. IlpoBeneHo HCCIEeN0BaHUE OCOOCHHOCTEM  IOJIy4YE€HHOU €CTECTBEHHO-
KOMIO3UIIMOHHOM CTPYKTYpHl. Y CTaHOBJIEHO, YTO OHA IPEICTaBIsET COO0 OpUEHTHPOBAH-
HbI€ B HANPaBJICHUH KPUCTAIU3ALMU 3BTEKTHUECKUE KOJOHUH, COCTOSALINE W3 Mapaielb-
HBIX SYEUCTBIX IPOCIOEK TBEPAOIO pacTBOpa HUOOUS, KaK Obl OIUIETAIOIINX TUIACTUHBI CUIIU-
yIa Huoous.

4. Ha monmyuyeHHBIX oOpa3lax IO CTaHJApTHOM METOJMKE OIEHEHbl MEXaHHYECKHe
corictBa Nb—Si xommo3ura. Y cTaHOBICHO, YTO KOMIIO3UT UMEET OJIM3KKE MO YPOBHIO MPOY-

HOCTH KpaTKoBpeMeHHbIe cBoiicTBa npu 20 n 1200°C: 62 =520 Mlla, ¢!2°% =455 MIla. Ilo

YPOBHIO KPaTKOBpPEMEHHOUW W JuTenbHoi mpodyHocTH mpu 1200°C xommo3ut Oosiee uyeM B
2 pa3a IpeBOCXOJUT HUKENEBbIE MOHOKPUCTAIIMYECKUE CILIABbl U COXPAHIET CBOMCTBA MpPHU
temneparypax 1o 1350°C.

5. PazpaboTaHa OMbITHAsT TEXHOJOTHS M MOaydeHbl MoaenbHble tonatku ['TJ] u3 Nb-Si
KOMIIO3UTA.
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