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DHTanbnus 00pa30BaHUs COCANHEHUH

Dunancuposanue

HccnenoBanne BBHIMONHEHO Ipu (u-
HaHCOBOW mojanepxkke Poccuiickoro
HayyHoro ¢onzpa (rpant Ne 23-29-
00106): «In situ cuHTE3 MeTamoMa-
TPUYHBIX KOMIIO3UTOB C CyOMHKPOH-
HOW  KapOMIHOH  ympouHstouiei
(hazoii».

bnazooaprocmu

HccnenoBaHus 4aCTUYHO BBIMOIHCHBI
Ha obopynoBanuu LIKIT «Crpykrypa,
MEXaHHYECKHE W (PU3MYCCKHE CBOM-
CTBa MarepHaioB» (COITAIICHHE C
Muno6puayku Ne 13.11KI1.21.0034).

Beenenue. Nurepmeraninyeckue coemunenus Fe,Ti u FeTi naxomar mpakrtuueckoe NpUMEHEHHE
B KaueCTBe akkymynsaTopos Bofopona (FeTi) unn B kauectse MaruutHeix Marepuanos (Fe,Ti). U3-3a oco-
OeHHOCTEl JIBOWHON paBHOBECHOW IUarpaMMbl MONYYCHHE STHX WHTEPMETAJUTHIIOB JINTHEM 3aTPyAHCHO,
MOATOMY IIMPOKO HUCTIONB3YIOTCS METObI MTOPOIIKOBOH METAaJUTyPrui B COYETAHUHU C MPEIBAPUTEIIBbHOMN Me-
XaHOAKTHBaIMel MOpomKoBbIX cMeced. Ileqs paGoThI: ucciaenoBaTh BOSMOXXHOCTh TIONyYEeHUs! OiHO(a3-
HBIX COEIMHEHHUI M3 MOPOIIKOBBIX CMECEl THTaHa U JKelie3a LIENIeBbIX COCTABOB. MeToabl HCC/Ie0BAHNS.
MexaHOaKTHBHUPOBAaHHBIE ITOPOIIKOBBIE CMECH, MTPOAYKTHI TOPEHHUS U MOCIEAYIOIIEr0 OTXKHUIa HCCIIEI0BAIN
METOJIaMHU PEHTIeHO(a30BOr0 aHaNIN3a, ONTHYECKOI MeTaiutorpaduu ¥ pacTpoOBOH HIEKTPOHHONH MUKPOCKO-
IIUM C OINpPEIEICHUEM 3JIEMEHTHOIO COCTaBa METOIOM SHEPrOANCIIEPCUOHHOI PEHTTEHOBCKON CIEKTPOCKO-
muu. MeToauka ucciaenoBanus. [lopomkossie cMecu B TeueHre 20 MUHYT MMOABEPTalid MEXaHOAKTUBAIINN
B IUIaHETAapHOH MesbHUILE Activator 2S npu nHTeHCHBHOCTH 40g M COOTHOIICHNH Iapbl/cMeck, paBHOM 20.
MexaHOaKTHBHPOBAHHBIE CMECH HAPEBAIIM B TEPMETHYHOM PEAKTOPE B CPEZIe aproHa co CpeHeil CKOpOCThIO
85 rpag/mun. Pe3syabTaTthl u obcy:xaenne. [Ipu tremneparype okosno 500 °C Ha TepMorpammax ¢ TepMoO-
nap, OMELICHHBIX B MEXaHOAKTHBUPOBAHHYIO CMECh, MOSIBIISIICS PE3KHI MOABEM (TEIIOBOIT B3PBIB), CBUJIC-
TENbCTBYIOIINH 00 YK30TepMUUECKOl peakuu B cMecH. Bennunna noxbema juist cocrasa 2Fe+Ti okasanach
3HAYUTENBHO OoJIbIIe, YeM [ist coctaBa FetTi. PeHTreHOCTpYyKTYpHBI# aHaIN3 TI0Ka3ail, YTO OCHOBHBIM IIPO-
JyKTOM peaKuuu Juis obeux cmecei spisercs coenunenue Fe,Ti. [Ipenmymectsennoe oopaszosanue Fe,Ti,
TaK ke Kak 00nbimnii TemoBoi 3¢ ekt B cmecu coctaBa 2FetTi, oObsicHsIeTCS OONbIIEH OTPUIIATETBHOM
sHTasbnuedl oopazosanus Fe,Ti no cpasuenuto ¢ FeTi (—87,45 u —40,58 kKan/monb COOTBETCTBEHHO). BhI-
BOJbI. BricokoTeMneparypHble TOMOreHU3UPYIOLIHE OT)KUIH MPOAYKTOB TEIIOBOTO B3pbIBA C IIEJIBIO MOJY-
4YeHUs OJHO(A3HBIX 1IETIEBBIX MPOAYKTOB HE AN MOJIOKHUTENBEHOTO pesynbrata. ConepikaHue MoOo4HBIX (a3
Y HEMPOpearupoBaBILINX PEareHTOB MaJI0 M3MEHHJIOCH IOCIIE OT)KUIOB. Ha OCHOBaHMM MOTyUEHHBIX Pe3ylib-
TaTOB CJICJIaH BBIBOJ O TOM, YTO TEPMOAWHAMUYECKUI (akTop (IHTAIBNUS 00pa30BaHHs MHTEPMETAIUIN/IA)
SIBJISICTCSI OCHOBHBIM (haKTOPOM, ONpeesstoIiM (a30Bblii COCTaB MPOAYKTOB CHHTE3a B MOPOLIKOBBIX CMe-
CsIX THTaHa M Kee3a.

Js nurupoBannsi: CHHTE3 MHTepMeTALTHI0B cucTeMbl Ti—Fe u3 cmeceii anemenTapHsix moporikos / I A. [TpubsiTkoB, A.B. bapaHoBckwit,
B.B. Kopxoga, U.A. ®upcuna, B.I1. KpuBonanos // O0paboTka METaJIOB (TEXHOJNOTHS, 000pyaI0BaHHe, HHCTpyMeHThI). — 2023. — T. 25,
Ne 3. - C. 126-136. — DOI: 10.17212/1994-6309-2023-25.3-126-136.
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BBenenne

Ha paBHOBecHOU nuarpamMme »ene30 — TUTaH
HMCIOTCAd ABa HWHTCPMCTAJUIMYCCKUX COCIHUHCHUSA:
Fe,Ti u FeTi (puc. 1). U3 nHTEpMETANIMIOB CHCTE-
MBI KeJle30 — TUTaH HauboJee MoIpoOHO UCCIIE0-
BaH MoHOTHTaHu] kene3a FeTi. Oto coemuneHue
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Puc. 1. PaBHOBeCHasl uarpaMma »*ene3o — TUTaH

Fig. 1. Phase diagram of the Fe-7i system

U3BECTHO KaK IMEPCIEeKTUBHBIA Marepuans — akKky-
MyJATOp Bogopoaa. I1o BonopogHoi eMKOCTH, CIIO-
COOHOCTH TEPEXOAWTh B aKTHMBHOE B OTHOILCHHUH
copOIMM BOAOPOAA COCTOSIHUE, KHUHETHYECKUM
XapaKTepUCTHKAM COpPOIMH — JeCOpOIMH U IH-
KJIMYECKOH CTaOMIIBHOCTH OH yCTymHaeT Haubojee
NEePCIEKTUBHBIM MarHUEBBIM CIUIaBaM U CILIaBaM
penko3emenbHbIX MeTauioB [1]. Oanako Gmaroxa-
pPSl HEBBICOKOH CTOMMOCTH CBIPbSI HPOJOIKAIOTCS
HOMBITKA TIOMYYUTh MaTepHall C YIy4IICHHBIMH
COpOLIMOHHBIMU XapakTepucTukamu. [Ipu 3TOM B
KAueCTBE ChIPbsl UCIOJIB3YIOT MOPOIIKU Keje3a H
TUTaHa, a B KaUeCTBE criocoba MmoiyyeHus Marepu-
ajna — MexaHudeckyro akrtupauuio (MA) cuHresa
B Tpolecce JIUTEIbHONH 00pabOTKH MOPOIIKOBOM
CMECH B IUTAHETAPHBIX MEJIbHHIIAX.

VHTeHCHBHBIE WCCIICIOBAaHMUS TOBEACHHS I10-
POILIKOBBIX CMECEH JKele30 — THTaH NMPH MEXaHo-
aktuBaluu mnposoxarca ¢ Hadasa 2000-x ronos.
bbuio obGHapyxeHo [2], yTo mpu JUIUTENIbHOU (10
92 yacoB) 00paboTke cMeceil B MarHUTHOW BH-
opomenbHune SpexMixer/MillModel 8000 mpo-
UCXOJIUT TIOJIHAsT aMop(u3alusi TUTAHA U KeJe3a.
O06pa3oBaHusT MHTEPMETAIUIMYECKUX COCAUHEHUMN
npu 3ToM He Habmromanoch. OOMIMPHBIE UCCIENO-
BaHMs COPOLIMOHHBIX CBOMCTB MarepHajoB, MOJY-
YEHHBIX MEXaHOAKTUBAIMEW MOPOIIKOBBIX CMeECe
JKelle3a U TUTaHa, BBINOJIIHEHBI A.B. 3a10pokHbIM
¢ corpygHukamu [3—8]. Jlns MexaHOaKTHBAIUU
UCIOJIBb30BAJIM IUIaHETapHy0 MenbHuly AI'O-2S,
00paboTKy Belu B Cpele aproHa NpH CKOPOCTH
Bpamerns 840 o6/muH. Pa30BbIi cOCTaB MPOIYK-
TOB MEXaHOCHHTE3a 3aBUCEI OT AMCIIEPCHOCTH II0-
pOLIKOB TUTaHa M >kene3a. [lpu ucmoab30BaHUU
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KpynHbIX nopomkoB (280 u 450 MkM) U BpeMeHU
o0Opabotku 120 MuUHYT 00pa3oBaHHUs WHTEpMETa-
nunoB He Habmonanock [3]. Ilpu ucmons3oBaHuU
Menkoro (5—10 MxMm) mopornika TUTaHa IpoAyKT 00-
paboOTKM 3KBUATOMHON cMmecH B TeueHue 30 MUHYT
Mpu TOM ke HHTEHCUBHOCTHU (840 00/MUH) COCTOSLIT
3 ompHodaznoro FeTi [8]. Tako# pesynsrar He co-
Iacyercsi ¢ pesyabraramu padoTsl [2], B KOTOpou
MHTEpMETAUIU] HEe O0O0pa3oBBIBAJICA Aa)ke IMOcCIe
92-yacoBoil 00paboTku B MenbHUIE SpexMixer/
Millmod 8000. ABTops! [8] OOBACHSAIOT MPUUUHY
TaKOro HECOOTBETCTBHUSI MajOd WHTEHCHUBHOCTHIO
MA B MenbHHUIIE, UCTIONB30BaHHOMU B [2]. OOpasipl
u3 crpeccoBaHHOro onHodasHoro mopomka FeTi
C HAHOKPUCTAJUIMYECKOW CTPYKTYpOH B Mpoliecce
TEPMOLMKIIUPOBAHUS B CPE/I€ BOJIOPOJIa COXPAHSIOT
dbopMy U He paspymiaroTcs Omaromapst odopazoBa-
HUIO MOCTHKOB, CKPEIUISIONINX CMEKHbIE YaCTHIIbI
[4, 7]. C uenbro ymydiieHusi COpOIIMOHHBIX CBOWCTB
FeTi, nomyyenHoro nuareHcuBHOM MA, B cMecCh TH-
TaHa M KeJie3a BBOIWIM PA3IMYHbIE MOPOILIKOBHIE
no0asku: 20 atr. % Al wim 6 at. % Cr [6]; 1 at. %
S umm 2 at. % Mg [5]. TlokazaHo, 9TO 3T 100aBKHU
yAy4IIatoT COpPOIMOHHBIE XapaKTEPUCTUKHU: YIIPO-
IIEHHE MPOLETyphl AKTUBALIMH TOIVIONIEHHUS BOAO-
polia, yMEeHbIlIEHUE AaBJI€HUS yJacTKa IJ1aTo.

Kak cnenyer u3 xparkoro o63opa [9], craBbl
JUISL XpaHEHUs BOIOPO/ia HA OCHOBE MarHus M pel-
KO3eMEJIbHBIX MeTaJlioB, Tak ke kak FeTi, mmeror
yAy4lIeHHbIE COpPOIIMOHHBIE XapaKTEPUCTUKH B
HAaHOKPHUCTAJUIMYECKOM cocTosiHuM. Hapsimy ¢ me-
XaHOAKTUBAIMEHN Ui MOITy4YeHHUs] HaHOKPUCTAJUIN-
YECKHUX HMHTEPMETAJUINJ0OB CUCTEMBI XKEJIe30 — TH-
TaH TPEANPUHUMAIOTCS TIOMBITKH HCIOIb30BaTh
JpyTHe cnocoObl, B YaCTHOCTU UHTEHCHUBHYIO ILIa-
CTHUYECKYI0 Jle(hopMalliio MOPOIIKOBBIX CMecel B
HakoBanbHe bpumkmena [10]. ns co3ganus Ha-
HOKPHUCTAJUTMYECKON CTPYKTYphl MpeNCTaBIseTCs
MEePCIEKTUBHBIM WHTEHCHUBHBIA TIOMOJI TIOPOIIIKA
coenunenus FeTi, npeaBapuTenbHO MOIYYEHHOTO
JUTHEM WJIU TI0 TOPOIIKOBBIM TEXHOJIOTHUSIM.

Hawnbonee TexHOIOTHYECKH MPOCTHIM CITOCOOOM
MOJTyY€HHUsI WHTEPMETAJUIUJOB SIBISIETCSI CUHTE3 B
MOPOIIIKOBBIX CMECSX JK€JIe30 — TUTaH COCTaBOB,
COOTBETCTBYIOLIUX JBOWHBIM HHTEpMeETaIuIamM
[11, 12]. DTOT CHUHTE3 MOXET pearn30BaThCs JTNOO
HEMOCPEACTBEHHO B IMPOLIECCE MEXaHOAKTUBAIMH
[12], nubo mpu mOCHeayroIel WHUIMAINA peak-
[IMA B MEXaHOAKTUBUPOBAHHBIX cMmecsx [13, 14]. B
pabote [15] coenunenns FeTi n Fe,Ti Obuin moiy-
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YeHbl U3 MOPOUIKOBBIX CMECEH COOTBETCTBYIOIINUX
cocTtaBoB. [lockoilbKy cMecH He MOJBEpPrajuch
IIpeBapUTEIbHON MEXaHOAKTHBALIUM, TO WHULUU-
pPOBATh CUHTE3 B BOJIHOBOM PEXUME YIAIOCTh TOJIb-
KO C MpeABapUTEIbHBIM MTOJOTPEBOM MIPECCOBOK J10
temmepatyp Beime 700 °C. B pabore [16] cmecn,
COOTBETCTBYIOILIME COCTaBaM [JBOMHBIX HHTEpMe-
TaJUTUAOB, TOJBEprajii KpaTtkoBpemeHHou (10 10
MUHYT) UHTEHCHBHON MA c mocrienyromum Obl-
ctpeiM (oxoo 300 rpan/mMun) HarpeBom. Peakius
CUHTE3a B PEKMME TEIJIOBOTO B3pbIBA MHUIIUUPO-
Banack B uHTEepBasie 450-500 °C B 3aBuCMMOCTH
ot BpeMeHu MA wu coctaBa cmeceil. B padote [17]
cmech Fe — 20 % Ti oOpabarbiBanu B TeueHue 4 u
20 MUHYT B IUTAHETAPHON MEJIbHULIE IPU UHTEHCUB-
HOCTH, ONM3KOM K mcrmosib3oBaHHOU B [16]. ObOpa-
30BaHUSl MHTEPMETAIUINIOB HE OOHApYXWIN JaxKe
pu oTxure MA-cmecu npu temmneparype 500 °C.
Bo3MorkHas mpuurHa pa3nuyusi pe3ynbTaToB paboT
[16] u [17] — pa3Has ckopocTh HarpeBa MA-cmeceid.
[Ipu ObicTpoM HarpeBe He MPOUCXOAUT OTPABICHUS
PEaKIMOHHON MOBEPXHOCTHU MPOAYKTAMH pEaKIIU-
OHHOM JudPy3un Ha CTaUU MEIJICHHOTO Harpesa
JI0 TeMIIepaTypbl OT)KUra M peakis CUHTEe3a IMpo-
XOJIUT B PEKUME TEIJIOBOTO B3pHIBA.

Takum oGpaszoM, npobiaema OTpabOTKH TEXHO-
JIOTUYECKUX PEKUMOB MEXAHOAKTUBAIUU IOPOIII-
KOBBIX CMECEH 1 MOCIeAYIOEro CUHTEe3a 0fHO(a3-
HBIX MHTEPMETAJINI0B CUCTEMBI TUTAaH — JKEJEe30
ocTaeTcs HepelleHHON. B HacTosieit pabore Oblia
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MOCTaBJICHA 3ajJlaya MCCienoBaTh (a30BbIA COCTaB
MPOYKTOB CHHTE3a B MEXaHOAKTUBHUPOBAHHBIX T10-
POIIIKOBBIX CMECSIX TUTAHA M KeJie3a, a TAKIKE BBISC-
HUTH BO3MOXKHOCTD TOJTYUYEHHUS OAHO(A3HBIX JTBOM-
HBIX WHTEPMETAUIHIOB. bbUIM WCIIONB30BaHBI JBA
cocTaBa, cooTBeTcTBytomue coeauHeHusMm FeTi u
FezTi. NuTepmerammuyg FezTi TaK>Ke MPEACTABIIACT
MPaKTUYECKUN MHTEpeC Kak MaTepuall, o0Jiagaro-
Ui MarHUTHBIME cBoMcTBamH [18].

MeTonuka uccjieoBaHui

PeakuronHble cMecH TOTOBUIIH U3 MOPOIIKA TH-
TaHa JUCIEPCHOCTHIO MeHblIe 160 MKM U mopouika
xKele3a JUCIEPCHOCThIO MeHbIle 5 MKM. Mopdo-
JIOTHsSl TIOPOIIKOB MpHUBeAeHa Ha puc. 2. HaBecku
MOPOIIKOB Maccor nmo 15 r cmemmBanu 4 yaca B
CMecHuTeNe U oMeniaiy B 6apabaHbl MIaHETapHOM
MenbHULBI Activator 2S. Jlyis mpenoTBpaiieHus Ha-
JIUMAaHUS TTOPOIIKOB Ha IIapbl U CTEHKU B Ka)bIi
6apaban BBOAMIM 1o 0,5 oM’ cnupra. MexaHoak-
TUBAIUIO TPOBOIWIN IIPU CKOPOCTH BpaiieHus 0a-
pabanoB 755 00/MuH (LEHTPOOEKHOE YCKOpEeHUE
40g). CooTHOILIEHHE MacC MIAPOB TUAMETPOM 6 MM
U peakinoHHoM cMecu Ob11o paBHO 20. CymmapHoe
BpeMsl MEXaHOAKTHBAIIMU JJIsI BCEX CMeceil ObLIOo
MOCTOSIHHBIM — 20 MUHYT. J{7151 peoTBpalieHus mne-
perpesa uepe3 10 MUHYT BpallleHUE OCTaHABIMBAIN
Ha 10 MuUHYT A5 oxnaxaeHus 6apabaHoB MPOTOU-
HOI Bozoil. MexaHOaKTUBUPOBAHHBIE CMECH 3aChI-

LR\ ~
x300 50um

Puc. 2. POM-n3006paskeHnss MOp(OTOTHH UCXOTHBIX TTOPOIIIKOB:

a — xene3o BM* (cieBa — B 00paTHO-pacCessHHbIX JIEKTPOHAX, CIIpaBa — BO BTOPUUHbBIX 3JIEKTpoHax); 6 — tutan TIIII-8%*

Fig. 2. SEM images of the initial powders morphology:

a— VM iron* (left side of the photo — back scattered electron image (BSE), right one — secondary electron image (SE));
6 — TPP-8 titanium**

* TV 6-09-2227-81 «XKenezo metamuueckoe BoccranoBinenHoe» / TC 6-09-2227-81 «Reduced metallic iron»
** TV 1791-449-05785388-99 «Turan nopucTslii, mopowok» / TC 1791-449-05785388-99 «Titanium sponge powder»
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najau B UWIMHJIPHUUYECKHE TUTAHOBBIE KOHTEHHEPHI,
CJIeTKa YIUIOTHSUIA U TIOMENIAU B TePMETUYHBIN pe-
aKTOp, KOHCTPYKIIUS KOTOporo onucana B [19]. Pe-
aKTOp, HEMPEPBIBHO MPOAYBAEMBI aprOHOM C pac-
XOZI0M 4 JI/MMH, OIyCKaJi B MIeYb, IPEABAPUTEIHHO
pasorperyro 1o 800 °C. 3meHeHue TeMiiepaTypsl
pEerucTpUpoOBaId aBTOMAaTHUYECKHU JBYMsI TepMOIIa-
pamu. Cnaii onHo# U3 Tepmornap ObUT 3aKperyieH Ha
BHEIIIHEH CTEHKE PEaKTOpa MU TEIJIOM30JUPOBAH OT
TEIUIOBOTO M3JIy4YeHHs ey cioeM acOecta. Crait
JIpyroi TepMonapsl HIOMEIAIN B KOHTEMHED C peak-
LMOHHOM cMechro. Ha aBToMarnyecku 3anucaHHbIX
KPUBBIX M3MEHEHMsI TeMIlepaTypbl oOpasla peru-
CTPUPOBAIN TeMIEpaTypy 3axurauus T, u Mak-
CHMaJIbHYIO Temrieparypy ropenust 7 . Peakrop
BBIHMMAJIM U3 M€YH [T0CJI€ BEIPaBHUBAHUS TEMIIepa-
Typ peakTopa 1 o0pasia, KOTOpoe HaCTYyIalo uyepes
2—4 MUHYTBI OCJIE TPOXOKICHUS TEMIIEPATYPHOTO
NUKa, U OXJIAXKIaIW Ha Bo3ayxe. YacTe oOpas3ios
omxuranu B Bakyyme 0,01 Ila ¢ Bapuanmeit Temrie-
paTypbl U BpEMEHU OTXKUTa.

8
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MexaHOaKTUBHPOBaHHBIE MOPOIIKOBBIE CMECH,
MPOAYKTHI TOPEHMSI U TOCIEAYIOLIET0 OTKUTa HC-
cienoBanu Ha obopynoBaHuM LleHTpa KOJIEKTHB-
Horo nonws3oBaHus «Hanorex» M®IIM CO PAH
METO/IOM peHTreHodazoBoro anamuza (audpaxTo-
metp JAPOH-7, «bypesectHux», Poccus). Wnen-
tudukanuoo (a3 1no pesyabraraM pEeHTTEHOCTPYK-
TYpPHOTO aHajIM3a MPOBOJWIN C IPUMEHEHUEM 0a3bl
peHTreHoBckux naHHbIX ASTM, a o6paboTky mep-
BUYHBIX PE3YyJIbTAaTOB — C HCIIOJIB30BaHUEM IIPO-
rpamm RENEX 1 PDWIN.

Pe3ynbrarsl M HX 00Cy:KIeHHE

Ha puc. 3 mpuBeaeHsl TepMorpamMmbl Harpesa
MA-cmeceit IByX COCTaBOB CO CpEHEN CKOPOCTHIO
85 = 5 rpan/MuH U IPOU3BOAHBIE OT TEMIEPATYPhI
M0 BpeMEHU (CKOPOCTh YBEIMYEHHUS TEMIepaTy-
pel cMeceit). Bugno, yto mpu 500-530 °C mpowuc-
XOJIUT CKaYKOOOpa3HOE TMOBBIIICHUE TEMIIEPaTyphbl
KaK CJIEeJICTBUE CAMOBOCIUIAMEHEHUS, T. €. PEaKIUsI

2

Puc. 3. Tepmorpammser HarpeBsa (a, 6) ¥ CKOPOCTH U3MEHEHHS TEMITepaTyphl (8, 2) MEXaHOAKTHBH-
POBaHHBIX TIOPOIIKOBEIX cMecei coctaBoB 2Fe+Ti (a, 6) u Fe+Ti (6, 2):

1 — Temmnepatypa obpasiia; 2 — TemMreparypa Hapy>KHOM CTeHKH peakTopa

Fig. 3. Heating thermographs (a, 6) and temperature change rates (s, ) of mechanically activated
powder mixtures 2Fe+T7i (a, ¢) and Fe+Ti (6, ):

1 — the sample temperature; 2 — temperature of the outer surface of the reactor

Vol. 25 No.32023 (129
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UIET B pexkume TeruioBoro B3peiBa (TB) (puc. 3, a,
0). InmuTeprHOCTh HarpeBa JJ0 CaMOBO CITIAMCHCHHS
cocTaBisia 6—7 MUHYT. CKOpOCTh OJbEMA TEMIIE-
parypbl IOCJIe BOCIUIAMEHEHHUS M ITMKOBOE 3HAUCHUE
J1st cmecu coctaBa 2Fe+Ti oka3anmoch 3HAYUTEIIBHO
BbIIIE (pHC. 3, a, 8), UeM JUIsl CMECU SKBUAaTOMHOI'O
cocrasa (puc. 3, 6, 2). [IpuunHoii sBIsIETCS BABOE
OoJbIlasi OTpUIATENIbHAS BETMYUHA SHTAIBITHHA 00-
pa30BaHUA COCAUHECHUS FezTi 10 CPAaBHEHUIO C Ta-
kxoBoit misg FeTi: —87,45 u —40,58 kkai/Moib COOT-
BeTcTBEeHHO [20].

OBPABOTKA METAJIJIOB
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MATEPUAJIOBEJEHUE

CornacHo pe3ynbpraraM peHTreHO(pa30BOTroO aHa-
mu3a (puc. 4, tabn. 1) B pesynsrare 20 MUHYT 00-
paboTKu cMmeceil Mmpu BbIOpAaHHOW MHTEHCHBHOCTHU
(ha3oBBIN COCTAaB CMeCel OCTaeTcsi HEHM3MEHHBIM,
T. €. MEXaHOCHHTE3a MHTEPMETAUIUJ0B HE MPOXO-
TUT. B potykTax TemioBoro B3pbiBa OMpenesieTcst
HeOobIIoe (Ha YPOBHE YyBCTBUTEILHOCTH METO/IA)
cofiepanue uHTepmeTamuaos. [Ipu atom coenu-
nenue Fe,Ti mpucyTCTByeT TakKe M B MPOAYKTax
ropenust coctaBa Fe+Ti B xonuuecTBe, nmpumMepHO
pPaBHOM cofiep)aHuto 1iesieBoro coenunenus FeTi.
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Puc. 4. PeatrenorpaMMbl MEXaHOAKTHBHPOBAHHBIX cMeceil (/) ¥ MPOIYKTOB TEIUIOBOTO B3pHIBa (2)
B cMecsx coctaBoB Fe+Ti (a) u 2Fe+Ti (6)

Fig. 4. X-ray patterns of mechanically activated mixtures (/) and thermal explosion products (2)
in Fe+Ti (a) and 2Fe+Ti (6) mixtures

Taoauma 1
Table 1

®da3o0Bblii cocTaB MEXAaHOAKTUBUPOBAHHBIX cMmeceil n MNPOAYKTOB TECIIJIOBOI'O B3pbIBa

Phase composition of the mechanically activated (MA) mixtures and the thermal explosion (TE) products

O6nemMHoe conepkanue ¢as, % /
Cocras cmecu /
Mixture compo- O06paboTka cmecH / Volume content of phases, %
sition p Mixture treatment Fe Ti FeTi Fe,Ti
(6-696) (5-682) (19-636) (15-336)
. MA
J’_ —_ —_
Fe+Ti MA 70,7 293
. MA + TB
Fe+Ti MA + TE 71,4 12,9 6,6 9,1
. MA
+ —
2Fe+Ti MA 75,1 18,7 6,2
. MA +TB
2Fe+Ti MA + TE 72,0 23,1 — 4,9
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DTOT aKT cormacyercsi ¢ TepMOrpaMMaMH TEIUIO-
BOTO B3phIBa (puc. 3). [lo-BUAMMOMY, UIMEHHO 00-
pasosanue Fe,Ti, obnanaromee Gonbmiod orpuia-
TEJTBLHON DHTAJBIIMCH, SIBISETCS MPUYUHON c1ado
BBIPOKEHHOTO TETUIOBOTO B3phIBA B CMECH COCTaBa
Fe+Ti.

[TockonbKky CHHTE3 B YCIOBHSIX TEILIOBOTO
B3pbIBa B MA-CMecCsX JJaeT HE3HAUUTEIIbHBIN 00b-
€M IIeJIEBBIX MPOIYKTOB, TO MOPOIIKOBBIE CMECH
000X cOCTaBOB (B TOM 4HcCIie 0€3 MpeaBapUTEIb-
HOMl MA), a Takke MPOJYKThl TETIOBOTO B3phIBA
OBLTH OTOXKEHBI B BAaKyyMe C IIEJIbI0 YCTAaHOBUTH
TEXHOJIOTUYECKHUE PEKUMBI (TEMIeparypy U Bpe-
Ms1), OOECIEYHMBAIONINE MAKCHMAIBHBIA BBIXO]]
LEJIEBbIX NPOAYKTOB. Pe3ynbrarsl ompenesieHus
¢$a30BOTO COCTaBa IOCJIE€ OTKWUTOB IPHUBEIACHBI
B Tabn. 2. M3-3a HamoXeHUs1 JTUHUN pas3HbIX (a3
KOJIMYECTBEHHOE OINpeesieHne coaepxanus a3
3aTpyJHEHO, MOATOMY B TaONHIlEe yKa3aHbl OpHU-
€HTHUPOBOYHBIC JaHHBIC, M3 KOTOPBIX OJHO3HAY-
HO cienyer, uto unTepmeramun Fe Ti asnsercs

OBRABOTKA METALLOV %

OCHOBHOM (pa30if BO Bcex clly4yasix HE3aBHCHUMO
OT COCTaBa CMecCed M peuma TepMOOOpPaOOTKH.
Onnako n1o6uThes onHo(asHoro cocrosuus Fe,Ti
B OTOXKCHHBIX MEXaHOAKTUBHPOBAHHBIX CMECSX
2Fe+Ti nam He ynanocs. [locne orxura ocraercs
3HAYUTEIBHOE KOJIMUECTBO HEIIPOPEArnpoBaBLIETO
&KeJesa, YTO MOKHO OOBSICHUTD 1I0CTaTOYHO LIUPO-
KOM 00JIaCTBEO T'OMOT€HHOCTH COEIHMHEHUS FezTi
(puc. 1). B oroxskenHbIx cMecsix cocraBa Fe+Ti
daza Fe,Ti Takxke ABIIETCA OCHOBHOM, B TO BpEMS
Kak cofiepkanue nesneBoi ¢aspl FeTi He npeBpima-
et 7,9 %.

MBI IpeAnoNoKUIN, 4YTO OHON U3 IPUYHUH MHO-
ro¢a3zHOCTH MPOAYKTOB OT)KUTOB MOXET OBITH TO,
YTO MEXaHOAKTHBUPOBAHHBIE CMECH OTKUTAJIUCH B
cBOOOAHOI Hackinke. YTOOB! yBEINYUTD YACIbHYIO
PEaKIMOHHYIO0 TOBEPXHOCTh, MEXaHOAKTUBUPOBAH-
HbIE CMECH INIPECCOBAJIU, a MPECCOBKU IOJIBEPTaIN
BbICOKOTeMIIepaTypHOMY AU((y3HOHHOMY OTKUTY
IIPU TaKOM e PeXHMe, KaKk U CMECH B CBOOOAHOM
HACBITIKE.

Tabonuma 2
Table 2

®da3o0Bblii cocTaB MEXaHOAKTUBUPOBAHHBIX cMeceil mocJjie JOIMOJTHUTEJBHOI'0 OT?KUI'a B BAKYYME
B 3aBUCUMOCTH OT CTECNNCHU YIINIOTHCHUSA

Phase composition of mechanically activated mixtures after additional annealing in vacuum depending
on the degree of compaction

PexxuMsl yrinoTHeHus
Cocras u TepMooOpadboTkn MA-cMmecu / O6bvemMHoOe conepxanue has, % /
cmecu/ | Modes of compaction and heat treatment Volume content of phases, %
Mixture of MA mixture
composition | YmioTHeHue / TepmooOpaboTka / Fe,Ti FeTi Fe Ti TiN, 0
Compaction Heat treatment (15-336) | (19-636) | (6-696) | (5-682) | (31-1403)| ~
1000 °C, 1 yac /
1000 °C, 1 hour 3.3 2.2 24,3 B B B
Croboneas 1150 °C, 2 uaca /
HACBITIKa / ’ 74,5 4.8 20,7 — _ _
Loose mixture 1150 °C, 2 hours
2Fe+Ti 1250 °C, 2 yaca / 739 31 237 B B B
1250 °C, 2 hours ’ ’ ’
[Ipeccoska /
1250 °C, 2 gaca /
Compacted 1250 °C, 2 hours 84 — 16 — —
sample
IOOOOC, 1 gac / 89.5 7.9 B 0.7 B 1.9
1000 °C, 1 hours
Crobomman /- 15550 5 waca /
FetTi . 1250°C, 2waca/ | o, o } 63 a5 |1e
1250 °C, 2 hours ’ ’ ’ ’ ’
%‘Ziicﬁi?fd/ 1250°C, 2 uaca / 85 15 - - - -
p 1250 °C, 2 hours
sample
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@a30BbIl  COCTaB OTOXKEHHBIX IMPECCOBOK
(Tabm. 2) ommuaeTcs OT a30BOrO COCTaBa CMeCei
B CBOOOJTHOM HACKHITIKE OTCYTCTBHEM HEYCTAaHOBIICH-
HBIX (pa3, HempopearupoBaBIIEeTo TUTAHA U HUTPUIA
TUTaHa, HEOOJBIIIOE COAECPKAHIE KOTOPBIX OIMpe/ie-
JSETCS B OTOXOKEHHBIX cMecsiX. OJTHAKO KaueCTBEH-
HBIX U3MEHEHU# (ha30BOro cocTtaBa He MPOU3OILLIO.
Uurepmerammin Fe,Ti octanca ocHoBHOH (asoi B
npeccoBkax o0oux cocraBoB. IIpu 3TOM conmepika-
HUE [ENEBbIX (a3 YBEIUYHIOCH 32 CYET YMEHBbIIIE-
HUSl COJEpXKaHUS HEMpopearupoBaBIIETO Kele3a
(mnst coctaBa 2Fe+Ti) u mo6ounbIxX (a3 (s cocTa-
Ba Fe+Th).

OBPABOTKA METAJIJIOB

BuiBoabI

B MexaHOaKTHBHPOBaHHBIX MOPOIIKOBBIX CMe-
CSIX COCTaBOB, COOTBETCTBYIOUIMX JIBOMHBIM WH-
tepmeramnmaam Fe, Ti u FeTi, npu narpese mayr
HK30TEPMUYECKHE PEAKIMH, BBI3BIBAIOIINE TTOIBEM
TeMIeparypsl 1 00pa3oBaHHe HEOOJBIIOTO KOJIU4e-
CTBa MHTEPMETAJLIH/IOB.

[Ipu ncnone30BaHHBIX B pabOTE pexkUMax Mexa-
HOAKTHBAIMH CMECEH U MOCIEAYIOMIEro OTKUra He
yAaeTcs TOIYYUTh OHO(Aa3HbIE HHTEPMETAIITH/IBL.

[IpeumymiecTBeHHOE OOpa30OBaHHE COETUHE-
uus Fe,Ti 00bACHAETCA TEPMOIMHAMUYECKUM CTH-
MYJIOM: OTpHIATeNbHAs SHTAIBIHA O00pPa30BaHUS
Fe,Ti BaBoe Gonblue, yem y coenunenus FeTi.

Cumcoxk JauTeparypbl

1. Sandrock G. A panoramic overview of hydrogen
storage alloys from a gas reaction point of view // Jour-
nal of Alloys and Compounds. — 1999. — Vol. 293-295. —
P. 877-888. — DOI: 10.1016/S0925-8388(99)00384-9.

2. Delogu F., Cocco G. Compositional effects on the
mechanochemical synthesis of Fe—Ti and Cu-Ti amor-
phous alloys by mechanical alloying // Journal of Alloys
and Compounds. —2003. — Vol. 352, iss. 1. — P. 92-98. —
DOI: 10.1016/S0925-8388(02)01109-X.

3. Zadorozhnyi V. Yu., Skakov Yu.A., Milovzorov G.S.
Appearance of metastable states in Fe-Ti and Ni-Ti
systems in the process of mechanochemical synthesis //
Metal Science and Heat Treatment. — 2008. — Vol. 50,
iss. 7. — P. 404-410. - DOI: 10.1007/s11041-008-9078-4.

4. Hydrogen storage nanocrystalline TiFe interme-
tallic compound: synthesis by mechanical alloying and
compacting / V. Zadorozhnyy, S. Klyamkin, M. Zadoro-
zhnyy, O. Bermesheva, S. Kaloshkin // International
Journal of Hydrogen Energy. —2012. — Vol. 37, iss. 22. —
P.17131-17136.—DOI: 10.1016/j.ijhydene.2012.08.078.

132 Tom 25 Ne 32023

MATEPUAJIOBEJEHUE

5. Mechanical alloying of nanocrystalline interme-
tallic compound TiFe doped with sulfur and magnesium /
V.Yu. Zadorozhnyy, S.N. Klyamkin, M.Yu. Zadoro-
zhnyy, M.V. Gorshenkov, S.D. Kaloshkin // Journal of
Alloys and Compounds. — 2014. — Vol. 615. — P. S569—
S572.—DOI: 10.1016/j.jallcom.2013.12.144.

6. Mechanical alloying of nanocrystalline interme-
tallic compound TiFe doped by aluminum and chromi-
um / V.Yu. Zadorozhnyy, S.N. Klyamkin, M.Yu. Zadoro-
zhnyy, O.V. Bermesheva, S.D. Kaloshkin // Journal of
Alloys and Compounds. — 2014. — Vol. 586. — P. S56—
S60. — DOI: 10.1016/j.jallcom.2013.01.138.

7. Effect of mechanical activation on compact-
ibility of metal hydride materials / V.Yu. Zadorozh-
nyy, S.N. Klyamkin, M.Yu. Zadorozhnyy, D.V. Stru-
gova, G.S. Milovzorov, D.V. Louzguine-Luzgin,
S.D. Kaloshkin // Journal of Alloys and Compounds. —
2017. — Vol. 707. — P. 214-219. — DOI: 10.1016/j.jall-
com.2016.11.320.

8. Preparation and hydrogen storage properties of
nanocrystalline TiFe synthesized by mechanical alloy-
ing / V.Yu. Zadorozhnyy, G.S. Milovzorov, S.N. Kly-
amkin, M.Yu. Zadorozhnyy, D.V. Strugova, M.V. Gor-
shenkov, S.D. Kaloshkin // Progress in Natural Science:
Materials International. — 2017. — Vol. 27, iss. 1. —
P. 149-155. - DOI: 10.1016/j.pnsc.2016.12.008.

9. Zaluski L., Zaluska A., Strom-Olsen J.O. Nano-
crystalline metal hydrides // Journal of Alloys and
Compounds. — 1997. — Vol. 253-254. — P. 70-79. —
DOI: 10.1016/S0925-8388(96)02985-4.

10. Dobromyslova A.V., Taluts N.I. Mechanical al-
loying of Ti—Fe alloys using severe plastic deformation
by high-pressure torsion // Physics of Metals and Metal-
lography. — 2018. — Vol. 119, N 11. — P. 1127-1132. —
DOI: 10.1134/S0031918X18110030.

11. Pocaues A.C., Myxacwvan A.C. Iopenue ans CuH-
Te3a MaTepualoB: BBEIEHHE B CTPYKTYPHYIO MaKpOKH-
HeTuKy. — M.: ®usmariut, 2013. —399 c. — ISBN 978-5-
9221-1441-17.

12. I'pueopvesa T.D., Bapunos A.I1., Jlsaxos H.3. Me-
XaHOXMMHUYECKUH CHHTE3 WHTEPMETAITHYECKIX COEJHU-
Henwuit // Yenexu xumuu. — 2001, — T. 70 (1). — C. 52-71.

13. Asgakymos E.I' MexaHuuecKue METOIbI aKTUBa-
UM XUMHYECKUX mporieccoB. — HoBocubupck: Hayka,
1986.—303 c.

14. JIsxose H.3., Taraxo T.JI., I pucopvesa T.®. Bru-
SIHUE MeXaHOAKTHBAI[MM Ha Tporecchl a3o- U CTPyK-
TypooOpa3oBaHUsi IPH  CaMOPACIPOCTPAHSIOMIEMCS
BBICOKOTEMIIeparypHoM cuHTe3e. — HoBocubupck: Ila-
pamnens, 2008. — 168 c.

15. Ilpubwimros I'A., Cemenosa A.A., Umun B.H.
CuHTe3 B pe)XUME TOPEHUST HHTEPMETAIUIHIOB CUCTEMBI
KeJe30 — TuTaH // dusnka ropeHus u B3peiBa. — 1984, —
Ne 5.—-C.21-23.



MATERIAL SCIENCE

16. Bnmusane MexaHW4YeCKOW aKTHBAIIMA Ha BBICO-
KOTeMITepaTypHBIH CHUHTE3 W (pazoobOpa3oBaHuMe HU3-
KOKAJIOPUHHBIX HMHTCPMETAIUTMICCKUX COCAMHCHUH /
10.C. Haiiboponenko, H.I. Kacankwuii, E.I. Cepreesa,
O.K. JlerrakoBa / XvMus B MHTEpecax YCTOMIUBOTO pas-
Butns. — 2002. — T. 10. — C. 199-204.

17. Morphological characteristics of mecha-
nochemically synthesized Fe/Ti composites /
T.F. Grigor’eva, S.A. Kovaleva, T.Yu. Kiseleva,
S.V. Vosmerikov, E.T. Devyatkina, E.A. Pastukhov,
N.Z. Lyakhov // Russian Metallurgy (Metally). —
2016. - Vol. 2016, N 8. — P. 737-741. — DOI: 10.1134/
S0036029516080048.

Kondguukrt narepecon

OBRABOTKA METALLOV %

18. Saito T. Magnetic properties of Ti—Fe alloy pow-
ders prepared by mechanical grinding // Journal of Al-
loys and Compounds. —2004. — Vol. 364, iss. 1. —P. 113—
116. — DOI: 10.1016/S0925-8388(03)00532-2.

19. Bukrina N.V., Baranovskiy A.V. Synthesis of
composites made of powder mixtures (Ti, C, and Al) in
controlled heating // Journal of Applied Mechanics and
Technical Physics. — 2019. — Vol. 60, iss. 4. — P. 732—
739. — DOI: 10.1134/S0021894419040187.

20. Bartin I, Knacke O., Kubaschevski O. Ther-
mochemical properties of inorganic substances. Sup-
plement. — Berlin: Springer-Verlag, 1977. — 861 p. —
DOI: 10.1007/978-3-662-02293-1.

ABTOPBI 3asBIISIIOT 00 OTCYTCTBUU KOH(IIUKTA HHTEPECOB.

© 2023 Asropsl. M3narensctBo HoBOCHOMPCKOTro rocynapcTBEHHOTO TEXHUYECKOI0 YHUBEPCHTETA. JTa CTaThs JOCTYIHA I10
mnen3un Creative Commons «Attribution» («Atpudyuus») 4.0 Becemupnas (https://creativecommons.org/licenses/by/4.0).

Vol. 25 No.32023 (133



% OBRABOTKA METALLOV MATERIAL SCIENCE

Obrabotka metallov (tekhnologiya, oborudovanie, instrumenty) = Metal Working and Material Science. 2023 vol. 25 no. 3 pp. 126-136
ISSN: 1994-6309 (print) / 2541-819X (online)
DOI: 10.17212/1994-6309-2023-25.3-126-136

Obrabotka metallov -
Metal Working and Material Science

Journal homepage: http://journals.nstu.ru/obrabotka_metallov

Synthesis of Ti—Fe intermetallic compounds from elemental powders mixtures

a,

Gennady Pribytkov *, Anton Baranovskiy b, Victoria Korzhova ©, Irina Firsina d, Vladimir Krivopalov ¢

Institute of Strength Physics and Materials Science of Siberian Branch Russian Academy of Sciences, 2/4 pr. Akademicheskii, Tomsk, 634055,
Russian Federation

https://orcid.org/0000-0002-8267-971X,  gapribyt@mail.ru, b https://orcid.org/0000-0001-8800-4716,  nigalisha@gmail.com,
https://orcid.org/0000-0003-0835-9264,  vicvic5@mail.ru, 4 https://orcid.org/0000-0003-2253-0582,  iris1983@yandex.ru,
https://orcid.org/0009-0003-3224-1749,  krivopalov@ispms.tsc.ru

ARTICLE INFO ABSTRACT

Article history: Introduction. Intermetallic compounds Fe,Ti and FeTi are of practical application as hydrogen
Received: 10 May 2023 accumulators (FeTi) or as magnetic materials (Fe,Ti). Due to the peculiarities of the double equilibrium
Revised: 23 May 2023 diagram, the production of these intermetallic compounds by casting is difficult. Therefore, powder metallurgy
Accepted: 21 June 2023 methods are widely used combined with preliminary mechanical activation of the powder mixtures. The aim

Available online: 15 September 2023 of the work is to investigate the possibility of obtaining single-phase compounds from powder mixtures

of titanium and iron of target compositions. Research methods. Mechanically activated powder mixtures,
products of combustion and subsequent annealing were studied by X-ray phase analysis, optical metallography,
and scanning electron microscopy using elemental composition determination by energy-dispersive X-ray
spectroscopy. Research methodology. Powder mixtures were mechanically activated for 20 minutes in an
Activator 2S planetary ball mill with an intensity of 40 g and a ball/mixture ratio of 20. The mechanically
activated mixtures were heated in a sealed reactor in argon media at an average rate of 85 C°/min. Results
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Mechanical activation of synthesis
Thermal explosion

Titanium-Iron intermetallic

lc)zr;};o:l:ii)osmon and discussion. At a temperature of about 500 °C, thermographs of thermocouples placed in a mechanically
Enthalpy of compounds formation activated mixture showed a sharp rise (thermal explosion), indicating an exothermic reaction in the mixture.

The rise for the 2Fe + 7i composition turned out to be more pronounced than that for the Fe + 7i composition.
Funding X-ray diffraction analysis showed that the main reaction product is the Fe,7i compound for both mixtures. The
The work was supported by the Rus- predominant formation of Fe,Ti is explained by the greater negative enthalpy of Fe,Ti formation of compared
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ber 23-29-00106): “In situ synthesis of explosion products did not make it possible to obtain single-phase target products. The content of secondary
metal matrix composites with submi- phases and unreacted reagents changed little after annealing. Based on the obtained results, it was concluded
cron carbide strengthening phase”. that the thermodynamic factor (the enthalpy of formation of the intermetallic compound) is the main one that

determines the phase composition of the synthesis products in powder mixtures of titanium and iron.
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