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dBonouns CTPYKTYpHO-$a3o0BOro COCTOAHUS
CTaNlbHOM CTPYXXKM B NpoLecce ee nepepaboTku
B NOPOLIKOO6pa3HbI NPOAYKT

E. H. Kopocrenesa® 2=, 1. O. Hukomaes'

I MHeTHTYT (PU3MKH POYHOCTH U MaTepuajoBenenus Cubupckoro oraenaenus PAH
Poccus, 634055, r. Tomck, np-T Akagemudeckuii, 2/4
2 HauuoHAIbLHbIA HeeIe10BaTeIbeKuil TOMCKHIA MOIMTEXHHYeCKH YHUBEPCUTET
Poccust, 634050, 1. Tomck, np-t JIenuna, 30

&) elenak@ispms.ru

AHHOTayms. YTUIM3aLUs OTXOJOB HPOMBIIUICHHOTO INPOU3BOJCTBA CBS3aHA HE TOJBKO C PELICHHEM O3KOJOTHYECKHX IpolieM,
HO U C TIOBTOPHBIM HCIIONB30BaHMEM MaTepHalbHBIX pecypcoB. Yale BCero BO3BpallaeMble B MPOM3BOACTBO MaTepHaIbHBIE
pecypchl CTaparoTcsi MPUMEHUTh B TOW K€ TEXHOJIOTHMYECKOW HHIlle, e ()OPMHUPOBAINCH CAMH OTXOMbI, Yepe3 UX IEpPeIIaBKy
Wi gobaBieHue B IKXTy. B naHHON paboTe mpeyiaraetesi albTepHATUBHBINA MMOAXO0, MO3BOJISIIOLINI PH YTHIM3ALMH CTaIbHON
CTPYXKKH IOTy4aTh (DyHKIIMOHAIBHbIN ITOPOIIKOBBIH IPOLYKT, KOTOPBI MOXKHO B JIaJIbHEHIIIEM MCIIOIB30BATh PH CO3/IaHUHU TTOPOLII-
KOBBIX METaJUNIOMaTPUYHBIX KOMIIO3UTOB. C TIOMOIIBIO PACTPOBON JIEKTPOHHONH MHKPOCKOIIMH M PEHTIeHO()a30BOro aHaamu3a Oblia
HCCIIeI0BaHa CTPYKTYpa CTPYXKKH B HCXOJHOM COCTOSIHUM (TI0CIIe TOKapHOH 00pabOTKH 3aroTOBKH M3 cTanu 45) 1 mocie 10moH-
TEJIBHOTO KOMIUIEKCa 00pabOTKM (OKHCIICHUS M M3MEJIBYCHNUS) C LIeIIbI0 OLICHKH CTENICH! TPaHC(OPMALIMH €€ CTPYKTYPHO-(ha30BOro
COCTOSIHUSA B Ipolecce nepepadotku. [TokasaHo, 4To CTPYKKa MOCIIE TOKApHOH 00padOTKM UMEET CIOXKHBII MOp(OIornieckuii Buj
C HEOTHOPOAHBIM paclpeeneHneM KUCI0poa U yrieposa. PacTpoBast aekTpoHHas MUKPOCKOIHS HCXOHOTO COCTOSIHUS CTPY>KKH
MO3BOJIMIIA BBISBUTH OT/IETbHBIE BKIIOUEHNS OKCUIOB PazMepaMu He 0oj1ee 5 MKM B YAaJeHHBIX JPYT OT APYra JOKaJIbHBIX MECTax.
OpnHako HeOONBIIOH COBOKYIHBII 00bEM M MHANBUIYaIbHBIA pa3Mep OKCHIHBIX BKIIIOYEHUH 3aTPYIHUIN WACHTH(HHUKALHUIO 3THX
(a3 ¢ MOMOLIBI0 PEHTTCHOAN(PPAKIIMOHHOTO MeTo/a. JIOMOIHUTENBHOE OKHCIICHUE C MOCIESAYIOINM H3MEIBYEHUEM B BUOPOMEIIb-
HHIE TPaHCHOPMHUPYET CTPYKTYPY CTAIBHOW CTPYXKKHM, HMOBBIIAS 00BEMHYIO JOJI0 OKCHIHBIX (ba3. PesynbTarsl mpoBeJeHHBIX
HCCIIeI0BAaHMI MOKa3aJIH, YTO TTOIYYEHHBIN MOPOLIOK U3 nepepaboTaHHOi TAKUM 00pa30M CTaIbHOW CTPYIKKHU MPEACTABIIsET COO0M
(haKTHYECKHM METaJIOMaTPUYHBIA KOMIO3UTHBII MaTepuai ¢ OKCHIAHBIMH BKJIIOYCHHSMU HA OCHOBE JKEJIE3HOW MaTpPHUIIbl, KOTOPBIH
MO)KHO HMCTIOJIb30BaTh B JaJbHEHIIIEM B PA3HBIX TOPOIIKOBBIX TEXHOIOTHUSIX.

KnroueBble cnoBa: craibHast CTPYKKa, U3MEJIBYCHUC, OKUCIICHUE, CTPYKTYpPa, OKCUIbI KEJI€3a, KOMITIO3UIITUOHHBIC IIOPOIIKH, CIICKaHUEC
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obmactu Ne 22-13-20031, https://rsct.ru/project/22-13-20031/
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Evolution of the structural-phase state
of steel swarf during its processing
into a powdered product

E. N. Korosteleva®> 2%, 1. O. Nikolaev!

nstitute of Strength Physics and Materials Science, Siberian Branch of the Russian Academy of Sciences
2/4 Akademicheskii Prosp., 634055 Tomsk, Russia
2National Research Tomsk Polytechnic University
30 Lenina Prosp., Tomsk 634050, Russia

&3 elenak@ispms.ru

Abstract. Industrial waste recycling is not only linked to significant environmental challenges but also to the recovery of material

resources. Typically, these recovered materials are reused within the same technological niche where the waste was generated, often
through remelting or adding them to the charge. This study presents an alternative approach that enables the production of a functional
powder product from steel swarf during the recycling process, which can subsequently be utilized in the creation of powder metal
matrix composites. The initial structure of the swarf, following the turning of a steel billet, was examined using scanning electron
microscopy (SEM) and X-ray diffraction (XRD) analysis after a processing complex involving additional oxidation and grinding.
This analysis aimed to assess the degree of transformation in the structural-phase state of the steel swarf during its processing. It was
observed that the swarf post-turning exhibited a complex morphological structure with an uneven distribution of oxygen and carbon.
The oxygen present in the initial state of the swarf was insufficient to form a noticeable volume of oxides detectable by X-ray diffrac-
tion. However, SEM revealed individual oxide inclusions, each no more than 5 um in size, located sporadically. Additional oxida-
tion followed by grinding in a vibrating mill altered the structure of the steel swarf, increasing the volume fraction of oxide phases.
The study’s findings indicate that the resulting powder from recycled steel swarf is essentially a metal matrix composite with oxide

inclusions based on an iron matrix, which holds potential for various future powder technologies.

Keywords: steel swarf, grinding, oxidation, structure, iron oxides, composite powders, sintering
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BeepeHue

B pamkax crpareruu pecypcodpdeKTHBHOCTU U YTH-
JMU3alUM  OTXOJOB IPOM3BOACTBA IPEANOYTUTEIIHHO
WCIOJIb30BaTh TEXHOJOTMHM MOPOLIKOBOW METaJUTyprHH.
Haubonee HamiggHO 3TO MpEACTABICHO NpU Iepepa-
00TKE METAJUIMYECKHX OTXOJOB B MAIIMHOCTPOUTEIb-
Hoii oTpaciu [1-3]. 3HauuTENbHBII BKIIaJ B COBOKYITHBIH
00bEM OTXOJI0B MPOU3BOACTBEHHBIX [[ETIOYECK B MAILITHHO-
CTPOEHHUH JIaeT METalIo00paboTKa Ha pa3InYHbIX CTaH-
kax. He3aBucumo ot Buza 00pabOTKH M HCIIOIB3yEMOTO
HWHCTPYMEHTa MPU M3TOTOBICHUH JII000M aeTanu Bceraa
o0pasyercsi MeTaUIM4YecKash CTPYXKa, KOTOpas darie
BCET0 YTHJIM3UPYETC KaKk METAJUIMYECKUH JIOM B MeTaJ-
JIypruyeckux npoueccax [2; 3; 5-7].

OTX0mbl METAI0O00PAOOTKH TPATUIMOHHO paccMa-
TPUBAIOTCS KaK Pecypchl AJsl MOBTOPHOIO MCIOJIb30Ba-
HUs 100 B Tpoliecce NeperuiaBky, JTM00 Kak MIUXTa IS
00BEMHBIX MOPOIIKOBBIX 3aT0TOBOK M HAHECEHUSI IIOKPHI-
tuit [1; 2; 4-13]. lnana3on uccienyeMbix MaTepuaioB
MOXET OBITh JAOCTaTOYHO HIMPOK — OT TPaJULIMOHHBIX
cTajnel U 4YyryHoB [5; 6] 10 IIBETHBIX METAJJIOB U CILa-

BoB [13—15]. Kak mpaBuso, Ha mepBoM 3Tare mepepa-
OOTKM OTXOJOB METaJNIO00PaOOTKU CTaparoTCs PELIUTh
3aa9y WX OYHCTKA OT COIyTCTBYIOIINX MpUMecer
u 3arpssHeHuil [16—-19]. B oCHOBHOM K HUM OTHOCST
OpraHMYECKHe 3arps3HEHHs, CBSI3aHHBIC C HCIIOJB30Ba-
HUEM Pa3IMYHBIX CMa30YHO-OXJIAXKIAIOIINX JKUIKOCTEH
(COX), u u30bITOYHOE COJepKaHHWE KHCIOpola Kak
pe3yibTar OKUCIIHUTENBHBIX MPOIECCOB IMPH CTaHOY-
HOM 00paboTke M xpaHeHuH oTxofoB [16]. C mpyroii
CTOpPOHBI, «BPEAHBIC» MPUMECH W 3arpsI3HCHUS MOXKHO
paccMOTpeTh B KayecTBE HWCTOYHHUKOB JOTOJHUTEIb-
HBIX DJIEMEHTOB UIsi (pOpMHPOBAHHS (PYHKIIHOHATBHOU
MHOTOKOMITOHEHTHOH CTPYKTYpHI B IepepadaThiBacMbIX
0TX0JaX C UX MOCIEAYIOUIMM IEePEXOI0M B MOPOIIKO-
00pa3HbIi BUI.

[IpennocbuikaMu Ui Takodl 3agaydl  SBJISIOTCS
HECKOJIBKO (haKTOpoB. Bo-TepBBIX, CTPyKTypa CTPYKKH
OTJIMYAETCS OT MCXOAHOM METaJJIMYCCKOM 3arOTOBKH 3a
cueT c(OpPMHUPOBAHHOM B pe3yibrare pe3aHus NeeKT-
HOU cTpykTypsl [20]. Bo-BTOpEIX, OOMNBIIOE 3HAUCHHE
HMMEIOT BIMSHUE PEKUMOB U Cpe/ibl 00pabOTKHU € UCIIONb-
30BaHUEM OXJIKAAIOMICH >KUIKOCTH, OKHUCIUTEIHHBIC
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MPOIECChl M T.II. B-TpeThHUX, CTpyKKa TpEACTaBIsICT
co0OH JOCTaTOYHO AKTUBUPOBAHHBIM MaTepHal, KOTO-
PBIIl MOXHO MOABEPTHYTH JOIOIHUTEILHONW 00paboTKe,
BKITIOYast OKUCIICHHE U APOOJICHUE, H JOBECTH JI0 TOPOIII-
kooOpazHoro Buaa [19; 21; 22].

Ecmu paccmarpuBath 0TX0IBI 00pa0OTKH CTaIbHBIX
3aroTOBOK, TO TOJYYCHHAs CTPYKKa MOXET CIYXHUTh
VIOOHBIM CBIPbEM ISl MIPHUTOTOBJICHUS IOPOIIKOBBIX
KOMITO3UIIMIA C OMPEICIICHHBIM COYETaHUEM KOMIIOHEH-
TOB. B dWacTHOCTH, M30BITOK KHCIIOPOAa W IPOIYKTOB
OKHUCIICHUS B OTXOJaX MeETa/I000paboTKH CTaIbHBIX
3arOTOBOK MOXKHO paccMaTpuBaTh KaK HCTOYHHK LIS
(hOpMHUpOBaHUS OKCHIHBIX BKIIIOYCHUH B CTaIbHOU
Mmarpuue. [Ipeamonaraemasi KOMOMHAIMS KOMIIOHCHTOB
(Fe + Fe,O, + Fe,0, + FeO) MokeT BbICTYynarh B Ka-
94ecTBE MPEeKypcopa Ui JalbHEHIIero MCIOIb30BaHMUS
B JPYTUX MHOTOKOMITOHCHTHBIX ITOPOIIKOBBIX KOMIIO-
sunusax [21-23]. Hampumep, chopMUpOBaHHBIC MOCHE
nepepaboTKH  CTaJbHOH CTPYXKKH OKCHUIHBIC (ha3bl
HapsIAy C CaMHM JKEJIEe30M MOTYT aKTHBHO B3aUMOICH-
CTBOBATh C THTAHOM, aJTFOMHHHUEM HJTU JIPYyTUMH dJIEMEH-
Tamu [24; 25], 9TO OTKPBIBAET MEPCIIEKTUBEI K PA3BUTHIO
HOBBIX METATIOMAaTPUYHBIX KOMITIO3UTOB. B aTOM ciy4ae
BO3HHKACT HEOOXOAMMOCTh TIPEBpAICHHS (parMeH-
TOB CTQJILHOW CTPYXKKH B MOPOIIOK C ONPEACTICHHBIMH
(a30BBIM COCTaBOM, MOP(OIOTHEH H TUCIIEPCHOCTHIO
YacTHUI JUI JalbHEUIIETO HUCIOJIh30BaHUS B TIOPOIIKO-
BBIX CMECSIX.

N3BeCTHO HECKONIBKO CIOCOOOB ApOOIICHUs, KOTO-
pBIE MOXKHO HCIOJNB30BATh UI W3MEIBICHHS CTallb-
HOW CTpYXKH: 3nekrpodusmueckue [8] WM mpocThie
Mexanndeckne meronbl [19]. B 3aBucumocTn ot menn
MIPUMEHEHUS TTOPOIIKOBBIX 3arOTOBOK OMPEACISIFOTCS
TEXHOJIOTUYECKUE MapaMeTphbl APOOICHUS A MOIyde-
HUS TIOPOIIKOBBIX YaCTHI] HEOOXOIUMBIX Pa3MEpoB W3
nepepadaThIBaeMBIX OTXOOB. Yalie Bcero UCIoab3yeTcs
MEXaHUYECKHI pPa3MoJI € TIOMOIIBI H3MENBIUTENICH
WM BUOPOMENBHUI] CO CTAIBHBIMU Imapamu [19; 21].
O4YeBHIHO, YTO HA KAXKJOM 3Tare 00pabOTKH MPOHCXO-
AT TpaHCOpMALUS CTPYKTYPBI CTPYIKKH.

K coxanennro, mcciemoBaHMi B 3TOM 00gacTH Ha
AHHBII MOMEHT OYEHb Majo, MOATOMY CJIOKHO CIIPO-
THO3UPOBATh BO3MOKHYIO SBOIIOLIUIO CTPYKTYpHO-(ha30-
BOTO COCTOSIHUSI OTXO/IOB METAJIO00PaOOTKH C MEPCIIeK-
THUBOM JaJIbHEHIIEro UCIoab30BaHusA. Eciau paccMarpu-
BaThb TPOAYKTHI MEPEPaOOTKH CTAIBHON CTPYXKKH Kak
MOTEHIMAIbHBIE KOMIIOHEHTHI B IMOPOIIKOBBIX CMECSX,
TO TIPEICTABISIET UHTEPEC U3YUCHUE DBOIIOIIH CTPYK-
Typbl CTAQJbHOW CTPYXKKH OT HadaJbHOW TOKapHOU
00paboTKH 10 TNPHUBEACHUS €€ B IMOPOIIKOOOpa3HBIN
BHJ] C UCIIOJIH30BAHUEM JOMOJTHUTEIHPHOTO OKHCIICHUS H
n3MmensaeHus. Takoit ananu3 OyneT uMeTh OOJbIIoe 3Ha-
YeHHE TIPU Pa3padO0TKe HOBBIX KOMITO3UITMOHHBIX MaTe-
PHAJIOB C OKCHIHBIMU BKIFOUCHUSIMH. JTO U OBLIO IEJIBI0
HaCTOSIIEH paboTHI.
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MeToauka uccnepoBsaHum

B kauecTBe marepmana st MCCIEIOBAHUS MCTIONb-
30BaJIUCh OTXO/AbI METAII000pabOTKH CTalbHBIX 3aro-
TOBOK M3 YIIEpPOIUCTOH cTamu 45 kak Hamboiee pac-
MIPOCTPAHEHHOTO CIJIaBa B MALIMHOCTPOUTEIbHBIX MPO-
n3BoACTBaX. Ero XMMu4ecknii cOCTaB B COOTBETCTBHHU
¢ 'OCT 1050-2013 npuBeneH Huxe, mac. %:

C.oooooii 0,42-0,50
) 0,17-0,37
Cu............. <0,25
As........ ... <0,08
Mn............. 0,50-0,80
Ni............. <0,25
P <0,035
Cro............ <0,25
S <0,04

CranbHasg CTpyXKka Obula IOJy4YeHa Ha MAalIHHO-
CTPOUTEIFHOM MPEATPHUATHH ITOCIIC ONEepay TOpIeBa-
Hus 6e3 ucnonb3oBanns COXK. Ee oOmuil BUI B UCXO-
HOM COCTOSIHHM, MeTajiorpaguyeckoe H300pakeHue
MHUKPOCTPYKTYpPbl €€ (parMeHTOB II0CJI€ TPaBICHUS
4 %-HbIM BOIHBIM PaCTBOPOM a30THOM KHMCJIOTBI, & TAKXKE
(da3oBEIid cocTaB U MOP(OJOTHS TOBEPXHOCTH IIOCIIE
CTaHOYHOM 00pabOTKM TpeacTaBieHbl Ha puc. 1. Crout
OTMETHUTb, UTO PE3YNIBTaThl PEHTIeHO()A30BOr0 aHAIN3a
(P®A) cTpyxxku n3 cTamu 45 He BBISBIIN JINHUNA OKCHJI-
HBIX (ha3 ¥ MOKa3ajJu NPaKTUYEeCKH CTaHIapTHBIA HAObOP
(a3, xapakTepHblii A1 3TOro copra cranu (puc. 1, e),
YTO COINIACyeTCsl C pe3ylbTaraMu, NpPeICTaBICHHBIMU
B pabote [26]. Pazmeps! (parMeHTOB CTPYKKH IOCIE
00pabOTKH CTaJIbHOM 3aTOTOBKH HAa CTAaHKE COCTABILSUIN
3—7 MM B mupuny u 10-30 MM B [UIMHY, IO3TOMY ISl
HX YMEHbILIEHUS NOTPe00BaIOCh U3MENIBYEHHE C UCIIONb-
30BaHHEM BHOpPOMENBHHIEI  KOHCTpyKuuu M®DIIM
CO PAH (Poccus). M3menbueHue NpOBOAMIM B BO3-
JOyWHOM cpene B TeueHue 10 4 B IPUCYTCTBUU CTallb-
HBIX LIApOB JUAMETPOM 15 MM IpH COOTHOILEHUH Macc
CTpy’KKHU U 1mapos 1:30.

Hecmotrps Ha ycnoBus MeTannooOpaOOTKH U CBS-
3aHHBIC C 3THM IPOLECCH TEMIICPaTypHBIX KOICOAHUH,
HACBILICHUS KUCIIOPOAOM M HaKJIEIOM, CTPYKKa OCTaBa-
Jach TUIACTUYIHOM, UTO 3aTPYIHSIIO MPOIECC APOOTCHUS.
B cBs3u ¢ 3TUM OBUIO MCHONB30BAHO JIOMOJIHUTENIBHOE
OKHCJIEHHE (PPArMEHTOB CTPYXKKH, KOTOPOE ITOBBICHIO
UX XPYIKOCTb M IMO3BOJIMJIO MOJIYYUTh MOPOLIKOOOpa3-
HBI MaTepuaj ¢ IIUPOKUM JANAIa30HOM AMCHEPCHOCTH
gacTtui] — oT 50 710 350 MmxM. JIJ1sT OTICHKH TIPecCyeMOCTH
U CIIEKaeMOCTH IOJyYCHHOTO TOPOIIKA OBLIN CIIPECCO-
BaHBI IMWIMHJpPUYECKUE 00pa3ibl BeicOTOH 10—13 mwm,
JuamerpoM 10 MM, KOTOpBIE ClIEKaIU B BAKyYMHOH I1€4U
B Auana3one temieparype ot 800 o 1200 °C ¢ BeIaepxk-
kol 60 muH. Ilpu pacuere MOPUCTOCTU HUCIIONB30BAIU
BBIpaXXCHUE
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Puc. 1. O6uwmii Bu CTpYKKH u3 cranu 45 (a), Mukpoctpykrypa ee pparmenTos (), POM-uzobpaxetne
OJIHOTO U3 YYaCTKOB MOBEPXHOCTH () 1 (a30Bblif COCTAB Mocie MeTaLui000padoTKH (2)

Fig. 1. General appearance of steel swarf (a), microstructure of its fragments (#), SEM image
of one of the surface areas (¢), and their phase composition () after machining

P o6p

0=1- -100 %,

p Teop

TIe P, g, — PeallbHAs INIOTHOCTH 00pasia, r/ oM, Preop —PAC-
CUMTAHHASI aJTUTUBHBIM METO/IOM IUIOTHOCTH ITOPOIIKO-
BBIX YACTHUI] M3 TepepabOTaHHOW CTAaIbHOM CTPYKKH,
B KOTOpBIX He MeHee 30 00. % 3aHnMaeT okcuaHas ¢asa,
OCTaJbHOE — TBEP/IBIH PACTBOP HA OCHOBE XKeJIe3a, COOT-
BETCTBYIOLIUN cTasu 45.

[TocKkosbKy KONMYECTBEHHbIE 3HAUEHUS JIOJIM OKCH-
JIOB MMEIOT YCPEIHEHHBIH XapakTep, TO TOYHYIO BEIU-
YUHY TEOPETHYECKOW IUIOTHOCTH OTPEICTHTH CIOKHO,
MIO3TOMY JUIS OLIEHKU COZEPKaHUs MOp JOMOJIHUTEIBHO
UCIIONIb30BAIM METOJ] KOJTMUECTBEHHOI MeTayuorpadumn.
CrpykTypHO-(ha30Bble M3MEHEHHS CTaIbHOH CTPYKKH
WCCIIEZIOBAIM, CPaBHUBAs PE3YJbTaThl CTPYKTYPHOTO
U 3JIEMEHTHOTO aHAJIN30B M MOp(hoJIoruu ee (pparmeH-
TOB B MCXOIHOM COCTOSIHHH ITOCJIE TOKAPHOH 00paboTKH
CTaJIbHOM 3arOTOBKU U KOMILJIEKCA MOCIIEeTYIOIINX AeHCT-
BUH — IPOIIEYP OKUCICHHUS, U3METbUCHHUS, IPECCOBAHUS
1 BaKyyMHOTO CIIEKaHHS.

HccnenoBanus npoBOAMIUCH C UCTIOJIB30BAaHUEM OIl-
THUYECKON MeTamiorpaduu, peHTreHo(ha3o0BOro aHaIu3a

(P®A), pactpoBoii smekTpoHHON MuUKpockonuu (POM)
C DHEPrOINCIIEPCHOHHBIM MUKPOAHAIN30M Ha 000pyI0-
BaHMU TOMCKOTO PEernOHANBHOTO [EHTPA KOJUIEKTHBHOTO
nonbs3oBanuss HUY TI'Y u LleHTpa KOMIEKTUBHOTO TOJTb-
3oBanusg MPIIM CO PAH: ontuyeckoM MHKpPOCKOIIE
AXIOVERT-200MAT («Carl Zeiss», ['epmanus), peHT-
reHoBckux au¢pakromerpax XRD («Shimadzu 6000y,
Snonmst) m JIPOH-8 (HIIIT «bypeBectnuk», Poccus),
CKaHMPYIOLEM NIEKTPOHHOM MUKpockone MIRA 3LMU
(«TESCANp, Smnonus).

Pe3ynbratbl M ux o6cyxneHue

IIpenBapuTenpHbIi aHATN3 CTATBHON CTPYXKKH MOKa-
3all, 4TO TOCJe METAI000paboTK O3 MCIOIb30BaHHUS
COX na ee moBepxHOCTH (HOPMUPYETCS BEICOKONES(PEKT-
Hasi CTpyKTypa (puc.?2). DIEMEHTHBIA aHAJIN3 BBISBUI
HEOIHOPOIHOE pPAacIpeNesieHHe yriepona H KHUCIOpOoaa
(puc. 2, 6, 2). IlpucyTcTBHE 3aMETHOTO KOJIMYECTBA KHC-
JIOpoIa Ha MOBEPXHOCTH CTPYKKH Tpennonaraet Gop-
MHPOBAHHE OMPEACICHHOr0 00beMa OKCHIOB JKelie3a, HO
npoBeneHHbI POA He cMor 3aHKCHPOBAaTH OKCHUIHBIC
¢dazbl (puc. 1, 2) B HEOOXOAUMOM Il UACHTH(PHUKAIINN
obBeMme.
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Crexcrp /

Puc. 2. POM-u306paskeHne MOBEPXHOCTH CPe3a M KapThl PACIPEACIICHHS JKee3a, KUCI0poaa | yriiepo/a
B CTaJIbHOI CTPYKKE 1ocie 00paboTKH 3aroTOBKH U3 CTaiu 45

Fig. 2. SEM image of the cut surface and elemental distribution maps of iron, oxygen, and carbon
in the steel swarf after processing the steel 45 billet

MOXHO MIPENONOKNTh, YTO IPU MEPBUYHON MeTall-
71000pabOTKEe COMYTCTBYIONIUE OKHCIUTEIbHBIC IPO-
LECChl MPEUMYILIECTBEHHO CHOCOOCTBYIOT (hopMUpOBa-
HUIO aMOP(HBIX OKCHUIHBIX IUICHOK, HE BUAWMBIX IS
POA, u He moO3BOJAIOT CHOPMHUPOBATH KPUCTAJUIUTHI
OKCH/JIOB JKeJle3a B 3aMeTHOM KosindecTse. VcciienoBanue
¢ noMolbto POM npu OOJBIIOM YBEIMYEHHH TO3BO-
JIWJIO BBISIBUTH OTJIEJIbHBIE BKJIIOUEHMS, KOTOPHIE MOYKHO

OTHECTH K OKCHAAM JKejle3a B COOTBETCTBHM C Kap-
TOW pacrpe/ie/icHUus DJIEMEHTOB B JIOKaJbHOH OOJIaCTH
MOBEPXHOCTH CTPYKKH (pHcC. 3), HO UX pa3Mep U KOJU-
YECTBO BBIXOIAT 33 PAMKH TyBCTBHTEIBHOCTH PEHTTE-
HOBCKOTO JU(PpaKTOMETpa.

[TockobKy cTalbHas CTPYKKa IOCIIe TOKapHOH 00pa-
0OTKH OCTaBaJiach IUIACTUYHOW, a COIEpPIKAHUE OKCHUJI-
HbIX (Da3 OKa3ajoCh HE3HAYHUTEIBHBIM, TO OBLJIO TPH-

o
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4 e
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Puc. 3. POM-u3o6paxenue (10 000) u pesynsrathl criekTpaibHoro ananusa (J/1C)
JIOKQJIBHBIX TOYEK HA OBEPXHOCTHU CTAIBHOU CTPYKKH

1- O6J'IaCTI>, COOTBETCTBYIOIIAs CIIEKTPY OKCHJIA JKEJIC3a, 2 — o6macTh OCHOBHOTO Marepuaiia

Fig. 3. SEM image (%x10,000) and EDX spectral analysis results of local points on the surface of the steel swarf

1 — area corresponding to the iron oxide spectrum; 2 — area of the base material
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HSTO pPEILICHHE MOMOTHHUTEIBEHO OKHUCIUTH (PparMeHTHI
CTPY)KKH C LIEJbI0 HE TOJIBKO YBEJIWYCHUS COACPKAHMS
OKCHIOB >Kele3a, HO M Ui TIOBBIICHHUS XPYIKOCTH
CTpYKKH. TakuMm 00pazoM, MPOLECC OKUCICHUS M03BO-
JUT PEUIUTh cpasy 2 3aaa4u — T0OUThCS APPEKTUBHOTO
U3MENBICHUSI CTPYXKKH U TIOBBICUTH 00OBEMHOE COZIEpIKa-
HHE OKCHJOB JKene3a. bwumn ncmonp3oBaHbl Hambosee
MIPOCTBIE CIIOCOOBI €r0 PeaH3alliu: ¢ UCIIONB30BaHUEM
HarpeBa Ha BO3AYXE WIH BBLACPKKU B BOJE C IMTOCIEIYIO-
LIEH CYIIKOM.

HecmoTpst Ha mpocTyio ¢ TEXHOJIOTMYECKON TOUYKU
3peHHsl 3a7ady OKHCIIEHUS CTPYKKHU M3 YIVIEpOIUCTOM
CTaJi, HEOOXOMMO YUUTHIBATEH CTICHU(DUKY OKHUCICHHUS
kene3a. Kak W3BeCTHO, kenme3o o0pa3yeT HECKOJIBKO
okcunoB — FeO, Fe203 u Fe304. Cam mporiecc oKucie-
HUS TaKXKe NPOXOIUT HECKOJIBKO CTaluH, Iie MpH orpe-
JICICHHBIX YCIOBUSX OJMH OKCHJ MEPEXOIUT B APYTrOH
WK KE MOXET CIYXKHTh 0aphepoM s ero (popMHUpO-
BaHMA. Takke CyIIECTBYIOT OIpEICICHHBIC TeMIepa-
TYPHBIC PEXHMBI, IPEIONPEACIIONIHe (GOPMUPOBAHUE
KOHKPETHOM TPYIIBI OKCUIO0B [27].

B ciydae HarpeBa cTaabHON CTPYKKH B My(EIbHOM
neun Ha Bozayxe 110 400 °C pesynbsrarsl POA nokazanu,
YTO TIOCJIE TaKOW TEPMUYECKOW OOpabOTKH B CTPYKKE
HE TOJHKO YyAASUICS HAKIEN OT METaioo0paboTKH,
YTO 3aTPYAHSAIO W3MENBYCHHE B BHOPOMENBHUIIE, HO U
(dbopMupoBach B HEOOIBIIOM 00beMe KapOumocomep-
xamue ¢paspl Ha ocHoBe Fe,C, FeC, FeCO, nnu Fe(CO);,
(puc. 4, a). IlockonbKy THHUI 3THX (a3 BELIBICHO Mao
1 MHTCHCUBHOCTH UX OYEHb C1adast, TO KOPPEKTHO UICH-
TUPUIHPOBATh Takue (as3bl CIOKHO U IOITOMY Tpe-
OyeTcst oTAenbHOE HcciegoBaHue. Jlomyckaercs, 4ToO
B JJAHHOM CIIy9ae MOXKET UMETh MECTO cMecCh (a3 Kap-
OMITHOTO WJIM OKCHKapOWIHOTO Xapakrepa, c(hOpMHpO-
BaHHAsl NPEHMYIICCTBEHHO HAa MMOBEPXHOCTH (hparMeH-
TOB CTPYXKKH.

[TockonbpKy OCHOBHAsI 3aJa4a dKCIEPHMEHTa CTOsUIA
B TECTUPOBAHUH Pa3HBIX CIIOCOOOB MOBBIIICHHS COAEP-
YKaHUS OKCUIOB XKeJie3a B CTANBHOU CTPYKKE, TO PEHTTe-
HO(a30BbIi aHAIH3 MPOBOJIWIIN C YIIOPOM Ha UACHTU(DU-
KaIMio TeX W3 HUX, KOTOPbIC HE ObUN BBIIBICHBI PDA
MOCJIe TaHHOW TepMOOOPabOTKH.

1 a 0
1—oa-Fe 3 —Fe;0,/Fe,0,
2-Fe,C, FeC, 4—Fe,(OH),CO,

A FeCO, /Fe(CO), A
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Puc. 4. ®a3osblii cocTaB (a—6) 1 00muMiA BU] (2) U3MEBICHHON METALIMYECKOI CTPYIKKH U3 cTaimu 45

@ — CTPYXKKH TI0CIIE OTXKHUTa Ha BO3yxe B My(henbHoit meun npu ¢ = 400 °C;
0 — OcaKJIEHHOM B3BECH TI0CJIE MCTIAPEHHS U3 BOIHOTO PacTBOPA CO CTANIbHOM CTPYIKKOM;

6 1 2 — CTPYKKH ITOCJIC BBIAEPIKKH B BOJIC B TCUCHUEC 489 m CYLIKHU ITpU KOMHATHOM TeMIeparype

Fig. 4. Phase composition (#—¢) and general appearance (¢) of metal ground steel 45 swarf

a — swarf after annealing in air in a muffle furnace at 400 °C;
o0 — precipitated suspension after evaporation from an aqueous solution with steel swarf;,
6 and 2 — swarf after soaking in water for 48 h and drying at room temperature
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Jpyroif BapHaHT OKHCIICHHMS CBs3aH C HamOonee
MPOCTBIM U JOCTYIHBIM CIOCOOOM BBIIEPKKU B BOAE
He MeHee 48 u. CmayuBaHHE BOJOW C MOCIETYIOIIECH
CYLIKOH Ha BO3AyX€ P KOMHATHOW Temrmeparype ¢par-
MEHTOB CTaJIbHOM CTPY>KKH yKe uepe3 48 U M03BOJININ
3aukcupoBarh ¢ nomomplo PDPA mo 30-40 06. %
OKCHJIOB jKeJie3a (puc. 4, 8), THe TakkKe CYIIECTBYET
npobnema pasnenenus pas marnerura Fe,O, n y-Fe, O,
METOJIOM PEHTTEHOBCKOW mudpakmun [28; 29], uto Tpe-
OyeT oTmenpHOrO M3ydeHws. I[lapamiensHo paccMOTpeH
BapUaHT MOITYyYCHHS MOPOIIKOOOPA3HBIX (parMeHTOB U3
OTXOJIOB CTPYKKHU ITyT€M OCaXKJI€HHs B3BECH NPOAYKTOB
pasMoua CTpyXKu ctanu 45 u3 BOABI TOCIE ee hcrmape-
Hus (puc. 4, 0).

[Tocne BeICymMBaHUS BOJSTHOTO PACTBOPA OB MOJTY-
YeH MEJIKHI OPOIIOK, (ha30BbIl aHAIN3 KOTOPOTO ITOKa-
3all CIIOKHYIO KOH(PUTypaIuio JIUTHIPOKCOKapOOoHaTa
xenesa Fe,(OH),CO, B NpUCYTCTBUM OKCHIIOB KEle3a.
ITockonbKy Takoll NOPOILIKOBBIM IPOLYKT MMEI OYEHb
CIIOXKHBIH cocTaB (4TO TpeOyeT OTHETBHOTO M3YUCHIS)
U IPOSYKTUBHOCTH METO/IA CYIIIECTBCHHO HIXKE, YEM ITPU
WCIOJIb30BAaHUU OOBIYHOIO CMAyMBAHUSA B BOJE, CYIIKH
U TIOCIIEIYIOUIETO M3MENBYCHUS, TO JUIS AajJbHEHIINX
WCCIIE0BAaHUM OrPaHUYMIIUCH OTCESTHHBIM ITOPOLIKOM U3
M3MEIBICHHOH CTPYXKKH ITOCTIEe BBIACPKKH B BOJIC.

CtpykTypHO-(Da30BBIi ¥  DIIEMCHTHBIH aHAJIU3EI
JIOOKUCJIEHHOM M H3MEJBUEHHOM CTPYXKKU II0Ka3aly,

100 Mxm
e —

YTO B TpoIecce BHIOPAaHHONW KOMIUIEKCHOW 00paboTKH
C OKHCICHHEM B BOJE M HHTCHCUBHBIM MEXaHHUYEC-
KUM JApoOJeHHeM (QparMeHTHl CTadbHON CTPYKKH U3
cranu 45 TpancHOPMHUPYIOTCS B KOMITO3UTHBIN METaJIIO-
MaTPUYHBIA TTOPOIIKOBBIN Marepuan (puc. 5), 9acTHIIBI
KOTOPOTO COCTOSIT U3 MaTpHUIIBI Ha OCHOBE 0-Fe, a BKIO-
YEHUSAMH ABJIAIOTCS OKcuibl kenesa Fe,O, wim Fe,0,.
CTOUT OTMETHTB, YTO OKCHIHBIC (Pa3bl (OPMUPYIOTCS
MIPEUMYIIECTBCHHO Ha ITOBEPXHOCTH H3MEIBICHHBIX
(parMeHTOB OKHCIICHHOH CTPYKKH (pHUC. 5, @), Torna Kak
BHYTPH YaCTHI COXPAHICTCS HCXOAHAS CTPYKTYpa.

Crpyxka mpu JpoONieHHH (parMeHTHpOBajIach Ha
YaCTHIIBI B IIHPOKOM THAINIa30HE Pa3MEPOB — OT KPYITHBIX
¢parmentoB (300-350 mxm) 10 Menkux (20—50 MkMm).
[IpucyTcTBHE 3aMETHOTO KOJHMYECTBA OKCHAOB (HE
MeHee 30 00. %) MOXKEeT BbI3BATh 3aTPYAHEHUS IPU KOM-
MAKTUPOBAHWU MOJTYYEHHOTO IIOPOIIKA, MO3TOMY IS
MIPOBEPKH OBLTH CIPECCOBAHbI 00PA3IIbl TPH HEOOIBIIOM
nasiieHun npeccopanus (350—400 MIla) u 6e3 nodasie-
HUSI KaKAX-JIA00 IDIaCTH(PHUKATOPOB.

Hecmotpst Ha Hammume OKCHIIOB, ITOPOIIOK XOPOIIO
mpeccoBaicsi, W TpPU BEIOpaHHON Harpys3ke Ipecca
OCTaTOYHAsl MOPHUCTOCTH MOJIYYEHHBIX 00pa3lOB COCTa-
Buia oxoio 40 %. [locnenyromiee BaKkyyMHOE ClIEKaHHE
CIIPECCOBAHHBIX 0OPA3IIOB MPHUBEIO K CHIDKCHUIO 0NN
mop Ha (pOHE yCaIKH, HHTCHCUBHOCTD KOTOPOH YBEIIHYH-
BACTCS C POCTOM TEMIIEpaTyphl CIICKaHUs (CM. TaOIuIy).

100 Mxm
e —

Puc. 5. Merannorpaduyeckoe (a) u POM (6) uzobpakeHus ApoOICHBIX YaCTHIL
00paboTaHHOI CTaJIbHOM CTPYKKH C KapTaMH PaCIPEICIICHHUsI JKesle3a U KUCIopo/a

Fig. 5. Metallographic (a) and SEM (6) image of crushed particles
of treated steel swarf with elemental distribution maps of iron and oxygen
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OTHOCUTETbHOE H3MEeHeHHEe 00beMa U MOPUCTOCTH
MPeCCOBOK M3 MepepadoTaHHOM CTATBHON CTPYKKH
nocJje BAKYyMHOTO ClIeKaHHUSI

Relative change in volume and porosity of compacts
from recycled steel swarf after vacuum sintering

Temneparypa cnexkanus, °C | AVIV,, % | AB/O,, %
1000 5,9 4,2
1200 25,0 10,5
CrpyxTypHO-(pa3oBoe COCTOSTHHE CIIEYECHHOMN

mpu 1000 °C mpeccoBkH M3 MOpOIIKa mepepadoTaH-
HOM CTajJbHOMW CTPYKKM NpPEICTaBICHO Ha puc. 6.
Pesynbrarel POA monydeHHBIX IPECCOBOK IIOKa3aH,
9T0 chopMupoBaHHAS TOCTIEe 00pabOTKH TPyIIa OKCH-
nos xenesa Fe,0,/Fe,O, nepexonur B Monookeun FeO,
a ocHoBHOU (azoii sBisercs a-Fe (puc. 6, a). 3oHa
MEXYaCTUYHBIX KOHTAKTOB B OOJIbIICH CTENEHU HAMOJ-
HEHa OKCUIHBIMU KOMIIOHEHTAaMH, TOT/1a KaK OCHOBHAs
00macTh 4acTUI[ MPAKTUIECKH CBOOOTHA OT KHCIOPOAA
(puc. 6). Takas kKOH(MHUTYpaIUs IEMEHTOB CTPYKTYPHI
CIIEP)KUBAET CreKkaHue (parMeHTUPOBAHHBIX YaCTHII
CTaJIbHOM CTPY’KKH 3a CUET NMPENATCTBUSA B BUIE OKCUJI-
conepxaiieil nepudepun. HacwllieHHBIE KHCIOPOIOM
MPOTSKEHHbIE 00JIACTH B YacTULaX MOPOILKA U3 Mepe-
pabOTaHHOW CTPYKKH B TEPCIEKTHBE MOTYT HUrparh
aKTUBHYIO DPOJIb NPU KOHTAKTHOM B3aWMOJEHCTBUU

I —a-Fe
2-FeO

HTEHCUBHOCTD

30 40 50 60 70 80 90
20, rpan

C IPyTUMH TIOPOIIKOBBIMUA KOMITOHEHTaMH, TAKUMH KaK
AMIOMUHUHN WK TUTaH [24], U y4acTBOBaTh B COMYT-
CTBYIOIIMX PEAKIMSIX BOCCTAHOBICHHS MM CHHTE3a
WHTEPMETAJUIMIOB, YTO SBJISETCS OTHEIBbHOH TEeMOM
uccienoBanuii. CTOUT OTMETHTH, YTO c(opMUpOBaH-
HOE CTPYKTYpHO-()a3oBoe COCTOsHUE NepepadoTaHHOM
JI0 TIOPOIIKOOOPA3HOTO BU/IA CTAIBHON CTPYKKH MOXKET
OBITh HMHTEPECHO B KOHTEKCTE APYTUX IEePCHEKTUB
ucrnoiab3oBanus [28; 29], roe akTyaabHO NMPUCYTCTBUE
OKCHJIOB XKelie3a.

BoiBogpbl

1. CrasnipHas cTpyXkKa MOCJI€ TOKapHOW 00paboTKH
3arOTOBOK M3 cTaimm 45 obmamaer crenupuuecKuMA
CTPYKTYPHBIMH OCOOEHHOCTSIMU BCJIEJICTBHE CBSI3aHHBIX
¢ 00paboTkoii tehopMaIMOHHBIX ¥ (PUZNKO-XUMHUYECKHX
poleccoB. B HCXOAHOM COCTOSSHUM OHA IEMOHCTPUPYET
CTPYKTYpPY C HEOTHOPOIHBIM pacIpeieiIeHueM yIiaeposia
U KUCJIOPOJa C MX JIOKaJM3aluedl B OTAEIbHBIX MECTax
B BHJIE MEJKOJUCIIEPCHBIX BKJIIOUYEHUH B CTaJbHOU
OCHOBE.

2. Pesynbrarsl POA cTpyKKH B MCXOIHOM COCTOS-
HUH BBISIBIJIM (DAa30BBI COCTaB, MICHTHYHBIN COCTaBY
3arOTOBKH M3 CTaNH 45, pH 3TOM (parMeHThl CTPYKKH
OCTaBaJIUCh IJIACTUYHBIMH. JIOMOJHUTENBHOE OKHCIIe-
HHE OTXOJIOB METAIUI000Pa0OTKH B BOJIE CIIOCOOCTBYET

100 110

Puc. 6. ®a3oBbiii cocTas (@), MUKPOCTPYKTYpa (6) ¥ KapThl paCIIPEICICHNUS JKelie3a U KUCIOPOIa
B crieueHHOII ripu ¢ = 1000 °C npeccoBke U3 OpoLIKa nepepaboTaHHOI CTaIbHOI CTPYKKU

Fig. 6. Phase composition (a), microstructure (#) and elemental distribution maps of iron and oxygen
in the compact sintered at 1000 °C from recycled steel swarf powder
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pocty okcuaHOH (pa3bl U 0OJIerdaeT nmpouecc n3Menpyue-
HUS CTPYKKH B BUOPOMENBHHIIE IO MOTYUCHHS YaCTHII
pasmepom 50-350 MKM.

3. AHayu3 NOJIy4YEHHBIX [IOPOILKOB U3 U3MEIBIEHHOU
B BHOpPOMEINLHUIIE OKWCICHHOW CTPYXKH W3 ctanu 45
MOKa3aj, YTO YaCTHIbl MOPOIIKA MPEICTABISIIOT coOO0M
METaJIJIOMaTPUYHbIA IIOPOIIKOBBIA MPOAYKT C OKCHI-
HBIMU BKJIFOUEHUSIMH NIPEUMYIIECTBEHHO B IOBEPXHOCT-
HBIX CJIOAX, KOTOPBIN, HECMOTPSI HA NMPUCYTCTBUE OKCH-
noB xkeneza He MeHee 30 00. %, XOpOIIO IMpeccyercs
U CIIEKACTCSI, IEMOHCTPHUPYSI OOBEMHYIO YCAJIKy U COKpa-
IEHUE NOPUCTOCTH.

4. ®opMmupyemMble B HM3MEIBICHHBIX (parMeHTax
CTPYXXKH TPOTSHKEHHBIC 00JAaCTH OKCHIHBIX (a3 sBIS-
IOTCSl AaKTUBHBIMU CTPYKTYPHBIMU BKIIIOUEHUSIMH, KOTO-
pBIC€ MOTYT B3aPIMOJIeI>iCTBOBaTB C IOOIIOJIHUTCIBbHBIMU
MIOPOLIKOBBIMM  KOMIIOHEHTaMH, COAEpKALIUMH Y-
rUe 2JIEMEHTHI, HallpUMep AJIOMUHUN WU THTaH, 4TO
MO3BOJISICT PAacCMaTpPHBaTh HMCCIEAYEMBIH IMOPOIIOK U3
CTAJIBHOW CTPYKKM KAaK MOTEHUUAJIBHBIA MPEKYypCcop
WM OKCHJCOJEpPXKAIIUNA KOMIOHEHT I IONyuYeHHUs
MHOTOKOMIIOHCHTHBIX METAUIOMAaTPHUIHBIX KOMIIO3UTOB
C OKCHJTHOM (ha30¥ C UCITOJIb30BAaHHEM OTXOI0B MAIIIHHO-
CTPOUTENIBHOIO MPOU3BOJICTBA.
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Theory and Processes of Formation and Sintering of Powder Materials
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90

dKcnepuMeHTanbHoOe UccnepoBaHue
BO3MOXXHOCTU NoJslyyeHus MaTepuanos
Ha ocHoBe MeTacTabunbHou ¢asbl Ti,Fe
C MOMOLLbIO B3PbIBHOIO NpeccoBaHuUs
n TepMuueckom obpaboTku

A. B. Kpoxanes, B. O. Xapnamos %, [I. P. Yepuuxkos,
C. B. Ky3pmuH, B. I1. JIpicak

Bouarorpaackmii rocyiapcTBeHHbI TEXHHYECKHH YHUBEPCHTET
Poccwus, 400005, r. Bonrorpan, mp-t M. Jlennna, 28

&3 harlamov_vo@mail.ru

AHHoOTayms. PaccMOTpEHBI OCHOBHbBIC 3aKOHOMEPHOCTH ()OPMUPOBAHHS CTPYKTYpbI U (ha30BOr0 cOCTaBa MarepuanoB cucreMsl Fe—Ti,
MEPCIICKTUBHBIX AJISI XPAaHEHHS BOJOPOJA, IIPH YIUIOTHEHHN B3PBIBOM ITOPOIIKOBBIX CMECEH THTaHa M Kele3a. YCTaHOBIIEHO, U4TO
IIPY WCTIOJB30BAaHUN PEXXHMMa HATpyKeHHs, 00CCIEeUHBAIOIIEro OaBieHUue yaapHO-BomHOBoro cxkarust P = 11,5 I'Tla u pasorpes
B Maiaromieii ynapHoit BoiHe 10 777 °C, IpOUCXOIUT YINIOTHEHUE TMTOPOLIKOBOI CMECH JI0 PAKTUYECKU OECIIOPHCTOTO COCTOSHUS
3a CYeT PAaBHOMEPHOT'O MIACTUYECKOTO PACTEKAaHHs YAaCTUI[ B HANPABICHHUH, IEPHCHANKYIIPHOM HAMIPABICHUIO YAAPHOTO CXKATHS.
[Ipu Gonee xectkom Harpyxenun (P = 12,5 I'Tla u ¢ = 831 °C) Taxke JOCTUraeTcss MOHOJIMTHOE COCTOSHUE, HO XapakTrep aedop-
Mal{H 9aCTUIl KOMIIOHEHTOB MOPOIIKOBON CMECH NPHHIUITHATBHO H3MEHSACTCS: MIIACTHUECKas Ae(OPMAIIHs YACTHIL JIOKAIN3YEeTCs
B UX IOBEPXHOCTHBIX CIIOAX M MMEET SAPKO BBIPAKCHHBIN CTPYHHBIN XapakTep ¢ 00pa3oBaHHEM CHEHH(DUUSCKUX «3aBUXPEHHID.
OOHapy»KEHO BIMSIHUE MEXaHU3Ma IIACTUYECKOTO Ne(OPMUPOBAHUS YACTHUI] IIOPOLIKA HA IMPOLIECC 00pa30BaHUs METACTa0MIBHOM
unTepMeTamanon daser Ti,Fe ¢ NOBBILIEHHOH BOTOPOIHOM EMKOCTBIO. YCTaHOBJIEHO, YTO CILIOMIHBIE Tpocnoiku Ti,Fe Tommunoi
110 20 MKM (hOPMHUPYIOTCS Ha TPAaHUI[AX KOHTAKTUPOBAHMS JACTHUII JKeJle3a M TUTAHA JIUIIb B CITydae peann3aniuy CTPyHHBIX TeISHHH
MOBEPXHOCTHBIX ClI0€B dacTul. [Toka3aHo, YTO MPUUMHON MOA0OHOTO (deKTa SBIAETCS JOKAIBHBIA PAa30rpeB MPUKOHTAKTHBIX
obmacreit 1o Temmneparypsl Boie 1085 °C, sBnsromieiics, B COOTBETCTBHU C JUArPAMMO cOCTOstHUS cucTteMbl Ti—Fe, MuHNMansHOM
JUISl CYLIECTBOBAHMS B HEH sKuIKoH (asbl. [Tokazano, 4o 5 PpeKTHBHBIM METOOM ITOTyYeHHUs MaTepuaios Ha ocHose Ti,Fe apnsercs
COBMEIIICHHE B3PHIBHOTO MpeccoBaHus cMecu nopoukoB Fe u Ti u mocnexyromeit Tepmudeckoir 0opadotku ¢ Harpesom 10 1100 °C
(peakIoOHHOE CIICKAHUE B PUCYTCTBUH KHUIKOH (hazbl).

KnioueBbie cnoBa: npeccoBaHKUE MOPOIIKOB B3PHIBOM, METACTAOMIBHBIA MHTECPMETAIUINL TizFe, BOAOPOJHAsI €MKOCTb, TEPMUYECKAsI
00paboTKa, peakIMOHHOE CIIEKaHHE B IPUCYTCTBUHU KUAKOH (a3bl

BbnarogapHocTy: VccieioBanue BEIOMHEHO U (puHaHCOBOH mogaepxke BonrI'TY B pamkax HaygHoro mpoekra Ne 6/464-22.

Ansa untuposanus: Kpoxanes A.B., Xapnamos B.O., YUepnuxos /I.P., Kyzemun C.B., JIpicak B.J. DkcniepuMeHTanbHOE UCCISA0BA-
HHUE BO3MOKHOCTH HOJyH4EHHS MaTepHajloB Ha OCHOBE MeTacTabuIbHO# (aspl Ti,Fe ¢ MOMOIIBIO B3PEIBHOIO IPECCOBAHMS H TEPMU-
4yeckoit 00paboTku. Mzeecmus 6y308. Ilopowikosas memannypeus u yynkyuonansvuvie nokpvimus. 2024;18(4):17-25.
https://doi.org/10.17073/1997-308X-2024-4-17-25
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Experimental study of the feasibility
of producing materials based
on the metastable phase Ti,Fe through
explosive compaction and heat treatment

A. V. Krokhalev, V. O. Kharlamov®, D. R. Chernikov,
S. V. Kuzmin, V. I. Lysak

Volgograd State Technical University
28 Lenin Prosp., Volgograd 400005, Russia

&3 harlamov_vo@mail.ru

Abstract. The primary regularities in the formation of the structure and phase composition of Fe-Ti system materials, which are

promising for hydrogen storage under explosive compaction of titanium and iron powder mixtures, are considered. It has been
established that under a loading regime ensuring shock-wave compression pressure P = 11.5 GPa and heating in the falling shock
wave to 777 °C, the powder mixture is compacted to an almost non-porous state due to the uniform plastic flow of particles
in a direction perpendicular to the direction of shock compression. Under more severe loading conditions (P =12.5 GPa and
t =831 °C), a monolithic state is also achieved, but the deformation character of the powder mixture component particles changes
fundamentally: plastic deformation of the particles is localised in their surface layers and has a pronounced jet character with the
formation of specific “vortices”. The influence of the plastic deformation mechanism of powder particles on the formation process
of the metastable intermetallic phase Ti,Fe with increased hydrogen capacity has been discovered. It has been established that solid
layers of Ti,Fe up to 20 pm thick are formed at the contact boundaries of iron and titanium particles only in the case of jet flows
of surface layers of particles. It has been shown that the cause of this effect is the local heating of the contact areas to a tempera-
ture above 1085 °C, which according to the phase diagram of the Ti-Fe system, is the minimum temperature for the existence
of a liquid phase in it. It has been demonstrated that an effective method for producing materials based on Ti,Fe is the combination
of explosive compaction of Fe and Ti powder mixtures and subsequent heat treatment with heating to 1100 °C (reactive sintering

in the presence of a liquid phase).

Keywords: explosive powder compaction, metastable intermetallic Ti,Fe, hydrogen capacity, heat treatment, reactive sintering in the

presence of a liquid phase
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BsepeHue

Pa3BuTHE BOMOPOJHON SHEPIrETUKU BBIJBUTACT TOC-
TOSIHHO BO3pacTalolnife TpeOOBaHMS K CHCTEMaM aKKy-
Myssinud  Bopopona [1]. Haubornee mnepcneKTHBHBIM
n 0Oe30macHBIM CIIOCOOOM €ro XpaHCHHs CUUTAeTCS
WCIOJIb30BaHUE TUAPUA000PA3YIOMIUX HHTEPMETAIIIHU-
noB [2]. Tak, Hanpumep, 0ObEeMHasl TUIOTHOCTH BOJO-
pojia B ruipuaX Ha OCHOBE MHTEPMETAILIUIOB COCTAB-
aseT ot ~60 1o ~100 kr/M3, Torma Kak B ra3o000pazsHOM
coCTOsIHUM J1axke nipu faBieHuu 400 Gap 3T0 BCETo JUIIb
~20 xr/M* [3]. CTonb BBICOKME 3HAYEHUS BOJOPOAHON
€MKOCTH TIO3BOJISIFOT CO3/IaBaTh aHOTHBIC MaTEPHAIIbI JJIs
METAJIOTHJIPUIHBIX aKKYMYJISITOPOB € Pa3psIHON €MKO-
cthto, nocruratomeit 400 MA u/r [1].

Kpome Hamboiiee pacrpocTpaHEHHOTO B HACTOSIICE
Bpems uHTepmeTannuaa LaNi; onnum ns nanboee npu-
BJICKATEJIBHBIX MaTEepHalIOB Il XpaHSHHsI BOJOPOJa
cuntaeTcst uHTepMetammua TiFe, OTIHYMTENBHBIMH

18

O0COOCHHOCTAMHU KOTOPOTO SIBIAIOTCS HU3Kasi CTOUMOCTh
Y CIIOCOOHOCTH paboTaTh MPH HU3KKUX JABICHHUIX U TEM-
neparypax okpyxarorei cpensi [1].

B nacrosmee Bpemst BHIMaHNE OOJIBIIIOTO KOTUIECTBA
uccnenosareneil [4—11] npusnexaer uU3ydeHHE BO3MOXK-
HOCTH PEIICHHUS MPOOIeMBI «aKTHBALIUI» STOTO MaTepH-
ana [12—-15]. deno B Tom, uto TiFe ouenb uyBcTBUTENICH
K BO3IYXY U 00pa3zyeT MacCUBUPYIONIUN CIIOH, IPEISTCT-
BYIOLIMIA NTODIOIIEHHIO Bogopona. Kiaccuueckuit criocod
aKTHBAIlMM — 3TO TEPMOOOPa0OTKA, 3aKIFOUAIOIIASCS B
IUKIMYECKOM BO3JCHCTBUM TOBBIIICHHON M KOMHATHOW
TEMIIEpaTyp TpU BBICOKOM JaBJieHHWH Boxopona [16].
Onnako B HacTosllee Bpems Ooliee MepCreKTHBHBIMU
CUHTAIOTCSl JIPYTHE METOIBI, TaKWe KaK MEXaHMYecKas
o0OpaboTrka (IrapoBasi MeENBHUIIA, XOJOJHAS IPOKAaTKa,
KpY4EHHE I10]] BBICOKAM JaBieHueM) [8; 17-20], ucmoins-
30BaHUE MOBBIIEHHOTO (TI0 CPABHEHHIO CO CTEXHOMETPH-
yeckuM) copepkanus Ti [5; 9], mobdaBieHne TETHPYIOMINX
aneMeHToB Mn, Cr, Zr, Y u ap. [6; 10; 21-23].
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[Ipn wucnonp3oBanum u30bITKa Ti M JIErHpPOBaHUU
ObLTO 0OHApYXeHO [5; 6; 9; 10; 21-23], uTo B CTpyKType
Marepuana kpome TiFe mosBIsSIOTCS TBEpABIA pacTBOp
Ha ocHOBe B-Ti (Ha3pIBaeMBbIi B HEKOTOPHIX padoTax
BCC-daszoii unn dasoit Ti,Fe) n uarepmeranmumn Ti,Fe,
KOTOpPBbIE JECHCTBYIOT KaK CBOETO pOAa «BOPOTa» LIS
Bomopona [6-8]. B psane wuccnemoBanuit [4; 5;9-11]
KpoMe 3TOro 3(QeKTa OoTMEUaeTcsl Takke HEKOTOpOoe
o0Iiee yBETUUCHHE BOJOPOIHOW E€MKOCTU MAaTepHAaOB
[IPY IEPBHYHOM THAPUPOBAHUH, YTO CBHUICTEILCTBYET O
MOMIONICHUH BOJIOPO/Ia HE TOJILKO OCHOBHOM (a3oii TiFe,
Ho 1 BropuyuHbiMU — B-Ti u Ti,Fe. IIpoBenennbii craruc-
TUYECKUH aHAIN3 JaHHBIX, TIOJTYUYCHHBIX PA3HBIMH aBTO-
pamu i TpexdasHbIx MarepuaiioB Ha ocHoBe TiFe, He
TpeOYIOIINX AKTUBALIUH U COACPIKAIIUX B CBOEM COCTABE
n30BITOUHOE KOmrM4ecTBO Ti n/mnu Mn u Zr, mokasai, 4To
UX BOJOPOIHAS €MKOCTh MIPY IIEPBUYHOM THAPHPOBAHUN
MOAYMHSCTCS 3aKOHY a/INTHBHOCTU M MOXKET OBITh OITH-
caHa ypaBHeHUEM [24; 25]

H =0,01537[TiFe] + 0,03213[Ti,Fe] +
+0,03847[Ti,Fel,

riae H — BomoponHas eMKocTh MaTepuana, mac. %; [TiFe],
[Ti,Fe] n [Ti Fe] — conepxanus B ero cocTaBe COOTBET-
cTByrOmuX a3z, mMac. %.

Kak crmemyer w3 mpuBeAEeHHOTO ypaBHEHHS, BOIO-
ponnas emrocTh (asel TiFe B MHOTOda3HOM MaTepuaie
TiFe-Ti,Fe-Ti,Fe oxasbiBaercs na yposne 1,54 mac. % H
(4TO MOCTATOYHO OJM3KO K pUBeeHHOMY B padore [10]
JKCTIEpUMEHTAIILHOMY ee 3Ha4eHuto it ruapuaa TiFeH,
paBHomy 1,7-1,85 mac. % H), emxocts BCC-tBepmoro
pacteopa Ti,Fe coorsercrByer 3,85 mac. % H (uro
HE3HAUUTENIbHO TIPEBBIIIAET HM3BECTHYIO [9] eMKoCTb
ruapuna Ti,FeHg, pasnyro 3,7 mac. % H), a emkocTh
Ti,Fe oxasbiBaercs na yposre 3,21 mac. % H (uto Taxxe
OKAa3bIBAETCSl UyTh BBIIIC TEOPETHUECKOHM OICHKH, CIe-
naHHOM B pabote [9], — 3,09 mac. % H ans runpuaa
Ti,FeH, ;;). VIHTepecHO OTMETHTH, YTO B HPHCYTCTBHH
sropuunbix (a3 B-Ti u Ti,Fe ocnosnas ¢asza TiFe, no-
BuaMMoMYy, He oOpasyet ruapun TiFeH, ¢ makcumanbsno
BO3MOKHOM emkocThio 1,80-1,98 mac. % H [10], uto
C JMXBOM KOMIEHCHUpYyeTcs, OnHako, Bkiaaaom P-Ti
u Ti,Fe.

BTopbiM BaKHBIM 3aKITIOUEHHEM, KOTOPOE CIIEIYeT U3
CTaTUCTUYECKOTO aHanu3a [24; 25] u coBmaaaeT ¢ BbIBO-
JIamMu paboThl [9], sBiseTcsl TOT (DAKT, YTO YBETHMUCHHE
conepxanus B-Ti B CTpyKType MaTepuaioB Ha ocHoBe Ti
1 Fe MpUBOIUT K YMEHBIIIEHHIO HX 0OpAaTHMOM BOJIOPO/I-
HOM €MKOCTH, T. €. HACHIIIIEHUE JaHHOU (ha3bl BOAOPOIOM
sIBIIsIETCSl HeoOpaTUMbIM. CIToCOOHOCTD OT/1aBaTh HAKOII-
JEHHBIH BomOpon MHTepMmeTammuaom Ti,Fe 3aBucur
OT COJIEpXKAHMS B MaTepualie JCTUPYIOIIUX IEMEHTOB:
MIPU UX OTCYTCTBUM WM TPU JIETUPOBAHUH HEOOJBIITHM

KOJIMYECTBOM Mn HAaCBHIIICHHE BOIOPOIOM SIBISICTCS
obpatumbIM [25], a nipu JerupoBaHuu Zr, obecreyrBa-
IOIMM MakcuMaibHoe coxepxkanue Ti,Fe B crpykrype
Marepuana, — HeoOpatumbIM [9; 25]. DTo mo3BojseT
ClienaTh BBIBOJ, YTO HamboJee MEePCICKTHBHBIM ITyTEM
COBEPIICHCTBOBaHU MarepuainoB cucteMsl Ti—Fe, crmo-
COOHBIM JIBYKpPAaTHO YBEJIMYUTh HUX OOpaTUMYIO BOJO-
POIHYIO €MKOCTb, SBISETCS MOMCK BO3MOXKHOCTH 0e€3
WCTIONIB30BAHMUS JICTUPOBAHUSI TIOBBICUTH COJCPIKAHHE
Ti,Fe B ux crpykrype. OnHaKo H3BECTHBIE MONBITKH
pemmmTs 3Ty MpolieMy, OCHOBAaHHBIC Ha CIIIABICHUH
KOMIIOHEHTOB C TIOCIIEAYIOMUM OTXUTroM [16; 26; 27],
3aKOHYMIINCH Heynadew [5].

B nmamHo#l pabore paccMOTpeHa BO3MOXKHOCTH HC-
MOB30BAHUS AJISI 9TOI LENM B3PBIBHOTO IPECCOBAHMS
CMECH TMOPOILKOB XkeJe3a U TuTaHa. OTHpaBHBIM IyHK-
TOM BBIOOpA YKA3aHHOTO METOIa MOCTY)KWI OOIIeH3-
BECTHBIH (PaKT TOCTATOYHO YACTOTO 0OpPa30BaHMUsS HHTEP-
METAJUIHI0B TIPU CBApKE B3PHIBOM CTAJCH M TUTAHOBBIX
crutaBoB [28; 29], a Takke TOT (haKT, YTO TPHU B3PHIB-
HOM KOMITAKTHPOBAHUH TOPOIIKOB M CBAapKe B3PHIBOM
o0NacTh MHTEHCUBHOU IUIACTHYECKON aedopmanuu Ha
MOBEPXHOCTH COCIAMHSACMBIX KOMIIOHEHTOB (hOpMHUpY-
ercst cxoxum oopazom [30; 31]. TIpu 3TOM HCTIONIB30Ba-
HHUE TIOPOIIKA MO3BOJISIET MHOTOKPATHO YBEIWIHUTH ILIO-
1a/ib 9TON MOBEPXHOCTH B 00beME MarepHala, a Takxke
YMEHBIINUTE d(PPEKTUBHBIC TyTH TUPQPY3HH IEMEHTOB
pu MexX(pa3HOM B3aUMOJICHCTBU.

MeToauka uccneposaHus

Jis nosiy4eHus MarepuasoB MCIOJIb30BaIM MOPOLI-
ku tutana mapku [ITM-1 u xenesa IIDKB3 ¢ pasmepom
yactull 0 200 MKM KOMMEpPYECKOTO0 MNpPOMU3BOAMUTEINS
B COCTOSHHMM mocTaBKu. YacTtuiel mopomka Ti mMenn
ryouaryio ¢opmy, a Fe — okpymiyto ¢ Spko BbIpaKeH-
HbIM TOJUKPHUCTAUTUYECKHM CcTpoeHueM (puc. 1, a)
ConepkaHue KOMIIOHEHTOB B MOPOLIKOBOH cMecH
cocraBmsuio 36 mac. % Fe u 64 mac. % Ti, uto mpakTn-
YECKM COBHNANAET CO CTEXHMOMETPUYECKHM COCTaBOM
Ti,Fe (cm. puc. 1, 6) n obecnieunBaeT 01MHAKOBOE 00B-
emHoe coaepkanue Fe u Ti B cmecn.

B3pbeiBHOE TIpeccoBaHHE OCYIIECTBISUIOCH ITyTEM
pa3MelleHus] UCXOAHOM MOPOLIKOBOW CMeCH Ha MOBEpPX-
HOCTH CTaJbHOM IOAJIOKKU U €€ HarpyKeHUs IJIOCKOU
HOPMaJIbHO MaJaolel JETOHAIIMOHHON BOJIHOM 4Yepes
MIPOMEKYTOUHYIO TPOKIIAJKY, OTICISIONIYI0 TPOIYKTHI
JeTOHAIMK OT mopomka (puc. 2). Pacuer ¢dusmueckux
MapaMeTpoB CXKATHUS, Peau3yeMbIX B OIBITaX, MPOH3-
Bonmica MmetonoMm (P, U)-muarpamm [33]. Pe3ynbrarsl
pacyeToB MPEICTABICHBI B TAOJHIIE.

UccnenoBanne  ¢a3zoBoro cocraBa, CTPYKTYpHI
W XUMHYECKOro cocTaBa (a3 TOIy4YEeHHBIX 00pa3IoB
MIPOBOJIWJIM METOAAMU PEHTTEHOBCKOTro (ha30BOrO aHa-
32 C TOMOMIBI PEHTTEHOBCKOTO JIU(pPaKTOMETpa
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Puc. 1. Bux yactun Fe u Ti B icX0HOM MOPOIIKOBOI cMecH (a)
u muarpamma () cTabmIbHOTO (ha30BOTO PaBHOBECHS
B cucteme Fe—Ti [32]

Fig. 1. View of Fe and Ti particles in the
initial powder mixture («) and phase equilibrium diagram (&)
in the Fe—Ti system [32]

D8 Advance («Bruker Optik GmbH», ['epmanus) u pac-
TPOBOM AJIEKTPOHHONW MUKPOCKOIIUU C MCTIOIb30BAaHUEM
mukpockora Versa 3D (FEI, Yexust) ¢ muHTErprpoBaHHON
CHUCTEMOH MHUKPOPEHTTCHOCIICKTPAIBHOTO — DHEPIOIH-
cnepcuonnoro ananmsa Apollo-X (EDAX, CIIA).

Puc. 2. Cxema B3pbIBHOTO HarpyxeHus [33]

I — >1eKTpoJeTOHaTOp; 2 — IETOHUPYIOIIHI HIHYP;
3 — 3apsi]| B3pHIBUATOrO BELIECTBA; 4 — MPOMEKYTOUHAs TIPOKJIAJIKa;
5 — nopomok; 6 — nojsIoXkKa; 7 — rnecyaHas noayuka

Fig. 2. Scheme of explosive loading [33]

1 — electric detonator; 2 — detonating cord; 3 — explosive charge;
4 — intermediate gasket; 5§ — powder; 6 — substrate; 7 — sand pad

Pe3yanaTb| 9KCNepnMeHTOB

HccnenoBanre MOMYYEHHBIX B3PBIBHBIM IIPECCOBA-
HHEM MAaTepHalioB IMOKAa3ajo, YTO NPH HCIIOIH30BAHHUN
ATOTO METO/Ia, 00CCIICUUBAOIICTO IABICHIE YIaPHO-BOJI-
HOBOTO ckatus Ha ypoBHe P = 11,5 I'Tla u Temneparypy
pasorpesa g0 777 °C, MOpONIKOBasi CMECh YIUIOTHSICTCS
JI0 TIPaKTUYECKH MOHOIUTHOTO Marepwana (puc. 3, a).
[Ipu sToM medopmarusi YacTUI MPOUCXOAUT 32 CYET
PaBHOMEPHOTO IIIACTHYCCKOTO TCUCHUS, B PE3yNbTaTe
KOTOPOTO OHH 3aMETHO CIUTIOIIMBAIOTCS 10 XOIy YAap-
HOTO CKaTHUs M PAa3JaroTCs B TIOIICPCIHOM HAIPaBICHUH.
CrenoB U3MEHEHUs TIEPBOHAYATIBHOTO (Da30BOTO COCTABA
0OHapYKUTh HE yAAII0Ch (pHcC. 3, 8). Jlake B HEOCPEACT-
BEHHOI OMU30CTH OT MeK(Da3HBIX TPAHUI] XUMHYCCKHN
cocrtaB (ha3 MPaKTUICCKU HEe U3MEHMIICS (puc. 3, ).

Ha Ooiee >KeCTKHX pEKHUMAax yIapHO-BOIHOBOIO
coxkarust (P=12,5TTlau t = 831 °C) xapakrep nepopma-
UM YaCTHUI] KOMIIOHCHTOB MTOPOIIKOBOH CMECH MPHHITH-
nuanbHo MeHsercs. [lmactudeckas medopmarust Toka-
JMU3YeTCs B WX MOBEPXHOCTHBIX CIIOSX U TPHOOpETacT
SIPKO BBIPAYKCHHBIN CTPYHHBIN XapakTep ¢ 00pa3oBaHUEM
CHEIU(PUYCCKIX «3aBUXPCHUI», TIONPOOHO OMHMCAHHBIX
B paborax [33; 35].

[pu >ToM Ha Mek(a3HBIX TOBEPXHOCTSIX 00Pa3yroT-
Csl CIUIONIHBIC MPOCIOWKH WMHTEPMETAILIMIAA TOJNIIH-
HOM 110 20 MKM (puc. 4, 6), KOTOPbIA MO0 XUMHYECKOMY

ITapameTpel y1apHO-BOJHOBOIO CKATHs MOPOLIKOBOH CMeCH

Parameters of shock-wave compression of powder mixture

CKopocTh AeToHauM | Temmeparypa aBJICHUE B
Bricora Bricora cios Tonmmuua P . = paryp A
AN I e ——— B3PBIBYATOTO paszorpesa OTPaKEHHBIX
i, ? ’ BEIIECTBA, KM/C nopoka, °C BonHax, ['Tla
70 777 11,5
7,0 1,5 42
85 831 12,5
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— PDF 00-044-1294 Ti Titanium, syn 6
f 2500 — PDF 00-006-0696 Fe Iron, syn
)
g = 2000 -
m O
5 = 1500
x
QE’ 1000 |-
= soor et
0 1 1 1 1 1 1 1 1 1 1 1 1

20 30 40 50 60 70 80 90 100 110 120 130 140 150
20, rpan

Puc. 3. Ctpyxkrypa (a), xumuueckuii (#) 1 ha3oBblii (6) cocTaBbl MATEPHAIIOB,
MOJTY4EHHBIX B peskume Harpyxkenus: t =777 °C, P=11,5TTla

Fig. 3. Structure (@), chemical composition (&), and phase composition (¢) of materials
obtained under loading conditions: ¢ =777 °C, P =11.5 GPa

2400
— PDF 00-044-1294 Ti Titanium, syn 0
= PDF 00-006-0696 Fe Iron, syn

2000 — PDF 01-081-5712 Ti2Fe Iron Titanium

1600
1200
800
400

MHTEHCUBHOCTD, OTH. €/]1.

30 40 50 60 70 80 90 100 110 120 130 140
20, rpan

Puc. 4. Crpykrypa (a, 6), xumudeckuii (8, 2) 1 Gpa3oBblii (0) cocTaBbl MaTepHUAIIOB,
MOJIy4EHHBIX B peskume Harpyxkenus: t = 831 °C, P = 12,5 I'lla

Fig. 4. Structure (a, 6), chemical composition (¢, 2) and phase (0) composition of materials
obtained under loading conditions: # = 831 °C, P =12.5 GPa
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coctaBy (puc.4,8) W KPUCTAIUIMYECKOMY CTPOCHHUIO
(puc. 4, 0) MOXKeT OBITh HICHTU(DHUINPOBAH KaK MeTac-
TabunbHas dasa Ti,Fe.

JleTanpHOE PACCMOTPEHHE MUKPOCTPYKTYPBI 30HBI
B3aUMO/ICHCTBUSI KOMIIOHEHTOB MCXOJHOM MOPOIIKOBOM
CcMecH yKa3bIBaeT (puc. 4, 2) Ha ee XUMUYECKYI0 HEOHO-
POAHOCTH, BRIPAYKAIONTYIOCS B IEPHOMUCCKUX (C TIEPHO-
moM 1,5-2,0 MkM) KoyeOaHUSIX cOCTaBa HWHTEpPMETal-
nuna. Ilpu 5ToM OTKIIOHEHHE OT CPEHETO CTEXHOMETPH-
YECKOI'0 COOTHOUIEHHUSI KOMIIOHEHTOB J0XOAUT 110 7 %o.

O6cyxpeHue pesynbTaToB

[Moxy4eHHbIe B pe3ysbTaTe NPOBEACHHBIX HCCIIEI0BA-
HUH TaHHBIC YKA3bIBAIOT, YTO MEXaHM3M IIIACTHYECKOTO
ne(OPMUPOBAHUS YACTHI TUTAHA U XKeJie3a IPU B3PHIB-
HOM TIPECCOBAaHMHU CYIIECTBCHHO BIMSET Ha IpoIecc
oOpazoBanus MmeractabunbHol ¢asbl TiFe. Moxkno
BBICKA3aTh HECKOJIBKO TIPEANONIOKECHHH O TIpHpoxe
sToro BiusiHUA. Hambonee mpaBmomomoOHON BBIISIUT
THITOTE3a O TOM, YTO MHTEPMETAJUTH 00pa3yeTcsi B TOM
citydae, KOrjia IpH yIapHO-BOJHOBOH 00paboTKe B MaTe-
puasie obpasyercs xwuukas (asza. JlaHHOe cykueHue,
MPEeXKIE BCEro, HE MPOTHBOPEYHUT OIBITY CBAPKH B3PbI-
BOM THTAHOBBIX CIIIaBOB U cTajei [28; 29; 36].

[Tockonpky Temmeparypa KOHTAKTHOTO ILIaBJICHUS
B cucreme Ti—Fe HEBBICOKa M COCTaBIIET B COOTBET-

CTBUM C JuarpaMmoii cocrostaust cucreMbl 1085 °C
(cm. puc. 1), To ee AOCTIKEHUE HA T'PAHUIAX YACTHII
B Cllydae B3pPBIBHOTO TPECCOBAHUS B PEKUMax, odec-
MEYMBAIONIMX  CPEIHIOK  PACUYCTHYIO TeMIeparypy
pazorpeBa 831 °C, mpu HaIMYUK CTPYWHBIX TEUEHUH
MeTajljla ¥ KpaiHel HEOJHOPOJHOCTH TEMIIEPaTypPHOTO
TIOJISI, SIBJISICTCSl BIIOJTHE BEPOSTHBIM. HeoqHOPOIHOCTH
CJI0s1 00PA30BABIIETOCS HHTEPMETATHIA B 3TOM CITydae
MOXET OBITh PEe3yJbTaTOM OIHOBPEMEHHOTO POCTa €ro
3epeH U3 JIOCTATOYHO OOJBIIOTO YHCJIA LIEHTPOB KpHC-
TaJUIM3aluU B 00beMe KHUIKOW (a3bl B yCIOBHIX OBICT-
POrO OXJIAXKICHHUS 33 CYET TEIUIOOTBOJA B «XOJIOTHBICY
YYaCTKU CTPYKTYPbI U METAIUTMYECKYIO MOTOKKY.

JIJis ipoBEepKH BBICKA3aHHOM THIOTE3bI MPECCOBKH,
MONTyYeHHBIE B PEXHME HarpykeHus, oOecreuuBaro-
IIeM PaBHOMEPHOE IJIACTHYECKOEC TCUCHHE MaTepuala
YacTHIl, ¥ HE UMCIOIIME B CBOEM COCTaBE MHTEpPMETAl-
o ¢aszsl, monseprm Harpey g0 1100 °C B Bakyyme
C BBIJICPKKOW B TeueHue | 4 ¢ Mociaeyonmm oxIaxie-
HHEM B IOTOKE aproHa. B pe3ynbraTe UCXOIHBIC KOMITO-
HEHTBI IPECCOBOK TMOJHOCTHIO MPOPEarupoBaId JIPYT
C IpyroM U chopMHUPOBAIACh CTPYKTYpa, COCTOSIIAS U3
untepmetammnos TiFe u Ti,Fe (puc. 5, a, 0).

ConyTCTBYIONIME MPUMECH BHEIPEHUS — YIVIEPO,
KHCITIOPOJ U a30T — OKa3aJMCh CBS3aHHBIMU B OKCHKAp-
OOHUTpHUIBI TUTaHA (PHC. 5, 8), KOTOpPBIE B pe3yibTare
KOATYJIAIMU M KOAJIECICHIIMUA B KHIKOW (a3e oOpaso-

4500 - P

5 3600 Element | Weight, % | Atomic, % | NetInt. | Error, %
2 CK 7.5 18,9 101,1 10,8
e NK 11,0 23,9 1449 11,1
2 2700
5 OK 42 8,0 22,6 20,9
% TiK 76,6 48,7 48454 1.8
5 1800 FeK 0.8 0,4 25,6 36,8
T (6]
g
=1 Ti
= 900 + Ti

N

C|

AFe ) V) A L Ff fe 1 L 1 1

0 1,3 2,6 3,9 52 6,5 7,8 9,1 10,4 11,7 13,0

Dueprus, 3B

Puc. 5. Crpykrypa (@), XAMHYECKHI COCTaB HHTEPMETAIUTHIHBIX (a3 (§)
¥ OKCUKapOOHUTPUAHBIX BKIIOUCHHH (6) MaTepHaIOB, TIONyYSHHBIX TEPMHUYECKON 00pabOTKON MPECCOBOK

Fig. 5. Structure (@), chemical composition of intermetallic phases (&)
and oxycarbonitride inclusions (¢) of materials obtained by heat treatment of compacts
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BalM JOCTaTOYHO KPYNHBIC BKIIOUCHHS, PABHOMEPHO
pacmpeneneHabple B 00beMe Marepuana (puc. S, a, 0).
[lepexon wactu Ti B 3TH BKJIFOUEHHsI, MO BCEH BHIH-
MOCTH, IOCITYKHJI OCHOBHOM MPUYMHOM TOTO, YTO KPOME
unTepmeTaanon ¢pasel TiFe B cTpykType Matepuana
oOpasoBanach (aza TiFe. Pemenne atoit mpooiaeMsl Tpe-
OyeT yBelMYeHHUs (CBEPX CTEXHOMETPUUYECKOTO) CONEp-
skaHns T1 B MCXOTHOM CMECH MOPOIIIKOB.

BropbiM (akTopoM, onpeieMBIIUM HATHYUE HHTEP-
metamuuaa TiFe B CTpyKType mpeccOBOK, MOTYYCHHBIX
TEPMHUUECKOHM 00pabOTKOM, IBHIIOCH, BEPOSITHO, CYIIECT-
BEHHOC YBEIMYCHHE JUTUTEIBHOCTH Iporecca Mexdas-
HOTO B3aUMOJICUCTBUS MPH MEPEXOJEe OT YUCTO B3PhIB-
HOU 00paOOTKH K COUCTAHUIO B3PHIBHON U TEPMIYCCKOM,
B pE3yJbTaTe Yero BEPOATHOCTh 0Opa30BaHUS CTAOMIb-
Hoi a3wl TiFe u pacTBOpeHHs MeTacTaOWIBHOM (ha3bl
Ti,Fe Bospocia.

BoiBoabi

1. B ycnoBusix B3pBIBHOTO TIPECCOBAaHHUS CMecen
MIOPOLIKOB XKeJie3a U TUTaHa, 00eCleunBaoLINX PaBHO-
MepHYIO Ae(opManiio HCXOAHBIX YacTuI] 0e3 CTPYHHBIX
Te4eHHu, HabIrogaeTcsa uX yIIOTHEHHE J0 MPAKTUUYECKH
0ecCropruCTOT0 COCTOSHHS W COXPAaHCHHE HCXOIHOTO
(a30BOro cocTaBa cCMecH.

2.1lpy uCHONB30BaHUU  PEXHUMOB IIPECCOBAHUS
C JIOKAJTM30BaHHOM IIACTUYCCKOM AedopMarueii u cTpyii-
HBIMH TE€UEHHUSIMU MaTepHalia 4YacTHI] NCXOJHOW MOpPOII-
KOBOIl cMecH 00pa3yeTcsi XMMHYECKH HEOJHOPOIHBIH
MeTacTaOMIbHBIN HHTEPMETaIUTHT TizFe B BHUJIE CIUIOIII-
HBIX MPOCJIOEK MEXKAY YaCTULIAMH KeJie3a U TUTaHa.

3. D¢ peKTUBHBIM METOOM MONYYCHHS MaTCpHaIoB
C BBICOKUM COJCp)KaHHEM METacTa0HIBHOTO HHTEpME-
tawmna Ti,Fe sBnsercs coBMerenue B3ppIBHOTO Mpec-
coBanus cmecH nopoinkoB Fe u Ti ¢ mocienyromeit Tep-
MHYECKOH 00pabOTKOM B MEXKKPUTUYECKOM HHTEpBaje
Temneparyp (peakUMOHHOE CIIEKaHHWE B MPUCYTCTBUH
KUIKOU (hazbl).
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SIoElS)
PaCTBopeHMe—oca)KneHMe M POCT 3€pPHa KobanbTa
npu )KMp,KOd)&BHOM CnekKaHn NOpOoOLUKOBbIX MaTepuanosB
Cu-Sn-Co n Cu-Sn-Co-W
E.T. Coxonos %, A. B. Osonun, 3. J. boobi1es,

I. A. Tommnyc, C. A. ApedneBa

Ky0anckuii rocyiapcTBeHHbIii TeXHOJI0THYECKHIl YHUBEPCHTET
Poccust, 350072, . KpacHonap, yi1. MockoBckas, 2

&) e_sokolov.07@mail.ru

AHHoTayums. TlpescTaBieHbl pPe3y/IbTaThl UCCIEJOBAHMS MPOLECCAa PACTBOPCHUA—OCAKACHUS M POCTa 3€pHA KOOanbra HPH JKHAKO-
¢dasnoM cnekanuu mnopomkoBbix MmarepuanoB Cu—Sn—Co m Cu—Sn—Co-W. O6pa3usl mosyyany CTaTHYECKHM IPECCOBAHHEM
cMecell MOpPOIIKOB TEXHMYECKH YHMCTBIX MEIH, OJIoBa, koOanbra M Bosb(pama. Cpenuuid pasmep yacTul KoOajbTa COCTaBIIsI
1,6 MkMm, Bonbdpama — 20 MxkM. HacTe 00pa3LoB coepxanid MeXaHOAKTHBUPOBAHHBII BOIb(PAM CO CPEIHUM Pa3MEpPOM YaCTHIL
0,14 mxM. CriekaHue MaTepUaioB IPOBOAWIN B BakyyMme npu Temmneparypax 820 u 1100 °C ¢ Beiaepsxkkamu 5, 20 u 120 mus. Ctpyk-
TYpY CHEUEHHbBIX MaTEPUAJIOB HCCIEA0BAIM METOAAMU CKAHUPYIOLICH EKTPOHHONH MHUKPOCKOIIMH ¥ ONTHYECKOH MeTaiorpaduu.
Kaprbl pacnpesieneHust JIEMEHTOB B MaTepualiax IIOIy4ald IMyTeM MHKPOPEHTI€HOCIEKTPAIbHOTO aHaiu3a. Pasmepsl 3epHa
K00aJIbTa M3MEPSIN € TOMOLIBI0 CHELMAIM3UPOBAHHOIO NPOrpaMMHOro odecnedenns. Haubonbiunid pasmep 3epHa Halronascs
B Marepuaie Cu—Sn—Co: nocie crekanus py yKa3aHHbIX TEMIICPATyPaX U BBIACPIKKAX OH COCTABI 8—46 MKM. YCTaHOBIEHO, YTO
HauboJiee MHTEHCUBHBIN POCT 3epHA NPOMCXOAUT B TedeHHe nepsbix 20 MuH criekanus. JlobaBka moporika Bosb(ppama B MaTepHa
Cu—-Sn—Co criocobcTByeT popMHUPOBaHHIO OOJIee MEIIKOTO 3epHa K0OaIbTa. DTO 00BSICHICTCS TEM, YTO YACTHIIBI BOJIb(ppama, 00ia-
JIAIOILETO BBICOKOI ITOBEPXHOCTHOW SHEPIruei, UrpatoT posib LEHTPOB KPUCTAIUIM3ALNH KOOAIbTa U3 XUAKOH (asbl. MexaHnueckast
aKTUBALUs [OPOLIKA BOJIb()pamMa yBeINUMBAET IUIOIA/lb €ro CBOOOAHOM MOBEPXHOCTH U CIOCOOCTBYET YCHIICHUIO MAaCCOIIEPEHOCa
Co gepes xuaxyro dasy k uacturiam W. D10 03BOIISIET 0CIA0UTD OCAK/ICHUE BELIECTBA HA KPYMHbIX yacTuiax Co M NpeaoTBPaTUTh
ux poct. B pesynbsrare B marepuane Cu—Sn—Co—W, cozeprkalieM MeXaHOAKTUBUPOBAHHbBIH BOJIb(PaM, MOIY4eHbl MHHHUMAJIbHbIC
3HAYEHUSI CPEIHET0 pa3Mepa 3epHa KoOalbTa, HaXoIuecs B IHana3oHe 3—25 MKM.

Kniouesbie cnoBa: xunkohazHoe CIEKaHUE, PACTBOPEHUE—OCAKICHHE, MACCONEPEHOC, IIEHTPHl KPUCTAIM3alul, MEXaHHIeCKast
aKTUBAllMs, pa3Mep 3epHa
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Dissolution-precipitation and cobalt grain growth
during liquid phase sintering of Cu-Sn-Co
and Cu-Sn-Co-W powder materials

E. G. Sokolov®, A. V. Ozolin, E. E. Bobyley,
D. A. Golius, S. A. Arefieva

Kuban State Technological University
2 Moskovskaya Str., Krasnodar 350072, Russia

B3 e_sokolov.07@mail.ru
Abstract. The study presents the results of the dissolution-precipitation process and cobalt grain growth during liquid phase sintering

of Cu—Sn—Co and Cu—Sn—Co—W powder materials. The samples were obtained by static pressing of mixtures of technically pure
copper, tin, cobalt, and tungsten powders. The average particle size of cobalt was 1.6 um, and tungsten was 20 pm. Some of
the samples contained mechanically activated tungsten with an average particle size of 0.14 pm. Sintering of the materials was
carried out in a vacuum at temperatures of 820 and 1100 °C for durations of 5, 20, and 120 min. The structure of the sintered
materials was studied using scanning electron microscopy and optical metallography. Elemental distribution maps in the mate-
rials were obtained through X-ray microanalysis. The grain sizes of cobalt were measured using specialized software. The largest
grain size was observed in the Cu—Sn—Co material: after sintering at the specified temperatures and durations, it ranged from 8
to 46 pm. It was found that the most intensive grain growth occurred within the first 20 min of sintering. The addition of tungsten
powder to the Cu—Sn—Co material contributed to the formation of finer cobalt grains. This is explained by the fact that tungsten
particles, possessing high surface energy, act as nucleation centers for cobalt crystallization from the liquid phase. Mechanical
activation of the tungsten powder increases its free surface area and enhances the mass transfer of Co through the liquid phase
to the W particles. This helps to reduce the deposition of material on large Co particles and prevent their growth. As a result, in
the Cu—Sn—Co—W material containing mechanically activated tungsten, the minimum average cobalt grain sizes were obtained,

ranging from 3 to 25 um.

Keywords: liquid phase sintering, dissolution-precipitation, mass transfer, nucleation centers, mechanical activation, grain size
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BsepeHue

[TonyueHue creueHHBIX MaTepUaloB C MEJIKo3ep-
HUCTOH CTPYKTYpPOW U TMOBBINICHHBIMH MEXaHUYECKUMH
CBOMCTBaMHU ABJSIETCSI OJHOM M3 aKTyaJbHbBIX 3a7ad
MIOPOLLIKOBOM METaJTypruu.

[Ipn xuaKopa3sHOM CIIEKAaHWH PAa3IHIHBIX MaTCpH-
aJOB TIPOTEKAET TPOLECC PACTBOPCHUS—OCAKACHHUS,
KOTOpBIA UMEET MECTO B TeX ClIydasiX, KOIJa BeIeCTBO
TBepnoi (asel pactBopuMo B kuakod [1-3]. Pac-
TBOPCHHC-OCAKICHUE BEIIeCTBA TBEPAOH a3kl BHOCHUT
OTIpEICTICHHBIN BKJIAJ B yCaAKy W YIUIOTHEHHE MaTe-
pHana, HO BMECTE C TEM MOXKET IMPUBECTU K (HOpMHUPO-
BaHUIO KPYITHO3EPHUCTOM CTPYKTYPHI U YXY/ILICHUIO €TO
MEXaHMYECKUX CBOMCTB [4—6].

Jist mony4eHust MEJTKO3EpPHUCTON CTPYKTYpHI B CIie-
YEHHBIX MaTepHuajiaXx NPUMEHSIOT Pa3InYHbIe METO/Ib, B
TOM YHCIIE HallpaBJICHHBIC Ha TTOJIaBICHHE MIpoliecca pac-
TBOpeHUs—ocaxaeHus. K mocieaHuM OTHOCATCS ToMo-
TeHU3allMsl CTIEKaeMON HIMXTHI MO pa3Mmepam u ¢Gopme
YaCTHI] TTOPOIIKOB [6; 7], cOkpamieHue MmpoaoKUTEIh-

HOCTH criekanwus [8; 9], BBeJieHue B MOPOIIKOBEII MaTe-
puan UHruOUTOPOB pocta 3epHa [10; 11].

C 1enblo COKpalIeHus! MPOJOKUTEILHOCTH TPEObI-
BaHUWs MaT€puala IMpru BbBICOKUX TEMIIEpaTypax HCIIO0JIb-
3yIOT AJEeKTpoucKpoBoe criekanue [8; 9]. [Ipumenenue
9TOTO Croco06a BO3MOXKHO HE IJIT BCEX MAaTCpHAaJOB
n m3nesmid. [Tpecc-(hopMbl IpH 3EKTPOUCKPOBOM CIICKa-
HUH TIOIBEPTalOTCs OBICTPOMY W3HAITUBAHUIO, UTO OTPH-
LATEJIbHO CKa3bIBAETCS HA TOYHOCTH Pa3MepOoB U3IENINH.

Hns wHTHOMpOBaHMS pocTa 3¢pHa B BOIBHPaMO-
KOOaIbTOBBIC TBEpAbIC CIUIABBI BBOAAT HEOOJbIIHE
Jn00aBKK KapOUJIOB XpoMa, BaHAIHsl, HIOOUS WITH APYTUX
TyrormiaBkux metaios [10; 11]. MmetoTcs Takxke cBefe-
HUs1 00 MHTMOMPOBAHUN POCTA 3€pHA TBEPJBIX CILUIABOB
Jo0aBKkaMU HaHOUYacTHIl okcunaa amromuuus [12]. [pu
KHUIKO(A3HOM CIICKAaHUHU ATH BEIIECTBA OCAKIAIOTCS Ha
MTOBEPXHOCTH YaCTHI] KapOuaa Bomb(ppamMa M HHIHOH-
PYIOT UX pocT. BBeneHrne ykazaHHBIX 100aBOK IPHBOIUT
K (pOpMHPOBAHHIO XPYIIKUX CIOCB BOKPYT YaCTHIl Kap-
Ouna Boib(paMa, 9TO OTPUIATEIFHO BIIHSICT HA MEXaHH-
YECKHE CBOICTBA CIIEYEHHbIX MaTepHasoB.
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B HCKOTOPBIC KOMIIO3MIIMOHHBIC Marepuajibl BBOAAT
aHMa3HO-Fpa(bI/ITOBBIe HaHO4YaCTHUIIBI, CIyKallue IICHT-
paMu KpUCTAITH3AINN KUAKOH (ha3bl MPU OXIIAKICHUH
nocite criekanus [13]. JlobaBka Takux 4acTHI[ ITO3BOJISICT
MONYYHUTH MEITKOE 3€PHO M3 KUAKON (pasbl, HO HE TPEIIT-
CTBYET PaCTBOPEHUIO-OCAKICHHUIO U POCTY 3€PHA TBEPIOH
(a3wl Ipu crieKaHWH. B CBSI3M ¢ 3THM CyIIECTBYET HEO0-
XOAUMOCTD Pa3pabOTKH HOBBIX CIIOCOO0OB (pOpMUPOBAHHS
MEJIKO3EPHUCTOM CTPYKTYPBI B CIIEUEHHBIX MaTepHajax.

B pabore [14] nokazaHo, 4TO MMpy MOMEMIEHUH B pac-
IUIaB JIBYX Pa3HOPOIHBIX TBEPABIX METAJLIOB, OTPAHUUEHHO
pPacTBOPUMBIX B KUIIKOH (haze, MPOUCXOUT MEPEHOC MACCHI
B HaIpaBJICHUH MeTaJlIa ¢ 0osiee BBICOKOM TTOBEPXHOCTHOM
9Hepruei. Ita 3aKOHOMEPHOCTh OTKPBIBAET BO3ZMOKHOCTH
BO3JICHCTBHS Ha MPOIIECC PACTBOPEHUS—OCAKIICHHUS ITyTeM
BBEJICHHS B TIOPOIIIKOBEIA MaTepHaI YacTHLI, 00JIaJalomnx
OO0JTBILION TOBEPXHOCTHON SHEPTUEH.

[TopourkoBeie Marepuaisl Cu—Sn—Co HaxonsT mpume-
HEHHE B Ka4eCTBE METAJUTMUECKIX CBSI30K aJIMa3HbIX abpa-
3UBHBIX MHCTPYMEHTOB [ 15—17], KoTOopble 001a1at0T CTOM-
KOCTBIO K a0pa3uBHOMY M3HOCY, XOPOIIIeH aJire3uei K 3ep-
HaMm ayiMasa [ 16]. [1pu sxunkodhazHOM CIICKaHHH STHX MaTe-
pHasoB HaOIOOAETCsl POCT 3epHa KOOalbTa, OTPULATEIbHO
BIMSIIOIIMI HAa MEXaHWueckue cBoiicTa. [ mpenoTspa-
mieHust atoro 3¢ dekra B Marepuan Cu—Sn—Co 1ernecoo-
Opa3HO BBOAMTH yacTHlbl Bosb(pama. [lo cpaBHEHHUIO
JIPYTUMH KOMIOHEHTaMH1 JaHHOTO CIUTaBa BOJIb(ppam obma-
JraeT Ooliee BRICOKOM ITOBEPXHOCTHOW SHEPTHEH, COCTABIIS-
IOIIEH, 110 Pa3AMYHBIM JaHHEIM, 2,7-5,57 x/m? [18; 19].
[Tpu 5TOM OH sIBIIsIETCS KapOHI000pa3yIOIM METAJIIOM,
u ero no0aBka yimydmaer aare3mto cBsizok Cu—Sn—Co
K 3epHaM armMa3Horo abpasusa [17].

B nacrosmeit paboTte ObLTH TOCTABICHBI CIACAYIOINE
3a71a9n:

— BBISIBUTh 3aKOHOMEPHOCTH PacTBOPEHHUS—OCaXKIe-
HUS ¥ pOCTa 3epHA KoOaJbTa MpH KUAK0()a3HOM CTIeKaHUH
nopomrkoBbix MarepuaioB Cu—Sn—Co u Cu—Sn—Co-W;

— pazpaboTaTh HOBBI CHMOCOO IMONyYEHHs CIIEUEH-
HBIX MaTepUaJIOB C MEJIKO3EPHUCTON CTPYKTYpPOH.

MeToauka uccnepoBaHum

Jli1a mpoBeieHNst KccieJ0BaHU M NCTIONB30BAIH CIIETY-
FOIIIHE METAITMYECKUE MTOPOIIKH: MeTHbIA Mapku [IMC-1

Puc. 1. ®opma u pa3mep 9acTHIl Topoirka kodansra Diacob-1600

Fig. 1. Shape and size of Diacob-1600 cobalt powder particles

(I'OCT 4960-75), onopsaubii 101 (I'OCT 9723-73)
n kobansroBBI Diacob-1600 («Dr. Fritsch Kg.», I'ep-
MaHus). Ilochaenuuit OblT MoMydeH KapOOHUIBHBIM
METOZIOM, MIMEJI OKPYIIIYI0 (pOpPMY HYACTHI[ CO CPETHHM
pasmepom 1,6 MkM (puc. 1).

[Topomok  Bosb(ppaMoBBIN  crienuanbHblii  W16,5
mpousBoncTBa AO «IlobGemut» (Poccus), cocrosumii
U3 YaCcTHUIl PaBHOOCHOW (POPMBI CO CPETHHM pPa3zMepoM
okono 20 MKM, TOABEprajid MEXaHUYECKOH aKTHBa-
MU B IIEHTPOOEKHOW ImapoBoil MenbHHIE AT'O-2Y
(HITO «HOBHL», Poccust) B Teuenue 60 MUH C 4acTo-
Toii Bpamenus Bomwia 800 o6/mun [20]. ITocne obOpa-
OOTKHM YacTUIbl BoJib(hpama UMeTH paBHOOCHYIO (opMy
u pasmepsl B uatepBaie 0,025-12,0 mxm (cpeanwmii pas-
Mmep D ~ 0,14 Mxm).

W3 yKa3aHHBIX MOPOIIKOB OBUIM TIPHUTOTOBIICHEI
CMECH, COCTaB KOTOPBIX MPUBEJCH B TAOIHIIE.

[TopormmkoBeie HaBeckn Maccoi 20 T yIITOTHSITN OJTHO-
CTOPOHHHMM CTaTUYECKUM MPECCOBAHUEM I10]] HATPY3KOU
850 MITa. ITomyueHHbIe MIMHAPHUICSCKIE 00pa3IIbl Ha-
MeTpoM 21 MM crekanu B BaKyyMme NpH TemIeparypax
820 1 1100 °C ¢ mpomomKUTENBHOCTHIO BBRIACPKKH 5, 20
u 120 MUH ¥ TOTOBUIM MHUKPOUUTU(LI. JJIs1 BBIIBICHUS
MUKPOCTPYKTYPBI HCIIOJIb30BaJIM TPABUTENb, COIEpKa-
MU 5T FeCl3, 15 mi1 HC1 1 100 M BOIEL

MUKpPOCTPYKTYpy CHEUEHHBIX CILIaBOB MCCIIEIOBAIH
Ha CKaHUPYIOIIEeM dJeKTpoHHOM MuKpockorie EVO HD 15

28

Cocras MOPOIIKOBBIX MaTE€pHUAJIOB

Composition of powder materials

CO}:[ep)KaHI/IC TIOPOLIKOBBIX KOMIIOHCHTOB, Mac. %
COCTAR MATEPHATA |\ o TIMC-1 | Oroo IO Diﬁfgﬂbgoo Bomspam W16,5 B;if;ﬁ;“;ﬁ’;}l‘;
Cu-Sn—Co 46 21 33 - -
Cu-Sn-Co-W 43 20 30 7 -
Cu-Sn—Co-W(m) 43 20 30 - 7
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u MetaurorpaguueckoM MuKpockore AxioObserver.
Alm (o6a mpousBoxactBa «Carl Zeiss AG», ['epmanust)
npu ysenudeHusix 50-1000 xpar. U3mepenue pazme-
POB 3€peH B CIICUCHHBIX MaTepHaax OCYIICCTBISIIH
C TIOMOIIBI0 TpOorpaMMHOTo obecrneueHust AxioVision
Rel.4.8 («Carl Zeiss AG»).

Pacripenienenune sreMeHTOB B 00pasiax UCCaeaoBaIn
METOJOM MHUKPOPEHTTCHOCIIEKTPAIBHOTO aHalnu3a Ha
mukpockone EVO HD 15.

Pe3ynbTaTbl U X 06¢cyXxaeHue

Ha puc. 2 mokazana MHMKpPOCTPYKTypa Marepuaia
Cu-Sn—Co—W, coxmepxkamero Boibppam W16,5, mox-
Bepruyroro cnekanuto npu 820 °C ¢ Bbiaepkkoid 20 MUH.
@azoBblil coctaB cmiaBoB Cu—Sn—Co u Cu—Sn—-Co-W
uccliienoBaH B padorax [20; 21].

[ocne cnekanus npu Temneparypax 820-1100 °C ma-
TEpUAJIbl COCTOST M3 CIICAYIOIUX (ha3: TBepIbIii pacTBOP
Ha ocHoBe Meq (Cu), uarepmerammanas dasa Cu,,Sn,
(&-daza) u 0-Co. B obpaznax Cu—Sn—Co—W npucyrct-
ByIOT 0-W 1 MeTacTabunbHbli 3-W. MHTepMeTaumanble
coenunenus Co—Sn u Co—W B crieueHHBIX Marepuaiax
He 00Hapy>keHbl. MUKPOPEHTI€HOCTIEKTPaJIbHbIN aHaIN3
MoKazall, 4To BOJb(pam HE pacTBOPSETCS HU B MEIHO-
onoBsiHHEBIX (pazax (Cu) u & uu B 0-Co. Yactumbsr W,
HaOIrOIaeMbIe Ha PUC. 2, COXPAHWIIN CBOKO ITEPBOHAYAIb-
HYIO0 (opMYy, XapaKTepHYO IS mopoInka Mapku W16,5.
B crpykType Mmarepuana, comepiKallero MeXaHOaKTH-
BHUPOBAHHBIM MOPOILOK, MOCHE CHEKaHHUs COXPaHSIIOTCS
MEJIKOJIUCTIEPCHBIE YacTHIIbI W, B TOM YHCIIe UMEIOIIHE
nonepeuHslii pazmep menee 100 HM.

CrpykTypooOpa3oBaHUEe MaTepHaoB MPH CICKAHUH
COCTOSIJIO U3 HECKOJIBKUX ATAIOB!

— oOpazoBanue KHUIKOW (ha3bl: MIIABICHUE 0JIOBA, €r0
nuddy3us B yaCTULBI MEAM U OCIIEYIOLIEe OIIaBICHHE
MTOBEPXHOCTHBIX CJIOEB YACTHII, 00OOTAIEHHBIX OJIOBOM;

— BSI3KO€ TEUEHHUE J>KHUIKOCTU M TIeperpyniupoBKa
gactuiy Co u W;

— pacTBOpeHHe—OcaxieHue Ko0abTa;

—TIpU TOCIENYIOIIEM OXJIAKICHUH — KPUCTAIUIN-
3amusl JKUIKOH (a3sl B BUIE TBepmoro pacteopa (Cu)
Y MHTEPMETAJTUAHOM &-(ha3bl.

[To maHHBIM MUKpPOPEHTICHOCIEKTPAIEHOTO aHAIN3a
comepkanne kobamsra B ¢azax (Cu) m & cocramusier
2 u 3 mac. % COOTBETCTBEHHO. DTO CBHIETEILCTBYET
0 €ro paCTBOPUMOCTH B JKUAKOH (haze mpu Temreparypax
CIICKaHHUS.

[Iporiecc pacTBOpeHUs—OCaXICHUS MPUBOAUT K 3a-
METHOMY W3MEHEHHI0 (opMBEI U pa3mepoB dactull Co.
Ha puc. 3-5 oHu BHIHBI KaK Hauboiee CBETNIasi COCTaB-
msromnas. C yBEeJTHMYCHUEM TEMIIEPaTyphl U IIPOIOIDKHU-
TEJIBHOCTH criekaHusi yacTuibl Co npuodpeTaroT Oosee
PaBHOOCHYIO ()OPMY W CTAHOBSTCS OOJIee OMHOPOIHBIMHE
0 pazmepam.

B paborax [22; 23] mpuBeneHO ypaBHEHHUE, TOKa-
3BIBAIONICE HEIMHEHHYIO 3aBUCUMOCTh MEXKIY MPOJIOJI-
JKUTEIFHOCTBIO KUIAKO(PA3HOTO CIEKAHUS U Pa3MEpOM
YaCTHUIBI TBEPAOH (ha3bl, OKPY>KCHHON PaCIIIaBOM:

D" - Dy =k,

rne D" u Dy — pa3Mepbl YaCTHIIBI OCIIE U 10 CIICKAHUS;
T — NPOJODKUTENBHOCTh CHEeKaHWUsA; k — KOHCTaHTa;
MIOKa3aTes b CTENCHHU /1 3aBUCHUT OT TOTO, KAKOW M3 ATAIIOB
ornpenenseT MHTEHCUBHOCTh PacTBOPEHUA—OCAXKIACHUS
BEIIeCTBa TBEPOH (a3bl:

— eclii Haubosee MEUIEHHBIM MPOLECCOM SIBIISETCS
pacTBOpeHHE TBEPAOH (ha3bl B )KUAKOU, TO 1 = 2;

— €CJIM OMPEACIIIONINM dTAroM SBJsieTcs: Juddy3us
PacTBOPEHHOTO BellecTBa B )KUAKOH (aze, To n = 3.

Kunernueckue kpusble pocra yactul Co, npencras-
JICHHBIE Ha PUC. 6, XOPOILIO COINACYIOTCSI C NPHUBEACH-
HbIM ypaBHEHHEM B TOM cClly4yae, €CJM MPHUHATH Iapa-
MeTp n = 3. DTO CBUAETEIBCTBYET O TOM, YTO CKOPOCTb
pocra gactur Co JUMUTHPYETCSI CKOPOCTBIO TUDPY3UH
aromoB Co 4epe3 KUAKyIo da3y.

Ha puc. 6 Bunno, uro pasmep yactun Co Haubo-
Jiee MHTEHCUBHO PACTeT B TedeHUE NEepBbIX 5—20 MUH
BBUICP)KKM Tpu criekaHuu. Ilpu mporexanuu mpouecca

Puc. 2. Muxkpoctpykrypa cnedernoro marepuana Cu—Sn—Co—W (&) u kapTel pacmpezaenenus kodanbra (6) u Boibdppama (6)

1 — tBepupiit pactBop (Cu); 2 — &-dasza; 3 — a-Co; 4 — yactuusl W

Fig. 2. Microstructure of the sintered Cu—Sn—Co—W material («) and distribution maps of cobalt (#) and tungsten (8)

1 — solid solution (Cu); 2 — &-phase; 3 — a-Co; 4 — tungsten particles
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820 °C

1100 °C

120 muH
Puc. 3. Crpyxkrypa cmiaBoB Cu—Sn—Co
CaetoBoe n3obpaxkerue (X500)

Fig. 3. Structure of Cu—Sn—Co alloys
Light image (x500)

820 °C

1100 °C

5 MUH 20 MuH 120 mun

Puc. 4. Crpykrypa craBoB Cu—Sn—Co—W, cozpepixaiux Boiabdpam W16,5

CaeroBoe n3obpaxkenue (x1000)

Fig. 4. Structure of Cu—Sn—Co—W alloys containing tungsten W16.5
Light image (x1000)
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820 °C

1100 °C

5 MuH

20 My

120 mun

Puc. 5. Crpykrypa crmaBoB Cu—Sn—Co—W(m), coneprkanimx MexaHOaKTHBHUPOBAHHBIN BOJIb(pam

CaeroBoe nzobpaxenue (x1000)

Fig. 5. Structure of Cu—Sn—Co—W(m) alloys containing mechanically activated tungsten
Light image (x1000)

pacTtBopeHusI—ocaxkaeHuss 4vacTuibl CO  CTaHOBATCS
0oJiee OJTHOPOJHBIMHE IO (OpPME M pazMepam, uTo IMpH-
BOJUT K YMCHBIICHUIO Pa3HOCTH XMMHUYECKUX IOTCH-
IuagoB KoOaimbTa B yacThIax. Beiencteue storo mpu
JanbHeHIIe M30TEPMUYECKON BBIIEPKKE oclabeBaeT
IBIDKYIIAs CHJIa MacCOlepeHOca M 3aMeIUISIeTCS] CKO-
poctb pocra 3epHa Co.

JlobaBka BosibpamMa B TOPOIIKOBBIM MarepHal
Cu—Sn—Co cnocoOCTByeT 3aMETHOMY YMEHBIICHUIO

0 20 40 60 80 100 120

T, MHH

3epra Co. MUKpPOPEHTTeHOCTIEKTPAIbHBIA aHAIU3 CIIe-
YCHHOTO Marepuaya II0Kas3all, 4T0 Ha MOBEPXHOCTH
yactun, W MPUCYTCTBYET KOOAIBTOBBIN CIIOW (BHICH Ha
KapTax pacrpeieleHNs KOMIIOHEHTOB, puc. 2). I3BecTHO,
4TO0 BoJb(pam 0O1aaeT 0osee BBICOKOM TOBEPXHOCTHOM
9Heprue, yem kobansT [18; 19], BCiteacTBHE 3TOTO MpH
CIIEKaHUHU MPOUCXOAUT MACCOTIEPEHOC MOCIIETHETO Yepes
KUIKYIO (asy K moBepxHocTH dactury W. Tommuna
Co-cnosi peuMyIIEeCTBEHHO paBHOMepHas (puc. 7, a).

50

40

30

D, MKkMm

20

10

40

0 20 60 80 100 120

T, MHH

Puc. 6. 3aBucumocTb pazmepa 3epHa kobaibTa 0T IpofoKUTenbHOCTH criekanust npu ¢ = 820 °C (a) u 1100 °C (6)
1 — Cu—Sn—Co; 2 — Cu—Sn—Co-W; 3 — Cu—Sn—Co-W(m)

Fig. 6. Dependence of cobalt grain size on sintering duration at 820 °C (a) and 1100 °C ()
1 — Cu—Sn—Co; 2 — Cu—Sn—Co—W; 3 — Cu—Sn—Co—W(m)
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Puc. 7. Kob6anbToBblil c10ii Ha yacTHnax Bonb(pama, chopMUpoBaHHbIi 3a cueT ocaxaeHus Co
"3 KUKOH Ga3sl (a) n npunekanus gactur Co (6)

Fig. 7. Cobalt layer on tungsten particles formed by the precipitation
of Co from the liquid phase (a) and sintering of Co particles (&)

OtzenbHble HEpaBHOMEPHBIE YYacTKH, MMEIOLIMe Hau-
OOJIBIIYIO TOJIIIUHY, CPOPMUPOBAIKCH 3a CUET MPHUIICKA-
HUSI KOOAJBTOBBIX YAaCTHI K BOJIb(PPaMoBBIM (puc. 7, 6).
BeposiTHblll MexaHu3M IpunekaHus — pactsopenue Co
Ha KOHTAKTHBIX y4acTKaX M €ro OCakIeHWe Ha cBOOOA-
HOIi moBepxHocTH Yactuiy W [1; 3].

Crnenyer OTMETHTB, YTO YacTHUIIBI BoJb(pama, mme-
IOIIETO BBICOKYIO TUIOTHOCTB, NMPH MaccoBou none 7 %
3aHUMAIOT JHUIIb 2 % o0beMa CIICYCHHOTO MaTepHaa.
o sroit mpuumnne nuddy3MOHHBIN MOTOK, HATPABICH-
el oT wactuy Co k yactuuam W, OrpaHHUYUBaeTCs
CPaBHHUTEJIBHO HEOONBIIONW IUIOMAZbI0  CBOOOIHOM
MTOBEPXHOCTH MOCIICAHUX.

[locme MexaHwueckoi aKTHBALMKM 110 YKA3aHHOMY
BBILLIE PEKUMY 3HAYUTENILHO BO3pacTaeT IUIOLajb CBO-
00/1HOI MOBEPXHOCTH TOpoOIIKa Bodb(pama. B mexano-
AKTUBMPOBAaHHOM TOPOILKE CpeAHU pa3zmep yactul W
cocrapyisieT okojio 0,14 mxM. Pacuer ¢ mcnonbs3oBaHueM
W3BECTHBIX TEOMETPUUYCCKHX (DOPMYIT MOKa3bIBACT, UTO
IpU TIOCTOSHHOM 00bEMe IOPOIIKOBOTO MarepHaia
YMCHBIICHHE JAWaMeTpa PABHOOCHBIX (CEepPUIECKUX)
yacrui ot 20 710 0,14 MKM yBeTTHMUYMBAET IIOMIA]H CBOOOI-
HOH MTOBEPXHOCTH TTOPOIIIKA MPUOIU3UTENEHO B 140 pas.

VYBenuueHne cBOOOAHOM MOBEPXHOCTH BoIb(pama
YCHIIMBAET MAacCOMEPEHOC KoOabTa 4epe3 KUKy (azy
Kk yactuaMm W. B pesynbrare ocakieHue BellecTBa Ha
KpynHbIX dactumax Co yMEHbBIIAeTCss M B MaTepuaie
(hopMHpyeTCsi MEITKO3epHHCTast CTPYKTypa (CM. puc. 5).

BoisBieHHbIE  3aKOHOMEPHOCTH  MaccollepeHoca
Ko0anbTa OBIIIM HCTIOIB30BAHBI MIPH Pa3pabOTKe HOBOTO
cnocoba TMOyYeHHsT CIICYCHHBIX MaTepHalioB ¢ MEJKO-
3epHUCTON CTPYKTYpoi [24]: BBelIEHUE B MOPOIIKOBBIH
Marepuall MEJKOTUCIEPCHBIX TYTOIUTABKHX YaCTHIL,
00JIaaoMmuX BBICOKOH MOBEPXHOCTHOW SHEprueil.
JlobGaBKa TakMX YaCTHI[ M3MEHSIET HAIPABICHUE MAacCCO-
nepeHoca Mmpu KUIKO(Pa3HOM CrieKaHUH U OJIOKUpPYeT
pOCT 3epHa TBEpAOH (a3l
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[onoxutenpHbd 3(h(HEKT OT BBEIACHUS B MaTepHal
Cu—Sn—Co MeXaHOAKTUBHUPOBAHHOTO IIOPOIIKA BOJb-
¢dpama BuAeH Ha crefylomeM npumMepe. [Ipu remmepa-
Type crnekanus 820 °C u Beiaepskke 20 MUH B MaTepHae
(dopmupyrores 3epHa Co co cpeHUM pazmMepoM 13 MKM.
Beenenne B Marepuan MEXaHOAKTHBHUPOBAHHOIO IIO-
pormka Boib(pama B KommdecTBe 7 Mac. % TPH TeX ke
YCIIOBUSIX CIIEKaHMs oOecIieunBacT noiaydeHue sepua Co
CO CPETHUM pa3MEPOM 5 MKM.

BoiBogpbl

1. B pesynbprare npoBeNeHHBIX UCCICIOBAHUN yCTa-
HOBJICHBI 3aKOHOMEPHOCTH TIPOIECCa PACTBOPCHUS—
OCaXIIECHHS KOOaNbTa MpU KUAKO(HA3HOM CICKaHUH I10-
pomkoBbix MarepuanoB Cu—Sn—Co u Cu—Sn—Co-W.

2. YCTaHOBICHO, 4TO T00aBKa MOPOIIKA BOIb(ppama B
crutaB Cu—Sn—Co crocoOcTByeT (hopMHUpOBaHUIO Ooee
MEJIKOTO 3€pHa KoOambra. JTO OOBSICHSACTCS TEM, HTO
4acTUIBl BOJb(paMa, 00JaIaloiero BHICOKON MOBEpX-
HOCTHOH YHEPTUEH, UTPAIOT POJIb IEHTPOB KPUCTAIITH3a-
MU K0OabTa U3 )KUIAKOH (asbl.

3. Mexanmueckass akTHBAaIMs MOPOIIKa Boib(pama
YBEIUUUBACT IJIOMAAb C€r0 CBOOOTHOH IOBEPXHOCTH
U CIIOCOOCTBYET YCHJICHHIO MacCOIepeHoca KoOaibra
yepes KUKy (asy k ugactuiam W. DTO MO3BOJISIECT
0cnabUTh OCAaXICHHUE BEIIECTBAa Ha KPYIHBIX YaCTHIAX
Co 1 IOTIOTHUTENBFHO YMEHBIINTH Pa3Mep KOOAIETOBOTO
3epHa.

4. Ha ocHOBaHMHM BBISIBICHHBIX 3aKOHOMEPHOCTEH
MIPEATIOKEH HOBBIN CIIOCOO MOTYyYeHHS CIICUCHHBIX MaTe-
pHaoB C MEIKO3EpPHHUCTOHN CTpyKTypoil. Ero cymHocTsh
3aKIIF0YaeTCsl B TOM, 4TO J00aBKa B ITOPOIIKOBBII MaTe-
pHaT MEJIKOAWCIIEPCHBIX TYTOIUIABKMX YacTHIL, oOa-
JAIOIIMX BBICOKOM MOBEPXHOCTHOM DHEpruei, u3MeHseT
HalpaBJCHUE MACCONEepeHoca W OJIOKUPYET POCT 3epHA
TBepAoH a3kl mpu KkuAKo(Ga3HOM CIICKaHHH.
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OcobeHHocTU pa3oBbIX NpeBpaLLEHUN,
bOopMUPOBaHMUA MUKPOCTPYKTYPbl U MarHUTHbIX CBOMCTB
FMCTEPE3UCHOro crnsiaBa Ha OCHOBE CUCTEMbI
Fe-Cr-Co-Mo, neruposaHHoro Sm, Zr u Cu

M. A. BenpriokoBa®, A. A. Illanos

IlepMmcknii HAMMOHAJIBHBIN HCCIEA0BATEbCKUI MMOTUTEXHNYECKUH YHHBEPCHTET
Poccus, 614990, r. [lepmb, Komcomonbekuii ip-t, 29

&) marievamar@rambler.ru

AHHOTaywms. PazpaboTka HOBBIX MArHUTOTBEpAbIX MaTepruanoB (MTM) BaykHa [Uist yAOBIETBOPEHHUS MOCTOSIHHO PACTYIMX TPeOOBaHM
MPOMBIIUICHHOCTU. CerofHs pa3BUTHE SHEPTETHUYECKOU, IEKTPOTEXHHYECKOH M MpHOOPOCTPOUTENBHOH oTpacieil TpedyeT oT
npousBoauTeneit u3nenuit 13 MTM noBbieHus: 3HeprodGHEeKTUBHOCTH, MOIIHOCTH NPHUOOPOB MPH YMEHBILCHUH UX Pa3MepoB
M Macchl, 4TO YBEIMYHMBAECT MHTEpPeC y4deHbIX K 3TuM criaBam. Cpenn MTM HauGosnbliieid MArHUTHON 3HEpPrUel MPH MEHBIINX
pasMepax M Macce 00Na/[aloT MarHUTBI, TIOJYYEHHBIC M3 PEIKO3EMENbHBIX 31eMeHTOB, Takux kak Sm u Nd (Nd,Fe B, SmCo.,
Sm,Co,,). Hanny4vimme XapakTepUCTHKHM HaJEKHOCTH, IPOYHOCTH, KOPPO3HOHHOH CTOMKOCTH M BBICOKYIO TEXHOJOTMYHOCTDH
W3TOTOBJICHHUSI UMEIOT CIUIaBbl Ha ocHOBe cucTeMbl Fe—Cr—Co, 4To Takxke [efaeT uX 0CoOeHHO BOCTpeOoBaHHBIMU cpend MTM.
Co3aHre MarHuTa, B OCHOBE KOTOPOTO Jiexkat Be cucTeMsbl ierupoBanust Sm—Co u Fe—Cr—Co, Mo)xeT crmocoOcTBOBATh MOTYYEHUIO
MaTepHaa ¢ yHUKaIbHbIMH CBOHCTBAaMH, COYETAIONIEro B cebe JOCTOMHCTBA KayK/10il U3 yKa3aHHBIX cucteM. B pabore uccnenosan
MIOPOIIKOBBIN rucTepe3ucHslii cruaB 22X 15K4MC, nerupoBaHHbIi 100aBKO# peako3eMensHOro Maranta Mapku KC25/111 B konu-
gecTBe oT 1,5 10 9,0 %. V3yueHbl MUKPOCTPYKTYpa, KHHETHKA MpeBpalieHuii, (ha30Bblil cCOCTaB U MarHUTHBIE CBOICTBA pa3pabo-
TAHHBIX CTUIABOB. YCTAHOBJIEHO, YTO MArHUTHBIE XapAKTEPHCTUKHU CIIJIABOB 3aBUCAT OT KOHIEHTPAIUH J00aBKU PEIKO3EMENbHOTO
MarHuTa ¥ pexuma TepMuyeckoi oopabotku. ITokasaHo, uto BBenenue crutaBa KC25/I1] B koanuectBe 3 % Mo3BOJISET AOCTHYD
MaKCHMaJIbHbIX MarHUTHBIX CBOHCTB JIETMPOBAHHOTO Matepuana: H, = 55,6 kA/m, B = 1,33 Tn, (BH),, =41 kJlx/M3. Coueranne
Pa3pabOTaHHOTO COCTABA CILIABA U PEKMMA TEPMHUYECKONH 00paOOTKH 1O3BOJISAET MOBBICUTH KO3 (PUIMEHT MPAMOYTOIbHOCTH METIIH
MarHMTHOTO rucTepesnca (K ) — OHOM U3 BKHEHIIMX XapaKTEPUCTUK IPEM3MOHHBIX THCTEPE3UCHBIX DJIEKTPUYECKUX JBUTaTENEH.

Kniouessie cnoa: marautorBepasiii Matepuan (MTM), MOPOIIKOBEIH CIIJIaB, MAarHUTHBIE CBOWCTBA, KOA(G(QHUINEHT NPSIMOYTOJIb-
HOCTHU NeTIu MarHutHoro rucrepesuca, Fe—Cr—-Co—Mo, Sm—Co

Ans untnposarus: bensriokoBa M.A., lTaioB A.A. OcobeHHOCTH (ha30BBIX MpPeBpaleHHH, (HOPMUPOBAHHS MUKPOCTPYKTYPBI U Mar-
HHUTHBIX CBOICTB TMCTEPE3HCHOro cruiaBa Ha ocHoBe cucTeMbl Fe—Cr—Co—Mo, neruposannoro Sm, Zr u Cu. M3zgecmus 6y308.
Topowxkosas memannypeus u gyuxyuonanvrvie nokpvimus. 2024;18(4):35-44. https://doi.org/10.17073/1997-308X-2024-4-35-44
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Phase transformations, microstructure formation,
and magnetic properties of a hysteresis alloy
based on the Fe-Cr-Co-Mo system
doped with Sm, Zr, and Cu

M. A. Beltyukova®, A. A. Shatsov

Perm National Research Polytechnic University Russia
29 Komsomolskiy Prosp., Perm 614990, Russia

&) marievamar@rambler.ru

Abstract. The development of new hard magnetic materials (HMM) is crucial for meeting the ever-increasing demands of industry. Today,
the advancement of energy, electrical engineering, and instrumentation sectors requires manufacturers of HMM products to enhance
the energy efficiency and power of devices while reducing their size and weight, which increases scientists’ interest in these alloys.
Among HMM, magnets derived from rare-earth elements such as Sm and Nd (Nd,Fe, ,B, SmCo,, Sm,Co, ) possess the highest magnetic
energy at smaller sizes and weights. Alloys based on the Fe-Cr—Co system offer the best reliability, strength, corrosion resistance, and
manufacturability, making them particularly in demand among HMM. Creating a magnet based on two alloying systems, Sm—Co
and Fe—Cr—Co, may yield a material with unique properties that combine the advantages of both systems. This study investigates
the powder hysteresis alloy 22Kh15K4MS (22 % Cr—15 % Ni—4 % Mo—Co-Si) doped with the rare-earth magnet KS25DTs in amounts
ranging from 1.5 to 9.0 %. The microstructure, transformation kinetics, phase composition, and magnetic properties of the developed
alloys were examined. It was found that the magnetic characteristics of the alloys depend on the concentration of the rare-earth magnet
additive and the thermal treatment regime. It was demonstrated that the introduction of 3 % KS25DTs achieves the maximum magnetic
properties of the alloy: H = 55.6 kA/m, B, = 1.33 TL, (BH), = 41 kJ/m*. The combination of the developed alloy composition and
the thermal treatment regime allows for an increase in the rectangularity coefficient of the magnetic hysteresis loop (K)) — one of the
most important characteristics of precision hysteresis electric motors.

Keywords: hard magnetic material (HMM), powder alloy, magnetic properties, rectangularity coefficient of the magnetic hysteresis

loop, Fe—Cr—Co—Mo, Sm—Co.

For citation: Beltyukova M.A., Shatsov A.A. Phase transformations, microstructure formation, and magnetic properties of a hysteresis
alloy based on the Fe-Cr—Co—Mo system doped with Sm, Zr, and Cu. Powder Metallurgy and Functional Coatings. 2024;18(4):

35-44. https://doi.org/10.17073/1997-308X-2024-4-35-44

BsepeHue

B mocnennee Bpemsi BO BceM Mupe HaOIromaeTcs
TEH/ICHIINS TTOYICHUS MATHUTHBIX MaTEPHAJIOB C ITOBHI-
HICHHBIMH MTOTPEOUTEIILCKUMH KaueCTBAMU 110 HU3KOU
ctonMocTh. IIpoBonst cpaBHEHHE MarHUTOB U3 PEIKO-
3eMesbHbIX MeTauioB (P3M) ¢ MarHuTaMu CHCTEMBI
Fe—Cr—Co (OKXK), nepBbic KaXyTcsi MEHee IpHBIICKa-
TEJIbHBIMH U3-32 BBICOKOW CTOMMOCTH, JOPOTOCTOALICH
OOBIYM, IMIOPTHBIX 00sI3aTeNBCTB, HU3KOW MEXaHMUe-
CKOH ITPOYHOCTH ¥ SKOJIOTHUYCSCKUX OTPAHUUCHHI TIPH UX
niponsBojcTBe [1-3]. MccnenoBanmst criyiaBoB Ha OCHOBE
cuctembl Fe—Cr—Co B OCHOBHOM HarpaBlIeHbl Ha CHHKE-
HUE COZIEPIKAHUS TOPOTOCTOSIINX HIICMEHTOB, TAKUX KaK
Co [4; 5], u BBeneHust Mukponob6asok Si, Mo, Ti, Dy, Nd,
Y, Sm [6-11].

HanOonpmuii MHTEpEC MNPEACTABISIOT HUCCIE0-
BaHWA, B KOTOPHIX JerupoBanue cruraBoB KXK mpo-
BozsaT P3M, a raioke W [8; 9—11]. B pabote [9] nuroii
cwtaB  43Fe-28Cr-23Co-3Mo-2V-1Zr'  neruposamnu

1 3[[60]) " Aajiee 1o TEKCTYy UMCIOTCS B BUY Mac. %, €CJIM HE yKa-
3aHO MHOC.

36

0-3 % wurTpusa. Hammyunie MarHuTHbIE CBOMCTBA ObLIH
0JIy4yeHsl B cruiaBe ¢ 2 % Y: MakcuMaslbHasi MarHUTHasI
sueprus (BH)  Bo3pocna ¢ 51,3 10 61,6 kJlx/m?, ocra-
TOYHasi MarHuTHas MHAyKumus (B,) — ¢ 0,71 mo 1,05 Tn
1 kodpuuTuBHas cuna (H ) — ¢ 97 o 130 kA/m no cpas-
HEHHUIO C MCXOOHBIM CIUIaBoM. JlanbHelllee MOBBILIe-
HUE cofepX aHug UTTPpHs 10 3 % MPHUBENO K CHUKEHUIO
MarHUTHBIX CBOWCTB HM3-32 YKPYIHEHHUS (a3 M HEOTHO-
poaHoCTH CTPYKTYphl. B padore [10] npu nobasneHuu
Jn0 2 % camapus IpU METaUIyprHUeCKOM IOJyYeHHU
JIUTHIX CIIUTKOB 3Ha4YeHue (BH),  yBennuinocs Ha 86 %o,
B —mna 47 % n H, na 28,7 %. Takoi pocT MarHUTHBIX
XapaKTePUCTHK aBTOPBI OOBICHIIOT YCUICHHEM MarHuT-
HOW aHM30TPONHH (POPMBI M aHH30TPOITUH MAaTHUTHOTO
TIOJIS 33 CUET MHTEPMETAJUTUIHBIX COSIMHEHUN peaKo3e-
MenpHOro Maruura SmCo,. Kpome toro, pu peHTreHo-
(hazoBoM aHanM3e OBUIO OOHAPY)KEHO, UTO aTOMBI cama-
pHsl KOHLIEHTPUPYIOTCS B 0, -(ha3e, TeM CaMbIM yBEJINYH-
Bas MapaMeTp pemeTky cuiibHoMaruuTHoi Fe—Co-da3er
1 ee 00BEMHYIO JIOJTIO.

Crutaget SmCo; u Sm,Co,, Obun pazpaboTansl
B 1960-1980-x rogax u A0 CHX IOp IIUPOKO IMpHUMeE-
HSIOTCS B COCTaBE€ BEHTHWJIBHBIX JIBUTATENICH TOTPYXK-
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HBIX HACOCOB, MAarHUTOB Je()EKTOCKOIIOB, MAarHHT-
HeIX JuH3 B MypT [13]. ComracHO HCCIeIOBaHUSIM
crutabl SmCo, u Sm,Co,, 00manarOT BHICOKHMH 3Ha-
YCHUSIMH ~ MATHUTOKPUCTAJUTMYECKOH  aHW30TPOIHU
(mo (15+20)-10° Tx/m?) [14], KOpPO3UOHHOMN CTOWKOCTH
(0,1 mr/cm? B Na,S 1 NaCl, 20 mr/cm? HCI) [15], Temme-
parypsi Kropu (727 °C pns coenunenus SmCo, u 920 °C
IS szCow) u mpeBocxoasaT MarHuTel Nd-Fe-B 1o
TemIepaTypHoii crabuinsHocTH [16—17].

CrmutaBbl cuctembl Fe—Cr—Co yke Haluld LIMPOKOE
MIPUMEHEHNE B MEXaTPOHHBIX CHCTEMaX, POTOPaX BHICOKO-
CKOPOCTHBIX U CBEPXBBICOKOCKOPOCTHBIX 3JIEKTpOMeXa-
HUYECKHUX Tpeo0pa3zoBaTelicil SHEPrHH, THCTEPE3UCHBIX
IBUTATENSIX M JaKEe MOMIOTUTEISIX MHUKPOBOIHOBOTO
nznyuenus [ 18-20]. Beenenue B dKXK-cruias asemMeHTOB,
o0aaroImmx aHu30Tporued GopMbl (heppOMarHUTHBIX
QHW30TPOIHBIX YaCTHII, C BHICOKUMH 3HAUCHHSIMHU KOH-
CTaHTBI KPUCTAIUINIECKON aHU30TPOIUU U HAaMarHUYeH-
HOCTH HACBIIIEHHUSI MOXKET CIIOCOOCTBOBATH TIOBBIIICHHUIO
MarHUTHBIX CBOWCTB crutasa: H , B , (BH)  [21]u K —
ko3 duIeHTa MPSIMOYTOTBHOCTH TETIH MarHUTHOTO
THCTEPE3HCa, CBI3aHHBIX (POPMYIION

TIe Br — OCTaTOYHasi MarHUTHas1 UHAYKUUS, Bmax — Mak-
cumanbHas marautHas nHIykus (COCT 19693-74).

[ToBbleHHE OCTATOUHON MHAYKI[UM MAarHuTa Mo3Bo-
JUT JOCTHYb OOJIBIIEr0 TOTOKA BO3OYXACHHS IPH
COXpaHEeHHH 3HAYEHUS] KPYTAIIETO0 MOMEHTA B AJIEKTPO-
JIBUTATENIC TIPU MEHBIIEM TOKE SKOPS, YTO YBEIMYUT
KIIJ] mpubopa. M3-3a aeiicTBUS pa3sMarHAYHBAIOILICTO
daxropa uHAyKIMs B paboue TOUKe HUXKE B, MO3TOMY
BaXXHBIM SIBJISIETCS OOECTICUCHHE BBIMTYKIOCTH M TIPS-
MOYTOJIBHOCTH METJIM MarHUTHOTO Trucrepesuca [22].
YBenuueHrne MONIHOCTH MarHUTOTBEP/BIX CIIaBOB Fe—
Cr—Co n0o3BOJNUT paCHIUPUTh O0IACTH UX IPUMEHEHHUSI.

[{enp10 HACTOSIIIETO MCCIIEAOBAHUS SIBISIETCSI OTIPEIe-
JIEHHE BO3MO)XKHOCTH TOBBIIICHUS] MarHUTHBIX CBOMCTB
TTOPOIIKOBOTO THCTEPE3NCHOTO MAarHUTOTBEP/IOTO CILIABA
Ha ocHOBe cucteMbl Fe—Cr—Co 3a cueT jerupoBaHHs
crmmaBoM KC25/111.

Matepuan n meToguku
uccnepoBaHUn

B pabote mccienoBaH MOPOIIKOBBIA CIDIAB MapKé
22X15K4MC, nerupoBanHblii  moOaBkoit  KC25111
B kommyectBe oT 0 mo 9 % B3ameH xerne3a (Tadm. 1).
B kadecTBe MCXOIHBIX KOMIIOHEHTOB IIMXTHI HCIIOIB30-
BaJIN CIICTYIOMIHE TIOPOIIKH METAIIOB U CIIIABOB!

—xpom [IX-1C (TVY 14-5-298-99) co cpennnm pazme-
poM vacTuil d = 10 MKM W CTaHZapTHBIM OTKJIOHCHHEM
G =5 MKM;

—xobansr ['TI-OK (TY 1793-008-92), d =24 mxwm,
o6 =13 MxM;

—xene3o kBamudurarmpm OCU 6-2 (TY 6-09-
05808008-262-92), d = 2 MKM, G = 2 MKM;

— beppoxpemunit ®C50 (ITOCT 1415-93), d = 8 MKMm,
6 =4 MKM;

— momubaen MITH (TY 48-19-69-80), d = 2 mxwm,
o =1 MKMm.

[Topomok yucTOTO Camapusi UMEET HH3KYH KOppO-
3HMOHHYIO CTOMKOCTh M OTHOCUTENIFHO BBICOKYIO TE€MIIE-
parypy CHEeKaHHs, TIO3TOMY B JKCHEPUMEHTAX HCIOIb-
3oBanu nopomok criaa KC25/I] (I'OCT 21559-76),
copepxkamuii 24-27 % Sm, 1,5-3,5 % Zr, 13-20 % Fe,
4-6 % Cuu 57,5-43,5 % Co, nonyueHHbII npu ApooIe-
HUU JIOMa MarHWTOB. PEIMKIMHT CIIEYEHHBIX CILIABOB
SmCoy, U3MENBYCHHBIX B CPEJE BOIOPOAA, MO3BOJISET
MoJTy4aTh MArHWTBHI C YAYYIIEHHOW MHKPOCTPYKTYpPOH
W TIOBBIIIEHHBIMU MAarHUTHBIMH XapaKTEPUCTHUKAMH
OTHOCHUTEIFHO UCXOHBIX MATHUTOB [23].

Bce kOMIOHEHTHI MIMXTHI MPOCEUBANIA YEPE3 CETKY
C pazMepoM siueiiku 63 MKM U YCPETHSIIH B CMECUTETIE CO
CMEILEHHO! OChIO BpallleHUs B TeYeHHUE 8 4. 3arOTOBKU
00pa3IoB MOTyYalld XOJOIHBIM IMPECCOBAHUEM B METaII-
nu4eckoil mpecc-popMe B 2 3Tama ¢ NPOMEKYyTOUHOM
omepanueil mnoxacnekanus. llpeccoBaHrne MNPOBOIUIH
¢ nasiaenueM 29,4 Mlla, nanee cienoBajo MOACIIEKaHHE
npu Temneparype 860 °C u BblIepKKe 3 U B cpelie BOO-
poxa, mocie 4ero o0pasibl KaTHOpOBaIH C JaBICHUCM
34,3 MIla u okOHYaTeNbHO CIIEKaJIU B BaKyyMe C OCTa-
TouHbIM nasienneM 1072 Ila no pexumy ¢ = 1350 °C,
t=4 4. [I70THOCTH TMOCIE BCEX JTAlOB CIEKaHUSA
OMpeNeNsii ruapocTaTuyecku Ha npubdope BJIP-200
(«I'ocmep», Poccust) mo T'OCT 25281-82.

3akajKy Bcex 0Opa3loB MPOBOAMIH OT TEMIIEPATyPhI
1250 °C B 15 %-HoM BomHOM pactBope NaCl. Crapenue
3aroTOBOK BBIMOJIHSUIM [TOCJIEAOBATEIbHO Ha 7 CTYMEHIX
C TMIPHIIOKEHUEM BHEIIHEr0 MarHUTHOTO 1ouist 150 KA/M.
[Mapamerpsr 00paboTKu ykazanbl B Taom. 2. da3oBbie
MEPEXO/IbI B UCCIIEAYEMbBIX 00pa3iax U3ydyaad METOIOM
I depeHanbHON  CKaHUPYIOIIEH  KaJOpUMETPHH
(JICK) mpu HarpeBe M OXJQXKICHUU OOpPa3IloB Mac-

Tabauya 1. XuMHUYEeCKHH COCTaB ONBITHBIX CIJIABOB

Table 1. Chemical composition of experimental alloys

Ne Conepxanue, mac. %
coctaBa | Fe | Cr | Co | Mo | Si | KC25/II (Sm)

1 57,5 0

2 55,5 1,5 (0,36)

3 54,5 3,0 (0,77)

2251150 40 | 1,0

4 53,0 4,5 (1,15)

5 51,5 6,0 (1,53)

6 48,5 9,0 (2,30)
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coif 3—4 r Ha nipubope STA 449 F3 Jupiter («Netzschy,
I'epmanms). CrkopocTh HarpeBa cocrtaBisuia 10 °C/MuH.
OcHOBHBIE mMapaMeTpbl ¥ (opMy METIM MarHUTHOTO
THCTEpEe3UCa OIBITHBIX O00pa3lOB OMIPENeNsUId IOCIe
3aKaJKH U MHOTOCTYIICHYaTOro CTApeHHUs] Ha THUCTEpe-
sucrpagde Permagraph L («Magnet Physik», [epmanmust)
¢ mporpaMmHBIM obecrieueaneM PERMA. O6paGotky
OKCIIEPUMEHTANBHBIX JAHHBIX OCYIICCTBILUIA C IIPH-
MeHenneM maketoB Fityk, Proteus Analyses («Marcin
Wojdyry, [Tonbma).

PentrenodazoBeiii  aHanu3 00pas3loB MPOBOAMIH
METOJIOM PEHTICHOBCKOH AU(PaKIUK Ha MOPOIIKOBOM
mudpakromerpe D8 Advance ECO («Brukery», I'epma-
HUSI) B CICAYIOIINX YCIOBHAX: KOOAIBTOBOE M3ITyUCHHE
¢ mHoi BonmHbI A = 1,78897 A, yckopsironiee Hampsike-
Hue — 35 kB, TOk Hakasia peHTTeHOBCKOHM TpyOku — 25 MA.

KauecTBeHHBII M IOMYKOJMYECTBEHHBIH aHAIU3bI
BBEIIIOTHEHBI ¢ ToMombl0 mnporpamMel  Diffrac.Eva.
Js mpenTuuKanuy a3 MCHoiIb30Badn 0asy NaHHBIX
nioporkoBoit nudppakromerpun PDF-2 (penus 2013 r).

Treprocts m3Mepsiu Ha TBeproMepe Poxsera («Tod-
npudop», Poccusi) mo I'OCT 9013-59 mpu Harpyske
150 xr. MukpocTpyKTypy 0Opa3lioB HCCIIEAOBAIN Ha
MetamtorpagpmdeckoMm Mukpockorie GX-51 («Olympusy,
Smonust) ¢ mporpaMMHBIM obectiedenueM SIAMS 800.
Jlns aHanm3a CTPyKTYPhI BRICOKOTO Pa3peIleHHUs] HCIOIb-
30BaITH AEKTPpOHHBIE MUKPOCKOTibI VEGA 3 («(TESCANY,
UYexus) u FEI Quanta 650FEG (FEL, CLLIA).

SKcnepuMeHTanbHble pesynbTaThl

MarHuTHble XapaKTePUCTUKU IOPOIIKOBOTO CIIjIaBa
22X15K4AMC mnokazansl Ha puc. |. Vcxomuslii cruias,
00pa0oTaHHBI MO pexuMy ¢ 1-i mo 7-10 CTyHeHb
(Tabin. 2) ¢ NpUIIOKEHUEM BHEIIHEr0 MAarHUTHOTO ITOJIA,
oOnajgaer cleAyomUMd MaKCUMaJIbHBIMUA CBOMCTBAaMU:
H, =389 kA/M, B =1,16Tn, (BH) =20 K JIox/M3.
OHHU yBEJIMYWINCH y 00pa3IoB, COJAEpIKANINX J00aBKH
KC25/11] (koHIeHTpamusi Sm mpu 3TOM Oblla B UHTEP-
Baje ot 0,36 no 0,77 %), 1 IOCTUIIM MaKCUMyMa IpH
seenennn 0,77 % Sm: H_= 55,6 kA/m, B =1,33 Tn,
(BH),, =41 kJ[x/M3. B TO e BpeMmst CBOMCTBA MarHu-

Tabauya 2. PexxuMbl cTapeHust

Table 2. Aging mode

Ne crynenu t,°C T, MUH
1 670 15
2 640 40
3 600 40
4 575 40
5 555 30
6 535 30
7 525 30
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TOB YXYAIIMIKCH C MOBBIIICHUEM COACPIKAHUS T0OABKH
Sm ot 1,15 1o 2,3 % u3-3a ykpynaenus ¢a3 [10] u 3aMbI-
KaHHsI caMapys Ha TPaHMIaxX 3epeH (CM. puc. 2, 8).
MHorocTtyrieH4aroe CTapeHHe CIUIAaBOB C MPHMEHE-
HUEM BHENIHET0 MAarHUTHOTO MOJIS MPUBEIO K CIIHHO-
JanbHOMY pachaiy 0-TBEPAOTO pacTBopa Ha o,-(asy,
00OTAIEHHYIO XKEJIE30M M KOOAIBTOM, U 0,-(hasy, 060-
TamICHHYI0 XpOMOM. biaromapsi depemoBaHUIO CHIIb-
HOMAarHUTHOU (a3bl o, B CIa0OMarHUTHON MaTpuIie a,

60

-1 50

- 40

130

H,., xA/m

- 20

B., Tn

(BH) 0y

I I 0
650 600 550 500

Temneparypa crapenus, °C

Puc. 1. 3aBUCHMOCTb KO3PUUTUBHOM cuibl H (),
MarHUTHOH MHIYKIMH B, (6) 1 MakcUMaTbHON
MarHuTHOM sHepruu (BH) () OT TeMIlepaTyphbl CTapeHHUs!
ucxonHoro cruiaBa 22X 15K4MC u 06pasioB ¢ 106aBkoi
KC25111 ot 0 10 9 % (1mdps! y KPUBEIX)

Fig. 1. Dependence of coercive force H_ (a),
magnetic induction B, (#) and maximum
magnetic energy (BH), . (6) on the aging temperature
of the base alloy 22Kh15K4MS and samples with KS25DTs
additive in concentrations ranging from 0 to 9 %
(values indicated on the curves)
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Puc. 2. MukpocTpykTypa cruiaBoB mnocie crekanus (< 1000)
Cocras [ (6e3 no6aBkn) (a), 3 (6) u 6 (6) (cMm. Tadi. 1)

Fig. 2. Microstructure of the alloys after sintering (x1000)
Composition / (without additive) (@), 3 (6) and 6 (8) (see Table 1)

U HAJHYUIO BKIIFOUCHHUN (ha3bl C caMapueM, YCHIIUBAKO-
IIMX MarHUTHYIO aHH30TPOIHUIO CIUIABA, IOCTUTHYTHI
TIOBBIIIECHHBIC XAPAKTCPUCTUKU MArHUTHBIX CBOHCTB
H_, B, (BH),, 1O CPABHEHHIO C UCXOIHBIM 00pa3IoM
(cm. puc. 1).

Crpykrypa 00pa3loB NOCIE CHEKAHUS IIPEICTaB-
nsier co0oi IIacTHHYATyI0 O-(hasy B KOJIMYECTBE
70-80 00. %, pacmonmaraBIIyiOCsS IPEHMYIICCTBEHHO
M0 TpaHUIAM 3€peH, C MpocioikamMu o-¢asel (puc. 2).
Camapuii Ha ¢oTorpadusx puc. 2, 6, 6 B BHIIE TEMHBIX
obnactell Takke HaOMIOmACTCS MPEHUMYIIECTBEHHO MO
TpaHHIAM 3EePCH.

B cBs3u ¢ mHanuunem 6-a3bl TBEPAOCTh 00pa3iioB
rmocie crekanus cocraBisuia 35-42 HRC, HO ¢ MOBEI-
menneM koHneHTpanuu nqodasku KC25/11 ot 0 1o 9 %
OHa CHWXallaCh TaK jkKe, KaKk W IUIOTHOCTh (Taodi. 3).
W3meHeHre MOPUCTOCTH, COOTBETCTBEHHO, MMEIO 00-
paTHBIN XapakTep.

Temmeparypy HarpeBa TOJI 3aKallKy BBIOUpaIH
Ha OCHOBaHMM MMEIOLIMXCS PEe3yJbTaTOB HCCIIEA0Ba-
Huit [24] n nanabix JJCK. MUKpoCTpyKTYpa UCXOIHOTO
CIUIaBa IOCJIE€ 3aKaJKW MpPEICTaBisia O-TBEpPAbIH pac-
TBOp (puc. 3, @), B 00pa3max, COAepk aBIIUX T00aBKY
KC25/1L1, momumo a-(ha3sl MPUCYTCTBYIOT HEPACTBOPEH-
HBIC BKITIO4YEHUS Sm (puc. 3, 0, 8).

TBepaocTh 00pa3LoB MOCIE 3aKaNKH OblIa B UHTEP-
Base 20-24 HRC u cHMKarach ¢ IMOBBIIIEHHEM KOHIIEHT-
patmn KC25]/111.

C 1enblo yCTaHOBIICHUS XapakTepa pachpeacieHHs
nmobasku KC25/IL B crpykrype cruraBa 22X15K4MC
OBUIO TPOBEICHO WCCIeNOBaHWE oOpasla Moclie 3a-
KaJIKH C MCIIOJb30BAHUEM CKAaHHMPYIOLIETO 3JIEKTPOH-
HOIO0 MHUKpPOCKOIA. BBIABIEHO, UTO OCHOBY CTPYKTYpBI
3aKaJIeHHOTO CIUIaBa COCTAaBIISIET O-TBEPIbIA PacTBOP
C BKJIIOUEHUSIMHU, COZEPIKAIIMMH caMapuil U IUPKOHUH.
CornacHo Kapram pacrpeneieHus (puc. 4, 6) camapuit

Puc. 3. MukpocTpyKTypa cruaBoB mnocie 3akaiku (x1000)
Cocras [ (6e3 no6aBkn) (a), 3 (6) u 6 (6) (cMm. Tabi. 1)

Fig. 3. Microstructure of the alloys after quenching (x1000)
Composition / (without additive) (@), 3 (6) and 6 (8) (see Table 1)
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pacrpeneicH B CTPYKType HEpaBHOMEPHO, HMEIOTCS
YYaCTKHU €ro CKOIICHHUS.

VYyacTku pacnpeznenenus Sm u Zr COBMAIAl0T, KOTAa
pa3mep BKJIFOUEHHSI COCTABISIET OT 1 MKM (cM. puc. 4, 0).
[To MHEHHUIO aBTOPOB, 3TO CBSI3aHO C TEM, UTO B HCXOA-
HeIX KpynHbIX yactumax KC25L Obuin 3aTpyaHEHBI
TuQQy3HOHHBIE TIPOIECCHl IepepaclpencICHUs KOM-
noHeHToB. [Ipu pasmepe yactun no0aBKU 10 | MKM
B HUX Zr He oOHapyxeH (puc. 4, 2), 4TO yKa3bIBacT Ha
€ro HepaBHOMEPHOE PacHpeeNieHHe B UCXOAHOM IIUX-
TOBOM MaTepuaie. Y4acTku, oOoramieHHble Sm, o0en-
HeHbI 1o cofepxanuto Co, UTO TaKKe CBUIAETEIbCTBYET
0 4YaCTHYHOM IlepepacnpeneneHuu camapus uz KC25 111
B O-TBEPJbIH pacTBOP.

TenoBsie 3(h(eKTH IPH HATPEBE 3aKAICHHBIX 00pa3-
IIOB HMCXOJHOTO cocTaBa W ¢ jobaBkoit 3 % KC25/11
uMenr OMM3KyI0 KHHETHKY (puc. 5, a, 6): IpeBpaleHus B
o0oux criaBax npotekanu B uatepsaie ¢ = 500+1100 °C.

Tabaunya 3. [110THOCTH, MOPUCTOCTH U TBEPAOCTH
3aroTOBOK 00pa3L0B 10CJIe CIIeKAHMS

Table 3. Density, porosity and hardness
of sample blanks after sintering

Konnenrpanus | [lnornocts, | [lopuctocts, | TBepmocTs,
KC25/111, % r/em’ % HRC

0 7,9 0,3 42

1,5 7,9 0,5 41
3,0 7,8 1,4 38
4,5 7,7 2,7 39
6,0 7,7 2,7 38
9,0 7,6 4,2 35

IIpu Temneparype 500 °C B HUX HAYMHAETCS CIIUHOAAIIb-
HBIN pacmaj o-(a3bl Ha CIIIBHOMAarHUTHYIO H CTadoMar-
HUTHYIO (a3bl, XapaKTEePHU3YIOIIMKCS TOTIIOIIECHUEM
teria. Jlob6aBka 3 % KC25/IL] He oka3zama cymecTt-
BEHHOTO BIIUSHUS Ha TIOJIOKCHHE TIEPBOTO JIOKATIHHOTO
skcTpemyma B obmactu ¢ = 520 °C. Ilpu ¢ = 670+680 °C
HA4YMHAJICS TIPOIECC BBIJACICHUS G-(a3bl M3 TBEPAOTO
pactBopa. COOTBETCTBYIOUIMH JIOKAJIbHBIA 3KCTPEMYM
y oboux o6pasnoB 3adukcupoBan B obmactu 700 °C.
Temmeparypa TPeTbEro JOKaJIbHOTO JKCTpeMyMa JUIs
HMCXOMHOTO cItaBa 0e3 mo0aBku cocrtaiasiaa 830 °C,
a ¢ 1o6aBsxoii — 848 °C.

Hdus crimaBa ¢ nmoGaskor 3 % KC25/IL (puc. S, 6)
npu ¢t =300 °C nabmionancs neperud KpUBOH, KOTO-
PHBIf OTCYTCTBOBAJI B HCXOIHOM oOpasiie. Takoi ke ik
nonyuywin Ha JACK-kpusoit crmasa KC25/11 (puc. 5, )
npu ¢t =275 °C. ComnacHo uccienoBanuio [25] aBrek-
tounnbii pacnag SmCo, ua ¢aser Sm,Co, u Sm,Co,,
IIPOMCXOAUT IpH Temmneparypax Huxke 750 °C, uro non-
tBepkaaercsa kpuboit JICK crumaBa KC25/1L] (puc. 5, 2).
[Ipy moOBBINIEHWH KOHIIEHTPAIMK J1OOABKH B CIIIaBe
22X15K4MC no 9 % na xpusoii JICK (puc. 5, 6) Habir0-
JlaJIi He XapaKTepHbIH A Hero nuk npu ¢ = 800 °C.

Taxkum oOpa3zom, 1o6aBKa camapus B kKoinuuecTse 3 %
HE OKa3bIBACT CYIECTBCHHOTO BIMSHUS HA TEMIIEPATyPhI
pacnanga o-TtBepaoro pactBopa Ha ocHoBe Fe—Cr—Co,
OJTHAKO TTOBBIIIIEHUE €€ KOHIIEHTpAIuH /10 9 % npuBOaAUT
K nosiBienuto B crase 22X15K4MC He XapaKTepHbIX
JUTS HeTO (Da30BBIX MEPEXOJIOB.

C 1enblo OlleHKH U3MeHeHHs (ha30BOro cocTapa CIuiaBa
22X 15K4MC npu nerupoBannu 3 % KC25/111 65110 mpo-
BE/ICHO PEHTTeHO(]A30BOE HCCIIe0BaHUE 00Pa3LIOB MOCe
3aKaJKu U cTapeHus. Pe3ynbTarsl NpuBENEHBI Ha pUC. 6.

Puc. 4. MukpocTpykTypa ciutaBa coctaBa 3 (cM. Tabi. 1) mocie 3akaiku (a)
u KapThl pacnpeneneHus Sm (), Co (6) u Zr (2) B CTpyKType

Fig. 4. Microstructure of alloy composition 3 (see Table 1) after quenching (a)
and distribution maps of Sm (@), Co (¢) and Zr (2) in the structure
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Puc. 5. Kpussre JICK (1) n dncx (2) cimaBoB 22X 15K4MC (a), 22X15K4MC + 3 % KC251] (o),
22X15K4MC + 9 % KC25/111 (¢) n KC25/11 (2) mpu Harpese co ckopoctsio 10 °C/mun
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Fig. 5. DSC (1) and d. (2) curves of alloys 22Kh15K4MS (a), 22Kh15K4MS + 3 % KS25DTs (6),
22Kh15K4MS + 9 % KS25DTs (6) and KS25DTs (¢) when heated at a rate of 10 °C/min

Ha penTreHorpamme HCX0IHOTO 00pasiia Mocie 3aKaIKH
npucyTcTByeT o-pasza (20 =52,2°). MHoroctynen4aroe
CcTapeHue MPUBEINIO K CYIIECTBEHHOMY POCTY MAarHUTHBIX
cBoicTB. Da30BbIi cocTaB Mocie 7 CTYNEHENH CTapeHus
TIpeTepIies CIeAyoNne N3MEHEHUSI.

B mpormecce crapeHHs NPOMCXOIMIIO PacCIOCHUE
nuKa o-(paspl Ha 1Be M30MOpGHbIe (asel: o, odorameH-
nytw FeCo, u a, — na ocnose FeCr, uTo X0pomio 3aMeTHO
Ha cmiaaBe 22X15K4MC (puc. 6, a) 1mo yBeIUYEHHIO
MOTYIINPUHBI TTMKOB HHTEHCUBHOCTH 0-(ha3bl B 00macTu

120 250
o o Zg o
g 100 1 [
100 + a E 122 I o E 246 %
o 200 S
~ E e50 g
=] 5 I
g 80y %
N = 751 = 2k
o) 70 150 I~ 70
5 52,0 52,5 52 53
o 50 20, rpan 20, rpan
&
m
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o
<
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0 1 1 1 a 0
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Puc. 6. Pearrenorpammsl ucxoaaoro oopasma 22X 15K4MC (a) u ¢ nobaskoit 3 % KC25/111 (6)
nocye 3akanku (1) u TepMoMarHuTHON 00paboTku (2)

Fig. 6. X-ray diffraction patterns of the base 22Kh15K4MS sample (a) and with the addition of 3 % KS25DTs ()
after quenching (1) and thermomagnetic treatment (2)
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20 =52,24°, yro He HabmomaeTcs B oOpasmax ¢ 100aB-
xoii KC25/111 (puc. 6, 6). Ha pentrenorpamme ciuiasa,
conepxamiero no6asky KC25/11, mocne 3akanku oOHa-
pyxeH mukK y-asel (20 = 51,36°), KOTOPBIi OTCYTCTBOBAI
B HEJICTHPOBaHHOM 00pasie (cM. puc. 6, a). ITO MOXKET
CBUJICTEIHLCTBOBATH O CY)KCHUH 00JIACTH CYIIECTBOBAHMS
0-TBEPJIOTO PACTBOPa M CHHKCHHUU €TI0 yCTOMYUBOCTHU
B CBSI3M C BBEICHHUCM JICTHPYIOIIUX 100aBOK. CralObrid
MUK (ha3bl camapusi ¢ TeKCaroHaJbHOM KPUCTAITHIECCKON
pelreTkoi BoisiBiicH pH 20 = 49,2°, yT0 00BSICHIETCS €ro
HU3KOM KoHIeHTparueit (23-25 %) B crutaBe KC25/111.
3710, a TaK)KE BHICOKUE 3HAYCHUS KOHCTAHTHI KPUCTAILIH-
YECKON aHM30TPONHH M HAMAarHWYCHHOCTH HACBHIIICHHS
camapus IMPHUBENIA K POCTY MAarHUTHOH aHU30TPOIHU
JIETUPOBAHHOTO UM CIUIAaBa, YTO CIIOCOOCTBOBAJIO MOBBI-
MIEHUIO €T0 MarHUTHBIX CBOMCTB [10; 21].

Hcxonst n3 JaHHBIX PEHTIeHO(A30BOT0 aHAIN3a apa-
METpBl pemIeTKN 0-(ha3bl MCXOMHOTO CIDIaBa W CIUIaBa
¢ 3 %-noit moGakoii KC25/I1] paBHBI W COCTaBISIOT
a=2,87 A. MeXImIockocTHOE PacCTOSHHE TIPH JIeTH-
poBanuu ciuiasa 22X15K4MC ymeHbIInioch: mocie
3aKayKu OHO cocTasiasuio 2,032 A, a B crumaBe ¢ 100aB-
koit 3 % KC25/11 — 2,027. HeusmeHHOCTh MapameTpa
PELICTKH ¥ YMEHBIICHUE MEKIUIOCKOCTHOTO PACCTOSHIS
YKa3bIBalOT Ha OTCYTCTBHE pacTBOpeHHs Sm B a-dase
crutaBoB cucteMbl XKXK.

C wmenpro ompenencHus KodpduIMEHTA TPAMOY-
TONBHOCTH TETIIM MarHUTHOTO THUCTEPE3Hca Ha CIIaBe
22X15K4MC + 3 % KC25/111 Obi10 TpOBEECHO HCIIbI-
TaHWe oOpaslia ¢ KOIPUUTHUBHOU cuioi 10 KA/M mpu
HaNpspKeHHOCTH TiepeMarHuyuBaomiero moiast 100 A/cm
(10 kA/M), COOTBETCTBYIONICH HAMPSHKEHHOCTH ITOJIS
CTaTopa TUCTEPE3UCHOTO OMBITHOTO JIBUTATENS (pHC. 7).
Cmunas ¢ go6askoit 3 % KC25 /111 6b11 cocTapeH 1o nep-

1,5

1,0

6
-30 =20 -10 0 10 20 30
H., xAm

Puc. 7. Iletns marautHOrO Tuctepesuca crasa 22X 15K4MC
¢ 3 % KC25 /111 npy HaMarHWYEHHOCTH MAarHUTHOTO TIOJISt
H =100 A/cm mocie crapeHus

m

Fig. 7. Magnetic hysteresis loop of the 22Kh15K4MS alloy
with 3 % KS25DTs at a magnetizing field intensity
H_ =100 A/cm after aging
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BBIM 3 CTYICHSIM PEXHUMA, TIPEICTABICHHOTO B Ta0II. 2, C
MIPIOKCHUEM BHEITHETO MarHUTHOTO OIS Bermepikka
Ha KaXJOW CTymeHu cocraBisia oT 5 g0 40 muH.
CoueTaHue cocTaBa CIUIaBa U PeKUMa TEPMOMArHUTHON
00paboTKKH 00ECIeYHIIO JOCTHIKCHUE BBICOKHX 3HaYe-
Hui K — 1o 0,87.

Takum 00pa3oM, MOBBIIMICHHE COACP)KAHUS TOOABKH
KC25/11 ot 1,5 10 3 % criocoO6CcTByeT M3MEHEHHUIO XapaK-
TEPUCTUK MarHUTHBIX cBOMCTB cruiaBa 22X 15K4MC.

3aksouyeHue

Hawunyumee coueranme mnapameTpoB METIM Mar-
HUTHOTO THUCTEpe3uca JOCTHTHYTO TIPH COjepxka-
Hun 3 % craBa KC25/I11 B cowyetanwm ¢ Tepmomar-
HUTHOH oOpabotkoit: H_ =556 kA/M, B =1,33Tnx,
(BH)maX =41 xJIx/M*. OmHako JanbHEHIIee MOBBIIICHHE
rxonnuectBa npo6asku KC25/1L ¢ 4,5 mo 9 % npuBoaut
K CHM)KCHHMIO MarHUTHBIX XapaKTEPUCTHK CIUIaBa M3-3a
YKpynHeHus (a3, MOBBIMICHHUS MOPUCTOCTH U «3aMbIKa-
HUS» camapus 10 TpaHUIle 3epHa.

Brenenne KC25/I11 1o 3 % He oka3bIBaeT MpakTH-
YECKH 3HAYUMOTO BIIUSTHUSI HA KMHETUKY TPEBPAICHHNA
crutaBa 22X15K4MC, a moBbllIeHHE KOHIEHTPALMH
no6aBku ot 4,5 10 9 % npUBOIUT K BO3HUKHOBEHMIO
B HEM MPEBPAIEHUN, HE XapaKTEPHBIX JJI 3TON MapKH.
Bo3nukHoBenue a3z Sm, oOnagaronmx BHICOKUMH 3Ha-
YEHUSIMH KOHCTAHThl KPHUCTAJUITMYECKON aHW30TPOIHH
W HAMAarHMYEHHOCTH HACBHILEHUs, MPUBOAUT K POCTY
MarHUTHBIX ~ XapaKTePUCTHUK  JIETUPYEMOTO  CIUIaBa
22X15K4MC.

Coueranne cocrasa cruasa ¢ 3 % KC25/111 u pexu-
Ma TEPMOMArHUTHON OOpaOOTKU TO3BOJIAET JIOCTHYb
HOBBIIEHHOrO 3Ha4eHus K = 0,87, 4yTo B nepcrneKkTuse
MOJXKET 0Ka3aTh MOJIOKUTEIHPHOE BIMSHNE HA IMHAMUYEC-
KM€ XapaKTePUCTHKHU TMPEIU3UOHHBIX THUCTEPE3UCHBIX
JIBUTATEJIEH.
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AucnepcHoe ynpoYyHeHue NopoLKOBOM
6bicTpopexyuwen ctann P6M5K5
vyactuuamm CBC-kepamukn MoSi,-MoB-HfB,

A. C. AxmetoB“, C. K. MykaHnos, M. E. CamomuHa,

B. I0. Jlonatumn, JK. B. Epemeena

Hauunonanbnblii HccaenoBaTesbekuii TexHonornyeckuii ynnsepeuter « MUCHC»
Poccus, 119049, . Mocksa, Jlenunckuii ip-1, 4, ctp. 1
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AHHoTayums. VccrienoBana BO3MOKHOCTB JMCIIEPCHOTO YITPOYHEHHUSI TIOPOIIKOBOM ObIcTpopexyieit crann POMS5KS yactuiiamu retepo-
dasnoit kepamuku MoSi,-MoB-HfB, . B kauecTse HcX01HOro MaTepuaa UCIOMb30BAHbI: MEXaHWYECKH JIETHPOBAHHAS TIOPOIIKOBAs
CMeCh CO CpeqHHUM pa3MepoM dacTuil d = 10 MKM; M3MeJIbueHHas TTOPOIIKOBas Kepamudeckas no0aska (d =5 MKM), HOTy4YeHHas
METOJIOM CaMOPaCIPOCTPaHSIONIErocs BeicokoTeMneparypHoro cunreza (CBC). CmemmBanue ocymiecTBISIOCH B MJIaHETapHOM
LEHTPOOCIKHOMN MeJIbHUILE. B pe3ynbrare moy4eHbl 4acTHIIBI TOPOIIKOBOM cMecH pasMepoM 2—25 MKM, 1o hopme, OIIH3KoH K OKpY-
DIOH, Oonee KPyIHbIE YaCTHIbI MPEACTABIIN co00ii artomeparsl. [IpoBeaEHB! XOIOJHOE NMPECCOBAHHE M CIIEKAHHE C JTOCTHKE-
HHeM Mm1oTHocTH 10 92,7 % u TBepmoctu 62 HRA, a taxke ropsiuee mpeccoBaHue € TNIOTHOCTBIO 3aTOTOBKH 97,2 % 1 TBEPAOCTBIO
65 HRC. lopsuenpeccoBanHas 3aroToBka numena npouyHocts Ha u3rud 1141 Mlla u na cxxarue 2157 Mlla. [Tokazana nepcrnekTuB-
HOCTb IPUMEHEHHUs reTepodasHoii KepaMUKH B Ka4eCTBE YIPOUHSIONIEi 100aBKH, KOTOPast CIOCOOCTBYET CHIKEHUIO TeMIIEepaTy bl
o0pasoBanus XKUAKOH (a3bl 1 00pasyeT PKO BBIPAKEHHYIO TETEPOTEHHYI0 MUKPOCTPYKTYPY, CXOXKYIO ¢ MUKPOCTPYKTYpOil MeTal-
JIOCTEKJIAHHBIX MarepuanoB. Marpuiia — TBep/iblii pacTBOP HA OCHOBE ene3a (CO CpeHUM pa3MepoM 3epeH 14—-34 MKM) ¢ ceTKor
U3 9BTEKTHYECKOro kapouna Me C 1 BKIFOUEHUAMU KepaMHueckoit 100asku B Buje coemunennit HfO,, SiO, u HfSiO,. O1o obec-
MEYUIIO YMEHbIICHHUE B 2 pa3a MPHBEICHHOr0 M3HOCA ITPU TPUOOIOrMYECKHUX UCIIBITAHUSX B IIape C KOHTPTEIOM U3 TBEPJIOTO CIIaBa
BK6. ITomy4yeHHBIi KOMIIO3UIIMOHHBIN MaTepual, IPOAEMOHCTPUPOBABIINI BEICOKYIO KPACHOCTOHKOCTh, MOKET HAUTH IPUMEHEHNE
B U3TOTOBJIEHUH N3HOCOCTOMKUX M3/AETHH, SKCITyaTHPYEMbIX pH Temmeparypax 1o 630 °C.

KnioueBbie c/1oBa: ObICTPOpPEXKYIIAs CTalb, IOPOIIKOBAsS METAUTYPIHUs, AUCIEPCHOE YIIPOUHEHUE, KepaMHKa, TPHOOJIOTUsl, H3HOC

BnarogapHocTyu: ViccienoBaHue BBIIIONHEHO 3a cdeT rpaHTa Poccuiickoro maygnoro ¢ouma Ne 23-49-00141, https://rscf.ru/
project/23-49-00141/

Ana untnposarHus: Axmero A.C., Mykanos C.K., Camommna M.E., Jlonarun B.1O., Epemeesa JK.B. [lucnepcHoe ynpodyHeHue 1mo-
pouikoBoit ObicTpopeskyieit cranmu POMSKS wactunamu CBC-kepamuku MoSi,~-MoB-HfB,. Hssecmus eysoe. Ilopowrosas me-
maniypeus u ynkyuonanvivie nokpvimus. 2024;18(4):45-54. https://doi.org/10.17073/1997-308X-2024-4-45-54
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Dispersion strengthening of powder
high-speed steel R6M5K5 with particles
of SHS ceramics MoSi,-MoB-HfB,
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V. Yu. Lopatin, Zh. V. Eremeeva

National University of Science and Technology “MISIS”
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Abstract. The possibility of dispersion strengthening of powder high-speed steel REOMSKS with MoSi,~MoB-HfB, heterophase ceramics

particles was investigated. A mechanically alloyed powder mixture with an average particle size of d = 10 pm was used as the base
material; the ceramic powder additive (d = 5 pm), obtained by the SHS method, was also used. Mixing was carried out in a high plane-
tary ball mill. As a result, powder mixture particles with sizes of 2-25 um were obtained, close to spherical in shape, with larger parti-
cles being agglomerates. Cold pressing and sintering were performed, achieving a density of up to 92.7 % and a hardness of 62 HRA,
as well as hot pressing with a density of 97.2 % and a hardness of 65 HRC. The hot-pressed billet had a bending strength of 1141 MPa
and a compressive strength of 2157 MPa. The prospects of using heterophase ceramics as a strengthening additive was shown, which
contributes to lowering the temperature of the liquid phase formation and creates a pronounced heterogeneous microstructure, similar
to the microstructure of metallic glass materials. The matrix is a solid solution based on iron (with an average grain size of 14-34 um)
with a network of eutectic carbide MeC and ceramic additive inclusions in the form of HfOZ, SiOz, and HfSiO 4 compounds. This
provided a twofold reduction in wear during tribological tests against a counterbody made of VK6 hard alloy. The obtained composite
material, demonstrating high red hardness, may find application in the production of wear-resistant products operating at temperatures

up to 630 °C.
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BsepeHue

O¢ddexktuBHbIe KOMOMHAIMKM (BUA U COIEp)KaHHE
JI00ABKH) JUISL YIIPOYHEHUS MTOPOIIKOBOH OBICTPOPEXKY-
meii cranu (BPC) BBexpeHuMeM IUCTIEPCHBIX TBEPABIX
YacTHIl HCCIEAYIOT IOCTaTodHO IMpoko. Kak mpa-
Bujio [1], mpu BbIOOpE YNPOYHAIOMUX TOOABOK Bax-
HBIMH YCJIOBHSIMU SIBJISIIOTCSI MX CTAaOWIBHOCTH TIpH
TeMIepaTypax 3KCIUTyaTallud YIPOUHsAEMOro Marepuaa
W MUHHMAaJbHAs PaCTBOPUMOCTh B MaTpHIe. Takum Tpe-
OoBanusM 1o otHouieHnio k BPC orBewaroT xapOubI
NbC, TiC, VC u ap. [2-7] wnu autpunsl VN [8] metai-
noB. OHaKO B Ka4eCTBE IUCIEPCHBIX J00OABOK MOXKHO
WCIIONB30BaTh W COCIAMHEHMS, aKTHBHO B3aMMOICUCT-
Bywomue ¢ Marpuuei. Hampumep, B padorax [9; 10]
MCCIIENI0BAHO BIIMsAHME J00aBku Kapouna 6opa (B,C) na
CBOMCTBA MOpPONIKOBOH cramu M3/2 (anamor 10P6MS),
KOHCOJNUANPOBAHHON TOpSINM TpeccoBanneM. O6Hapy-
KEHO, YTO AMCIIEPCHOE YIPOYHEHHE MPUBETO K YyBe-
nuyenuro TBepaoctu 1o 85 HRA, mpu stom wactuib
B,C BsaumoneiicteoBanu ¢ marpuuei. [Ipu onrtumans-
HOW KOHIICHTpAIMH Takas Jo0aBKa MOXKET 00eCIeYUTh
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BBICOKYIO IUIOTHOCTH NPH OTHOCUTEIBHO HU3KHUX TEM-
neparypax crnekanust (2= 1150+1190 °C) OGnaronmaps
B3aUMOJICHCTBUIO C MAaTPHUIICH Kak O0pa, TaK U yIIIepoa.
B pesynerate Takue OCOOCHHOCTH CIIOCOOCTBOBAIIH
3HAUUTEIBHOMY IIOBBIIICHUIO (PH3HKO-MEXaHUYCCKUX
cBoiicTB marepuaina [10].

KoHconumanuio mopomkoB ObICTPOPEKYIICH CTan
C YIPOUHSIONIMHA T00aBKaMHU 9acTO MPOBOMAAT MPECCco-
BaHHEM U CBEPXCOJUAYCHBIM CHCKAHUEM HJIH TOPSIHM
npeccoBanueM (I'T1), He mpuberas k ropsiueMy H30CTa-
TUYECKOMY MpeccoBaHuio [2—11].

Eme omHmM Ba)XHBIM acleKTOM TIPH TUCIIEPCHOM
ynpouHeHuu nopoikooit BPC momumo Be160pa 106aBku
W ee colepKaHHs SBISETCS BBIOOp crocoba cmere-
Hus. [Ipu HempaBUIIBHOM TOIOOpE METOA M PEKUMOB
BO3MOXHa cerperamnus dactuil [12]. OObaHO as cMme-
[IMBaHHS METAUTMYCCKUX ITOPOIIKOB C IHCICPCHBIMU
J00aBKaMH UCIIOJIB3YIOT TUIAHETAPHYIO IIEHTPOOCIKHYIO
menbHuly (ITLM), kotopasi obecrieunBaeT HE TOJIBKO
KaueCTBEHHOE CMEIIMBAHNE W OJHOPOMHOE pacmpese-
JICHUE YIPOYHSIOMIUX IHCICPCHBIX YacTUI] B 0ObeMe
IIUXTBl, HO U JIOTOJHHUTEIHFHOE H3MEIBUCHHUE YaCTHIL
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KaK yINpOYHMTENs, TaK M OCHOBHOro nopomka [13].
B pesymprare mpu rpaMOTHOM MOAOOpE PEKUMa CMe-
muBaHust B [IIIM MOXHO MOMY4YUTH MEIKO3EPHHUCTYIO
CTPYKTYpy Marepuajia, 4TO CIIOCOOCTBYET MOBBILICHUIO
ero (pu3MKO-MeXxaHU4eCKHX CBOMCTB. Bhicokas aucrepc-
HOCTb YacTHUI[ IOPOILKOBOH CMECH MOXET NPHUBECTH
K aKTMBMPOBAHHOMY clekaHuio [14]. Oto Taxxe 1o3Bo-
JIS€T COXPAaHUTh MEJKO3EPHUCTYIO CTPYKTYpY 3a CYET
JIOCTIDKCHHSI BBICOKOH TJIOTHOCTH TPH 00jIee KOPOTKOM
BPEMEHHU BBIICPKKH IPU CIIEKaHUH, HE JOIyCKas pocTa
3epHa B pe3yibTaTe JOITON BBIICPKKH.

B kauectBe ynpouHsiolie 100aBKH UHTEPEC BBI3bI-
BacT MOIyYCHHAs! METOOM CaMOPACTIPOCTPAHSIONIETOCS
BbICOKOTeMITepaTypHoro cuHTe3a (CBC) rerepodasnas
kepamuka MoSi,~MoB-HfB,, ommuaromascs BeICOKOH
TBepAocThio (19,5 I'Tla) 1 %apoCcTONKOCTHIO — CONIPOTHB-
JIEHHEM K OKHCJICHHUIO MPH MOBBIIICHHBIX TeMIIeparypax
B IUPOKOM jauariazone [15; 16]. bop, npucyrcTByrommii
B COCTaBE KEPAMUKH, MOXKET CIIOCOOCTBOBAThH 00pa30Ba-
HUIO )KHUIKOH (ha3bl IPU OTHOCHUTEIFHO HU3KUX TeMIIepa-
Typax U akTHBalLluy npouecca cnekanus [10; 17].

Takue cloXHbIE COEAMHEHUS PEAKO UCTIOIb3YIOTCS
B Ka4eCTBE YIPOUHSIIOMUX T00aBOK, TOTOMY HCCIIEN0-
BaHUE WX BIHSHUS Ha (PU3NKO-MEXAaHHUECKUE CBOMCT-
Ba U MuKpocTpykrypy BPC saBnsercs akryanbHOU
3a1auei.

Ilens paboThl — mMOIyYEHHE KOHCOIHUIMPOBAHHBIX
00pa310B U3 MOPOLIKOBOM CMECH OBICTPOPEKYILIEH cTanu
¢ nobaekoi rerepoasnoit kepamuku MoSi,-MoB-HfB,
U MCCIIeIOBaHNE UX CBOMCTB Ul ONpeleIeHus IepCIeK-
THUBHBIX 00JIaCTEH MPUMEHEHHSI TAKOTO MaTepHaa.

MaTtepuanbl u MeTOAbI
uccneaoBaHuu
B KAa4eCTBC OCHOBHOI'O MaTepHana HNCII0Jb30BaJIn

MEXaHMYECKH JIETUPOBAHHYIO TIOPOIIKOBYIO0 cMech bPC
mapku P6MSKS crenytomiero cocraa, mac. %:

W 6,0
Mo............... 5,0
Co...oviiiii 5,0
Cro...oooiiiii.. 4,0
Voo 2,0
C.o 0,9
Fe............... Oct

JlanHast cMech Oblaa IOJIy4eHa IyTEM pa3mosia
B IIIIM AxtuBarop-4M (Poccust) mpu cKOpoCTH Bparie-
Husi 6apabanoB 800 006/MUH, COOTHONICHUH MEITFOIINX T
K mopomkoBoil cmecu 10:1 u qmuTensHOCTH 00pabOTKH
30 MuH. XapaKTEepPUCTUKH HCXOIHBIX IMOPOIIKOBBIX KOM-
TIOHEHTOB JIJISI €€ TOTyYeHHUs! IPECTaBICHbI B Ta0M. 1.

JluanazoH pa3MepoB OCHOBHOH (paKIiMH MEXaHH-
YECKH JICTUPOBAHHON IOPOIIKOBOM CMECH COCTaBIISUI

3-20 MKM cO cpeaHMM AuaMerpoM uacTull 10 MM
u D, =9 mMxm. CMeCh COCTOMT U3 TBEPABIX PACTBO-
poB Ha ocuHoBe Fe, W u Mo, a Taxke xapbuma WC.
[opowkoBasi kepamuyeckass 100aBKa HMesa COCTaB
60 % (90 % MoSi,~10 % MoB) + 40 % HfB, n cpennuii
pasMmep yacTull 5 MKM. MeToi ee NOJy4deHHs ONHUCaH
B pabore [15].

B mopomikoByto crams BBOAWIH 3 00. % YIpOYHH-
Tens u obpadarsiBanu B [1LIM AktuBarop-4M mpu cko-
poctu BpaiieHus 6apadanos 800 06/MHH, COOTHOILICHUH
MEJIIOUUX TeJ K mopoikoBoit cmecu 10:1 u mimrens-
HOocTH 00pabotku 15, 30 u 45 MuH.

MHUKpOCTPYKTYpy 00pa3IoB UCCIEI0BAIN Ha PACTPO-
BOM DJIEKTpOHHOM MuKpockone (POM) S-3400N («Hita-
chi», SImoHMs), OCHAIIEHHOM PEHTTEHOBCKHM JHEPTO-
mucniepcuoHHbIM criekrpomerpoM (DJC) NORAN Sys-
tem 7 Xray Microanalysis System («Thermo Scientificy,
CILIA).

CremKy audpakTorpamMm Ui pPEHTTEHOCTPYKTYp-
Horo (hazoBoro aHanu3za (PMA) 06pa3oB IPOBOAUIN HA
mudpaxromerpe D2 PHASER («Bruker AXS GmbH»,
Iepmanns) ¢ wucnonbsoBanueM — Cuk -usiydenus
(1,5418 A).

['panynomerpuyeckuii cocTaB OLIEHHMBAJIM Ha YCTa-
HoBke ANALYSETTE 22 MicroTec plus («Fritsch
GmbH», TI'epManms), TEKy4ecTh W HACHIIHYIO IUIOT-
HOCTh IIOPOIIKOBOM CMECH OIpEaessuld  COIVIACHO
I'OCT 20899-98 u I'OCT 19440-94 COOTBETCTBEHHO,
TaKXKe HCCICAOBAIN YIUIOTHAEMOCTh IIPH XOJIOJHOM
MIPECCOBAaHUM U U3MEHEHUE IJIOTHOCTH I10CJIE CIIEKaHMS.

Xo0JI0HO€ TTPECCOBAHNE MOTYUYEHHON CMECH C Kepa-
MHYECKO# T00aBKOW M 0e3 Hee MPOBOIWIN B CTAJIbHOM
npecc-hpopMe C BHYTPEHHUM JHAMETPOM MAaTPHIIBI
12 mm nipu maBnenmsix P =200+900 Mlla, a criekanue
3arotoBok — 1ipu ¢ = 1200 °C B Teuenue 60 mun. 'opsiuee
MIPEeCCOBaHWE OCYIICCTBILUIM B TpapHUTOBOH Tpecc-
dbopmMe ¢ BHYTPEHHHM JuaMeTpoM Marpuibl 20 MM
B mpecce Direct Hot Pressing DSP-515 SA («Dr. Fritsch
Sondermaschinen GmbHy, I'epmanns) B Bakyyme npu

Tabnuya 1. XapakTepucTHKHA HCXOTHBIX
MOPOIIKOBBIX KOMIIOHEHTOB

Table 1. Characteristics of the initial
powder components

nlg/;imeia Snement rOCT/TY q“‘f;)‘"a’
IDKPB 2.200.26 |  Fe TV 14-5365-98 | 99,24
IBY w TV 48-19-57-91 | 99,99
M Mo | TY 14-22-160-2002 | 99,90
K Co rOCT9721-79 | 99,95
IPX-1 Cr | rOCT5905-2004 | 99,99
®Ba50Y0,5 % TOCT 2713094 | 99,00
11-803 C TOCT 7885-86 | 99,90
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t=1000 °C u P =50 MIla. CxopocTh HarpeBa u oxja-
skaeHus coctapisuia 50 °C/MUH, UTHTENBHOCTh H30TEp-
MUYECKOM BBIEPKKH — 3 MUH. Maccy HaBeCKH IpH pec-
COBaHHH PACCUUTHIBAIN TaKHM 00pa3oM, 4TOOBI BEICOTA
OeCIOPUCTHIX 3ar0TOBOK coctaBisiia 0,5 oT amamerpa.
Tepmoobpabotky (TO) momyuyennoit ['TI-3aroroBku mpo-
BOIMJIM B cienytoieM pexume: orkur npu ¢ = 800 °C,
3akanka B maciao ¢ 1210 °C u aBoHHOW OTHYCK MpH
560 °C [18].

[IpouHocTh Ha cxaTue M M3TUO OLEHUBAIU Ha
ycranoBke LF-100KN («Walter + Bai», LllBelinapus).
Teepnocts mocne I'TI, TO, a Takke mocie OTKUTa TPH
630 °C B Teuenue 4 94 (KpaCHOCTOMKOCTH) U3MEPSITH Ha
tBepromepe TP5006 (OO0 «Tounpubdop», Poccus).

CpaBHUTENBHBIC TPHOOIOTHYECKUE UCIIBITAHUS TIPO-
BOJWJIM NP KOMHATHOW TeMIIepaTrype Ha aBTOMaTU3UPO-
BaHHOU ManHe Tperust Tribometer («CSM Instrumentsy,
[Beiinapusi) B coorBerctBuM ¢ ASTM G 99-17,
DIN 50324. VcnblTaHusi NpOXOAWIM B PEXKHUME BO3-
BpaTHO-TIOCTYNATENbHOTO JBI)KEHHUS 10 CXEME «CTep-
KEHb—ITACTHHA» B KadecTBe KOHTpTENA MCHONB30BAIN
mapuk u3 TBepaoro cmwiasa WC—Co (BK6). Ycnosus
WCTIBITAaHUN OBUTM CIEAYIONIMMU: JIMHEHHAsS CKOPOCTh —
10 cM/c, npukimageiBacmasi Harpy3ska — 2 H, mmmna
JOPOKKH — 4 MM, JutmHA Tipodera — 10 ThIC. TUKIIOB.
[podunu nopoxek M3ydaaw Ha ONTHYCCKOM HpPOdHUIIO-
metpe WYKO NT 1100 («Veecoy, CILIA).

Pe3ynbTaTbl U X 06CyXxaeHue

[Tociie o6pabotku (cmermmBanus) B [ILIM B TeueHue
15,30 145 MuH onpeIeIIsTi TEXHOJIOTHUECKHIE CBOWCTBA
KKJOM TIOPOIIKOBOW CMECH: TEKY4YEeCTh, HACBHIITHYIO
IUIOTHOCTh M TpaHylloMeTpuuyeckuil coctas. B Tabm. 2
MIPEICTABICHEI ITOTYICHHBIC PE3yIbTaTHL.

[TonyuyeHHbIE MOPOIIKOBBIE CMECH HE TEKIIN» IpH
onpenenennn Tekydectu cormacno ['OCT 20899-98.
HeOonbmire OTKIOHEHHsS B 3HAYCHHAX HACHITHOU
IUTOTHOCTH CBSI3aHBI C Pa3HUICH B pa3Mepax YacTHIL.
OTCyTCTBHE TEKy4eCTH M HU3Kasl HACBIIIHAS TUIOTHOCTD
00yCJIOBJICHBI BBICOKOW JIUCIIEPCHOCTBIO TOPOILTKOBOM
cMecu (cpenuuii pasmep yactuil 10—16 mxm). U3menenue
TPaHyJIOMETPHICCKOTO COCTaBa OOBSICHACTCS TEM, UTO

Y Arnomepatsl

L

Puc. 1. POM-u300pakenust MOphoIoriuy yacTHil (@)
nopouikoBoii cmecu BPC 1 uX MUKPOCTPYKTYpbI
Ha TornepevHoM 1uude (0)

Fig. 1. SEM images of the morphology of HSS powder mixture
particles (@) and their microstructure in cross-section ()

WU3MENBFICHIE YaCTHI IPOUCXOANT TIPH Pa3HOM [UTHTEIh-
HocTu o0padoTku: 15, 30 u 45 mun. B nocneanem ciy-
Yyae YaCTHIIBI TO/IBEPraroTcs arsioMepanu. Jlanpueirme
WCCJIEIOBaHMsT TIPOBOAMIIM Ha IOPOIIKOBOI cMecH,
noirydyeHHol o0Opabotkoii B I1IIM B Teuenne 30 muH,
YTO C TOYKH 3PEHHUS JOCTHIKEHHUS TUCIIEPCHOTO TPaHyJIo-
METPHUECKOTO COCTaBa SIBISCTCS ONITUMAIBHBIM.

Ha puc. 1 nokazansl POM-u3o0paxenus Mopdono-
TUU YacTull nopomkoBoir cMecn bPC n ux MUKpoOCTpyK-
Typsl Ha momepeyHoM nuiude. BumHo, 4To YacTHIIbI
MOPOIIKOBOM CMECH HMEIOT pa3Mepbl B JIHalla3oHe

Tabnmya 2. TexHosioru4eckue cBoiicTBa nopouikoBoii cmecu bPC
NpU pa3Ju4HOIl JunTe/IbHOCTH 00padoTku B ITIIM

Table 2. Technological properties of the HSS powder mixture
at different processing durations of the PBM

Haceinnas
IUIOTHOCTb, I/cM?

JnuTenbHOCTh

TexyuecTs, ¢
00paboTKH, MUH Y ’

Juanazon
pacnpeeneHus
pa3Mepa 4acTHIl, MKM

KsauTuin
pacmpenenenus D

Cpennuii pazmep

YacCTHI], MKM MKM

50°

15 2,66 6-30 12 11
30 HE TEYEeT 2,50 3-30 10
45 2,90 4-30 16 12
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2-25 mkM, ux ¢opma OIM3Ka K OKpYIVIOH, a Oojee
KpYIIHbIe M3 HHX MPEICTaBISAIOT OO0 armomeparsl.
N300paxkeHHsI TOMYy4YEHBI B PEXHUME JICTCKTHPOBAHMUS
00paTHOOTPAKECHHBIX DJICKTPOHOB, YTO IIO3BOJISET IO
KOHTPACTy BBIACTUTDH TSKEIBIC JICTHPYIOIINE SIEMEHTHI
(BonmbpamM 1 MONHOIEH), TUCIIEPCHO-pacIpeacICHHbIC
KaK Ha IIOBEPXHOCTSIX, TaK M B 00BbEME JKEJIC3HBIX YaCTHII.

Hannine BBeNEHHOW KEpaMUKU (PHKCUPYETCS JHUIIH
npu obuiem aHammze MetogoMm OJIC HabmrOmaeMbIX
Y4aCTKOB, YTO MOKET TOBOPUTH O BHICOKOH PaBHOMEPHO-
CTH pacrpeieleHUs] BBICOKOINCIIEPCHON T00aBKH B 00b-
eMe TOpPOIIKOBOH cMecH, 0e3 00pa3oBaHUs OTICIBHBIX
arJIOMEepaToB.

Ha puc. 2 npencraBieHa 3aBUCUMOCTb OTHOCHTENb-
HOW IUTOTHOCTH 3arOTOBOK OT JABJICHUS MPECCOBaHMS
[ocJie MPECCOBaHUS U CHEKaHus. M3 NpHuBEIeHHBIX
3aBUCHMOCTEH BHJHO, YTO IPH XOJOIHOM IIpEcCcOBa-
HUU MOPOLIKOBBIE CMECH YIUIOTHSIOTCA C JOCTHKEHHEM
OTHOCHUTEIBHOW IUIOTHOCTH A0 69,8 % mpu naBieHun
900 MIIa. [Tocne criekanus oHa Bo3pacraeT a0 92,7 %.
Haubonbmas tBepaocts (62,0 £ 1,0 HRA) Habmronaercs
y caMbIX IJIOTHBIX CIIEYEHHBIX 3ar0TOBOK, CIPECCOBAH-
HeIX npu P =900 MIla. Beicokuil ypoBeHb YIUIOTHS-
E€MOCTH TIPH XOJOIHOM IPECCOBAHHU OOECIICUHBACTCS
MaTpHLeH Ha OCHOBE KEJIC3HOTO MOPOIIKA.

3HAYUTENbHBIM POCT IJIOTHOCTU MPHU CIIEKAaHUH CBU-
JICTENbCTBYET 00 MHTCHCHBHOM IIPOTEKAaHWH IIpolecca
npu temmeparype 1200 °C. Dto cBs3aHO € BBICOKOM
HCXOJTHOM JUCTIEPCHOCTHIO TIOPOIIKOBOW CMECH, KOTOpas
00yCIIaBIMBACT TOBBIIICHHYIO YICIBHYIO HOBEPXHOCTH
U CIIOCOOCTBYET AaKTHBAIlMM CIIeKaHWs. l[IpucyTcTBme
Oopa CHIKAET TeMIeparypy oOOpa3oBaHHS JKHIKON
¢a3sl B CTANU, YTO TAKKE aKTUBUPYET MPOIECC CIeKa-
Hus [10; 17]. IIpu 5TOM BO3MOXKHO 00pa3oBaHue HEKOTO-
POro KOJIMYECTBA KUIKOH (hasbl.

Ha puc. 3 npencrasnensr POM-u300pakeHus MUKpO-
CTPYKTYpBI criedeHHoro obpasna ctaim POMSKS ¢ kepa-

95
90
85 |
80 |+
75

70 L ITocne nmpeccoBanus 3
65 |
60 |

55 1 1 1
100 300 500 700 900

Ilocne cnekanus

OTHOCHUTEIbHAS IJI0OTHOCTE, %

JlaBnenue npeccosanus, MIla

Puc. 2. 3aBUCUMOCTE OTHOCUTEIBHOM TIOTHOCTH 3arOTOBOK
OT JIaBJICHUs [IPECCOBAHMS JI0 U MOCIIE CIICKAHMUS

Fig. 2. Dependence of relative density of billets
on compaction pressure before and after sintering

MHYECKOH T0OaBKoH, cripeccoBanHoro mpu P = 900 MI1a.
MHUKpOCTPYKTypa CIIEYEHHOW 3aroTOBKH JOCTaTOYHO
OHOPOJHAS, TIOPHCTAs, JIETUPYIOIINE HIIEMEHTHI He 00pa-
30BaM Kapouaneix coemunennii Me,C u MeC, obec-
neynBaronmx kpacHoctoiikocts BPC. Bnusinue kepa-
MHUYECKOM TOOABKH IO H300paKCHUSIM MUKPOCTPYK-
Typbl U pesyasraram JJ]C-aHannza OLIEHUTH CIOXKHO.
Ha puc. 3, 6 MOXHO BBIIEITUTH 3epHA MATPHIIBI PAa3MEPOM
3-8 mxM. OOmmii snemeHTHBI DJIC-aHanu3 (MHTET-
pasbHast 00J1acTh Ha pHUC. 3, @) TOKa3bIBACT HATHIHE dJIe-
MeHToB Hf m Si, mpucyTcTByronmx B KepamMuKe, HO HE
BXOJAIIMX B cocTaB camoit BPC P6MS5KS (Tabm. 3). Do
CBHJICTEIHCTBYET O 3HAYUTECIBHOM PACTBOPEHUH Kepa-
MUYECKOH 100aBKU B CTAIbHON MaTpHIIE.

[Tocne ropsiuero mpeccoBaHUs! MOPOIIKOBON CMeCH
MOJTy4eHHas 3aroToBKa uMena TBepaocts 64,0 + 0,3 HRC
IIpY OTHOCHUTENBHOM IIOTHOCTH 97,2 % u mocne TO
OHA U3MEHMJIACh HE3HAYuTeabHO — 10 64,7 = 0,2 HRC.
Bricokass TBepAOCTb TOPSUEIIPECCOBAHHON 3arOTOBKU
cBsi3aHa ¢ HH3KoW Temmeparypoit I'Tl, uro oOycmoim-
BacT COXpaHEHHE Oojiee MENKO3EPHUCTOW CTPYKTYPBI.

Puc. 3. POM-u300paskeHUsI MUKPOCTPYKTYPbI
CIIEYCHHOTO 00pa3iia MPH YBETHICHHN

500" (a) 1 2000* ()

Fig. 3. SEM images of the microstructure
of the sintered sample

at 500" () and 2000 (#) magnification
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Tabnuuya 3. Pesyabrarhbl 00mero u JJ1C aHaIM30B MUKPOCTPYKTYPHBIX COCTABJISIIOIIMX
cneyeHHoii 3aroroBku BPC (cm. puc. 3)

Table 3. Results of general and EDS analyses of microstructural components of the sintered HSS billet (see Fig. 3)

O6nacts Coneprxanue, ar. %
(KOMITOHEHT) C \Y Cr Fe Mo Hf W Co (¢} Si
1 (O6mmit) | 204 | 24 | 38 | 584 | 40 | 04 1,8 | 25 | 3,7 | 27
2 (WC) 81,5 - - 2,4 - - 16,2 - - -
3 (Mo) 62,0 | 33 | 24 | 145 | 162 - 1,8 - - -
4 (Marprma) | 172 | 04 | 24 | 78,6 | 12 - 0,3 - - -
5 (®Bn) 27,1 | 373 | 24 | 254 | 29 - 4.8 - - —

B nanpHeiimeM mnpu AIUTENBHON BBIIEPKKE B XOJE
OT)KMT'a M ayCTEHUTH3AlMU IPU BBHICOKOW TeMIlepaType
MIPOUCXOIUT HEM30EKHBIH poCT 3epHa. PocT TBeprocTH
nocie TO oObsicHseTCsl B OOJIBIIEH cTeeHH 00pa3oBa-
HUEM KapOMIHON CETKH MpPHU 3aKalKe U BTOPHYHBIX Kap-
OuIoB B xo1e oTmmycka [19].

Ha puc. 4 mnokazanel POM-uzo0pakeHHss MUKpPO-
crpykrypbl ['TI-3aroroBku mocine TO. Kak MoxHO
BUJICTh U3 MIPUBEJCHHBIX JAHHBIX, KAPOU MeGC Xapak-
TepHOU MOP(OJIOTHU pacIpeeNiCH BIOIb TPAHHUII 3ePeH,
yT0 OoJiee TUIU4HO st TUThIX BPC [18; 20]. D10 MOXET
CBUJICTCILCTBOBATh O (HOPMHUPOBAHUU 3HAYUTEIHHOTO
KOJIMYECTBa SKUAKON (ha3sl B pE3ylbTaTe OIUIaBICHHUS

9BTEKTHKH BCJICACTBHC BIUSHHUS OOpa C BBINAACHHCM
5BTEKTHYECKOTO Kapouna Me,C, 4ro Takke nemaer
HEOOXOIMMBIM TTPOBE/ICHUE 3aKAIKH NP 00Jiee HU3KUX
temrieparypax [17; 19]. B marpuiie, npeacraBieHHOMN
TBEPABIM PACTBOPOM HAa OCHOBE JKENE3a, PACTBOPCHEI
nerupytonue 31emenTsl. [Tocne I'Tl ¢ nocaenyromeit TO
B MHKPOCTPYKTYpe (PUKCHUPYIOTCSI BBEACHHBIC KEpaMH-
YeCKHE YacTHUIIBI (Ha pHC. 4, 6 OTMEYEHBI COIIACHO MPEe/-
nonaraeMbiM (pazam). Pasmep 3epeH coctaBisieT B cpel-
HeM 14-34 MxM, a BenMYMHA KEPAMHUYECKHX YaCTHII
2—4 MxM. Bropuusbrii kapoum MeC He oOHapyKeH,
a BaHaaui, mo pesynbratam DJIC (Tadm. 4), comepxurcs
B Marpuie u kapoune Me,C. Bropuunbiii kapoun MeC

Puc. 4. POM-u300pakeHns] MUKPOCTPYKTYPBI TOPSUEIIPECCOBAHHOI 3aT0TOBKH TIOCIIE TEPMOOOPAOOTKH

Fig. 4. SEM images of the microstructure of the hot-pressed biller after heat treatment

Ta6bnuya 4. Pesynbrarbl J]C-aHa/m3a MUKPOCTPYKTYPHBIX KOMIIOHEHTOB ropsiyenpeccoBanHoii 3aroropku bPC

Table 4. Results of EDS analysis of microstructural components of the hot-pressed HSS billet

Conepxanue, at. %
KommnoneHT -
C (@) Si A\ Cr Mn Fe Co Mo Hf
Marpuna | 14,3 - - 1,4 3,7 - 74,5 | 2,8 2.1 - 1,3
HfSiO, 9,8 | 60,2 | 20,0 | 0,9 — 0,4 2,6 0,1 0,4 5,6 —
HfO, 18,5 | 57,9 - - 0,5 - 3,6 0,4 1,3 | 17,7 -
Sio, 11,2 | 61,3 | 20,6 | 1,3 0,6 0,2 43 - 0,5 - —
MeC 31,9 - - 4.8 3,9 — 32,8 | 1,6 | 15,6 - 9,4
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Tabnunya 5. Pesynbrarsl POA ropsiuenpeccoBanHoi
3aroroBkn P6MSKS ¢ kepamuyeckoii 1060aBKoii

Table 5. XRD results of the hot-pressed R6MSKS billet
with ceramic additive

B MCCJIEYEMBIX YYaCTKaX MUKPOCTPYKTYPbI U PE3YJIbTa-
tax POA (tabi. 5) He HaOMOMaeTCs, 0 YeM TaKXKe CBHIC-
TEJLCTBYET HE3HAYUTEIbHBIN pocT TBepaoctu mocie TO.

CornacHo 1aHHBIM PDA (QUKCHPYIOTCS CleAyroIIHe
daspr: o-Fe (marpuna), kapoun Me,C (W,Fe,C/Mo,Fe,C),
a Taxxke HfO, n HfSiO,, 4ro cornacyercs ¢ pesysbra-
TaMU UCCIIEN0BaHUs MUKPOCTPYKTyphl. Kepamuueckue
BKJIOUEHHUs1 (puc.5) MOTYT TPEIACTaBISITH COOOM
CHJIUKAT ra(Hus, KOTOPhIH MOT 00pa30BaThCsi KaKk BO
Bpems npouecca I'Tl, Tak u B Xxone nanpHEHIIEn TepMO-
o6pabotku [15; 21]. Tlpu 3TOM YacTuIBl OENOro 1BETa
B CTPYKTYpE KepaMHUYECKOM JT0OaBKH (cM. puc. 4, Tad. 4)
B HEKOTOPBIX y4acTKaX MO COCTaBy OJU3KU K COEIMHE-
nuro HfO,, 4T0 CBHAETENBCTBYET O HEMOJIHOM B3aHMO-
neiicreuu HfO, ¢ Si0,, kotopeie o6pasyror HfSiO, [21].
COOTBETCTBEHHO, YEPHBIE yYACTKU IO COCTaBY OJM3KU
k Si0,.

HNccnenoBanbl npouHocTHbIE XapakrepucTuku ITI-3a-
TOTOBOK: IIPOYHOCTH HA M3THO M Ha CXKaTHeE, IT0KA3aTeIH
koTophIx coctaBwin 1141 £+ 50 u 2157 + 42 Mlla coor-
BeTCTBEHHO. Kpome Toro, ompeseneHa KpacHOCTOM-
kocTh ['TI-00pa3IoB OTKUTOM Ha BO3AYXE B TCUCHHE

Pasa CrpykTypHBIi O65€M1:aﬂ T, A 44 npu ¢= 630 °C. TBepaOCTh MOCIE OTKHMIA COCTa-
! nons, % Buna 59,5 = 0,8 HRC, 4to cooTBeTCTBYeT TpeOOBaHHIM

a-Fe cl2/1 82,4 a=2,890 I'OCT 19265-73.
Me,C cF112/2 9.9 a=11,026 Ha puc. 5 noxaszaHo BIMsAHHE KePaMUUYECKOH J00aBKU
HISIO, D473 1.6 B Ha 3aBUCHMOCTh KOA((HUIMEHTa TPEHUS OT IUIUHBI IIPO-
Oera u 2D-mpodwmiis mopoxku uzHoca ['TI-3aroroBok
HfO, mP12/3 1.5 - MOPOINKOBOK ObIcTpopexymeii cramn PO6MSKS. Vera-
Aycrenur cF4/1 4,5 a=3,612 HOBJICHO, YTO OHH HMEIOT CTaOMIIbHO HH3KUH K03 u-

nueHT Tpenus (0,20-0,22) npu CKONBXEHUH MIapuKa 13
craBa BK6. 3HaueHus npuBeeHHOIO U3HOCA, paccyu-
TaHHBIC IO 2D-nIpoprisiM TOPOKEK M3HOCA, COCTABIIIN
5,40-10°° u 2,56-10°° mm>/(H- M) ms 3aroroBok P6M5KS5
u P6MS5SKS + kepamuka COOTBETCTBEHHO. Takum oOpa-
30M, KepaMuuecKkas J00aBKa NMPHUBOIUT K YBEIUUCHHIO
n3HococTorkoctu ctanu POMSKS B 2 pasa (cm. Tadm. 5).
3T0 B HEPBYIO OYEPEAb CBA3AaHO C TOBBIIICHHOW TBEp-
nocteio (64,0 £ 0,3 HRC) obpasma 3a cuer oOpa3oBa-
HUsl KapOMIHOM ceTku M TBepabix vactun SiO, n HfO,.
[IprueM mnpuBeACHHBIM W3HOC KOHTpTesna (Tadi. 6)
B/BOE BblllIe NpyU ucnbiTanuu POMSKS ¢ kepamuyeckoit
100aBKOM.

Cornacto [22] yBennyeHHE TUIOMIAN JEHCTBUTENb-
HOIO KOHTaKkTa TpHUOOMapbl COMPOBOXKIACTCS YBEU-
yeHueM kod(d¢urmenta Tpenns. OgHAKO TPH CKOJb-
JKEHUH mapuka mo obpasiy POMSKS ¢ kepamuueckoit
N00aBKOH H3TOT mMapameTp He u3MeHmIcs. JlopoxkKy

S 0,25 0,6
P6MS5KS + K
5 020 03T
= 015 0
g O P6MSKS g
o -0,3
= P6MS5KS + K - ’
g2 0,10 = P6MS5KS5S
= -0,6
=
-gl; 0,05 -0,9
M 0 1 1 1 1 a 12 | | | | o
0,02 16,00 32,00 48,00 64,00 8,00 0 100 200 300 400 500
JmHa mpoGera, M d, MKkM

Puc. 5. 3aBucumocTb K03 duileHTa TpeHus OT IHHBI mpobera (a) u nzodpaxenue 2D-npoduiteii qopoxkek uzHoca ()

TOPSYETIPECCOBAHHBIX 3ar0TOBOK 13 ctanu POMSKS nu POMSKS + xepamudeckas no0aBka

Fig. 5. Dependence of friction coefficient on running distance (a) and 2D profiles of wear tracks ()
of hot-pressed ROMSKS steel billets and ROMS5KS steel billets with ceramic additive

Ta6nuya 6. Pe3yabrarbl TPHO0I0THYECKUX HCIIBITAHMI

Table 6. Results of tribological tests

OBpasen IpuBenennsii nznoc, 106 mv?/(H-m) Kospdumuent tpenns
Obpa3ern Kontpreno Hauaneneii |  Cpeanuit Koneunsit
P6MSKS 5,40 0,20 0,41 0,22 0,23
P6MS5KS + kepamuka 2,56 0,47 0,40 0,20 0,20

51



DM v on

W3BECTUA BY30B

W3BECTUA BY30B. [TOPOLIKOBAA METANNYPTUA U GYHKLLIMOHANBHBIE MOKPbITUA. 2024;18(4):45-54
Axmemos A.C., MykaHog C.K. u dp. iucnepcHoe ynpoYHeHne NopoLLKOBOM bbicTpopekyLien ctann PEMSKS ...

%o U

I[opox\'Ka HU3HOCa

Puc. 6. POM-n300paxeHust JOPOXKKH U3HOCA TOPSUCIPECCOBAHHOTO 00pasiia (a) U MPOoIyKTOB U3HOCA (6)

Fig. 6. SEM images of the wear track of the hot-pressed sample (@) and wear products (6)

Ta6nuya 7. Pesyabrarel JJIC-aHa 1132 KOMIIOHEHTOB JOPOKKH H3HOCA

Table 7. Results of EDS analysis of wear track components

Ne yuactka Copneprxanne, at. %
mapuc.6 | C | O | Si | V | Cr | Fe | Co | Mo | Hf | W
1 195 — | 232235 ]640| 38 |30 02| 1.6
2 98 [543 | — | 12| 1,6 [270| 1,6 | 1,3 | 0,1 | 3.1
3 126 51,7 — |09 | 1,7 [281] 1,6 | — | 01 | 33
4 129 1463 | 23 | 1,2 | 22 285 1,9 | 04 | 1,9 | 2.4
5 4491389 05| 05|07 | 11,9]| 06 | 0,6 | 0,1 | 1,3

n3Hoca 3arotoBkn POMSKS ¢ kepammueckoil 1o6aBkoi
uccienoBanu npu nomoum POM (puc. 6). Ha ee xpato
MIPUCYTCTBYIOT COOTBETCTBYIOIINE MPOAYKTHI B BHUJC
XJIONTBEBUIHBIX artomepaToB. [1o nanaeiv O/1C (Tabdmn. 7)
OHHU TIPEACTABIAIOT COO0M CMeCh YacTHIl OKHUCICHHOTO
KOHTpTENa U cTanu. Takxke B 00JacTd TOPOKKU M3HOCA
00Hapy)KeH HAIUIIINHA CIION U3 OKUCICHHBIX MIPOIYKTOB
n3HOCa o0pasla U KOHTpTena. SIpko BbIpaKeHHas reTe-
pOTeHHAsI CTPYKTypa C KepaMHUYECKUMH BKIIOUCHUSIMH
OJH3Ka K CTPYKTYPE IMOPOIIKOBBIX METAILIOCTCKIITHHBIX
Matepuainos [23].

B npouecce usnoca wactuupl HfO,, SiO, n HfSiO,
MOTYT CIIOCOOCTBOBaTh €ro ymeHsalneHuto [24]. Obpa-
30BaHHas KapOWIHAs CTPyKTypa OoJjiee IIPEOIIOuTH-
TeJIbHA C TOYKHU 3PEHUS U3HOCOCTOMKOCTH B CPaBHCHHH
C JUCHEPCHBIMU KapOumamu [25]. MOXHO Tpearnolio-
KHUTh, YTO TOJNYYEHHBI KOMITO3WIIMOHHBIA Marepual,
MIPOIEMOHCTPUPOBABIINI BBICOKYIO KPaCHOCTOMKOCTD,
TaK)Xe MOXKET HAaUTH IPUMEHEHHE B IPOU3BOICTBE H3HO-
COCTOMKHUX U3/IEIHA, SKCIUTyaTUPyEeMbIX U TeMIIepary-
pax 1o 630 °C.

BoiBogabi

1. Ilony4eHbl CHEUEHHbIE U TOPAYENPECCOBAHHbBIE
3aroroBku bPC mapku PO6MSKS ¢ 3 %-Hoit noGaBkoii
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retepodasnoii kepamuku MoSi,~-MoB-HfB, ¢ otHocu-
TEJIBHOM MJIOTHOCTHIO 710 92,7 1 97,2 % COOTBETCTBEHHO.
TBeprocTh criedeHHOM 3aroToBKH coctaBuia 62,0 HRA,
ropsiuenpeccoBannoii — 64,7 HRC, a mpouHocth Ha
u3ru6 — 1141 MIla u Ha cxarue — 2157 MIla B o6oux
cllydasx.

2. YCTaHOBIIEHO, YTO TOpSYENpPECcCCOBaHHAs 3aro-
TOBKa XapaKTepHU3yeTCs BBIPAKEHHOM TIeTepOreHHOM
MHUKPOCTPYKTYpPOU, OJHM3KOH K METaJUIOCTCKISTHHBIM
MaTepuaam.

3. Tpubomornyeckre HWCIBITAHUS TOKA3aJld, YTO
BBEJICHHE KEPaMUYECKOW T00aBKH MoSiz—MoB—HfB2
B COCTaB ropsiYeIPeCCOBAaHHOMN 3aTOTOBKH OBICTPOPEKY-
mei cranmu POMSKS npuBeno k NOBBIIIEHUIO U3HOCO-
cToiiKkocTH OoJee ueM B 2 pasa.

4. Ilpennoxken cnoco® JAanbHEHIIEro ymydIleHus
(hU3HMKO-MEXaHHUUYECKUX CBOWUCTB IyTEM BBEJCHHS MEHb-
miero KoJIM4yecTBa Oopcopepikaiield KepaMHU4ecKOM
Jn00aBKM M TPOBENEHHs 3aKajJKu IMpU 0Oojiee HU3KUX
TeMIepaTypax.
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XapocTtounkue nokpbitusa Zr-Mo-Si-B,
NOoNy4YeHHble METOAOM MarHeTPOHHOIO pacnblieHUs
B pexxkumax DCMS u HIPIMS

A. 1. YeptoBa' ®, ®. UI. Yygapun', U. O. Baxpymesa',

10. 10. Kannauckwuit!, X. Ren?, P. Feng?, E. A. JleBauios’,
®. B. Kuproxauues-Kopuees'

! HauuoHaabHbI HCCAeI0BATEILCKHI TexHoIornYecKuii ynusepeuter « MUCHUC»
Poccus, 119049, . Mocksa, JleHuHCKMi TIp-T, 4
2Henan Academy of Sciences
Zhengzhou 450046, China
3 China University of Mining and Technology
Xuzhou 221116, China

&3 alina-sytchenko@yandex.ru

AHHOTayms. PaboTa mocesilieHa co3IaHHi0 KapOCTOUKUX TTOKPBITHI cucteMbl Zr—-Mo—Si—B. PaccmaTpuBaroTcsi BOIPOCHI, CBSI3aHHbBIC
C TIPOIIECCOM OCaXICHUS TOKPBITHIT METOIAMH MarHETPOHHOTO PacTblIeHHs Ha mocTostHHOM Toke (DCMS, direct current magnetron
sputtering) ¥ B BEICOKOMOITHOM uUMIyabcHOM pexume (HIPIMS, high-power impulse magnetron sputtering). BeimonHeH ananns
TUIa3MBI Ta30BOTO pa3psja, NCCIEA0BaHA CTPYKTYpa, OMpeIeIeHbl MEXaHNIECKHE XapaKTePUCTUKH U 5KapOCTOHKOCTh MOMyYEHHBIX
MOKPBITHH. YCTAHOBIICHO, YTO OHH SIBJISIFOTCS PEHTTEHOAMOP(HBIMH M XapaKTEPH3YIOTCS IUIOTHOW ManoAe(eKTHON CTPYKTYpOi
C PaBHOMEPHBIM PACIpeAeIeHneM 3IEMEHTOB MO TOJIHHe. Bce MOKphITHSA 007agaloT BHICOKOH CTOHKOCTBIO K OKHCICHHIO MPH
temmeparypax 1100 u 1300 °C. Ilepexon ot pexkxuma DCMS x HIPIMS npuBen k cHmkeHUI0 ITyOHHBI OKHCIeHns Ha 16-21 % mpn
temneparype 1300 °C. ITokpsiTue, momydenHoe B pesxkume DCMS, nMeno MakcuMaabHYO TOJNIIMHY U ITOKa3aJI0 JIYYIIyo CTOMKOCTh
K okucieHnto npu temmeparype 1500 °C. Bricokast )KapoCTOHKOCTh MOKPBITHI 00yClIOBICHA 00pa30BaHMEM 3alIMTHOH MOBEpX-
HOCTHOM OKcHAHOH miienku Si:B:O ¢ aucneprupoBaHHbIMU B Hel HaHOKpHUCTaiTamu das 1-ZrSiO, u m-ZrO,.

KnioueBble cnoBa: MardH€TpoOHHOC pacnblUICHUE Ha IMOCTOAHHOM TOKE, BbLICOKOMOIIHOEC HMMITYJIbCHOC MArH€TPOHHOC pacClbUICHUE,
TIOKPBITHA, )KapOCTOﬁKOCTB

BbnarogapHocTy: Pabora BrinonHeHa npu GpuHAHCOBOH Moaaepxke Poccuiickoro Hayunoro gonma (mpoext Ne 23-49-00141).

P. Feng u X. Ren Boipaxarot 6maromaprocTs HaronansHoMy (oHIY ecTecTBeHHBIX HayK Kurast 3a pUHAHCOBYIO TOAIEPKKY (IIPOESKT
Ne 52261135546).

Ana yntnposanmsa: Yeprosa A.Jl., Uynapun @.1., Baxpymesa 1.0., Kamtanckuit F0.10., Ren X., Feng P., Jleramos E.A., Kuproxan-
ues-Kopuees @.B. XKapocroiikue mokpsitust Zr—Mo—Si—B, mony4deHHbIe METOI0M MarHETPOHHOTO pacmblieHus B pexnmax DCMS
u HIPIMS. Hzeecmus 8y306. [lopowrkosas memainiypeus u (hyHkyuonaivrvle nokpuimusi. 2024;18(4):55-68.
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© 2024 r. A. . YeprtoBa, ®. U. Yynapus, U. 0. Baxpyea, 10. 10. Kansanckui, X. Ren,
P. Feng, E. A. Jleamos, ®. B. Kuproxauues-Koprees 55


https://doi.org/10.17073/1997-308X-2024-4-55-68
mailto:alina-sytchenko@yandex.ru
https://doi.org/10.17073/1997-308X-2024-4-55-68
mailto:alina-sytchenko%40yandex.ru?subject=
https://www.list-org.com/search?type=name&val=%D0%A4%D0%95%D0%94%D0%95%D0%A0%D0%90%D0%9B%D0%AC%D0%9D%D0%9E%D0%95%20%D0%93%D0%9E%D0%A1%D0%A3%D0%94%D0%90%D0%A0%D0%A1%D0%A2%D0%92%D0%95%D0%9D%D0%9D%D0%9E%D0%95%20%D0%90%D0%92%D0%A2%D0%9E%D0%9D%D0%9E%D0%9C%D0%9D%D0%9E%D0%95%20%D0%9E%D0%91%D0%A0%D0%90%D0%97%D0%9E%D0%92%D0%90%D0%A2%D0%95%D0%9B%D0%AC%D0%9D%D0%9E%D0%95%20%D0%A3%D0%A7%D0%A0%D0%95%D0%96%D0%94%D0%95%D0%9D%D0%98%D0%95%20%D0%92%D0%AB%D0%A1%D0%A8%D0%95%D0%93%D0%9E%20%D0%9E%D0%91%D0%A0%D0%90%D0%97%D0%9E%D0%92%D0%90%D0%9D%D0%98%D0%AF%20%20%D0%9D%D0%90%D0%A6%D0%98%D0%9E%D0%9D%D0%90%D0%9B%D0%AC%D0%9D%D0%AB%D0%99%20%D0%98%D0%A1%D0%A1%D0%9B%D0%95%D0%94%D0%9E%D0%92%D0%90%D0%A2%D0%95%D0%9B%D0%AC%D0%A1%D0%9A%D0%98%D0%99%20%D0%A2%D0%95%D0%A5%D0%9D%D0%9E%D0%9B%D0%9E%D0%93%D0%98%D0%A7%D0%95%D0%A1%D0%9A%D0%98%D0%99%20%D0%A3%D0%9D%D0%98%D0%92%D0%95%D0%A0%D0%A1%D0%98%D0%A2%D0%95%D0%A2%20%20%D0%9C%D0%98%D0%A1%D0%98%D0%A1

DM v on

W3BECTUA BY30B

W3BECTUA BY30B. [TOPOLIKOBAA METANNYPTUA U GYHKLLMOHANBHBIE MOKPbITUA. 2024;18(4):55-68
Yepmoea A.[., YydapuH ®.M. u dp. HapocToikme nokpbiTna Zr—Mo—Si—B, nonyyeHHble METOLOM MarHeTPOHHOIO ...

Oxidation-resistant Zr-Mo-Si-B coatings
deposited by DCMS and HIPIMS methods

A. D. Chertova' S, F. 1. Chudarin!, I. O. Vakhrusheva!l,
Yu. Yu. Kaplansky', X. Ren?, P. Feng?, E. A. Levashov',
Ph. V. Kiryukhantsev-Korneev'

I National University of Science and Technology “MISIS”
4 Leninsky Prosp., Moscow 119049, Russia
2Henan Academy of Sciences
Zhengzhou 450046, China
3 China University of Mining and Technology
Xuzhou 221116, China

&3 alina-sytchenko@yandex.ru

Abstract. This study focuses on the development of high-temperature oxidation-resistant coatings within the Zr-Mo-Si-B system.
It addresses the deposition processes using direct current magnetron sputtering (DCMS) and high-power impulse magnetron sput-
tering (HIPIMS). The research includes an analysis of gas discharge plasma, investigation of the coating structure, and determi-
nation of the mechanical properties and high-temperature oxidation resistance of the resulting coatings. The coatings were found
to be X-ray amorphous, characterized by a dense, defect-free structure with a uniform distribution of elements throughout their thick-
ness. All coatings demonstrated high oxidation resistance at temperatures of 1100 and 1300 °C. The transition from DCMS to HIPIMS
mode resulted in a 16-21 % reduction in oxidation depth at 1300 °C. The coating obtained via DCMS exhibited the greatest thickness
and the best oxidation resistance at 1500 °C. The high-temperature oxidation resistance of the coatings is attributed to the formation of
a protective surface oxide film of Si:B:O, with dispersed nanocrystallites #-ZrSiO, and m-ZrO, phases.

Keywords: direct current magnetron sputtering, high-power impulse magnetron sputtering, coatings, high-temperature oxidation

resistance
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BsepeHue

Jucumaumn unpkonus ZrSi,, 61aronaps BBICOKHM
MIPOYHOCTHBIM XapaKTEPUCTHKAM M CTOHKOCTH K OKHC-
JICHHUIO, SIBJISIETCA TEPCIEKTUBHBIM MAaTEpUaAIoOM  JUIS
WCIOJIb30BaHUSI B KaueCTBE OCHOBHI MpH pa3paboTKe
XKapo- U HU3HOCOCTOMKHMX MOKpbITUH [1; 2]. 3amurHbie
coiictBa ZrSi, 00ycIOBIEHbI 00pa3oBaHUEM IIOBEPX-
HOCTHOTO CJI0s1 okcuaa kpemuus SiO,, KOTOpBIH Ipe-
MSTCTBYET MTUQPQY3UH aTOMOB KHUCIOPOIA BIIIyOb MaTe-
puana, a Takke OO0JamacT IOBBILICHHON BSI3KOCTHIO
W CITOCOOCTBYET 3aJICUMBAHUIO TPEIIHH, 00Pa3yIOIHXCS
Ipu HarpeBe. B MHOTOKOMITOHEHTHBIX M MHOTO(a3HBIX
Marepuaiax JIOKaJbHas MEepeTrpymIupoBKa YacTHIL,
BbI3BaHHAst (a30BBIM TIEPEXOJOM OT MOHOKJIMHHOTO
okcuna uupkonust ZrO, K TerparoHanbHomy ZrQO,,
SIBIISIETCS €Ille OHUM MEXaHHU3MOM 3aJiedMBaHUs Je(eK-
ToB [3]. Bonee Toro, ZrO,, obpasyromuiics B pe3yib-
Tare OKUcieHust ZrSi,, UMEET BBICOKYIO TEMIIEpaTypy
IUIaBIEHHA W MOXeT pearuposarh ¢ SiO, ¢ oOpaso-
BaHUEM cuIMKaTta uupkonus ZrSiO,, KoTopbid obna-
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JJaeT BBICOKOW XMMHYECKOH CTaOWJIBHOCTBbIO M HHU3KOM
KHCIIOPOIONIPOHUIIAEMOCTHIO [2; 4; 5].

HecMoTpsi Ha BBICOKME MOTEHIMAN MPAKTUYECKOTO
WCTIOJIh30BaHusl, HHPOpPMAIUs O pa3pabdoTKe MaTepua-
JI0B Ha OCHOBe ZrSi, orpanuyeHa. B m3BecTHbIX pabo-
Tax [6; 7] onuceiBaercs kepammka ZrSi,~MoSi —ZrB,,
MOJIlyYeHHass  METOAOM  CaMOpacHpOCTPaHSIOLIETroCs
BbICOKOTeMIeparypHoro cuHTe3a (CBC), kotopas 3a
cueT 00pa30BaHUs MHOTOCIIOMHOHM CTPYKTYpbI, COCTOSI-
el u3 cnost ZrSiO, u noxcnoes Ha ocHose ZrO, u SiO,,
o0NaiaeT BBICOKOW YKapOCTOMKOCTBIO TIPH TEMIIEpaType
1650 °C.

Hapsiny ¢ pa3paboTkoii 00BEMHBIX MaTepHalioB Ha
OCHOBE ZrSi2 WCCJIeIOBATEeNM TaKXKe YACNSIOT BHH-
MaHHUE CO3JAaHUIO0 MOKPHITUHA aHAJIOTMYHOTO COCTaBa.
[ToxpeiThss Ha OCHOBE ZrSi, IHMPOKO HCIONb3YHOTCS
JUTS 3alUThl [IUPKOHHEBBIX ciutaBoB [8—10], C/C-kom-
no3uToB [11-14], rpadura [15; 16] oT okucieHUs mpu
BBICOKHX TemIeparypax. B paborax [8; 9] nokazano, 4ro
OC@XKJICHUE MOKPHITHH ZrSi, COCOOCTBYET CHMKEHHIO
TOJIILIMHBI OKCUJHOTO CJIOS LIMPKOHHEBOI'O CILIaBa IpH
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temneparypax 1000 u 1200 °C B 10 pas. IIpencrasuser
MHTEPEC BBEICHHE B COCTAaB HMOKPBITU ZrSi, cuauuuia
MOJHMO/ICHA, KOTOPBI UMEET CaMOBOCCTAHABIUBAIOIIHE
ceoiictea [3]. JlobaBka MoSi, CHMKAET BEpPOATHOCTh
nepexona ZrO, U3 TETparoHanbHOM (asbl B MOHOKIIMH-
HYI0, YTO BBI3bIBa€T OOBEMHOE PACIIUpPEHUE U IPUBO-
IUT K pacTpecKuBaHMIO MOKpeITHA [12]. B pabore [17]
[UTHKEPHO-O0KUTOBEIM METOJOM ITOJIYYEHBI TOKPHITHS
ZrSi,-MoSi,~ZrB,, ob6nanaromue peKOpAHOH CTOM-
KOCTBIO K OKHCIIEHUIO ITpu Temnepatypax 15001700 °C.
OTO MOKHO OOBSICHUTH CIEAYIOIUMHE (haKTOPaMHU:

— (hopMUpOBaHUEM TEPMOCTONKOW reTEPOTeHHOMN OK-
CHUJIHOM IIJICHKH,

— pactBopenreM ZrO, B OOPOCHIMKATHOM CII0€ C 00-
pasosanuem ZrSiO,;

— o0pazoBaHMEeM TEPMOCTOMKUX YaCTHIl Ha OCHOBE
MOITUO/ICHA, TPENSATCTBYIOIINX TUPPY3UN KUCIOPO/IA;

— BBICOKOI TeMIMepaTypoi IUIABICHUS U HU3KOU Terl-
JIOTIPOBOJIHOCTBEO OKCHIHOTO CJI0s1 Ha ocHOBe Zr0,, 3a-
LIUIIAIOIIET0 BHYTPEHHUE CIIOH.

HecMmoTpss Ha BBICOKYIO CTOMKOCTb K OKMCJIEHHIO
HOKpBITUH  ZrSi,~MoSi,~ZrB,, 1mOIy4eHHbIX 110 HLIH-
KEPHO-O0)KUTOBOM TEXHOJIOTHH, TPUMEHEHHE ITaHHOTO
METO/1a OTPAaHUYEHO pa3MepaMu 00pabaThIBaeMbIX J1eTa-
neil. Kpome Toro, HEBO3MOKHO TOYHO KOHTPOJIMPOBATh
(ha30BBIi cOCTaB U TONLIMHY HNOKPBITUSA. B 3TOM I1ane
MIEPCIICKTUBHBIM SIBIISIETCS METOJI MarHeTPOHHOTO pac-
npUIeHUs. Ha ocTostHHOM Toke (DCMS — direct current
magnetron sputtering), KOTOPBIH IO3BOJISICT IOJNy4YaTh
0e3nedeKTHbIC TOKPBITHS C 3a1aHHBIM (Da30BBIM COCTa-
BOM, PaBHOMEPHO! TOJNIIMHON M BBICOKOW aJAre3MOHHON
MIPOYHOCTHIO, & TaKkKe YNPOUHATh H3IENUS CIOKHOM
¢dopmer [18; 19].

[Ipumenenue BHICOKOMOIIIHOTO UMITYJIbCHOTO MarHet-
ponnoro pacneuieHust (HIPIMS — high-power impulse
magnetron sputtering) OTKPBIBA€T JOIOJIHUTENbHbIE
BO3MOXKHOCTH JIJIi HAHECCHUS KEPAMUYECCKUX IOKPHI-
tuii [20; 21]. 3a cueT Goee BHICOKOH MOIITHOCTH OH 00ec-
MIEYMBACT 3HAYUTEIHHOE YBEITHMUEHHE MJIOTHOCTH TUIA3MBI
ot ~10' gon/cm® mg DCMS no 1013-10" non/cm® mns
HIPIMS [22]. B mnocinenHem ciy4ae pachblUICHHBIC
aTOMbI MHTEHCUBHO MOHU3UPYIOTCS BO BPEMs IPOXOXKIE-
HUS 9epe3 IIa3My, ¥ IOTOK COCTOUT MPEUMYIIIECTBEHHO
W3 WOHOB, a HEe aTtomMoB, kak npu DCMS. VYBenuuenwue
COOTHOIICHHUS] HOH/aTOM B 1oToke, mpucymiee HIPIMS,
MIPUBOAUT K 3HAYUTEIHHOMY IMOBBILICHUIO aJAT€3UOHHOM
MIPOYHOCTH OCaXJTaeMBIX MOKPHITHH 3a cueT 00pa3oBa-
HUS TICeBIOAM(PPY3NOHHBIX CIIOCB M 3(P(HEKTOB HOHHOM
MMIUTAaHTAIlMM HA JTare MPeIBapUTEIBHOTO TPABICHHS
MOBEPXHOCTH MHOMJIOKKHU [22]. 3a cyeT MOBBIIIEHHOM
TUIOTHOCTH CTPYKTYPBI U IT€3UNOHHON POYHOCTH YIyd-
IaloTCd MEXaHWYEeCKHUe CBOMCTBA, H3HOCOCTOMKOCTD
1 5KapOCTOMKOCTb MOKPBITUH [23; 24].

Llenbto 1aHHOM pabOTHI ABJISIIOCH ITOTYYEHHE TOKPbI-
TUi cuctembl Zr—Mo—Si—B MeTogoM MarHeTpOHHOTO

pacnbuieHus B pexxumax DCMS u HIPIMS, usyuenue ux
CTPYKTYPbI, MEXaHUUECKUX XapPaKTEPUCTUK U CTOMKOCTH
K BBICOKOTEMIIEPAaTyPHOMY OKUCIIEHUIO.

MaTepVIa.ﬂbI U MeTOAbl UCClieflOBaHUN

[okpertust O6putn MomydeHsl Mertomamu DCMS u
HIPIMS ¢ ucnosip3oBaHueM (HyHKIHOHATIBHO-TPAJIUCHT-
HOM mumenn (ZrSi—ZrB,-MoSi,)/Cr [25]. Ocaxnenne
MOKPBITUHA MPOBOJWIIOCH B BaKyyMHOM YCTaHOBKE Ha
0aze orkaumBatomieir cucreMbl YBH-2M (AO «KBapipy,
Poccust) [26]. Hnst peanuzaruu pexxuma DCMS nipume-
Hsiicst Otok mutanus Pinnacle Plus («Advanced Energy»,
CIIA). Pacnbeuienne B pexume HIPIMS ocymiects-
JSUIOCH C WCTIONB30BaHMEM cucteMsl TruPlasma 4002
(«Trumpfh», I'epmanus). CpeaHsisi MOLIHOCTh NPU Oca-
JKJICHUU TIOKPBITHH OOOMMH METOJaMH COCTAaBIIsUIA
P=1xBt. JIns xomrneHcanuu moTepu CKOPOCTH POCTa
B pexnMe HIPIMS Obimm mpoBENEHBI SKCTIEPUMEHTHI
IIpU MOBBILIEHHOM ee 3HaueHuu P = 2 kBT. Yacrora mipu
peamuzaumn HIPIMS cocrasnsina 1 k[, qnmurensHOCTh
uMIynbcoB — 50 MKC, OCTaro4yHoe U pabouee AaBICHUS
Ar (99,9995 %) — 3-1073 u 1-107" [Ta cOOTBETCTBEHHO.
B kauecTBe MOMIOKEK HCMOJNB30BAIMCH IUIACTHHBI U3
noymkpuctammueckoro  ALO, (mapka BOK-100-1)
u Si (mapka KO®-100). [Ing ynaneHus: 3arps3HeHU
Ha TIOBEPXHOCTH TIOMJIOKEK Tepe]l HAIlbUICHHEM Mpo-
BOJIMJIUCH YIBTPA3BYKOBas OYMCTKAa B H3OMPONUIOBOM
CIIUPTE B TEUYCHHE 5 MUH M OYMCTKA MOHAMHU Ar™ ¢ sHep-
rueil 2 kaB B Teuenue 20 MMH C NOMOIIbIO HOHHOTO
nuctouHuka. Bpems ocaxnaenus cocrasisiio 60 MuH 1yis
o6oux pexumoB (P =1 kBt) u 30 mun s HIPIMS npu
P =2 kBT

[I1a3ma MarHeTpoOHHOro paspsla HCClie0oBalach
METOJIOM ONTHUYECKOW HSMHCCHOHHOW CIEKTPOCKOMHH
¢ UcIonb30BanueM criekrpomeTpa PlasmaScope («Horiba
Jobin Yvony, ®panmys). AHaIH3 cOCTaBa U CTPYKTYPHI
MOKPBITUH TPOBOIMIICA C TIOMOUIbIO CKaHUPYIOILETO
anekTpoHHOTo MUKpockomna (COM) S-3400N («Hitachiy,
Snonust), ocHameHHoro npucrtaBkoil Noran-7 Thermo
Ui sHeprogucnepcronHol  cnekrpockormu  (DC).
Tomorpadusi TOBEPXHOCTH MHOKPHITUH  HCCIIEIOBa-
Jach C WCIIOJB30BAaHUEM OINTHYECKOTO TMpoduiomerpa
WYKO-NTI100 («Veeco», CIIA). da3oBblii cocTas
MOKPBITUH  ONIPEIEIISUICS METOIOM PEHTTeHO(a30BOTO
ananmsa (POA) na nudppakxromerpe D2 Phazer («Bruker»,
Iepmanus) ¢ wucnonb3oBanueM  CuK -usnyuyeHws.
DNeMeHTHBIC MPO(QHIN MOKPHITHH OBLIH TONYYCHBI C
TTOMOIIBI0 ONTHYECKOW 3MHUCCHOHHOW CIIEKTPOCKOIHH
tneromero paspsga (OOCTP) na npubope Profiler 2
(«Horiba JY», ®panrus) [27].

MexaHuyecKkue XapakTepUCTHUKM, TaKue Kak TBep-
nocts (H), Mmonyns ympyroctu (E) M ympyroe BoccTa-
HoBinieHue (W), oueHUBaIUCh METOIOM HAaHOUHAEHTUPO-
BaHUs C HCIONBb30BaHMEM Tpubopa Nanohardness Tester
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O0603HaYeHUsI, peKUMBI OCAKAEHHUS, ITTEMEHTHBIN COCTaB, CKOPOCTH POCTa
W MeXaHNYeCKHEe XapaKTePUCTUKU MOKPBITHIT

Designations, deposition modes, elemental composition, growth rate,
and mechanical characteristics of the coatings

Ne Cocras, at. % CKOpocCThb pocTa,
Pexum - H,I'Tla | E,I'lla W, %
00p. Zr Si Mo B HM/MUH

1 DCMS 31 49 8 12 140 11+£09 | 177+8 37
HIPIMS

2 26 54 8 12 95 12+0,5] 181 +12 37
P=1xkBr
HIPIMS

3 26 55 8 11 95 14+12| 208 +19 42
P=2xkBr

(«CSM Instrumentsy, LIBeiinapus) npu Harpyske 4 mH.
s ompeneneHusl KUHETHKNA OKUCIEHHS OBUTH TIPOBeE-
JIeHbl CTyIEeHYaTble OT)KUTU Ha BO3AYyXe B MYy(QeJIbHOM
mean SNOL-7.2/1200 (AB «Umegay, JIutsa) npu Tem-
neparype 1000 °C u Boaepxkkax 10, 30, 60 u 180 muH.
JIy1st OTIeHKH KapOCTOMKOCTH MOKPBITHIA OBUIA OCYIIIECT-
BJICHBI HEM30TEPMUYECKHE OTKHUTU B MY(elbHON Meqn
TK 15.1800.IM.1® (OO0 «Tepmokepamukay, Poccust)
npu temneparypax 1100, 1300 u 1500 °C u pnurens-
Hoctu BeLIepkKH 10 muH. Ilocnme OTKHUTOB TOKpHI-
i ucciaegoBanuch Meromamu COM, DJIC m POA.
O003Ha4YCHUSI TIOKPHITHH W PEXKUMBI HX OCAKICHHS
MpeJCTaBIeHbI B TAOIHUIIE.

PesynbTaThl U X obcyxaeHue

OnarHocTunka nnasmbi
MNPU OCaXAEHMMN MNOKPbLITUN

Ha puc. 1 nmpuBeneHsl CHeKTpsl I1a3Mbl, IOJIyYEH-
HBIC TIPH paclbUICHUH MUIlIeHH Zr—Si—Mo—B B pexxnmax
DCMS u HIPIMS npu 0o1MHaKOBOM CpeHEN MOIIHOCTH
1 kBT, a Taxke B pexxume HIPIMS npu P = 2 xBT.

Ananu3 miasmel B Jamarnasone JiuH BosH ot 200
0 880 HM TPOBOAWIICS IO AJIEMEHTaM, BXOSIIAM B

COCTaB MHIIECHH, a Takxke 1mo padoyemy razy (Ar). Oc-
HOBHBIE XapaKTEpHbIE TOJIOKEHUA JHHUN, COIIACHO
nporpammHomMy obOecriedennto Quantum XP («Horiba
JY», ®panuus), aas Si coctapnstor 252, 288 u 386 HM,
Zr — 399 am, Mo — 313 u 380 am, B — 250 aM, Ar — 603,
697,707,750, 801, 801, 811 u 842 um. ITpu nepexoxe ot
pexxuma DCMS k HIPIMS (B o0oux ciydasx cpemaHsis
MOIIHOCTh cOCTaBisuia 1 KBT) WMHTEHCHBHOCTH ITHKOB
Mo, B u Si Boszpocnu B 1,7, 3,7 u 2,5 pa3za cooTBeTCT-
BeHHO. Hambomee BBIpaXEHHOE HW3MEHEHHE HAOMIO-
JAJIOCh JUIsl CUTHaja Zr: WHTCHCHBHOCTh €ro IHKOB
yBenuuuiaacb B 14 pa3 M A0oCTUNIA MaKCHUMaJbHOIO
3Ha4YeHUs Tpu nepexone oT pexkuma DCMS k HIPIMS
npu P =1 kBT. IHTEHCUBHOCTh NMUKOB AT MPHU OCaXK[e-
Huu B ycioBusx HIPIMS chusunace B 1,3-3,7 paza
o cpasaernio ¢ DCMS. VYBenuuenune MomHOCTH C |
1o 2 kBT npu ocaxnennn B pexxume HIPIMS mpuseno
K YBEIIMYCHUIO HHTEHCUBHOCTH JInHUM Si B 1,6 pa3a, Mo
B 1,7 paza u B B 1,5 pa3a, mpu 5TOM MUHTEHCUBHOCTH ZT
HE U3MEHUIIACh.

Takum oOpasom, mepexon oT pexuma DCMS
k HIPIMS npu onunakoBoii cpeaneit momiHoctu 1 kBt
MO3BOJISIET MOJYYHThH TJIa3My, B COCTaBe KOTOPOW Tpe-
o0JiaflafoT MOHBI MaTepuana muineHu [28; 29], mpuuem
WHTerpajibHasi MHTEHCHBHOCTb, PACCYMTAHHAs C TIO-

= 100 100 100

%f 80 80 80

£ 60 60 60
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: 40 40 40

5 20 20 20
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: 1 1 1 1 I
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Puc. 1. CriekTpbl I1a3Mbl, OJYYEHHbIE TIPU pacnbuieHnn MuiieHn Zr—Si—-Mo—B B pexumax DCMS (a)
u HIPIMS (0, ) npu cpenneit momnoctu 1 kBT (@, 6) u 2 kBT (¢)

Fig. 1. Plasma spectra obtained by sputtering a Zr-Si—Mo-B target in the DCMS (a)
and HIPIMS (6, 6) modes at an average power of 1 (a, 6) and 2 kW (¢)
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MOIIBI0 TIporpaMMHoOro obecreuenus: MagicPlot Pro,
Bo3pactaeT B 3 pasa. lloBblmenue wmomHOCTH € 1
1o 2 kBT mpu pabore marHerpoHa B pexxume HIPIMS
BJIEYET 32 CcOOOW IOMOJHHUTEIBHOE YBETHUYCHUE ITOTO
ToKasaresns B 2 pasa.

NccnepoBaHne CTPYKTYpHbI
N MeXaHNUYECKUX XapaKTEPUCTUK
MOKPbITUW
Turnmyabie COM-1300pakeHus CTPYKTYPBI, JJIEMEHT-

HBIC IPOQIITH U TPEXMEPHBIC H300paXKCHUS TOBEPXHOCTH
(Ha mpuMepe MOKPbBITHS ) IpeICTaBICHBI Ha pHC. 2.

5 100
E sof Si
o
E 60 L
£
é 40 7r
2
5 20 B N{O
E 1 1 | 1 g\l
0 2 4 6 8 10 12

I'myOuna, MkM
0

HM
175

-200

—400

-600

52 My, —-800

-991

Puc. 2. Tunnunsie COM-mukpodoTtorpadust mornepeaHoro
n3noma (@), dIeMeHTHBIH TPoGuIIb (0)
U TpeXMepHOe N300paKeHNE NOBEPXHOCTH (6) MOKPHITHUS /,
noiay4yeHHoro Mmerogom DCMS

Fig. 2. Typical SEM micrograph of the cross-sectional
fracture (a), elemental profile (#), and 3D surface image (6)
of coating / obtained by the DCMS method

Bce oOpasmpr oOmajganu 1utoTHOM Oe3nedeKTHOM
CTPYKTYpOil M ONU3KUM IapamMeTpoM LIEpOXOBATOCTU
R, B nnanasone 7-8 uM. bomee mompo6GHO cTpyKTypa
HCXOIHBIX IMOKPHITUI ObLIa HcciienoBana B pabore [25].
CornacHo manHeiM ODCTP (puc. 2, 6) Bce 31MEMEHTHI
OBLTH PaBHOMEPHO PACIPENEIICHBI IO TONIIHHE IMOKPBI-
U (cM. TabnuIy).

Tommuua mokpertuii /, 2 u 3 gocrurana 8,4, 5,7
u 5,6 MKM cooTBeTCTBeHHO. CKOpOCTh pocTa oOpasma /
cocrasmsuia 140 aM/MuH, HO iepexon K pexumy HIPIMS
MIPHUBEI K €€ CHIKCHHUIO B 1,5 pa3a. DTo MOXKET OBITh CBSI-
3aHO ¢ 3(P(PeKTOM caMOpacHbUICHUs, a TAKKE C YMEHb-
IIEHHEM OOIIEro BPEMEHHU PACTBUICHHUS B WMITYJIbCHOM
pexume HIPIMS [30; 31]. CTouT OTMETUTH, YTO YyBe-
JHMYCHUE MOITHOCTH IPH OCAKACHUH HMOKPBITHH B 3THX
YCIIOBUSIX HE BIMSET Ha COCTaB M CKOPOCTb POCTa
TTOKPBITUH.

ComacHO HaIllUM JIaHHBIM, [TOJIy4Y€HHBIM paHee [25],
BCE MOKPBITHS HE3aBUCHMO OT PEXKHUMa OCAXKICHUS SBIISI-
FOTCSI pPCHTTeHOaMOP(HBIMH.

PesynbpraThl HaHOMHIEHTHPOBaHUS (CM. TaOMIHILY)
MOKa3aJH, 9TO BCE O0pa3Ibl XapaKTePU30BAIHCH OJIH3-
KHMH MEXaHHYCCKUMHU XapaKTePUCTUKAMHU: TBEPAOCTHIO
11-14 I'TTa, moxynem ynpyroctu 177-208 I'lla u ynpy-
ruM BoccTaHoBieHueM 37-42 %. CTOUT OTMETHUTH, YTO
TBeprocTh Ha ypoBHe 10—15 I'Tla xapakrepHa asis CHIIU-
LUTHOM KEpaMUKH HA OCHOBE erSi2 [1;32].

WiccneposaHue
XXapOCTOMKOCTU NOKPBITUM

Ha puc. 3 mpencraBieHbl 3aBUCUMOCTH YIEIBHOTO
M3MeHeHUsI Macchl (Am/S) TOKPHITHI OT BPEMEHH BBIICP-
JKKW U BHEITHUN BUJI TOKPBITUHN JI0 U TIOCJIE OT)KUTOB MIPH
temnepatype 1000 °C. [lyig Bcex 00pa3ioB HAOMI0AAIOCH
yBeNn4eHue napamerpa Am/S npu Beiaepxkax 10 30 MuH,
CBSI3aHHOE C POCTOM OKCHIHOH IUICHKH Ha TIOBEPXHOCTH
MOKPBITHHA. YMEHBIICHNE 3TOTO TOKasaTels, Habmonae-
MoO€ IS BCeX MOKPBITUH TpH BBIAEpKKe T = 30+60 MuH,
MOJKET OBITh CBSI3aHO C YACTUYHBIM HCTIAPEHUEM OKCHUJIa
MoOx. B munamazone 1= 60+180 mun 11 oOpasios /
u 3 BenuunHa Am/S Bozpocna Ha 25 u 50 % cooTBeTcT-
BEHHO, B TO BpeMsI KaK IUIS MOKPHITHS 2 OHA HE HU3Me-
HWJIAch. MaKCHMalbHBIMM 3HaueHUIMH Am/S= 11,2
u 10,5 Mr/cM?> xapakTepusoBaauch obpasusl [ u 2, a
nokpeITHe 3, noiaydeHHoe B pexxume HIPIMS npu cpen-
Helt MommHocTH 2 KBT, 0051a1a5m0 MUHUMATBHBIM yICIThb-
HBIM M3MEHEHHEM Macchl 5,3 Mr/cM2, 4TO CBUACTEIb-
CTBYET O €T0 JyYIIeH jKapOCTOMKOCTH B YCIOBHUSX CTY-
neHuaroro orxkwura mnpu ¢ = 1000 °C. AHanu3 BHEIIHETO
BHJa 00pa3noB (puc. 3, 6) MoKa3ai, 4TO MOKPBITUS [ |
3 COXpaHSIOT CBOIO IEIOCTHOCTh B MPOIECCE HCIbITA-
HUW: BUJUMBIX pa3pymieHu# (OTCIOCHUN W TPEIINH) HE
HaOJIOAN0Ch, B TO BpeMs KaK MOKPBITHE 2 YaCTHYHO
OTCJIOMJIOCH B MIPOIIECCE HCTIBITAHNUS.
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Puc. 3. 3aBUCUMOCTb y/ICIIBHOTO M3MEHEHHUS MACChI TOKPBITHI OT BPEMEHH BBIICPIKKH (@) U BHEIIHU BUI TOKPBITHI
10 ¥ mociie oTKHUroB npu Temmeparype 1000 °C (0)

Fig. 3. Specific mass change (Am/S) of the coatings as a function of holding time («) and the appearance

of the coatings before and

Jns onpeneneHus MakcuMallbHOW paboueil Tem-
[eparypbl, IpU KOTOPOM IIOKPBITUS COXPAHSAIOT CBOU
3alIUTHBIC CBOWCTBA, OBUTH MPOBEICHBI HEU30TEPMHU-
yeckue omkuru B auanasone ¢= 1100+-1500 °C. Ha
puc. 4 npencrapiensl COM-n300paxeHus MOBEPXHOCTH

after annealing at 1000 °C (9)

MOKpbITUHA Tocne oTxuroB npu ¢= 1100 °C. Buano,
9TO y BCeX 00pa3mOB MMEIOTCS YYACTKH pPa3pyIICHHS
(BCITyYHBaHUsI), YTO MOXKET OBITH CBSI3aHO Kak ¢ 00pa3o-
BaHueM u ucnapenuem MoO , Tak u ¢ Ga3oBbIMH NPEB-
PAILCHUSMHE, COMPOBOXKIAOIIMMUCS U3MEHEHHEM O0b-

[oxpriTHE /

[HoxpeiTHe 2

IToxpeiTe 3

%100 %500 %2000

Puc. 4. COM-muxpodoTtorpaduu moBepXHOCTH MOKPbITHH /, 2 1 3 ocie oTKUroB npu remmneparype 1100 °C

Fig. 4. SEM images of the surface of coatings /, 2, and 3 after annealing at 1100 °C
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eMa CTPYKTYpPHBIX cocTaBistonux. [Toxoxkue s dexTs
paHee ObUTH OOHAPYKEHBI TIPH UCCICIOBAHHU TOKPBITHIH
Mo—(Hf, Zr)-Si—B [26]. TIpu 3TOM pa3mep JOKaIbHBIX
Y4acTKOB paspymieHusi camwkaics B 1,3 u 4,0 paza npu
[epexole OT MOKPbITHs [ K HOKPLITHAM 2 U 3 COOT-
BETCTBEHHO. Ha moBepXHOCTH BCeX 0OPa3lOB BBISABIS-
sucw vactuubl ZrO un ZrSiO  pasmepom 0,4-1,2 Mkm.
CormacHo J/IC-aHanu3y B TOYKaX Ha MOBEPXHOCTH
HOKpBITHH [ 1 2 Habmoganoch (opMUpOBaHHE YACTHIL
MoO. .

COM-m3o0paxenust u  I/IC-KapThl TONEPEUHBIX
U3JI0MOB H3y4aeMbIX IIOKPBITHH ITOCIIE OTXKHUTOB IIPH TEM-
neparype 1100 °C npencrasiens! Ha puc. 5. ComiacHo
MOJTYYCHHBIM JaHHBIM Ha MMOBEPXHOCTH MOKPBITHN [ U 2
chopMupoBaach OKCHAHAS IJICHKA OAMHAKOBOM TOJ-
mHBL ~5,0 MKM, cofiepikaias 2 ciosi:

— BEPXHUU CJIOW TONIIMHON ~2,6 MKM, COCTOSIIUI
u3 amopduoit daszpl a-Si:B:O m HaHOKPHCTAIUTHTOB
nc-7Zr0,, nc-ZrSiO

— cioit a-Si:B:O romumHOMH ~2,4 MKM.

Ha moBepxnoctn o6pasma 3 copMupoBacs HOPH-
CThIA OKCHIHBIA c10# a-Si:B:O + ne-ZrO, + ne-ZrSiO,
TomuuHoM 4,8 MKkM. CTOMT OTMETUTh, YTO 00pa30BaHHE
kpuctammto ZrSiO u ZrO, >QdeKTuBHO yimy4dimaer

3alllUTHBIE CBOMCTBAa OKCHUIHOW IUJIEHKH 3a CUET YBEJH-
YCHUSI CTaOMIBHOCTH W CHIDKCHUS NE(EKTHOCTH CIIOS
O6opocmukatHoro ctekna [33; 34]. Ilocne oTkuroB
npu Ttemmeparype 1300 °C Ha moBepXHOCTH 00pa3-
noB /, 2 ¥ 3 HaOMONaINCh Y9aCTKU BCIYYMBAHUS pa3-
mepom ~500, 250 u 15 MKkM cooTBeTCcTBEHHO (puC. 6),
a TaKXKe TPEHIMHBI, YTO MOXKET OBITh CBSI3aHO C TPOIIEC-
caMH OKHUCIIEHUS] U KPHUCTaJUIU3aLUK, TPOUCXOIAIINMMU
B MOKpBITHIX Npu Harpese [35; 36]. CTOUT OTMETHUTH,
YTO HaJH4Ke TpeuuH obnerdaer Au(y3uio KuCIopona
BIIyObh MaTepualia U MOXKET HEraTUBHO CKa3aThCs Ha €To
xkapocroiikoctu [37; 38]. IlpumedarenbHBIM SIBIISIETCS
o0pa3zoBaHHEe B OONACTH TPEIIMHBI Ha TOBEPXHOCTH
nokpeiTus [ yactun ZrSiO,, KOTOpble MOIYT OKa3bIBaTh
JIOTIOJTHUTENIBHOE 3aKUBJISIONIEe Bo3aecTBre [33].

Ha puc. 7 npencrasnenst COM-u300paxeHus nore-
PEUYHBIX H3JIOMOB MOKPBITUH MOCJE OT)KUIOB TPH TEM-
neparype 1300 °C. CommacHo nanueiM DJIC (xaprtu-
pOBaHHE W aHAIW3 B TOYKAX) Ha IMOMEPEYHOM H3JIOME
oOpasma / BEISIBICHO 3 CJIOS B OKCHIHOH IUIEHKE TOJNIIIH-
HOM ~6,2 MKM:

— BepXHuil mopucTelii cnoit a-Si:B:O + ne-ZrO, +
+ nc-ZrSiO, tommuuHOAH ~3,0 MKM ¢ pasMepoM mop
0,2-0,6 MKM;

[oxpriTHE /

[ToxpeiTHe 3

_ Si Zr
A%

[TokpsiTHE 2

Puc. 5. COM-mukpodotorpaduu momnepedHsix n3aomMoB i JJ1C-kapTsl TOKpeITHH /, 2 1 3 Tociie OT:KUroB npu temmeparype 1100 °C

Fig. 5. Cross-sectional SEM images and EDS maps of coatings /, 2, and 3 after annealing at 1100 °C
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Puc. 6. COM-mukpodoTtorpaduu moBepXHOCTH MOKPbITHiL 1, 2 3 mocie oTxuroB npu temmeparype 1300 °C

Fig. 6. SEM images of the surface of coatings /, 2, and 3 after annealing at 1300 °C
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Puc. 7. COM-mukpodoTorpadhun nonepeynsix n3omMos 1 JJC-kapTsl MOKpeITHIT /, 2 1 3 ocie 0TKUIroB 1pu temieparype 1300 °C
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Fig. 7. Cross-sectional SEM images and EDS maps of coatings /, 2, and 3 after annealing at 1300 °C
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— ciioi TommuHoM 200 HM ¢ YacTUIIAMUA MoOx;

— CJIOH Ha TPAaHUIIEC «OKCHIHAS TICHKA — HOKPBITHEY,
cocrosimmi u3 pas a-Si:B:0 u ne-ZrO,.

Ha moBepxuocTH 00pasma 2 oOpa3oBaiach OKCHI-
Has mienka a-Si:B:0 + nc-ZrO, + ne-ZrSiO, Tommuunon
~5,2 MKM, TpHYeM CIOH BOJIU3M MOBEPXHOCTH HMEIN
MOPUCTYIO CTPYKTYpYy ¢ pasmepom mop 0,2—1,2 Mxwm,
a HWOKHUN — IUI0THYIO (cM. puc. 7). s nokpeitus 3 Toj-
[IMHA TOPUCTOTO OKCHIHOTO ciost a-Si:B:O + nc—ZrO2 +
+ nc-ZrSiO,, Obl1a MUHUMAJIBHOM U cocTapisna 4,9 MKM.
Heokucnennsle cinon BcexX 00paslioB cCOACp)KaIH KpH-
crammthl pa3s ZrSi, u MoSi,.

Takum 00pa3zoM, pe3ynbTaThl MOCIE OKUCIUTEINb-
Horo orxura npu 1300 °C noxazanu, 4TO HCHIONb30-
Banne Mmerona HIPIMS Bmecro DCMS npuBogut K
YMEHBIICHUIO TONIIUHBI MOBEPXHOCTHOTO KHCIOPOMI-
conepxkatiero ciost Ha 16 %. [loBblleHnE MOIIHOCTH
¢ 1 no 2 xBt npu ocaxnenun B pexxume HIPIMS cro-
COOCTBYeT JOMOJHHUTEIHHOMY CHIDKCHHIO TOJIIUHBI
okcugHOTO ciost Ha 6 %. JlauubIit agdext MoxkeT ObITh
CBS3aH C YIUIOTHEHHEM CTPYKTYphl M YCTPaHCHHEM
CTPYKTYPHBIX NE(PEKTOB MOKPHITHH IPH IEPEeXone OT
pexuma DCMS k HIPIMS [39; 40]. Ctout OTMETHTB,
YTO yBEJIMYEHUE MOLIHOCTU MPHU PACIbUICHUH B yCIIO-
Busix HIPIMS crocoGcTByeT pocTy CKOPOCTH MOHH3A-
LMW 1 DHEPTUU HOHOB, YTO, B CBOIO OU€pelb, OKa3bIBAET
MOJIOKUTENBHOE BIMSHHE HA KAa4eCTBO IOIy4YaceMbIX
nokpsiTuii [41; 42].

»
R

-3

Lot w-. &8
S OKCHTHBIVINEIIO N

VBenuuenue temreparypbl oTxkuros jgo 1500 °C
MIPUBEJIO K TIOJHOMY OKHUCJICHHIO OKPHITUH 2 1 3 BCien-
CTBHE MX MaJiol TommuHbL. Ha moBepxHocTH oOpasna /
MIOMHUMO XapaKTepHBIX Y4aCTKOB B3IyTHsl HaOJII0AAIOCh
oOpazoBanue TpeumH (puc. 8). [Ipu Oonbinem yBemw-
yennn COM (x2000) BeisBisrores 3epHa ZrO, (camas
cBetnas obOmacth Ha COM-H300pakeHHIX) pazMepoM
0,6-1,8 Mmkm 1 3epHa ZrSiO, pasmepom 1,2-5,0 MKM,
pacroJokeHHbIE B aMOp(HOIl MaTpuile Ha OCHOBE
Si:B:O (TemHas obnacts).

ComtacHo COM-uzobpaxkennsm u  DJIC-kapram
norepeyHoro usjioma (puc. 8) s NOKPBITUS [ UMeeT
MECTO COXpaHEHHE OCCKHUCIOPOJHOTO CIIOS, YTO CBHC-
TEJBLCTBYET O €ro BBICOKOM sxapocToiikoctu mpu 1500 °C.
Tonmmua 3amurHOro cios a-Si:B:O + nc—ZrO2 +
+ nc-ZrSiO,, chOpMHPOBABLIETOCS HAa MOBEPXHOCTH
TOKPBITHS B IIPOLIECCE OKUCIICHHUSI, cocTaBuia ~8,0 MKM.
Heoxucnennslii ci10i conepsxan sepaa MoSi, pasmepom
ot 3,6 10 5,0 MKM 1 ZrSSi3 pazmepom ot 0,2 1o 1,0 Mxm.
Jlydmas CTOMKOCTh K OKHCIEHHIO MOKPBITHS [, TOY-
4eHHOTO B pexxume DCMS, MoxeT ObITh CBs3aHa C €T0
MaKCHMaJIbHOW TOJIIIMHOM.

PentrenorpaMmbl OKpBITUH /-3, OTOAOKEHHBIX TPU
temmnieparype 1100 °C, mpexacraBiensl Ha puc. 9, a.
Jlnst Bcex 00pasuoB BBIABICHBI MUKH OT (a3 o-ZrSi,
(ICDD 032-1499) u t-MoSi, (ICDD 41-0612), cootseTcT-
BYIOIIMX HEOKHCICHHOMY CJIO0 MOKPBITHSL. Taxske HaOIro-
JaTUCh TUKU OT OKCHAHBIX (ha3 m-ZrO, (ICDD 07-0343)

Puc. 8. COM-u300paxeHHts MOBEPXHOCTH (@) ¥ TIOTEPEYHOro 13joMa (#) NOKphITHs / mocie oTkura npu temmneparype 1500 °C

Fig. 8. SEM images of the surface (a) and cross-sectional fracture (#) of coating / after annealing at 1500 °C
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Puc. 9. PentreHorpamMMsl OKPBITHH /, 2 1 3 TIOCIIE OT)KUTOB
npu Temneparypax 1100 °C (a) u 1300 °C (6),
a TakKe NOKpeITHA / nocie orxura npu 1500 °C (¢)

Fig. 9. X-ray diffractograms of coatings /, 2, and 3 after
annealing at 1100 °C (@) and 1300 °C (9), as well as coating /
after annealing at 1500 °C ()
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u t-ZrSi0, (ICDD 06-0266). V mnokpbeituii / u 2 Ha
PEHTreHOrpaMMax MNPHUCYTCTBOBalIM muku m-MoO,
(ICDD 76-1807).

[ Bcex MOKPBITUI pa3Mepbl KPUCTAJUIUTOB OCHOB-
HBIX (ha3, ompeseneHHbIE ¢ UCTIOIB30BaHUEM (OPMYIIBI
Heb6as—Illeppepa, Obuim Onmsku: ansa o-ZrSi, (131)
1 -MoSi, (200) - 50+57 um, nusa m-ZrO, (111) u t-ZrSiO,,
(200) — 47+50 am u 57+70 HM cooTBeTCTBEHHO. Pa3me-
pbI KpucTamuTOB (Basel m-MoO, (200) mnst moKpeITHIA
u 2 coctaBuin 61 u 68 HM COOTBETCTBEHHO.

Ha pentrenorpammax HOKpbITUH, OTOACKEHHBIX IIPU
temreparype 1300 °C (puc. 9, 6), TOMUMO NMUKOB OT (ha3
t-MoSi,, m-ZrO, n t-ZrSiO, BBISBIEHBI TMKK OT I'€KCa-
roHanbHOl Qasel h-ZrSi, (ICDD 79-4988), uto cBue-
TEJIBCTBYET O (ha30BOM Tepexojie M3 OPTOPOMOUUECKOM
{aser 0-ZrSi, B rekcaronanbHyto h-ZrSi,. Pasmep kpuc-
TAMTOB h-Zr Si, ysenuuuBancs ¢ 57 mno 77 HM npu
Mepexoie OT MOKPHITUS [ K MOKPBITHAM 2 U 3.

[Tociie marpeBa oOpazma / mo 1500 °C pa3mepsr
KpuCTaIuToB a3z +-ZrSiO, u m-ZrO, cocrasuiu 50 u
43 um, a3 h-ZrSi; n t-MoSi, — 85 u 77 HM COOTBETCT-
BeHHo. Habmonancs yactuunelii nepexon paswl --MoSi,
B 1-Mo,Si, (puc.9,6). Pasmep KpucTammToB (assl
t-Mo,Si,, onpenenennpiii mo nunum (002), coctaBun
57 um.

Takum 06pa3oM, U3 BCEX UCCIIEAOBAHHBIX 00pa3lOB
MOKpBITHE [ WMENO0 MUHUMAIbHBIA pa3Mep Kpucrai-
JIUTOB KaK OCHOBHBIX (a3 (h-ZrSi, u -MoSi,), Tak n
kucnopozaconepxkamux (t-ZrSiO, u m-ZrO, ), 4to cBue-
TEJBCTBYET O €ro 060Jiee BHICOKOW TEPMUUYECKON CTaOMIIb-
HOCTH W TIOBBIIICHHBIX 3aIIUTHBIX CBOMcTBax. JlaHHOE
YTBEPIKICHUE XOPOIIO KOPPEITUPYET C TeM (haKTOM, UTO
JHUIIB 3TOT oOpasen Bbiiepxkan omxur mpu 1500 °C.
CTOUT OTMETUTBH, YTO MOKpHITUS Zr—-Mo—Si—B comsme-
PHUMBI IO )KaPOCTOWKOCTH C paHee M3YYCHHBIMU MTOKPHI-
tusamu ZrB,, ZrSiB [43; 44].

BoiBogpbl

1. Metrogamu DCMS wu HIPIMS c¢ wucnonb3oBa-
HUEM  (QyHKIUOHANBHO-TpagueHTHO  CBC-mumeHn
(ZrS1,~ZrB,~MoSi,)/Cr nomay4eHbl IOKPBITHS CHCTEMbI
Zr-Mo—-Si-B. Ilepexon ot pexuma DCMS k HIPIMS
npu P =1 kBT npuBen K NOBBIIICHUIO CTENICHH HOHU3a-
MU aTOMOB KOMIIOHEHTOB MUIIIEHU U POCTY WHTETPaIb-
HOM WHTEHCHBHOCTH CIHEKTPOB B 3 pasa. YBeIHuYEHHE
MomHOCcTH ¢ 1 1o 2 kBT mpu ocaxaeHun B pexuMe
HIPIMS crniocoOCTBOBaJIO AalIbHEUIIEMY IOBBIIICHUIO
JAHHOTO MapaMeTpa B 2 pasa.

2. HezaBucumo ot criocoda ocaxaenust (DCMS uin
HIPIMS) nokphITHs ObLIH pEHTTEHOAMOP(PHBIMH C OHO-
POIHOM CTPYKTYpOil U PaBHOMEPHBIM pacIpeesieHueM
3JIeMEHTOB 110 Tomae. Oy oOagany ONU3KUMU 3Ha-
yeHusimu tBepaoctu (11-14 I'Tla), moxyns ynpyroctu
(177-208 I'lla) u ympyroro BocctanoBieHus (3742 %).
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Bce mokppiTHsl MOKa3anu BBICOKYIO CTOMKOCTh K OKHC-
neHuto Ha Bo3ayxe npu = 1100 u 1300 °C. Ilepexon
ot pexuma DCMS k HIPIMS npuBen x MUHUMHU3ALUU
Ie(PEKTHOCTH ¥ CHIDKCHHIO TIIyOWMHBI OKUCICHHS Ha
16-21 % mpu temnieparype 1300 °C.

3. [lokpeITHE TOMIIMHON 8 MKM ITOKa3ajio Hauboiee
BBICOKYI0 CTOHKOCTb K okucieHuto npu 1500 °C, uro
CBSI3aHO C €r0 TePMUYECKOH CTAOWMIBHOCTBIO B 00pa3o-
BaHHEM Ha TMOBEPXHOCTH IUIOTHON OKCHJIHOM IUIEHKU
¢ amop¢HOit Marpuieit ¢-Si:B:O 1 HaHOKpHCTAIIUTAMA
t-ZrSi0, n m-Zr0,.
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Ocob6eHHOCTU CTPYKTYpPbl U MEXaHUYECKNE CBOMCTBA
XaponpouHoro cnnasa TNM-B1,
NOJIYY€HHOr O CeJIEKTUBHbIM JTa3epPHbIM CMIaBNIeHUEM
n3 cheponamsMpoBaHHOro B TEpMNUYECKOU Nnasme
CBC-nopouka

I. M. MapkoB'“, A. A. ®agees’?, A. A. Ckupnuynnkosal,
II. A. Torunos', M. I. XomyToB!, A. B.Camoxuu?, E. A. JIeBamos'

! HaumoHa bHBI HCCIEI0BATELCKHIT TeXHOIOrHYecKuil yHusepeuter « MUCHUCy»
Poccust, 119049, . Mocksa, Jlenunckwuii np-T, 4, ctp. 1
2MHCTETYT METAJLIYPrHH M MaTeprasioBeienus uM. A.A. Baiikosa Poccuiickoii akageMuun HayK
Poccus, 119334, r. Mocksa, JleHuHckuii p-t, 49

& markov.sci@gmail.com

AHHoTauums. Vccrenosanbl oporuky us cinasa TNM-B1 +Y,0,, mosyueHHbIe METOIOM CaMOPACTIPOCTPAHSIONIEr0Cs BHICOKOTEMITEPa-
TYPHOTO CHHTe3a. PacCMOTpPEHO BIMSIHYE TapaMeTpoB 00padOTKH YacTHI] B TEPMUUECKOH IL1a3Me, TeHEPUPYEMOii EKTPOLYTOBBIM
IUIa3MOTPOHOM TTIOCTOSIHHOTO TOKa, Ha MOP(OJIOTHIO U CTPYKTYPY c(hepUueCcKuX YacTUL. YCTAaHOBJICHO, YTO IUIa3MEHHas 00paboTKa
CYLIECTBEHHO M3MEHSET ()OpMy YaCTHI U MO3BOJIAET MOJYYUTh NPOTYKT C BBICOKOH creneHbo chepounnusanuu (ot 88 no 97 %),
KOTOpAast 3aBUCHUT OT TEMIIEPATYPhI IOTOKA IIa3Mbl, COCTABa [Ia3MO00Pa3yIOIIEro ra3a M KoJIm4ecTBa 00padaTbiBaeMOro MaTepHana.
IIpu McHoNb30BaHUK BOIOPOACOJEPIKAILECH TEPMUUECKOH IUIa3Mbl CTeNeHb cheponansauu Moxer gocturarh 99 %. Ilpu stom
CHIKAIOTCSI KOHLIEHTpaIMU puMecHoro kuciopoza ¢ 0,8 no 0,13 mac. %, a3ora B 2 pa3a U CyIIECTBEHHO MaJaeT KOHIEHTpalus
Boziopoza. IIpoBeaeHbl HccIeoBaHus O OTPAOOTKE PEKMMOB CEIEKTHBHOIO JIA3€PHOTO CIUIABICHHS, B PE3y/bTaTe 4ero ObLIM
MOCTPOEHBI 00pa31Ibl C MUHUMAJILHBIM KOJIM4ecTBOM JiedextoB. [Ipu 3ToM onTuMaibHas 00beMHast INIOTHOCTh SHEPT UM JIa3epa CocTa-
Buna 40-50 JIx/mm?. TIporece razocrarndeckoil 06paboTKU TIO3BOJIMI TOCTHYb IPAKTUYECKH MOJTHON OIHOPOJHOCTH CTPYKTYpPBI
00pas31oB 1 OTCYTCTBHU 1OP. JlOMOTHUTENBHO TPOBeeHHas TepMudeckas oopadorka rmpu ¢ = 1380 °C u = 120 mun ciocobcTBOBaNA
npeoOpa3oBaHUI0 UCXOAHOH PaBHOOCHON CTPYKTYPHI CIUIaBa B JIAMEIUIApHYI0. 1o pe3ynbraTtaMm TepMOMEXaHUUECKUX HUCHbITaHUH
10 CXeMe OTHOOCHOTO CKaTud B nuana3zone teMmeparyp ot 800 go 1100 °C ycTaHOBIEHO, YTO CIIaB C JAMEJUIIPHON CTPYKTYPOi
HOCJIIE ONEePAIMf CENIEKTHBHOTO JIA3EPHOTO CIIABICHHUS, TOPSTYEro H30CTaTHYECKOTO IPECCOBAHMS U TEPMUUYECKOH 00pabOTKH UMeeT
noBsieHHble Ha 80—100 MITa 3HaueHUs TPOYHOCTH MO CPABHEHHMIO C TIIOOYISIPHOI CTPYKTYpoii. MexaHHuecKkre CBOMCTBa CIIaBa ¢
NaMeIUIAPHON CTPYKTYpoii coctasmi nipu ¢ = 800 °C: Moxyns ynpyroctu £=115,2 I'la, npenen texyuectu 6, , = 528 MIla, npenen
NPOYHOCTH NpH CkaTiK 6, = 1148 MIla, a npu ¢ = 1100 °C — £ = 48,2 I'lla, 5, = 98 Mlla, o, = 149 MlIa.

KnroueBble croBa: THUTaHOBBIC CIJIaBbl, IIJIa3MEHHas cd)eponz[mam/m, NOpOIIKOBass METaJLTyprus, CaMOpaCHpOCTpaHS{IOHIPIﬁCS{
BLICOKOTCMHepaTypHBIﬁ CHUHTE3, CUHTE3 TOPEHUEM, TOPAYCE U30CTATUICCKOC IMTPECCOBAHUEC (FHH), MEXaHWYECKUE CBOWCTBA

BnaropgapHocTy: Pabora BhinonHeHa mpu pUHAHCOBO# mojaep)kke MUHHCTEpCTBa HAYKH U BbICIIero oOpa3oBanus PO B pamkax rocymap-
cTBeHHOTO 3aanus (mpoekt 0718-2020-0034).

Ana untuposanma: Mapkos ['M., @anee A.A., Ckuprnnunukosa A.A., Jlornnos I1.A., Xomytos M.I'., Camoxun A.B., JIepamos E.A.
OCOOEHHOCTH CTPYKTYpBl M MEXaHHYECKHE CBOWCTBA jkaporpodHoro criaBa TNM-B1, mosiy4eHHOro CelleKTHBHBIM JIa3epPHBIM
CIUTaBJICHHEM U3 C(HEepOUIM3UPOBAHHOTO B TepMmuueckoit miazme CBC-noporka. Mszeecmus 6y306. [lopowkosas memannypeus u
@yuryuonanvuvie nokpvimus. 2024;18(4):69-82. https://doi.org/10.17073/1997-308X-2024-4-69-82
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Structural characteristics
and mechanical properties of heat-resistant
TNM-B1 alloy obtained by selective laser melting
from SHS powder spheroidized in thermal plasma

G. M. Markov'%, A. A. Fadeev"?, A. A. Skirpichnikoval,
P. A. Loginov', M. G. Khomutov', A. V. Samokhin?, E. A. Levashov!

I'National University of Science and Technology “MISIS”
4 Bld. 1 Leninskiy Prosp., Moscow 119049, Russia
2A. A. Baikov Institute of Metallurgy and Materials Science of the Russian Academy of Sciences
49 Leninskiy Prosp., Moscow 119334, Russia

&3 markov.sci@gmail.com

Abstract. The TNM-B1 + Y,0; alloy powders obtained by the method of self-propagating high-temperature synthesis were
studied. The influence of particle processing parameters in thermal plasma, generated by a DC (direct current) arc plasma torch,
on the morphology and structure of spherical particles was considered. It was established that plasma treatment significantly
changes the shape of the particles and allows obtaining a product with a high degree of spheroidization (from 88 to 97 %), which
depends on the plasma stream temperature, the composition of the plasma-forming gas, and the amount of processed material. Using
hydrogen-containing thermal plasma, the degree of spheroidization can reach 99 %. At the same time, the concentrations of impu-
rity oxygen decrease from 0.8 to 0.13 wt. %, nitrogen decreases by 2 times, and the concentration of hydrogen significantly drops.
Studies were conducted to develop selective laser melting regimes, resulting in samples with minimal defects. The optimal volu-
metric energy density of the laser was 40-50 J/mm?. The gasostatic treatment process allowed achieving almost complete unifor-
mity of the samples’ structure and the absence of pores. Additionally, thermal treatment at = 1380 °C and t = 120 min contributed
to the transformation of the initial equiaxed structure of the alloy into a lamellar one. According to the results of thermomechanical
tests under the scheme of uniaxial compression in the temperature range from 800 to 1100 °C, it was established that the alloy
with a lamellar structure after selective laser melting, hot isostatic pressing, and thermal treatment has increased strength values
by 80-100 MPa compared to the globular structure. The mechanical properties of the alloy with a lamellar structure at ¢ = 800 °C
are: modulus of elasticity £ = 115.2 GPa, yield strength 6, = 528 MPa, compressive strength 6, = 1148 MPa, and at £ = 1100 °C:
E =482 GPa, 5,, =98 MPa, 5, = 149 MPa.

Keywords: titanium alloys, plasma spheroidization, powder metallurgy, self-propagating high-temperature synthesis, combustion
synthesis, hot isostatic pressing (HIP), mechanical properties
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BeepeHue

JKaponpouHble cIUiaBel Ha OCHOBE aJFOMHHHU]IOB
TUTaHA TiAl/Ti3A1 TIPEJICTABIISIIOT 3HAYUTEILHBIN HHTE-
pec i TEXHHYCCKUX MPUMEHEHHWH B MAIIMHOCTPOE-
Huu [1;2]. OHM XapaKTepU3yIOTCS BBICOKMMHU IKapo-
TIPOYHOCTHIO, KOPPO3UOHHON CTOMKOCTHIO M COMPOTHB-
JICHUEM TMOJI3Y4eCTH. B yCIoBUsIX BO3ICUCTBHS BBICOKHX
TEMIIepaTyp W arpecCUBHBIX Cpel CIUIABBI COXPAHSIOT
TEPMOJIMHAMHYECKYIO CTAOMIBHOCTh, a KPOME 3TOro,
00/1a1a10T HM3KOM ILIOTHOCTBIO (~5 r/cm?), Gnaromaps
YeMmy MO yJeIbHOW MPOYHOCTH OHH MPEBOCXOJISAT COBpE-
MEHHBIC HUKEJICBBIC CYTIEPCILIABBl aHAJIOTUYHOTO Ha3Ha-
yenns (~9 r/cm’) [3-5].

70

K ocHOBHBEIM ITpobnemMaM, 3aTpyAHSIOINM HUCTIOIb30-
Banue cruiapoB Ha ocHose TiAl/Ti;Al npu usroroBnennn
CJIOXHONPO(DIIBHBIX JIeTajel, MOXXHO OTHECTH BBICO-
KyI0 YyBCTBUTECIHHOCTH (a30BOr0 COCTaBa K Iapame-
TpaM TEXHOJIOTHUYECKOTO Mpoliecca, IPUMECSIM U U3MEHE-
HUSIM KOHIICHTPAIWH JETHPYIOMNX IEMEHTOB, a TaKkKe
CJIOXHOCTh 00pabOTKM HpU KOMHATHON TeMIeparype.
[NomydeHue Takux neTanei TpaIUIIHOHHBIMHA METAJLTYP-
THYECKUMHU METOAAMM C MOCIENYIOMEH MeXaHUYeCKOU
00paboTKON COMPSHKEHO C BBICOKUMH KaIHUTaJIbHBIMU
3arpataMd ¥ OONBIIMMH TOTEpAMU Marepuana [6].
CoBpeMeHHBIE TEXHOJIOTHH aJIMTHBHOTO ITPOM3BOICTBRA,
Takue, HalpuMmep, Kak CEJICKTUBHOE Ja3epHOE CIUIaB-
nenue (CJIC), cnocoOHBI pemmmTh yKa3aHHBIE IPOO-
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JIeMbI TIPH TIPOMU3BOJICTBE M3CIHH M TO3BOJISIIOT CBECTH
K MHHAMYMY HX MEXaHHUYeCKyr0 0o0paboTky [4;5].
Benyrcss akTHBHBIE WCCIIEIOBaHHS IO ONTUMH3AINH
COCTaBOB U PEKUMOB TOJIYUYEHHUS TOPOLIKOB KapOIpoy-
HBIX CIUIABOB-aHAJIOTOB [6—9].

OnuH U3 METOI0B MOJIY4EHHUs MOPOIIKOB CIJIaBOB Ha
ocHOBe amoMuHu0B TuTana TiAl/Ti;Al Gasupyercs na
TEXHOJIOTMH CaMOPacIpOCTPAHSIOLIETOCs BHICOKOTEMIIE-
parypHoro cunTte3a (CBC) [10; 11]. IlepcriekTHBHOCTB
JTAHHOTO CcII0Cc00a 3aK/II0YaeTCs B TOM, UTO MacIiuTab rere-
POTEHHOCTH YaCTHI IIOPOIIIKA C YBEITHUCHHON peaKIMOH-
HOW TIOBEPXHOCTBIO 3a CUET BBICOKOI CKOPOCTH PacIpo-
CTpaHEHHS BOJHBI TOPEHUS MMO3BOJISIET TIOIYYUTh TOPOIII-
KOBBIE Marepuaibl HeoOxomumoro cocrasa [12-14]. Tlo
TAKOH TEXHOJIOTWHU OBUIN MPOM3BEACHBI M3ICTHA 13 0a30-
BbIX Cr1aBoB Ha ocHose TiAl/Ti, Al [15].

PasButne mnpomecca CJIC oOTKpbIBaeT TNepcIieK-
TUBBl TOCTPOCHHS CIOKHONPO(DIIBHBIX H3ICTHNA W3
marepuanos Ha ocHose TiAl/Ti,Al [5; 12]. B xasectse
ucxogHoro ceippsi B TexHosorun CJIC wucnonw3yrorcs
y3KO(paKIMOHHBIE CHEPUIECKUE MTOPOIIKU, K KOTOPHIM
MPEABSIBISIOTCS 0COOBIE TPEOOBAHUS MO0 XUMUICCKOMY
COCTaBy, COJEPKaHUIO MPUMECEH U TaKUM CBOMCTBaM,
KaK HacbllIHasi Macca, TeKy4ecTb, IPaHyJIOMETPUUECKHI
cocTaB, C(hepUIHOCTb.

Hcxonst w3 yka3aHHBIX TpeOOBaHHM, CHEpOUAH3U-
POBAHHbBIE MOPOLIKK U3 CIIaBoB Ha ocHoBe TiAl/Ti,Al
MOYKHO IOJIy4aTh [0 TEXHOJIOTUAM ra30BOM aTOMU3ALIUH,
LEHTPOOEKHOTO TIA3MEHHOTO PACHIBUICHHSI Bpalaonie-
rocs snektpona (Merox PREP) u masmenHol chepou-
muzaiun [16-20], xoTopble o0ecrnednBaroT OBICTPYIO
KPHUCTALTH3ALUIO PACILIaBa, YTO CHOCOOCTBYET yMEHb-
IICHUIO pa3Mepa 3epeH U (OPMUPOBAHUIO OTHOPOAHOU
CTPYKTYpbl B TBEpIOM cocTossHUH. IlomydeHue Takux
IIOPOLLIKOB MeToaMu razoBoit aromusauuu u PREP ocy-
LIECTBISAETCS ¢ UCIOIb30BAHUEM NPEIBAPUTEIBHO U3T0-
TOBJICHHBIX JIUTHIX 3aTOTOBOK U MPYTKOB, YTO TIOBBIMIAET
cebectonmocts mpomecca [18;21-23]. Tlmasmennas
cheponamzanus TMO3BOSIET HCIIONB30BAaTh B KAaueCTBE
HCXOAHBIX MaTepPHaJIOB MOPOILKU-IIPEKYPCOPHI, YTO 3HA-
YUTEJIHHO YIPOINAET TEXHOJOTHIO. B YCIOBUSAX BEICOKHX
TeMIepaTyp U IEHCTBHS CHJI OBEPXHOCTHOTO HATSDKE-
HUSl 9aCTHUIIBl MPOU3BOJIBHON (DOPMBI ILIABITCA, MPHO-
OpetaroT cheprueckyro GopMy U KPHCTAUTU3YIOTCS.
JlannbIii MeTos1 00pabOTKH yaydlllaeT MHOTHE XapaKTe-
PUCTHUKM MOPOLIKOB AJIS JaJbHEUIIEro MCIOJIb30BaHUS
B QIMTHBHBIX TEXHOJOTHSX: YBEIMYUBACT TEKY4YECTh
M HACBHIIHYIO IUIOTHOCTb IOPOILKOB; CHH)KAET COAEp-
KaHUEe TPUMECHOTO KHCIOpPOIa; CHOCOOCTBYeT yaa-
JICHUIO BHYTPEHHUX MOpP, BO3HUKAIOMIMX B HMCXOJHBIX
yactumnax [24-27].

Lenpto JaHHOH paboOTHl SABISIIMCH MOMy4YeHHE ce-
pHUYeCKUX MOpomKkoB ¢pakuuu 10-65 MKkM U3 cruiaBa
TNM-BI1 + Y203 Ha OCHOBE QJIIOMUHUJIA TUTAHA, U3yYye-
HHUE BIMSHUS ITapaMeTPOB 00pabOTKM YacTUI] B TEPMH-

YECKOH IUIa3Me, FeHEpUPYEMON 2JIEKTPOAYIOBBIM IljIa3-
MOTPOHOM HOCTOSSHHOTO TOKa, Ha MOP(OJIOTHIO, CTPYK-
Typy U CBOMICTBa IOPOIIKOB, & TAK)KE UX HPUMEHEHHE
B TEXHOJIOTHH CEJIEKTHBHOTO JIA3€PHOTO CIUIABJICHUSL.

MeTopaunka skcnepuMeHTa

B kadectBe HCXOAHOrO Marepuasa HCIOJIb30BAIH
MOPOLLIKH PEaKIUOHHOW CMECH M3 YUCTBIX 3JIEMEHTOB
¢ uenbto nosyueHuss merogom CBC B pexume Terio-
Boro B3phiBa cmiaBa TNM-B1, monnduuupoBaHHOTO
okcunom utrpust (Y,0;) [14]. Tlpeccosannbie 3aro-
TOBKH M3 PEAKIIMOHHON CMECH TOMEIIATIHN B TpyOUaTyio
neyb, pazorperyio 10 900 °C, ¢ 1enbo HHUIUHUPOBAHUS
0o0beMHOTO TOpeHHs. [IpOmyKTHI CHHTE3a IOCIIenoBa-
TEJIbHO H3MENbYaIM JI0 TOpPOIIKa C pa3MEpOM YacTHIL
<100 MKM ¢ MOMOIIBIO NICKOBOW JPOOWJIKMA W TUIaHE-
TApHOH IIEHTPOOCIKHOW MeJbHHIBI ~AKTHBAaTOpP-4M
(Poccust). Y3ko(hpakIMOHHBIE ITOPOIIKH C pPa3MepoM
3epeH 10—65 MKM Moyyanu Ha BO3AYIIHOM Kiaccugpu-
katope [onbd-3 (Poccus).

Knaccudpunuposanusie mopomku — 00padaTsiBan
B ITOTOKE TEPMHUUIECKON ILIa3MBl HA YCTAHOBKE IIIa3MEH-
HOU Ceponan3aiy TOPOIIKOBEIX MaTepPHaNoB, pa3pa-
0oTaHHON MHCTUTYTOM METAJITyPTUU M MaTepHaIoBec-
Hus M. baiikosa (1. Mocksa, Poccust) [28]. Tlapamerpsr
npouecca chepounu3anul MHUKPOIIOPOIIKOB B ITOTOKE
TEPMUYECKOH IJ1a3Mbl IPEICTABICHBI HUXKE!

MomnocTs miasmorpona (N ), kBr.......... 11-25
[1:1a3M000pa3yOMIME TA3BI . . . . oo v e ee e Ar, Ar+H,
Pacxoj1 mazMoo0pasyromiero ra3a

(G, )M 2,0-2,16
OHTanbnus noToka muasmsel (1), kBru/nM?. . ... 2,0-3,9
Pacxon npekypcopa (an), VeSS 0,6-2.,4
Pacxo/] TpaHCIIOPTUPYIOIIEro ra3a — Ar

(G )M 0,5

Tp.I

[InasmMeHHas CTpys TeHEPUPYETCs DIEKTPOLYTOBBIM
MJ1a3MOTPOHOM MTOCTOSTHHOTO TOKa MOIIHOCThIO 30 kBT 1
HCTEKAeT B BOJJOOXJIAXKTaEMbI 00BEM IIIa3MEHHOTO PeaK-
topa quameTrpom 300 MM u ammuoit 1000 mm. Yactuiibt
00pabaTrIBaEMOTr0 MaTepHaja BBOIITCS B IIa3MEHHYIO
CTPYI0 B BHJE Ta30UCHEPCHOrO IOTOKA IPU HCIONb-
30BaHUM Ta3za-HocuTend. B mporecce HarpeBa 4acTHIL
MIPOUCXOAAT UX IJIaBleHue U GopmupoBanue chepuye-
CKOH (hOpMBI 3a CUET CHJI TIOBEPXHOCTHOTO HATSIKCHUS.
Janee dacTuIbl KPUCTAUTM3HPYIOTCS, OCAKIAOTCS
Ha BHYTPEHHEW MOBEPXHOCTH IIJIA3MEHHOTO peakTopa
W YaCTWYHO BBIHOCSTCS Ha ammapar (IIBTPALUN OTXO-
Jamux razoB. C NOMOILIBIO CUCTEMbI OYUCTKU CTEHOK
IJIa3MEHHOTO PeaKTopa MPOUCXOIAT cOOp U HAKOIIEHHUE
MIPO/IYKTa B MPUEMHBIX OyHKepax.

B mporniecce mrasmMenHol 00pabOTKH MOPOIIKa-TIpe-
Kypcopa, UMEIOLIEro LUIMPOKOE paclpe/ieieHne YacTHIL

/1
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0 pa3MepaM, BO3MOKHO 00pa3oBaHHE HAHOPA3MEPHOU
(dpakmuy B pe3yibTaTe YaCTUYHOTO MCHAPCHUS METKHX
qacTul, 00pabaThiBaeMOro Marepuana W KOHJACHCAIHH
oOpa3zoBaBmmXcss TapoB. Ee Hajguuyme 3HAYUTEIHHO
yXyamaeT (hpH3HUKO-TEXHOIOTHYECKUE CBOHCTBA TOTOBOTO
MPOAYKTa, a TaKXKE YBEIMYHBACT COJCPIKAHHE IMpUME-
ceil Kucmopona M a30Ta 3a CYCT AKTUBHOTO OKHCIICHHUS
HAHOYACTHI] IPH KOHTAKTE C BO3IYXOM. Y/laJeHHuEe HaHO-
pa3MmepHOil (ppakiuuu U3 CHEpOUITU3UPOBAHHOTO MPO-
JyKTa OCYLIECTBISIIOCHh CEAMMEHTALIMOHHBIM METOIOM
B IMCTUJUTMPOBAHHOW BOJIE TTOCIIE YIILTPa3ByKOBOW 0Opa-
0oTku. llemeBoil MPOAYKT MPOCYIIMBAIH B YCIOBHSX
Hu3Koro Bakyyma nipu ¢ = 150 °C B reuenue 180 muHn.

['panynomerpuyueckuil coCTaB MOPOIIKOB H3MEPSIIH
METOJIOM JIa3epHON Ju(paKIUK B )KUIKOU cpelie Ha MPH-
6ope ANALYSETTE 22 MicroTec plus («FRITSCH»y,
lepmanus) no cranmapry ASTM B822-17. Texydectb
MOpOIIKA OLIEHWBAIM C TIOMOLIbIO BOPOHKH XoOJula
(mnameTp KanuOpOBAaHHOW BOPOHKH 2,5 MM) IO CTaH-
napTHoMy Mertony ucnbltanuit ASTM B213-2017.
HacpimHyio TUIOTHOCTH HM3MEPSUIM B COOTBETCTBHHU
¢ TOCT 19440-94. CopepkaHue MPUMECHOTO KHCIIO-
poza ompeneNnsian BOCCTAHOBUTENBHBIM IIJIABJICHUEM Ha
npudope TC-600 (LECO, CILIA) no cTanzapTHON MeTO-
nuke ucnsiTanuii ASTM E1019-18.

[locTpoeHrne M ONTUMH3ALMIO PEKUMOB CENCKTHB-
HOTO JIA3EPHOTO CIUIABJICHUS MPOBOIWIN Ha YCTaHOBKE
SLM-260 («SLM Solutions», I'epmanus) B HMHEPTHOMH
arMocdepe. CKOpOCTh CKAHUPOBAHUS U MOIITHOCTD BAPh-
upoBanu B nuanazonax 100-1000 mm/c u 50-300 Br
COOTBETCTBEHHO. /11 ycTpaHeHus Ie(eKToB B BHAEC
mop u MmukporpemmH CJIC-00pa3ubl JOMOTHUTEIHEHO
MOABEPTAIN TOPSTUEMY M30CTaTHIECKOMY IPECCOBAHUIO
(I'UII), a nns u3meHeHus tumna cTpykrypsl nocie ['UIT
MPOBOJMIIM  TepMUYecKylo ob6paborky (I'UII + TO).
IIpouecc T'MII  ocymecTBisiii  Ha  YCTaHOBKE
HIRP10/26-200 (ABRA AG, lllBeiinapus) npu Tem-
neparype ¢ = 1240 °C, napnenun aprona P, =200 arm
U TIPOAODKUTECIBHOCTH HW30TEPMHUUYCCKOW BBIACPIKKU
t=120 Mmun. Tepmudeckylo 00pabOTKy IIPOBOIMIH
B BakyyMHo#i nieun Tepmuonuk-T1 (Poccust) ¢ Bonbdpa-
MOBBIM HarpeatesneM rnpu ¢ = 1380 °C u 1= 120 muH.

@®a30BBIi COCTaB U3yYaJId METOAOM PEHTTEHOCTPYK-
TypHOro ¢azoBoro ananmmza (PDPA) ma mudpaxrome-
tpe D2 PHASER («Bruker AXS GmbH», I'epmanus)
¢ ucnonb3oBanueM Cuk -u3iyueHus B UanasoHe yIjioB
20 = 10+120° ¢ mrarom 0,02° u sxco3uriuei 0,6 c.

MHUKpPOCTPYKTYpHBIC HCCICAOBAHUS TPOBOIMIN HA
CKaHHUPYIOIIEM 3JIEKTPOHHOM MHKpockone S-3400 N
(«Hitachiy», SImoHms1) ¢ SHEPTOANCIIEPCHOHHON PUCTAB-
koii NORAN System 7 X-ray Microanalysis System
(«Thermo Scientificy, CIIA).

TepMoMexaHHYeCKHE HCIIBITAaHNUS B YCIOBHSIX OIHO-
OCHOIO CKaTHsi OCYLIECTBISUIM B Bakyyme (~107° ITa)
Ha nipudope Gleeble System 3800 («Dynamic Systems
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Inc.», CILIA). Inarpammsl Topsiueii gedopmarn oOpas-
OB TIPU BO3ICHCTBUH CKUMAFONINX HAMPSDKCHUN PEerH-
cTpupoBaiu B uHTEpBajie temmneparyp ot 800 mo 1100 °C
npu de/dt < 0,001 ¢!

Pe3ynbratbl M X 0bcyxneHue

CTpyKTypa nopollka-npekypcopa

CBC-nopoIok  XapakTepu3oBaicsi HaJIMYUEM dYac-
THI] HENPaBUILHOH (GopMbl U coctosti u3 (a3 y-TiAl
na,-Ti,Al[15]. Ilo pe3ynbraTam CTPYKTyPHBIX HCCIIEN0BA-
Huit (puc. 1, a, 6) oH o0nasaeT OMHOPOIHOW MHKPOCTPYK-

0 10 20 30 40 650 60 70

Pasmep, Mkm

Puc. 1. Mopdonorust (a), MUKPOCTPYKTYpa (6)
U TPaHYJIOMETPUUECKHUI COCTaB (6) MOPOIIKa
TNM-B1 + 1 % Y,0, noce CBC

Fig. 1. Morphology (@), microstructure ()
and granulometric composition ()
of the TNM-B1 +1 % Y,0, powder after SHS
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TYPOM, UTO SIBISCTCS BAKHBIM YCIOBHEM JUISI MONTYUCHUS
c(hepOUITU3NPOBAHHOTO TIOPOIIIKA BEICOKOTO KaueCTBa.

CormacHO JTaHHBIM, TOJYYCHHBIM METOJOM Jia3ep-
HoU mudpakumu (puc. 1, ), MOPOLMIKHA UMEIOT OTHOMO-
JaJIbHOE paclipesie]ieHue ¢ MaKCUMyMoM Tipu ~10 Mkm.
KBanTuib pacnpenenenus yactuu no pasmepam D, , Dy,
u Dy moporkoB coctanisii 24, 40 u 68 MKM COOTBETCT-
BeHHO. [10CKONIBKY pa3zieneHue B BO3AYIIIHOM KIIacCH(H-
KaTope OCYIIECTBISIETCS] MPEHMYNIECTBEHHO O Macce
YaCTHII, TO M3-32 HETPABHIBHOW (POPMBI HEKOTOPHIC U3
HUX pazMepom Oosiee 70 MKM OBLIM OTHECEHBI K IIeJie-
Boii (hpakumu. Hammaue paxmum meree 20 MKM 00Bsic-
HSIETCS Pa3BUTOI MOBEPXHOCTHIO YACTHUIl U MX MEXaHH-
4ecKuM 3arieruieHneM. DU3nIecKue U TEXHOIOTHICCKIe
CBOWCTBA MOPOIIKOB BO MHOTOM OIIPEICIIAIOT IMapame-
TPBI UX MOCIIEAYIOMIeH cheponTnu3aIiy B IOTOKE TEPMHU-
YECKOH TI1a3Mbl, KOorJa TpeOyeTcst JOCTHIKEHUE BBICOKOM
(>95 %) crenenu chepuunoctu [28]. Ucxomusie CBC-
MHUKPOTIOPOIIKH HE 00JIaIali TeKy4eCThIO, a X HACHII-
Hast IIIOTHOCTh cocTaBmia 1,5 r/cm?.

[Tna3mMeHHasa chepomamsaums

OKCHEepUMEHTHl 10 IUIA3MEHHOH cdeponanzanuu
IIPOBOJMJIM C BapbUPOBAHUEM CIEAYIOIIUX I1apame-

TPOB: JHTAJBIUU TOTOKA IUIa3Mbl, COCTaBa ILJIA3MO-
o0pa3yrolero rasa M pacxojna MOPONIKa-TPeKypcopa.
OCHOBHBIMH ~ KPUTEpPHUSIMH  BbIOOpa  ONTHMAaILHOTO
peXHMMa TUTa3MEHHON 00pabOTKU MOPOIIKOB SIBIISIIMCH
CTEeNeHb ceponan3allii U MUHUMU3AIIUsS COIePIKaHUs
HaHOpa3MEpHOH (ppakiuuu B 00pabOTaHHBIX MOPOIIKAX.
OHUM W3 3HAYMMBIX TTAPAMETPOB IJIa3MeHHON cepoun-
JIN3AIHAY, OTIPEACIISTFOIINM YHEPTETUISCKUIA BKIIA]] IIPO-
BEJICHUS MPOIIECCca U BIUSIONIMM Ha CBONCTBA IOJTyYae-
MOTO TPOJIYKTA, SIBJISIETCSl 3HAUCHHUE DHTAIBITUHU ITOTOKA
mia3mbl. CBoiicTBa CHEpPOUAM3UPOBAHHOTO MPOAYKTa
W3MEHSUTHCH B 3aBHUCHUMOCTH OT 3HAYEHHH ATOTO TOKa-
3arens B amanasoHe or 2 a0 3,85 kBr-u/m3, kotopwie
OTIPEJICISUITNCH YPOBHEM ITOJIE3HON MOIIHOCTH 3JIEKTPO-
JTyTOBOTO TJIa3MOTPOHA, COCTABOM M PACXO/IOM ILIa3Mo-
00pasyrolIero rasa.

[Ipu MuHUMaANBHONW BEIUMYMHE SHTAIBINHM TOTOKA
aprOHOBOJIOPOAHON IIa3Mbl Irm =2 kBt'u/M® creneHb
ceponan3aIiy MPOIYKTa COCTaBIsANA ~73 %o, UTO ABIA-
€TCSl HU3KUM 3HAUCHUEM, MPEIBSBISEMbIM K TIOPOIIKAM

JUId UCIIOJIb30BaHMsl B aIJUTHUBHBIX IIPOU3BOJACTBEH-
HBIX mpoueccax (puc. 2, a, 6). Vcnapenue marepuana
¢ oOpazoBaHMeM HaHO(MPAKIMHA MPAKTUYESCKH OTCYTCT-
BOBAJIO, TeKydecTh cocTaBuia 57 ¢/ 50T, a HachIIHAs
IJIOTHOCTB — 2,1 r/em’.

Puc. 2. Mop¢oorust HOpOIIKOB 1ocie cheponn3alii Py 3HAYCHUH SHTAIBITUH TTI0TOKA
aproHOBONOPOHOI M1asMbl 2 KBT-u/M3 (a, 6), 2,9 kBt u/M? (6, 2) u 3,85 kB1-u/M? (0, €)

Fig. 2. Morphology of powders after spheroidization at an argon-hydrogen plasma
stream enthalpy of 2 kW-h/m? (a, 6), 2.9 kW-h/m? (s, 2) and 3.85 kW-h/m? (0, €)
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VBenuuenne 3Hauenms [ >2 xBr-u/M’ npusomut
K 3HAUUTEIbHOMY IIOBBILIEHUIO IIJIOTHOCTH TEIUIO-
BOTO MMOTOKAa K MOBEPXHOCTH YacTHUI[ 00padaTbiBAEMOTO
MIOPOLLIKOBOTO MaTepualia, YTo MO3UTUBHO CKa3bIBaeTCS
Ha MHTCHCU(UKAIIMKA HATpeBa M TUIABJICHHUS YacCTHI[ H,
KaK CJIEJICTBHE, Ha YBEJIMYEHUH CTEIEeHU UX chepouIu-
3anuu. K HeratuBHO# CTOpOHE 3TOTO IMpoliecca MOXKHO
OTHECTH MOBBIILIEHHE HHTEHCUBHOCTH HCIIAPEHUS YaCTHII
BCJICJICTBHE TEPErpeBa, UYTO MPUBOIUT K BO3PACTAHUIO
KOHIICHTPAIH KOHICHCUPOBAHHBIX HAHOYACTHI B Ce-
POUIM3UPOBAHHOM TIOPOIIKE. B Xole HIKCIeprMEHTOB
YCTaHOBJICHO, YTO MaKCHMAaIIbHasl CTEIEHb ceponan3a-
U OblIa JTOCTUTHYTA NPU DHTAIBIMH MTOTOKA aprOHO-
BOJOPOIHOM IJIa3Mbl Im1 = 3,85 kBt u/M?. lI3MeHeHue ee
3HAUEHWs B auanasoHe ot 2 1o 3,85 kBt u/M? npuseno
K pocty crenenu chepoumuzamuu ¢ 73 mo 96 %. [pu
9TOM COJIep)KaHWE HaHO(PaAKIUK BHIPOCIO HE3HAYH-
tenbHO (1o 2,1 Mac. %), Tekydects nmocturia 38 ¢/ 50T,
a HACBITHAS TIOTHOCTH BO3pocia 10 2,45 r/cm?.

[lo pesynbraraM HcclieIOBaHMN YCTaHOBJIEHO, YTO
00paboTKa TOpPOIIKa MpeKypcopa B aproHOBOH IIa3me
MPUBOAMUT K IIONYYCHHUIO MPOAYKTA CO CTEHECHBIO Ce-
pouguzanuu 96 %. OTMEueHO HalM4Me arnioMeparoB
W YacTull ¢ caremmmramu (puc. 3, 0). [l yBenudeHus
cTeneHn c(eponau3anui MPOAyKTa MpH (DUKCHPOBAH-
HOM 3HAaUYE€HUM MOIIHOCTH 3IEKTPOAYTOBOIrO paspsjaa
TpeOyeTcsl N3MEHEHHE YCIOBHH TEIUIONEPEeHOCca B CHC-
TeMe «ropsuuii ra3 — yactua». OQHUM U3 BO3ZMOXHBIX
pEIICHUI SIBIISETCS YBEJIMUYCHHE TEIUIOTPOBOJIHOCTH
ra30BOH Cpembl 3a cueT J0OaBICHUS BOIOPOIa B COCTaB
mra3Moo0pasyroniero rasa. lcmoms3oBaHue BOmOpOA-
coepiKaIleil TepMUICCKON IIa3Mbl MHTEHCHMHUIHPYET
TEIUIO- ¥ MAacCOOOMEHHBIE MPOIECCHI, YTO TPUBOIUT
K YMCHBIICHHIO BpPEMEHH HarpeBa 00pabdaThIBacMbBIX
YacTUIl, B pe3yJbTare 4Yero CTeleHb cQepouau3aiinu

&

Puc. 3. Mopdomnorus nopomkos nocie chepounusanuu B wiasme Ar-H, (a, 6) u Ar (6, 2)

mpoaykTa yBenuumuBaetcs 10 99 % (puc. 3, a). Takxe
BBISIBJICHO, YTO BOJOPOACOICPIKAIIAs IUIa3Ma CO3IacT
YCIIOBHsSI JIJISi YaCTHYHOTO BOCCTAHOBJICHHUS IMOPOIITKA-
MpeKypcopa, 4To BIEYET 3a COOOI MOHMKEHHE KOHIICH-
TpaIyy MPUMECHOTO KUCIOPO/Ia B MPOAYKTE.

VYBenudeHue pacxo/ia HOPOIIKa-TIPEKypcopa IIPHBOIHUT
K OOIIBIIIAM 3aTpaTaM TEIUIOBOM SYHEPTUH MTOTOKA IJIa3MBbl,
HEOOXOIMMMOM Ha HarpeB Marepualia, 4To, B CBOIO Oue-
penb, CHIKaeT cTerneHsb cepouanzanun npoaykra. Tax,
MIOBBIIIICHIE pacxofa MpeKypcopa B auamazone ot 0,6
70 2,4 KI/4 IpUBEIIO K YMEHBIICHHIO CTETICHH CHEepOn -
3anmu mpoxykTa 10 88 %, mpu 3TOM cozuepikaHue HaHO-
pa3MepHOl (pakiuu CHU3WIOCH A0 ypoBHs 2,1 mac. %.
YcTaHOBICHO, YTO TPH pacxome mHpekypcopa 1,2 kr/a
o0ecreunBaeTcss MAaKCUMaJIbHAs CTENICHb C(heporTU3aIiu
(96 %) pu MUHUMAJILHOM COZIEPYKaHUN HAaHOPa3MEpHOU
¢pakumu. Kak ObUTO TOKa3aHO paHee, B MUKPOIIOPOIII-
KaX, MOyYCHHBIX METOIOM IUIa3MEHHOM CheporIH3aIiin
(puc. 4, a, 6), 0OHapYKEHBI YACTHUIIBI HAHO- U CYOMHUKPOH-
HOTO pa3Mepa, 00pa3yromrecs: B pe3y/IbTaTe 4acTHIHOTO
ucnapeHus: 00pabaThIBAEMOT0 Marepuaia U MOCIeayo-
el KOHACHCAIMH Hapa MPU OXJIAKICHHH BBICOKOTEM-
MepaTypHOro rasoaucrepcHoro motoka. ComepikaHue
YyacTHIl BapbupoBaiock ot 3 mo 10 mac. %.

[purogssit s texnonoruu CJIC chepoumusupo-
BaHHBII [TOPOIIOK ObLT MOMYyYCH MIPH YHTAIBIINH ITIOTOKA
Ar-H,-nmasmbl ¢ conepxannem Bogopona 3,7 00. %,
COCTAaBJIAIOIIEN Im=3,8 kBr-u/M>. YactnuHoe wcma-
peHHEe MpeKypcopa TMPHUBEIO K TOSBICHHUIO HAHO-
Gpakmun M =7 mac. %, a creneHb cdepouausa-
uuu gocturna 99 % (puc. 4, 6-0). Hdus chepuyeckux
YaCcTHI[ XapaKTepHA OJHOPOAHAS TIOOYISIpHAS CTPYK-
typa TiAl/Ti;Al ¢ nanoyactunamu Y,O; 10 rpaHunam
3epeH (puc. 4, e). TexydecTb TOTYYEHHBIX ITOPOIIKOB
cocraBmwia 29 ¢/ 5071, a HachImHas IUIOTHOCTH YBEJH-

Fig. 3. Morphology of powders after spheroidization in plasma stream: Ar-H, (a, 6), Ar (6, 2)
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Puc. 4. Mopgoiorus nopomka crnasa TNM-B1 + 1 % Y,0, nocne odpabdorku B Ar—H,-niasme 1o (a, 6)
U nocie (6, 2, 0) ylnbTPa3ByKOBOM OYMCTKU U TONEPeUHbIH HUTH] YacTULE (e)

Fig. 4. Morphology of TNM-B1 + 1 % Y,0, alloy powder after treatment in Ar-H, plasma
before (a, 6) and after (6, 2, 0) ultrasonic cleaning, and cross-section of a particle (e)

unaack 10 2,5 r/cm’. 3HauYeHHWs MapaMeTpoB Dy, Dy,
u Dy, cocrapunu 17, 29 u 50 MKM COOTBETCTBEHHO B
nuanaszoHe pazmepoB dactuil oT 10 mo 79 mxm. Crenyet
OTMETHUTb, 4TO 00pabOTKa MOPOIIKa B ApTOHOBOH IJ1a3Me
MIPUBOJUT K CHIDKEHHUIO COZEP)KaHUs IpUMeEced KUCIo-
pona ¢ 0,8 mo 0,6 mac. %, a Bo3aeiicTBHE BOJOPOACO-
JiepxKaneldl TepMUYECKON IIIa3Mbl HapsAy C yOaJeHUEM
HaHO(pakuy 00ecreunBaeT CHUKEHHE TPUMECHOTO
kuciopoxna 1o 0,3 mac. % (puc. 5), a Takke AByKpaTHOE
CHW)KEHHE npumeceid azora. ConeprxaHue BOIOPOAA MPH
3TOM HaxoxuTcs Ha yposHe 0,0025 mac. %.

CenektnBHoOeE Jla3epHoe CrijiaBneHune

[Tomy4eHHBI TOPOMIOK OB  HCIHOJAB30BaH JIs
ontumuzarun pexxumos CJIC Ha ycranoBke SLM-260
(«SLM Solutionsy, I'epmanus). [Tlogbop onTuManbHEIX
JIMana30HOB OCHOBHBIX IOKa3areseil Ja3epHOro CUH-
Te3a MPOBOIMICS C YIETOM MHHUMAIBLHOW OOBEMHOM
MJIOTHOCTH 2Heprum nasepa (VED), HeoOXoauMon 1ist
TUTABJICHHS CJIOSI TOPOIIKA 3aJaHHOH TOJIIUHEL, 110 CIe-
nytoniei Gopmyie:

P

VED = ——,
vhtd

rne P — MOIIHOCTS Ja3epa, BT; v — cKopocTh CKaHUPO-
BaHMA, MM/C; /i — HHTEpBaJI CKAHUPOBAHUS, MM; f — TOJI-
[IMHA ITOPOIIKOBOTO CIIOSI, MM; d — JIHAMETp Ja3epHOTO
Jyda, MM.

Ortpabotka pexxumoB CJIC ¢ mcnone3oBanueM ce-
puyeckoro mopomka TNM-B1 +Y,0, 3akmovanace

1,0
09 r
08 r
0,7
0,6 -
05
04 r
03 r
02r
0,1r

Conep:xanue Kuciopoaa, Mac. %

CBC-nopommox Ar-rmasma Ar-H,-nnazma

Puc. 5. Coneprxanue IPUMECHOTO KUCIOPO/Ia B UCXOAHOM
CBC-noporke, nociie 06pabotku B Ar- u Ar—H,-rmasme

Fig. 5. Impurity oxygen content in the starting SHS powder
after treatment in Ar and Ar-H, plasma
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Puc. 6. COM-u300pakeHns1 MONEPEUHBIX CEUCHNI TPEKOB (@) M CHUMKH UX ITOBEPXHOCTH,
TIOJTyYEeHHBIE METOJIOM ONITHYECKOH MHKPOCKOIHH ()

Fig. 6. SEM images of cross-section of tracks (), and their surface images obtained by optical microscopy (&)

B IOCTPOCHUHU OJMHOYHBIX TPEKOB U OICHKE IIIyOWHBI
IpoIUIaBiIeHNsT U Hammuus nedekro. [lo pesymsraram
Ja3epHoil 00pabOTKN OAMHOYHBIX TPEKOB BBISIBICH PSA
3akoHOMepHocTel (puc. 6). Huskue CKOpoCTH CKaHH-
poBanus (v <200 MM/C) MPUBOAAT K CHIBHOMY YBEIH-
YCHUIO DIyOWHBI IPOIUIABICHHUS OAWHOYHBIX TPEKOB
(1o 500 MKM) HE3aBHCHMO OT I10aBa€MOW MOIIHOCTH,
a BBICOKHE 3HAYCHUS V — K CHIIBHOMY YIIHPCHUIO TPEKa.
B ycnoBusix 00beMHOI medaTH 3TO MPHBOIUT K MHO-
TOKPaTHOMY HEpeIIaBy COCEAHUX TPEKOB, TEM CaMBIM
CO3JAI0TCST YCTIOBUSI 00pa30BaHMUsI M30BITOYHBIX HAmpsi-
JKCHUH 1, KaK CIICICTBHE, PaCTPECKUBAHISI MaTepraa.
IIpu yBenuuenun cxopoctd ckaHupoBaHus ¢ 200
0 600 MM/C KOJIMYECTBO HENPOIUIABICHHBIX YACTHII
Ha TIOBEPXHOCTH TPEKOB YMCHBIIMIOCH, IIUPUHA Tpe-
KOB craja Oojee OTHOPOAHOM M coctaBmiaa oT 110
1o 160 mxM. Tpeku, momyueHHbIE ITpU OOJiee BBICOKOM
CKOPOCTU CKaHMPOBAHUS, UMEIM IJIaJKyl0 M OIHOPOI-
HYIO TOBEPXHOCTh C HHM3KHM KOJHUYCCTBOM JC(EKTOB.

OnrtumanbHas MUKPOCTPYKTypa TPEKOB IONydYCHA HPHU
v =500+600 Mm/c, a OJJHOBPEMEHHOE MOBBIIIICHUE MOIII-
HOCTH Ilazepa Tpedyer v>900 MMm/c, 4TO COOTBETCT-
ByeT IUara3oHy 0ObEeMHOH IIOTHOCTH DHEPIHH Jia3epa
VED = 40+110 J[x/mm®.  COMIACHO  yCTAHOBIEHHOMY
JMara3oHy BeIWYuHbl VED ObLIO NPOBENCHO NayibHEH-
1iee BapbHUPOBAHNWE MOIIHOCTH M CKOPOCTH CKaHWUPOBa-
HUSL JUTS TIOCTPOCHUS 00BEMHBIX 00Pa3IIOB.

Ha puc. 7 npencraBneHs! MaTpuiia 3Ha9YCHUH 00bEM-
HOU TUTOTHOCTH DHEPTHH Jia3epa u ImiarpopMa ¢ 00beM-
HBIMH OOpasnaMu. BapbupoBaHHEe MOIIHOCTH IPOBO-
mumn B auamasone 70—115 Bt, a ckopoctu ckanupo-
BaHusi B uHTepBajge 500—1000 mm/c. OOpa3ipl MOKHO
pasnesuTh Ha 3 TPYHIBI TO XapaKTEPHBIM Jc(eKTaMm.
KpacHpiM 11BeTOM Ha puc. 7, 6 BBIIEICHBI 00pasIibl,
B IIPOIECCE ITOCTPOCHUSI KOTOPBHIX HAOIIONAIOCH KOPO-
ONeHMe, JKENTHIM — PACCIOCHHE KOHTYpa, a 3eJICHBIM
[BETOM IIOKa3aHbI O0Opa3lbl, HE WMEBIINE 3aMETHBIX
BHCIITHUX JIC(EKTOB.

P
4 B C D E F

179 95 [111 127 143 159

2 64 77 90 103 115 128

V| 3 |54] 65 75 86 97 108
4 46| 56 65 74 83 93
5|41 (49| 57 65 73 81

6 [36] [43] 51 58 65 72

Puc. 7. Pexxumbl CJIC u matdopma ¢ IOCTpOeHHBIMU 00pa3iaMu

a — Marpula peKuMOB CO 3HAYCHUAMU 00BEMHOI TUIOTHOCTH DHEPIruu Jia3epa,

6 — n300pakeHne 00BLEMHBIX 00Pa3II0B, MOCTPOCHHBIX ¢ omoIbio CJIC

Fig. 7. SLM modes and platform with constructed samples

a — mode matrix with volumetric laser energy density values; & — image of bulk samples constructed using SLM
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Puc. 8. MukpoctpykTypbl 00beMHbIX CJIC-00pa3iioB, MOIy4YeHHbBIX IPH ONTHMH3ALKH peskuMoB A2 (a) u AS (6)

Fig. 8. Microstructures of bulk SLM samples obtained during the optimization of modes A2 (a) and AS (6)

JIyst GONMBIIMHCTBA PEKUMOB MTOCTPOCHHUS, OCOOCHHO
[PH BBICOKOM IIIOTHOCTH SHepruu nasepa (160 Tx/mm?),
HE yJaJIoCh JOOUTHCS TIOJHOTO TIOCTPOCHUSI 00pa3IoB.
[Tpu4nHOM 3TOTO SIBISUTUCH HENOCTATOYHAS TEIUIONepe-
Jlava ¥ eperpes paciuiapa, 4yTo IPHBENO K KOPOOICHHIO,
a TaKxke GOpPMHUPOBAHHIO KaBepH U TpeuH. C KaIbM
MOCJIE/IYIONIMM ~ Halle4aTaHHbIM  CJIOEM  BH3YyaJlbHbIi
KoHTpoJb mponecca CJIC TpebGoBal OTKIIOUCHHUS ITe4aTh
[0 HEKOTOPBIM pEeKHMaM H3-3a SIBHOTO KOPOOJICHUs
BBIPANIMBAEMBIX O0PA3IOB. DTH PEKUMBI OTIHYAIOTCS
HU3KOM MOIIHOCTBIO stazepa (70 Bt), uro oGecrneuniio
(hopMHUpPOBaHUE TUIOTHOW MHKPOCTPYKTYPHI C PABHOMED-
HBIM pacrpe/Ie/ICHUEM JISTUPYIOIINX KOMIOHEHTOB. Tem
HE MEHee B 00pa3lax MPUCYTCTBOBAIN MHKPOTPEIIHHBI
(puc. 8, a), oOpazoBaBIIKECs B Pe3yJIbTaTe BO3ICHCTBUS
BHYTPEHHHX HANPSDKCHUH M3-32 CHJIBHBIX TEMIIEparyp-
HBIX TPaJIMCHTOB.

Kak BugHO Ha puc. 8, 6, IpU yMEHBIICHUH O0BEM-
HOH IIOTHOCTH IIOABOAMMOMN sHepruu 10 50 /M3
1 OJTHOBPEMEHHOM MOHIKCHHH MOIITHOCTH JIa3epa M CKO-
POCTH CKaHUPOBAaHHs IEPErpeBa BaHHBI paciliaBa HE
MIPOUCXOINT, U (POPMHUPOBaHUE OOJBIICH YaCTH MHUKPO-
TPELINH B CTPYKType 00pa3loB momaBisieTcs. B crpyk-
Type JaHHBIX 00pa3IOB OTMEYCHO HEOOJbIIOe KOJIHue-
cTBO CcyOMHKpOHHBIX TOp (<3 00. %), KoTOphIe 00pa-
3yIOTCSl B pe3yJIbTaTe 3aXBaTa aproHa BaHHOM pacIiiaBa.

[MocTobpaboTka
M MeXaHnyeckune NcnbiTaHus

[Monmyuennsie obpasupl w3 crnasa TNM-B1 +Y,0,
C ONTUMAJILHOW CTPYKTYpol 1o pexumy AS (puc. 9, a)
nozxsepramn 'UIT u Tepmuueckorr obOpaborke. Jlis
WCCIICZIOBAaHUST W3MEHeHHH (a30BOTO cocTaBa ObLIH

A .

HTEeHCUBHOCTH

o —v-TiAl 7]
m— o,-Ti,Al
4 —Ti,AINb/B

Amme o CJIC + TUIT + TO

CJIC + TUIT

m  AaEe 4 Emaoe CJIC

20

40 60 80 100 120

26, rpan

Puc. 9. O6bemusie 0Opasusl u3 ctapa TNM-B1 +Y,0,, nonyuennsie metonom CJIC (a),
1 peHTreHorpammsl 3toro crmasa nocie CJIC, CJIC + T'UIT u CJIC + T'UIT + TO (0)

Fig. 9. Bulk samples of the TNM-B1 +Y,0, alloy obtained by SLM ()
and X-ray diffraction patterns of this alloy after SLM, SLM + HIP, and SLM + HIP + HT ()
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CoC* THT .

¥-TiAl

Arnomepar

TpenmHb

Puc. 10. Muxpoctpyktypsl critaa TNM-B1 +Y,0, nocie pasiuuHbIX BHA10B 00paboTKK

Fig. 10. Microstructures of the TNM-B1 + Y, 0, alloy after various types of treatment

CHSTBHI PEHTICHOTPAMMBI IMOCIE 3 BHUAOB 00pabOTKU
(CJIC, CJIC+THUIl n CIC+TUIl+TO) m mupo-
BeZeHa wuneHTH(ukauusa ¢a3 (puc. 9, 0). B cocrase
cruiaga TNM-BI1 +Y,0,, nonyuennoro merogom CJIC,
npeobnanana ¢asa o,-Ti,Al (60 mac. %). Ee xonuen-
Tpanusi B 3—4 pasza mpeBocxoaniia paBHOBecHYyHO [14].
[poueccnl (hazooOpa3oBaHust B CIilaBaX, aHAIOTHYHBIX
TNM-BI1 +Y,0,, KOHTpOIHMPYIOTCS B TIEPBYIO OYeEPE/b
CKOPOCTBIO OXJIaxkJeHUs. JlJisi BBICOKMX €€ 3HaueHUi,
xapakrepHbix st CJIC, mogaBisieTcst mpoTeKaHUe IBTEK-
TOUJIHON PEAKLIMH 0. — 0., T Y, YTO IPHUBOJUT K M30BITKY
dazer a,-Ti,Al [11].

ITposenenne I'MII no3sonuno npusectu CJIC-cras
TNM-BI1 +Y,0, K paBHOBECHOMY COCTOSHUIO 32 CYET
Tpancopmanun MeractabunbHoro o-Ti;Al B y-TiAl
Kak BumHo w3 mudpaknuoHHbIX criektpoB CJIC-
obpa3noB (puc. 9, 6), UHTEHCUBHOCTh IUKOB TETParo-
HanbHOH (a3el y-TiAl mocne I'UII cymecTBeHHO yBeTH-
unsiacek. Coornomenue y-TiAl: a,-Ti, Al B Hux cocTaBuio
75:20. Cnemyer OTMETHTB, YTO B 00paslax Kak Iocie
CJIC, tak u nocne I'NII coneprxanocs 5—7 % dazsr B-Ti,
KOTOpasi He HaOMoIanacs panee B JTAHHOM CIUIABE, TIOITY-
yeHHoM 1o TexHonoruu ['MIT u3 CBC-nopomikos [15].
[Mpumenenne metoma CJIC nnst KOHCONMMUOAIUU TIPEI-

1200

rojaraeT BO3JEHCTBHE OoJjiee BBICOKHX TEMIIEparyp
U TIEPEBOJI MaTepHala B KHUIKYIO (a3y, KpUCTATUTH3AIIHS
KOTOPO# HAYMHACTCS ¢ POPMHUPOBAHHS IEPBUUHBIX KPH-
craioB B-Ti cormacHo amarpamme coctostHus Ti—Al
CcopmupoBanHble TakuM obOpasom 3epHa ¢asel P-Ti
coxpansitorcest B crutaBe nocne CJIC u I'UIT (puc. 10).
IIpoenenue tepmoodOpadotku (TO) He mnpuseno
K CyIOICCTBEHHOMY W3MEHECHHIO (Da30BOTO COCTaBa
(puc. 9, 6): coornomenune ¢as y-TiAl:a,-Ti;Al Taxxe
cocrapisuto 75:20. Ha nqaHHOM 3Tare ObLI OCYIIECTBICH
HATPEeB BBIIIC TEMIIEPATYPhl IBTEKTOUIHOIO MPEBpAIle-
HHS 0. — 0, T 7. B pesynbrare oxnaxmeHus ¢ HU3KOM
CKOPOCTBIO PaBHOOCHBIEC 3€pHA O-(ha3bl pacrnagainch Ha
kononuu nameneit y-TiAl: a,-Ti, Al (puc. 10).
CrpykrypHo-da3zoBbie u3menenus B CJIC-o0pasuax,
npotekaromue npu ['UIT u TO, Ge3ycioBHO MOKHBI
CckazarbCs Ha cBoicTBax cruiasa TNM-B1 +Y,0,. Ha
puc. 11 mpencraBieHbl JUarpaMMbl JAeQOpMaIdd 10
CXeME OJIHOOCHOM OCaIKh B KOOPIHMHATAX «HCTHH-
HbIC HANPSKCHHUS — JIOTapupMuueckas aepopMaris)
Uit o0pasnoB, moimydeHHbIX 1o pexumy CJIC AS,
CJIC +TUIl, CJIC+THUII+ TO. Ilopucrocts 06pa3-
noB mocie TMIT u TUIl+ TO ne mpessimmana 1 %.
YCcTaHOBIIEHO, YTO MOJIyYE€HHBIE CBOMCTBA CUJILHO 3aBU-

1000
800
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800 °C

B 800 °C

B 900 °C

78

Hanpsoxkenue, MIla
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0

900 °C
1000 °C

I I T 4 T 11100 °C
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71100 °C

0,05 0,170 0,15 0,20 0,25 0,30 0,35

Jlorapudmuyeckast aedopmarust

0

0,05 0,10 0,15 0,20 0,25 0,30 0,35

Jlorapudmudeckast aehopmanust

Puc. 11. Inarpammbl n1edopMarivi, pearn30BaHHOM IO CXeMe OJJHOOCHOU OCaIKH, B KOOPIHHATAX
«ACTHHHBIE HANPSDKEHNS — orapumudeckas negopmanus 1wt CJIC-06pasuos u3 crutasa TNM-B1 +Y,0;

a—CJIC +T'UIl; 6 — CJIC + T'IT + TO

Fig. 11. Deformation diagrams under uniaxial compression in the coordinates
“true stress — logarithmic strain” for SLM samples of the TNM-B1 +Y,0; alloy

a—SLM + HIP; 6 - SLM + HIP + HT
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Mexanun4veckue coiicra ciiiaga TNM-B1 +Y,0,
nocje CJIC u 10n0JIHUTE/ILHONH TepMIYecKkoii 00padoTku
(pexum CJIC AS)

Mechanical properties of TNM-B1 + Y, 0, alloy
after SLM and heat treatment (SLM mode A5)

t,°C E, T'Tla G425 MIla c,, MIla
O6paszer nocne CJIC + T'UIT
800 96,0 522 1128
900 88,0 330 622
1000 82,2 175 253
1100 73,5 94 80
O6paszerr nmocne CJIC + T'UIT + TO

800 115,2 528 1148
900 68,3 308 703
1000 54,5 181 347
1100 48,2 98 149

CAT OT TEMITEPATYPbI UCTIBITaHUH. Bee kpuBbie nedopma-
UH MMEIOT SIPKO BBIPAXKCHHBIH MaKCUMYM, COOTBETCT-
BYIOIINH TIpeeny IPOYHOCTH TIPH CKATHU U CBUICTEIb-
CTBYIOUIMH O AeQOpPMAalMOHHOM YIPOYHEHHUU OOpa3-
1oB. st BceX KPHBBIX XapaKTepHO HAJIMYHE BTOPOTO
Y4YacTKa, IJIe yBeIHYCHUE Ne(GOpMAIIUU IPOUCXOINT IIPH
CHW)KEHUM HanpsokeHus. JlaHHBI d3QQPeKT 00bsicHIeTCS
MUHAMHYCCKON pPEKpHCTAIUIM3AIMEeH WIH JUHAMUYC-
CKHUM BOCCTAHOBJICHHEM, a TAaKKe perakcanuei nedek-
TOB KPHCTAJUTMYCCKOU PEIICTKH.

Mexannyeckne CBOMCTBa (MOIYNb yIpyrocTu E, mpe-
JIeT TeKY4eCTH O ,, IPEJIEN IPOYHOCTH HPH CHKATHH G, )
crutasa TNM-B1 +Y,0, nocie I'MIT n I'UIT + TO 6bun
OIIPEJICIICHBI C UCTIONB30BAHUEM JHarpamMM IehopMaIuu
(B 00JIaCTH YNPYTOIIACTHYECKOTO TIepexo/a). SHaYCHUs
Gy, Y TIOTYYCHHBIX o0pasuoB mpu temneparype 800 °C
COIOCTaBUMBI € TI0Ka3aTeNsIMU JUTHIX ciiaBoB TNM-B1
(0,,= 400+530 Mlla), a Benu4uHa O, yBEIM4YCHA
Ha 150-200 MIla o cpaBHEHUIO C JTUTHIMU CILUIABAMHU
(0, = 880+1000 MIla), 4ro cBa3aHO C Hanmu4ueM Oonee
MEJIKO3EPHUCTON CTPYKTYpHI [29; 30] (cM. Tabmuiy).

[Iposenenune TO miis oOpasuos crutaa TNM-BI +
+Y,0, nocne CJIC + I'MII no3BOJNIAET yBENMYUTh G,
Ha 20-100 MIIa 3a cuer hopMuUpOBaHUS JIAMEIIISPHOM
MHKPOCTPYKTYPBL. DPQPEKT ynpodyHeHUs Oosee 3ame-
TEH MpHU BBICOKHX TemImeparypax ucibitTanuii (ot 900
1o 1100 °C).

BoiBogb!

1. 3 CBC-nopomikoB crmiaea TNM-B1 +Y,0, no-
nydeHsl nopowku ¢pakguu 10-65 MKM € BBICOKOM
cTeneHpio ceponanzanun yactull (1o 99 %). MsydeHo
BIIHMSIHUE TTAPAMETPOB 00PAOOTKHU YaCTHIL B TEPMHUICCKON
IIa3Me, TEeHepHPYeMOil AIIEKTPOAYTOBBIM IUIA3MOTPO-
HOM TIOCTOSIHHOTO TOKa. BBISBICHO, YTO OHA MPHBOIUT

K 3HAaYUTCIbHOMY H3MCHCHHUIO MOp(bOHOI‘I/II/I HqaCTHUll U
MOJTYYEHUIO TPOIAYKTa C BBICOKOH CTENeHbIo chepo-
Uau3anuyu — B guarasone ot 88 1o 97 % B 3aBUCHMO-
CTH OT 3HAYCHUH SHTAJBIIMU IMOTOKA IUIa3MBI, COCTaBa
1a3M000Pa3yIONIETo ra3a u pacxona o0padaTbIBAEMOTo
Marepuana. [Ipu JOCTIKCHUU MAaKCUMAlbHOH CTENeHU
ceponan3aii OTMEUEHO YaCTHYHOE UCIApEHHE Ipe-
Kypcopa, TPUBOAAMIETO K 00pa3zoBaHUIO 10 7 Mac. %
HaHO(PAKITIH.

2. YCTaHOBIIEHO, YTO HMCIIOIb30BAaHHE BOAOPOACOIED-
JKaIIel TepMIYECKOH ITa3MBbl CIIOCOOCTBYET YBEITMICHHIO
cTerieHn cheporau3anuu nmpoaykra 10 99 %. B To xe
BpeMsI MOBBIIICHHE pacxona mpekypcopa ¢ 0,6 1o 2,4 kr/a
TIPUBOJIUT K ee cHIbKkeHHIo ¢ 97 no 88 %. [Ipu oOpaboTke
MIOPOIIKA B BOIOPOACOACPIKAIICH TEPMHUUECKOH ILIa3Me
KOHIICHTpAMsl TMpUMecHOro kucimopoma mametr c¢ 0,8
10 0,13 mac. %, IByKpaTHO CHUKAIOTCS IPUMECH a30Ta U
Ha MOPS/IOK YMEHBIIAETCS KOHIIEHTPAIHs BOAOPOAA.

3. OkcepuMEHTH 10  ONTHMH3AIUU  IIpollecca
CJIC omnpenenunu peXUMBI, ITO3BOJISIIOIINE CTPOUTH
3aroTOBKM C MHUHHUMAJIBHBIMHU KOJIMYCCTBOM ,Z[e(l)eK—
TOB W OCTATOYHOW MOPUCTOCTHIO. Jlydime o0pasiisl
ObBUTH TONYyYeHBl TpU OOBEMHOH IUIOTHOCTH JHEp-
run nasepa 40-50 J[x/MM® (MOIIHOCTB J1a3epa OKOJIO
60 BT) u crkopoctu ckanupoBanus Beie 900 mm/c.

4. UccnenoBano BiusaHue mnoctodpadotku (I'UII
u TO) Ha cTPYKTYpY, (a30BbIil COCTaB U MEXaHHUICCKHE
ceoiictea CJIC-o6pasuos u3 casa TNM-B1 +Y,0,.
[locne razocrarmueckoil 00pabOTKM 0OpA3IBl MMEIH
OJIM3KYIO K HYJTIO IOPUCTOCTD IPH MTOJTHOM 3aJICUMBAHUN
ne(eKTOB CTPYKTYPHI, a JOMOIHHUTENIbHAS TePMHICCKAsT
oOpaboTka obecrnieumsia TpaHCHOPMAIMIO PABHOOCHOU
CTPYKTYPHI CILJIaBa B JIAMEJUISPHYIO.

5. Ilo pe3ynbratamMm TEPMOMEXaHUYECKUX UCIIBITAHUI
IO CXEME OTHOOCHOTO CXKATUS B AHMAIIa30HE TEMIICPATyp
ot 800 mo 1100 °C ycTaHOBIIEHO, UTO CIUIAB C JTAMEIISIP-
HoOM crpykrypoii B cocrognuu CJIC + I'HII + TO umeer
noBeimeHHbie Ha 80—100 MITa 3HadeHUs TPOYHOCTH.
Jlygmme oOpa3mpl o0Namanyd CIEAYIOIIUMH CBOWCT-
Bamu mipu ¢ = 800 °C: E=115,2 I'Tla, Oy = 528 MlIla,
o,=1148MIla, a mpu 1100°C: E=482TITla,
Oy = 98 Mlla, o, = 149 MIla.
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MoaudumumpoBaHme NOBEPXHOCTHU CTanewn,
NMPUMEHSIEMbIX B apMaTypPOCTPOEHUMU

. C. Cokonosa® 2=, A. B. O6opun?, C. E. [Topososa!

! TIepMcKuii HAMOHANBHBIA HCCIEA0BATEIbLCKUI MOIMTEXHUYECKHI YHHBEPCHTET
Poccus, 614990, r. [lepmb, Komcomonbekuit p-t, 29
2000 «HoHHbIE TEXHOJIOTHH»
Poccust, 617064, . KpacHokamck, [locceiinas yi., 47A, xopn. 5

B3 seporozova@pstu.ru

AHHOTayMs. 3ariopHO-peryIUPYIOLIas arnapaTypa sSBISeTCsl BAKHOM YaCThIO0 CHCTEMbI TPAHCHOPTHPOBKH KUIKOCTH M Ta30B, II0ITOMY
ee Oecriepe0oiinas paboTa 3aBUCHT OT KaueCcTBA M CBOMCTB MOBEPXHOCTH AeTasieid. OMH U3 CIocO00B YITyUIICHHUs €€ CBOWCTB — 9TO
HMOHHOE a30THPOBaHME, KOTOPOE aKTUBHO IpuMmensercs B Poccun, M3paune, bonrapuu, benapycu, ABCTpuM u Apyrux crpaHax.
DTOT METOJ MPOCT B YIPABICHUH U KOHTPOJIE, YHUBEPCAJICH JUIsl BCEX BHIOB CTaleil M CIUIaBOB, SKOJIOTHYECKH Oe3omnaceH, obec-
HIEYNBACT Pa3MEPHYIO U YUCTOBYIO TOUHOCTD, ITOBBILIACT IKCILUTyaTallMOHHbIC CBOMCTBA AeTajiell. B HacTosieil paboTe npHBe/IeHb
00001IeHHBIE PEe3yNIbTaThl UCCIIENOBaHUi (GopMUpOBaHUS MOAU(HUIMPOBAHHBIX CIOEB Ha CTANsIX, NPUMEHSEMBIX B apMaTypo-
crpoenun. Cranm mapok 20X13, 07X16H6, 14X17H2, 12X18H10T ynpouHsuin MeTO0M HOHHOIO a30TUpoBaHus. BriepBele npen-
CTaBJICHbI CPABHUTEJILHBIC JaHHBIC, ITOJTY4a€MbIC Ha 060py1103aH1/11/1 PasHbIX HpOHSBO}lHTeJ’leﬁ. B Xone pa60T1>1 IIPOBECACHBI KOMIIJIEKC
MeTayutorpaduuecKix MUCCIIe0BaHM, TIOPOMETPUYSCKHI aHAN3, a TAKXKE PACCMOTPEHO paclpeseieHre TBEPIOCTH 110 NyOHnHe
MO (UIIMPOBAHHOTO CIIOS. YCTAHOBJICHO, YTO Ha CTAJISX ¢ coaeprkanueM Gonee 12 % Cr obpa3yercst 4eTKO BhIpakeHHBIN Tudy-
3HUOHHBIN CJIOW, KOTOPBIN BBISBISETCS TEMHBIM [[BETOM IOCIIE TpaBiieHUs 4 %-HbIM pacTBOPOM a30THON KHCIOThL. O HAKO 0O1as
DyOHHA €051, KOTOpast OLICHUBACTCS 0 paclpe/IeICHHI0 MUKPOTBEPAOCTH B IyOb aertanu, Oosbiie Ha 20—40 %, 4em BbISBISETCS
0 MUKPOCTPYKType. MHKPOTBEpI0CTh MOBEPXHOCTH MOCIIE MOHHO-TUIA3MEHHOTO a30THPOBAHUS yBEIMYUIACH B 5 pa3 Ha CTalH
07X16H6. Takum 0Opa3zom, ynpoyHEHHE C HCHOJIB30BAaHHEM ITOrO METOJa JIeTalleil 3al0pHO-PEryIHpYyIOLIell apMaTypbl PeLIUT
npo6iieMy OBICTPOro H3HOCA MOBEPXHOCTH. 3a CUeT ee MOIU(UIIMPOBAHHSI MOYKHO MOBBICHTH IKCILTyaTallMOHHBIE CBOICTBA JieTaei
1 obecrieunTh Oecrnepedoiinyto paboTy TpyOOIIPOBOAHON CHCTEMBI.

KnioueBbie cnoBa: nonHo-iazmenHoe azoruposanue (MITA), crams, 20X13, 07X16H6, 14X17H2, 12X18H10T, MmoaubunupoBaHHBII
CJIOH, HUTpHHAS 30Ha, Oorapckoe 000pyaoBaHNEe, pOCCHICKOe 000pyI0BaHNE, 3aIOPHO-PETyaHpyIolas anmaparypa (3PA)

Ana untuposarnus: Coxonosa 1.C., O6opun A.B., ITopozosa C.E. MoanduipoBanue moBepxXHOCTH CTallel, IPHMEHSIEMbIX B apMaTy-
poctpoeHun. Msgecmus 8y306. [lopowikosas memannypeus u yHkyuonanvhole nokpoimus. 2024;18(4):83-90.
https://doi.org/10.17073/1997-308X-2024-4-83-90

Surface modification of steels
used in valve manufacturing

I. S. Sokoloval>2%, A. V. Oborin?, S. E. Porozova!

I'Perm National Research Polytechnic University
29 Komsomolskiy Prosp., Perm 614990, Russia
2Ton Technologies LL.C
47A Bld. 5 Shosseinaya Str., Krasnokamsk 617064, Russia

B3 seporozova@pstu.ru

Abstract. Shut-off and control valves are essential components in liquid and gas transportation systems; therefore, their reliable operation
depends on the quality and properties of their surface parts. One method to enhance these properties is ion nitriding, which is actively
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used in Russia, Israel, Bulgaria, Belarus, Austria, and other countries. This method is easy to manage and control, is universal for all
types of steels and alloys, is environmentally safe, ensures dimensional and surface finish accuracy, and improves the operational
properties of parts. This paper presents summarized results of studies on the formation of modified layers on steels used in valve
manufacturing. The steels of grades AISI 420, AISI 301, AISI 431, and AISI 321 were strengthened by ion nitriding. For the first time,
comparative data obtained on equipment from different manufacturers are presented. A comprehensive metallographic analysis, duro-
metric analysis, and hardness distribution assessment across the depth of the modified layer were conducted during the study. It was
found that steels with more than 12 % Cr form a clearly defined diffusion layer, which appears dark after etching with a 4 % nitric acid
solution. However, the overall depth of the layer, as assessed by the distribution of microhardness into the depth of the part, is 2040 %
greater than revealed by the microstructure. The surface microhardness after ion-plasma nitriding increased fivefold in the AISI 301
steel. Thus, strengthening parts of shut-off and control valves using this method addresses the issue of rapid surface wear. By modifying

the surface, the operational properties of parts can be enhanced, ensuring the uninterrupted operation of the pipeline system.

Keywords: ion-plasma nitriding (IPN), steel, AIST 420, AISI 301, AISI 431, AISI 321, modified layer, nitride zone, Bulgarian equipment,

Russian equipment, shut-off and control valves

For citation: Sokolova 1.S., Oborin A.V., Porozova S.E. Surface modification of steels used in valve manufacturing. Powder Metal-
lurgy and Functional Coatings. 2024;18(4):83-90. https://doi.org/10.17073/1997-308X-2024-4-83-90

BeepeHue

Bo MHOTHX OTpacisx MPOMBIIUICHHOCTH OT KauecTBa
Tpy0 W OCOOCHHO 3alOpHO-pPEryIMPYIONIeH amnmapa-
Typsl (3PA) 3aBucur He TONbko OecriepeOoifHast TpaH-
CHIOPTHPOBKA KHUIKOCTH W Ta30B, HO M B IEJIOM 0e3-
aBapuiiHas pabota mpomsBoacTB [1—4]. CyliecTBeHHO
MOBBICUTD AKCILTyaTalldOHHBIE XapaKTEPUCTUKH U3IACTHMA
U3 METaJUIOB U CIUIABOB TIO3BOJIAIOT 3AIMUTHBIC TTOKPHI-
THSL Ha TOBEPXHOCTH, IIOJyYacMbIC METOTaMU MOHHOM
XUMHUKO-TepMuueckoil o6padotkn (UXTO), omauM u3
HaunOoJiee MepCreKTUBHBIX BApPUAHTOB KOTOPOil sBIsSETCS
WOHHOE a30TupoBaHue [5-9]. B muteparype BcTpedaroTcs
HECKOJIbKO HAWMMEHOBaHH JIaHHOTO Tpoliecca: HOHHO-
BaKyyMHOE, MOHHO-IUIa3MEHHOE M HOHHOE a30THpOBa-
Hue [10-13]. DTOT yHHMBEpcalabHBIH CIOCOO MOIU(H-
[IIPOBAHMS TTOBEPXHOCTH B IUTa3ME TICIOIIETO pa3psaa
B Bakyyme [14—-16] moctaro4Ho MpoCTOH B MpHMEHeE-
HUM, MO3BOJSIET YNPOYHATH BCE BHJIBI CTaleld W CILa-
BOB M OTHOCHTCS K IpoOIleccaM TaK Ha3bIBAEMOW Oeloi
MeTaiutypruu [17].

Wnxenepsl u3pamnbekoit komnanuun «HABONIM»
OJHUMHU W3 TEPBHIX HAYaIN TPUMEHSITH HU3KOTEMIIC-
parypHyo 00paboTKy HMOHHO-IUTa3MEHHBIM = a30THPO-
BanueM (MITA) nnst TOBBIMICHUS H3HOCOCTOHKOCTH
neraneil apmarypoctpoenus [18]. B Hacrosimee Bpemst
TEXHOJOTUSI ~ HHU3KOTEMIIEPAaTypHOH  KapOOHHUTpPAIIUH
B IJIa3Me IIaPOBBIX KPAHOB MPOIMHKCaHA BO BCEX KaTallo-
rax U3paumibcKoro mpoussoautens [19].

Ha cerogusmHuii nAeHb OAHUMH W3 NPHU3HAHHBIX
TUIepoB B cdepe MOHHOTO a30TUPOBAHMS SIBISIFOTCS
aBcTpuiiipl. OHU pa3paboTalid W 3alaTeHTOBAIM TaKHe
texnonoruu kak PLASNIT, PLASOX, PLAPOL, koto-
pBIC MCHONB3YIOT, B TOM YHCIE, ISl YIIPOYHCHHS AeTa-
neit apmatypoctpoenus [20].

Hecmortps Ha 1o, uto B Poccuu paboThl 10 M3yUYEHHIO
mporecca UXTO Bemyrcst ¢ 1970-xX TOmOB, aKkTHBHOE
WCTIOJNIb30BaHUE HWOHHOTO a30THPOBAHHUSA B TPOMBIIII-
JICHHOCTH HA4yajoCh OTHOCHUTEIILHO HenaBHO [21-24].

84

[IpousBoauth oOOpynoBaHMe B Poccum Hadamu Takxe
HaMHOT'0 TI03Ke, YeM B APYTHX CTpaHax, HO Ha CEeroHsIII-
HUIl JI€Hb yXK€ CYILECTBYIOT OTEYECTBEHHBIE YCTAHOBKU
it UTTA. ABromMatu3upoBaHHOE MPOrpaMMHOE obecrie-
YeHUE, OCHOBAHHOC HAa TEXHOJOTHUCCKHX pa3paboTKax
M0 TIPUHIMITY HOY-Xay, WCIOJBb30BaHHE MHKPOIPOIEC-
COPHOH M BBICOKOTOYHON TEXHUKH, a TAKKe TEXHOJIOTHI
BBICOKOCKOPOCTHOM Tiepeiauu OOJIBIIHX 00beMOB HH(POP-
MaIy ¥ MOJYJIbHBIX POOOTH3HPOBAHHBIX CUCTEM ITO3BO-
JISIIOT KOHKYPUPOBATh C 3apyOeXKHbIMU aHajioramu [21].

Ha 2020 1. B cTpykType moTpeOiaeHUs MPOMBIIIICH-
Hoii 3PA B Poccum nons ummnopta cocrasisia 53 % [3].
B 2023 r. mo-npexxHeMy HEOOXOIMMO HMIIOPTHPOBATH
HEJIOCTAIOIINE TOBAapHbIE MOo3unuu [25], mosTomy oTe-
YECTBEHHbIC MPEANPHUITHS CaMOCTOSTENIBbHO OCBau-
BalOT HOBbIE BMJbI MPOAYKLUMH U BEAYT IOUCK HOBBIX
TEXHOJIOTUH JUIsl TIOBBIIICHUSI HAJIG)KHOCTH U KayecTBa
MIPOAYKLUH apMaTypoCcTpoeHus. B cBs3u ¢ 3TUM cpaBHe-
HUE PE3yJIbTAaTOB, MOJIy4YaeMblX Ha YCTAHOBKAX Pa3HbIX
MPOU3BOJUTENIEH, a TaKkKe IMPOBEJAECHHUE HCCIETOBAHUN
1 00001IeHNe JaHHBIX 110 YIIPOYHEHHIO CTaJIeH METOIOM
NXTO B Hactosiliee BpeMsl SABISIOTCS aKTyalbHBIMU
3a/jauamH.

Lenp HacTosmel paboThl — U3YYUTh MOAUDUIUPO-
BaHHbBIE CJIOM, TOJYYCHHbIC HOHHO-TJIA3MEHHBIM a30-
TUPOBaHHEM, Ha CTalisiX, NMPUMEHSEMBIX B apMaTypo-
CTPOCHMH, U CPAaBHUTH AAHHBIE, [10Jy4yaeMble Ha yCTa-
HOBKax 0OJITapCKOro M POCCUHCKOTO MPOU3BOJICTB.

MeToauka uccnegoBsaHum

[Iporiecc MOHHO-TIJIA3MEHHOTO Aa30TUPOBAHHS MPO-
Bojmuiu Ha ycranoBkax orT kommanwii «IONITECH»
(bonrapus) u OOO «Houuble TexHomorum» (Poccus).
Temmneparypa pexumoB UITA cocrasmsima 550-580 °C,
naBieHue — 4 M0ap, cMech Tra3oB Oblla COCTaBa
25 %N, + 75 % H,. Bpems n30TepMU4€ECKOH BBIIEPIKKH
(512 4) 00OycnoBIEHO TE€M, YTO JIsl UCCIICAOBAHMS ObLTH
BEIOpaHBI 4 pa3TUUHBIC MApKU CTATH. J{JIsT OAMHAKOBBIX
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Puc. 1. Bun neraneii «imubep» (@) u «mrok» (#) B muia3Me BO BpeMs IpoLecca YIpoYHeHHs

Fig. 1. View of parts “gate” (a) and “stem” (&) in plasma during the strengthening process

00pa3LoB ATUTEIFHOCT BBIICPKKH Ha 00EUX YCTaHOB-
Kax OblIa omuHakoBoW. Ha puc. 1 mpuBeneHbl CHUMKH
JieTalieil B mpoLecce a30TUPOBAHUSL.

UccrnenoBanusi TpoBOAMIM HAa  CTalsiX  MapokK
14X17H2, 20X13, 07X16H6 u 12X18HI10T, xoro-
pble MCHOJB3YIOTCS IS HM3roTOBIeHHsS paetaneid 3PA,
TaKUX KakKIuoOep, CemIo, INTOK, Cernaparop, MOPIICHb,
IMUHCTb, KIUH U 1ap. OOImme XapaKTepUCTHKH CTa-
neit mpuBeneHsl B Tabn. 1. Jlns paspyluaroiiero KOHT-
POl BMECTE C JIeTalIsIMU B Pab0vyI0 KaMepy TOMEIan
00pasIbI-CBUICTEIIH.

[Mocie HITA mnpoBoauiaM BU3yaJbHBIH KOHTPOJb
KauecTBa BCEH MOBEPXHOCTH 0Opa3lOB HAa HAIHIHE
BHEIIHUX Je(PEeKTOB. A30THPOBAHHYIO IOBEPXHOCTb
IIPOBEPSUIN HAa PAaBHOMEPHOCTH 1IBETA, OTCYTCTBUE LLIEITY-
LIEHUA U CKOJIOB, OCOOCHHO BJIOJIb OCTPBIX KPOMOK, IIPH
yBenuueHnu B 15-30 pa3. XpymnkocTh a30THPOBAHHOTO
CJIOSI KOHTPOJHUPOBAIM IO BUAY OTIIEYaTKa aaMa3HOU
NUpaMUIbl B COOTBETCTBUM CO MIKAJIOW XPYNKOCTH
BUAM (CTO MHTH S.70.2-2022).

OpgauM W3 KITIOYEBBIX TIOKa3areied ympouyHEHUs
SIBIISICTCSl TIOBEPXHOCTHAS TBEPAOCTh — ATO 3HAuCHHE

Ta6numya 1. O6uIMe XapaKTEePUCTHKH HCCIEI0BAHHBIX cTaIeii!

Table 1. General characteristics of the investigated steels!

Mapxka Cocras crany, % Crpykrypa ITpumenenue 3PA
0,16-0,25 C
20X13 12-14 Cr. Maptencutias B ycnoBusix arMmocgepHOi KOppo3uu 1
Jo 0,6 Ni c1aboarpecCcuBHBIX Cpejl
OcransHoe — Fe
0,05-0,09 C
07X16H6 15,5—17,5. Cr AyCTCHUTHO-MapTEHCHTHAS B armocgepHbix ycnom/m“x, COJIEBBIX Cpefax,
5-8 Ni JIIS1 KPHOT@HHOUW TEXHUKH
OcransHoe — Fe
0,11-0,17 C
16-18 Cr B cnaboar; WBHBIX X IIPU TpeOOBaHUH
14X17H2 1,5-2,5 Ni MapTeHCHTHO-(eppHTHAS caboarpece CPEAIax MpH Tpebosa
02 Ti MOBBIIIEHHBIX TPOYHOCTU U TBEPAOCTH
OcranbHoe — Fe
J00,12C
17-19 Cr Jns caa 1108 APMA
12X18H10T 9-11 Ni AycTeHHUTHas /17 CBAPHBIX y3JIOB aDMATypHl,
0.4-1.0Ti paboTaromux B arpeCCUBHBIX Cpeax
OcransHoe — Fe
ITOCT 33260-2015, TOCT 5632-14.
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TBEPIIOCTH TOHKOTO MOJU(PUIIMPOBAHHOTO CIIOS, TOITOMY
Ba)KHO MOI00paTh HArpy3Ky TaK, YTOOBI IIPH BIABIUBA-
HUU HMHJCHTOpa B TIOBEPXHOCTHBIA CIOH HE OBLIO €ro
nponasiusanus (CTO MHTU S.70.2-2022). IToarotoBka
K W3MEPEHHMIO ATOTO TOKa3aTelis 3aKIi0vaiach B OCBET-
JICHMH TIOBEPXHOCTH ILIH(oBaIbHONH Oymaroi P2500,
MOCJIC Yero MOBEPXHOCTHYIO TBEPAOCThH CIIOS OTpEre-

Mapka cranu

asnu no merony Bukkepca comtacHo ['OCT 2999-75
o aeiictBuem Harpy3ku 49,03 H. MukporBepaocTb
MOBEpXHOCTH [26] onenuBanu npu Harpyske 0,98 H
coracHo 'OCT 9450-76 na npu6ope [IMT-3 (Poccus).

OOpasup! IS aHAJM3a MUKPOCTPYKTYPHI 3aIIPECCOBBI-
Bal B OAKEIMTHBIN TOPOIIOK W IO CTAHZAPTHOH METO-
quke msrorapiauBamy nutuger (CTO MHTU S.70.2-2022).
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Puc. 2. MuKpocTpyKTypbl 1 rpadMKH pacrpeelIeHHs] MUKPOTBEPAOCTH 110 ITyOUHE a30THPOBAHHOTO CJIOS Ha CTAJSIX PA3JIMYHOIO COCTaBa

h, — riyOuHa CII0EB 10 MUKPOCTPYKTYPE, /i — MO PACTIPE/IENICHUI0 MUKPOTBEPIOCTH

Fig. 2. Microstructures and microhardness distribution graphs by depth of nitrided layer on steels of different compositions

h, — depth of layers by microstructure, 4, — by microhardness distribution
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Tabnmya 2. [loBepXHOCTHBIE TBEPAOCTH H MUKPOTBEPAOCTH A30THPOBAHHBIX CJI0€B HCCJIEAYeMBIX CTaJIeil

Table 2. Surface hardness and microhardness of nitride layers on the investigated steels

m «IONITECH» (bosnrapus) 000 «Monnbie TexHonoruu» (Poccus)
apka
HcxonHast TBEpAOCTh HcxoaHas TBEpAOCTh
CTalIu Hv, , HV, HV,, HV,, HV, HV,,
20X13 260-280 840-930 | 980-1005 280-300 1000-1050 | 1080-1100
07X16H6 260-290 10701145 | 1145-1200 250-280 1080-1130 | 11651235
14X17H2 320-340 900-1050 | 1085-1105 250-300 970-1030 | 1010-1060
12X18H10T 340-380 840-930 | 990-1150 380400 950-1000 | 1100-1145
MUKpOCTPYKTypHOE HCCIEAOBaHWE TIPOBOAMIM Ha  BaMmH. VcXoms M3 MOJTYYEHHBIX NAHHBIX MOXKHO CHENAaTh

Mukpockone buOnrtuk (Poccus) mpu Mcmonb30BaHUH
YHHBEPCAIBHOTO TpaBUTENs (4 %-HOH a30THOH Kuc-
JIOTHI) JIJIsSI BBISIBIICHHS a30THPOBAHHOTO cios. CortacHo
HOpMaTHBaM €ro o0as rmyouna (A ) onpenenseTcs mno
pe3yapraTaM U3MEpPeHHsT MUKPOTBEPIOCTH OT IOBEPX-
HOCTH B HOPMAaJIbHOM K HEHl HamlpaBICHHUHU /O TOYKH, B
KOTOPOW MHUKPOTBEPAOCTh COOTBETCTBYET 3HAYCHUIO
MHUKpPOTBEPAOCTH CEPALCBUHEL [ITyOMHY CI0S KOHTpO-
JUPOBAIU AIOPOMETPHYCCKIM METOIOM Ha MHKPOTBEP-
nomepe [IMT-3 nipu narpyske 0,98 H ¢ Beinepxxkoit 10 ¢
(CTO MHTH S.70.2-2022).

Pe3ynbTaTbl M ux 06¢cyxneHue

PesynbraTe! ncciiefoBaHUS a30THPOBAHHBIX CIIOCB HA
CTaJISIX Pa3IMYHOrO COoCcTaBa (CM. Taoi. 1), MONyUEHHBIX
Ha MOHHO-IUTa3MCHHBIX YCTAHOBKAaX OONTapCcKOro M OTe-
YEeCTBEHHOTO TIPOU3BOJICTB, NIPECTABICHBI HA pHUC. 2.

B pesynsrate UITA Ha netansx chopMHpOBaH pas-
HOMEPHO PA3BUTHIA HEXPYNKUWA A30THPOBAHHBIA CIIOH.
BusyasibHbli KOHTPOJIb MOKA3aj, YTO AETaIH U 00pa3Lbl
HUMEIOT PaBHOMEPHBIN MaTOBO-CEephIN IIBET 0€3 BHEIIHUX
nedexToB noBepxHocTu. MccnenoBanus mingoB crajei
¢ conepxanuem Cr Oonee 12 % BBIIBIIO JIETKO TOJI-
BEPraroulyocs TPaBICHUIO MOIU(PHUIMPOBAHHYIO 30HY
C YETKUMH TpaHHuLaMu. [TTyOMHA a30TUPOBAHHBIX CIIOEB
[0 MHKPOCTpYKType pnocturaetr h = 0,08+0,22 mm
(puc.3), a MmO pacHpeAeseHHIO MHUKPOTBEPIOCTH
h,,=0,10+0,25 mm. Bo Bcex ciydasx miyOuna 4, aso-
TUPOBAHHOTO CJIOSl, MOJYYEHHOT0 HA OTEYCCTBEHHOM
YCTaHOBKe, OOJbIIIE.

Jns craneii MapTeHCUTHOW M MapTEHCUTHO-(ep-
PHUTHOH CTPYKTYp (CM. Tabd. 1) MO)KHO OTMETUTh MUHH-
MaJIbHBIC Pa3NIU4vsl TITYOHMHBI a30TUPOBAHHOIO CJOS MO
MHUKPOCTPYKTYPE W MHKPOTBEPAOCTH y CJIOEB, TOIY-
YEHHBIX B 00OMX ciydasix (puc.3), XOTS pe3yJbTarThl
C WCIIOJH30BAaHNEM OTEUYECTBCHHOW YCTAHOBKH BEIIIE.
[Ipn a3oTHpOBaHMU MMOBEPXHOCTH AyCTEHUTHO-MapTEeH-
CHUTHOW W ayCTCHHUTHOW crtaied (cM. Tabi. 1) paznndms
[JTyOMHBI 230TUPOBAHHBIX CJIOEB CYIECTBEHHBI (pHC. 3),
T.€. 9YacTh a30THPOBAHHOTO CIIOS (IepexomHas 30Ha) He
BBISIBJISICTCS TIPH TPABJICHUH HUCIIONF30BaHHBIMH PEaKTH-

BBIBOJI, YTO METOJ] ONPENCIICHHS TyOUHBI a30THPOBaH-
HOTO CJI0SI TI0 MUKPOTBEPOCTH sIBJIsieTcs Ooiee HHpOp-
MaTUBHBIM U KOPPEKTHBIM.

B Tabn. 2 mpuBeneHbl pe3ynabTaThl U3MEPEHUS I10-
BEPXHOCTHBIX TBEPIAOCTH U MHUKPOTBEPIOCTH a30THUPO-
BaHHBIX CJOEB, SBISIONINXCS OCHOBHBIMH KPHUTCPHUSIMU
HU3HOCOCTOMKOCTH TMOBEPXHOCTH 3aIlOPHO-PETYIUPYIO-
el apMarypel.

MonuduuupoBanue MOBEPXHOCTH MeETaIa IpH-
BEIO K YBEIWYCHHIO TBEPAOCTH IIOBEPXHOCTH BCEX
uccienyemMblx craneid. B mpornecce auddysrnoHHOTO
HACBHIIICHNST TOBEPXHOCTH a30TOM IMPOHMCXOAMIO 00pa-
30BaHUEC HUTPUAOB JKEIIe3a U JICTUPYIOMIUX JIEMEHTOB,
9T0 00YyCIIOBIMBAET MOBBIIICHHYIO TBEPAOCTH a30THUPO-
BaHHOTO CJI0sl. MaKCHMaNbHBIN pe3ysbTaT HaOMIonaeTCs
Ha cranu 07X16H6: MUKPOTBEpAOCTh €€ TMOBEPXHOCTH
yBenuuunace B 5pas ¢ ~260 HV, g0 ~1200HV,,,.

0,30

0,25

0,20

0,15

0,70

0,05

I'myOuHa a30THPOBAHHOTO CIIOS, MM

20X13

07X16H6 14X17H2 12X18HI10T

Mapka cranu

Puc. 3. Tucrorpamma pacrpe/ieiieHust IyOHHbI Q30THPOBAHHBIX
CJI0EB MO0 MUKPOCTPYKTYpE (/2,) 1 Muxpotsepnoctu (4, )
[ 1 [l - pesyJbTarThl, OMYYEHHBIC HA YCTAHOBKE
npousBoactea IONITECH (Bonrapus);
B u [l - OO0 «Monnsie Texuonorum» (Poccs)

Fig. 3. Histogram of the depth distribution of nitride layers
by microstructure () and microhardness (%, )

[ and [l results obtained on equipment
from IONITECH (Bulgaria);
I and [l — results obtained on equipment
from Ion Technologies LLC (Russia)
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MuHUMaIbHBIE [MOKA3aTelM IOBBIIMICHUS MHKpPOTBEp-
noctu (B 2,8 pa3a) ormeuensl Ha ctamu 12X18HIO0T.

Takum 00pa3oM, TEXHOJOTUS TOBEPXHOCTHOTO
YIPOYHEHHS T03BOJINIIA COXPAHUTE Pa3sMEPHYIO U UUCTO-
BYIO TOYHOCTH jetanei [27]. Tpu Hambomee KpyHMHBIX
poccuiickux npousBoaurens 3PA [3] yxe HCIONB3YIOT
HMOHHOE a30THUPOBAHUE IS MTOBHIIICHNS KaueCTBa CBOCH
MPOAYKUUM M BHEOPAIOT €ro B MPOU3BOJACTBEHHBIH
mkn [28].

3akslouyeHue

[[lupoko TpUMEHsEMBbIE B  apMarypoOCTPOHTEINb-
Hoii obOmactu cramu  20X13, 07X16H6, 14X17H2
u 12X18H10T nocie MOHHO-IIIa3MEHHOTO a30THPOBAHUS
B YCJOBHUSX TPOBEACHHBIX HMCCICIOBAHUHN TOKA3bIBAIOT
YBEJIMYeHHE TIOBEPXHOCTHOM TBepaocTy B 2,8—5,0 pas.

Merox oOreHKH TIyOWHBI a30THPOBAHHOTO CIOS 110
MHUKPOTBEPJIOCTH SIBIISIETCS 0ojiee KOPPEKTHBIM, YeM
OTIpEIeTICHNE TI0 MHKPOCTPYKType, Tak KaK IPH a30-
TUPOBAaHUM TIOBEPXHOCTU AayCTEHUTHO-MApTEHCUTHOM
Y ayCTeHUTHOH cTaneit (cM. Tabn. 1, puc. 3) 4acTh 3TOTO
ciost (TIepexoaHas 30Ha) He BBISBISICTCS IPH TPABICHUM.

B pesynbrare cpaBHUTEIBHOTO aHalM3a MUKPOTBEp-
JIOCTH MOAU(DHUITUPOBAHHBIX CJIOEB YCTaHOBJIEHO, 4TO
poccuiickoe 000pyIoBaHNe, TPOU3BEICHHOC KOMIIAHUCH
00O «MoHHbIE TEXHOJIOTUNY, IIPU OIUHAKOBBIX PEXHKH-
Max paboThl HE yCTymaeT 3apy0e:KHOMY M JAEMOHCTPH-
PYeT COMOCTaBUMEIE PE3yJIBTAaThl YIPOYHEHUS MTOBEPX-
HOCTH JIeTajieil ¢ U3BECTHBIM Ha MUPOBOM PBIHKE 000pYy-
noanueM kommannu « [ONITECH» (Bonrapus).
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