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Production Processes and Properties of Powders

YOK 621.762.242 HayuHas cmambus
https://doi.org/10.17073/1997-308X-2023-4-5-15 Research article

QOE0

BY NC ND

UccneposaHue ¢M3M‘-IGCKMX, XUMUNYEeCKUX
U TeXHOJIOrMYEeCKUX CBONCTB nopolWKa TUTaHa,
noayvyeHHOro rTepmnyecCKmMMm aernagpmpoeaHmeM B BakKyyme

H. II. Yepes3os “, M. /1. AnpiMoB

HHCTHTYT CTPYKTYPHOI MAKPOKHHETHKH U NTPod/ieM MaTepuaioBeaenusi um. A.I. Mep:xxanosa PAH
Poccust, 142432, MockoBckas 00i1., . YepHoronoBka, yi. Akagemuka OcurnbsHa, 8

B3 cherezovnikita@gmail.com

AHHoTayms. B nocnenxee Bpemsi HaGiomaercs OONBIIOH HHTepec K MOPOIIKOBOW METAaNIyprHi — B YaCTHOCTH, OJarofaps akTUBHOMY
Pa3BHUTHIO AJUINTHBHOTO IIPOM3BOJACTBA, B CBS3M C 4YeM aKTyaJlbHOW 3amadeil sBisiercss pa3paboTKa METONOB IOJIYYEHHS HCXOIHBIX
MOPOLIKOB METAJIIOB, KOTOpbIe 0011312111 ObI HU3KOH CTOMMOCTBIO, HO COOTBETCTBOBAJIM BBICOKMM TpeboBaHusIM notpedurens. Hacrosas
paboTa sBIseTCS NPOMODKCHHEM HCCIEIOBAHMH THTAHOBBIX ITOPOLIKOB, IONyYaeMbIX MeromnoM CBC-ruapupoBaHHS M TEPMHYECKOTO
nerunpupoBanus. [lomyueHHble paHee MOPOIIKY ruApuia TUTaHa no texHonoruun CBC Obuim npocesiHbl Ha (pakiyy, COOTBETCTBYIOIIIE
rpaHylioMeTpuiyeckomMy coctay nopoika Turana Mapok [1TK, TITC, TITM u ITTOM. [lanee roporikoBbie 00pasiibl THIPUIA TUTaHA ObLITN
JIETUJIPUPOBAHBI C IOMOIIBIO BAKYYMHOTO OTXKUTa B MIEKTPUUECKOU IIeur CONpoTUBIeHus. B npouecce neruapuposanus ObLIa HCCIEA0BAHA
KHUHETHKA BBIICJICHAS BOZOPO/IA U3 IOPOIIKA TUTAHA B 3aBHCHMOCTH OT pa3Mepa 4acTHIl. VI3ydeHsl Makpo- 1 MEKPOCTPYKTYpa, XUMHYECKHUE,
TEXHOJIOTMYECKUE CBOMCTBA AETUAPUPOBAHHBIX IIOPOLIKOB. YCTaHOBIICHO, YTO IIOPOLIOK TUTAHA OCIIE IETUIPHPOBAHUS COXPAHII HCXOIHYIO
MOJIMTOHAIIBHYIO OCKOJIOUHYI0 (opmy. Cpernuii pasmep yacTul yMeHbpimwics Ha 5-20 %, Ha KPYNHBIX YacTHIAX ObUIM OOHApYIKEHbBI
«caTeIUUTh». XUMUYECKUM aHAII30M BBIABICHO, YTO KPYIHBIE 00pa3Libl COAepKaT OoblIee KOIUYECTBO OCTATOYHOTO BOJOPO/A U Fa30BbIX
npumeceii (X0,77 mac. %), 4eM ToHKHE ITopoikH (oxoio X 0,26 Mac. %). CornacHO HCCIIeI0BaHNSIM TEXHOJIOTHIECKUX CBOWCTB, ITOJTyYaeMble
HOPOLIKU 00NaJatoT HEOOXOAUMBIMU XapaKTEPUCTUKAMU I IPUMEHEHHs B MOPOLIKOBOK META/UTypruy TUTaHa (MCKIIOYEHUEM SIBIIETCS
HH3Kasl TEKY4eCTh ITOPOLIKOB H3-32 (JOPMBI YaCTUIl ¥ MUKPOHEOTHOPOIHOCTH CTPYKTYpBI). TaknM 00pa3om, ImokazaHa HMepCreKTHBHOCTh
merona CBC-ruapupoBaHus U TEPMUYECKOTO JIETUIPHPOBAHHS, KOTOPBII I03BOJISIET U3TOTABIUBATh KAYECTBEHHBIE IOPOIIKH TUTAHA.

KnioueBblie csioBa: TuTaH, OPONIKOBAs METAJLTYPTrHs, CAMOPACIIPOCTPaHSIONIHiics BrIcOKoTeMIteparypHslii cuates (CBC), neruapuposanue,
MOP(OIIOTHSI, XUMUIECKUE CBONCTBA, TEXHOIOTHIECKHE CBONCTBA

BnaropgapHocTy: PaGoTa BhINONHEHA B pAMKaX rOCYapCTBEHHOTO 3a(aHust IHCTHTYTa CTPYKTYPHOI MAKPOKMHETHKH U [IPOOJIeM MaTepHalio-
BezneHus uM. A.I. Mepxxanosa PAH.

Ana yntupoBanms: Yepeszos H.IT., AnsivoB M.U. UccrenoBanne Gpu3nvecknx, XAMUIECKUX U TEXHOIOTHYECKUX CBOMCTB MOPOIIKA TUTA~
Ha, MOJTyYeHHOTO TEPMUYECKIM JIETUIPHPOBAHIEM B BaKyyMme. M36ecmus 8y306. [lopowikosas memaniypeus u QyHKYUOHANbIbIE NOKPbI-
mus. 2023;17(4):5-15. https://doi.org/10.17073/1997-308X-2023-4-5-15

Investigation of physical, chemical, and technological
properties of titanium powder obtained by thermal
dehydrogenation in vacuum

N. P. Cherezov®, M. 1. Alymov

Merzhanov Institute of Structural Macrokinetics and Materials Science of the Russian Academy of Sciences
8 Akademican Osip'yan Str., Chernogolovka, Moscow Region 142432, Russia

B3 cherezovnikita@gmail.com

Abstract. In recent times, there has been significant interest in powder metallurgy, driven primarily by the active development of additive
manufacturing. Consequently, a pressing task is the development of methods for producing initial metal powders that are cost-effective while

© 2023 r. H.I1. Yepe3sos, M. . AnbiMoB 5


https://doi.org/10.17073/1997-308X-2023-4-5-15
mailto:cherezovnikita%40gmail.com?subject=
https://powder.misis.ru/index.php/jour/search/?subject=титан
https://powder.misis.ru/index.php/jour/search/?subject=порошковая металлургия
https://powder.misis.ru/index.php/jour/search/?subject=самораспространяющийся высокотемпературный синтез (СВС)
https://powder.misis.ru/index.php/jour/search/?subject=дегидрирование
https://powder.misis.ru/index.php/jour/search/?subject=морфология
https://powder.misis.ru/index.php/jour/search/?subject=химические свойства
https://powder.misis.ru/index.php/jour/search/?subject=технологические свойства
https://doi.org/10.17073/1997-308X-2023-4-5-15
mailto:cherezovnikita%40gmail.com?subject=
mailto:cherezovnikita%40gmail.com?subject=
mailto:cherezovnikita%40gmail.com?subject=

W3BECTUSA BY30B. [TOPOLWKOBAA METANNYPTUA U OYHKLLMOHANBHBIE NOKPbITUA. 2023;17(4):5-15

v v on
N o
Yepesos H.I1., Anbimos M.W. UccneaoBaHne GpU3MHECKUX, XMMUYECKUX U TEXHONOMMYECKMX CBOMCTB MOPOLLKA TUTaHa ...

W3BECTUA BY30B

meeting high consumer standards. This research is a continuation of studies on titanium powders obtained through SHS hydrogenation and
thermal dehydrogenation. The titanium hydride powders, previously obtained using SHS technology, were sieved, resulting in fractions that
matched the granulometric composition of titanium powders of PTK, PTS, PTM, and PTOM grades. Subsequently, the titanium hydride
powder samples underwent dehydrogenation through vacuum annealing in an electric resistance furnace. Throughout the dehydrogenation
process, the kinetics of hydrogen release from the titanium powder were examined as a function of particle size. The macro-
and microstructure, chemical composition, and technological properties of the dehydrogenated powders were thoroughly analyzed. It was
determined that the titanium powder maintained its original polygonal fragmented shape after dehydrogenation. The average particle size
decreased by 5-20 %, and “satellites” were observed on larger particles. Chemical analysis revealed that larger samples contained a higher
level of residual hydrogen and gas impurities (£ 0.77 wt. %) compared to finer powders (£0.26 wt. %). Regarding the study of technological
properties, the resulting powders exhibited the necessary characteristics for use in titanium powder metallurgy, with the exception of low
flowability due to the particle shape and microstructural heterogeneity). In conclusion, this research has demonstrated the potential

of the SHS hydrogenation and thermal dehydrogenation method in producing high-quality titanium powders.

Keywords: titanium, powder metallurgy, self-propagating high-temperature synthesis (SHS), dehydrogenation, morphology, chemical

properties, technological properties
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BsepeHue

Turan xapakTepusyeTcs O4eHb BBICOKOW XUMHYeC-
KO aKTHBHOCTBIO W PEAKIMOHHOW CIIOCOOHOCTBIO
¢ OOJIBIIMHCTBOM 3JIeMeHTOB [leproanyeckoil TabiIuIIbL.
B wacTHOCTH, OH aKTHBHO pearupyeT ¢ a30TOM, yIJe-
pPOIOM M OCOOEHHO C KHCIOPOAOM, 00pasys MPOYHBIHA
BHEITHUN OKCHUIHBIN cioi [1]. Beicokast peakmmonHas
CIIOCOOHOCTh TUTaHa BO3PACTAET C MOBBIIICHUEM TEMIIe-
paTypel, CIIOCOOCTBYSI €T0 B3aNMOACHCTBHIO C INTEHHBIM
obopynoBaHueM, B pe3yJbTaTe 4yero Ha TUTaHE TOsBI-
eTCsl XPYNKUH TIOBEPXHOCTHBIN CIIOH, KOTOPBIA YXyA-
IaeT ero MexaHuueckue cBorcTra [2; 3]. Otu daxropsl
3aTPYNHSIOT MOJTyYeHUE THTAaHA B OOBIYHBIX METAJIIYyp-
THYECKUX TleyaxX u TPeOyIOT CO3JaHMs Cpebl HHEPTHBIX
ra30B WIH BaKyyMa.

MeTonpl MOPOIIKOBONH METAJUTYpruu Al U3rOTOB-
JICHUST M3/ICNNH U3 THTAaHa MMCIOT HEKOTOpPBIC MPEHMY-
IecCTBa MO CPaBHEHUIO C TPATUIMOHHBIM METOJaMH
JUTHS:

— M3JeJM U MaTepuasbl MPUOOPETAIOT Takue (u3u-
YeCKHe, XUMHUUECKUE, MEXaHIMUECKIE M TEXHOJOTHYEC-
KM€ CBOMCTBa, KOTOPBIE HEJTOCTHKUMBI OOBIYHBIMHU CIIO-
cobamyu (HampuMep, ICEBIOCIUIABEI, M3ICIHUS OIpere-
JIEHHOM TMOPUCTOCTH, TMOBBIIIEHHOW H3HOCOCTOMKOCTH,
(PUKIINOHHBIC MaTEPHAITBI);

— BO3MOXKHOCTb  HMCIIOJIb30BaHHUsS OTXOJOB MeTall-
JYPTUUECKOTO W MAaIIHHOCTPOUTEIHFHOTO MPOU3BOACTBA
B BUJIE OKQJIMHBI U CTPYKKH;

— CHIDKEHHE pacxofa IOPOTOCTOSIINX METaJJIOB
Onarogapsi BBICOKOMY KOA((UIMEHTY HCIOIB3YyEMOTO
Marepuana;

— MEHee TPYIOeMKHE MPOLECChl, YeM JIUThe U MeXa-
HUYeckas o0padotka [4].

[TopomrkoBasi MeTalTyprus TUTaHa BKIIIOUAET B ce0s
TIPOM3BOJICTBO IIOPOIIIKOB, UX ITPECCOBAHME, POPMOBAHHE

6

U CIIEKaHUe, a TaKXKe MPOIeCChl YHUCTOBOM 0OpabOTKH.
YacTo BBICOKas CTOMMOCTH IIPOW3BOJCTBA ITOPOIIKOB
TUTaHa ABJSIETCS OCHOBHBIM IPEMATCTBUEM, OIPaHHYH-
BAIOIIMM H3TOTOBJICHUE U3 HETO MATEPHAIIOB W W3ICTHN
METO/IaMHU TIOPOIIKOBOW METaJUTypru# [5].

[omydenue nemeBBIX MOPONIKOB TUTaHA BO3MOXKHO
MeTofaMu ApoOieHus: TUTaHoBou ryoku [6; 7]. Ilomy-
YaeMBbId TIOPOIIOK XapaKTepHU3yeTcsi HHU3KOW YHCTO-
ol (96-97 mac. % Ti) U KpyNIHBIM pa3MEpPOM YaCTHII
(>630 MxM). Bo3zHuKkarorue TpyIHOCTH IIPU MEXaHUYeC-
KOM HM3MEIBYCHUN METOIaMU JAPOOJeHHs 00YCIOBIEHBI
BBICOKOH TUTACTUYHOCTBIO YHCTOTO THTAHA.

DJIEeKTPOIUTUYECKUI CcHOCcOo0 TOJydYeHUs THUTaHa
OCYIIECTBISIETCS TIPH TEMIIEpaTypax CyIIEeCTBECHHO HIDKE
TOYKH TJIABJIICHUS] TUTAHA, TIOITOMY I10JTy4yaeMblil KaTo/-
HBI 0CaJIOK TIPEJCTABIsIET CO00M KpHCTaNTMYeCKHE
JEHJIPUTHBIE CPOCTKHU, PACTIAAAIONINECS TIPU OYHCTKE OT
ANIEKTPOJINTA HA OTACIBbHBIC YaCTHIBL. 1IpHu amexTpou-
TUYECKOM CIIOCO0e MOJTY4YEeHHUsl TUTAaHA U3 €ro JUOKCHa
HCKITIOYACTCS LENBIA P CIOXKHBIX TIEPEICIIOB, TPHUCY-
LIUX JAPYTHM criocobam (Harmpumep, MoJyyeHHe XJIOpH-
JIOB THTaHa, MMPOU3BOJCTBO BoccTaHoBUTENs). [ToaToMy
pa3zpaboTka 3TOro MeToAa NpEeACTaBisia OOJbILOH
uHTEepec. Ho BO Bcex ciydasx 3JIeKTpoiiu3a ¢ HepacT-
BOPUMBIM aHOJIOM MOJY4YaeMbIil TUTAHOBBIA TOPOIIOK
COZICPKUT OOJNBIIOC KOIUYECTBO IMPHUMECEH, MOITOMY
9TH TEXHOJIOTUU HE TMOJYYWJIH UIUPOKOTO MPOMBIILIEH-
HOTO pacrpocTpaneHus [8].

[Topomiku TUTaHa TakXKe MOTYT OBITh IOJTYYEHBI
MyTeM THAPUPOBAHUS TyOKH WIH OTXOJOB THTaHA
¢ 00pa3oBaHUEM THAPHUA TUTAHA — XPYIKOTo MO CBOEH
npupozne. ['uapnua THTaHa JTErKo U3METIBIACTCs MEXaHH-
YECKH M MPOCEHUBAETCS C IMOIyYEeHHUEM MEJIKOIUCIIepC-
HBIX TIOPOIIKOB, KOTOpPBIC 3aT€M ITOMEIIAIOTCS B II€Yb
JUIA IeTHIpUpOBaHus (ylajeHus BOIOPOJAa B BaKyyMe)
C TIONlyYeHHWEM YHUCTOro mopoinka tutana [9; 10]. Otu


https://powder.misis.ru/index.php/jour/search/?subject=titanium
https://powder.misis.ru/index.php/jour/search/?subject=powder metallurgy
https://powder.misis.ru/index.php/jour/search/?subject=self-propagating high-temperature synthesis (SHS)
https://powder.misis.ru/index.php/jour/search/?subject=dehydrogenation
https://powder.misis.ru/index.php/jour/search/?subject=morphology
https://powder.misis.ru/index.php/jour/search/?subject=chemical properties
https://powder.misis.ru/index.php/jour/search/?subject=chemical properties
https://powder.misis.ru/index.php/jour/search/?subject=technological properties
https://doi.org/10.17073/1997-308X-2023-4-5-15

Pon e

POWDER METALLURGY AND FUNCTIONAL COATINGS. 2023;17(4):5-15
Cherezov N.P, Alymov M.I. Investigation of physical, chemical, and technological properties ...

MIOPOLIKN MMEIOT HENPaBUIbHYI0 U OCKOJOYHYI MOp-
¢ororuio, a copepkaHrue MpUMeceld MOXKET OBITh OYCHBb
HU3KUM TIPH YCJIOBHH HHU3KOTO COICP)KAHHS MpUME-
ceil B UCXOOHOM cbIpbe. OCHOBHBIM NPEUMYIIECTBOM
METO/la SIBJIAETCS TO, YTO OH OTHOCHUTEJIBHO HEIAOPOIOi.
3arparsl Ha MPOLECCHl TUAPUPOBAHUA U JETUAPUPOBA-
HUSI JINIIb HE3HAYWTENBFHO YBEIMYHBAIOT CTOMMOCTH
HCXOAHOIO MarepHajia, a 4YHUCTOTa IOPOILIKa BBICOKA,
€CJIM KOHTPOJIUPOBATh COAEPIKaHUE IIPUMECEN B CHIPHE.
ConeprkaHue KUCIOpoJa CHIIBHO 3aBUCUT OT MCXOIHOTO
Marepuana, IporeccoB 0OpaboTKH U YACIbHON MOBEPX-
HOCTH Tiopoika [5].

BrIcokoumCTRIC TOPOIIKM THTAaHA OOBIYHO M3TOTaB-
JIUBAIOTCS C MOMOIIBIO METOJIOB PaclbUICHUS, KOTOPbIE
3aKJIIOYAIOTCA B IUIABJIEHUM TUTAHOBOIO MaTrepuala
W paclbUIEHUH PacIUIaBJICHHOIO0 MeTajla B MHEPTHOM
arMocdepe pasnuuHeMH Metogamu [11-14]. B mpo-
L[ecce paclbUICHHUs MOJIyYaloTCs MOPOIIKU TUTaHa cde-
puUecKoi (GOpMBI, KOTOphIe HamOoiee MOAXOMAT UL
aJIUTUBHOIO Mpou3BoAcTBa. K HemocraTkam mosydae-
MBIX IIOPOIIKOB MOKHO OTHECTH LIUPOKOE paciperee-
HHUE YacTHUll 110 pazMepaM (0T eIUHHI] 10 COTEH MHUKPO-
METPOB), a TAKXKE UX 3HAUUTEIHHO 00JIee BBICOKYIO CTO-
HUMOCTD I10 CPAaBHEHMIO € [TOPOLIKAMH, U3TOTOBJICHHBIMU
JPYTUMH CTIOCOOAMHU.

AKTHUBHO mpuMeHstonuiics B Poccun TepmMoxumu-
YECKUH NIPOLECC M0JIyYeHHs IOPOILIKA TUTaHA BKIIOYAET
MpsIMO€ BOCCTAHOBJIGHHWE OKCHJA THUTAaHAa THAPUIOM
kanpius. [1o Mepe MOCTENEHHOTO IMOBBHIMICHUS TEMIIC-
parypel THIOPUI KaJbLUs IMOCTENEHHO IHCCOLMUPYET
Ha Ta3000pa3HbIi BOIOPOJ M KaJbIWid. BbimenseMbrii
TakuM 00pa30M KaJblUH BCTYIACT B PEAKIUIO C IHOK-
CHJIOM THTaHa ¢ 00pa30BaHUEM METAIMYECKOTO THTaHA
1 oKkcuJa Kanblus. ['a3000pa3Hblil BOAOPO, BbIIEISIO-
IIUIACS IPU JUCCOLMANNY THAPUIA KaJIbLUs, YACTHIHO
B3aUMOJICHCTBYET ¢ BOCCTAHOBICHHBIM THUTAHOM, 00pa-
3yst ruapua Turana [14-16]. Ilopowmok tuTtana, nomayya-
€Mblii BOCCTAHOBJIEHHMEM JHOKCHAA TUTaHA THIPHUIOM
Kalplusl, 00JagaeT pa3BUTOM IOPUCTOH CTPYKTYpOH,
HU3KUM COJIEp’KaHHEM MPUMECEH M MeJIKOAUCIIEPCHBIM
pa3MepoM 4acTull.

Pa3paboTka HOBBIX METOJOB POU3BOACTBA MOPOLIKA
TuTaHa (Takux, kak Armstrong, CSIRO u mpouecch
MER) nampaBieHa Ha CHIKEHHE CTOMMOCTH TMOPOIIKA
tuTana. OHAKO ATH CIIOCOOBI €lle HEe HAIIIH KOMMEp-
yeckoro npumeHenws [17].

W3 paccMOTpEeHHBIX METOIOB TEXHONOTHS THAPUPOBA-
HUS-JETUIPUPOBAHUS CUUTAeTCsl Haubosee MepCreKTUB-
HOH, MTOCKOJIBKY MO3BOJIAET MOTydYaTh THUTAHOBBIA MOpPO-
IIOK, UMEIOIINI HU3KOE COACPIKAHIE IPHUMECEH U HeOOITh-
uryto neny [18; 19]. Texnomorus siBisieTcst SKOJIOTUUECKU
YHCTOW U IIPaKTHYeCcKH Oe30TXonHoit. Kpome Toro, B kade-
CTBE MICXOIHOTO CBIPBSI BO3MOXXHO IIPUMEHECHHE OTXOOB
TUTaHa (CTPYXKKH, OIMMUIIOK, MEJIKOTO JIOMA), YTO JEJNaeT
JTAHHBIA MeTox pecypcocoeperatonmm [20; 217.

[ToBbIcHTE 3(HEKTUBHOCTS TEXHOIOTHH THAPUPOBA-
HUSA-IETHIPUPOBAHUS TUTAHA MOYKHO C IIOMOIIBIO METO/1a
CaMopaclpoCTPAHSIOIIErOCs  BBICOKOTEMIIEPATYPHOTO
cunresa (CBC). Ocobennocteio CBC sBnsgercs To, 4TO
MIPOIECC TUAPUPOBAHMS IPOTEKAET O3 BHEIIHUX YHEPTO-
3aTpar, JHUIIb 32 C4eT COOCTBEHHOTO TeIlla 3K30TepMUYec-
kot peakuuu Ti +H, — TiH, + O (39 kxan/mons) [22].
Janee CUHTE3UPOBAHHBIM T'MAPUI TUTaHA NMPOXOJUT Te
K€ OIlepalliy, YTO U B IIPOLECCE CTaHAAPTHON TEXHOJIO-
TUM: U3MEJIbYEHHUE, PACcCeB, IETHIPUPOBAHUE.

Baxnoe 3nauenue Il U3EIHUH, TOIYyYaEMbIX METO-
JaMH TOPOILKOBOM METAJUIypruM THUTaHAa, UMEIOT TeX-
HOJIOTHYECKHE XapaKTEPUCTHKH (HACBIITHAS TUIOTHOCTD,
[IPECCYeMOCTh ) HCXOAHBIX MOPOLIKOB. M3roraBinuBaeMble
MOPOIIKK JOJDKHBI 00JIaZiaTh ONpPEeICHHBIMU CBOWCT-
BaMU U OCOOEHHOCTSAMH. VI3ydeHue CBOWCTB U CTPYK-
Typbl YacTHI[ TOPOIIKOB, NPUMEHSIEMBbIX TpPU H3rO-
TOBJICHMM W3AEIHH IyTeM TBepAo(a3HOro CreKaHus,
SBIISIETCS aKTyaJbHOW 3ajaueil JUIsl pa3BUTHUS TEXHOJIO-
TUil TOPOIIKOBOW MeTajulypruu tutaHa. [lapametpsl
Ka4yecTBa MOPOIIKOB JOJDKHBI ObITh CTA0MIILHBIMU U HE
W3MEHSITHCS B TEUCHUE BPeMEHH XpaHeHus [23-25].

Lenpro HacTosied paboOThI SIBISIIOCH KOMILIEKC-
HOE MHCCIIEJOBaHUE IOPOIIKOB THUTAHA, IOJYYEHHbIX
W3 THApUJA TUTaHA TEPMHUYCCKUM JIETHIPUPOBAHUEM
B BakyyMe. M3yuasnock BiusHuE (PaKLIMOHHOTO COCTaBa
HCXOJHOTO TIOPOIIKA Ha TapameTphl JeTHIPUPOBAHMUS,
CTPYKTYpPY, XMMHUYECKHE CBOICTBa M TEXHOJIOTHYEC-
KHE T[IOKa3arelu JeTHIPUPOBAaHHBIX  Ti-MOPOIIKOB.
DpakLUMOHHBIH COCTaB UCCIIEAYEMbIX TOPOIIKOB M0A00-
paH ¢ NepcreKTUBON JalbHEHIIEro NPaKTUYECKOro Ipu-
MeHeHust u coorBercTByeT Mapkam IITK, IITC, [ITM
u [ITOM.

MaTepMa.ﬂbI M MeToAbl

B KkadecTBe HCXOJHBIX HCIOJIH30BATN TTOPOIIKH
TUApUIA TUTaHA, KOTOPbIE OTIUYAIUCH (PPAKIIMOHHBIM
coctaBoM. Kaxplii oOpaser ruapuga COOTBETCTBOBAI
TPaHYJIOMETPUYECKOMY COCTaBy MapOK IMOPOIITKA TUTaHA
[ITK, IITC, TITM u IITOM. Bce nopomku ruapuaa
TUTaHa ObuM ToNydeHbl 1o TexHoiorun CBC-ruj-
pUpOBaHHMs, ONTMCAHHOH B pabote [26].

Tepmuueckoe pa3ioxeHue (merunpupoBaHue)
MTOPOIITKOB THPUA TUTAHA TPOBOIVIIN Ha YCTAHOBKE JUISI
JIETUIPUPOBAHUST COOCTBEHHOTO MPOU3BOACTBA. Ee cxe-
MaTu4yecKkoe n300paKeHre MpeICTaBICHO Ha puc. 1.

YCTpONCTBO BKJIIOUAET TE€PMETUYHBIA IUIHHJIPH-
YeCKUU KOHTEHHEp M3 HEepKaBEroIIeH crand (Ieruj-
paTtop), KOTOPBIH pa3MeliaeTcss BHYTPU DIIEKTPOIICYH
[ITT'P-1,0-140. VYmpaBneHnue HaArpeBOM OCYIIECTBIIS-
eTcsi HU(POBBIM TEPMOKOHTPOJIEPOM, TMOTPENIHOCTh
n3Mepenus: cocrasisier +£5 °C. K xoHTeiHepy ¢ nByx
CTOPOH TMOAXOMAST TPYOONPOBOIBI — JIJISl TIOJ]a4U aproHa
Y K BAKyyMHOMY Hacocy.
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Puc. 1. Cxemartnueckoe H300pakeHUe YCTAHOBKH ISl TEPMUUESCKOTO AT UAPUPOBAHHS

Fig. 1. Schematic view of facility for thermal dehydration

i neruipupoBaHus HOPOIIKOBBIN 00pasel Tupuia
tiTaHa Maccod 0,02 kr pasmemanyd Ha MOJIMOJCHOBOM
MIOJUIOXKKE (JIOO0YKE), KOTOPYIO YCTaHABIMBAJIH B JIETU/I-
paTop Ha crenHaIbHOW moncTaBke. [ co3manus pas-
PSKEHUS HCTIONB30BANIN MACIISIHBIH [11aCTHHYATO-POTOP-
HBIM JIByXCTyIIeHYaThIil BakyyMHBIH Hacoc 2HBP-5/1M,
KOTOpBIN obecrednBaeT ocTarouHoe AapieHue 2,6 Ila.
C 1enplo CHIKEHMsI COIEpKaHUs OCTaTOYHOIO BO3AyXa
B CHCTEME B KOHTEHHEp MOoAaBalid aproH N0 JaBICHHS
0,1 MIla u 3areM BakyyMHpOBAJIH — TAHHYIO TIPOIIEAYPY
IPOBOAWIN 2 pa3a, 4TO OOECIEUUBAET MUHHMMAJIBHOE
coJiepaKaHUEe OCTATOUHOIO BO3/lyXa B IETUIPaTOpE.

Pexxum neruapupoBanust (puUc. 2) COCTOST U3 3TAOB
cymku B Bakyyme npu temneparype 300 °C B Teue-
Hue 60 muH. Jlanmee TemmepaTypy HarpeBa MOBBIIIANN
no 750 °C ¢ Bwimepxkkoit 40 mun. Tepmmueckoe pas-
JIOXKEHUE THAPHUJA TUTaHa TPOBOAMIIM IYyTEM Harpena
MIOPOLIKA J0 MPEKPAIIeHUs U3MEHEHNS JaBJICHUS B CUC-
Teme. Bpems Hauana u KOHIA BBIACTICHUS BOAOPOJA

900
800 Harpes 10 750 °C u BeIIEpKKa
700 -
600 -
500
400
300
200
100

Cy1ika rmopouika

Temmeparypa, °C

0 20 40 60 80 100 120 140

Bpewms, mun

Puc. 2. PexxuM AeTHIPUPOBAHUS TIOPOIIKOBBIX 00pa31OB THTaHA

Fig. 2. Dehydration regime of powdered titanium samples

ONpeNeNsIi [0 TOKa3aHUsAM BaKyyMMeTpa (Hadajo
W KOHeIl pocTa jgaBieHus). [lapaMeTpsl mermnpupoBa-
HUS OBbUIM MOJO0O0paHbl TaKUM 00pa3oM, 4TOOBI HE Mpo-
UCXOIUIIO CIeKaHue dacTull. OXJIaXIeHHE MOPOIIKOB
OCYIIECTBJISIIA BMECTE € MIEYBI0, TIOCIE MOJTHOTO OXJIAXK-
JICHUST PEaKTOp IOMONHUTEIHHO TPOIYBAJICS apTrOHOM.
W3MeHeHne mMacchl IETHIPUPOBAHHOTO MOPOIIKA OTpe-
JIeISITH 110 hopMmyiie

Am =" 100 o, (1)
m

pig
IJIe 7 —Macca HCXOIHOTO OPOLIKA TUAPU/A THTAHA, M, —
Macca MopoIIKa 1mocie AeruapupoBanus. [lorpemmnocts
n3mepeHus cocrasisuia 0,1 T.

Pazmep gacTHIl HOTYyYEHHBIX TIOPOIITKOB UCCIEIOBAIN
Ha Ja3epHOM aHanuzatope vactun «MicroSizer 201»
(OO0 «BA Hucant», 1. Cankr-IlerepOypr). Ilorper-
HOCTb M3MepeHHii He mpeBbimana 1,2 %.

Mopdomornio 9acTUIl TMOJYYSHHOTO ITOPOIIKA
TUTaHa U3yYaJH Ha aBTOOMHCCHOHHOM CKaHHPYIOIIEM
ANIEKTPOHHOM MHKPOCKOIIE CBEPXBBICOKOTO — paspe-
menus «Zeiss Ultra plus» (Carl Zeiss, I'epmanus) Ha
6ase «Ultra 55». Ero yBenuuenne cocrasuser 12106,
yckopsitoniee Hanpsikenue 0,02 B —30 kB, Tox 30H1a
4-20 HA.

XUMHYECKHI COCTaB HCCICAYEMbIX MaTepPHUAIOB
OTIPEACIUT METONAMH AaHAJUTHICCKOH XUMHHU: KHC-
JOPOJA M a30T — BOCCTAaHOBHTEJIBHBIM IIJIaBICHHEM
B TPaUTOBOM THIJIC B TOKE TEIHS; YIICPOA — OKUCIH-
TEJNBHBIM IUIABJICHUEM B KEPAMHUYCCKOM THIVIC, BOJO-
pon — mo 'OCT 24956-81. JlerektnpoBaHue KUCIOpOaA
U yIIIepoJia yCTAHABIMBAIIH 110 KOJHMYCCTBY BBIJICIHBIIIC-
roca CO, mMeTonoM HH(ppakpacHoi abcopOuuu, azora —
no TterionpoBogHocTH. ComepkaHue ejle3a B TUTaHEe
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onpenesui (POTOKOIOPUMETPHUCCKIM METOIOM. brimn
UCIIONB30BaHbl CIEAYIOIINE CPEACTBA U3MEPCHUS: aHa-
nmu3atop kuciopona u azora TC-600 (Leco, CHIA);
ananmzarop Bomoponma RHEN-602 (Leco); anammza-
Top ymrepoga CS-600 (Leco); ¢oromerp KDK-3-01
(AO «30M3», 1. 3aropck) Ui OIpeaeseHus coiepxKa-
HUS KeTesa.

HacpImHyT0 IIOTHOCTE IOy YEHHBIX OPOIIKOB OITpe-
nensamu cortacHo I'OCT 19440-94, ux npeccyeMocTb
(ymnoraaemocts) — o I'OCT 25280-90, nukHOMeTpH-
yeckyr miotHocTh — 1o [OCT 2211-2020 (ucxons u3
MacChl aHATUTHYSCKOH TPOOBI M €e HCTHHHOTO 00beMa,
M3MEpsIeMOTO TIPH MOMOIIX MHKHOMETPa ¢ MCHOIb30Ba-
HHUEM TOITyoJIa KaK HAaCBIIIAIONIeH JKUIKOCTH).

VhenpHyI0 ITOBEPXHOCTh H3MEPSUIH IO METOANKE
HU3KOTEMIIepaTyPHOH axcopOIun a30Ta Ha mpudope s
OTIpEICTICHUST YACTbHON MOBEPXHOCTH MOPHUCTBIX MaTe-
puanoB «Sorbi-M» (BAO «META», . HoBocubupck).
TekyuecTb HOPOIIKOB OLCHUBAN C TOMOIIBIO KaTHOpO-
BaHHOU BopoHKH (ipubopa Xoswta) o ['OCT 20899-98.

Pe3ynbTaTbl M X 0b6cyxaeHue

Boun monyueHs! 4 MOPOMIKOBBIX 00pa3ua Aeruipu-
POBAaHHOTO THTaHA C PA3IMYHBIM TPAHYIOMETPUYCCKIM
cocraBoMm, obOo3nadennble kak JI-TITK, JAT'-TITC,
JAC-TITM u AT-ITTOM.

Hcxoanple MOpOLIKKM TUAPUAA THUTaHA COAEPIKAIH
4,2 mac. % BoJOpOJa M OTINYAIHNCH TOJBKO TPaHyIo-
MeTpuyYecKuM cocTtaBoM. [Ipu Harpese a0 Temmneparyp
300-400 °C HauuHaeTcs npoLece pas3aokKeHus ruapuaa
TUTaHa ¢ BblIeNeHUueM Bopopona. OIHAKO Ieruapupo-
BaHUE B ATOM CJIy4ae HE IMPOXOIMT IOJHOCTBIO JIaxe
npu Oonee BbIcokuX Ttemmepatrypax (1000-1100 °C).
C 1enbl0 CHW)KEHUSI TeMIeparyphl Nporecca JCTHIIpH-
pOBaHUS TMPHUMEHSIOT BakyymMupoBaHue. [lomycrtumoe
JUIT  TEXHHYECKOTO THTAaHA COACpKaHWE BOAOPOIA
(<0,10 %) MoXeT OBITh JOCTUTHYTO B BAaKyyMe YK€ IIpU
t=700+800 °C. Ha mnepBoii craguu AErUAPUPOBAHUSA,
KOIJIa CoJiepKaHue BOAOPO/ia B TUTAHE BEJIMKO, CKOPOCTh
BBIZICJICHNUSI BOIOPO/Ia BeChbMa 3HaUUTeNNbHa [27].

B xone npoBeaeHus AeruapupoBaHus ObLI0 0OHAPY-
KEHO, YTO pa3Mep YacTHIl BIUSET HA KHHETUKY BbIICIIC-
Hus Bojopona (tadim. 1). Hauamo necopOruu Bopopoaa
obpasna [ITOM, koTopblil 00MaaeT HAMMEHBIIHM Pa3-
MepoM wvacTull, Habmomaercs yxke mpu [ =520 °C.
B cimydae Oonee kpymHbix mopomkoB [ITC u I[ITM
TeMIepaTypa Hauaja BBIACNIEHHUS BOAOPOIA COCTABISET
550 u 540 °C cooTBETCTBEHHO. MOKHO NPEAIOIOKUTD,
YTO C YBEJIMUYEHUEM pazMepa yacTull TpedyeTcs Ooblie
TeIIa JUIs 3alycKa 3TOTO mpolecca — Tak, y oOpasma
[TK ¢ HanOoIpIIMMHU YaCTHUIIAMHU BBIICICHAE BOIOPOAA
npoucxoxut npu £, =555 °C.

Taroke U1 u3y4aeMbIX MOPOILKOB pa3IMyueH U HHTep-
BaJl BpEMEHH OT MOMEHTa Hayalla BbIJCICHHS BOJOPO/Ia

Tabnumya 1. Kunernka nmpouecca aeruipupoBanus
MOPOIIKOBBIX 00Pa310B r'HAPUIA TUTAHA

Table 1. Kinetics of dehydration of powdered samples
of titanium hydride

G Bruenerie H3menenne
Obpasen pasMep BoAopoAd Maccsl, %
9acTaL, MKM | ¢ . °C | T, MMH
JAr-IITK 82 555 25 3,1
AT-IITC 48 550 27 -3,6
Ar-IIT™M 36 540 29 —4,7
Ar-IITOM 33 520 30 5.8

u3 00pasnoB 1o ero okoHuanus. C yMCHBIICHHEM pas3-
Mepa 4YacTHLl JaHHOE BpPeMs BO3pacTaeT — IPEIIoJo-
JKUTEJIBHO, 3TO BBI3BAHO HEMOJHBIM JIETHIPHUPOBAHUEM
KPYITHBIX YaCTHIL.

Jl1s OLIEHKH MOJTHOTHI NIerHApUPOBaHUs 00pasibl 10
U Iocle JAerujapuposaHust B3BeliuBanu. Ormeuaercs,
YTO C YMEHbBLICHHEM pa3MEepOB WX YaCTHUL] CHHKEHHE
Macchl 0o0pasma Iocie ACTHAPHUPOBAHMS YBCIHUMBA-
ercs. Mcxons u3 1abn. 1 CcTaHOBHUTCS OYEBHAHO, YTO
KpYITHBIC YaCTHIIBI JETUAPUPOBAHBI HE TIOJHOCTHIO, YTO
BBIPAXaeTcsi B KOPOTKOM BPEMEHHM BbIIEICHUS BOJOPOAA
U MaJIoH MOTepe Macchl.

W3 rucrorpamm pacrpeneneHuss 4acTdll 10 pas-
MepaM, IPUBEAEHHBIX Ha pHC. 3, BUAHO, YTO IOCIE
TEPMUYECKOTO PA3JIOKEHUA TUApPUIA TUTaHA PazMep
qacTUIl B OOmeH Macce HECKONbKO YMEHBIIAETCS.
AHaNOrnyHoOe U3MEHEeHHe KPyIHOCTH YacTull Hadrona-
eTcs u B paborte [28], rae Ha mpUMepe OPOIIKa THAPUIA
CKaH/Ms NOKa3aHO, YTO €ro TePMHUYECKOe PA3JIOKEHHE
MPUBOANT K HE3HAYUTEIFHOMY CHIDKCHHIO CPEIHETO
nuHeiHoro pasmepa yactul (Ha ~4 %). Kak u3BectHO
U3 JUTEpaTypHbIX JaHHbIX [29], Ipu TUAPUPOBAHUU
TUTaHa MPOUCXOIUT YBEJIHUYEHHE OO0beMa 3JIeMEeHTap-
HOU SYCHKN MPUOIM3UTENBHO B 2,5 pa3a, 4To BHI3BIBACT
«pacmyxanue» yactull. [IpeamnonoxurensHo, mocie yaa-
JIEHVUsI BOJOpOJA YacTUIbl TUTAHA IIOZ BO3AEUCTBUEM
TeMIIepaTypbl CTPEMATCS 00PECTH UCXOIHYIO CTPYKTYPY,
yMEHbBIIAsICh B 00beMe. JTO sIBICHHE B OOJBIICH cTe-
MIEHH 3aMeTHO Ha mopomkoBbix oopasuax [1TK u IITC,
YbM YaCTULbI KpynHee 1o cpaBHeHuto ¢ IITM u IITOM.
Cpennuil TMHEHHBIA pa3Mep 4acTull Mocie AeTHIPHPO-
Banus uist 00pasnos IITK, I[ITC, [TTM u [ITOM ymeHb-
muiics npuMmepHo Ha 24, 13, 12 1 10 % cooTBETCTBEHHO.
Taxoke 1ocie IeruapupoBaHUs CHU3WIOCH KOJIHMYECTBO
gactur, oT 0,5 mo 10 MKM — BeposiTHEe BCero, IpH
BBIOpAaHHOI TeMmeparype TaKHe YacTHIbI CIIEKAIoTCs
C YaCTHUIIaMHU OCHOBHOH (ppakunu.

Bosbioe BnusiHue Ha CBOMCTBA TATAHOBOT'O MOPOIIIKA
OKa3bIBaeT CTPYKTYpa YacCTHULl, KOTOpask 3aBUCUT OT CIIO-
COOOB TIONy4eHHUSI U 00pabOTKH TMOPOIIKOB, a TaKXke
HUX XUMHYEeCKoro coctaBa. C IOMOLIbIO 3JEKTPOHHOM
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Puc. 3. TucTorpaMMsbl pacrpe/eIeHNs YaCTHI TOPOIIKOB THTaHa 110 pa3mepam 1o ([I) u nocie ([I) JeruapupoBaHus
a—IITK, 6 - IITC, ¢ - IITM, 2 - [ITOM

Fig. 3. Histograms of particle size distribution of powdered titanium before ([J) and after (I) dehydration
a—PTK, 6 - PTS, ¢ — PTM, 2— PTOM

MHUKPOCKOIIMMA yCTAaHOBJICHO, YTO JCTHAPUPOBAHHBIN
MOPOIIOK THTaHa MOBTOPSIET (JOPMY YACTHIl UCXOAHOTO
runpuga tuTana. Ha puc. 4 mpencraBieH oOmuil Buj
MOJYYCHHBIX TOPOIIKOB JIETHIPUPOBAHHOTO THTAHA.
3amaHHasi Temreparypa JCeTHIPUPOBAaHUS HE TMOBIHUSIIA
Ha (OpMy YACTHI[ MOPOIIKA, U OH COXPAHWI IOJIUTO-
HaJIBHYIO OCKOJIOUHYIO (hOpMY.

Ha wusoOpaxeHusx puc.S mpu OONbIIEM YBEIH-
YEHHH MOXHO JETajbHO PAacCMOTPETh OTICIBHO B3s-
Thl€ YACTHIBI TMOPOINKA JICTUAPUPOBAHHOTO THTAHA.
OnpeneneHHass 4YacTh MEJIKUX YacTHI[ CIEKaeTcs
C KPYITHBIMH, 00pa3ys Tak Ha3bIBa€MbIE CATEIUTUTHI. DTH
Je(heKThI MTOPOKIAAFOT Pa3IMYHBIE BUIBI MUKPOHEOHO-
POJHOCTH CTPYKTYPBbI, KOTOPIE MOTYT HEATUBHO BIHSThH
Ha TEXHOJOTMYECKHE CBOMCTBA MOPOIIKOB M CBOMCTBA
KOHEYHBIX MOPOIIKOBBIX H3aeauit. OOpazoBaHue carer-
JIUTOB BBI3BAHO BAKYyMHUPOBaHHUEM M 3aJaHHOU TemiIle-
parypoii mpu aeruapupoBaHuu. [1OCKONBKY CHIKCHHE
TEMIEpaTypbl W CTEICHU pPa3peKCHHOCTH Bakyyma
HEXeJaTeIbHO, TO IeJIeCOo00pa3HbIM SBISETCS IOMOJ-
HUTEILHOE TPOCEHBAHUE IMOPOIIKA IMEepes] ACTUAPUPO-
BaHHEM JUIs yaajeHus ero ¢paxiuid ot 0,5 mo 10 MxMm.
Crnenyer OTMETHTBH, YTO TIOBEPXHOCTh YaCTHIl THTAaHA
MoCJie JCTUAPUPOBAHMS XapaKTEPHU3YyeTCs OTCYTCTBHEM
MOp ¥ HEe 00J1a/1aeT pa3BUTON MOBEPXHOCTHIO.

OLIEHUTh YHUCTOTYy THTaHa B OOOOIIEHHOM BHJIC
MOXHO TIO ero TBepaocTu (HB), KoTopas TeM BBIIIE,
4yem Oombliie mpumMecei. Kucnopon u a3ot, odpasyroliue
C TUTAHOM TBEP/IbIC PACTBOPHI BHEJPEHUS, CYIIIECTBEHHO
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CHIDKAIOT TUITACTUYHOCTh THUTAHA W SBIISIFOTCS] BPSAHBIMHU
npuMecaMu. Kpome HHUX K YHCITy OCHOBHBIX NpHUMeECcei
OTHOCSIT TaKkKe YIICPOd U *eJe30. Biamsnue oCHOBHBIX
MIPUMECHBIX JJIEMEHTOB Ha TBEPAOCTb THTAHA MOXKET
OBITH BBIPAKEHO CIEAYIOIINM TPHOIMKECHHBIM SMITHPH-
yeckuM ypaBHenuem, Mlla [27]:

HB =1960+/N, % +1580,/0, % +
+4504/C, % +2004/Fe, % + 57. 2)

Kak BugHO U3 BeIpakeHus (2), HAaMOOJbIIEe BIUSHUC
Ha TBEPAOCTH THTAaHA OKA3bIBAET a30T, 3aTE€M HIYT KHUC-
JIOPOJI, YIIIEPOI U Kene30. A30T, cTabmim3upys o-hasy
TUTaHAa, TOBBINIACT TEMITEPATypy MOIUMOP(HOTO MPEB-
pamenwust, a kaxnaas 0,01 % a3ora yBenuduBaeT mpenesn
Mpo4YHOCTH U TBepaocTh Ha 20 u 60 MIla coorsercr-
BeHHO. Kuciopon Taxke cradbmwimsupyer o-dasy, u ero
0,1 % moBkIIaeT Mpeest MPOYHOCTH U TBEPAOCTh Ha 12
u 40 MITa. A30T ¥ KUCIIOPOJ — aTOMbI BHEPEHHUS, KOTO-
pBI€ XOPOILIO PACTBOPUMEI B O-TUTAaHE M PACIIONAraroTCs
B OKTaIpUYECKHUX MyCTOTaX, YTO YCUIMBAET KECTKOCTh
MEKaTOMHBIX CBSI3e TuUTaHa. Boaopon Takke sBIIs-
eTCsl OTHOM M3 Hambollee BPEHBIX MIPUMeEcel B TUTAHE,
MOCKOJBKY CHJIBHO CHIDKAeT IDIACTHYHOCTh METaylla
U 0COOEHHO yNapHYIO BS3KOCTh. YITICPOA MAJo BIUSET
Ha yKa3aHHBIC CBOMCTBAa THTaHA, IOCKOIBKY pacTBO-
pseTcs B O-TUTaHE HE3HAUNUTENbHO. [IpHucyTcTBHE TpH-
Mecu xkenesa 110 0,5 % npakTuuecku He OKa3bIBaeT BIUS-
HUS Ha MEXaHUYeCKHe CBOWCTBA TUTAHA.
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Puc. 4. O0wmii Buj IerHAPUPOBAHHBIX MTOPOLIKOB THTAHA Puc. 5. MuKpOCTpYKTYpa ACTHIPHPOBAHHBIX OPOIIKOB TUTAHA
a—1IITK, 6 - IITC, ¢ — IITM, 2 — [ITOM a—1IITK, 6 —IITC, ¢ —IITM, 2 — IITOM
Fig. 4. General view of dehydrogenated titanium powders Fig. 5. Microstructure of dehydrogenated titanium powders
a—PTK, 6 - PTS, 6 — PTM, 2— PTOM a—-PTK, 6 - PTS, 6 — PTM, 2— PTOM
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KauecTBo wu3menunii, momy4aeMbIX M3 THTAHOBBIX
MOPOIIKOB, HATIPSMYIO 3aBHCUT OT YHCTOTHI MCXOTHBIX
MOPOIIKOB, TIOATOMY Ba)KHO HMOAJCP)KUBATH KOHILICHTPA-
U0 OCHOBHBIX MpUMecCeld Ha MHHHMAIFHOM YPOBHE.
W3 pesynbraToB XMMUYECKOTO aHaju3a (Tadm. 2) nerui-
PHPOBAaHHBIX IOPOIIKOB THUTAHA YCTAHOBJIEHO, YTO
00pa3npl KpymHOH (pakiuu comepikar OoJbllee KOJIH-
yecTBO ocratouHoro Bogopozaa (0,2 mac. %) B cpaBHe-
HUU ¢ ToHKOM ¢pakmmeit (0,06 mac. %). DTO o3Hauaer,
yro s obpasuoB IITK u IITC BbIOpaHHBIH pexuM
JETUAPUPOBaHKS MeHee dpdexTuBeH. Buano, 9o B mmpo-
mecce NETHIPUPOBAHUS HAOIIONACTCS CHIDKCHHE Ta30-
BBIX IIPUMECEH a30Ta MW KHUCIOPOJa: BEPOATHO, B ATOM
clydae BaKyyM CIIOCOOCTBYET aKTHBHOM Jera3aluu
noporikoB [30]. Taxxxe Boopo1, BHIAEIAIOMIMICS B TIPO-
Hecce IeTUAPUPOBAHMS, MOXKET JOTIONIHUTEIBHO BBICTY-
MaTh B KAYECTBE BOCCTAHOBUTES, 00pa3ysi C IPUMECSIMU
a30Ta M KHUCIOPOAA MOJEKYJBI, KOTOPBIC BIIOCICICTBUU
JiecopOMpyIOTCs B Ta30Byt0 a3y u ynmajustores [31; 32].
B pesynprare mopomkoBbie oOpasusl [ITM u [ITOM
coziepkaT HauMEHBINEe KOJIMYECTBO Ta30BbIX MpUMecen
(0,5-0,6 mac. %).

JUid npakTu4ecKux Leleil BaXkHOe 3HAuYeHUE UMEIOT
TEXHHYECKUE XapaKTCPUCTUKH TOPOIIKOB TUTaHA. Pas-
Mep U (hopMa YaCTHI[ — 3TO OCHOBHBIC (haKTOPHI, OTIpe-
NEISIOINE  TEXHOJOTHYCCKHE CBOWCTBA  ITOPOIIKOB

(HachIHAS TIOTHOCTD, TEKY4ECTh, IPECCYeMOoCTh). Tex-
HOJIOTUYECKHE CBOWMCTBA IETHIPUPOBAHHOIO ITOPOIIKA
THTaHA MIPEJCTaBICHBI B Ta0II. 3.

HacpimHast mioTHOCTh — 00BEMHAST XapaKTEPUCTHKA
MOPOIITKa, KOTOpas MPEACTaBIseT COOOH OTHOIICHHE
MAacChl TIOPOIIKA K €r0 00beMy IIPU CBOOOIHOM HACHIITKE.
HacpimHas TUIOTHOCTH  ACTHAPHUPOBAHHOTO TTOPOIIKA
TUTaHA YBEIMYIIACH B CPABHECHHH C THAPUIOM BBHIY
OOJIbIIEH IIOTHOCTH YMCTOro THTana (4,5 r/cm?). Takxke
HaOMIONaeTCsT TCHICHIMS CHIDKCHUSI HACBITHOW ILIOT-
HOCTH C YMEHBIICHHUEM CPEIHETr0 pa3Mepa 4YacTHII.
Bornpinas ynenpHasi MOBEPXHOCTh MEJIKUAX YaCTHIL ITOBEI-
1aeT MEeKJIaCTHYHOE TPEHUE, 3aTPyIHSS UX TepeMele-
HUE OTHOCHTEIBHO APYT OpyTa, YTO MPHBOIHUT K CHIDKE-
HUIO HACHIITHON TJIOTHOCTH.

VYIIIOTHSIEMOCTh — 3aBUCHMOCTD IUIOTHOCTH CIIpec-
COBAaHHBIX KOMIIAKTOB OT JIaBJICHHUSI MPECCOBAHUS.
VYIIIOTHSIEMOCTh XapaKTepU3yeT W3MEHEHHE IUIOTHOCTH
MOPOIITKa TIPU MPECCOBAHMH, YTO O0JIer4aeT U yAelleB-
JSIET TMPOIIECC XOJOMHOTO IpeccoBaHus. [1opOIIKOBEIM
o0Opazerr ¢ KpyImHBIM pa3MepoM dacTHil oOnangaer
MEHBIICH YIUIOTHAEMOCTBIO [0 CPAaBHEHHIO C TUAPH-
JIOM TUTaHa, KOTOPBIA Omaromapsi XpylnKOCTH JIOMAeTCs
U 3aIO0NHSAET IIyCTOTHL. [10pOIIoK YUCTOr0 TUTaHA IuIac-
THYCH, B CBSI3M C YeM YIUIOTHAEMOCTb KPYMHOH (hpak-
nuu nipu gasnennu B 200 MlIla 3arpyaaena. B ocranb-

Tabnuya 2. Coz]epmal-me OCHOBHBIX MPUMECHBIX 3JIECMEHTOB B HCCJICAYEMbBIX MOPOIIKOBBIX 06[)33[(3)(

Table 2. Content of major impurities in the studied powder samples

O6pasen Ciz;é};ii’p;iﬁep - - Coz[epxcang 9JIEMEHTOB, l;v;ac. % . s
Wcxonnelii ruapun THTAHA - 0,09+0,04 | 0,35+0,03 | 0,26 +0,03 | 0,035+0,01 | 4,20+0,02 | 4,93
AT-IITK 82 0,13+£0,01 | 0,30+£0,02 | 0,27+0,02 | 0,035+0,01 | 0,20£0,02 | 0,93
AT-TITC 48 0,14+£0,01 | 0,29+0,02 | 0,25+0,02 | 0,050+ 0,01 | 0,13+£0,01 | 0,86
AT-IITM 36 0,13+£0,01 | 0,15£0,01 | 0,20+0,02 | 0,070 £0,01 | 0,08 £0,01 | 0,63
Ar-TIITOM 33 0,16 £0,01 | 0,02+0,01 | 0,18+0,01 | 0,080 £0,01 | 0,06+0,01 | 0,50
Ta6nuya 3. TexHonorn4yecKue CBOMCTBA HecaeyeMbIX OPOIIKOBBIX 00pa3oB
Table 3. Technological properties of the studied powdered samples
Cpennuii YII0THAEMOCTSD, IMuxkHOMETpH- VY aenbHas
Oobpazen pazmep Hacermas 5 | T/eM?, npu naBneHnn gecKast MIOBEPXHOCTH, | TexydecTs, ¢
YaCTHIL, MKM O, e 200 MIla IUIOTHOCTS, I/CM? M2/T
Inppun IITK 108 1,38 £ 0,04 2,83 £0,04 3,79+ 0,01 0,6 0,01 21,25
JAr-TIITK 82 1,74 £ 0,03 2,66 £ 0,01 4,43 £0,01 0,7+ 0,01 16,60
Tunpun I[ITC 55 1,31 +£0,03 2,85+0,03 3,81 £0,01 0,6 £0,01 He Teuer
JAr-TTC 48 1,56 £ 0,06 2,88 £0,01 4,48 +0,01 0,8+ 0,01 He teuer
T'unpun [ITM 41 1,30 £ 0,02 2,86 +0,03 3,80 +0,01 0,6 £0,01 He teuer
Ar-IITM 36 1,46 £ 0,06 2,89 +£0,03 4,50 £0,01 0,8+ 0,01 He reuer
?T’lg;f 37 1,16 + 0,02 2,88 + 0,03 3,72 40,01 0,7+0,01 | He Teuer
AT-IITOM 33 1,39+ 0,02 2,84 £ 0,02 4,50 £ 0,01 0,9+0,01 He Teuer
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HOM YIUIOTHSEMOCTh JIETUIPUPOBAHHBIX TTOPOIIKOBBIX
00pa310B COBIIAAAET C TAKOBOH y MOPOIIKOB UCXOAHOTO
TUIIPHJIA TUTAHA.

[MukHoMeTpuueckasi (MCTHHHAS) IUIOTHOCTb MeTall-
JUYECKHX TMMOPOIIKOB 3aBHCHT OT MX BHYTPEHHEH mopuc-
TOCTH, JC()EKTHOCTH KPUCTAJUTMUECKOM  PEIIeTKH,
COJICpXKAHUS OKCHJIOB M, KaK IMPAaBHIO, OTIAYAETCS OT
TEOPETHYECKON IMIOTHOCTU. M3 pe3ynbTaTtoB ompenele-
HUSl TUKHOMETPUYECKON TUIOTHOCTH JIETUIPUPOBAHHBIX
MIOPOLIKOBBIX 00pa3loB MO)XHO OTMETHUTb, YTO MOPOLI-
koBbIli oOpaszenr I1TK, oOnamatonmii HauOOIBIIM
colepxaHueM Ipumecel (B YacTHOCTH, BOAOPOIA),
MMEET MEHBINYIO MIOTHOCTH (4,43 r/cm®). B nienom mpo-
CIIC)KMBACTCSl TaKas 3aBHCHUMOCTH: YeM OIIDKE ITHKHO-
METpHUYECKas MIIOTHOCTh K TEOPETUYECCKOM, TEM MEHBIIIE
coJepKaHus IpuMeceit B oOpasuax.

[Ipu oreHke TEXHOJOTUYECKHUX CBOWCTB IOPOIIKO-
BBIX MaTepUajoB MOKa3aTelb YIeJIbHON NOBEPXHOCTH X
YacTHUI UMEET B psiJie CIy4yaeB BakHOe 3HadeHue. [1o ee
BEJINYMHE MOKHO CYIUTH O HEKOTOPBIX (PH3HKO-XHMHUUEC-
KHX CBOHCTBax IMOPOIIKOBBIX MaTe€pHajoB, B TOM YHCIE
U O CTENEeHH AMCIEPCHOCTU. B cBsA3M ¢ Tem, 4TO B Ipo-
1ecce JeruApUpOBaHUS CPEIHUH pa3Mep YacTHUI] OPOII-
KOBBIX 00pa3lioB YMEHBLIMUJICS, a IUIOIIAb YaCTUIIbI yBe-
JUYMIIACh 32 CYET CATeJTUTOB, yAeTbHas MOBEPXHOCTh
JEruApUPOBaHHEIX nopoukos (0,7-0,9 M%/r) Gonbie 1o
cpaBuenuio ¢ ruapugom (0,6-0,7 M?/r).

ITox TekyuecTbio (CHIMYYECThIO) TOHUMAIOT CIIOCO0-
HOCTh TOPOIIKOB TOJA JEHCTBUEM COOCTBEHHOW CHIIBI
TSKECTU BBICHINIATHCS (T€Ub) U3 OTBEPCTHUSA KaKOU-1HO0
eMKoCTH. Ha BenMuMHYy TeKy4ecTH BIHUSIOT IJIOTHOCThH
MOPOLLIKOB, pa3Mep U (opMa UX YaCTHILI, COCTOSIHUE UX
MIOBEPXHOCTH, BJIAXKHOCTb, XapaKTep KOHTAKTa MEXIY
gacTUIaMH. TeKydecTh MOpPOIIKa UMEET OOINBIIoE 3Ha-
YeHUE, OCOOCHHO IPH aBTOMATHUYECKOM IIPECCOBAHUM,
KOTJIa IPOU3BOAUTEIBHOCTH IIPECCa 3aBUCUT OT CKOPOCTH
3aMONHEHHs MOJOCTH mpecc-popm. [lmoxast TekydecTsh
CIOCOOCTBYET TaKXkKe IOMYYCHHIO HEOTHOPOIHBIX IO
IUIOTHOCTH n3aenuil. TekyuecTs oIydeHHbIX IOPOLLIKOB
13-3a OCKOJIOYHOH (DOPMBI YACTHIl U JE(PEKTOB CTPYK-
Typbl HaxXOIWTCS Ha HU3KOM YpPOBHE, COCTaBIsis IS
KpymHoii ¢pakiuu 16,6 ¢; ToHKas Gppakuus He TeUeT.

3aksouyeHue

B mpencraBneHHoil paboTe MOKa3aHO BIUSHUE
(paKIIMOHHOTO COCTAaBa MCXOMHBIX ITOPOIIKOB THAPHUIA
TUTaHA Ha IPOLECC UX TEPMHUUYECKOIO Ppa3IOKEHU.
HccnenoBanpl Gpu3HYeCcKie, XUMHUCCKHE U TEXHOIOTH-
YECKUE CBOMCTBA AETUAPUPOBAHHBIX IIOPOLIKOB TUTaHA.

YCTaHOBIICHO, YTO BBIOPAHHBIA PEXHUM JETUIPUPO-
BaHUs MOPOLIKA rupuzia TATaHa JTy4lle MOAXOAUT IJIsL
TOHKOH (hpaKIMK CO CPETHUM pa3MEepOM YaCTHIL 35 MKM.
B sTOM cityuae mpoucxoauT Hanboee MoJIHOe IeTUAPH-
poBanme 0e3 criekaHus dacTuil. OTMedaercs, 4To JUIs

Oosee KpymHbIX YacTull (>60 MKkM) HeoOxoauMa 0OIIbIIast
TeMIlepaTypa aeruapupoBanus. Takxke B mporecce Tep-
MHYECKOTO PA3JIOKEHHS THIPHIA TUTAHA TPOUCXOIMT
3HAUUTEIFHOE yYMEHBIICHUE CPEIHEr0 JMHEHHOTO pas-
Mepa yacTul nopouka — Ha 5-20 % B 3aBUCUMOCTH OT
obpasia.

Pexxum pmerunpupoBaHuss He MOBIMAT Ha (opmy
YaCTHIl: OHM COXPAHWINM HCXOJHYIO ITOJUTOHAIBHYIO
ockonouHyto (opmy. [lpyu u3ydyeHHH MUKPOCTPYKTYPHI
YaCTHIl JACTHAPUPOBAHHOTO IIOPOIIKA THTAaHA HAa KPYII-
HBIX YacTUIAX OBIIM OOHApyXEHBI «CaTCIUTUTHDY. OTH
Ie(eKThl MOPOKIAIOT PA3IHYHBIC BHIBI MUKPOHEOIHO-
POIHOCTH CTPYKTYPBI, KOTOPBIC MOTYT HETATUBHO BIHUSATh
HAa TEXHOJOTWYECKHE CBOICTBA IOPOIIKOB M CBOWCTBA
KOHEYHBIX MOPOIIKOBBIX U3aenuii. ClenyeT yuuThIBaTh
JaHHBIA (HAKTOP MPH IPOU3BOICTBE U TIIATEIHHO IPOBO-
JIUTH CETIapaIiiio MOPOIIKOB.

o pesynpraTamM XUMHYIECKOTO aHAII3a IIPOCIICIKIBA-
€TCsl 3aBUCIMOCTD, COTTIACHO KOTOPOM KPYITHBIE TTOPOIII-
KOBBIE 00pa3IIbl COIepIKaT OOIIbIIIee KOTMISCTBO I'a30BBIX
npumMeceld (Bogopos, asor, kuciopox — 0,77 mac. %)
[0 CpaBHEHUIO ¢ TOHKOH (pakmumeit (X0,26 mac. %).
[IpeanonokuTebHO, 3TO CBS3aHO C TEM, YTO TOHKAS
(bpakus Ipu BEIOPAaHHOM PEKHME MOIBEpraeTcs ooee
MTOJTHOMY JICTUAPUPOBAHMIO U JICTa3allH MTOPOIIIKA.

TexHomornveckne  CBOHCTBA  JNETHIPUPOBAHHBIX
MOPOIIKOB B IIEJIOM OTBEUAIOT TPEOOBAHUSAM TIO TIPH-
MEHEHHUIO WX B IOPOINKOBOW MeTautyprud. Hammdme
CaTeJUTUTOB M OCKOJOYHas (popMa 4acTHIl CHIIBHO CHH-
JKAIOT TEKy4eCTh MOPOIIKOB, YTO MOXKET BBI3BATh TPYI-
HOCTH TIPH HMCIIOJIb30BaHUH MX B aBTOMATH3WPOBAHHBIX
mporeccax.

KommnekcHoe wccnenoBaHne MOPOIIKOB THUTAHA,
oJTy4eHHBIX MeTogoM CBC-ruaprpoBaHus 1 TepMIIeC-
KOTO JICTHJIPUPOBAHUS, MMOKA3aI0 MX MEPCIEKTUBHOCTh
IUTSL TIPUMEHCHUS B TOPOIIIKOBOI METaJLTyPTHH.
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OcobeHHOCTU Npouecca 3aTBepAeBaHUA rPaHyn
NpW rasoCTPyMHOM pacnbl/ieHUU pacnnaBa 6epunnus

b. B. CoipueB “, I. C. IlectoBa, O. B. Cemmnynkas, ®@. C. Tyrau6aes

Bocrouno-Ka3zaxcranckuii Texnuuyeckuii ynusepceutet uM. Jl. CepuxdaeBa
Kazaxcran, 070004, 1. Ycrp-Kamenoropcek, yi. /1. Cepuxbaesa, 19

&) izusan@mail.ru

AHnHoTaymsa. TlpencTaBieHsl pe3yibTaThl AKCHEPHMEHTANBLHO-aHAINTHYECKIX HCCIENOBAHUM IIpolecca Ta30CTpyHHOIo JucIep-
THPOBAHMUS PacIlaBa U MONydYeHUs! OepUINeBBIX rpaHyil. [lokazaHo BiMsHHE TPUPOABI (A30T, TENHIT), CKOPOCTH MOAYN OXJIaXK-
naromero rasa (300-650 m/c), Temmeparypsl paciiaBa U pa3Mepa oOpasyromuxcs kaneib (<500 MKM) Ha CKOPOCTb OXJax[e-
HUSI M CBOMCTBA TpaHyl. YCTAHOBIICHO, YTO B 3aBHCHMOCTH OT peIIaMEHTa PACIbUICHUS 3aTBEp/eBaHUE OCPHIUTHEBBIX T'PAHYI
MOXKET MPOHMCXOAUTH IO IBYM MEXaHU3MaM: KpPUCTAILIH3AIMs, aMopu3anys (CTekiaoBanue). [Ipu pacibuieHn a30ToM paciiaBa
Oepwims rpaHynsl quamerpoM Menee 100 MKM 3aTBEp/EBAIOT IO MEXAHH3MY CTEKIOBaHUS (aMOP(U3HPYIOTCS), a ANAMETPOM
6onee 300 MKM — IO MeXaHHM3MY KpucTaumm3anud. [Ipu sTom omnpenenenHas ¢pakmus rpanyn (pasmepom ot 100 mo 300 Mxm)
3aTBEp/IEBACT 110 CMEMIAHHOMY MEXaHU3MY — ITIOBEPXHOCTb aMOp(U3UpyeTCs, a EHTPaJIbHAsL YaCTh KPUCTAIIH3YETCS, B PE3YiIb-
TaTe 4ero MpOUCXOJUT OTCIAUBAHUE «CKOPIIYIBD IO IOBEPXHOCTHU IIEpeXo/ia OT MEXaHU3Ma CTEKIOBaHMs K MEXaHU3MY KpHCTall-
mm3anud. TONINHA «CKOPITYIIBD» 3aBUCHT OT AMaMeTpa rpaHyisl u cocrasisier 10—15 mxm (Ha rpanynax 300 mxm) u 20-25 MM
(na rparynax 100 mxm). [Toyuennsle pe3ynbTaThl HCCIEAOBAHU XOPOIIO COMIACYIOTCS C TUIIOTE30H O CTEKJIOKPHCTAIHYECKOM
MeXaHU3Me 3aTBEPJIeBaHI TPaHyll OepHILIHs, 00yClIaBIMBAIOIIEM paccIOeHNe UX 1Mo MexdasHoit rpanne. Takoe 3aTBepeBaHue,
10 CMEIIAaHHOMY MEXaHU3MYy, IPUBOANT K 00Pa30BaHUIO JETKO OTCIIaNBAEMOIl «KOPOUKM» Ha TpaHyle, KOTopasi Hanboee 3arpsi3-
HeHa npuMmecsMu. [lonnmanne n3ydeHHOTo 3(eKTa co31aeT MePCHEeKTUBEI IS €70 MPAKTHIECKOr0 IPUMEHEHUsS P MOTyICHIN
CHEIUATBHBIX MaTepHaIOB U3 OepmuIns. BO3MOXKHOCTE OTHETIEHUST «KOPOUYKH» OT «SAPBIIIKa» CO3AAeT YCIOBUS IS IOIyde-
HUSI 0COOBIX COPTOB CHEUEHHOTO OEpMILIHS JUTS UCITIONB30BAHUS B aTOMHBIX PEaKTOpax ¥ MPOHU3BOJCTBE (oIbrH, Iie HeoOXoamma
MHKPOCTPYKTYpa OSpHILINS ¢ «IUCTHEIMI TPAaHHUIIAMU.

KnioueBbie croBa: Oepwuidii, TpaHynbl, Ta30CTPYyHHOE pACIBUICHHE, CKOPOCTb OXJQXKJICHHMS, KPUCTAUIM3AlUs, aMopdusarms,
TeMIeparypa, TeII000MeH, TETIOMPOBOIHOCTh

Ansa yntnposanms: Ceipres b.B., [lectosa I.C., Cemunyukas O.B., Tyran6aes ®@.C. OcoOeHHOCTH Tpoliecca 3aTBePACBaHUs TPaHyI
IIPU Ta30CTPYIHOM pacIbUICHUH paciuiaBa oepuinmst. Mzeecmus 8y306. Ilopowikosas memannypausi u QyHKYUOHATbHbIE NOKPLIMUL.
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Characteristics of granule solidification
in gas atomization of molten beryllium

B. V. Syrnev®, G. S. Pestova, O. V. Semilutskaya, F. S. Tuganbaev

Serikbaev East Kazakhstan Technical University (EKTU)
19 D. Serikbaev Str., Ust-Kamenogorsk 070004, Kazakhstan

&) izusan@mail.ru

Abstract. Experimental and analytical studies on gas atomization of the molten beryllium and the production of beryllium granules are
presented. The impact of various factors, including the choice of gas (nitrogen or helium), the cooling gas flow rate (ranging from
300 to 650 m/s), melt temperature, and droplet size (<500 um), on the cooling rate and granule properties, is demonstrated. It has
been determined that the solidification of beryllium granules can occur through two distinct mechanisms depending on the atomiza-
tion process. These mechanisms include crystallization and amorphization (glass transition). When beryllium melt is atomized with
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nitrogen, granules with diameters less than 100 um solidify via the amorphization mechanism (glass transition), while those with
diameters exceeding 300 um solidify through crystallization. In such cases, a portion of granules with sizes ranging from 100 to 300 pm
undergoes a mixed mechanism solidification. In this process, the surface becomes amorphous, while the central part crystallizes,
resulting in the formation of a “shell” on the surface, marking the transition from the glass transition mechanism to the crystallization
mechanism. The thickness of this “shell” depends on the granule diameter, measuring 10-15 pm for 300 um granules and 20-25 pm
for 100 um granules. The findings from this research align well with the hypothesis of a glass-crystalline mechanism of beryllium
granule solidification, which leads to their separation at the interfacial boundary. Such solidification through a mixed mechanism
results in the creation of a removable “crust” on the granule, which is typically more contaminated with impurities. Understanding this
effect opens up possibilities for practical applications in the production of specialized materials from beryllium. The ability to separate
the “crust” from the “core” provides the conditions for obtaining specialized sintered beryllium grades suitable for use in nuclear reac-
tors and foil production, where a beryllium microstructure with “clean” boundaries is essential.

Keywords: beryllium, granules, gas atomization, cooling rate, crystallization, amorphization, temperature, heat transfer, thermal conductivity

For citation: Syrnev B.V., Pestova G.S., Semilutskaya O.V., Tuganbaev F.S. Characteristics of granule solidification in gas atomization
of molten beryllium. Powder Metallurgy and Functional Coatings. 2023;17(4):16-24.
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BeepeHue

BepunnmmeBasi MPOMBINUIEHHOCTh HCIIONB3YET pas-
JUYHBIE METOJbl TIONyYEHHUS] TOPOIIKOB OepHILTHS.
Haubonee mmpoko NMpUMEHSIOTCS MEXaHHYECKHE CIIO-
COOBI M3MENBICHUS CITUTKOB TEXHHUYECKOTO OCpUILIHS,
YeTyeK dIeKTPOpahUHUPOBAHHOTO U KPYIIKH TUCTHIIIH-
POBaHHOTO OCPHIUIHA 10 JAUCTIEPCHOCTH MEHee 56 MKM.
MexaHM4YeCcKoe N3MENIbUeHUE COMIPOBOXKIACTCS pa3orpe-
BOM H TIOBEPXHOCTHBIM OKHCIICHHEM MOPOIIKOB. OKCHI
OepuUIHs, HAXO/SICh HA MIOBEPXHOCTH YaCTHIL MIOPOIIIKA,
HACJIeIyeTCs TPAHUIIAMH 3€PCH KOMIIAKTHOTO CIICUCH-
HOTO OepWILIHS, BBIIONHSS POJIb TUCTIEPCHO-YIIPOUHSIIO-
mieid ¢assl [1-6]. YkazanHas (asza cylecTBeHHO BIHSIET
Ha MPOLECCHI CTPYKTYpooOpazoBaHus U (popMUpoOBaHHE
MPOYHOCTHBIX M IUIACTHYCCKHX CBOWMCTB CIICUCHHOTO
OeprIuIHSL.

B paborax [7-9] o0ocHOBaHBI HOBBIC TNPEICTaB-
JCHUST O MEXaHU3ME MIerpaiallii OKCHIHON IUICHKH,
MTOKPBIBAFOIIEH YaCTHILy OCpPHIUINS, B TIPOIIECCe TOpsICi
KOHCOITUJIAIINY TTOPOIIKOB. BBIIO MOKa3aHO, 4TO NEpBO-
HayalbHO aMmopQHas IUIEHKa OKchAa Oepusuius MpH
temreparype 6onee 700 °C KpuCTaTU3YyeTCS, TIPUYEM,
B 3aBUCHMOCTHU OT TPHUCYTCTBUSI JICTKOIUIABKUX MpPUME-
ceil, MeXaHU3M KpUCTAITH3AIMA MOXKET ObITh TOMOTEH-
HBIM WJIM T€TE€POreHHBbIM. JTO, B CBOIO OYepellb, Olpe-
NENSICT HAHOCTPYKTYPY OOpasyIoNmMXcs IHCKPETHBIX
OKCHJTHBIX YaCTHI[ M, COOTBETCTBCHHO, YIPOUHSIOLIHIA
a¢dext cnedennoro oepuius. [lonydeHHbIe KOTHYECT-
BEHHBIC 3aKOHOMEPHOCTH JIOTIONHSIOT HAYyIHBIC OCHOBBI
VIOpaBICHUS MEXaHHYCCKUMH CBOICTBAMH  CIICUCH-
HOTO OepHILIHs, YTO OCOOCHHO Ba)KHO AJISI YIPaBICHHUS
KaueCTBOM «IIPHOOPHBIX» copToB Oeprntms [ 10—-16].

OmHako ecTh OpyTHe BaKHBIE 0OTACTH MPUMEHEHIS
OepwiuHsd, T MPUCYTCTBUE OKCHAA OCpWILIHS U APY-
THX MIPUMECEH Ha TPAHUIAX 3epeH (COOTBETCTBEHHO Ha
MOBEPXHOCTH YACTHI[ MCXOAHBIX ITOPOIIKOB) OCpHILIHS
HEKENaTeNbHO. DTO peakTOpHBIC (OTpaXKaTelu HEHTpo-
HOB B aTOMHBIX peakTopax) u (onbroseie copra Oepui-

nus. B mepBoM ciydyae mpuMecH Ha TpaHMIAX YXYI-
LIAI0T peslakCallMio BO3HMKAIOUIUX IpH padore peax-
TOpa TEPMHUUYCCKUX HANPSDKCHUH, YTO MOKET MPHUBECTH
K PacTpEeCKUBAHHUIO JIeTalel, a BO BTOPOM — IIPUCYTCTBHE
OKCHJIa Ha TpaHMIIaX 3€PEH CHIDKACT MOKa3aTesN repMe-
TUYHOCTH (BaKYyMIUTOTHOCTH) TOHKHX (DOJIBT, YTO HEMIO-
ITyCTHMO TIPH UCIIONB30BAHUH B PEHTT€HOBCKOM TEXHHUKE.

W3BecTHBl pabOTHl MO MNPUMEHEHUIO TUCTUILIUPO-
BAaHHOTO KPYITHO3CPHHUCTOTO OCPHILINS B KAYECTBE PeaK-
TOopHOrO copta [3; 6; 17] U MeNKO3epHUCTOrO OepUILIHS,
MOJTYYEHHOTO IO THUAPHIHON TEXHOJOTHMH, B KaueCTBE
¢oxprooro copra [18]. OxHaKo UCIIOIB30BAHHUE YKA3aH-
HBIX TEXHOJIOTHI UMEET OTpaHUYEHHBIN XapakTep.

B 70-x rogax npormuioro cTojeTusi akTMBHO cTajia pas-
BUBATHCS IPaHYIbHAS METAJUTYprus Oepwiums. beim pas-
paboTaHbl M CO3/1aHbl YHUKAJbHbIE YCTaHOBKU AMCIEp-
THPOBAaHHS PACIUIaBOB IIPUMEHHUTCIBHO K OCpHILIHIO:
YCTaHOBKM pOTaIMOHHOTO jauctieprupoBanus (BUAM,
Poccust), menTpodexHoro pacnbuieHus (Jleiioona-Xepeyc,
I'epmanmst) u raszocrpyiiHoro pacmbeuieHus «Cdepay
(XDTU, Ykpauna). OqHAKO IKCIIEPHIMEHTAIBHBIEC paOOTHI
MOKAa3aJIM, YTO 3arpsi3HEHUE [TOBEPXHOCTH I'PaHyJl IpUMe-
CSIMH B PE3yJIbTaTe B3aMMOJCHCTBHS C Ta30BOI arMocde-
POH XOTh U YMEHBILIWIOCH, HO COXPAaHUJIOCH.

B mpomecce mpakTH4eCcKOro MCHONB30BAHUS METONA
ra30CTPYHHOTO PACTBUICHHS paciliaBa OepHLTHs OBLIO
YCTAQHOBJIEHO, YTO TIOCIIC 3aTBEP/CBAHMS Kallellb pac-
IJ1aBa IPaHyJIbl ONpPeeSICHHbIX Pa3MEPOB UMEIOT «CKOP-
JYITy», COCTOSIIIYIO U3 OSpHILIHSL, 000TaIEHHOTO KHCIIO-
poztoM, a30ToM, kesne3oM (puc. 1).

[IpencraBnsanoch BaXXHBIM  BBUICHEHHE IPUYMH
U MexaHu3Ma O0pa3oBaHMS «CKOPIYIBD» C LEJbIO
MIPUMEHEHHSI 3TOro 3¢ QeKTa Il YIpaBICHHS KauecT-
BOM TpaHyl M KOMIIAKTHOTO CII€UEHHOTO OepMILIHsl.
3aciyxuBaja BHHUMAaHHE IPOBEPKAa THUIIOTE3BI O TOM,
410 (OpMUpOBaHME M OTCJIAWBAaHUE «CKOPIIYIIBI»
OOBSICHSAIOTCSI CKAYKOOOPa3HBIM M3MEHEHHEM 00beMHOU
yCaJIKi TP 3aTBEpIeBaHUU I'PaHyJIbl B pe3yibTare nepe-
XOJIa OT MEXaHN3Ma CTEKJIOBaHMS K MEXaHU3MY KpUCTaJ-
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Puc. 1. Mukpodororpaduu rpaHys1, CHITbIE Ha PACTPOBOM AIIEKTPOHHOM MHKpOcKore (x200)
CrpeJikaMy 1OKa3aHa «CKOPITyTIay

Fig. 1. Microimages of granules captured by a scanning electron microscope (x200)
The “shell” is highlighted by arrows

JIU3AIIH, YTO CBA3aHO C YMEHBIIIEHHUEM CKOPOCTH OXJIaXkK-
ICHWsSI TP TIEPEABIKEHUH (POHTA 3aTBEPACBAHHS OT
MTOBEPXHOCTH TPaHyIbl K IEeHTpy. [Ipu kpucTanmuzanuu
pacIuiaBa IPOUCXOIUT YBEIUYCHHE TUIOTHOCTH TPAHYIIEI
¢ 1,69 no 1,85 r/cm3, uTo 00yCIaBIMBAET COKpAIIECHUE
o0Obema rpanynsl Ha 8,6 % [2]. [Ipu 3arBepaeBaHuH 1O
MEXaHU3My CTEKJIOBaHUs (amMop(du3alnu) CoKpaiieHHe
00beMa TpaHyJibl 3HAYUTEIILHO MEHbIIE (pHC. 2).
CBenieHusI 0 BO3MOXKHOCTHU TONYYEHHs] OCpPUIITHEBBIX
METAJUIMYECKAX CTEKONI B JIUTEpaType OrpPaHIMYCHHEL,
MpA 3TOM OTMEUAETCS, 4YTO CTEKJIOBAHWE TpaHyl H3
YHUCTHIX METAJUIOB OOJIEr4aeTcsl MPpY HACHIIICHHN MeTalIa
razamu [19; 20]. HachlleHHI0 MOXET CIOCOOCTBOBATH
pacrbUicHHe Ta3amd (B YaCTHOCTH, HPHMCHSCMBIM IPH

10

[e¢]
T
~

OTHOCHTEJIBHOE
yMeHbIIeHHe 00beMa, %

0 / :
1250

1300
Temneparypa, °C

Puc. 2. Tunoternyeckast KpuBast 00beMHO ycaku
TIPY 3aTBEp/ICBAHUN pacIuIaBa 10 MeXaHH3MaM
kpuctaymsaimu (1) u crexkinoBanus (amopdusanun) (2)

Fig. 2. Hypothetical curve of volumetric shrinkage
during melt solidification by crystallization (1)
and glass transition (amorphization) (2)
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pacribUIeHUH OepHiUTUsl a30TOM), WMEHOIMMHU JIO3BYKO-
Byto (300 M/c) u cBepx3ByKOBYIO (650 M/C) CKOpPOCTH.
[lpencrapnsimn  MHTEpEC  HKCIEPUMEHTAIBHO-aHATUTH-
YeCKUe WCCICIOBAHMS THHAMUKH W3MCHEHHS CKOPOCTH
OXJIXICHNUsT OCPUILIMEBBIX I'PaHyNl MO Mepe NepeMere-
HUS (ppOHTA 3aTBEPAEBAHIS OT TOBEPXHOCTH K IIEHTPY IS
OTIpe/ICTICHNS YCIIOBUH PeaTU3aIliN CMEIIAHHOTO «CTEKIIO-
KPHCTAUTMIECKOT0» MEXaHH3Ma 3aTBEPICBAHUS TPAHYIL.

Lens paboTHI cOCTOSIIA B POBEACHUH UCCICAOBAHNI
MPUMEHATENFHO K METOHY Ta30CTPYHHOTO pacIblie-
HUS paciuiaBa OepuuIvs s TOUCKA TEXHOIOTHIECKUX
pErIaMEHTOB IMONYYCHUsS TPaHyJ, CTPYKTYpa KOTOPBIX
M03BOJIsLIA OBI ITPH JasbHEHIIIeH 00paboTke 3¢ (HEeKTHBHO
OYHIIATh UX IOBEPXHOCTH OT IPHMECEH.

MeTtoguka paboTbl
W pe3ynbTaTbl UCCNIef0BaHUM

UYucneHHble HCCIEAOBaHUS IIpoliecca 3aTBepieBa-
HUS Kamledb pacIuiaBa OCepHIUTHS MPOBONMINCH IBYMS
MeTofaMu: TpadoaHaTUTUYECKUM C HUCIOJIb30BaHUEM
YHUBEpCAIBbHBIX 0e3pa3MepHbIX rpadukos [21] u aHamu-
TUYECKUM C pelneHneM nuddepeHiraibHbIX ypaBHEHUH
teronpoBogHocTH [22]. B mepBoM ciywyae paccmarpu-
Balach 3aJaya HECTAllMOHAPHOM TEIIONPOBOJHOCTU
TIPY TIOCIIOMHOM 3aTBEpACBAHUH OXJAXKIAEMOTO IIapa
B pe3yJbrare pPaBHOMEPHOIO KOHBEKTHUBHOTO OTBOAA
TeIuIa OT IOBEPXHOCTH (pucC. 3).

B pacuerax He y4HMTHIBAINCh U3MEHEHHs OObEMa
KaIUTH TIPH OXJIKICHUH U BITUSTHYE Ha TIPOLIECC OXJIAXKIe-
HUS y’Ke OTBEpAEBILEro cjos Karuu. Temmeparypa razo-
Bo# cpensl nmpuHuUManack 40 °C. B HauanbHBIA MOMEHT
BpeMenH (T = 0) Bce TOUKM KaIUTU € paiiyCcoM R UMEIOT
OJTMHAKOBYIO TEMIIEPATypy pacruiaBa 1 )= 1350 °C.
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Puc. 3. Cxema 3aTBep/ICBaHMs IPAHYJIbI
T,,» T, — TeMIeparyphl ILIaBICH s U PacILIaBa GeprLIHs

i’

COOTBETCTBEHHO; R — pajinyc rpanyJibl

Fig. 3. Schematic representation of granule solidification
T, ,> T,,—melting point and beryllium melt temperature, respectively;
R, - granule radius

[Ipu 3amaHHBIX YCIOBUSAX TemIeparypa [uisd J1ro0oi
TOYKM Kamau OyneT (yHKIMEH TOJIBKO BpPEMEHH
U paauyca. YucieHHble UCCIeI0BaHNs BBITOTHEHBI IS
Karnenb Oepwius auametpom oT 50 mo 400 MM mpu
OXJIAX/IEHUU a30TOM, I'eJIUEM M BO3LyXOM C JI03BYKOBOM
(300 m/c) u cBepx3ByKOBOIi (650 M/C) CKOpPOCTSMHU.

Pexxum TermmooOMeHa Kammd (TPaHyiibl) C MOTOKOM
OXJIAJIUTENS onpeenseTcst kputepueM Pelinomnbaca (Re)

(puc. 4):
Re = Vrd,
v

T

25000

20 000

15000

Re

10 000

5000

0
50 100 150 200 250 300 350 400

d, MKM

Puc. 4. Kpurepuii PeitHounbica uist ra30BOro MOTOKa
B 3aBHCHUMOCTH OT JUaMeTpa rpaHyll, BUJa rasa
W CKOPOCTH JYThs
1, 1'—apron; 2, 2'— Bo3nyx; 3, 3'— a3or; 4, 4" — renuii
V=650 m/c (1-4) u 300 m/c (1'-4")

Fig. 4. Reynolds criterion for gas flow as a function
of granule diameter, gas type, and gas flow rate
1, 1'—argon; 2, 2’ — air; 3, 3’ — nitrogen; 4, 4’ — helium
V, =650 m/s (I-4) and 300 m/s (1'~4")

e ¥V — CKOpOCTh Ta30BOTO MOTOKA, d — IHAMETP KarliH,
V_— KMHEMaTH4ECKas BA3KOCTh TTOTOKA.

[Ipu TemmooOMeHe chepryeckoro Tena C Ta30BbIM
notokoMm Kkpurepuii Hyccenpra (Nu) amns gaMHHapHOTO
1 TYpOYJIEHTHOTO PEKUMOB COCTABIISIET

Nu=2+0,69Re" Pr*” = ‘;—d,

r

rne Pr — xpurepuit [Ipanarns, paBasiit 0,67 mist onHO-
aroMHbIX Tra3oB u 0,72 Ui JBYXaTOMHBIX; o — KO3(-
duument termmooraaun, Br/(M?-K); A — kosdduiment
TEIUIONPOBOAHOCTH ra3a-sHepronocurens, Br/(m-K).

Kputepuit buo (Bi) BelpakaeT Mepy COOTHOLICHHS
WHTCHCUBHOCTH TEIUIOOT/IAYH Y WHTEHCHUBHOCTH TEIUIO-
MIPOBOAHOCTH B Tpanyie (puc. 5):

_od
7\‘T

Bi

b

rae A, — KOO()QUIHMEHT TEMIONPOBOJHOCTH PACILIABA,
Bt/(m-K).

VYrenbHOe KOMUYECTBO TEIJIOTHI, KOTOPOE OTAAETCS
TpaHyJoOH 3a BpeMs A0 MOMEHTa OTBEpAEBaHMSA, OIpe-
JIeNsIeTCs KaK

qu = Cp(Tp - Trm)’

e ¢, 1 T — COOTBETCTBEHHO yCIbHAs TCIIOEMKOCTE U
TemIeparypa pacmiasa; I — Temmeparypa IlaBIeHHUs
oepuuus (1285 °C).

Bpemsi U CKOPOCTh OXJ&KICHHS MJs Pa3IUYHBIX
YCIOBUI OXJIOKACHUSI OMPEACISUINCh C IMTOMOIIBIO 0e3-

0,020
0,018
0,016
0,014
0,012
0,010
0,008 |
0,006
0,004
0,002;

Bi

S 4 4

0
50 100 150 200 250 300 350 400

d, MKM

Puc. 5. Kpurepuit buo aist ra30Boro motoka B 3aBHCUMOCTH
OT JMaMeTpa IpaHyll, BUa ra3a U CKOPOCTH Ty Thst
1, 1'—renwii; 2, 2' — azot; 3, 3'— aprou; 4, 4’ — Bo3ayx
V.= 650 m/c (I-4) u 300 m/c (1'-4")

Fig. 5. Biot number for gas flow as a function
of granule diameter, gas type, and gas flow rate
1, 1' — helium; 2, 2’ — nitrogen; 3, 3’ — argon; 4, 4’ — air
V, =650 nv/s (I-4) and 300 m/s (1'-4")
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pasMepHBIX rpadukoB [14], mpeacTaBafIOMNX COOOH
YHCIICHHBIC PEIICHHs] CUCTEMbI yPaBHEHUI:

% 2 A * *
Yae* =%+2i (mpu R* < r" <1),
ot or r or
00" 0 .
——=— (mpur =1),
or B
dR" 00 N
dt or
er (T, —6)
e Y =————— — OTHOCHTEJBHOE TeIJIOCO/IepIKa-
qu
HUe TBEpAOH (asbl; ¢, — ylelbHas TEMIOEMKOCTh Ipa-
x -1
Hynel; 6 — Temmeparypa TpaHyisl;, 0 = 0 i 6e3-

i

pa3MepHas TeMIeparypa; ! — TeMIeparypa rasa;

* T7\‘T (Trm — t) " 7
TE—— Oe3pasMepHoe Bpems; r =—,
RHIqu](p Rm
R = R OTHOCHUTEJbHBIC PAJIYChI: TEKYIIHH U (POHTA
R[H
3arBepueBanus; P =1/Bi — xkoapouument (puc. 6);

¥ — «TEKyUIHI» pannyc, n3menstonmiics ot 0 1o Rm.
Bpemst oxmaxkeHHs pacCUUTBIBAIOCH 1O (hopMmyrie

T*quKpRli

(T, =)

rje T — OTHOCHTEILHOE BPEMsl, ONPEIENAEMOE MO Tpa-
¢uxam [14]; p,— MIOTHOCTH pacmasa; R — paauyc rpa-

1000
900 -
800 - 1
700 ¢
600
@ 500
400
300
200
100

0
50 100 150 200 250 300 350 400

d, MKM

Puc. 6. Kosdpdunment = 1/Bi s ra3oBoro noroka
B 3aBUCHMOCTH OT AMaMeTpa IpaHy’l, BUjia rasa
U CKOPOCTH JyThsl
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Fig. 6. = 1/Bi as a function of granule diameter,
gas type, and gas flow rate
1, 1'—air; 2, 2' — argon; 3, 3" — nitrogen; 4, 4’ — helium
V, =650 m/s (I-4) and 300 m/s (1'~4")
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M 00paszom:
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PesynbraThl UnMcIeHHBIX HccIeqoBaHui rpadoananu-
TUYECKUM METO/IOM IPEJCTaBIEHBI Ha pHC. 7.

Jlist OTIeHKM KOPPEKTHOCTH TOJTYYCHHBIX JaHHBIX IO
MIEPBOMY METOAY OBbLJIM IPOBEICHBI YUCIECHHBIE UCCIIE10-
BaHUSI BTOPBIM METOJIOM — pelieHueM auddepeHimans-
HOIO ypaBHEHHMS:
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Puc. 7. CkopocTb OXJIaXIEHHs TpaHy. B a3ore (a) u renuu (4),
paccuntanHas rpadOaHATUTHYCCKIM METOJIOM, B 3aBHCHMOCTH
OT pa3Mepa IpaHyJI 1 CKOPOCTH Ia30BOr0 IIOTOKA
d, mxm = 50 (1, 17), 100 (2, 2", 200 (3, 3"), 300 (4, 47), 400 (5, 5")
V., m/c = 650 (I-5), 300 (1'-5")

Fig. 7. Cooling rate of granules in nitrogen (a) and helium (),
determined through graphical analysis, as a function
of granule size and gas flow rate
d, um = 50 (1, 1), 100 (2, 2"), 200 (3, 3", 300 (4, 4'), 400 (5, 5")
V,. m/s =650 (I-5), 300 (I"-5")
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Puc. 8. CxopocTh oxJiakieHUsI rpaHyIl B a3ote (@) u resuu (0),
paccuMTaHHasl aHAJMTHYCCKUM METO/IOM, B 3aBUCHMOCTH
OT pa3Mepa IpaHysl 1 CKOPOCTH Ia30BOr0 IIOTOKA
d, Mxv = 50 (1, 17), 100 (2, 2%, 200 (3, 3"), 300 (4, 47), 400 (5, 5")
V., m/c = 650 (I-5), 300 (1'-5")

Fig. 8. Cooling rate of granules in nitrogen (@) and helium (),
analytically calculated as a function of granule size
and gas flow rate
d, um = 50 (1, 1), 100 (2, 2"), 200 (3, 3", 300 (4, 4"), 400 (5, 5")
V,. m/s =650 (I-5), 300 (1"-5")

Bpemss oTBepieBaHHsS Kamid paciuiaBa paBHO
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Pesynbrarel  pacdera CKOpOCTEH 3aTBepACBaHUS

Karesib OepWIUIMsS [0 aHAJIMTUYECKOMY METOHdY Mpen-
CTaBJICHBI Ha pHUC. 8.

;e = (1 —R")R.

O6cyxpeHue pesynbraToB
uccnepoBaHum

AHanmu3 3aBHCUMOCTEH, MOJYYCHHBIX IBYMS METO-
JlaMU, TTOKa3bIBACT, YTO C YBEIHMUYCHUEM IUAMETpa Ipa-
HyJbI ¢ 50 10 400 MKM CKOPOCTh 3aTBEp/ICBaHUS BOIH3H
MMOBEPXHOCTH Kallelb CHIKACTCSI C BEIHYHH IIOPSAKA
107 mo 10° °C/c, a ¢ NOBBIEHHEM TEIUIONPOBOAHOCTH
rasa — Bo3pacraet B 2—3 pasa (cM. puc. 7, 8). JlarHbIe 110
CKOPOCTSIM OXJIAXKICHHS Karedb a30TOM H TeJIeM, yCTa-
HOBJICHHBIE JIByMsI Pa3JIMYHBIMU CIIOCOOaMU, MIPHU HEKO-
TOPBIX KOJMYECTBEHHBIX PA3IHMYUSAX UMEIOT JJOCTATOUYHO
XOPOIIYIO CXOJUMOCTb.

OKCIEePUMEHTHI MO PACTBUICHUIO OEPUIIIEBBIX Ipa-
HyJ1 @30TOM IOKa3aJu, YTo IpaHyibl pazmepoM 300 MKM
HUMEIOT OTCIIaMBAIOLIYIOCS 000J0UYKY-«CKOPIYIY» TOJI-
mwuHOM okosto 10 MM (R*=0,92). Ecnu ucxonuts u3
BBIIIEC(OPMYITUPOBAHHON THIIOTE3bl, TO HAaJOXKCHHE
YKa3aHHBIX HKCIIEPUMEHTANBHBIX TaHHBIX Ha Tpaduk
(cm. puc. 7, a) TIO3BOJSIET OMPEICIIUTH CKOPOCTh OXJIAXK-
JICHUS, BBIIIE KOTOPOH HAOMIONaeTcs 3aTBEpACBaHHE
OepWUTHSI 10 MEXaHM3MY CTEKJIOBAHHS. JTa CKOPOCTh
cocrapiseT Bennunny nopsaka 10° °C/c qns azora, ucre-
Katomero u3 ¢opcyHkn co ckopoctsimu 300-650 m/c.
[TonmyueHHbBIE 3HAYEHHUS CKOPOCTH ONM3KH K 3HAYCHHSIM
CKOPOCTHU CTEKJIOBAHUSI HEKOTOPBIX MeTamios [12; 13].
OO0paboTkoil rpauueckux JaHHBIX (CM. pHC. 7, a)
MOXHO TOCTPOUTHh KPHBYIO 3aBHCUMOCTH TOJIIHHBI
«CKOPIIYIBDY, MOKPBIBAIOIIECH TPaHyIbl, OT pa3mMepa rpa-
HYJI U CKOPOCTH TIOJAY¥ TUCIICPTHPYIOIIETO ra3a-dHep-
roHocutens (puc. 9).

Takum 00pa3oM, MONyYCHHBIC PE3YIBTaThl JKCIIe-
PUMEHTAIFHO-aHATUTHICCKAX ~HCCICIOBAHIN  XOPOIIO
COIJIACYIOTCS C THITOTE30i O «CTEKIOKPHCTAILTIICCKOM»
MEXaHHM3ME 3aTBEpJCBaHUs TpaHysl Oepuiutusi, oOyclias-
JIMBAIOIIEM pACCIOCHHE HX 1O MEK(pa3sHOW TIpaHHIC.
[Ipu pacmbuieHnn paciiaBa OepHIUIHS a30TOM TPaHYIIbI
pasmepom MeHee 100 MKM 3aTBEpAEBAlOT 110 MEXaHU3MY
CTeKJIOBaHUA (aMOp(hU3UPYIOTCS), a JAuamMeTpoMm Oojee
300 MKM — 1O MEXaHU3MYy KPHCTAJUTU3ALUH. | paHyibl
BenuunHou oT 100 10 300 MKM UMEIOT CMEILIAHHbBINA MeXa-
HU3M 3aTBEPIACBaHHs, B PE3YABTaTe YEro IMPOHCXOIUT
OTCIIANBAHUE «CKOPIYIBD) IO TIOBEPXHOCTH TIepexosa OT
MEXaHH3Ma CTEKIOBAHMS K MEXaHU3MY KPUCTAINIA3AINH.
TommuHa «CKOPIYIBD) 3aBUCHT OT IHAMETpa TPaHYIIBI
n cocrapnsier 10-15 mxm (d =300 Mxm) 1 20-25 MM
(d =100 mxm). B mpouiecce ocThIBaHIS METKOH (hpaKInu
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Puc. 9. 3aBUCHMOCTD TOJIIMHBI TOBEPXHOCTHOH 000I04KH
(ckopiyTIBI) OT pa3Mepa rpanyll OepHIUIHS 1 CKOPOCTH ITOTAUN

a30Ta — ra3a-dHEepProOHOCHUTEIIS
V_=650 m/c (1) u 300 m/c (2)

Fig. 9. The thickness of the surface shell in relation
to the size of beryllium granules and the flow rate
of nitrogen (energy-carrying gas)

V=650 m/s (1) and 300 m/s (2)

<100 MKM W «CKOpJIyIb» amMop(Has CTpyKTypa mepe-
XOUT B KpHCTAUIMYecKyro. [loHMMaHWe W3y4eHHOTO
s dexTa MOKET IMETh MPAKTHICCKOE 3HAYCHHC.
N3BecTHO, 4TO MOBEPXHOCTH rPaHy OepHILTHS (a TaKKe
«CKOPITyTIa») TP PACTIBUICHUH a30TOM 00OTaIIeHa a30TOM
W KUCIIOPOJIOM, YTO MPUBOAMUT K TIOBBIIICHHOMY COJIEP-
YKaHHIO TIPEMeceil Ha TPaHUIAX KOMIIAKTHOTO OCpHILTHSL,

MOJTy4EHHOT0 U3 3TUX rpanyi. IlpucyrcrBue npumeceii Ha
TPaHHULAX 3ePeH YXYALIACT Psi] BAXKHBIX (PU3UKO-MEXaHU-
YEeCKUX XapaKTePHCTHK: BBICOKOTEMIIEPATyPHYIO ILIACTHY-
HOCTb, CIIOCOOHOCTB K peJlaKcalluy HalpsLKeHUH, BaKyyM-
IUTOTHOCTH (DOJIBTH ¥ HEKOTOPBIE IPYTHE.

Juis momyuenust copra Oepuiuius € MOHHKEHHBIM
COZIEpKaHNUEM TIpUMEce M0 TPAHUIAM 3€peH M IOBBI-
IOICHHBIMH ~ (PH3HKO-MEXaHUYCCKUMH  XapaKTCPHCTH-
KaMH CIeIyeT Ha CTaaud KIacCH(HUKALUN BBIACIATH
(bpakmuo CHEpUISCKUX MOPOIIKOB CO «CKOPIYIIO»
+100-300 MKM C TOCHEIYIOIINM OTIEICHUEM «CKOp-
nyne» (LenymeHueM) 0e3 WX U3MENIbYeHHs H3BEeCT-
HBIMH METOJIaMH, HallpuMep Ha yHapHO-IICHTPOOSKHOU
MeJbHULE N0 ONpeAeSIeHHbIM pexumaM. IlomydeHHble
TpaHyasl BO3MOXKHO HCIIONB30BaTh JUIS TOCICIyIOUIeH
KOHCOJIMIALIMHU B 3aTOTOBKU JJIsl U3TOTOBJIEHUS PEaKTOP-
HBIX OTpakarenen-3aMeITuTesIe U MPOKaTKU (OJIBT.

006001125 OIyYeHHbIE PE3y/IbTaThl C MaTepHUalaMu,
W3JI0KEHHBIMHU B PAHHHUX HAMX padoTax [7-9], u yunThI-
Bas TpeOOBaHUS K Pa3IMYHBIM copTaM Oepwinius (BBICO-
KUH MPEM3UOHHBINA Mpesies YIPYTOCTH — ISl IPUOOPHOTO
copTa, HU3Kas PelaKkCallMOHHAs CTOMKOCTh M BaKyyMILJIOT-
HOCTB — JIJIsl PEaKTOPHOTO U (hOJIBIOBOTO COPTOB), MOYKET
OBITH MpEUIOKEHA TEXHOJIOTHYECKas cXeMa IOJIyYeHHs
CIICUCHHBIX COPTOB OCpUIUINS Pa3IHMYHOTO HA3HAUCHUS
(puc. 10). TTocne mucmeprupoBaHUs paciiaBa TPaHYJIbI
KaccuunupyroTcs Ha Tpu ¢ppakmmn: —1 00 MxM (amopd-

[InaBka u qucneprupoBaHue
paciuiaBa OeprnIHs

—

Kitaccuduxarms rpanyst ]

Opaxnus <100 Mxkm Opaxmus +100-300 Mmxm
Dpakiust >300 MKM

MexaHHnueckoe /

<=

HU3MCIIBYCHUC

HN30CTaTUYCCKOC
HpeCCOBaHHe

L[era3au1/m
u Kal'Icy.lII/IpOBaHI/Ie

l"opsmee }

[IpuGopHsrii copT
Be

«Cxopiynay

J

[ «lenymenuey rpanyn ]

g

[ lopstaee BakyymHOE ]

<=

I[peCCOBaHUEC

d

[ IIpokarka ]

¢

PeakropHo-
¢onbroserii copt Be

Puc. 10. TexHoornyeckas cxema NOJy4YCHUS Pa3IMIHbIX KOHCTPYKIIMOHHBIX COPTOB CIIEYCHHOT'O 66pI/IJIJ'II/I$[

Fig. 10. Flowchart of production process for different structural grades of sintered beryllium
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Hee), +300 MM (kpuctammmaeckue) u +100-300 Mxm
(co cxopmymoit). Jlamee NpPOM3BOIUTCA «ILETYLICHUE)
¢pakuun +100-300 MKM, W W3 OUYMIICHHBIX SJIPBIIIEK
METOIOM TOPSYEro ITPECCOBAHUS MONYYaloT (HOIBIOBO-
peakropHbiii  copT. Ocrtanbabie  ¢pakimpn  (—100 MKM,
+300 MKM ¥ «CKOPJIYIIay) TOCTE MISITyIIeHUsT HaIlpaBJIsi-
I0TCS Ha M3TOTOBJICHHE TPUOOPHOTO COPTA, COEPIKAIIETO
MOBBIIICHHOE KOJIIMYECTBO OKCHA OSPUILINS, UTPAIOIIETO
OB apMUPYIOIICH YIPOUHSIONIEH (asbl.

BoiBogabi

1. O6ocHOBaH MeXaHHM3M 00pPa30BaHUSI TOBEPXHOCT-
HOM 000JI0YKM (CKOpPJIYIbI) TpaHyd IpHU TIa30CTpyil-
HOM pACIBUICHHUH paciUlaBa OepUILIMs KaK pe3yibrar
«aMOP(HO-KPHCTAILTMICCKOTO» 3aTBEPIACBAHUS KaIlelb
pacruiasa.

2. VCTaHOBICHA 3aBUCHMOCTH TOJIIUHBI ITOBEPX-
HOCTHOM 00O0JIOYKH (CKOPIYIIbI) OT CKOPOCTH TMOJa4H
JMCHEPTUPYIONIETO ra3a ¥ pa3mMepa IpaHyil.

3. IlpennokeHa TEXHOJOTHYECKash CXeMma Tepepa-
OOTKH TpaHyln ISl MOJMYYCHUs OCpPHIUIUS Pa3UIHOrO
MIPUMCHCHU.
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MHorokputepu1anbHas onTUMU3aLms
MeXxaHu4yeckon o6paboTKu LWKUXTbI
KOMMNO3ULMOHHOro MaTtepuana Pb-C

A. H. BacunbeB @, C. H. Cepreenko

1O:xHo-Poccuiickuii rocynapcrBeHnblii nourexuudeckuii yuusepcurer um. M.U. [lnarosa (HITN)
Poccust, 346428, PoctoBckas o0., . HoBouepkacck, yi. [Ipocsemenus, 132

&) sasha_vasilev55@mail.ru

AHHoTayms. Vzydena nByxoTanHas 00paboTka B BEICOKODHEPIeTHYECKOH MEIBbHHIE B BO3AYIIHOH Cpele IIMXTHI KOMITO3HI[IOHHOTO
nopomkoBoro marepuana Pb—C Ha ocnoBe nopomko ceuHia (IIC1) u rpadura ('MCM). YcTaHOBICHO BIMSHHE COICpPIKAHUS
rpagura (C,) 1 BpeMCHH MEXaHOAKTHBAIlMH (T) HAa TPAHYyJIOMETPUUYECKHI COCTaB MHUXTHI. [10Ka3aHO, YTO pacpe/IeieHHe YacTHIl
[0 pa3MepaM MOXKET OBITh OIMCAaHO ypaBHeHHeM Posmna-Pammiepa. BrisBieHa B3aMMOCBSI3b MEXIy 3HAYCHHSIMH [IapaMeTpPOB
9TOT0 YpaBHEHMs M YPOBHEM KadecTBa MOIy4acMbIX IOPAYEIIPECCOBAHHBIX MaTEpUajoOB, a TaKXkKe BEJIMYUHOM IOKa3aTelsd,
OLICHNBAEMOT0 3HAaYEHUSIMH 0000IIeHHOH (DYHKIINY JKeTaTeIbHOCTH. PaccMoTpeH MexaHu3M (hOPMUPOBAHUS TOPOIIKOBOM IIHXTHI
Pb—C B npouecce MexaHOAKTHBAIMH, CBSI3aHHBIH ¢ 00pa30BaHNEM MaJIOCBSI3aHHBIX aIJIOMEPaTOB KOMIIO3HIIMOHHBIX YAaCTHII, JIETKO
pa3pyIIAONIUXCS IPU PyYHOW 00pabOTKe MIMXTHI B CTYNKE. YCTAHOBJIEHO, YTO JKCTPEMyM (YHKIMH PACIpPEIesICHUS] YacTHIL
[0 pa3MepaM CMeIaercs B 00JIacTh MEHBIINX 3HAaYeHHH CPEAHHX Pa3MepoB KOMITO3HMIMOHHBIX dacTHll Pb—C, cocraBmsromux
aromeparsl. BeIsiBIIeHO, 4TO pa3Mep 0Opa30BaHHBIX AarIOMEpPaToOB 3aBHCHT OT COMCPIKaHUsS rpauTa B IIMXTE M BPEMEHHU
MexaHH4YecKoit 00paboTku. Ha ocHOBEe MHOTOKpHTEpHATBHOMN ONTHMHU3ALUH OIPEJISIICHBI O TUMAIEHBIEC 3HAYEHHS TEXHOJIOTHIECKIX
daxropos (t = 1,8 kc, C_ = 0,15 mac. %) NPUTOTOBJICHHUS MIUXTHI, MONYYECHHON B PEIKUME JIBYXDTAITHONH MEXaHHYECKOH 00paboTkH,
00€eCTIeYNBAIOIIME TOBBINICHHBIH KOMIUIEKC (DH3MKO-MEXaHUIECKMX CBOKCTB (MPOYHOCTH Ha cpe3 o, = 6,3 MIla, TBepmocTh
HRR =109, snekrponposoguocts L= 1,812 OMm™') ropsuenpeccoBaHHOro KOMIO3ULIMOHHOrO Marepuana Pb—C. B pesynsrare
PEHTTEHOCTPYKTYPHOTO aHAJIN3a BBISIBICHO ()OPMHUPOBAHKE OKCHIOB CBHHIIA B ITpOLIeCCe MeXaHOaKTHBanuu muxTel Pb—C, a Taxxe
YBEIMYEHHE Oy IHPHHBI TudpakiponHoro npowst muaui (111) 1 (222) n nocenyoree ee CHIKEHUE ITOCIIE OIIEPALIHU FOPSTIero
npeccoBanusi. [loyrydeHb! CpaBHUTEIbHBIE JAaHHBIC NIPUMEHEHHs CTPYXKKOBBIX OTXOJOB HA OCHOBE CBHHI[A M KOMIIO3UIIMOHHBIX
MarepHaNoB Ha OCHOBE IIOPOIIKA CBHHIA, CBUJIETEJILCTBYIONIME O Oojiee HU3KOM ONTHMAJILHOM COJep)KaHUH rpadura B cirydae
ucrnosb3oBanus nopomka ceunna [C1 (C = 0,15 mac. %), yeM cTpyxxoBbIx oTx0108B (C = 0,5 Mac. %).

KnioueBbie coBa: MexaHnuyecKasi akTUBALS, MOPOIIOK CBHHIA, MOPOLIOK rpaduta, KOMIO3HIMOHHBIA Marepuai, ceTka dJIEeKTPoaa,
MHOTOKPHTEpHAIbHAs ONTUMHU3ALHS, MEXaHHIecKast 00padoTKa

BnaropgapHocTy: VccnenoBanust mpoBeeHbI B paMKax mpoekra «Pa3paboTka TEXHOIOTHH HOMyYeHHUsT KOMIO3HIMOHHOTO TOPOLIKOBOIO
matepuana Pb—C ceTku 2J1eKTpo/a CBUHIIOBO-KHUCIOTHOTO aKKYMYJISITOPay, peannu3yeMoro mpu mnojep:xke Goxna coneicTBys HHHO-
BaLlUAM.

Ana untnposarnus: Bacuses A H., Cepreenxo C.H. MHOrokpurepuaibHast ONTUMU3ANNS MEXaHNIECKOW 00pabOTKH MIUXTHI KOMIIO3H-
ronHoro marepuana Pb—C. Hzsecmus 6y306. llopowikosas memannypeus u gynxyuonanvhvie nokpeimus. 2023;17(4):25-33.
https://doi.org/10.17073/1997-308X-2023-4-25-33
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Multicriteria optimization of mechanical processing
for Pb-C composite charge material

A. N. Vasiliev®, S. N. Sergeenko

Platov South Russian State Polytechnic University (NPI)
132 Prosveshcheniya Str., Novocherkassk, Rostov Region 346428, Russia

&) sasha_vasilev55@mail.ru

Abstract. This study investigates a two-stage processing approach for a charge of Pb—C composite powder material composed of lead

(PS1) and graphite (GISM) powders in a high-energy mill under ambient air conditions. The study aims to determine the influence
of graphite content (C_) and mechanical activation time (t) on the particle size distribution of the charge. The results indicate that
the particle size distribution can be effectively described using the Rosin-Rammler equation. Furthermore, a correlation between
the equation's parameters and the quality of the resulting hot compacted materials, as well as an index derived from the generalized
desirability function, has been identified. The study delves into the mechanism behind the formation of the Pb—C powder charge
during mechanical activation, which involves the creation of loosely bound agglomerates of composite particles. These agglomerates
can be easily disrupted during manual processing of the charge in a mortar. Notably, the research reveals that the extremum of the
particle size distribution shifts towards smaller average sizes of the Pb—C composite particles that constitute the agglomerates. The size
of these formed agglomerates is shown to depend on both the graphite content in the charge and the duration of mechanical processing.
Using multicriteria optimization, the study identifies the optimal values for technological factors (t = 1.8 ks, C, = 0.15 wt. %) for charge
preparation in the two-stage mechanical processing mode. These optimal values result in an enhanced set of physical and mechanical
properties for the Pb-C hot-compacted composite material, including shear strength (. = 6.3 MPa), hardness (HRR = 109),
and electrical conductivity (L = 1.812 Q") of Pb—C. X-ray diffraction analysis conducted during the study reveals the formation of lead
oxides during the mechanical activation of the Pb—C charge. Additionally, it indicates an increase in the half-width of the diffraction
profile of lines (111) and (222), which subsequently decreases after the hot-compaction process. Comparative data involving the use
of lead-based chip waste and lead powder-based composites are also presented in the study. These data suggest that a lower optimum

graphite content is required for lead powder PS1 (Cg =0.15 wt. %) compared to chip waste (Cg =0.5 wt. %).

Keywords: mechanical activation, lead powder, graphite powder, composite material, electrode mesh, multicriteria optimization,

mechanical processing
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BeepeHue

[Ipn moxydeHNH MOPOIIKOBBIX KOMIO3HUIIMOHHBIX
marepuanoB (KM) Ha ocHOBe MeXaHOAKTUBUPOBAHHBIX
[IUXT HAIIUTH IIPAMEHEHUE TEXHOJIOTUH CTICKaHUS U TOPSI-
Yero JOyIUIOTHEHHs. MexaHn4yecKre CBOWCTBA MOPOLI-
KOBBIX MaTe€pHaIOB 3aBUCST OT 3HAYCHUH TEXHOJIOTHIEC-
KHX TapaMeTpoB MexaHudeckoil axtuauuu (MA) [1]
[IUXTHI B BEICOKOYHEPTETUIECKUX METbHUIIaX. B pe3yin-
TaTe paHee MPOBEACHHBIX HCCIENOBAHUN yCTaHOBIEHA
B3aMMOCBSI3b TPAHYIOMETPHUCCKOTO M XHMHUYECKOTO
COCTaBOB LIMXTHI CO CTPYKTYPOU U CBOMCTBaMHU MOPOLI-
KOBOTO MarepHaia, a TakKe pe3ylbTaTaMd IpOILECCOB
xonoaHoro (XIT) u ropsiuero (I'TT) mpeccoBanus [2].

B IOPI'TTY (HITW) npoBeneHbl HCCIeOBaHUS MeXa-
HUYecKoi aktuBanuu [1-3] pasnuyHBIX MOPOILKOBBIX
cMmeceilt B cyxux M xkuakux cpenax (Fe—Al, Al-Si, Al-C,
Fe—Mn, crpyxku bpAX u /I-16, a takxke ctpyxku Pb
¢ nobasiennem rpadura). B mpomecce MA moporiko-
BOH MIMXTHI HAOMIOAAIOTCS MHOTOCTAIMHHBIE MPOLIECCHI
TIUCTICPTHPOBAHMUS W arvloMepanuy, (OPMUPOBAHIS
KOMITO3UIIMOHHBIX YacTUI] CO CTPYKTYpHOW HacelncT-

26

BEHHOCTBIO, BIUSIONICH HA aKTHBAIIUIO YIIOTHEHUS IIPH
CIIEKaHWW W TOPSYEeM JIOYIUIOTHEHHH 3aroToBOK [1—4].
Kunetnka qucrieprupoBaHus U arsIoMepaniy 3aBUCHT OT
pexxumMoB MA u cocTtaBa mmxThl. [IpuMeHeHNE KUAKHX
Cpen ¥ BBeAeHUE rpaduTa MPEIsITCTBYIOT 00pa30BaHUIO
arioMeparoB 3a c4eT (POPMHPOBAHHS MEKYACTHUHON
rpanunbl pasgena [3-7]. B Xxome mnpenBapUTEIbHBIX
uccienoBaHuil [3] ObUIO BBISIBIICHO, YTO NIPHU BBEACHHUH
rpaduta B muxty cBeime 0,5 mac. % W mocneayrouem
ropsiueM YIUIOTHEHHWH Marepuaia BO3HUKAIOT TPEIIMHBI
B MTOPOIITKOBOM MarepHale.

JUIs  M3rOTOBIIGHUS]  DJIEKTPOJIOB  CBHHIIOBO-KHC-
JIOTHBIX aKKyMYJSITOPOB Hcmonb3yloT KM Ha ocHoBe
CBUHIIA ¢ JoOaBiIcHUEM rpadmura, a TaKkkKe Pa3IMIHBIX
YIIIepoAConepKaKUX  100aBOK  (YIIIEpOJHBIE HAHO-
TpyOKH, (ymiepeHoBas caxa, rpadeH, aKTHBHPOBaH-
HBIH yrons u ap.) [8-20]. [ToMmuMO CBHHIIOBBIX aKKy-
MYJISITOPOB, KOMIIO3ULIMOHHBIA Marepuan Pb—C Haen
MpUMEHEHHEe B JUTHH-MOHHBIX akkymyisTopax [20].
B wu3ydyeHHbIx paboTax MOKa3aHO, YTO MAaKCHUMallb-
Hoe KonmmvecTBO rpadgura B KM He HOMKHO MpEeBbI-
marb 1 mac. % npu ontumansHOM copepkaHuu ot 0,2
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mo 0,5 mac. % [12; 14;17; 18]. Honst rpadura cBBIIIE
1 Mac. % TPUBOAUT K YXYALIEHUIO PEOJIOTHYECKUX
CBOMWCTB ITaCThl aKTHBHOTO MaTepHajia. BBemenwe rpa-
¢uTa TOBBIIAET AIEKTPOIPOBOJHOCTh, MEXaHUYECKHE
CBOWCTBAa M XUMHUYECKYIO 3((EKTUBHOCTh KOMIIO3UIIH-
onHoro marepuana Pb—C. [Ipn atom Moandumposanue
cocraBa KM rpa¢uroM, B 0IHYHE OT APYTUX KOMIOHECH-
TOB, XapaKTEPU3YeTCs IOHUKEHHOM LIEHO! U MOBBIIIEH-
HO#1 Oe3omacHocThIO [20].

Llenp Hacrosimiedl paboOTbl — MHOTOKpUTEpHUAIbHAs
ONITUMM3AIS COAEPKaHUS IpauTa B IINXTE U BPEMCHU

@paKkIUOHHBI COCTaB aKTUBHPOBAHHBIX  IIUXT
(T'OCT 18318-94) no u ocie py4Hoii 00pabOTKH B CTYIIKE
OlpeleNIsId Ha CUTOBOM aHanuzarope mozgenu 029
(000 «JIutmammmpubdopy, r. Yemanb). TBeprocts (HRR)
(mo T'OCT 24622-91) ropsyenpeccoBaHHOTO KOMIIO3H-
OUOHHOTO ITOPOUIKOBOTO MaTepHajia H3ydald Ha IIpH-
6ope TP 2140 (OO0 «ACMA-IIpu6op», I. CBETIOBOACK,
VYKpauHa), a IPOYHOCTh IPU UCIBITAHUAX HA CPe3 (SCp)
SKCTPYAMPOBAHHOTO dneMenTa (d,, = 3,1 MM) — Ha yHH-
BepcanbHol MamHe Y MM-5 (OO0 «ACMA-ITpubop»,
r. CBemioropck, Ykpauna). M3mepenus (usnko-mexa-

00pabOTKH, 00ECIICUNBAIOIINX MMOBBIIICHHBIH KOMITICKC
(bU3UKO-MEXaHMUYECKUX CBOWCTB TOPSAYETIPECCOBAHHOTO
KOMITO3UIIMOHHOTO MaTepuana Pb—C.

Matepuanbl 1 MeTOAbl UCCNEpOoBaHUA

B kauyecTBe MCXOOHBIX MaTepUalOB HCIOJIb30BAIH
mopomkn ceuHnma (IIC1, TV 48-6-123-91) (pwuc. 1)
M TpaduTa HCKYCCTBEHHOTO CHEIWAIBHOTO Mao30JIb-
Horo (I'MCM, I'OCT 18191-78). JIByxaTamHas TEXHO-
JIOTHUS IPUTOTOBJIEHUA WHUXTHI [1—4] B mapoBoii miaxe-
tapaoii MenpHHIEe CAHJI-1 (Apmenus) 3akmodanach
B cMenmBanu (T = 1,2 k¢, n = 150 ¢!) u nocnenyromei
mexanoaktuBanuu (T = 0,6+3,6 k¢, n=290c™'). Ilnan
MPOBEJEHUS SKCIEPUMEHTA U €0 Pe3yJbTaThbl OKA3aHbI
B Tabn. 1. TexHonmorndeckas cxema IOJYUICHHUS TOpsUe-
MPECCOBAaHHBIX 00Pa3LOB BKIIOYATa MPEIBAPUTEIBLHOE
xonojHoe npeccoanue (500 MIla) mmxThl, IOCIEMyFO-
mwuii HarpeB B neun (7'=473 K, 1=0,3 kc) B BO3ayLI-
HOHI aTMocdepe M ANHAMUYECKOEe ropsdee MpecCOBaHME
¢ aneMeHTamu dKeTpy3un (W = 36,6 MIx/m%) [4].

Puc. 1. POM-n3o06paskenue noporka cBuama [1C1
B COCTOSTHHY ITOCTaBKH

Fig. 1. SEM image of as delivered PS1 lead powder

Ta6nuuya 1. Tlnan npoBeieHUsI U Pe3yJIbTAThI IKCIIEPUMEHTA

Table 1. Design of experiments and results

C.,mac. % | T, ke |dy, MM | d,, mxm | TIAT | a B, o, B, I Ipum.
0,15 0.6 64 41 1,56 | 0,184 | 0,54 | 0,394 | 0,442 | 0,826/0,935 *
0,85 ’ 88 47 1,87 | 0,162 | 0,52 | 0,194 | 0,576 | 0,817/0,877 *
0,15 3.0 127 94 1,35 1 0,615 | 0,99 | 0,013 | 1,038 | 0,941/0,939
0,85 ’ 221 141 1,57 1 0,003 | 1,11 | 0,008 | 1,072 | 0,847/0,891 *

0 18 101 93 1,09 | 0,015 | 1,01 | 0,013 | 1,069 | 0,972/0,950 *
1,00 ’ 140 54 2,59 10,027 | 0,81 | 0,196 | 0,554 | 0,891/0,940 *
0 23 22 1,05 | 2,467 | 0,15 | 0,942 | 0,413 | 0,699/0,914
0,50 3,6 165 134 1,23 1 0,002 | 1,34 | 0,004 | 1,232 | 0,943/0,922
1,8 107 92 1,16 | 0,002 | 1,42 | 0,027 | 0,892 | 0,942/0,939
0,15 1,8 141 111 1,27 1 0,001 | 1,59 | 0,013 | 1,002 | 0,839/0,935
0,85 148 65 2,28 | 0,020 | 0,86 | 0,149 | 0,576 | 0,855/0,918 *
0.50 0,6 114 67 1,70 | 0,138 | 0,51 | 0,173 | 0,542 | 0,819/0,899 *
3,0 122 102 1,20 | 0,012 | 1,00 | 0,010 | 1,096 | 0,927/0,924 *
0 0 20 - - 0,154 | 0,88 — - 0,730/—
* OGpa3oBaHHe TPELIMH HA BHEIIHEH TOBEPXHOCTH 00pa3Ia.
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HUYCCKUX M IKCIUTYaTaI[HOHHBIX CBOMCTB IPOBOIMIIHCH
B CPaBHEHHM C JIUTBIM OOpa3lloM Ha OCHOBE CBHUHIIA.
TBepmocTs auTOro oOpasna W3 CBHHLIA COCTABHIIA
HRR = 60+70. 3amep 371€KTPONPOBOIHOCTH MPOBOAMIN
Ha ocHoBe 'OCToB 24606.3-82 u 4668-75 (U =50 mMB,
I=10 MA) Ha ycraHoBKe, pazpaboranHoii B IOPITIY
(HIT) [21], mpu Harpy3ke 30 = 1 H.

i onucanus pacupeneaeH s YacTULl IIUXT o pas-
MepaMm npuMeHsn (QyHkinuio Posmna-Pammnepa, mpu-
BEJICHHYIO K JIMHEHHON (opme [1; 22], MO3BONISIONIYIO
OTIPEICTUTh TapaMeTPsI o U

y=a+bx, (1)

e y = In(InB™'); a=1Ina; b=B; x=InX; B — xonu-
94eCTBO MPOCESTHHOW uepe3 cuTo muxthl Pb—C, mac. %;
X — pa3mep 4acTHil.

JIOTIOJTHUTENBHYTO OTIePALIUI0 H3MEIFYCHUS B CTYITKE
MIPOBOJIMIIN JUIS OIEHKU CTETICHU arioMepariii Y9acTHII
IIUXTHI B Iporiecce MA, Xxapakrepu3yeMoi ImokazaTeieM
armomepanyu (ITAD) [23], onpenensieMbiM Kak OTHOIIIE-
HUE CPEIHUX Pa3sMEPOB YACTULl AKTUBUPOBAHHOH (d)
1 00pabOTaHHOMU B CTYIIKE (d| ) IIMXTHL:

AT = d,/d, . 2)

HccnenoBanne Mopdonorud H CIEKTpalIbHBIA aHa-
13 yactull UXThl Pb—C BBINOMHAIM HA CKAaHUPYIOLIEM
anekTpoHHOM MuKpockore «Quanta 200» (FEI Company,
CIIA) B LIKII «Hanorexnonorun» FOPI'TTY (HITN), a Tep-
MOTPaBUMETPHUUECKHIIA aHAITU3 B TEIIMH — HA CHHXPOHHOM
tepmoanaiuzarope STA 449C (NETZSCH, I'epmanus).

B Tabn. 1 mpusenensl cnenyromue napamerpsl: C —
cozepkanue rpaduTa B IUXTe, Mac. %; T — BpeMst Mexa-

3,6
3,0
24

1,8 %

T, KC

1,2

0,6 ] ] ]

0 0,2 04 0,6 0,8 1,0

C,, mac. %

Puc. 2. O6nacTi 3Ha4CHHUI TEXHOIOTNYECKUX MapaMeTpPOB,
obecrneunBaOMuX moixydeHne Marepuana Pb—C
6e3 TpemnH (A) u ¢ TpemuHamu (B)
@ — 6e3 tpenuH, [l - ¢ TpemuHAMU

Fig. 2. Ranges of technological parameters ensuring
the production of Pb—C material
without cracks (4) and with cracks (b)
@ — without cracks, [l — with cracks
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HOAKTMBAIUK IIUXTHI, KC; d, — CPEIHUN pa3sMep 4acTHIL
IIMXTBI MOCJIE MEXaHOAKTMBAlMM, MKM; d, — CpeIHUi
pasMep 4YacTHIl MIMXTHl TIOCIE PYy4YHOH 00paboTKH
B CTYIIKE, MKM; 0, B, U o, B, — mapameTpsl ypaBHEHUS
Po3una—Pammiiepa a1 IIHMXTBI COOTBETCTBEHHO IIOCIE
MEXaHOAKTHBALMK M Py4HOH 0GpaGOTKH B CTYIIKE; 7,
1’ — KO>DDUIMEHTHI IeTePMUHAIIMY ypaBHEHHUiT Po3iHa—
Pammiiepa 1St IUXTHI IO CITE MEXaHOAKTHBAIHH U ITOCIIC-
YOI pyqHO 00paOOTKH B CTYIKE COOTBETCTBEHHO.

Ha puc. 2 mokazanbl 00JacTH 3HAUYCHHU TEXHOIO-
THYECKUX MapaMeTpoB, OOCCIICUUBAIONINX MOTyUCHHE
KOMITO3HIIHOHHOTO ITOpPOIIKOBOr0 Marepuana Pb—C 6e3
TPEUIMH U C TPEUIMHAMHM Ha TOPIICBOM IMOBEPXHOCTH
obpa3sna.

[loBpimenne Bpemenn MA mmxTel Oomee 1,8 ke
n comepxanHue rpadura B mmxte Mmenee 0,5 mac. %
obecrnieuynBarOT (HOpPMUPOBAHHE TOPIYETIPECCOBAHHOTO
Marepuana 0e3 BUAUMBIX TPEIIHMH Ha OOKOBOM M TOpIIE-
BOH MOBEPXHOCTSX, Tak ke Kak u npu C_ = 0,5 mac. %
u B orcyrctBue MA (t=0Kkc), T.e. IpU TMOIYICHUH
IIMXTHI CMEIINBAaHNUEM.

[pu Gompmmx conepikaHusx rpadura HAOMIONACTCS
POCT HEMETAJUTMUCCKUX BKIIOYCHHUH, CHIDKAIOIIUX ILIA-
CTUYHOCTB MaTepHaa. YBeJIHIeHHE TPOAOIKUTEIHHOCTH
MA npuBOIUT K MOBBIIEHUIO PAaBHOMEPHOCTH pacripe-
JeTIeHuUs rpaduTa 1Mo BCeMy 00beMY LIMXTHI H K OTCYTCT-
BHUIO TPEILIMH NPH Ae(HOPMUPOBAHUN MaTepHaa.

AHanus nosyyeHHbIX pesynbTaToB
U ux obcyxpeHue

AHanu3 BIMSIHUS COACp)KaHHUS TpauTa B IINXTE
U TPOJODKUTENILHOCTH MEXaHOAKTHBALMK I10Ka3al,
YTO MPH MOBHIIICHUN T YBEIHUUBACTCS CPETHUN pasMep
YaCTUIl AKTUBUPOBAHHOM IIMXTHI (d)) 17 BCEX HCCIIe-
nyembix 3Hauenuit C . [Ipu pyunoit o6paboTke B cTymnke
npoucxoaut usMensdenue armomeparos (ITAT > 1). [pnu
3TOM MAaKCHUMAJIbHBIE 3HAYEHHs d Tocne 00paboTku
B IUTAaHETAPHON MENbHUIIEC HAOTIOIAIOTCS P ITOBBIIICH-
HbIX 3HaueHusx C u 1. [Ipu yBenuuenuu conepxanus
rpadura B muxte 10 0,5 Mac. % ¥ IPOAOIKUTETHHOCTH
oOpabotku 70 1,8 Kc oTMedaeTcsi cTaOWiIM3anust pas-
mepoB d, (cm. Tabdm. 1). Tlponecc pyunoii o6paborku
CTIIOCOOCTBYET pa3pyIICHHUIO arjoMEpaToB JUIS BCETO
uccnenosannoro auanazona C u t. [loBblennsie 3Ha-
YCHUS CPEHETO pa3Mepa YacTHUI], COCTABIISIONINX aryio-
Mepatsl (d,), HaOMIONAIOTCS TIPU COAEPKaHUM TpaduTa
B mmxte 0,15 mac. %.

BBenenne B MIMXTY IHOBBILLIEHHOTO COJEPYKaHUS
rpajura (1 mac. %) TPUBOAMT K YBEIMUCHHIO 3HAUeE-
HUW Tokazarenst aromepanuu 1AL, paBHOTO OTHOIIIE-
nuto d, k d, [1; 2]. Ilpu conepxkanuu rpagura B mIMxTe
0,5 mac. % wu mpomomkurensHOocTH MA 1,8 k€ dop-
MHUPYIOTCS  TPYAHOpPaspylMmble arnomeparsl (d,~d,,
AT = 1,16).
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Tabaunya 2. Pe3ynbTaThl MHOTOKPUTEPHATBHOI ONTHMHU3AINU TEXHOJIOTHYECKHUX (DAKTOPOB
MOJIy4eHHs] KOMIIO3MIHOHHOr0 MaTepuaa Pb—C

Table 2. Results of multicriteria optimization of technological factors for producing Pb—C composite material

CpenHuii pazmep 4acTHIl DU3UKO-MEXaHUIECKUE CBOMCTBA OyHKIHS
o muxTel Pb—C, MkM I'TT KM Pb-C Yposennb
o, | T KC ) JKEJIATEIIbHOCTH
mac. % KauyecTBa
d, d, HRR o, MIla | II,% L,Om! D
0.15 1,8 141,4 111,4 109 6,3 18,9 1,812 0,81 IIpeBocxonHbIi
’ 3,0 126,9 94,3 101 3,8 13,8 0,371 0,67 JlomycTHMBIi
0,50 1,8 106,8 92,1 87 15,2 24,1 0,142 0,064 JlonmycThMBIii

YBenuuenue T 110 1,8 k¢ 00ycioBIKMBaET MOBBILICHHE
K0d(hHIMEnTa eTePMUHAIMY 7; YpaBHEHUs Po3uHa—
Pammuiepa, npuBenenHoro k auHeiHoMy Buay (1). Ipu
3TOM CHHKAKOTCS PACYETHBIE 3HAYEHHUs MapameTpa o,.
3aBUCUMOCTD 0,(T) HOCHT SKCTPEMAJIbHBIA XapakTep.
[Tocite py4HO# 0O0pabOTKH B CTYIKE NMPH YBEITHMUCHUH
BpeMeHr MA HaOII01aeTCs MOBBILIEHUE 3HAYEHUH [3, .

MHorokpuTepuanbHas onTMMmUsaLus
TEXHONOrMYEeCKUX NapaMeTpoB

C uenbro MHOTOKpUTEpHanbHo onTuMmuzanuu (MKO)
TEXHOJIOTHIECKUX (hakTOpoB MexaHoaktuBauuu (C, 1),
obecreunBaroUX MOBBIIICHHBIH KOMILIEKC (u3HKo-
MEXaHUYECKHX CBOMCTB (TIpenena MPOYHOCTH Ha Cpe3
O,,> TBEPOCTH HRR, 31eKTpOonpoBOAHOCTH L, mopuc-
toctr /) KoMTno3uIMOHHOTO Marepuana Pb—C, omnpene-
T 00001LEeHHYI0 PYHKIUIO *KenareabHocTu D [3; 24,
WCTIONB3ys cienayromryto mkany: D = 0,75+1,0 — mpe-
BOCXOAHBIN ypoBeHb KauecTBa; 0,68+0,74 — BBICOKHMIA;
0,6+0,67 — momyctumsiit; 0,5+0,59 — mgocrarouHsIif;
MeHee 0,5 — HeIOMmyCTUMBIA.

Puc. 3. POM-u300pakeHne MUXTHI HOCIEe Tpolecca
MEXaHNYECKOH aKTHBALMU U PyYHOH 00paboTKH
(C.=0,15 mac. %, 1= 1,8 kc)

Fig. 3. SEM image of the charge after mechanical activation
and manual processing (C,=0.15wt. %, t=1.8 ks)

Pesyneratet MKO 3nauennii C u 1, obecrnieunsaro-
IUX TIOMyYCHHE KOMITO3MIMOHHOTO Marepuana Pb—C
C BBICOKMM YpOBHEM Ka4yecTBa, IPEJCTAaBIEHBI B Ta0I. 2
B MOpsIJIKe yObIBaHUS 3HaUCHUI D. AHaIN3 Pe3ysibTaToB
MKO mnokazai, 4To NpeBOCXOIHBIH YpOBEHb KayecTBa
(D=0,81) obecrnieurBaeTcsi pU CoOACP)KaHUU Tpadura
B mmxre 0,15 mac. % 1 mponoIKUTENBHOCTH 00paboTKH
1,8 xc. IlomydeHHbIE 3KCIIEPUMEHTAIIBHBIE PE3YJbTATh
U ONTHUMAaJIbHbIE 3HaYeHUs napameTrpoB MA oTHoOCSTCS
TOJIBKO K HCCIIEAyeMOMY JHara3oHy BapbHPOBAHIS
cojiepkaHui rpadura ¥ BpeMeHH 00padOTKH B MApOBOU
rmnanerapuoi mensaue CAH/I-1.

i1 onTUMaNbHOTO COCTaBa KOMIO3MLIMOHHOTO
Marepuana (cM. Tadi. 2) ObUT BBIIONHEH peHTreHoda3o-
BbIil aHATN3 MEXaHOAKTUBUPOBAHHOM MIMXTHI U U3y4YeHA
Mopdornorus ee yactul (puc. 3).

OKCIEepUMEHTAJIBHO YCTAHOBJICHO, YTO B IpoOILEcCe
MA B BBICOKORHEPIeTHYECKOW MENbHHIIE 00pa3yroTcs
apioMeparbl, paspylIalolidecs MpHU MOCIeAYIOIIEM
n3MenpieHun B crynke (puc. 4). B mpomecce pyuHoit
00paboTKH B CTYIIKE IKCTPEMyM (YHKIIMHU pacipeneie-
HUS 4acTHI] 0 pa3MepaM cMmellaeTrcs B 00JacTb MEHb-
KUX 3HAYEHUH CpeJHUX pa3MepoB KOMIO3HIIMOHHBIX
yactuil Pb—C.

YMeHbIIeHHEe BpeMeHH o0paboTku mmxtel ¢ 3,0
10 1,8 KC MpUBOIUT K CHMYKEHNUIO MHTEHCUBHOCTH JIMHUH
PbO 3a cder MeHbIIIEH CTETIEHU OKUCISIEMOCTH MOPOIII-
KOBOro Marepuaina (puc.5). YBenudeHue colep KaHus
rpadura mo 0,5 mac. % mpu HeOOIBIIOM BpEMEHHU 00pa-
00TKH (T = 1,8 KC) MO3BOJISICT YMEHBIIIUTH OKHCIAEMOCTh
Marepuana B npouecce MA.

AHanu3 nudpakTporpaMMbl MOKa3ajl, 4TO YACTHILIBI
MeXaHOaKTUBUpoBaHHOH muxTel Pb—C comepxkar PbO
(puc. 5). Mexanuueckast aKTHUBAUS — ITOPOIIKOBOM
IIUXTHI IPUBOJIUT K YIIHPeHHUIO Tpoduuis muamid (111)
u (222) cBUHIA BCIEACTBHE TOBBINICHUS MHUKpPOHAI-
PSDKEHHH W YMCHBIICHHUS Pa3MEpOB OJOKOB MO3aUKH.
[ocnenyromume onepaunu KpaTKOBPEMEHHOTO Harpesa
u I'TI 00ycrnoBIUBarOT CHIKEHUE MOTYLIHPUHBI U paK-
LUOHHOTO Npoduist nmuuui (Tadmn. 3).

[Ipn 3amene cBuHLOBOH cTpyxku u rpadura I'K-3,
WCTOJIB3yeMbIX B paborax [3], Ha mopomku ceuHna [1C-1
u 'ICM 3HaueHWe ONTUMAIILHOTO COJIepKaHus TpaduTa
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Puc. 4. PactipeienieHre 4acTuIl 1o pasMepam,
MOCTPOEHHOE 10 ypaBHeHHIO Po3una-Pammiepa,
nociie MA (a) u pyuHoit 00pabOTKH B CTYyTIKE (0)

Y(X) — muddepenunanbaas GyHKIMS pacpeieNCHNs YaCTHIL
no pasmepam (a); Y, (X) — unterpanbnas Qynkuus (6)

Fig. 4. Particle size distribution, plotted according
to the Rosin-Rammler equation,
after MA (@) and manual processing in a mortar ()
Y(X) — differential particle size distribution function (a);
Y, (X) — integral function (4)

camxkaercst ot 0,5 mo 0,15 mac. % npu npoAOIHKUTENB-
HOCTH 00pabOTKH B BBICOKODHEPTETHYCCKOW MENbHUIIC
1,8 xc.

Ha puc. 6 mokazana MHKpPOCTPYKTypa ropsaerpec-
copanHoro (7=473 K, 1=0,3kc, cpema — BO3IYX,
W =36,6 M[>/M*) KOMIIO3UIIMOHHOTO MOPOIIKOBOIO
Marepuana Ha ocHoBe mmxThl Pb—C (C = 0,15 mac. %),
00pa0OTaHHONH B BBICOKOIHEPIETHUYCCKOW MENbHUIIC
(t=1,8 K¢), C MOBBINIICHHBIM KOMIIIEKCOM (PH3UKO-MEXa-
HUYECKUX CBOUCTB (TBEPAOCTD, IPOYHOCTD, DICKTPOIPO-
BOJHOCTB, mopuctocTh). Ulmxra Pb—C (0,15 mac. %),

20, rpan

Puc. 5. luppakrorpaMMBbl IOPOIIKa CBHHIIA
B COCTOSTHHH IOCTABKH (@) M IIHUXTHI ITOCIIE TIPOIecca
MEXaHWYECKOW aKTUBAIIMU U PyYHOI 00paboTKH (8)
(C.=0,15 mac. %, 1= 1,8 kc)

Fig. 5. Diffraction patterns of lead powder
in the as-delivered state (a) and the charge
after mechanical activation and manual processing (6)
(Cg= 0.15 wt. %, 1= 1.8 ks)

obecrieunBaoNias IOMYyYCHHE TOPSUCIPECCOBAHHOTO
MaTrepuaia ¢ TOBBILICHHBIMH 3HAYEHUSIMHU TBEPAOCTH
U JIEKTPOIIPOBOJHOCTH, XapaKTEPU3YETCsl IKCTpEMaIb-
HbIMHU 3HAa4YEHUSIMHU [apaMeTpoB ypaBHeHUs PosnHa—
Pammnepa (o, =0, . =0,001; B, =B, .. =1,59). Ilpn
9TOM TMoKa3arenb amtomepanuu IIAI'=1,16 cBune-
TENBCTBYET O (POPMUPOBAHUH TPYIHOPA3PYIIUMBIX aryio-
meparos (d, = d,). B pesynbrare TepMUYECKOTO aHAIN32a
Marepualia IMUXThl YCTAHOBIEHO cMmerneHue (ot 598
1o 543 K) nuka KpuBOil Hawana IUIaBIeHHUS MaTepuaa

Ta6nuya 3. PacueTHble 3HAYeHHUs MOJYIIMPHHBI AU(PPaAKIHOHHOTO npopuias suHuii Pb

NPpH ONITUMAJIBHBIX 3HAYCHUAX Cr uT

Table 3. Calculated half-widths of the diffraction profile of Pb lines
at optimal values of C, and 7

. 20, rpan Tonymmprna aAupakiuOHHOTO MPOMUIIS TUHUH, Tpa
HJICKCBI
Wkl TTopoIIIoK B COCTOSTHUN ocie MA Hocse [Tl ITopoIok B COCTOSHUN ocie MA Hocse [T
MOCTaBKH MOCTaBKH
111 31,3048 31,3048 31,3829 0,087 0,142 0,096
222 65,2358 65,2358 65,4920 0,094 0,132 0,093
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Puc. 6. POM-u300paxeHne ropsidernpeccoBaHHOrO
KOMITO3HI[MOHHOTO [OPOLIKOBOTO MaTeprasa

Fig. 6. SEM image of hot-compacted composite powder material

mo cpaBHeHHI0 ¢ mopommkoM [IC1 B MCXOMHOM COCTOSI-
HUU 32 CYET aKKyMYJIUPOBAHHS SHEPrHHM MaTephaia
B IIPOLIECCE MEXaHOAKTUBANUH (puUC. 7).

3akslouyeHue

B pesysbrare npoBeIeHHBIX HCCIICIOBAHUI YCTAHOB-
JICHO, YTO MPH YBEITUYCHUH MPOIOJKHTEIBHOCTH MeXa-
HOAKTUBAIIUU JIO ONTHUMAaJbHBIX 3HaueHuu (T = 1,8 kc)
HAOIIOIAaeTCS TIOBBIIIEHUE CTEIICHH COOTBETCTBHUS pac-
MPEICICHUs] YACTHUI[ LIMXThI [0 Pa3MepaM YPaBHEHUIO
Posuna—Pammiiepa. OnTumasnbHble IOKa3aTelld Mexa-
HoakTuBaumu muxTel (T~ 1,8 ke, C = 0,15 mac. %),
COOTBETCTBYIOIIUE SKCTPEMAaJIbHBIM 3HAYCHUSM Tapame-
TpoB ypasHeHus Posuna—Pammiepa (o, = o . = 0,001;
By = Bomax = 1559), 00ecmeunBaroT MOBBINIEHHBIE 3HAYE-
HUsI 0000ICHHON (PYHKIIUU KETATSIbHOCTH [IsI TOPsTUe-
MIPECCOBAHHOTO KOMITO3UI[HOHHOTO TTOPOIIKOBOIO Mare-
puaina (KIIM).

DKCIIEpUMEHTAIBHO TI0Ka3aHO, YTO B TIpoIiecce
MEXaHUYEeCKOH 00pabOTKH B BBICOKOIHEPTETHUCCKOU
MEJIBHHUIIE 00pa3yroTCs arioMeparbl, pa3pyllaroIirecs
B TIpOLIECCe PyuHO 00paboTKu B cTymke. [Tpu 3TOM 3KC-
TpeMyM (DYHKIMH pacnpeesicHHs YacTHIl 10 pa3Mepam
cMelaeTcsi B 00J1IaCTh MEHBIIINX 3HAYCHUHN CPEHUX Pa3-
MEpPOB KOMITO3UIIMOHHBIX YacThll Pb—C, cocTarisronux
arsoMeparsl.

IIpy ucnosb30BaHMM ONTHUMAJbHBIX 3HAYEHUN TEX-
Hosornyeckux (akropos (1= 1,8 ke, C = 0,15 mac. %)
(dopmupyeTcsi cTpyKTypa TopstuenpeccoBanHbix KIIM
Pb—C, obGecneunBaronias MOBBIIIEHHOE KAYeCTBO KOH-
CONTUIAIIMN  KOMITO3UITMOHHOTO Marepuala, XapakTe-
pH3YIOIIEeCs] OTCYTCTBUEM BBISIBICHHBIX TPAHUIl pa3-
JleJia Ha MEeKYACTHYHBIX MOBEPXHOCTSAX CPALTUBAHUS H

100,5
A 007%  AL-013% KO t
100,0 : | A,:—032 % | 0,06 5
=
99,5 0,04 Qa
e Ocrarounas macca: 99,49 % (672,56 K) ﬁ
X i =
h 99,0 40,02
Tlnowans: —0,1531 K-¢/mr
98,5 -
10
98’0 - Iux: 597,45 K; 0 K/mr
1 -0,02
97’ 5 1 1 1 1 1 1 1 1

323 373 423 473 523 573 623 673
Temneparypa, K

Puc. 7. TepmorpaBUMETpUIECKHH aHAIIN3 TOPSYETIPECCOBAHHOTO
KOMITO3HIIOHHOTO TIOPOIIKOBOTO Matepuana Pb—C

Fig. 7. Thermogravimetric analysis of hot-compacted Pb—C
composite powder material

TIOBBIMICHHBIMU 3HAUCHUSMH MEXaHHYECKHX CBOICTB
(HRR =109, O, = 6,3 MIla) u 31eKTpONPOBOIHOCTH
(L=1,8120m™1).
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ccnepoBaHUA CBOUCTB BbICOKOMNMPO4YHbIX BOJIOKOH
MeToh4aMU ¢M3MKO'XMMM‘~IGCKOFO aHaJ1n3a

A

E.T. Ye6nakosa, b. C. Kneycos, B. II. Canoxxuukos, B. A. Topumna,
10. A. ManunuHa, A. P. Tapees

HayuHo-uccie0BaTebCKUA HHCTUTYT KOHCTPYKIIMOHHBIX MATepHAJI0B
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&3 BSKleusov@rosatom.ru

AnHoTayms. Tlposeneno uccienosanue yrieBonokna (YB) mapku UMT 49-12K-EP OOO «Amnabyra-BomokHo» (AO «FOmarekcey).
W3ydens! ero ¢puznko-xummudeckue cBoiictea. C MOMONIBIO PEHTI€HOBCKOH AU(PAKIMN W aTOMHO-3MHCCHOHHOH CIEKTPOCKOINU
OTIpeIeNICHbI MEXKIIIO CKOCTHBIE pa3Mephl U XUMUYECKUii cocTaB Y B. MccnenoBanys TOBEpXHOCTHBIX CBOMCTB yITICBOJIOKHA (YACTBHOM
MOBEPXHOCTH U PACIIPEICNICHHU TIOp 1O pa3MepaM) IIPOBEACHHI 110 aAcOPOIMH a30Ta. YielbHas HOBEPXHOCTh PACCUNTAHA IT0 METOIY
BOT u cocrasuna 0,29 mM%/r. OGbeM Me301Op M MX pachpeseeHre Mo pasMepaM PacCYMTHIBAIM 10 METOMy bappera, J[xolinepa
n XaneHasl. MeTogoM 00paTHOTO THTPOBAHMS MPOBEICH aHAIM3 COEP KAHMS MOBEPXHOCTHBIX (DYHKIMOHATIBHBIX Tpymnm. Hamane
KapOOKCHIIBHBIX, (PeHOIBHBIX U KapOOHHMIBHBIX TPYII HE 00HapYykeHO. O0paboTKy An(ppakTorpaMM OCYIIECTBISUTH TTOCPEACTBOM
JIByXKOMIOHEHTHOH Mozjenu onucanus npopuist. [lo pesyasTataM aTOMHO-3MHUCCHOHHOTO CIIEKTPAIbHOTO aHAIN3a YCTaHOBICHO,
YTO B IPUMECHOM XMMHYECKOM COCTaBE yITIEBOIOKHA MPE00IaqaloT CoeTuHeHNs KpeMHus. [IoATBepKIeHO0, 4TO B HHEPTHOH cpenie
SMOKCUHBIN alMpeT, KOTOPBIM IPOMMUTAHO AaHHOE Y B [iis yaydIlleHus SKCIUTyaTallMOHHBIX CBONCTB, IIOABEPIaeTCsl TEPMUUECKOM
nectpykuun npu temmeparypax 300400 °C, B To BpeMs Kak caMO YIJICBOJIIOKHO HE TepseT Maccy mpu HarpeBanuu 10 950 °C.
YcranoBneHo, uTo gaHHOe YB cropaer Ha Bo3myxe mpu Temmeparype cBbie 550 °C, 4To MpeBbIIaeT TeMIeparypy, yKa3aHHYIO
B JIMTEpaType Ul yIIEPOJHOTO BOJIOKHA Oe3 crenuansHbIX 100aBok. [1o pe3ynbraram mpoBeIeHHBIX HCCICIOBAHUH MPEATOKEHBI
METOAUKH HUCCIIEI0BAHNS YITIEBOIOKHA.

KnioueBbie cnoBa: yrieBosiokHO, peHTreHo(ha3oBbli cTpykTypHbli ananu3 (POCA), cunxponnsiii Tepmudeckuii ananus (CTA), aToMHbIH
SMHUCCHOHHBIN crieKTpasibHbii aHanu3 (ADCA), ynenbHas moBepxHocTb, Meto bIT, dyHKIOHATBHBIE TPYIIITBI

Ans untnposanms: Yeonarosa E.I., Kiieycor b.C., Canoxxnuxo B.U., Topuna B.A., Manmuauna O.A., TapeeB A.P. Hccnenoa-
HUSI CBOWCTB BBICOKOIIPOYHBIX BOJIOKOH METOAaMHU (DU3MKO-XUMHYECKOTO aHanu3a. M3zeecmus 6y308. Ilopowkosas memaniypeus
u pynxyuonanvuwie noxpeimus. 2023;17(4):34-40. https://doi.org/10.17073/1997-308X-2023-4-34-40

Investigation of the properties of high-strength fibers
by methods of physico-chemical analysis

E. G. Cheblakova, B. S. Kleusov®, V. I. Sapozhnikov, V. A. Gorina,
Yu. A. Malinina, A. R. Gareev

Vyatkin R&D Institute of Graphite-Based Structural Materials (JSC “NIIgraphit”)
2 BId. 1, Electrodnaya Str., Moscow 111524, Russia

&) BSKleusov@rosatom.ru

Abstract. The carbon fiber (CF) of UMT 49-12K-ER grade, manufactured by Alabuga-Volokno LLC (Umatex JSC), was the subject of
an extensive study. This investigation encompassed an analysis of its physico-chemical properties. The interplanar dimensions and
chemical composition of the CF were determined using X-ray diffraction and atomic emission spectroscopy. Surface properties of
the CF, including specific surface area and pore size distribution, were investigated through nitrogen adsorption. The BET specific
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surface area was measured at 0.29 m%g. The volume of mesopores and their size distribution were calculated using the Barrett, Joyner,
and Halenda method. Additionally, an analysis of surface functional groups was conducted through a back titration method. It was
observed that there was no presence of carboxyl, phenolic, or carbonyl groups. The diffraction patterns were processed with a two-
component profile description model. The results of atomic emission spectral analysis revealed that silicon compounds were the
dominant impurities in the chemical composition of the CF. Further investigations determined that, in an inert environment, the epoxy
coupling agent used to enhance the performance properties of this CF undergoes thermal decomposition at temperatures of 300—-400 °C.
The CF itself does not experience weight loss when heated up to 950 °C. It was also discovered that this CF ignites in the presence
of oxygen at temperatures exceeding 550 °C, surpassing the thresholds noted in previous publications for carbon fibers without such
specialized additives. The results of this research have suggested new methodologies for studying carbon fibers.

Keywords: carbon fiber, X-ray phase structural analysis (XPSA), synchronous thermal analysis (STA), atomic emission spectral analysis

(AESA), specific surface area, BET method, functional groups

For citation: Cheblakova E.G., Kleusov B.S., Sapozhnikov V.I., Gorina V.A., Malinina Yu.A., Gareev A.R. Investigation of the proper-
ties of high-strength fibers by methods of physico-chemical analysis. Powder Metallurgy and Functional Coatings. 2023;17(4):

34-40. https://doi.org/10.17073/1997-308X-2023-4-34-40

BeepeHue

B nacrosimee Bpems cepa MPUMEHEHUS! BBICOKO-
MIPOYHBIX YIIEPOAHBIX BOJMIOKOH (YB) Beckma mmpoxa.
Pa3BuTHE TEXHUKH, TPAHCIIOPTA, CTPOUTEIBCTBA CETOMHS
HEBO3MOXKHO 0€3 HCTIOIb30BaHUS BOJIOKHUCTBIX MaTepPH-
anoB. YB ABISAIOTCS OOHUM U3 OCHOBHBIX BHIOB apMH-
PYIOLMX 3JIEMEHTOB, HPUMEHSEMbIX MpPHU CO3JAHUH
KOMITO3UIIMOHHBIX MaTepuasioB. J1si X Npou3BOACTBA
WCHOJIB3YIOTCS Pa3INYHbIE TIOJIMMEPHbIE BOJIOKHA, Yallle
Bcero mnonuakpuioHuTpuibHble (ITAH-BonokHa). OTH
BOJIOKHA 00JaJar0T BBICOKOW MPOYHOCTHIO, JOCTATOUHO
BBICOKMM MOJYJIEM YIPYTOCTH, HU3KHM YJICJIbHBIM
BECOM, HE TEPSIOT CBOIO Maccy IIPU BBICOKUX TEMIIepary-
pax, 9To IMO3BOJISIET MCIIOIH30BaTh MX BO MHOTHX oOac-
TAX. B Hay4HO-TEXHUYECKOH JIUTEpaType ITOMY BOIIPOCY
B NOCJIEAHUE JECSATUIETHsI MOCBAIICHO 3HAYMTENIBHOE
KonruecTBO padot [1-18]. B To e BpeMs BIUSHUE HEKO-
TOPBIX (DU3MKO-XMMHYECKUX TIApaMETPOB Ha KOHEYHBIC
cBoiicTBa YB HenocTaTouHO MOIHO N3YYEHO.

Lenpro qanHO# paOOTHI SIBISLIOCH KOMITIEKCHOE UCCITe-
JIOBAHHE YTJIEBOJIOKHA TOCPEICTBOM PEHTIECHO(A30BOTO
crpykrypHoro aHaimza (POCA), cCMHXpOHHOIO TepMH-
yeckoro ananu3a (CTA), aTOMHO-MHUCCHOHHOTO CIICK-
TpanpHOro aHamm3a (ADCA), ToMOrpaduuecKix HCcle-
JIOBaHUH, U3y4YEeHUs IIOBEPXHOCTHBIX CBOICTB BOJOKHA.
[IpoBexeHo 0600IIEHNE TOTYIEHHBIX PE3YIBTATOB.

B kagecTBe MCXOTHOTO MaTepHaja Al IKCIICPUMEH-
TaJbHBIX HCCIICIOBAHUI OBLIO BHIOPAHO BOJIOKHO MapKH
UMT 49-12K-EP, mpencraBnennoe OOO «Amnabyra-
Bonokno» (AO «FOmarekcy).

Vconp30BaHNe MONYyYEHHBIX PE3YIbTAaTOB (PU3HKO-
XUMHYECKUX aHAIUTUYECKUX HCCIEIOBAHUN MO3BOJISET
pa3paboTaTh W MPEIIOKUTh METOIUKH TalbHEHINIEro
n3yuyeHus Y B.

MeToauku uccnepoBaHusa

H300paxkeHre BOJOKOH OBLIO IOIYYCHO HA MHKPO-
ToMorpade BbIcOKoro paspemenus «SkyScan 1272y

(Bruker, I'epmanus). PexxuM cheMku: 0e3 HCIIONB30Ba-
Hus Quibtpa, 50 kB, 200 MA, mrar Bpamenust — 0,1°,
pasmep mukcens — 3,81 mxkM. PexoHcTpyknus mo ceue-
HUSM BBITIOJHEHA B iporpamMmMax «NRecon» u «CTvox».

PenTtrenodaszoBelii  CTPYKTYpHBI  aHamW3  Mpo-
Bomwiu Ha audpaxromerpe «D8 Advance» (Bruker,
I'epmanus). B kadecTBe HUCTOYHHMKA PEHTICHOBCKOTO
W3IyYeHHUsT HCIOJIb30BaNach MeQHas PEHTIeHOBCKAas
TpyOKa ¢ MakCHUMabHON MomrHOCTRIO 2200 BT, n3myuye-
auem CuK | (qumuna BonHbl A = 0,15418 um) B reomeTpun
Bperra-bpentano (Ha orpaxeHue). PEHTTCHOBCKYIO
CHEMKY BBINIOJHIM B Juarna3oHe ymioB 20 = 10+90°.
OKCTO3UIMST CHhEMKH COCTaBisia mopsaka 10 MuH.
Bonokna nomeranich Ha KPEMHHEBYIO KIOBETY C HH3-
KUM (OHOM IpPH PaBHOMEPHOM PACTPEICICHUU WX MO
ee momanu. [lepen kaxIpIM U3MEPEHUEM MTPOBOINIACH
WHUIMATU3aus TpyOku W aerekropa. s pacmud-
POBKHM Au(paKkTOrpaMM MPUMEHSUINA CIIeHUAIM3UPOBaH-
Hyto nporpammy TOPAS. AGcomoTHas TOTrpenHOCTb
IIPY U3MEPEHUH YIJIOBBIX MOJIOKEHUH TU(PPaKIHOHHBIX
MaKCHUMyMOB He TpeBbimaia +0,026°.

ATOMHO-3MUCCHOHHBIN CIIEKTpajibHbIA aHain3 YB
npoBomwi Ha JIPC-8 (kommnanus «JIOMOy, 1. CaHKT-
[etepOypr) B ananazone qyuH BosiH 220-330 HM. Macca
oOpasma coctapisuia 7 MI. B kadecTBe HIIKHETO dJIEK-
TPO/a UCTIONB30BAJICS NEKTPOA «C proMKoi» (tum 1V),
a B KaueCTBE BEPXHETO — JIJIEKTPOJ, 3aTOUYCHHBIM ITO[
xonyc (tun I). BonokHa nomemanucey B KpaTep HIKHETO
AJIeKTpoIa U npuckinaiuch rpadgutom OCY. Bpems skc-
no3utmu — 10 c. [Ipumensach ayra MOCTOSHHOTO TOKa
17 A. CriekTpbl perucTpupOBaIMCh TIOCPEICTBOM (hoTO-
IEKTPOHHOU KacceTbl. OOCUET CIIEKTPOB BBIMOJIHSICS
¢ momomipto nporpamMmbl SM 2008 (OO0 «MOPCy,
r. Tpouux).

O6pazenr YB Takxke ObUT UCCIIEOBAaH METOJIOM CHH-
XPOHHOTO TEPMHUUYECKOIO aHAJIM3a C MMOMOILBIO0 pUdopa
«STA 449 F1 Jupiter» (Netzsch, I'epmanus). Ananus
YIJIEBOJIOKHA MTPOBOAMIICS B CIEIYIOIIUX YCIOBHAIX:

1) cpena — apros (40 mMi/mMuH), Macca obpasia — 5 Mmr,
PaBHOMEPHBII HAarpeB co CKOpocThio 5 °C/MUH B TeMIle-
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parypHom untepBaine 25-955 °C c Boiaepxkkoit 10 mun
[IPU MaKCHUMaJTbHOU TeMIeparype;

2) cpena — Bo3ayx (40 mn/muH), Macca oOpasia —
5 MI, paBHOMEpHBII HarpeB co ckopocThio 5 °C/MuH
B TemIlepaTypHoM uHTepBaie 25-950 °C.

Jnst 06pabOTKU TONYYCHHBIX PE3YIBTATOB HCIOJNb-
30BaM TporpamMmHoe oOecrnieuenune «Proteus Thermal
Analysis v.5.1.0» (Netzsch, 'epmanmus).

O0paboTKa AKCIEPUMEHTAIBHBIX JAHHBIX 3aKITFOYa-
Jach B ONPECIICHUN TEMIIEPaTyp Hadaya IOTePU MacChI,
OCTaTOYHOH Macchl 00pasiia Mpu KOHEYHOH TeMIieparype,
TEMIIEPATYPHBIX HHTEPBAIOB MPOTCKAHUS IIPOIECCOB
¢ TeroBbIMU 3P dexTamMu (3K30- WIN FHIAOTEPMHUICCKUX
MIPOIIECCOB), TEMIICPATyp MUKOBBIX 3HAYCHHI TETUIOBBIX
3¢ deKTOoB U T.1I.

Pe3ynbTaTbl M Ux 06¢cyXxaeHue

Bremnuit BUI UCXOHOTO BOJIOKHA MPECTABICH HA
puc. 1.

O06paboTky audpakTorpamMm OCyIIECTBISIIN MTOCPE-
CTBOM JIBYXKOMITOHEHTHOW MOJIEIIH OIUCAHUS POQHIISL.
Ha puc. 2 mpuBenena maudpakrorpamMma yIIEBOJIOKHA
UMT 49-12K-EP. Buano, 4To 0HO mipeacTaBisieT co0oit
aMop(HBIA MaTepuai. YTIIepoaHbIe BOJIOKHA OTHOCSTCS
K HErpapUTUPYIOLIMMCS MaTepuasam, T.e. CTOIKH U3 KpH-
CTAJUINTOB PACTIONIOKEHBI XaOTHYCCKH U MMEIOT MaJIbIi
pasMep 1o CPAaBHEHUIO C FPaPUTUPYIONIMMHUCS MaTepua-
nami. [1pyu 3TOM IPUCYTCTBYET aCHMMETPHUSI B CTOPOHY
MaJIbIX YIJIOB, YTO TPAAULIMOHHO OOBSICHAETCS HATUYHEM
HECKOJIBKUX CTPYKTypHBIX KomroHeHTOB (CK). B nman-
HOU paboTe BhIOpaHa IBYXKOMIOHCHTHAs MOJICIb OIH-
canus npoduns (puc. 3). KoMrnoHeHT ¢ OONBIIUM MeX-
IUIOCKOCTHBIM PAaCCTOSHUEM MPHHATO CUUTATh SIPOM,
a ¢ MeHbIIUM — obomouxoil. IIpumepHoe conepskanue
KOMITOHEHTOB, OLIEHEHHOE IO IUIOIIA N MMUKOB, COCTAB-
jser: st CK 1 — 57 mac. %, a niusg CK 2 — 47 mac. %.

2200

Puc. 1. ®parment Bonokana UMT 49-12K-EP
(3D-pexoHCTpyKIIHs)

Fig. 1. UMT 49-12K-EP fiber fragment (3D reconstruction)

W3 tabmuusl BUAHO, yro YB o00magaer OoNbIIMM
MEKIUIOCKOCTHBIM PACCTOSIHUEM W MaJIbIMU pa3MepaMu
KPUCTAJUIUTOB — TOBOPUT O TOM, YTO JAaHHOE BOJIOKHO

JaHHble peHTreHoga3oBoro aHaau3a
yriesojgokHa UMT 49-12K-EP

Data from X-ray phase analysis
of UMT 49-12K-EP carbon fiber

CTpyKTypHBII KOMITOHEHT dypy» HM L., oM
CK1 0,3523 2,2
CK2 0,3894 1,4

IIpumeuanue. d,, — MEKIUIOCKOCTHOE pacCTOsIHUE; L — pa3mep
002 b
KPHUCTAJUTUTOB (TIEPIIEHUKYILSIPHO CIIOI0).
[Morpemnocts usmepenuit s dy,, cocrasusana 0,05 %, mus
L.—4,1%.
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Puc. 2. ludpakrorpamma yrieBoIoKHa

Fig. 2. Carbon fiber diffraction pattern
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MHuTeHcuBHOCTS, yCiI. €.
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26, rpazx

Puc. 3. TIpumep pacuera 110 JBYyXKOMIIOHEHTHON MOJIEITH

Fig. 3. Example of calculation using a two-component model

OTHOCHTCS 00JIbIIIe K aMOP(HBIM HErpapUTHPYIOLTUMCS
MarepuaiaMm.

Conepxanue nmpuMecel B yIIIEBOJIOKHE OMPEIEIsUTN
nmo MMN00200851-323-2009 (metomuka AO «HWHrpa-
¢ut»). AbcomrorHas morpermrHocth ADCA cocras-
nana 70-0,5 ppm.

PesympraTel aTOMHO-3MHCCHOHHOTO CIIEKTPATBEHOTO
anamm3a ooOpazna UMT 49-12K-EP mnpencraBneHs
HIDKE, ppm:

Al...4 Mg...30 Mo...17 Cd...3

B....5 Ca...230 Ti....26 Ni...7

Fe...73 Co...40 Mn...<0,1 Pb...4

Si...420 Cr...3 Cu...6 V....4
909

npumeceit

Buano, uto HauOonbLIMK BKIaA B OOIIyI0 CyMMY
IIpUMeceld BHOCUT KPEMHHUI, 3a IPUCYTCTBUE KOTOPOIO
oTBe4yaeT 100aBKa 3JIEMEHTOOPraHHYECKOTO COEUHEe-
HUS, COJEpXKAILLero KPeMHUH, Ha CTaJuMu MOJYy4YEHMs
IpeKypcopa Juis Mocae yoel KaTaTuTH4eckoit rpadu-

100
300 °C, 99,72 % S50 1 all5
200 °C, 99,92 % —41.0
99 - ’ E
- 0 5 ~
N T8
(o 98 | 1o =
= 400 °C, 98,24 % o
Q
—+-0,5
97 | =
—+-1,0
] ] ] ] 1 T e

96 ;
0 100 200 300 400 500 600 700 800 900 1000
t,°C

tanuu YB. [IpuunHa Hanmu4aus Si B BEICOKONIPOUHBIX Y B
mojipoOHO omnucana B padore [19].

Pesynbrarel Tepmudeckoro anammza YB mpeacras-
neHsl B Buje rpadukoB 3aBUCHMOCTei curHano TI
u JICK ot temniepatypsbl (puc. 4).

Bunano, uro B uHepTHOM cpene (puc. 4, a) Ipu MOBbI-
meHur Temrieparypsl oT <100 °C obpazenr YB HaunHaer
TepsaTh Maccy. [lo moctmxenun 300 °C Habmomaercs ee
noreps B 0,3 % 3a cueT NOCTENEHHOIO yAaJeHusl He3Ha-
YHUTEJIFHOTO KOJIWYECTBA OCTATOYHOM BIIard U HEKOTOPOM
4yacTH JIETy4HX BemecTB. [Ipu ganpHeimem pocre Temre-
patypbl CKOPOCTh MOTEPU MACChl 3HAYUTENHHO YBEIUYH-
BACTCS B PE3yNbTaTe MPOTCKAHNUS TePMUICCKOH JIECTPYyK-
LUH SMOKCUIHOTO allpeTa, HAHOCUMOT'O Ha YITIEBOJIOKHO
JUTSL YAy9IICHHs] CMAYMBACMOCTH U a[Ire3MH TOTMMEPHBIX
CBS3YIOIIMX K MOBEPXHOCTH YB MpH cO3MaHUK KOMIIO-
3ULMOHHBIX MaTepuasioB. YMeHblIeHUe Maccsl Ha 1,5 %
B untepBasie ¢ = 300-400 °C cooTHOCHTCS C conepIKa-
HUeM armpera B Y B, 3asBneHasM nponsoauteneM (1,2—
1,7 mac. %). IIpu mocnenyrolieM HarpeBaHUHd B aproHe
TOTeps MacChl pakTHdecku npekpamtaercs (<0,1 mac. %

100 0
!31(30 1 6 _q
99 550 °C, 94.51 % .
1-2
. % 2
o — 13 %
E 98 .
-H—4 Ea)
97 950 °C, 5 =
009% |~
96 41-6
| | | | | | | |
0 100 200 300 400 500 600 700 800 900 1000

t,°C

Puc. 4. Pe3ynsTaTsl CHHXPOHHOTO TepMUUeCcKoro aHann3a yriaeBoiokna UMT 49-12K-EP
B MHEPTHOH cpezie (aproH) (@) 1 Ha Bo3xyxe (0)

Fig. 4. Results of simultaneous thermal analysis of UMT 49-12K-EP carbon fiber
in an inert environment (argon) (a) and in air ()
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mpu t = 400+955 °C). Octarounast macca YB npu koHeu-
HOU Temmeparype cocrtaBisgeT 98,15 mac. %, 4to cooTt-
BETCTBYET JIUTEPATYPHBIM JaHHBIM, COTJIACHO KOTOPBIM
B HMHEPTHOW cpele YIIEPOJHOE BOJIOKHO CIIOCOOHO
BBIZICpKaTh HarpeBanue cebime 1000 °C 6e3 m3MeHeHus
MeXaHW4YeCcKHUX MNokazarenei [3]. Bricokas Tepmuueckas
CTOMKOCTB JIOCTHTAeTCsl Onarojaps 3Tamy BBICOKOTEMIIE-
paTypHOI TepMUUYECKOW OOpaOOTKU TpU TPOH3BOICTBE
YIJICPOTHOTO BOJIOKHA.

B mpucyrcTBUM KHCIIOpoJa BO3IyXa MPU JOCTHXKE-
Huu t =550 °C obpazernr YB Ttepsier G6omnee 5 % cBoeit
Maccel. [lpu nanpHeiIIeM yBEJIWYEHHH TeMIIepaTyphl
MIPOUCXOIUT aKTUBHOE OKHUCIIEHHE (CropaHue) odpasia,
COMPOBOXKJAIOIIEECS 3HAYUTEIBHBIM 3K30TEPMUYECKUM
spdexrom (muk Ha kpuod JACK mpu ¢=781,5 °C).
B pa6otax [1; 3] yka3aHo, 4To B BO3AYILIHOH Cpefe mpe-
JIenbHas TeMIeparypa dKCIUTyaTallud YIJICBOIOKHa 0e3
J100aBOK, MOCIe KOTOPOH HAYMHAETCS TEPMOOKHUCIICHUE,
coctaBisgeTr 300-370 °C. YuwuThiBas, 4TO OCTaTOYHAS
Macca npu ¢t =950 °C npumepno pasHa 0,09 mac. %
(900 ppm) OT UCXOMHOM U COOTHOCHUTCS C BBIIICTIPHBE-
neHHbIMU pesynbratamun ADCA (anmcccﬁ =u909 ppm),
MOYKHO CJieJlaTh BBIBOJI, YTO HECTOPEBIIMHA OCTaTOK
COCTAaBIISIIOT NPUMECH COCIMHEHUH KPEeMHHS, KaJbIHs
U IPYTUX DIIEMEHTOB, COICPIKAIIMXCS B HE3HAYUTEIIBHOM
KOJIMYECTBE B COCTABE YIVIEBOJIOKHA. DTU COEIMHEHHUS,
M0 BCEW BUAMMOCTH, CIIOCOOCTBYIOT POCTY TEPMOOKHC-
JIMTENBHON CTaOMIbHOCTH Y B Ha Bo3myxe.

HccnenoBanusi MOBEpXHOCTHBIX CBOWCTB BOJIOKHA
UMT 49-12K-EP npoBenensl o agcopOIuu a3ora Ha
npudope ASAP 2020 (Micromeritics, CILIA). YrensHyio
MOBEPXHOCTh paccuuTHBAIH 1m0 MeTomy BOT, oObem
Mesomnop (muamerpom <900 A) u ux pacnpesenenue Mo
pa3mepam — rio metoay bappera, /[xoiiHepa u XaseH bl
(BJH) B unrepsane nasnenuit 0,35-0,95 p/p. .

Pesynbrarsl H3MepeHHs TOBEPXHOCTHBIX CBOWCTB Y B:

A MYT . 0,29
V.,emr.......... 0,0002
D,A............. 255

3nech Sy]l — yIenbHas TOBEPXHOCTb, VH — OTHOCH-
TEJLHBIA 00bEM Me3010p, D — UX CPEIHUH THaMETP.

Ha puc. 5 mokazano pacnpesenenne Me30mop 1o pas-
MepaMm. KpuBasi 3aBHCHMOCTH OTHOCHTEIEHOTO 00BeMa
MOop OT MX JMaMeTpa WUMEET BhIPAKECHHBIE MUKH, COOT-
BETCTBYIOLIME MPUCYTCTBUIO TPYMI MOP OAMHAKOBOTO
pasmepa.

Ha puc. 6 npezacrasieHa u3orepMa UCCIEIOBAHHOTO
obpasia YB. Ona orHOcuTCS K 4-My THIy H30TE€pM
mo MexnayHapomHoit kiaccudukarmuu BT u xapak-
TepHa JJI HETIOPUCTHIX MaTepuasioB, B yactHoctn [IAH
BoJIoKHa. Ha ancopOIMOHHON BETBU C YBEIHMYEHHEM
OTHOCHTEJILHOTO TIOKA3aTeNs p/p HaOIOIAKTC PaBHO-
MEpPHBIM pOCT 3HaYeHUH ynenbHOH copouuu (V. ) u ux
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Fig. 5. Relative volume of mesopores as an integral function
of their diameter
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Fig. 6. Nitrogen adsorption-desorption isotherm

PE3KHMii orbeM oKosIo p/p = 1. 30Tepma uMeeT mpoTs-
JKEHHBIM He0OPaTUMBbII TUCTEPE3UC.

OmnpenencHre CONEpXKAaHUS TTOBEPXHOCTHBIX (YHK-
LMOHAJILHBIX TPYIIII B YIJIEBOJIOKHE BHITIOJIHEHO COITIACHO
meromuke MI-00200851-331-2010 (AO «HWUrpa-
¢ut»). B pesynbrare aHanu3a Halu4uue KapOOKCUIIbHBIX,
(heHOJIBHBIX U KApOOHWIBHBIX TPYIII HE 00OHAPYKEHO.

W3 mnony4eHHBIX JaHHBIX MOXKHO CHAENaTh BBIBO/,
YTO TOBEPXHOCTH BOJOKHA HE aKTHBHPOBaHA W HE
MMEET KHCJIOTHO-OCHOBHBIX LIEHTpOB. B wenom, mo
CBOMM TIOBEPXHOCTHBIM CBOWCTBaM, BOJIOKHO COOT-
BETCTBYET KIIACCy YIIEPOAHBIX BOJIOKOH HAa OCHOBE
[MTAH-npexypcopa [20-22] u siBisieTcsi aacopOIUOHHO
U XUMHUYECKU HEaKTHBHBIM, YTO MOXET B JajbHEWIIeM
OTIPEACTISITH OOJACTH €ro MPUMCHEHHS.

BoiBogpbl

1. OnpeneneHbl U OLUEHEHbl CTPYKTYpHBIE XapakTe-
PUCTHKH yIJICBOJIOKHA, TIOKa3aH €ro XUMHUYECKHH
COCTaB. YCTaHOBJIEHO, YTO YIVIEBOJIOKHO UMEET Hepas-



Pon e

POWDER METALLURGY AND FUNCTIONAL COATINGS. 2023;17(4):34-40
Cheblakova E.G., Kleusov B.S., etc. Investigation of the properties of high-strength fibers by methods...

BUTYIO TIOBEPXHOCTh U HE COJICPKUT IOBEPXHOCTHBIX
KapOOKCHIIbHBIX, (DEHOJBHBIX U KapOOHWIIBHBIX TPYIIIL.

2. BoIsBiieHO, 4TO B IPUMECHOM XUMUYECKOM COCTaBE
VTJICBOIIOKHA TIPEO0IanatoT COSTMHEHUS KPEMHNS.

3. Onpenenensl  TemIeparypbl IPOTEKaHUS Tep-
MHUYECKOH AECTPYKIMU allpera YIIEPOAHOTO BOJOK-
Ha B uHeptHOi cpene (300400 °C). [TokazaHo, 4yTo camo
YIJIEpOIHOE BOJIOKHO BBIAEpKMBaeT HarpeB g0 950 °C
0e3 MoTepu Macchl.

4. YCTaHOBIIEHO, YTO HAJU4YHE DIIEMEHTOOpTraHhYe-
CKHUX COeIMHEHMH B cocTaBe YB crnocoOcTByeT pocty
TEPMOOKHCIUTEIHHONH CTa0MIILHOCTH: OKHCICHHE (Cro-
paHue) HaYMHAaeTCs MpH Temmeparypax cBbime 550 °C
BMmecTo 350 °C st VB 6e3 106aBok.

5. [IpennoxkeHbl (PU3NKO-XUMHYECKUE METOIUKH
HCCIIE0BaHMS YIJIEBOJIOKHA.
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In situ nccneposaHMe MexXxaHU4YE€CKUX CBOUCTB
N CTPYKTYPHbIX NPEeBpaLLEeHU NpU Harpese
TBepabix cnnasos WC-TaC-Co B KONnoHHe
NPOCBEUYMBAIOLLErO 3JIEKTPOHHOIO MUKPOCKONa

A. A. 3aitiie @, I1. A. Jlorunos, E. A. JIeBamos

HauunonanbHblil HccaegoBaTe/ bkl TexHotornyeckuii ynnsepeuter « MUCHC»
Poccus, 119049, r. Mocksa, Jlenunckutii mp., 4, ctp. 1

&) aazaitsev@bk.ru

AHHOTayms. MeTosioM NHKOMHJICHTUPOBAHHS M3y4eHa TBEPJOCTb JaMENH IEPEMEHHOH TOJIMHBI, BBIPE3aHHOH W3 MaCCHBHOTO
Menko3epHucToro Teepaoro crmiaaBa WC—6 %Co—0,2 %TaC c pazmepom 3epHa okono 0,5 Mkm. ITnkonHAeHTHpOBaHUE TPOBOIUIOCH
aJIMa3HbIM HHIEHTOpOM bepkoBuya ¢ paguycoM 3akpyrieHnst okoso 50 HM, a 00paboTka SKCIIEPHUMEHTAIBHBIX KPHBBIX BBINOJIHEHA
no mozen Onusepa—®Pappa. [TokazaHo, 4TO 3HAYEHUS TBEPAOCTH, MOTy4aeMble MPH MMKOWHCHTUPOBAHUY JIAMEJIH, CYIECTBEHHO
3aBUCST OT €€ TOIIIMHBL. TBepLOCTh 3EKTPOHHO-IIPO3payHOro yyactka (TonmuHa Mmenee 100 um) namenu cocrasinsier 11,3 + 2,8 I'Tla,
a 2NeKTPOHHO-Henpo3pauHoro (tommuna Gomee 200 um) — 20,8 + 1,2 I'Tla. TloHKEeHHbIE 3HAUYSHUS] TBEPAOCTH B AJIEKTPOHHO-
npo3padyHbIX 00beKTax (TonmmHa ~100 HM) NPENoNoKUTENbHO CBA3aHbl ¢ KOMOMHAIMEH HECKONBKUX (DAKTOPOB: BO3MOXKHBIM
U3THOOM TOHKHX KOOAJIBTOBBIX IPOCIOEK, HAIMYHEM KpaeBoro a(dexra 1 GIU3KO PACIONOKEHHBIX CTOKOB A€()EKTOB CTPYKTYPHI,
B POJIM KOTOPBIX BBICTYIIAET TOBEPXHOCTH JIaMeNu. Boinonnens! in situ [I9M-uccnenoBaHust CTpyKTyPHBIX IPEBPAILCHHHN TP HATpeBe
namenn WC—6 %Co-0,2 %TaC, B Tom uncie B npucyTcTBuu OkcHaHbIX (a3 (WO, ). Okcuinble Bpa3bl Ha MOBEPXHOCTH JIaMEJH
OBLIM MOJIyYEHBI B Pe3yJIbTaTe OKUCIICHUs laMenn 1ipu temreparype 200 °C B Bo3ayHoit armocdepe. ITokazaHo, 4To pH Harpese
10 500 °C cymiecTBEeHHBIX M3MEHEHHUIl CTPYKTYphl He HaOmoaeTcs, a npu Temneparype 600 °C HaunHaeTcst ObICTPOE yTOHEHHE
KOOAJIBTOBBIX MPOCIOEK 32 CYET MHTEHCHUBHOI MOBEPXHOCTHOH anddysun xodansra. OJHOBPEMEHHO ¢ 3THM 3a()MKCHPOBAHO
00pa3oBaHue B CBA3Ke HaHOpasMepHBIX YacTull (asbl Co,W,C aucnepcHoCcThio 0T 5 10 20 HM, KOTOpbIE MOSBIAOTCS MO MPUIHHE
CMeIIeHHUs PaBHOBECHOTO (ha30BOTO COCTaBa TBEPIOTO CIlaBa U3 AByXdasHoii oonactu WC + v B Tpexdasnyro WC +y + Co,W,C
B PE3yJIbTaTe OKUCIICHUS JIAMEIIH.

KnroueBble cnoBa: TBEPABIC CILIaBbI, in situ UCIIbITaHU, TUKOMHACHTHPOBAHUE, TBEPAOCTD, ned)opMauI/m, Kap6nz[ TaHTalla, OKUCJICHUC
TBEPABIX CIIJIAaBOB

BnaropgapHocTy: Pabora BhITOIHEHA TIPU MOIepkke MUHUCTEPCTBA HAyKH U BhICHIEro oOpazoBanus P B paMKax rocyIapcTBEHHOTO
3agaHus (mpoekt Ne 0718-2020-0034).

Ana yntnposanms: 3aiitie A.A., Jlornnos I1.A., JlesamoB E.A. n situ uccnenoBanie MEXaHMIECKUX CBOWCTB U CTPYKTYPHBIX MPEB-
pamienuii mpu Harpese TBep/bIX cruiaBoB WC—TaC—Co B KOJIOHHE MPOCBEUNBAIOIIETO AEKTPOHHOTO MUKPOCKOTA. M36ecmus 6y306.
Topowkosas memannypeus u gynxyuonanshvie nokpoimus. 2023;17(4):41-50. https://doi.org/10.17073/1997-308X-2023-4-41-50
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In situ study of mechanical properties
and structural transformations during heating

of WC-TaC-Co cemented carbides
in a transmission electron microscope column

A. A. Zaitsev®, P. A. Loginov, E. A. Levashov

National University of Science and Technology “MISIS”
4 BIld. 1 Leninskiy Prosp., Moscow 119049, Russia

&) aazaitsev@bk.ru

Abstract. This study investigated the hardness of lamella with varying thickness, obtained from a massive, fine-grained cemented carbide

comprising WC—-6 %Co0-0.2 %TaC, characterized by an average grain size of approximately 5 um. The picoindentation method was
employed for this analysis. Picoindentation was carried out using a Berkovich diamond indenter with a radius of curvature around
50 nm, and the experimental data were analyzed using the Oliver—Pharr model. The results revealed a significant correlation between
hardness and lamella thickness. The hardness of the electron transparent section (thickness less than 100 nm) of the lamella measured
11.3+2.8 GPa, while the electron nontransparent section (thickness more than 200 nm) exhibited a hardness of 20.8+1.2 GPa. The lower
hardness in electron transparent objects (thickness ~100 nm) is likely attributed to a combination of factors, including the potential
bending of thin cobalt layers, the presence of edge effect, and closely spaced structural defect dislocations on the lamella surface. /n situ
TEM studies were conducted to examine structural transformations during the heating of WC—6 %Co0-0.2 %TaC lamella, including in
the presence of oxide phases (WO ). Oxide phases on the lamella’s surface were generated by oxidizing the lamella at 200 °C in an air
atmosphere. The results indicated that heating up to 500 °C did not bring about significant changes in the structure. However, at 600 °C,
there was a notable thinning of cobalt layers due to intense surface diffusion of cobalt. Simultaneously, the formation of nanosized
particles of the Co,W,C phase, ranging in size from 5 to 20 nm, was observed in the binder. These particles resulted from a shift in the
equilibrium phase composition of the carbide, changing from a two phase region (WC + y) to a three phase region (WC + y + Co,W,C)

as a consequence of the lamella’s oxidation.

Keywords: hardmetals, in situ testing, picoindentation, hardness, deformation, tantalum carbide, oxidation of hardmetals
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BsepeHue

TBepable CIUTaBBI TMPEICTABISIOT COOOH KOMITO3H-
[IMOHHBIA Marepuaj, COCTOSIINN W3 TBEPAOro KapOui-
HOTO CKeJieTa M IJIACTUYHON METaJUTMICCKOM CBSI3KHM Ha
OCHOBE METaJUIOB TPYIIBI XkKele3a. biaromaps cBonM
YHHUKAJIbHBIM ~ OKCIUTyaTAallMOHHBIM  XapaKTepUCTHKAM
TBEPIOCIIAaBHBIH MHCTPYMEHT HIMPOKO HCIOJb3YeTCs
B MeTaui000padarhiBaloOlIell ¥ TOPHOJOOBIBAIOLICH
OTpacysiX MPOMBINIICHHOCTH, a TAKXKE MPU CTPOUTEIh-
HBIX pa0b0Tax U B MAIlIMHOCTPOCHHH.

B MetannooOpabareiBaromieid ¥ TOpHOIOOBIBAOIICH
OTpaciisiX TMPOMBINUICHHOCTH HAUOOJIbIIass 3SKOHOMHS
OOBIYHO JOCTUTACTCS 3a CUET YBEIMYCHHUS CKOPOCTH
pe3aHusi MeTa/uioB W OypeHHsT TOPHBIX MOPOA, YTO
MIPUBOJUT K TOBBIIICHHBIM Harpy3kam Ha MHCTPYMEHT
Y BBICOKHM TEMIIepaTypam, KOTOpbIe MOTYT JIOCTHTaTh Ha
nosepxHocTH uHCTpyMeHTa 1000 °C u 6onee. Bricokue
KOHTaKTHBIE HAIPSDKEHHUsI MOTYT BBI3BATH CYIECTBEH-
HYI0 TUIACTHYECKYIO Je(OopMalMi0 PEXYUINX KPOMOK

42

TBEPABIX CIUIABOB, W 3a4acTyl0 MMCHHO IUTACTHYCCKAs
nedopmanus OnpeneNsieT CPoK CIIy>KObl HHCTPYMEHTA.
HccnenoBanue IUIACTUYECKON Ie(pOpMaIMU  TBEPIBIX
CIUTABOB IPH MOBBIIIEHHBIX TeMrieparypax [ 1] mokazaio,
YTO KapOWIHBIN CKEJIET Pa3pyIIaeTCs P BHICOKOTEMIIC-
parypHoii JedopMaliu, 9To BeAET K 00pa30BaHUIO MPO-
cioek cBszyromeit $haszpl mexay 3epuamu WC u olrer-
YaeT MPOIECC 3ePHOTPAHIMIHOTO CKOIBKEHHS.

Ha mpoTsbkeHUU TOCIeIHUX JIeT MpeAnpUHIMATHCH
MIONIBITKA  TIOBBICUTH ~ COIIPOTHBIICHHE IUTACTHYCCKON
neopManuu TBEPABIX CIUIABOB 32 CYET JICTHPOBAHHMS
KapOuJaMH TYTOIUIaBKHX MeTaioB [2-5]. B pa3zmmu-
HBIX paboTax HMcnoib3oBanuch nodasku Mo,C [6-11],
TiC u TaC [12—19]. Bpu10 ycTaHOBIECHO, YTO HEOOJIBIITHE
no6aBku TaC CYIIECTBEHHO YBEIUYHUBAIOT COIPOTHBIIC-
HHUE TUTACTUIECKON NeopMarvy TBEPIBIX CIDIABOB IIPH
MOBBINICHHBIX TEMIIeparypax. BeIIBHHyTa THIOTE3a,
YTO TAHTAJ BIMSCT Ha BEIHMUMHY MEK(pa3sHOH >HEPrun
Ha rpanunax WC/Co u WC/WC, npuBojisl B pe3yJibTare
K YIPOYHEHHIO KapouHoro ckeneta [18]. Bmecte ¢ Tem
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MEXaHU3M BJIHMSIHUS KapOwJla TaHTaJla Ha MEXaHUYECKHE
U BBICOKOTEMIICPATYPHBIC CBOMCTBA TBEPIBIX CILIABOB
HEJIOCTAaTOYHO MU3y4YeH, O YeM CBUJICTEIbCTBYIOT JaHHBIC
pabotsr [20].

[TocrenHre HECKOMBKO ECATKOB JIET WHTCHCHBHO
Pa3BUBAIOTCS HOBBIC ITOJXO/BI K HCCIICIOBAHIIO MEXaHU-
YECKUX CBOWCTB M CTPYKTYPHBIX XapaKTEPHCTUK MaTe-
pHAJOB; B YaCTHOCTH, K TAaKUM ITOAXOJAM OTHOCSITCS
MUKpOMEXaHW4eCKne wucnblTanus [21;22], a Ttaxxke
W3yYeHUE CTPYKTYPHBIX TNpEeBpalleHHid MpHu Harpese
ANEKTPOHHO-TIPO3PAYHBIX OOBEKTOB HEIOCPEICTBEHHO
B KOJIOHHE MPOCBEUMBAIONICTO 3JIEKTPOHHOTO MHKPO-
ckoma (IT9M) [23-25]. TTomoOHBIEC UCCICNOBAHUS AAFOT
Oonmpiine MacCUBBl (DyHIAMEHTAIBHOM HH(MOPMAINH,
MO3BOJISIONINE TIyOKe TIOHMMATh MEXaHU3MEI Iedop-
MaIl¥ U pa3pylIeHUs] MACCUBHBIX MaTepHasoB, a TaKkKe
MIPEICKA3bIBaTh UX IKCIUTyaTallHOHHBIC CBOWCTBA.

Ilenpto HacTosmie paboTHl SBISIOCH H3YUYCHHE
MEXaHUYECKHX CBOHCTB IIPH KOMHATHOW TEMIIepaType
Y CTPYKTYPHBIX MTPEBpAIlEHUH MPH TOBBIIIEHHBIX TEMIIE-
parypax TBEpIBIX CILIABOB, cozmepxkammx nooaBku TaC.
HccnenoBanus NpOBOIUINCS in Situ HEIIOCPEINCTBEHHO B
KOJIOHHE TIPOCBEYMBAIOIIETO AJICKTPOHHOTO MHUKPOCKOIIA
MIpY KOMHATHBIX ¥ MOBBIIICHHBIX TEMIIEPaTypax.

MeTtoauka dKCnepnMeHTa

OOBEKTOM HCCIEeIOBaHUS B IaHHOW padoTe SIBIISIICS
Menko3epHUCThIN TBepabIit crtaB WC—6 %Co—-0,2 %TaC,
nonyueHnbli U3 cmecu mopomkoB WC, Co u TaC.
N3 maccuBHOrO 0O0pasma TBEpAOTO CIUIaBa METOIOM
(OKyCHPOBAaHHOTO MOHHOTO Tyuka Ha yctaHoBke «FEI
Quanta 200 3D» (FEI Company, CILIA) mis npoBeneHus
OKCIIEPUMEHTA IO NMHKOMHICHTUPOBAHUIO OBLIa BBIpPE-
3aHa JIaMeJb M HamasHa Ha CIENUalbHBIN JlepiKaTeib,
KakK TMOKa3aHo Ha puc. 1.

[MukounnenTupoBanue [26 | IpOBOIUIIH in1 Sifu B KOIOHHE
[IDM ¢ momomipto nepxarens «Hysitron PI 95 TEM
Picoindenter» (Bruker, CIIIA), npenHa3HaueHHOTO JUIS
MEXaHUYECKHX HCIBITAHUH M OCHALEHHOTO aJMa3HbIM
nHaeHTopoM bepkouua. CbeMKy Ipouecca HUHAEHTU-
pOBaHUs OCYILIECTBISUM in sifu B xosonHe [1OM JEM-
2100 (JEOL Ltd., Snoums). Jlamens umena JUIMHY
okos10 11 MKM M BkIIIOYasa JBa ydacTKa C II€PEMEHHOU
TOJIIIMHOM: OAWH U3 HUX OBUI SIEKTPOHHO-TIPO3PAYHBIH
(T.e. TommuHa nexana B Auamazone ot 70 mo 120 HMm),
a Jpyrol — He NpPO3pauHbIM JJIsl AJIEKTPOHHOIO MyyKa
(Tonmmmnua 6onee 200 HM).

Cornacuo m3BectHoi moxenu Onusepa—Dappa [27],
MPUMEHUMOMN JUIsl 00pabOTKU Pe3ysIbTaToB MHUKOWH]ICH-
THPOBAHUs, TBEPAOCTD ONPENENIETCS 0 YPaBHEHHIO

H=F,_ /A, (1)

TIe Fmax — MakcuManbHas Harpyska, H; 4 — muomanb
KOHTAKTa HHIEHTOpa ¢ 00pa3oM, M2,

[Tnomans KOHTAKTa ¢ y9eTOM paJnyca 3aKpyIICHUS
peanbHOTO MHAEHTOpa bepkoBuya (okono 50 HM) ompe-
JICJISIIACh U3 BBIPAKEHUS

A=24,5hn +1,65-10h,. )

[yOuny KoHTakTa WHAEHTOpa ¢ obpasuom (h,, M)
BBIYHCIISUIH 110 GOpMyIIe

hc = hmax - 0’ 75Fmax (ﬁj ’ (3)
dr )
rae h = — MakcuManbHas [IyOWHAa MPOHMKHOBEHHS
HHJICHTOpA, M.
Harpes namenu ObuT BRITIOJHEH B Aepikarene «Gatan
heating holder 652» (Gatan, CIIIA) nocpencTBoM mpo-

2 MKM
I —

Puc. 1. Buemnmit BU] JIaM€CJIU IE€PE] Ha4YaJIOM HCTIBITAaHUH 110 MMAKOUHACHTUPOBAHUIO

Fig. 1. Appearance of the lamella before picoindentation tests
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MyCKaHMS AIEKTPHUCCKOTO TOKA Yepe3 OMOSCHIBAIONTHN
JaMeNb TAHTAIOBBIM HAarpeBaTelb KOJBICBOH (HOPMEL.
Ckopoctb Harpesa coctaisuia 50 + 5 K/mun; 1u1st usyde-
HUSI CTPYKTYpBI CIUIaBa OBLIM BBIOpPAHBI TEMIICPATypHI
300, 400, 500 u 600 °C. CreMKy CTPYKTypbl IPOBOIUIN
in situ B xomonne [1OM JEM-2100 (JEOL Ltd., Slnonws)
npu (PUKCHPOBAHHBIX TEMIIEpaTypax IOCIE BBIICPKKH
B HECKOJIEKO MUHYT, HCOOXOAUMOH ISl BHIPABHUBAHHUS
MPUBOMSIINX K Apeiidy oOpasiia TeMrepaTypHBIX TPan-
eHTOB. [IpOHOIKUTEIFHOCTh CHEMKH COCTABIsIA OT 15
110 20 MHH, TTOCJIE€ YETO BKJIFOYAJICSl HArpeB.

Pe3ynbTaTbl U X 06cyXxaeHue

Cpennuii pa3mep 3epHa H3y4E€HHOTO TBEP/OTO CTIJIaBa
coctaBa WC-6 %Co0-0,2 %TaC cocrtaBista  OKOJIO
0,5 MkM (puc. 2), TONIIMHBI KOOAJBTOBBIX MPOCIOCK

1 MKM
—

1 MM
—
Puc. 2. Kaptsl pactpe/ieieHust SIEMEHTOB

B JIEKTPOHHO-IIPO3PAYHON YaCTH JIaMeJIi TBEPIOTO CILIaBa
WC-6 %Co-0,2 %TaC
a — m300paxxeHue, norydeHHoe B pexume CTOM;
0—0 — M300paXKeHNU, TIOTyYCHHBIC B XapaKTePHCTUICCKOM
usnydernu W, Ta, Co, C, COOTBETCTBEHHO

Fig. 2. EDS maps of electron-transparent part
of the WC-6 %Co0-0.2 %TaC lamella
a— STEM image; 6-0 — W, Ta, Co and C EDS maps, respectively
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Haxoaunuchk B auana3one ot 100 1o 200 am. Takum oOpa-
30M, COOTHOLIEHHE Pa3MEepOB HHIEHTOPA U CTPYKTYp-
HBIX COCTABJISIOIINX CILIaBa MO3BOISICT YTBEP)KAATh, UTO
[IPY TUKOMHICHTHPOBAHUH OJHOBPEMEHHO IE(POPMHUPO-
BaJICh HECKOJIBKO 3epeH KapOumHo# (a3bl 1 KoOaibTo-
BBIX IIPOCIIOEK, a IMOJIy4YE€HHbIE 3HAYCHUS ITUKOTBEPIOCTH
XapaKTepU3yIOT 3HAUCHHUE TBEPJOCTH BCErO KOMIIO3UTA,
a HE OTAENbHBIX CTPYKTYPHBIX COCTABIISIOIINX.

Ha puc. 3 mpuBeneHsl 1Be XapakTepHBIC KpPUBBHIC,
MOJIlyYeHHbIE IPU NUKOMHAEHTHUPOBAHUU  TBEPAOTO
ciuiaBa. bbuta npoBenieHa cepus uamepeHuii u3 12 ornens-
HBIX YKOJIOB B Pa3JIMYHBIX YacTAX JaMEIH IPU MaKCH-
MasbHOH Harpyske ucnsitanus 900 mxH; Beiaepxkka npu
MaKCUMaJIbHOW Harpyske coctasisuia 5 c. IlomydeHnsle
KpPHUBBIE MOXXHO CTPYNIIMPOBAaTh IO BEIMYMHE MAKCH-
MaJIbHOTO NIPOHUKHOBEHHUs uHaeHTopa (A . ). K nepsoi
TPYIIE OTHOCSTCS YKOJBI C ITyOMHOIN MPOHUKHOBCHHUS
ot 100 mo 115 uMm, ko Bropoit — ot 50 g0 60 HM, TpuUUeM
BCE YKOJIBI MEPBOW TPYHIBI OBUIN CIENAHBI C TOHKOTO
(271eKTPOHHO-IIPO3PAYHOI0) y4yacTKa JIaMelH, a YKOJIbI
BTOPOH I'PyIIIbI — C TOJICTOrO y4acTka jamenu. 13 puc. 3
BHUJHO, YTO IPU MaKCHMaJbHOM Harpyske HaOIOdaeTcs
crnaboe CMEIeHNE NCTIBITATeNIbHOM CHCcTeMBI (apeiid) Ha
BenuuuHbl OT | HM (puc. 3, @) no 2 am (puc. 3, 6), 4ToO
cocTaBiser oT 2 10 4 % MakCHMalbHOH ITyOWHBI TPO-

1000
900 -
800
700 |
600
500
400
300 -
200 -
100

F, mxH

1 1 1 1 1 1
0 10 20 30 40 50 60 70
1000
900 o
800 -
700
600
500 -
400
300 -
200 -
100 |

F, mxH

0 20 40 60 80 100 120

h, am

Puc. 3. XapakrepHble KPHBbIE HHICHTHPOBAHUS
B KOOP/IMHATAX «HAIPY3Ka—IEPEMEIICHHE)
@ — JUIs1 2EKTPOHHO-HENPO3PaYHOro yUacTKa JaMelu
6 — U151 DIEKTPOHHO-TIPO3PAYHOTO Y4acTKa JIaMelH

Fig. 3. Typical indentation curves
in “load—displacement” coordinates
a — electron-nontransparent part of the lamella
b — electron-transparent part of the lamella
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HUKHOBCHHSI HHAEHTOpa. Takum o0pa3oM, cCMeIeHHe
UCHBITATEIILHON CUCTEMBI OKa3bIBAET CllIab0e BIUSIHHUE Ha
dbopMy KpHBOH «mepemenieHrne—Harpy3ka». CKopocTh
npetiha cocrapnsier or 0,2 g0 0,4 HM/C TIpU HArpy3Ke
900 MxH, HO TOCKOJIBKY 3aBHCUMOCTb CKOPOCTH Jipetida
OT Harpy3Kd He M3BECTHA, TO KOPPEKTUPOBKA HKCIIEPH-
MEHTAJIbHBIX JAHHBIX HE TPOBOANIACK.

Ha puc. 4 nokazana Buzeorpamma npoiecca UHAeH-
THUPOBAHUS TOHKOTO y4acTKa JaMenu. Buano, 4to B mpo-
L[ecce UCTIBITaHU MHJEHTOP KOHTAKTUPOBAJI C HECKOJIb-
kM 3epHaMH WC u KOOambTOBBIMU TPOCIOHKAMHU
Mex 1ty HUMU. [Tocnie MHAEHTUPOBAaHUS AIEKTPOHHO-IPO-
3padHON YaCTH JIaMelIH 00pa30oBaHHE TPCIIUH U Je]ek-
TOB He 3a(hUKCUPOBaHO (pHC. 4, 2).

PesynpraTel NMHKOMHACHTHUPOBAaHHUS ObUTH 00pado-
Tanbl 1o Mozaenu Onuepa—®appa [22], paccuuTaHHble
3HA4YCHUS TBEPAOCTH 000OIICHBI B TAOIUIIE.

TBepIOCTb BIEKTPOHHO-IPO3PAYHOrO y4acTKa Jia-
menu coctapisieT 11,3 + 2,8 I'Tla, a snekrpoHHO-HETPO-
3paunoro — 20,8 = 1,2 I'Tla. UnneHTHpoBaHUE DSIEKT-
POHHO-TIPO3PAYHON YACTH JIaMENH COMPOBOXKAACTCS
CYIIECTBCHHO OOJIBITHMU Ae(hOPMALIUSIMH, YTO 3aHIKACT
3HAUCHHUS TBEPAOCTH ¥ MPUBOAUT K OOIBINIEH AucHepcHn
pe3ynbTaroB. BeposiTHas mMpUYMHA TaKOTO CHIKEHHS —
KpaeBbIe 3 HEKTH B OIU30CTh CTOKOB AE(HEKTOB CTPYK-
TypBl, B POJU KOTOPBIX YAaCTO BBICTYNAET MOBEPXHOCTD
obpasna. bau3ocTh CTOKOB OOBSICHSET B TOM YHCIE
OOIBIIYFO TNIACTUYHOCTH 0OBEKTOB HAHOMETPOBOTO JTHa-
[a30Ha IpHU in Situ MUKPOMEXAHUYECKUX HUCIBITAaHUAX.

Pe3yabTaThl 00padOTKH KPUBBIX MMKOUHAEHTHPOBAHMS
no moaenau Onusepa—®appa

Picoindentation curve results analized
using the Oliver—Pharr model

e Mecto H,TTa | H,TTa
U3MEpEeHHs | HMHICHTUPOBAHUS é

1 13,2
2 6,7
3 DNeKTPOHHO- 8.9

MIpo3payvHas 4acTh . 11,3+2,8
i JTaMeITi 133
5 12,4
6 13,0
7 19,6
8 22,1
9 OJeKTpOHHO- 19.3

HEmnpo3payHas 4acTh 20,8+ 1,2
10 JTaMeITi 21,3
11 20,8
12 21,9

Hpyroil BO3BMOKHOW MPUYMHOM, MCKaXKAIOMIEH pe3yiib-
TaThl TUKOMHICHTUPOBAHUS, MOXKET ObITh U3rH0 KOOaIb-
TOBBIX MIPOCIOEK. BeposTHO, NPH MUKOUHIEHTUPOBAHUH
MIPOUCXO/IUT MEPEXO] OT YUCTO CKUMAIOIIUX K CMEIIaH-
HBIM M3rH0aroIIe-CKMMAIOLIIM Harpy3KaMm.

3HaueHus] TBEPJOCTH C AIIEKTPOHHO-HEMPO3PAUYHOTO
y4acTKa XOPOIIO KOPPEIUPYIOT C JIUTEPaTyPHBIMU JIaH-

Puc. 4. Buneorpamma mnporecca MIKOMHICHTHPOBAHUS DIICKTPOHHO-TIPO3PAYHON YACTH JIAMEITH
F, MxH: 0 (a, no Hayana ungaentupoBanus); 450 (0); 900 (); 0 (2, mociie MHACHTUPOBAHUS, HHACHTOP OTBEICH)

Fig. 4. Videogram of the picoindentation of electron-transparent section of the lamella
F, uN: 0 (a, before indentation); 450 (6); 900 (6); 0 (2 after indentation, the indenter is pulled back)
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HBIMH, COITIACHO KOTOPBIM JUII MAacCHBHBIX 00pasIoB
cyOMUKpOHHBIX cruaBoB WC—6 %Co TBepIOCTh BapbH-
pyercs ot 18 mo 20 I'Tla [28].

Kak yxe ObUIO OTMEYEHO, IPH IKCIUTyaTalliH TBEP-
JIBIX CIUIABOB M JUISI PE3aHUSI METAIJIOB, W JUIS JOOBIYH
MIOJIE3HBIX MCKOMAeMbIX HaOIONAETCs JIOKAIbHOE TOBbI-
menue Temneparypsl go 1000 °C u 6onee. Takoe BO3-
pacraHue TeMInepaTypbl KOHTAaKTUPYIOIIUX C BO3IYXOM
MTOBEPXHOCTHBIX CIIOEB MHCTPYMEHTA MPUBOJUT K 0Opa-
30BaHUIO OKCHJOB 3a CYET B3aUMOJEHMCTBUS C aTMOC-
(epHBIM KHUCIIOPOJOM, YTO J100ABIIECT K aOpa3MBHOMY
(W TUAPOAOPA3ZHMBHOMY) KOPPO3HOHHO-aOpa3sHUBHOE
n3HammBaHue. [1o3ToMy M3yudeHHe CTPYKTYPHBIX MPEB-
pallleHuil MOBEPXHOCTHBIX CJIOEB TBEPAOTO CIUIaBa MPH
HarpeBe B OKUCIHUTENBbHOWH aTMocdepe SBISCTCS Baxk-
HBIM C TOUKH 3pEHMsI TIOHUMaHUs IMHAMHUKH IIPOLIECCOB,
MPOUCXOAAIINX TIPH SKCIUIyaTaIllid TBEPAOCIIIABHOTO
HWHCTPYMEHTA.

Jis m3ydeHus: 0COOCHHOCTEH CTPYKTYPHBIX IIPEB-
palleHuil 1aMesneil npu HarpeBe B KOJOHHE MPOCBEYH-
BAIOIETO 3JIEKTPOHHOTO MHKPOCKONA B TPHCYTCTBHU
OKCUAHBIX (a3 ObLIa HM3TOTOBIICHA JIAMEIh U3 MEJKO-
3epHucToro Teepaoro crmaBa WC-6 %Co—-0,2 %TaC.
B xomonne I[1OM mommepkuBaeTcss TIIyOOKHIH BakyyMm
(menee 107 Ila), ¥ co3naHKMe OKUCIHMTENLHOM aTMOC-
(epsl, MycTh JaXe CHIBHO Pa3peKCHHOMU, HE TPEICTaB-
JsieTcsi BOSMOXKHBIM. [loaToMy mamens Obla moOaBEpr-
HyTa okucienuto npu ¢ =200 °C B TeueHue 4 4 B BO3-
nyurHoi atMocdepe. Takue MATKHE YCIIOBHS OKHCIICHHS
MO3BOJIMIIM CO3JaTh Ha MOBEPXHOCTH JIaMENId OKHUCIIEH-
HBIH CJI0M, KOTOPBIH NPYU JaJbHENIIEM IIOBBIILIEHUH TEM-
MepaTypbl T0JKEH CIIY>KUTh HCTOYHUKOM KHCIIOPOJa.

[I3M-n300pakeHus CTPYKTYPhI JTJAMEITH ITOCTIe OKHC-
JeHust TpuBeneHbl Ha puc. 5. OOpaszer; umen Tpaau-
UOHHYIO CTPYKTYpYy TBEpAOTO CIIaBa C OrPaHECHHBIMU
3epsamu WC pasmepom ot 0,2 1o 0,6 MKM, OKpyKeH-
HBIMH MaTpuIei y-dasbl (TBepablid pacTBOpP Ha OCHOBE
KoOaJpTa), ¢ TOMIIMHOM mpocioek ot 50 1o 250 uM. Kak
BHUJTHO U3 pHC. 5, O, B CBA3YOIIEH Y-(haze MpUCyTCTBYIOT
WIVIOBUHbBIE YaCTULBI IUAMETPOM OKOJIO 5 HM, COCTaB
KOTOPBIX MPEANOIIOKHUTEIFHO MOKHO ONMHUCATh (OpMy-
J0i WXTayCOZCu. [osepxHocTh 3epen WC paBHOMEPHO
IIOKpbITa HaHOYacTHLAMU pasMepoM oT 5 no 30 Hwm,
KOTOpbIE, MO JaHHBIM MHUKPOPEHTI€HOCHEKTPAIbHOTO
anammsa (MPCA), seisrotes okcnamu Bonbppama WO
C IEpEMEHHOI cTeXHOMETpHEN.

OTMeTHM, YTO HajauuWe meau, 1mo jgaHHeiM MPCA
(puc. 5, 0), siBnsieTcs aprehakToM B OOBSICHSACTCS Hamak-
KOM jamenu Ha MeIHBIN feprkaresb. OKCHIHBIX YacTHI
B KOOAIBTOBOH (pa3ze HE OOHAPYKEHO, YTO MOATBEPIK-
JaeT OorbIee CPOICTBO K KHCIOPOLY Bodb(pama, yem
KoOabTa.

Jis m3ydeHns MOBENCHHS OKHCICHHOTO TBEPAOTO
CIUIaBa IOCJIE Harpesa jlaMesb OblIa HarpeTa B KOJIOHHE
[IOM no temmeparyp 400, 500 u 600 °C — uzobpaxe-
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HUS CTPYKTYpHI CIUIaBa TOCJIe HATPEBOB MPHUBEICHBI Ha
puc. 6, 7 1 8 COOTBETCTBEHHO.

o temmneparypst 500 °C cymiecTBEHHbIX H3MEHEHHUH
B CTPYKTYype JaMenu He HaOmomaercs. 3apHKCHPOBAaHO
HEKOTOPOE YTOHEHHE KOOAJIBTOBBIX MPOCIOCK, UTO YCH-
JMUBAaET KOHTpAcT (a3bl WXTayCOZCu. IIpu =600 °C
Ha4YMHACeTCs OBICTpOe YTOHEHHE KOOAJIBTOBBIX IIPO-
CJIOCK, Beiyllee K 00pa3oBaHUIO IBIPOK (pHC. 8, 6).
[epepacnpenenenne kob6aabTa MO MOBEPXHOCTH 00pasma
(BKJIIOYAsT IMOBEPXHOCTh 3€peH KapOuma BoIb(ppama)
MIPOUCXOINT, TIO-BHINMOMY, TI0 MEXaHU3MY ITOBEPXHOCT-
HOM muddy3un. Jlanubrit ekt ObUT yCTAHOBICH MPH
HarpeBe JJaMeJIH U3 TBEPJOro CIUIaBa, He OABEPTHYTOTO
OKHUCIJICHHIO, B pabore [29]. B ciyuae 3epeH, MOKPBITHIX
nanoyactuaMu WO , KalelbHbIE CKOIUIEHHS KoOaib-
TOBOH (ha3bl HE 00pPA3YIOTCS, YTO OOBSCHICTCS HHU3KOM
CMaYMBaEMOCThIO KOOAJIBTOM OKCHAHBIX YaCTHII.

g
5 /] CHeKTp 4 Dnement | mac. % (MPCA, o61. 4)
e R gt W 83
29 0 15
= s
SEL| C 2
E = Cu MckioueHo
==
é Cu Y I SO
0 5 10 15

Oueprus, k3B

Puc. 5. [IDM-n300paskeHus JTaMeln U3 MEIKO3EPHUCTOTO
tBepuoro cruiaa WC—6 %Co—-0,2 %TaC nocine okucnenus
a — o0INii BUA JIaMeNH; 6 — CTPYKTypa y-(a3sl ¢ HAHOYACTHIAMH,
cocrosinmu u3 W Ta Co C ; 6, 2 — y4aCTKH JIaMeNu € XOPOLIO
BUIMMBIMH HaHOYACTHIIAMH OKCHIHOW (pa3bl Ha MoBepXHOCTH 3epeH WC;
0 — cuiexktp DJIC ¢ obnacTu, MoKa3aHHOM Ha puc. 5, ¢

Fig. 5. TEM images of the fine-grained WC—6 %Co0-0.2 %TaC
lamella after oxidation
a — general view of the lamella; 6 — y-phase structure
with of W Ta Co_C, nanoparticles; 6, 2 — lamella areas with clearly
visible nanoparticles of the oxide phase on the surface of WC grains;
0 — EDS spectrum from the region depicted in Fig. 5, ¢
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Puc. 6. TIDM-n3o06pakenus aamenu u3 teepaoro cruiaa WC—6 %Co—-0,2 %TaC nocne narpesa go 400 °C

Fig. 6. TEM images of the WC-6 %Co-0.2 %TaC lamella after heating to 400 °C

Puc. 7. IIDM-u3o06paxenus nmamenu u3 tBepaoro cmwiasa WC—6 %Co—0,2 %TaC nociue narpesa 1o 500 °C

Fig. 7. TEM images of the WC—6 %Co0—-0.2 %TaC lamella after heating to 500 °C

JlpyruM sIBIEHHEM, TPOUCXOIIIUM B Yy-(aze mpu
t =600 °C, siBnsiercst GopMHpPOBaHKE PABHOOCHBIX HAHO-
YyacTHIl ¢ pazMepaMu OT 5 10 20 HM, KOTOpBIE XOPOLIO
BUAHBI Ha puc. 8, 2. [lo pesyapraram pacmdpoBku
MUKpoar(pakiuu (cM. BCTABKY pHUC. 8, 8) OT 3TOH (a3sl

OBUTH HaWJICHBI CIIEIYIOIINE MEXKITTIOCKOCTHBIE PACCTOSI-
Hus, aM: 0,239, 0,205 u 0,1846, 4TO COOTBETCTBYET
OTPAKEHUSIM OT IJIOCKOCTEH ¢ KpUCTAIIOTpahUIeCKUMH
unnexcamu (422), (440) u (620) ¢paser Co,W,C (Tad-
JIMYHBIE MEXIUIOCKOCTHBIE paccrosiHust 0,2269, 0,1965
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Puc. 8. TIDM-n3006paxenus aamenu u3 teepaoro cruaa WC—6 %Co—0,2 %TaC nocne Harpesa 10 600 °C

Fig. 8. TEM images of the WC—6 %Co0-0.2 %TaC lamella after heating to 600 °C

u 0,1758 HM COOTBETCTBEHHO). 3aMETHOE PACXOXKICHHE
IKCTICPUMEHTAIIbHBIX M TAOJUYHBIX 3HAUEHUH MEKILIO-
CKOCTHBIX PaCCTOSHUI MOXET OBITh OOBSICHCHO TEeMIIC-
parypHbIM PACHIMPEHHEM KPHUCTAJUIMYSCKOM PEIIeTKH.
[IpeneOperass aHW30TpOMHUCH JHHEHHOTO  KOAPPH-
uuenTa pacumpenus ¢aszsr Co,W,C (oxono 9-1076 K™)
npu 600 °C, Tabau4HBIC MEPHOIABl PEUICTKU YBEIH-
garcst o 0,23212, 0,20172 u 0,18102 HM, 9TO TOpa3a0
Jy4llle COBMAAAeT C JKCIEPUMEHTAIbHBIMU JIaHHBIMU.
®opmuposanne pazer Co,W,C sBiseTcs ciencTsueMm
cMeleHus OanaHca yriaepoja u3-3a OKUCICHUS JaMel,
MPUBOSIIETO K CMEIICHHIO PAaBHOBECHOTO (ha30BOTO
cocTaBa TBEpIOro cIulaBa W3 JByx(das3Hoi obnacTu
WC +vy B tpexdasnyro WC +vy+ Co,W,C. Ilomumo
MOBEPXHOCTHOH nuddy3un kodansTa u GOPMHUPOBAHHUS
daspr Co,W,C 3apukcuposano nossnenune gyactun WO

0,12
0,10
0,08
0,06
0,04
0,02

HTEHCUBHOCTD,
umi./c/»B

Ha Kpasgx jamenu. HekoTopble M3 3THUX YacTUL UMEJIH
(hopMy HaHOBOJIOKOH C JUaMETPOM OKojio 30 HM H JiTH-
Ho#t mopsiaka 0,8 MkM. CocTaB 3THUX YacTHI] ObLT H3YUYCH
MPCA 1, kak I0Ka3aHO Ha pUC. 9, COOTBETCTBYET OKCULY
BoJb(pama co crexuomerpuei, onuskoit WO, .

3akjoyeHue

MeTo0M MUKOWHCHTHPOBAHUS TPOBEICHBI HCCIIe-
JIOBaHUSI TBEPJOCTH JIAMEIH TIEPEMEHHOM TOIIIMHEI,
n3roropiieHHoli wm3 cmiaBa WC-6 %Co-0,2 %TaC.
[TokazaHo, 4TO 3HAUEHUs TBEPAOCTH, MOIydaeMble MPH
MMUKOWH/ICHTUPOBAHUN JIAMEJIH, CYIIECTBEHHO 3aBHCST
OT €€ TOJNIIWHBL. TBEPIOCTh BIEKTPOHHO-TPO3PAYHOTO
yuactka jamenu cocrasmser 11,3 +2 8 'Tla, a amnexr-
ponHo-Henpo3paunoro — 20,8 = 1,2 I'Tla. [Tonmxennsie

CHeKTp 5 Onement |mac. % (MPCA, o61. 5)
w 835+25

w (0] 16,5+2,5

Crexnomerpus okeuna: <WO,

Oneprus, k3B

Puc. 9. Pesynbrarsl MPCA OKCH/IHBIX YacTHll, C(HOPMHUPOBABILHXCS Ha KPAsX JTaMeln
u3 tBepuoro cruara WC—6 %Co—-0,2 %TaC nocne narpesa g0 600 °C

Fig. 9. EPMA results of oxide particles formed at the edge of the WC—6 %Co0-0.2 %TaC lamella after heating to 600 °C
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3HAUCHHUS TBEPIOCTH B AJICKTPOHHO-TIPO3PAUHBIX 0OBEK-
Ttax (tommmHa ~100 HM) TIPEIIONIOKUTENHHO CBSI3aHbI
¢ KOMOHMHaIMell HECKOJIbKHX (DAKTOPOB: BO3MOKHBIM
U3rHOOM TOHKHX KOOAJBTOBBIX IPOCIOCK, HATHIHEM
KpaeBoro s¢d¢dexra um ONU3KO PACIOTOKEHHBIX CTO-
KOB JIC(PEKTOB CTPYKTYpHI, B POJH KOTOPHIX BBICTYIIACT
MTOBEPXHOCTDH JTAMEIIH.

Boimonsensl in situ II9M-uccinenoBanust CTpyKTyp-
HBIX IpeBpaieHuil npu Harpese ciuiaBa WC—Co-TaC,
B TOM YHCIIC B PUCYTCTBHU OKCHAHBIX (pa3. [lokasaHo,
yto npu Harpese 10 500 °C cymiecTBEeHHBIX U3MEHEHHUN
CTPYKTYpbI He HaOmonaercs, a npu temneparype 600 °C
HayMHaeTcs OBICTpOE YTOHEHHWE KOOATBTOBBIX IIPO-
CIIOCK 33 CYEeT WHTCHCHBHOW IOBEPXHOCTHOU mMuddy-
3un KoOanbra. OJHOBPEMEHHO € 3TUM 3a(UKCHPOBAHO
o0pa3oBaHUE B CBS3KEe HAHOPA3MEPHBIX YacTHIl (ha3bl
C03W3C JIMCIIEPCHOCTHIO OT 5 110 20 HM, KOTOpPBIE TOSIB-
JSIOTCS 110 MPUYHHE CMEIICHHS (Pa30BOTO COCTOSHHS
TBEPOTO CIIIaBa U3 AByX(a3HoH B Tpex(asHyIo 001acTh
B PE3yJIbTaTe OKUCICHUS JIAMEITH.
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DNeKTPOUCKPOBOE OCaxaeHue
nokpbiTu Fe-Cr-Cu Ha ctanb C13

A. A. Bypkos “, M. A. Kymux

HucTuTyT MaTepuajioBeleHnsi XadapoBcKoro ¢eaepajibHOT0 UCCIeI0BATEHLCKOTO IIEHTPa
JlanbHeBOCTOYHOrO OoTAeaeHHsn PAH
Poccust, 680042, 1. Xabaposck, yi. Tuxookeanckas, 153

B3 burkovalex@mail.ru

AHHOTayms. VI3BeCTHO, YTO XpOM B COCTaBE METAUIMYECKUX KOMIIO3MIMH (OPMHpPYET IUIOTHBIE IACCHBHPYIOIIME IUICHKH,
3amemyustronye kopposuto. HoBoe Fe—Cr—Cu-nokpbiTue ocaxieHo Ha ctaib CT3 3J1eKTpOUCKPOBOil 00paboTKOI B aHOAHOM cMecH,
COCTOSIIEH M3 MEIHBIX U TUTAHOBBIX I'PaHys ¢ JOOABIEHHMEM IIOPOLIKA XpoMa B kosndecTBe oT 4,85 no 13,26 mac. %. Ilpusec
KaTo/a yBEJIMYMBAJICS OYTH JABYKPATHO C POCTOM JJOOABKHU IOPOIIKA XpOMa B aHOHYIO cMech. CTPYKTYpy MOKPBITHIT HCCIIE10BaAIN
METOJJAMH PEHTTeHO(A30BOr0 aHalM3a, CKAHMPYIOIIEH 3JIEKTPOHHONH MHKPOCKOIMH M 3HEPrOAUCIIEPCHOHHONH CIIEKTPOMETpPHH.
@a30BbIi COCTaB MOKPBITHIL MpeacTaBieH (HeppoxpoMoM U Menbio. [1oka3aHo, YTO MPEMIoKEHHAs METOAUKA 3JIEKTPOUCKPOBOH
00pabotku no3sossier nonydarb Fe—Cr—Cu-nokpbITHs co cpetHeil KoHeHTpanueit xpoma ot 55 1o 83 at. %. Cpennee conepxanue
ME/IU B IPUTOTOBIICHHBIX OKPBITHAX HAXOAMWIOCH B JiMama3oHe oT 5 10 16 ar. %. HauGonbias KoHIEHTpaLus XpoMa Habo1anach
B ITOKPBITHH, IPUTOTOBIEHHOM C 100aBKo# 13,26 mac. % Cr B aHOHYI0 cMech. KOppO3HOHHOE MOBE/ICHHE OKPBITHI HCCIIE10BaIN
METOJAMH TTOTEHIIMOJMHAMUYECKOM MONAPH3ALMH U UMIIEIAHCHOM crieKTpockonuu B 3,5 %-noM pactBope NaCl. [TonsipusannoHHbie
WCTIBITaHUS TMOKa3anu, 4Tto HaHeceHue Fe—Cr—Cu-nokpbITuii Ha cTtaigb CT3 MO3BOMSET MOBBICUTH €€ KOPPO3UOHHBIN MOTEHIMA
or 12 1o 19 % u cHu3HTH TOK Koppo3uu oT 1,5 no 3,4 paza. MHKpOTBEpAOCTh MOBEPXHOCTH MOKPBITHI cocTapisiaa oT 3,08
no 4,37 'Tla, a xoapuuuent tpenus — ot 0,75 mo 0,91. MaxkcumanbHasi TBEpJOCTh U HAUMEHBUIMH KO3(DPUIMEHT TpeHHs
HaOIOAINCh Y TOKPBITHSA ¢ HAaHOOJMBLIMM cofepkaHueM xpoma. ITokazano, 4to Fe—Cr—Cu-mOKphITHS MO3BOJSIOT YJIyYIIHUTh
H3HOCOCTOMKOCTh MmoBepxHocTH ctanu Ct3 ot 1,5 1o 3,8 pas.

Kniouessie cnosa: nokpritust Fe—Cr—Cu, a1eKTponckpoBoe Jiernposanue, ctainb CT3, IIIOTHOCTh TOKa KOPPO3HH, KOI(QOHUIIHEHT TPeHNs,
TBEPAOCTh, U3HOC

BnarogapHocTy: Pabora BINONHEHA B paMKaX TOCYIapCTBEHHOTO 3a1aHusi MUHHCTepPCTBA HAyKU M BBICIIEro obpasoBaHus Poccuiickoit
Deneparu Ne 075-01108-23-02 (tema Ne 123020700174-7 «Co3nanue U HCCIECIOBAHME HOBBIX METAJUIMUECKHUX, KEPAMHYECKHUX,
MHTEPMETAUTHHBIX, KOMIO3HI[HOHHBIX MaT€PHAIOB U HAHOCTPYKTYPHBIX MOKPBHITUI C BEICOKUMH (DH3UKO-XHMHUYECKIMH U 9KCIITya-
TaIMOHHBIMHU CBOMCTBAMI»).
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Electrospark deposition
of Fe-Cr-Cu coatings on St3 steel

A. A. Burkov®, M. A. Kulik

Institute of Materials Science of the Khabarovsk Federal Research Center
of the Far Eastern Branch of the Russian Academy of Sciences
153 Tikhookeanskaya Str., Khabarovsk 680042, Russia
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Abstract. It is well-known that chromium in metallic compositions forms dense passivating films that slow down corrosion. The new
Fe—Cr—Cu coating was applied on St3 steel through electrospark deposition in an anode mixture consisting of copper and titanium
granules, with the addition of chromium powder ranging from 4.85 to 13.26 wt. %. The weight gain of the cathode increased
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nearly twofold with the addition of chromium powder to the anode mixture. The structure of the coatings was analyzed through
X-ray phase analysis, scanning electron microscopy, and energy dispersive spectrometry. The phase composition of the coatings
consists of ferrochrome and copper. It is demonstrated that the proposed method of electrospark processing allows for the creation
of Fe—Cr—Cu coatings with an average chromium concentration ranging from 55 to 83 at. %. The average copper content in the prepared
coatings varied from 5 to 16 at. %. The highest concentration of chromium was observed in the coating prepared with the addition
of 13.26 wt. % Cr to the anodic mixture. The corrosion behavior of the coatings was investigated using potentiodynamic polarization
and impedance spectroscopy in a 3.5 % NaCl solution. Polarization tests have shown that applying Fe-Cr—Cu coatings to St3 steel can
increase its corrosion potential by 12 to 19 % and reduce the corrosion current by 1.5 to 3.4 times. The microhardness of the coating
surface ranged from 3.08 to 4.37 GPa, and the coefficient of friction ranged from 0.75 to 0.91. The maximum hardness and the lowest
coefficient of friction were observed in the coating with the highest chromium content. It has been demonstrated that Fe—-Cr—Cu coatings

can enhance the wear resistance of the surface of St3 steel by 1.5 to 3.8 times.

Keywords: Fe—Cr—Cu coatings, electrospark deposition, St3 steel, corrosion current density, coefficient of friction, hardness, wear
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BeepeHue

Esxeromusblii yrep0, HAHOCHUMBINH 3KOHOMHKE KOPPO-
3Mel, cocTaBysIeT MpUOIM3UTENBLHO 2,5 TpiH goynt. CHIA,
YTO HKBUBAJIEHTHO 3,4 % MHPOBOTO BAaJOBOTO BHY-
TpenHero npoxaykra [1]. IIpu 3TOM HEe y4YWTBIBarOTCS
KOCBCHHBIC IoTepu, CBsI3aHHBIC C HEraTuBHbBIMU
MOCIEACTBUSIMU ISl OKPYKAIOIIEH CpeAbl U yTrpo30i
ype3BeIYaliHbIX TpoucmectBuit [2]. Ilo maHHBIM Ha
2014 1., obmme 3arparbl Kuras B 6oprOe ¢ Koppo3uei
nocturu 152 mupa nomn. CLIA, u3 koTopbix OOnbIIas
4yacTh NMPUXOAUTCS HAa HaHECEHHEe MOKPbITHH (66,15 %)
1 00paboTky noBepxHoctH (13,24 %) [3]. B Poccuiickoii
demepanuy eKETONHBIE TOTEPH METAJUIOB H3-32 HX
KOPPO3UU COCTABISIIOT 10 12 % obmieil maccel meran-
no(oHIa, 9TO COOTBETCTBYET yTpare a0 30 % exeromno
MIPOM3BOIMMOro MeTasuia [4; 5].

XOpoImo H3BECTHO, YTO KOPPO3UOHHAS CTOMKOCTh
cTajeil MOXeT OBbITh 3HAYUTEIBHO YIydYIIeHA IyTeM
HaHECEHUs 3alIUTHBIX MOKPBITHH [6]. Ha ceromusmamii
JIeHb HanOoJee MIMPOKO MCIIONb3YIOTCS TalbBAHUYECKHUE
METOZbI HAaHECEHHS XPOMa W HUKEIhb-XPOMOBBIX KOM-
no3unuii. OJJHaKO raJibBAaHMYECKUE TIOKPBITHS 00Ia1aroT
cmaboi ajre3veil, ¥ B CypOBBIX YCIOBHUSIX 3KCILTyaTa-
LMY Ha TPaHMILIE pa3JieNa MOKPHITHS C TOAJIOKKON JIETKO
BO3HUKAIOT TOBPEXKICHUS, INPHBOISIINE K MECTHOMY
OTCJIAUBAHUTIO XPOMOBOTO ITOKPLITHSA BJOJIb I'PAHUIIBI pa3-
nena [7]. bonee Toro, mecTUBaNICHTHBINA XPOM, IIPUMEHSI-
eMbIil B TaJbBaHUKE, OTHOCUTCA K | Kilaccy OMacHOCTH.
3arps3HEHHBIN UM BO3IyX BBI3BIBACT CMEPTEIBHEIC 3200-
JIEBaHUS Y COTPYAHUKOB TaKUX IPEANPUATUH, & CEpbeE3-
HBIE 3arPs3HEHNS CTOYHBIX BOJ IIPEICTABILIIOT OTIACHOCTh
JUTS KOJIOTHH, U3-32 YETrO0 HECKOJIbKO MPABUTEIBCTB yXKE
OTPaHWYMIIA UCTIOB30BaHKE TalIbBAaHUKH [8].

[lIupoko pacmpocTpaHEHHbIE METOIbl MarHeTPOH-
HOTO HaIBUICHHS TUIOXO MPUMEHHMBI K (heppOMarHuT-
HBIM MaTepuaiaMm u3-3a ciadoil CTaOMIBHOCTH IJIa3MBI.
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B oTnuume OT raiabBaHUKH, DIEKTPOMCKPOBOE JIETHUPO-
Banue (DUJI) obecnieunBaeT Oosiee BHICOKYIO aTre3HIO
MOKPBITHHA OJarogapsi MeTauTypruyeckodl CBS3M Oca-
JKJIEHHOT'O MaTepuaa ¢ MOJI0KKOM. B kauyecTBe mOKpbI-
TUIl Ha CTaIAX HCHOJIB3YIOT XPOM H3-3a 00pa30BaHUS
Ha €ro MOBEPXHOCTH naccuBHOro okeuaa Cr,O, [9; 10].
Bonee Toro, xomnosuiuonHble Cr—Ti-MOKPBITHS TOKa-
3BIBAIOT O0JIee BBHICOKYIO KOPPO3HOHHYIO CTOMKOCTBH MO
CPaBHEHHUIO C YHUCTBIMH XPOMOBBIM HIIM THTAHOBBIM
nokpeitusimMu [ 11]. OgHako U3BECTHO, UTO J1aXke KOPpo-
3HMOHHO-YCTOWYHBBIE XPOMOBBIE CIIABBI MOTYT TIO/IBEP-
rarbCsl JIOKaJbHOW KOPPO3WH, BBI3BAHHOW MHKPOOHBIM
obnaropaxusanueM [12]. C apyroil CTOpOHBI, yCTaHOB-
JIEHO, 4TO jgobOaBjeHue B ciuiaB Oosee 5 mac. % menn
NpUIAeT €My YCTOHYMBYIO  aHTHOAKTEPHAIBHYIO
aktuBHOCTh [13]. Takum oOpaszom, mA00aBlCHHE MeEIU
B Cr—Ti-KOMMO3HUIUIO JOJKHO MPUAATH € aHTUMUKPOO-
HYIO aKTUBHOCTB W YMCHBIIIUTH PUCK KOPPO3HUH, BHI3BAH-
HOM MUKPOOHBIM oOnaropaxuBanueM. Panee Hamu Obuia
pa3paboTaHa METOANKA aBTOMAaTH3UPOBAHHOTO JIEKTPO-
HCKPOBOTO JIETUPOBAHMS HEJIOKaJIM30BaHHBIM DIIEKTPO-
JIOM, TIOTEHITHAJIBHO HE YCTYIAIOIIAas XPOMHPOBAHHIO 1O
IIPOU3BOAUTEIBHOCTH U 3HEprodpdexrusHocT [14; 15].

Llenp HacTosimelt paboThI 3aKiIIOYaliach B HUCCIIEIO-
BaHUM MPUMEHUMOCTHU JIEKTPOUCKPOBOTO JIETUPOBAHHS
HEJIOKAJIM30BaHHBIM JJIEKTPOJOM ISl HAHECCHHS 3aIlnT-
HbeIX Fe—Cr—Cu-nokpsiTuii Ha crans Cr3 ¥ u3ydeHHH
BIMSHUSI KOHIIEHTPAIIMK IOPOIIKAa XpoMa B aHOAHOU
CMECH Ha CTPYKTYpY, KOPPO3HOHHBIE U TPUOOIOTHYEC-
KHE XapaKTePUCTHKH MOKPBITHH.

MeToauka uccnegosaHum

B kadyecTBe aHOAHON CMECH NPHUMEHSINM MEIHBIE
N THUTAHOBBIC FpaHy.HbI C MOJ'ISIpHI)IM COOTHOILICHUEM
3:2 (Cu,,Ti,,) n nopomok xpoma Mapku IIX uncro-

Toit 98,5 %. Cmech rpanyn Cu, Ti,, Obina BeiOpana
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B Ka4eCcTBE HWCTOYHUKOB MEAM W THUTaHA. |paHylbl
W3TOTAaBIMBAINCH MyTeM Hapesanus wmemHod (MO)
u tutaHoBoit (BT-00) mpoBosiok muamerpom 4 MM Ha
orpe3kn mmuHOW 4 + 0,5 mm. [lopomok xpoma mpen-
BapUTEIBHO M3MENBIAJICS C HCIONB30BAHUEM IUIAHE-
tapHoi MenmpHUIBI «Retsch PM400» (Retsch GmbH,
I'epmanus) B cipte 1 aTMocdepe aproHa Impu CKOPOCTH
250 mun~' B Teuenue 80 muH. Cpeanuil pasmep YacTuil
xpoma mocie umenpaeHus coctaBua 1,90 £ 0,98 Mxm.
KonmnuectBo xpoma, 100aBiIsieMOT0 B aHOIAHYIO CMECh,
BapeupoBaigocsk oT 4,85 mo 13,26 mac. % (tabm. 1).
[Momnoxkka (karon) Obima wm3roroneHa w3 cramu Ct3
B (hopme mmummmHApa tunamerpoM 12 MM u BEICOTOH 10 MM.
CxeMa yCTaHOBKH JIJISl OCAXK/ICHHSI IOKPBITHI HETOKAJIH-
30BaHHBIM aHOJIOM C J00aBJICHUEM MTOPOIIKa Cr3C2 oJ-
pobHO ommcaHa B pabote [16]. TeHeparop pa3psaHBIX
nMmiryascoB  IMES-40 (MuCTHTYT MarepuanoBeIeHUs
XHII PAH, r. XabapoBck) BeIpabaThIBal HMITYJIbCHI TOKA
MpsIMOYTOJIbHOU (hopMbI amIutuTymod 110 A, mmutesnsb-
HocThio 100 Mkc 1 yactoroit 1000 'y mpu HanpsKEHUH
40 B. [na mpenoTBpalieHus] OKUCIEHUS MOBEPXHOCTH
00pasnoB B pabouuii 00beM KOHTEHHEpa TMOoAaBaICs
aproH cO CKOPOCTHIO S5 JI/MHH.

KuneTtnky MmaccornepeHoca HccieoBald oodepe-
HBIM B3BEIIMBAHUEM KaTo/a yepe3 Kak/apie 2 MuH DWJI na
aHamatrdecknx Becax «Vibra HT120» (Shinko Denshi,
SAnonwust) ¢ rouHocthio 0,1 M. OGIIee Bpemst 00paboTKu
oIHOTO O0Opasma coctaBisuio 8 MuH. J[s oOecrieueHus
BOCIIPOHM3BOIMMOCTH PE3YJBTaTOB IIPHBEC KaToma OBLI
U3y9eH [T TpeX 00pasIoB U3 KaXKI0H CepuH.

@a30BBIl  COCTaB MPHUTOTOBIEHHBIX MOKPBITUN
UCCIIEIOBANIN C TPHUMEHCHUEM PEHTICHOBCKOTO [H(-
paktomerpa IPOH-7 (HIIIT «bypeBectHuk», r. CaHKT-
[TerepOypr) B CukK -u3inyvyeHud B JMaNasoHe YIVIOB
20 =20+90°. MUuKpOCTPYKTYpy MOKPBITHH H3ydanu
C TIOMOIIBI0 CKAaHUPYIOIIETO IMEKTPOHHOTO MUKPOCKOTIA
(COM) «Vega 3 LMH» (Tescan, Yexus), ocCHamleH-
HOTO BHEprojucrnepcHoHHbM criekrpomerpoM (DC)
«X-max 80» (Oxford Instruments, BenukoOpuranus).

[llepoxoBaToCTh MOKPBITHI ObLJIa U3MEPEHA Ha IMPo-
¢mnomerpe TR 200 (TIME GROUP Inc., KuTaii).

[Nomspu3anionHbIe UCTIBITAHMS TIPOBOIIIIACH B TPEX-
ANEKTPOIHON stuetike ¢ 3,5 %-ubIM pacTtBopoM NaCl

Tabauya 1. CocTaB aHOAHOI cMecH
U 0003HaYeHH e TIOKPBITHIA

Table 1. The composition of the anode mixture
and the designation of coatings

CooTHoLIEHNE IMopomok
Obosnatente | oo yyaeckux rpany, at.% Xpoma
00pasIos . ”
Cu Ti Mmac. %
Cr5 4,85
Cr9 60 40 9,25
Crl3 13,26

¢ wucmnonb3oBaHueM raimbBaHoctata P-2X  (Electro
Chemical Instruments, . YepHOTOIOBKa) CO CKOPOCTBIO
ckanupoBanuss 4 mB/c. CranmapTHbIi  XJopcepeo-
PAHBIA 3JEKTPOJ, BBICTYNAJ 3JIEKTPOAOM CpPaBHEHUS,
a B KauecTBE KOHTPIIEKTPOJa MPUMCHSJICS CIIapeH-
HbIM TutatnHOBRIA 3nekTpon DTII-02. Tlepen chemkoii
00pa3npl BeIAEpKUBAIUCH 30 MUH 171 CTaOWIHM3auu
TOKa pa3oOMKHYTOH wenu. [IJI0THOCTH KOPPO3MOHHOTO
TOKa ObLIa U3BJICYCHA U3 IPa()UKOB METOIOM IKCTpPAIio-
msammu Tadenst. VMrenaHCHBIE HCCIIEIOBAHUS BBIMON-
Hsunch Ha mpudope Z2000 (OO0 «DmuHCeY, T. MOCKBa)
B nuamnaszone yactor or 100 000 go 1 I'm.

TBepAOCTb MOKPHITUI HM3MEpSIM Ha MHUKPOTBEPIO-
mepe [IMT-3M (OAO «JIOMOp, 1. Cankr-IletepOypr)
npu Harpyske 0,5H no meromy Buxkkepca. W3Hoco-
CTOUKOCTB 1 KOO (DULUECHT TPEeHHsT 00Pa3LOB ONPEIEIIITH,
cnenyst nporenype ASTM G99-17, npu cyxoMm TpeHHH
cronbxkeHus Ha ckopoctu 0,47 mc™! mpu Harpyske 25 H.
Bpems tectupoBanusa cocrasisuio 10 musn. B kauectse
KOHTpTeJIa MCHOJIB30BAJIMCh AUCKU U3 OBICTPOPEKYLLIEH
craiiu M45 ¢ tBepaocteio 60 HRC. M3noc onennBamm
TpaBUMETPUICCKUM criocobom. OOpaser KaKIoro TUIa
WCTIBITHIBAJICSI TIO MEHBIIICH MEpe TPEXKPATHO.

PesynbTaThl U ux 06cyxaeHue

C pocToM BpeMEHH SJIEKTPOMCKPOBOH 00paboTKH
katoz u3 cranu Ct3 HempepbIBHO HaOupan maccy, Npu-
4eM CKOpPOCTh TMpHBECa 3HAYUTEIBHO TMOBBIIIATIACH
C YBEJIMYEHUEM COJIEPKaHUsl TOPOIIKA XpOMa B aHOTHOU
cmeci ot 4,85 1o 9,25 mac. % (puc. 1, a). Ilpu 6onbirem
konuuectBe Cr-mopomka (ot 9,25 no 13,26 mac. %)
MIPHUBEC TMOUIOKEK BO3pacTan ciaabo ¢ yuyeToM TUIaHOK
MOrpeiHocTeil. 9To0 MOXKET CBUAETENbCTBOBATH O MPH-
ONMKEHUH COJICPKAHUS IOPOIIKAa XpoMa B aHOTHOU
CMeCH K ONTUMAaJIbHOW BeIuuuHe. B 1enom, qaHHble 10
MIPUBECY KaTo/la CBUJICTEIBCTBYIOT O TOM, YTO MOPOIIOK
XpoMa MOXKET ocaxaarbes Ha ctanb Ct3 metogom DUJT
C UCHOJIB30BaHUEM AHOIHOU CMECU Cu60Ti 20"

PentrenoBckue nudpakrorpaMMbl IPUTOTOBIEHHBIX
MIOKPBITHH ITOKa3aHel Ha puc. 1, 6. Ha peHTreHOBCKHX
CIIEKTpax TOKPBITHH HaOmomaroTcss pediekcsl (eppo-
xpoma Fe—Cr (#34-396 6a3et PDWin) u menu (#4-830).
Cynst 10 HHTEHCUBHOCTSM PE(IICKCOB, B COCTaBE MOKPBI-
THH Tipeobnanan Gpeppoxpom, MPeACTaBISIOMNN co00i
TBEPABId PacTBOp 3aMelleHHs Xpoma B xKejesze. JTo
cornacyercs ¢ JaHHBIMH paOoThl [17], roe oOpabarki-
Banu crainb M50 meronom DUJI, ucnonb3yst XpOMOBBIiA
anekTpoa. OTHOCUTENbHAs MHTEHCHBHOCTH pedrexcoB
MEIM Ha PEHTI€HOBCKHUX CHEKTPax CHUXKaJaCh C POCTOM
J00aBKH XpoMa B aHOJIHYKO CMECh, YTO CBHJICTEIBCTBYET
00 YMEHBIIICHHH KOHIICHTPAIIMU MEIH B IIOKPBITUSIX.

Cpenssisi TONIIMHA TOKPBITUHA BO3pacTajlia B JAHa-
nazone ot 38,1 mo 48,6 MKM C yBelMYEHHEM J00aBKH
XpoMma B aHOIHYIO cMech (Tabm. 2). Ha puc. 2, a moxa-
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Puc. 1. KuneTrka rmpuBeca KaTo/a IpH 3JIeKTPOUCKPOBOM HAHECEHHH TTOKPBITHH (a)

U PEHTTEHOBCKHE TU(PPAKTOrPaMMBbI 0CAXKICHHBIX OKPBITHIA (0)

Fig. 1. The kinetics of cathode weight gain during the electrospark deposition of coatings (a)
and X-ray diffraction patterns of the deposited coatings (&)

3aHO AJIEKTPOHHOE M300paKEHNUE TONEPEYHOTO CEUCHHS
nmokpbITHs Cr5 B pexuMe 00paTHO OTPaKSHHBIX AIIEKTPO-
HOB. B MUKpPOCTPYKType MOKPHITHS HAOMIONAIOTCS CBET-
JIbIe BKITIOYEHUS, Oorarbie Me/pio (puc. 2, 6). BeposTHo,
3TO MMEHHO OHH 3a(HKCHPOBAHBI HA PEHTTCHOBCKOU
mudpakrorpamme. [lokpbITHE HMEET TUIOTHYIO CTPYyK-
TYpY € MaJIbIM KOJMYECTBOM MEJKHX MOpP ¥ BKIIOUCHUH
okcnnoB memu. OKcuabl Menu (OPMHUPOBAIHCH H3-32
BBICOKOTO CPOJICTBA MEIU K KHCIOPOLY, AaXKe HECMOTPs
Ha IoJjavqy aproHa B KOHTeitHep ¢ rpanyiamu. Ha rpanuie
paszena MexIy MOKPBITHEM M MOIJIOKKOH OOHApYKEHO
KpYIHOE CKOIUIeHHe meau (puc. 2, 6). BeposTHO, OHO
c(hopMHUPOBATIOCH MTPU BO3HUKHOBEHUH pa3psiia MEXKIY
TOJIJIOKKOW U METHOM TpaHynoil B camoM Hadane DUJI.

Cpennsisi KOHIIGHTPAIUSI XpOMa B COCTaBE MOKPBITHIA
Haxonuiachk B auamazone ot 55 mo 83 at. %. C pocrom
COIepKaHMs XpoMa B aHOTHOW CMECH €ro KOHIICH-
Tpauusi B TOKPBITHH YBEJINYNBAIACH HEMOHOTOHHO
¢ MuHEMYMOM Yy obOpasma Cr9 u makcumymom y Crl3
(puc. 3). CooTBETCTBEHHO, CPEAH KOHLEHTPALM MeIn
B MOKPBITUSX CHIDKANACh ¢ 16 10 5 at. % ¢ MakcuMymMoM
y obpaszua Cr9.

HecooTrBeTcTBUE TaHHBIX PEHTTCHO(A30BOI0 U HEP-
FOIUCIIEPCUOHHOTO AHAIU30B, [0 TCHICHIINU U3MECHEHHUS
COZIep)KaHUsT MEIU B 3aBHCHMOCTH OT J00aBKH Xpoma
B QHOJHYIO CMECh, MOXKET OOBSICHATHCA TEM, UTO KOH-
LEHTpaIs XpoMa B (asze peppoxpoMa MOKET BapbUPO-
BaThCs B IIMPOKUX Ipexenax. Kpome Toro, pe3yibTarsl

Tabnumya 2. XapaKTepUCTUKU NOKPBITHIA

Table 2. Characteristics of coatings

Cr5 38,1+12,2 3,82+0,79 3,46 £ 0,44
Cr9 47,9+ 6,0 4,63 + 0,85 3,08 £0,26
Crl3 48,6 £ 5,4 4,04+ 1,24 4,37+ 0,46
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Fig. 2. The SEM images of the Cr5 coating sample
cross-section (@), its microstructure (),
and the EDS spectrum of a light inclusion (8)



POWDER METALLURGY AND FUNCTIONAL COATINGS. 2023;17(4):51-58
Burkov A.A., Kulik M.A. Electrospark deposition of Fe—Cr—Cu coatings on St3 steel

[, MKM

60 0 20

40 60 0 20 40 60

[, MKM [, MKM

Puc. 3. Tunu4dHoe pacrpe/iesieHe IEMEHTOB 110 [ONEPEYHOMY CEUCHHIO
nokpsituii Cr5 (a), Cr9 (6), Crl3 () coracuo D[]C-ananuzy
1-Cr,2-Fe,3-Ti,4—Cu

Fig. 3. The EDS analysis of elemental distribution along the coating cross-sections

of samples Cr5 (a), Cr9 (), and Cr13 (8)
1-Cr,2-Fe,3-Ti,4-Cu

OJIC-meTona ABIAIOTCS OoJiee TOYHBIMH 110 CPAaBHEHHIO
¢ pentreHodas3oBeIM HccnenoBanueM. CpemHee copep-
JKaHUE THTaHA B MOKPBITHAX HAXOMUIOCH B MHTEPBAJC
or 0,6 no 4 at. %. ComocraBieHHEe JAaHHBIX IO MEIH
W TUTaHy IIOKa3bIBaeT, YTO MeIb M3 TPaHyNl Topasyio
AKTUBHEE N1EPEXOUT B NOKpbITHE B Ipouiecce DNJI, yem
TUTaH. DTO MOXET OBITh O0YCIOBIEHO 00Jee BBICOKOM
Temreparypoii mnasneHus tutana (1660 °C) mo cpaBHe-
Huto ¢ mMezpio (1083 °C).

[MoBbIlIeHHE KOPPO3MOHHOIO MOTEHIHANa CTaju
C13 mocine HaHeceHHs TOKPHITHH O3HAa4aeT CHIKEHUE
CKIIOHHOCTH K CaMOITPOU3BOJILHOW KOppo3uH (puc. 4, a).
JIns 1eTajbHOTO OMMCAHUS KOPPO3HOHHOTO MOBECHUS
00pasoB ObITa paccuuTaHa INIOTHOCTH TOKAa KOPPO3HMH
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1. (tabm. 3). U3 Tabu. 3 crenyer, 4To €€ 3HaYCHUs HaX0-
narcs B auanaszone ot 43,7 mo 101,1 mxA/cm?. Tok kop-
PO3UH U3MEHSJICS B 00paTHO 3aBUCUMOCTH OT KOHLIEH-
Tpanuy XpoMa B MOKPBITHIX C MHHUMYMOM y o0pasma
Cr9 u makcumymom y obpasna Crl3, momodbHo koppo3u-
OHHOMY NTOTEHIHAITY. [ITOTHOCTH TOKa KOPPO3HUH MTOKPHI-
T Obina Hwke ot 1,47 no 3,39 pas mo cpaBHEHHIO CO
cranbto C13, nake HECMOTPSI Ha OoJiee BHICOKYHO peaib-
HYIO TPaHHUIly pa3zesia MEeTaJul/JIeKTPOINT, 00pa3oBaH-
HYIO [IIEPOXOBATOCTHIO MIOKPBITHH (cM. TabI. 2), TIO cpaB-
HEHUIO CO CTaJIBIO.

CriekTpbl 3J€KTpUYecKoro ummenasca B 3,5 %-HoMm
pactBope NaCl npu KOMHATHOH TeMIieparype MOKa3aHbl
Ha puc. 4, 6. Ocu Im u Re — 3T0 MHUMas U JEWCTBU-
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Puc. 4. TIoTeHIMOANHAMUYECKUE TTOIAPU3ALMOHHbIC KPUBBIE (@) M UMIIEIAaHCHBIE TPAQUKH
B KoopnuHarax Haiiksucra (6) Fe—Cr—Cu-nokpsituii u ctanu Ct3
1 —crans C13,2—-Cr5,3-Cr9,4-Crl3

Fig. 4. The potentiodynamic polarization curves (a) and Nyquist plot (6) of Fe—Cr—Cu coatings and St3 steel
1 —steel St3,2 - Cr5, 3—-Cr9, 4 —-Crl3
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Tabamya 3. Koppo3noHHbIii MOTEHIIAAT
U TOK KOPPO3UH MOKPBITHI

Table 3. Corrosion potential
and corrosion current density of coatings

Obpaserr E_.B I, MkA/cm?
Cr3 -0,80 148,3
Cr5 -0,69 64,9
Cr9 -0,65 43,7
Crl3 —-0,70 101,1

TENbHAsl COCTABILIIONIME DIICKTPUICCKOr0 HMIIEAaHCa
coorBeTcTBeHHO. Jlmarpammbl HaiikBucra nms Beex
MOKPBITHH XapaKTEPUIYIOTCSI CXOTHBIMHU TTOTYKPYIIIBIMA
€MKOCTHBIMH KOHTYPaMH B BBICOKOYACTOTHOM OONacCTH.
Kak mpaBmino, dem Oolblie pagiyc €MKOCTHOU IYyTH,
TE€M BbIIIE KOPPO3MOHHAsl CTOMKOCTh Marepuana [18].
Pagnyc eMKOCTHOTO KOHTypa BCEX HOKPBITHHA OBLI
ONM3KKM, OJTHAKO HAOIoNasach TCHICHIHMS K €ro yBe-
JMHYCHHIO C POCTOM ITOOABKH XpOMa B aHOAHYIO CMECH.
Takum 00pa3oM, KOPPO3UOHHAS CTOHKOCTH TOKPBITHIMA
Fe—Cr—Cu noBpImanach ¢ yBeIHYCHUEM KOHIICHTPAIHN
xpoma. Pamgmyc emkoctHOro kontypa cramu Ct3 ObuI
3HAUUTEIFHO MEHBINE, YeM y TOKPBITHH, YTO COIIacy-
€TCsI C JAHHBIMU MTOTCHIIMOAMHAMUYECKOM MOJISIPU3AIIHH.

MUKpPOTBEpAOCT, H3MEPEHHAsT C IIOBEPXHOCTHU
MOKPBITHHA, ObLTa OTM3KOM 11 BCeX 00pa3IoB U COCTAB-
nsma 3,08-4,37 I'Tla (cM. Tabn. 2). Kak H3BECTHO,
MHUKPOTBEPJOCTh TOKPBITHs ompeensercs (a3oBbM
COCTAaBOM H pAaCIpEICIICHHEM OCTAaTOYHBIX HAaIpshKe-
Huil [19]. Xpom oOnmamaeT OONBIICH TBEPAOCTHIO MO
CPaBHCHUIO C JKEJIE30M HIIM MEIbI0, IOATOMY HAaHMEHb-
meil TBepaocThio oOmanano mokpeithe Cr9 ¢ wmanoi
KOHIICHTpaIuei xpoma, a Hanbonpmeit — Crl3 ¢ caMmbiM
BBICOKHM coliepkaHueM xpoma (cM. puc. 3). Kpome
TOTO, HEKOTOPHIA BKJIAI B MOBBLIIICHHYIO TBEPHOCTH
MTOKPBITHIA BHECIIO H3MEIIBYCHNE CTPYKTYPBI U3-3a BBICO-
KHX CKOPOCTEH OXJIAKICHHUS MaTeprala Imoclie 3aBepIie-
Hus paspsza npu OWJI [20]. YuuTsiBas, 4TO TBEPLOCTD
cramu Ct3 cocraBuina 1,09 £ 0,2 I'Tla, anexTpouckpoBoe
HAaHECEHHWE XPOMa IO3BOJIIET MOBBICHTH TBEPIOCTh €€
MOBEPXHOCTH JI0 4 pa3.

Cpennne 3HaueHHS KOI(D(UIMEHTa TPEHUS (KTp)
MOKPBITUH HAaXOAWIUCh B auamazone ot 0,75 mo 0,91
(puc. 5, a). Bricokue 3HaueHUs K, cormacyrores ¢ faH-
HBIMH Pa0oOTBl 1O MOKphITHIO Fe—Cr, mpHroToBICH-
HOMY HMHIYKLIMOHHOH Hamiakod, rae K =0,9 [21].
Koadpdurmment TpeHus MOKpHITHI OBUT BHIIIE, YeM
y cramu Cr3 (KTp =0,63). HecMOTpst Ha OTHOCHUTEIIHHO
BBLICOKHH YpOBeHb K, WHTCHCHBHOCTb W3HAINMBAHHS
Fe—Cr—Cu-nokpeituii 6suta ot 1,5 1m0 3,8 pa3 Hmxe,
yeM y crainu 6e3 nokpbitus (puc. 5, 6). C pocToM KOH-
LEHTPAIUN XPOMa B aHOJJHOH CMECH U3HOC DJICKTPOHCK-
POBBIX IOKPHITMH MOHOTOHHO Bo3pacran ¢ 1,88:107
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Fig. 5. The coefficient of friction (a) and wear () of coatings
in comparison with St3 steel at a load of 25 N
1-Cr2,2-Cr4, 3—Cr6, 4 — steel St3

1104,61-1075 mm*/(H-M). BeposiTHO, 5TO CBA3aHO € OXPYTI-
YUBAaHHEM IOKPHITHH TPH OOOTAICHWH XPOMOM, YTO
OTPa)XEHO B YCUJICHHHU KOJICOAHHUI CHIIBI TPCHUS HA KPH-
BBIX KO3 durmeHTa TpeHus s oopasna Cro6 (puc. 5, a).

3aksouyeHue

[IpeioxkeHa MeToIUKa OCAKICHHUS  ITOKPBITHHA
Fe—Cr—Cu na cramu Ct3 31eKTpouckpoBoii o0paboT-
KOM HEJIOKaTM30BaHHBIM 3JIEKTPOJIOM B aHOJTHOW CMECH,
COCTOSIICH U3 MEIHBIX M TUTAHOBBIX TPaHyJI C 100aBje-
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HUeM nopoika xpoma ot 4,85 no 13,26 mac. %, mo3Bo-
JISIOINAs TTOJTy4YaTh HOKPBITHS ¢ KOHIICHTpAaIed Xxpoma
or 55 no 83 ar. %. HaubGonbmee conmepkaHue xpoma
HaOIONATOCH B IIOKPHITUH, IPUTOTOBICHHOM C TOOABKOU
13 mac. % xpoma B aHOAHYIO cMech. CpeiHsiss KOHIIEHT-
pamnus Mex B IPUTOTOBICHHBIX TOKPHITHAX HAXOIUIIACH
B Auanaszone ot 5 110 16 at. %. [Tonsipu3annoHHbIe UCTIBI-
TaHUs IMOKa3alu, YTo HaHeceHue NOKpbTul Fe—Cr—Cu
Ha cranb Cr3 MO3BOJAET IOBBICUTH €€ KOPPO3UOHHBIN
noreHnuan ot 12 mo 19 % wu CHU3UTH TOK KOppO3HUH
or 1,5 no 3,4 paza. MuKpPOTBEpPIOCTb IOBEPXHOCTH
MoKpbITHH coctaBisuia 3,08—4,37 I'Tla, a koa¢pduiueHt
tpenust — 0,75-0,91. MakcumanbHasi TBEpIOCTh U Hau-
MEHBIIHN K0 PUINEHT TPSHUS HAOMIONAIUCH Y TIOKPHI-
THS ¢ HAMOOJIBIIIUM COJIEPKAHUEM Xpoma. M3HOC TOKpHI-
TUH BO3pacTa ¢ yBeINICHUEM T00ABKH IOPOIIKA XpoMa
B aHOJHYIO CMECh.
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TpaHCd)opMaLlMﬂ CTPYKTYpPbI CrJlaBa
Ha OCHOBe aJlloMUHUAa HUKensd
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AHHoTayms. Pabora mNOCBslleHA HCCICAOBAHUIO (OPMUPOBAHMS CTPYKTYpPBI JICTHPOBAHHOIO AIIOMHMHMAA HHUKEIS B Ipolecce

ABTOMATHU3UPOBAHHON AIIEKTPOAYTOBOW HAIJIABKH KOJCOMIOMIUMCS JIEKTPOAOM (IUIaBAIICHCS KOMIO3UIIHOHHOM TPOBOJIOKOIT), TIPH
KOTOPOM JyTa COBEpIIAET MOMEPEUHbIe IEPEMEIIEHHS ¢ YaCTOTO! f TI0 MOBEPXHOCTH paciliaBa CBAPOUHON BaHHBI. Vcronb3oBanne
TAKOTO MpHEMa B CPAaBHEHHU C TPAJUIHOHHON TEXHOJIOTWEH HAIIaBKM TTO3BOJISIET IEPEMEIaTh BMECTE C PACIUIaBOM CBAPOTHON
BaHHBI QpoHT KpucTawmm3auun (npu f = 1,3 ') nunu crabunmsuposats ero (mpu /> 2 ['11) B momnepeyHoM cedeHHH HaIIaBIsIeMOTO
MeTaa. M3ydena 9BOMIONNS CTPYKTYPhI HAIUIABICHHBIX CIIIIABOB. YCTAHOBIIEHO, YTO HAHOOIEe CTPYKTYPHO UyBCTBUTENBHOH (ha3oit
SIBJIAIOTCS Y9ACTKH COCPEIOTOUCHUSI HUKENb-AMIOMUHIEBON IBTEKTUKH, CKOIUICHUSI YaCTUI] KOTOPOH, B 3aBUCUMOCTH OT YCIIOBHH
TEIUIOOTBOAA BOMM3H (HPOHTA KPUCTAJUIM3AIMH, 00pasyloT ydyacTKU CIOUCTOH TekcTypbl. IlokazaHo, yto mocne 50 TermocmeH
(marpeB g0 1100 °C, oxnaxzaenue 10 25 °C) TBepA0CTh HCCIEAYEMOTO CIUIABa IIEPECTACT 3aBUCETh OT MOCIEIYIOUIET0 TEPMUIECKOTO
LUKJIAPOBAHUS U COXpaHsieTcss Hem3MeHHOH Ha ypoBHe 34-35 HRC. Hanbomnpmias cTORKOCTh HAaIIaBICHHOTO METAJUIA K IMOSBICHUIO
TPEIINH TEPMUUECKON YCTAIOCTH 00eCHeunBaeTCs MPH (POPMHUPOBAHIHU B €TI0 CTPYKType ONU3KOT0 K ONTHMAILHOMY COOTHOIICHHS
OTHOCHTEIBHO BSI3KOTO, JIETHPOBAHHOTO JXENE30M U IPYTMMH JIIEMEHTAaMH Y-TBEpPAOTO PAcTBOpPAa M HHUKETb-aTIOMHHHEBOTO
MapTeHCHTa, COCTaB KOTOPOro cooTBeTCTBYeT Ni,Al-(ase. Tepmuueckue yClIoOBHs IONYYEHHsS TAKOH CTPYKTYphI OOYCIOBIEHBI
3aMEJICHHBIM OXJIAKACHNEM 3aKPHCTAUIM30BABIIETOCS METAJIa ¢ BBICOKHUX TeMIepaTyp HpH mocTibkeHun f > 2,8 'm. Anamus
M3MEHEHUsI COMYTCTBYIOMIETO TePMOYCTaIOCTHBIM HUCTIBITAHNUSIM OKUCIMTEIBHOTO M3HAMINBAHKA (OLIEHNBAEMOTO TTOTEPEeH MacChl)
mpu Temneparype HarpeBa Metaiuia 1100 °C mokaszan mpemMyIiecTBa MCCIEAYEeMOTo CIUIaBa HaJ MPOMBIIUICHHBIMH CIIaBaMU
Ha OCHOBE HHKEIS M KOOaJbTa.

KnioueBbie csioBa: d1eKTpoayroBas HallaBKa, KOJCOIIOIIMICS JJISKTPOA, AJIOMUHMI HHKENs, TePMUYSCKHH LHUKI, CTPYKTYypa,
TEPMUYECKAsl YCTAIOCTh, CTOWKOCTh K OKUCIICHHIO
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Transformation of the nickel aluminide alloy structure
through the application of a heat-resistant coating
using oscillation electrode surfacing

I. V. Zorin, V. I. Lysak, V. O. Kharlamov, S. A. Fastov

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

&3 kewa991@yandex.ru

Abstract. This study considers the formation of an alloyed nickel aluminide structure through automatic electric arc surfacing employing

an oscillating electrode composed of composite wire. The arc transversely traverses the weld pool surface at a frequency denoted as f.
In comparison to conventional surfacing techniques, this process either displaces the crystallization front alongside the weld pool
(atf'= 1.3 Hz) or stabilizes it (at /' > 2 Hz) throughout the cross-sectional area of the coating layer. We have conducted an investigation
into the evolution of alloy structures resulting from surfacing. Notably, we have observed that the regions with concentrations
of eutectic nickel-aluminum are particularly susceptible to structural alterations. The formation of particle clusters, which is contingent
upon heat dissipation conditions near the crystallization front, leads to the development of layered texture regions. Our findings reveal
that following 50 thermal cycles (heating to 1100 °C, cooling to 25 °C), the alloy's hardness becomes independent of subsequent
thermal cycles, consistently maintaining a level 34-35 HRC. The highest resistance of the surfaced metal to thermal fatigue cracks
is achieved when its structure exhibits an optimal y-solid solution (relatively ductile) to nickel-aluminum cooling martensite ratio,
corresponding to the Ni,Al phase. The thermal conditions necessary for producing such a structure are elucidated by the gradual cooling
of the crystallized metal from elevated temperatures when f'> 2.8 Hz. An analysis of changes in oxidative wear, estimated by mass
loss, during thermal fatigue tests conducted at a metal heating temperature of 1100 °C revealed the superiority of the studied alloy over

industrial alloys based on nickel and cobalt.

Keywords: electric arc surfacing, oscillating electrode, nickel aluminide, thermal cycle, metal structure, thermal fatigue, oxidation

resistance
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BsepeHue

DddeKTUBHBIME  CIIOCOOAMH  TIPOJUICHUST  CPOKa
CITy>KOBI M3/IeNNH, AKCIUTYaTHPYIOMIUXCS TP TeMIepa-
Typax a0 1000 °C, eme ¢ cepenunbl XX Beka sBIAETCA
HaIIaBKa, a TPAJUIIMOHHBIMU MaTepuaiaMu JJisl TIOBbI-
IICHUs CTOWKOCTH HAIUIABJICHHBIX CIUIABOB K BBICOKO-
TEMIIEPATYypPHOMY W3HAIIMBAHUIO CIY)XaT CIIaBbl Ha
OCHOBE JKene3a, HuKens, kobansta [1-3]. B omnume ot
9TUX XOPOILO H3YYEHHBIX MaTepUaJIOB, MPAaKTUUYECKHI
uHTEepec st (OPMUPOBAHUS HAIUIABICHHBIX MOKPBHITHN
MIPEICTABISIOT TEPMOCTOHKUE CIUIABBI Ha 0a3e altoMH-
HUJIOB HUKEIIS, HANOOJIee MEePCIEKTUBHBIME U3 KOTOPBIX
apysroTes uatepmerammaasl Ni, Al m NiAl [4; 5].

K Baknelmmm cBOWCTBaM, peajnM30BaHHBIM B OTe-
YECTBCHHBIX W 3apyOeHBIX JHUTEHHBIX CIDIaBaX CO
CTPYKTYPOH afOMUHH/IA HUKEJSI, OTHOCATCS TIOBBIMICH-
Hasi TepMHueckas CTaOWIBHOCTH [4; 6], BBICOKOTEM-
reparypHas M yCTaJIOCTHasi MPOYHOCTh [7; 8] u cTol-
KOCTh K BBICOKOTEMIIEPAaTypHOMY OKHCJIEHHUIO [4;9].
Hecmorpss Ha OonblIol MOTEHLMAN 3THUX CIUIABOB,
BO3MOXKHOCTh WX HCIIOJIb30BaHMs B KadeCTBE HarljiaB-
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JICHHBIX MOKPBITHIA OTPAaHHMYMBACTCS BHICOKOW 4yBCTBHU-
TENEHOCTHIO ATIOMHHKAA HUKEIS K CKOPOCTH Harpesa
U OXJIOKJICHUsSI BCICICTBUE MOBBIIICHHOTO COACPIKAHMS
B cTpykType Yy'-NijAl-dasel, 4to 0OyCnOBIMBAET HHU3-
KHH ypOBEHb IUIACTUYHOCTH M PENIAKCAlUM CBAPOUHBIX
HanpspkeHnd [10]. DTo 00CTOATENBCTBO yKa3bIBaeT Ha
HEOOXOMMOCTh CO3/IaHHS TAKHX YCJIOBHUH B CBAPOYHOU
BaHHE, ITPH KOTOPBIX €€ TEIIOBOE Moie OyIeT XapakTe-
PHU30BaThCSl MOHWKEHHBIM 3HAYCHUEM TEMIICPATypPHOTO
rpajvieHTa Ha (POHTe KpuUcTaLM3anud. [1og00HBIH
3P PEeKT CMOTITU MOTYIUTh METOIOM TTOCIOHHOW aproHO-
IYTOBOI HAIUIaBKM BEPTHKATBHOW «CTEHKI» U3 CIUIaBa
Ni,Al B yCI0BUSIX MHOTOKPATHBIX MOBTOPHBIX HArPEBOB
OT TOCTEAYIOMUX CJIOEB W KOHTPOIHPYEMOI CKOPOCTH
oxnaxnenus (1-2 °C/c) [11].

B ommmume ot «MsTKOTO» TEpMOAEHOPMAIIOHHOTO
[UKJIa aPrOHOIYTOBON HAIIABKH HEIUIABSIIIUMCS JJICKT-
pomoM, TMPUMEHEHHE YacTUYHO WM ITOTHOCTBIO aBTO-
MaTU3UPOBAHHON HAIUIABKU IUIABSIIIUMCS DJICKTPOIOM
MO3BOJIICT 3HAYUTEIHHO TIOBBICHTH ITPOM3BOAUTEIH-
HOCTH MPOIecCa M Ka4eCTBO HAIUIABICHHBIX MOKPBITHH,
HO COIIPSDKEHO ¢ 00Jiee KECTKUMH YCIOBUSIMHU (HOpMUPO-
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BaHMS CTPYKTYPHI, OCKOIBKY YBEIUYCHHE KOTHMYCCTBA
BBOJIMMOM TEIUIOTHI U 00beMa pacIlIaBIeHHOT0 MeTajula
BBI3bIBAET POCT YPOBHsI CBAPOUHBIX HANpspKEHUH [12].
W3BecTHble NPUHLUIBI YNPaBIEHUS TEILIOBIOXKE-
HUEM OCHOBaHBI Ha JO3MPOBAHUH BBIIEIAEMOTO B MPO-
Lecce HaljIaBKU TeIlla, YTO Ha NPaKTUKE peaju3yeTcs,
HampuMep, MpU MUTAHUH CBAPOYHOH IYT'W HMITYJIbC-
HbIM [ 13] 1 MomynupoBaHHEIM [ 14] ToKOM, BO3/1€licTBHEM
Ha 3JIEKTPOJ, BBICOKOYACTOTHBIX UMITYJIbCOB [15] wnmm,
B CaMOM JOCTYIIHOM M PacHpOCTpaHEHHOM BapHaHTe,
BapbUPOBAHUEM IIOTOHHON SHEPrUM HaIUlaBKU. Bmecte
C TeM M3MEHEHHUE MOTOHHOW 3HEPruy XOTs U MO3BOJISIET
YIOPaBIATH pa3MepoM U (GOpMOH CBAPOYHON BAHHBI U,
B KOHEYHOM CYETe, CBOMCTBAaMH HAILIABJIEHHOI'O CILIaBa,
HO BO3MOJKHO TOJIBKO B OIIPEJEJICHHBIX JHaa3oHax
MOIIIHOCTEH CBApPOYHOU JYTH U CKOPOCTH HaruaBk [ 16],
3(Q(PEKTUBHBIX A KOHKPETHBIX CHCTEM JICTHPOBa-
Hus [17; 18]. [Ipudem ecnu asnst ynpaBieHUs] pa3MepoM
CTPYKTYPHBIX COCTAaBISIOMINX M (ha30BBIM COCTAaBOM
HAIUIaBJIEHHOTO XPOMOHMKEJIEBOIO CIUIaBa CKOPOCTb
HaIJIaBKM MOXKHO H3MEHATh B JOCTaTOYHO IIHPOKOM
HHTEpBaje, COXpaHssi Oe3nedexTHoe (GopMHpOBaHHE
HaIUIaBJIEHHOIO METaJlla, TO B Cllydae HallJIJaBKU BBICO-
KOYIJIEPOIUCTBIX H OOpCOAEPIKAIIUX H3HOCOCTONKUX
cru1aBoB 3(h(hEeKTHBHEIN ANATa30H CKOPOCTEH CyKaeTcs.
YMEHBIIUTh 3aBUCHMOCTBH ITOJBOAUMOrO K (PpOHTY
KPHUCTAIIM3ALUH TEIUIA OT BEJIMUNHBI IIOTOHHOH SHEPTHU
BO3MOXHO ITyTE€M YACTUYHOI'O MJIU MTOJTHOTO UCKITIOYEHHS
METaJIJIMYECKON MTOJUIOKKU U3 CBApOYHOIO KOHTYypa [19]
WIM TpUJAHUEM JAyre IONEPeYHbIX MepeMelleHHH Mo
TOBEPXHOCTH CBApOYHON BaHHBL. Takoil TEXHOJIOTH-
gecku Oojee THOKUH BapHaHT YIPABICHHUS TEILIO-
BIIO’KCHHEM BIepBble Obl1 MccienoBad [.IN UepHbimie-
BeiM, b.H. Kymuupenko, M.M. lUltpukmanoMm erie
B 60—70-x romax IpoILIOro BeKa U YCIELHO IIPUMEHs-
€TCsl B HACTOs1LIee BpeMsl IPY MEXaHU3UPOBAHHOM LIMPO-
KOCJIOMHOW HaIlJIaBKe HM3HOCOCTOMKHX cIiaBoB [20].
OpaHaxko HauOOJIBIIYIO YYBCTBUTEIBLHOCTD K KOJI€OaHUSIM
UIEKTPO/a, COBEPIIAEMBIM IIONEPEK CBApOYHOM BAaHHBI
C 3alaHHBIMHU YacTOTOM M aMIUIUTYIOH, MPOAEMOHCTPH-
pOBaNN CTPYKTYpPbI TOIBTEKTUUCCKUX U IBTCKTHYECKUX
HM3HOCOCTOMKHX CIUIABOB C IOBBILIEHHBIM COZIEPKaHUEM
xpoma u ymiepoaa [17;21; 22]. B oraenbHbIX cilyyasx
BO3HHUKAIOIINE B PE3YJIbTaTe epeMeIeH I 1yTru HOBTOP-
HbIE TEIJIOBBIE BO3ICHCTBUS Ha KPHUCTAIIM3YIOIIHUNCA
MeTaJlJI CIIOCOOHBI MPUBECTH K U3MEHEHUSIM MOP(OJIOTHH
u pasMepa kapoumHoi ¢as3sl [23]. ITosTomMy momaranm,
9TO HCIIOJB30BAHME KOJEOMIOMIETOCS DICKTPOAa UL
HaIJIaBKH CIUIaBa, COAEPIKAIIETO IBTEKTHYECCKHE (ha3bl
aJIOMMHUJA HUKeNs, SABJIseTcs Oojiee MpeArnoYTHTENb-
HBIM CIIOCOOOM YIPaBJICHHUS TEPMHUCCKIMHU yCIOBUSIMU
(OpMHUPOBaHUS CTPYKTYPHI, 00CCIIEUNBAIOIIEH MOBBIIIE-
HHUE TePMOCTONKOCTH HAIUIABICHHOTO OKPBITHSI.
Lenpro paGoOTHl SBISUIOCH BBIABICHHE OCOOCHHOC-
Teil popMHUPOBAaHMS CTPYKTYPHI HA OCHOBE ATIOMHUHHIA

HUKCJIA B NPOLECCE HAIJIaBKU B YCJIOBHUAX MHOBTOPHBIX
TCIIJIOBBIX BOSHeﬁCTBHﬁ Ha HaIJIaBJICHHBINA METaJlI.

MpuMeHseMble MaTepuanbi
U MeToAbl UCClIef0BaHuS

B kauecTBe 371E€KTPOIHOrO MaTepuaa HUCIOIb30BalIl
KOMITO3UIMOHHYI0 1poBoiioky (KIT) mmamerpom 3 mm.
Ee msroraBnmBanm myTeM MeXaHH3WPOBAHHOTO 6O-Kpar-
HOTO COBMECTHOTO BOJIOYCHHS Yepe3 TBEPAOCIUIABHYIO
¢Gunbepy 0OOJIOUKH TIPOBOJIOKM M3 HHKEJICBOH JIEHTHI
W HATIOJIHUTENSA, KOMIOHEHTAMH KOTOPOTO SIBJISUIHCH
METAJUIN4YECKUE MPOBONIOKU U3 AIIOMHUHUS, BONIb(pama,
MOJHO/ICHA, a TAK)KE METAJUTMUCCKOTO TIOPOIIIKa TaHTaIa
u xpoma. Takasi KOHCTPYKIMS KOMIO3UIIMOHHOM MPOBO-
1ok (puc. 1) obecriednBaeT OJHOPOIHOCTD pacipeese-
HUSI KOMIIOHEHTOB HanonHuTens no anuxe KII, koropyro
B ITOPOIIKOBBIX MTPOBOJIOKAX MOKHO JTOCTUTHYTH TOJNBKO
MOCIONHBIM PACIOJIOKEHUEM B HAINOJIHUTENIE KOMIIO-
HEHTOB C ONM3KMMH (DPU3NKO-MEXaHHYCCKHMHU CBOWCT-
BaMH. XapakTepHasl AJIsl KOMIO3ULMOHHOIO CTPOEHHUS
HEOTHOPOIHOCTh B PACTpPENCNCHUN TETIO(U3NIECKUX
CBOICTB B MONEPEYHOM CEUEHUHM KOMIIEHCHUPYETCS
HAJIMYMAEM XOPOIIETO 3JIEKTPUICCKOTO KOHTAKTa MEXKIY
nosepxHocTaMu KomnoHeHToB KII, uto obecrneunBaer

Kommno3uimonHas Vv
____TPOBOJIOKA ___
o

CrabHas
TTOJIJIOKKA

YuacTKu B3aMMHOTO HEPEKPBITUSL F
u
COCEIHUX BaJIMKOB

Puc. 1. Cxema popMupoBaHHUs HAITABICHHOTO MOKPBITHS
f— yacToTa nonepevHbIX MePEeMEIIEHHI TyTH MO0 TOBEPXHOCTH
CBApOYHOIt BaHHbI; V| — CKOPOCTh KoslebaHuit 31meKkTposa;
¥V — CKOPOCTb HAIUIaBKH; /i — IIIar HarIaBky; b — pa3max Konebanuit
3JEKTPO/Ia; e — MIMPUHA BAJIMKA; g — BHICOTA BAJIMKA,

F, — nuioma/ip HarIaBjIeHHON 4acTh BaInka

Fig. 1. Cladding process
f— frequency of the transverse arc oscillations over the weld pool;
V. —electrode transverse oscillation velocity; V, — surfacing rate;
h — surfacing increment; b — electrode amplitude; e — weld bead width;
g —weld bead height; F — area of the surfaced part of the bead
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obicTphIil HarpeB. Pacdyernsiit cocra KII obecnieunsan,
C Y4ETOM IOTEPh NEMEHTOB Ha OKHCIECHUE B CBAPOUHOU
Jyre, CTEXHOMETPHYECKOEC COOTHOIICHHE MEKIY Mac-
caMM HMKeNsd M alOMHHUSA, paBHOe ~06,5. Beibop BBO-
muMbIX B HarmoiaHuTens KII TyrommaBkux Jgerupyromux
3JIEMEHTOB (BoNb(ppama, MOIMOIEHA ¥ TAHTAJIa) HAIIPaB-
JICH Ha YNPOYHCHHE Y-TBEPIOTO PACTBOPA U YBEIUUCHHUE
crabunuzanuu y'-¢aspl npu nosslieHHbIX 10 1100 °C
temmeparypax. ComepkaHue XpoMma B HAIUIABICHHOM
criaBe OT 4 Mmac. % B COBOKYHNHOCTH C alFOMHUHHEM
o0ecrieunBacT BBICOKHH YPOBCHb CTOMKOCTH K BBICOKO-
TEMIIEPATyPHOMY OKUCIICHHIO HAIUIaBIEHHOIO MeTala.
HamnaBky mpowm3BoamiM Ha IUTACTHHBEI ¢ rabapuramu
12x80%170 mm u3 cranu SXHM.

[lomyueHHbI HaIIaBJIEHHBIM CIJIaB Ha OCHOBE
JIETUPOBAHHOI'O ATFOMUHHJA HUKEN MMEIl CIEAYIOLUi
XUMHUYECKHH cocTaB, Mac. %:

Ni........ OcHoBa W......... 3,3-3,6
C......... 0,2-0,3 Mo........ 2,6-3,1
Al........ 8,2-8.,5 Ta......... 2,3-2,5
Cro........ 4,0-4,2 Fe......... 12-15

B cranpHO# nouioxkke Ha imyouHe 1,5 MM OT moBepx-
HOCTH PaBHOYJAQJICHHO IPYT OT ApYra MpeaBapHTEIHEHO
YCTaHABIUBAIM TEPMONApHl U3 BOIBGPAMOPECHUEBOTO
crutaBa BP 5/20. D70 mo3Bomsuio mpH pacIulaBICHUN
OCHOBHOI'O M€Tajlla U3MEpSATh TeMIIEpaTypy B HUXKHEH
YacTW CBAPOYHON BaHHBI M BONW3M (PPOHTA KpHCTA-
nu3anuu. g M3roToBieHHs TEepMONap HCIOIb30BaIH
npoBosioku auameTrpom 0,6 MM. B mporecce HamnaBku
CUTHAJ OT TepMorap obpadaTbiBaics MHOTOKaHAIbHBIM
aHaioro-nuppoBeiM  TpeodpazoBarerem LA-20USB
(BAO «PynueB—1llunseB», r. MockBa) W MocTynajl Ha
KommbioTep. st perncrpanuy, BU3yaslH3allMd U aHa-
JIM3a CUTHAJIa B BUJIE BpEMEHHOH 3aBUCUMOCTH TeMIepa-
TYpBI HCIOTB30BaH mporpammy «PowerGraphy.

Temmeparypa IUIaBJICHUS MCCIEIYyEeMOro —CIijiaBa
Obuta ompeneneHa merogoM auddepeHnnanbHON cKa-
HUpYIOLIEeH KajopuMeTpuun u cocraBuia ~1386 °C.
HccnenoBanne CTPYKTYpHI M JIEMEHTHBIH aHAIN3 MpO-
BOJMJIM HAa METaJUIOrpapUUeCKUX NUIN(AaxX C HCIOIb-
30BaHMEM DIIEKTPOHHO-MOHHOTO MuKpockona (FEI
Versa 3D, CILIA).

VcpiTanne HamaaBiIeHHBIX CIUIABOB Ha  COIPO-
TUBJIEHHE OOpPA30BaHMUIO TPELUIMH TEPMHUYECKOH ycra-
JIOCTH BBITIONHSIIA METOJIOM TEPUOMYECKOrO TEPMH-
YECKOr0 BO3JCHCTBUSL C ONpEAENIeHUEM KOIUUECTBa
TEIUVIOCMEH  «HArPEeB—OXJIAXICHWE» 1O  MOSBICHUS
MEPBBIX YCTAJIOCTHBIX TPEIIMH Ha oOpa3uax pasme-
poM 15x15x4 MM, M3rOTOBIEHHBIX M3 HAIUIABIEHHOIO
(B 1 cnoit) Metanna. Takyke U3roTaBIMBaIu 00pasLbl s
WCTIIBITAHUM HAIJIABIICHHBIX TMPOMBIIIJICHHBIX CILIABOB
«Stoodite 6» u «Hastelloy-C». HcmbiTyemble 00pa3iibl
nomemanu B Harperyto 10 ¢ = 1100 °C neus, BbIACPKU-
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BaJIi 6 MUH U B Teuenue 7-9 ¢ oxmaxknamu go ¢ = 25 °C.
JuTenpHOCT, HCHBITAaHUSA cocTaBmsia 240 temroc-
MeH. OIeHKY CTOMKOCTH K OKHCJICHHIO MPOBOAMIN IO
W3MEpPEHUI0 TIOTePU MacChl HCTBITHIBAEMBIX 00pa3IoB
yepe3 Kaxaplie 30 TemmocMeH Ha aHATUTHYECKUX Becax
VIBRA HT-124RCE (Shinko Denshi Co. LTD, Slnonwust)
¢ TouHOCThIO 710 0,1 MT.

TexHuKa opMuUpoBaHUS
HaniaBneHHbIX MOKPbITUN

HamnaBky KOMIO3UITMOHHOM MPOBOJIOKOH OCYIIIECTB-
JISUTA Ha cBapo4HOM aBroMare «A2 Mini Master» (ESAB,
[Berus), cHAOKEHHBIM MEXaHU3MOM KOJICOAHUM DIIEKT-
POAHOTO y371a B MONEPEYHON MIOCKOCTH MO OTHOILEHHIO
K HalpapJIeHHUIO HartaBky. KnHemarmyeckas cxema Kole-
Oarenst OCHOBaHA HAa MPEOOPa30BaHUU BPAIICHUS BBIXO-
HOTO Bajla MOTOP-PEAYKTOpa B BO3BPATHO-TIOCTYIIATEIIh-
HOE MPSIMOJMHEHHOE IBIDKCHUE CYIIOPTa, ¢ KOTOPHIM
COCIMHEH MEXAaHN3M, TOJAIONIHHA IEKTPOAHYIO TIPOBO-
noky. [lomydaembie Takum 00pa3oM KoieOaHUS IIEKT-
poia B TONEPEYHON IIOCKOCTH MOTYT COBEPIIATHCS CO
ckopocTho (V) ot 16 10 50 MM/c 1 XapaKTepu3yrOTCs
3amezieHreM (rpumepHo o 0,1 ot VHH) CKOpPOCTH J[BU-
JKEHUSI AIIEKTPOAA TIPU JOCTIDKCHUU UM KpaiHUX TIOJIO0-
JKCHHH, OIpeJIeNIIeMbIX BRIOPAaHHBIM pa3MaxoM KoseOa-
Huii snekrpoja (b).

[TockoabKy CKOPOCTh MONEPEYHBIX IMEPEMEIICHUN
CHHXPOHU3UPOBaHA C JIMHEWHOW CKOPOCTBHIO HAILIABKU
(V,), T0 mar HamiaBku (h) yCTaHABIMBAECTCS CHCTE-
MOI aBTOMAaTHYEeCKH M3 pacuyeTa COXpaHCHHS 3aJaHHOU
BEJIMYHNHBI VH. [ToBbIIeHNE CKOpOCTH VHH 1o ~50 mm/c
CONPOBOXKAACTCSI YMEHBIICHWEM IIara HAIUIABKH, YTO
COOTBETCTBYET JIOCTIDKCHHIO MAaKCHMAJIFHOTO 3Hade-
HUS TIOTIEPEYHBIX TEpPEeMEIIeHu ayTu 3a 1 ¢, gacToTa
KOTOphIX (f) mpuOmwxkaercs k 3 I'm, a cHmxenne V
no 16 MM/C IPHBOOHUT K YBEIHUYCHUIO IIara HAIUTaBKA
U CMeIIaeT YacToTy / K MUHUMAaJIbHBIM 3Ha9eHIsIM ~1 [t
(cm. puc. 1).

@dopMy HAIIABICHHBIX BAJIIMKOB OILICHUBAIH C TIOMO-
B0 KOOY()PUIMEHTA TIONHOTHI BaluKa (WU, ), KOTOPBIA
pacCUMTHIBAIM KaK OTHOIICHHE IUIOMIATU IOTepey-
HOTr'0 CCUCHHUs BaJlIMKa K IUIOMIaJAd MOPAMOYTOJIbHUKA,
OCHOBAHHE M BBICOTA KOTOPOTO PaBHBI COOTBETCTBEHHO
IIMPUHE e W BBIMYKIOCTH Banmuka g (cM. puc. 1). [pwu
(OpPMUPOBAHUY HAIUIABICHHOTO MOKPBITHS B OUH CIION
BEIMYMHY B3aMMHOTO TEPEKPHITHS CMEXHBIX BaIUKOB
BapbHpoBaiy B auanasone 30-50 % B 3aBucUMOCTH OT
k03] puIMeHTa | HamIaBIeHHbIX BanMKoB. Jlons ydac-
THSl CTAJIbHOW WOMJIOKKMA B HAIUIABICHHOM MeETallie
cocrasisuia 16-20 %.

Jns  xadecTBeHHOTO (OPMUPOBAHUS BalWKa HAa
MIOBEPXHOCTH CTAILHOW MOAJIOKKH HAIIABKY BEIU CO
ckopocTeio 19 cM/MuH. [IpeBbllieHne ATOTO 3HAYCHUS
00yCIIOBIHMBACT yXy/IlIeHHe (GOpMHUPOBAHHS HAILIABICH-
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HOTO BaJIMKa, YTO BBIPAXKAeTCS B HECTAOMILHOCTU €T0
(hopMBI U pa3MEpOB B TIONIEPEYHOM M MPOJOIBHOM CEYe-
Husix. [lpu ymensmennn ckopoctu HaruaBku (<10 m/9)
OTTECHEHHE pacIulaBa B XBOCTOBYIO YaCThb CBapOYHOM
BaHHBI 3aMETHO OCladJsieTcs, 1 00beM BaHHBI IO AYyTOM
YBEJIIMYMBAETCS, YTO MPHUBOIUT K YMEHBIICHUIO JJIMHBI
Iyru U Aecradwinsupyet npouecc pacriiaBienus KII.
CrabuipHOE CYIECTBOBAHHUE CBAPOYHOM JIyTH, UCKIIIO-
yarolllee 3aMbIKaHHE JyTOBOIO MPOMEXKYTKa TYroIjaB-
KHM CEpJICYHUKOM, OOecIieunuBacTcs IpH U,=27B.
Bri6op Benmuunbl cBapouHoro Toka [ =280+ 15 A
ObUT OOYCJIOBJIEH JOCTHM)KCHHUEM TEIUIOBOM MOIIHOCTH
CBapOYHOM IyTH, HEOOXOIUMOM JIJIs pacIlIaBICHHS TYTO-
TJIABKOTO CEPJICYHUKA B HAMOIHUTENE KOMITO3UITMOHHOM
MIPOBOJIOKH, ¥ MPEAOTBPALICHUEM IeperpeBa o0pasyro-
uieiics Ha ee Topue Karui. Ha mepBbIX cTamusix Termo,
HeoOXoAuMoOe ISl TOJ/IeP KaHusl Mpolecca paciuiaBie-
HUS KOMIIOHEHTOB HAllOJIHUTENS, MMOCTYHaeT OT aHO-
HOIO MATHA, PACHOJIOKEHHOTO Ha TOPILE TYTOIIaBKOTO
BOJB(PAMOMOITUOICHOBOTO ~CEep/ICUHNKAa. B MOMEHT,
KOIJla pPaciulaB IOJHOCTbIO MOKPBIBAET TYTOIUIABKHMA
CepleYHUK, aHOAHOE IIATHO IepeMellaeTcs Ha Tople-
BYIO TIOBEPXHOCTH (popMHupYrolieiics karmmu. OTaeneHue
KalUId TIPOMCXOIUT TIPH €€ CTCKaHWW 10 TOBEpPX-
HOCTH YaCTUYHO PACIUIABICHHOTO CEpACYHMKA, TOCIe
4ero BOKPYT HETro0 HauuHaeT (HOPMHUPOBATHCS HOBBIH
00beM pacIIaBIEHHOTO MeTajlla, MOCTYMAaoLero U3
HarnoJHuTest [24].

HcTOYHMKOM CBAapOYHOTO TOKa (TOK MOCTOSHHBIH,
MOJIIPHOCTh O0OpaTHAst) CIYKUJ TUPUCTOPHBIM BBINPS-
mutens LAF 1001 (ESAB, HIsenus). OcHOBHBIE TeX-
HOJIOTUYECKHE IapaMeTphl PeKUMa HAIUIABKU OBLIA
(134701117 CH

Bemnuuna cBapounoro Toka (1), A.......... 280+ 15
Hanpsokenue na nyre (U),B............... 27+1
Pasmax kosiebanuit (b), MM . . .. ............ 10

YacToTa MonepeyHbIX MepeMenieHHl

(xoneOanwmii) gyru (f), I ................ 1,3;2,0; 2,8
CxopocTh HammaBku (V) ), CM/MHH . ... ....... 19+1
Pacxon 3ammtHOro rasa (aprosa), Ji/MuH . . . . . 25-30

PesynbTaThl U X obcyxaeHue

AHanu3upysi W3MCHEHHE TEMIIEpaTypbl Ha CTaaAnu
Harpesa M OXJIQXKJICHUS! MeTalja Ipy AyroBOH HalaaBKe
0e3 TonepeyHbIX MepPeMEIICHUH KOMIO3UIIMOHHOM Tpo-
BOJIOKH, MOXKHO OTMETHTb, 4YTO TEPMHUUYECKUE IUKIIbI
XapaKTePU3YIOTCSI €IUHCTBEHHBIMU NHUKaMH (pHC. 2, a),
KOTOPbIE COOTBETCTBYIOT JOCTH)KEHHIO MaKCHUMAJbHOU
TEMIIEpaTypbl B MOMEHT KacaHHs PacIUIaBOM IOBEPX-
HOCTH crasi Tepmonap. J{is cTaguyu OXJIaXIeHUs! CBOi-
CTBEHHA JIOBOJBHO BBICOKast ckopocTh (~100 °C/c)
BONM3M TeMIepaTyp KpUCTAIM3alUM, a 3aTeM, Hadu-
Has ¢ 1300 °C, nagenue temmneparypbl 3aMeIIsieTCs 710
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Puc. 2. TepMuuecKie LUKIIBI POIIECCa HAIUIABKU
6e3 KoneGaHui A1eKTposa (a) U ¢ IIepeMeIleHAsIMA TyTH
T10 TIOBEPXHOCTH CBAPOYHON BaHHEI (6—2)
cgacroroid /= 1,3 ' (0), 2 T'11 (8), 2,8 ['11 (2)
1, 2, 3- KPHUBBIC U3MEHEHUS TEMIIEPATYPhI, COOTBETCTBYIOIINE MECTAM
PACIIONIOKEHUS CIIa€B TEPMOIIap B OCHOBHOM METAJLIC

Fig. 2. Thermal cycles of the surfacing process
without (a) and with electrode oscillations (6—2)
atf=1.3 Hz (), 2 Hz (8), and 2.8 Hz (2)

1, 2, 3 are the temperature curves as recorded by the thermocouple
junctions within the base metal
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~20 °C/c. ®@opmupyromascsi B TaKUX HEPaBHOBECHBIX
YCIIOBUSX CTPYKTYpa HAILIABICHHOTO CIuIaBa (puc. 3, a)
COACPKUT JBE 0ONAacCTH C MPHOIN3UTEIBHO PaBHBIMU
o0beMHBIME JOsIMU. OfHA U3 HUX OTHOCHTCS K JICTH-
POBaHHOMY Y-TBEPIOMY pacTBOPY (TIIEPBUYHO KPUCTAJI-
TH3yeMble ICHIIPUTHI), @ BTOpPasi COCPEAOTaunBAECT B ceOe
JUCTICPCHBIC YaCTUIBI Y'-(a3bl IIaCTHHYATOH (HOPMEI,
KOTOpbIE, COIIACHO YCTOSBIIUMCS B JIHTEpaType IMpea-
CTaBJICHUSM O CTPYKTYypHO-()a30BOM COCTOSIHUH CIIIa-
BOB Ha ocHOBE Ni,Al [4], 00pa3yt0TCsl 110 SBTEKTUIECKOM
peakuuu L <y + 7',

AHamu3 yYacTKOB COCPEIOTOYCHHUS IBTCKTUKU
BBISIBWJI 3aMETHYIO HEPaBHOMEPHOCTb B pacrpezese-
HUH JKeJe3a W AOMHHHUS MEXKIY IBYMS OCHOBHBIMU
¢dazamu. HaubomnbIiee copepikaHue aTFOMHHNS 1 HUKEIs
COOTBETCTBYET OOJIACTSIM COCPEIOTOUCHHS HUKEIh-aTF0-
MHUHHEBON 3BTEKTHKH (pHC. 4, a, 0), a jKele30 Kak die-
MEHT, 00pa3yloIIiii HENpPEPBIBHEIA TBEPIBIH pPacTBOP
C HUKEJIeM, IPEUMYIIECTBEHHO pacTBopsieTcs B y-dase.
Hanmane sxenesa B y'-dasze 00bSCHIETCS CIIOCOOHOCTHIO
€ro aroMOB K 3aMEIIEHUI0 B COEIMHEHUU Ni3A1 KaK
HUKEJISI, TaK U ATFOMHHUSL.

[Ipunanue snexrpognoit KII momepeunslx nepe-
merienuit (f=1,3 ['n) GopMupyer Ha KpHBOH OXJIax-
JCHHS TEPMHUYECKOTO MHKJIa THKH (CM. puc. 2, 0),

Cerperauun
T.ILY.-ha3

\,)J; >

COOTBETCTBYIOIIIME  KPATKOBPEMEHHBIM  KOJICOAHUSAM
TeMIIepaTypbl OT IIOBTOPHOTO HarpeBa Jyroid paHee
OXJIXKJIEHHOTO MeTaluta. XapakTep TeMIlepaTypHbIX
MMUKOB NHKJIOB [, 2, 3 yKa3plBaeT Ha OrPaHUYCHHOE
BpeMs HAXOXKJICHHUS KPUCTALTH3YIOLIETOCS METalia Mo
NCWCTBHEM BBICOKHX TEMIIEPaTyp, YTO OOYCIOBIECHO
PETYASPHBIM TIEpepacipeieICHUeM Topsiueil M XOJIo[-
HOU o0JacTell CBApOYHOM BaHHEI IIPH €€ MEPEMEIICHUSX
BCJIe]l 3a JYTOM B TONEPEYHbIX HampaBieHusX. OmaHako
MepeMelIaomascs Beiel 3a MCTOYHMKOM Terlia, T.e.
JIyTOH, CBapodHasi BAHHA TOAIIIABIISET paHEee OXJIAXKICH-
HBI MeTaJljl, U Jajiee MPOLECcC KPUCTATU3aLUN dTUX
YYacTKOB BO300HOBIsIeTCs. [lepuognyHOCTh 3TOTO TPO-
Lecca BbBI3BIBAET JI€30PUEHTAIMIO HAlpaBJIEHUS POCTa
KPUCTAJUIMTOB M WX TMEpeIUIeTeHHe, 4TO XapaKTepHO
JUIS. HUKHEW W 4aCTUYHO CpPENlHEeW 4yacTel HaIUlaBIICH-
Horo Basmka. CTpykTypa, hopMupymomascs B BepXHen
(paboueii) 4YacTH HaIJIaBICHHOTO Bajuka (puc. 3, 6),
o0J1ajiaeT BBICOKOW CTEMEHBIO JUCIIEPCHOCTH YYaCTKOB,
COZIePIKALINX Y'-3BTEKTUKY, pa3Mep KOTOPBIX HE MPEBbI-
mraeT 20 MxM. O6nacTH Y-TBEPAOTO PAaCTBOpPA COACPIKaT
HEOONBIIYI0 OO Cerperanuid IPEIIOIOKHTEIEHO
T.I.Yy.-¢a3.

Mopdonorudeckre u3MeHEHUS Y -(Pa3bl MPOSIBIIOT-
csi B TpaHC(HOPMUPOBAHMM CKOIUICHUH 4YacTHI[ IJiac-

Puc. 3. CTpyKTypbl CIIIaBOB, HAIUIABICHHBIX 0e3 KoleOaHuil 31eKTposia (a) U ¢ epeMeIleHUsIMA IyTH
10 IOBEPXHOCTH CBAPOYHOH BaHHBI (0—2) ¢ yactoTol f= 1,3 't (0), 2 '1x (8), 2,8 ['1x (2)

Fig. 3. Structures of the alloys surfaced without () and with electrode oscillations (6—) at f= 1.3 Hz (6), 2 Hz (), and 2.8 Hz (2)
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[x], at. %
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[x], at. %

Puc. 4. CrpoeHne 1 2JIEMEHTHBII aHAIIN3 Y4aCTKOB COCPEIOTOUCHHUSI DBTEKTUKH I10CIIC HOHHOTO «TPABJICHHS» B CILIABaXx,
HAaIUIABJICHHBIX 0e3 KoeOaHuit aIeKTpoa (@) U ¢ HepeMenIeHIsIMHE JyTH MO TOBEPXHOCTH CBAPOYHON BAaHHBHI (6—2)
cgactoroit f=1,3 't (0), 2 I'ry (8), 2,8 I'rx ()

Fig. 4. Structure and elemental composition of the eutectic concentration areas after ion “etching”
in the alloys surfaced without (a) and with electrode oscillations (6—2) at f'= 1.3 Hz (6), 2 Hz (8), and 2.8 Hz (2)

TUHYATOX U OCTPOYTONBHOH (OpM (XapaKTEpHBIX JUIS
CTPYKTYp, TMOJydYeHHBIX O3 KoJeOaHus DIeKTponma, —
puc.3,a u 4,a) B y4acTKH CJIOHUCTOM TEKCTYpHI (TIpH
f=13T1), KaxIplii CIIOW KOTOPOH OTIMYAETCS KpPH-
cramorpaduyeckoil opueHTanuei. Banuk, HanaBieH-
HBIA C KOJEOAHUSMH DJIEKTPOIa, OTIMYACTCS 3aMETHO
Bo3pocmei (B 1,5-1,7 pasza) mmpuHo#t (puc. 2, 6), HO
MeHbIIMM 3HaueHueM mnokasarens p o (0,72 <0,88) mo
CPaBHEHUIO C BAJIMKOM, HATJIABIICHHBIM 0e3 KoJleOaHuH.

YBenmuenne 4actoTsl f 10 2 ['11 MpUBOAHT K OKHIae-
MOMY COKpAIIIEHUIO MPOTSHIKCHHOCTH CBapOYHON BaHHBI
U (ppOHTA KPUCTAIITU3AINH, YTO BBIPAKACTCS B OIH3KOM
xapakrepe (OPMUPOBAHUS KPHUBBIX HArpeBa M OXJIax-
ICHUST B KOHTPOJHPYEMBIX Toukax. CKOpPOCTH OXJIaxK-
JICHUsST 3aMEJISIETCSs, a TeMIIEPaTypHbIC MHKH ITOBTOP-
HBIX TEIUIOBBIX BO3ACHCTBUM OT MNEpPEeMEIICHUH Ayrd
CTaHOBSTCS MCHEE BBIpAXEHHBIMU (pHC. 2, ). Taxme
U3MCHEHHs OOYCIIOBIMBAIOT JOMUHHPOBAHHE B CTPYK-
Type Y-TBEPJOTO PacTBOpa, Pas3lCICHHOTO y4YacTKaMH
(parMeHTHPOBAHHON HHKEIb-ATIOMHHUCBOIN IBTCKTUKU
(puc. 3, 6 u puc. 4, 8). COOTHOIICHNE HUKENS U aJTFOMH-
HUSL B OTHX YYacTKax HE JOCTHTAeT CTEXHOMETPHYEC-
Koro, Heobxonumoro st obpasosanus y'-Ni,Al-haser

(puc. 4, ). Dopmupyrommiics mpu f =211 Bamuk
HAIUIABJICHHOTO METaJlla MPH COIOCTaBHMOW IIMPUHE
XapakTepusyeTcss Heckoibko 00mpimuM (0,75) 3Haue-
HUEM KOA(Q(HUIIUCHTA ITOTHOTEHI.

JanbHeiiee yBenuyeHHe 4acTOThl KOJICOaHUH JyTH
no f=2,8I1 criaxuBaeT TeMIIEpaTypHBIC IHKH OT
MTOBTOPHBIX HATPEBOB Ha KPUBBIX OXJIAXKIEHUS (pHC. 2, 2),
a TaKk)Ke COKpAaIIaeT WHTEPBAJIbl BPEMEHU MEKIY ITHKO-
BBIMU 3HAYCHUSIMH TEMIICpaTyp. DTO CBHICTEIHCTBYET
0 BBIPaBHUBAHUH TPaUCHTA TEMIICPATYphI IO IIHMPUHE
CBAapOYHOW BaHHBI, MPOTHKEHHOCTh KOTOPOW O] BIIHSI-
HUEM OBICTPOABIKYILCICS B MOMEPEYHOM HAIPABICHHH
(co ckopoCThO ~44 MM/C) CBapOYHOH IyTH COKpala-
eTCs OMHOBPEMEHHO C BO3pacTaHHeM o0beMa pacIliaBa.
VmenHno mostoMy mnpodunb HAMIaBICHHOTO BAaJIMKa
XapaKTepu3yeTcs elle Oonbliel «monHoToi» (p, = 0,82)
(puc. 2, 2) MO CpaBHEHHWIO C BaJIMKaMH, TOJTYYCHHBIMU
[IPY MEHBIIUX 3HAYCHUSX f.

WsmennBmmecs npu f=2,8 11 ycioBus MoaBoIa
TerIa K (pPOHTY KPHCTALTH3AIMN YBEINIUBAIOT JTATCITb-
HOCTb HAXOKACHHS KPHCTAJUIM3YIOIIETOCS MeTaia IpU
TeMIlepaType IUIABICHUS aTIOMHHHIA HUKes (pHc. 3, 2).
B sTux ycnoBusx GpopmMupoBaHue CTPyKTypbl HAUMHACTCS
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¢ 00pa3oBaHMs JCHAPHUTOB JICTUPOBAHHOIO Y-TBEPAOTO
pacTBOpa, a 3aBepIIACTCS — 00Pa30BAaHUEM HUKEIb-AITIO-
MHUHHEBOIO MapTeHcuTa (pemieTka tuna L1 ) Ha ydacTke
(azoBoli muarpammMbl Mexy Y'-asoit u B-(NiAl)-dazoii.
Hawnbonee BeposTHas MpUYKMHA €r0 00Pa30BaHUS — 3aMe]I-
JICHHOC OXJIAKACHHUC HHUKEIb-ATFOMUHUCBOIO  CIIaBa
¢ temneparyp Huxe 1200 °C o cpaBHEHHIO €O CKOPOCTBIO
OXJIAXKICHUS, XapaKTEPHOW IPU HCIIONB30BAHUH MAaITBIX
3Ha4YeHMH f W TIpH HariaBke 0e3 KojaeOaHWil, Ha BO3MOXK-
HOCTB Y€ro yKa3biBaeTcsi B padore [25]. bonee miurensHoe
HaXO)KJACHHE MeTalla MPU TOBBIIICHHBIX TeMIlepaTypax
CITYKUT d(PPEKTOM «OTIKUTa» U MO3BOILIET Tepen o0pa3o-
BaHMEM MapTEHCUTA OXJIAXKIICHUS MTPOU30MTH MOTYIISIIUH
COCTaBa CIUIABA C MPECHIILICHUEM ero aTOMaMH aJTFOMUHUS,
00Ia1aroIero, o JaHHBIM [26], HanOOIBIIHM KO PHIIN-
eHTOM Au(dy3un B HUKeNE (B paccMaTPHBACMON CUCTEME
JIETHPOBaHM ) IpH Temreparypax Boime 900 °C, uro caBu-
raeT COCTaB CIIaBa K OOJACTH CYIIECTBOBAaHUS [3-(asbl.
W3ydenne MapTeHCHTHOW OONacTH TOCIE €€ HOHHOTO
TPaBICHUS C MOBEPXHOCTH B IIyOb METajUIa IOKa3ajo,
YTO OHA COCTOMT W3 OTHOCHUTEIBHO TOHKHX IITACTHHOK
(300-600 H™M), HaxoAAIIMXCS B JBOMHHMKOBOH OpHEHTa-
UM C KaXIIOW BTOPOH IUIACTHHON B makete (puc. 4, 2).
CooTHOIICHHE B MAKETe MEXKIY aTOMHBIMH MacCaMu
HUKES U amtoMuHus cooteTcTBYeT Ni, Al-(ase.

W3meHnenne CTPYKTYpbl HCCIEIYyeMOro MeTajuia
O] BJIMSIHAEM IIOTEPEYHBIX TEePEMEICHHA JIyTH OKa-
3aJI0 BIUSHHE HAa €r0 TBEPHOCTh, KOTOPAsi B 3aBUCHMO-
CTH OT YacTOThI KoJcOaHUI BapbUPYEeTCs B JHAINla30HE
27-35 HRC. Iloka3arenpHo, 9To mociie ~50 TemiocMeH
(puc. 5) TBepAOCTH cIIaBa, HAaIIaBIeHHOTO ¢ f = 2,8 ',
MEPEeCTaeT 3aBUCETh OT IOCIEAYIOIIET0 TEPMHUYECKOTO
IUKIMPOBAHUS M COXPAHSETCS HEU3MEHHOH, YTO MOXKET
OBITB CBSI3aHO C OOIICH BBICOKOW TEPMUIECKON CTAOMIb-
HOCTBIO CTPYKTYPBI PACCMAaTPUBAEMOTO CILIABA.
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Puc. 5. 3aBucumocTs TBEPAOCTHU UCCIICAYEMBIX CILIaBOB
OT KOJIM4YCCTBA TCIIJIOCMCH
O — 0003HaUeHnE MOMEHTA, COOTBECTCTBYIOIIETO O6pa3OB8.HI/I}O

TICPBBIX TPCIIUH TepMH‘IeCKOfI ycTaiaocTtu

Fig. 5. Alloy hardness vs. number of thermal cycles
QO - indicates the formation of the first thermal fatigue cracks
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Haubonbemee 3navenne Beproctu (~35 HRC) coot-
BETCTBYeT CIUIaBy, HaIUIaBieHHOMy mpu f =28 I'm,
a HanmMeHbiiee (27 HRC) — HanniaBke 0e3 TOINEpEeYHbIX
rnepemMenieHnid ayru (cM. puc. 5). B Tex ke ycloBuUsX
WCTIBITAaHUM TIPOMBIIUICHHBIN CIIJIAB HA OCHOBE HUKEJIS
(Hastelloy-C) neMOHCTpupyeT TEHACHIMIO K MOHO-
TOHHOMY CHHXCHHIO TBEpPAOCTH, YTO CBS3aHO C €ro
pasynpovyHEeHUEM U MOTepel CTPYKTYpOH TEpMHUUECKOM
CTaOMIBHOCTH.

Wmest HECKOTBKO OONBIIYI0 HCXONHYIO TBEPOOCTH
(42 HRC), cinaB Ha ocHOBe kobasbTa (Stoodite 6) moka-
3BIBAET XOPOLIEe CONPOTHUBICHUE MTPOLEccaM pa3ynpoy-
HEHUS, COXpaHss 3HAYCHHS TBEPAOCTH MPAKTHYCCKH
mo0 100 TepmormukioB. C najgpbHEHIIAM YBEITUYCHHEM
KOJTMYECTBA TEIJIOCMEH TBEPAOCTh IUIABHO YMEHbIIA-
eTcst ¥ npubnmxkaerca K ypoBHio 3HaueHuil (~35 HRC)
HCCIICAYEMOTO CIIJIaBa, OTY4YeHHBIX pH f = 2,8 1.

AHanu3 pe3yibTaroB TEPMOYCTAJIOCTHBIX HCIbITA-
HHMHM IIOKa3aj, 4TO HAMOOJBIINE 3HAYCHHS CTOHKOCTHU
(200 TerocMeH) UMEET CIUIAB, HAIUTABICHHBIN C 4acTo-
toi 2,8 I'm (puc.5). Takoil pe3ynbrar OOBACHSICTCS
JOCTHKEHHUEM OJIM3KOTO K ONTHMAaJbHOMY COOTHOLIE-
HUS B CTPYKTYpEe OTHOCHUTEIIBHO BSI3KOTO, BBICOKOJIC-
rupoBaHHoro (1o 18 mac. %) keyne3oM U IpyruMu sie-
MEHTaMH Y-TBEPJOTO PAacTBOpa W HUKEIb-aTFOMHUHHEC-
BOT'O MapTEHCHUTa OXJIAXAEHUS, CIIOCOOHOTO, COITIACHO
ceefieHusM [27], K TepMOYIpYroMy IpeBpallEHUIO.
[ToBrOpHBI HarpeB Takoro MapTeHCHTa B Hpolecce
TEPMOMCIIBITAHUN TI03BOJIIET BOCCTAHOBUTH 00OpaTH-
MOCTb MapTE€HCUTHOTO npeBpaiienus. Ho nocnenyromiee
MHOTOKpPATHOE TEPMUYECKOE IUKIUPOBAHUE COMPOBOXK-
JaeTcsl JUCIIEPCUOHHBIM pacCIaioM MeTacTaOMIbHON
Ni,Al-dpaser ma wactuusl NigAl-asel u cHuwKeHHEM
KPUTHYECKHUX TEMIIEpaTyp MapTeHCUTHOIO IpeBpalle-
Hus. ConeprkaHue Bob(ppama v TaHTaa B UCCICAYEMbIX
ydacTKaxX CTPYKTYpbl MPUHLUIHAIBHO HE OTIMYAETCH,
a XpoM W MOJHMOACH MPEHMYIIECTBEHHO PAaCTBOPEHBI
B Y-TBEP/IOM PacTBOpE.

OneHka  COMYTCTBYIOIIETO  TEPMOYCTAJIOCTHBIM
WCIBITAaHUSM OKHUCIUTEIBHOTO H3HAIIMBAHMUS yKa-
3pIBACT O JIOCTMIKCHHH TIPEHMYIIECTBA HCCIeaye-
MoOro crutaBa (HamaBieHHoro npu f =28 I'nm) Hax
M3BECTHBIMH TEPMOCTOMKHUMH MaTepuajaMu MOCIe
125 temmocmen (puc. 6). B Haubonbiell cTeneHn OHO
3aMETHO TMpH cpaBHeHHH co cruiaBoM «Hastelloy-Cy,
y KOTOPOTO HU3KHUH MOKa3aTeiab CTOMKOCTU K OKHCIIe-
HUIO, OYEBUIHO, OOBSICHSECTCS MOBBIMICHHOW anddy-
3HMel KHCIOpOoIa U3 OKUCIHUTENBHON aTMOC(hephl uepes
obOpasosaumiics cioil okcuna Cr)O,. IloBbimeHHOE
coJiep’KaHue XpoMa B JIaHHOM CILIaBe CII0COOCTBYET Ha
HayaJIbHOM 3Talle HUCHBITAaHUH (OPMHPOBAHHIO Oaphb-
epa, mpensATcTByIomero audQy3un Kuciopoma, pocT
TOJILUHBI KOTOpOro npogospkaercs 1o 100-110 remo-
cMeH (puc. 6). [lanee mpouCXoAUT YaCTUIHOE pa3pyliie-
HUE 3aIIUTHOTO CJIOS.
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Puc. 6. 3aBUCUMOCTEL CTOMKOCTHU HAIIaBJIEHHOI0 MeTaJljia
K OKHCJIUTEIBHOMY H3HOCY OT KOJIMYECTBA TeIIOCMEH

Fig. 6. Weld metal oxidation resistance vs. the number
of thermal cycles

XapaxkTep u3MeHeHusI mokaszaressi Am (oTepu Macchl
MIPU OKHCJICHUH) MCCIIEAYEMOrO CIIJIaBa, HAIIABICHHOTO
0e3 KoJleOaHuH, MOKa3bIBAET MOHOTOHHOE €0 YMEHBIIIe-
uue. [Ipu HarmaBke ¢ KoJieOaHUsIMU TTOTEPS MACChI H3yda-
emoro craBa nocie 120 TemmocMeH MpakTHYeCKH He
U3MEHSIETCSI, YTO CBSI3aHO ¢ (HOPMUPOBAHUEM OKCHUIHOTO
ciost Ha ocHoBe (He Menee 70 00. %) Al,O, (ocranbHoE —
okern Cr,0; u 506. % NiO). [locTaro4Ho BLICOKUI
YPOBEHBb CTOMKOCTH K OKHCIICHHIO KOOAJIBTOBOTO CILIaBa
«Stoodite 6» 00ycioBiIeH (HOPMHUPOBAHHEM OKCHAA CO
crpykrypoit CoCr,O, 1 yCTynaer uccieryeMoMy CIIaBy
TOJIBKO mociie 125 TermnocMeH, Korna UHTeHCUDUIHIpPY-
IOTCSI TIPOLIECCHl 00pa30BaHMs MHKPOTPEIINH OKHCIIC-
HUsSI Ha y4YacTKaxX, CKIOHHBIX K OKHCJICHHUIO KapOWIOB
Cr,C, [28]. OmHaxo ¢ y4eTOM MOrPEIHOCTH U3MEPEHUS
MOXKHO TI0JIaraTh, YTO MCCIICIAYEMBIH CILIAB COMOCTABHM
10 CTOMKOCTH K OKHCIICHHUIO CO cIuTaBoM «Stoodite 6».

Takum 00pa3oM, pacCMOTPEHHBIE 0COOCHHOCTH TIPO-
[ecca HaIUIaBKHU C MEPeMEIICHUSIMA YT 1O TOBEpPX-
HOCTH pacIliaBa CBapOYHOIl BaHHBI JAIOT BO3MOXKHOCTh
PETyIupoBaTh TOIBO TEIUIA K (PPOHTY KPUCTAIIIH3ALINH,
co3maBasi yCiaoBUs Ui (hOPMHUPOBAHUS HAIUTABICHHBIX
MTOKPBITHIA ¢ HAUOOJIbIIEH CTOWKOCTHIO K OOpa30BAHUIO
TEPMOYCTAIOCTHBIX TPEIIUH.

BoiBoabi

1. IlpupaHue nyre MONEPEUHBIX IE€pPEMELICHUN
MO0 TIOBEPXHOCTH CBapOYHOH BaHHBI ITO3BOJIIET H3MeE-
HATh (OpMy (pOHTA KPUCTAJIIU3ALUU HAIUIABICHHOTO
MeTaula ¥ TEePMHYECKHE YCIOBHUS (DOPMHPOBAHHUS
CTPYKTYpBI CIUIaBa Ha OCHOBE JICTUPOBAHHOIO aJIIOMH-
HUJa HHKeNs. Maas 4actora KoJIeOaHWH dIIeKTpoja
(f = 1,3 I'n) o6ycnoBnuBaeT (OpMUPOBAHUE CTPYKTYPHL,
B KOTOpO#i ckomenue vactui y'-NiAl-pa3sel niactun-
4aroi U OCTPOYroiabHOH (opMbl TpaHchopMUpyeTCs
B yYaCTKH CIIOUCTOM CTPYKTYpHI, YTO CIIOCOOCTBYET

MIOBBINICHNIO CTOHKOCTH CILIaBa K 00pa30BaHMIO TPEIIHH
TEPMHYECKOH YCTANOCTH IO CPAaBHEHHUIO CO CILIABOM,
HaIUIaBJICHHBIM 0€3 KOJIeOaHUH 3IeKTpoIa.

2. JlocTmkeHrne HaWIydIleld CTOMKOCTH K oOpa3oBa-
HHUIO TEPMOYCTAJIOCTHBIX TPEIIUH OOYCIIOBICHO CO3/a-
HUEM TIpU HaruiaBke (¢ yactotoi 2,8 ['11) TepMudecknx
YCIIOBHUH, CHOCOOCTBYIONIMX 3aMEIJICHHOMY OXJIaX/e-
HUIO HHUKEJb-aJIIOMHHUCBOTO CIUIABA B (DOPMHPOBAHUIO
cOaTaHCHPOBAHHOM CTPYKTYPBI, COCTOSIICH U3 BBICOKO-
nerupoBaHHoro (1o 18 mac. %) jxene3oM u Jpyrumu sJie-
MEHTaMH Y-TBEPOTO PACTBOPA U HUKEIb-aTFOMHUHHEBOTO
MapTeHcuTa. CocTaB TaKOTO MapTEHCHTA COOTBETCTBYET
metacTabuibHOH NiyAl-(ase, a €ro MOBTOPHBIE HATPEBBI
HE MPHUBOJT K OXPYIUUBAHUIO CTPYKTYPHL

3. Dddekr crabunuzanuu TEMIOBOTO TOJIS CBapOY-
HoOM BaHHBI (1pu f = 2,8 T'11), COMPOBOXKTaeMbIii YMEHB-
[ICHHEM €€ TIPOTSHKCHHOCTH U JOCTHKCHHUEM HanOOIb-
mrero 3Hav4eHus Kod((QUIMeHTa ITOJHOTHI HAaIUIABIICH-
Horo Banmka (p, = 0,82), no3sonser popmMUpoOBaTh CIOH
MOKPBITHUA ¢ MeHbIlel BearnuuHoi (20-30 %) B3auMHOTO
MIEPEKPHITUS COCETHUX BAJIMKOB. JTO TAKXKE JACT BO3-
MOXXKHOCTb COKPaTHTh PacXOA OTHOCHTEIHHO IIOPOTO-
CTOSIIIIETO HAINIABOYHOTO MaTepuana.
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Uctopunsa ycnexa
K 90-netuio co gHa poxaeHusa B.H. AHundeposa

U. B. Aunndeposa, C. A. Ornesnesa®, A. C. Aunudepona

IlepMmcKkuii HAMHOHAJIBLHBIN HCCIEA0BATEbCKHUI MOIUTEXHNYECKUH YHHBEPCHTET
Poccus, 614990, r. [lepmb, Komcomonseknii ip-t, 29

&) ogleznevasa@pstu.ru

AHHoTtayums. Cratbs k 90-netuto akagemuka PAH Brnagumupa HukuroBuya AHimgepoBa MocBsIeHa 3TaaM CTaHOBJICHUS YUEHOTO,
HCTOPHH cO3/1aHus KpynHeiimero B Poccun HayuHoro ieHTpa nopoukoBoro MarepraioBeIeHHsI, JOCTHKESHUSIM €10 HayYHOH IIKOJIBI.
Ocgemena nestenpHocTh B.H. Annudepoa kak qupektopa Hayunoro mieHtpa, npodeccopa u 3aBeayroriero kadempoii [lepmckoro
HAIIMOHAJIBHOTO HCCIIC0BATEILCKOTO MOJUTEXHHUCCKOTO YHUBEPCUTETA, a TAK)KE MPUBEICHBI BaXKHEHINIHEC HAydHBbIC Pa3pabOTKH
YYEHOTO M BO3IIABISEMOr0 UM KOJUICKTHBA B OOJIACTH MOPOIIKOBOW METAJTYPTHH U MaTepPHAIOBEICHHS /ISl aBUAKOCMHYECKOTO
KOMILIIEKCa, MAIIIMHO- U TIPHOOPOCTPOCHHUS, He(DTSOOBIUN, METUIIMHBI ¥ IPYTHX OTPacaci IPOMBIIIICHHOCTH.

KnioueBbie cnioBa: mopomIKoBast METaJLTypris, yUeHbIH, HayqHast IIKoIa

Ana untupoBanmna: Antndeposa 1.B., OrtesneBa C.A., Auuudeposa A.C. Ucrtopus ycnexa. K 90-netuto co aus poxaenust B.H. Au-
uudeposa. Mzeecmus 8y308. [lopowikosas memannypeus u ¢yHkyuonanvhvle nokpoimus. 2023;17(4):71-74.
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History of success
To the 90t anniversary of the birth of V.N. Antsiferov

I. V. Antsiferova, S. A. Oglezneva®, A. S. Antsiferova

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

&3 ogleznevasa@pstu.ru

Abstract. Article for the 90 anniversary of Academician of the Russian Academy of Sciences Vladimir Nikitovich Antsiferov is dedicated
to the stages of development of a scientist, the history of the creation of the largest Scientific Center for Powder Materials Science in
Russia, and the achievements of his scientific school. The activities of V.N. Antsiferov as director of the Scientific Center, professor
and head of the department of the Perm National Research Polytechnic University is shown, as well as the most important scientific
developments of the scientist and the team he leads in the field of powder metallurgy and materials science for the aerospace complex,
mechanical and instrument engineering, oil production, medicine and other industries.

Keywords: powder metallurgy, scientist, scientific school

For citation: Antsiferova L.V., Oglezneva S.A., Antsiferova A.S. History of success. To the 90" anniversary of the birth of V.N. Antsi-
ferov. Powder Metallurgy and Functional Coatings. 2023;17(4):71-74. https://doi.org/10.17073/1997-308X-2023-4-71-74

HcTopus mMopoIkoBoii MeTalTypruil HaCUUTHIBAET
0e3 Masoro aBectu JeT. Ee ciaBy u ropocTh cocras-
JAI0T UMEHAa MHOTHX TaJaHTIMBBIX YYEHBIX. 206 HOs-
Oops 2023 1. mcmomHmioch Ol 90 ;meT akameMuKy
Bnagnmupy HuxuroBumuy AHnn(pEpoBy — OJHOMY H3
KPYIHEHIINX CIIeUalNCTOB B 00JAaCTH MaTepHanoBe-
JCHHUS ¥ MeTaJTypruu Poccum, co3parelnio U mepBoMy
[JJABHOMY pelnakTopy kypHaia «l3Bectus By30B.

[opomkoBas (YHKIIMOHATBHBIC
TTOKPBITHS.

[To oxonHuanum MpKyTCKOro ropHo-meraurypruyec-
Koro MHCTHTyTa Bagumup Hukurosnda paboTan cHavana
Ha MaraueBoM 3aBojie B ConmkamMmcke, 3ateM, ¢ 1957 mo
1960 1., — Ha [lepMcKkOM aBHAIlMOHHOM 3aBOJIE (CETOMHS
ato0 AO «OJIK-ABmamBurarens»). B.H. Anmudepos

BCIIOMUHA: «DTOT 3aBOJ OBbLJI OJIHUM W3 BEIlyIUX aBHA-

METAJTyprus u
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uroHHbIX 3aBo1oB Coserckoro Coro3a. B To Bpemst aBu-
AIMOHHOE MOTOPOCTPOECHHE Pa3BUBAIOCH CTPEMUTEIb-
HBIMH TEMITAMH — COBEPIIEHCTBOBAJINCH U CO3/aBaINCh
HOBBIE MaTepHalibl U TEXHOJIOTUU. Bo3HuKIa HEOOX011-
MOCTh CHEIHAIbHBIX yYaCTKOB IMOPOIIKOBON METaJLIyp-
rud. PaboTa Ha y4acTke MOPOIIKOBOM METAJLTy priuH ObLTa
CBsI3aHA HE TOJILKO C MPOW3BOJICTBOM MPOIYKITHH, MBI
MHOT0 3aHUMAJIUCh COBEPILIEHCTBOBAHUEM COCTaBa MaTe-
pHUaoB, TEXHOJIOTUH, TECHO COTPYAHUYAIIH C UCCIIEI0Ba-
TEJIbCKUM METAJUIypruuecKUM LEeXoM 3aBojay». MHrepec
K HayKe IPUBEJ MOJIOJOTO CIIEIMAIMCTA B aCIIUPAHTYPY
MOCKOBCKOTO MHCTHTYTa CTaJH U CIDIABOB Ha Kadeapy
BBICOKOTEMIIEPAaTYPHBIX MaTrepHaioB. 3a YPOKH CBOETO
HAyYHOTO PYKOBOIUTENSI — MHHUCTPA BBICIIET0 00pa3o-
Banust CCCP B.II. Emoruna — Brnanumup HuxutoBuu
ObLT OMarogapeH BCIO KU3Hb: «IIposeTens rogsl, y MeHs
MOSIBUJTUCh CBOM YYCHHMKH, HO COBETHI, TIOJyYCHHBIC OT
BsiueciaBa IlerpoBuya mo Hay4dHOW M Iefarormyec-
Kol pabote, Bceraa OBUIM CBOCBPEMEHHBIMUY». B Te ke
rogsl B.H. AnrnudepoB mo3HaKOMEICS U ITOTOM JOJITHE
TOlIbI COTPYIHHYAT C BEIMKAMH YYCHBIMH B OOJIACTH
MOPOLIKOBOM METaJUlyprui, H3BECTHBIMU JAESTEISIMU
Hayku 1 TexHuku [.A. Meepconom, M.IO. Banbimmneivm,
C.C. KunapucoseiM, O.I. JopodeeBbim, b.C. Mutu-
HbIM, B.. KoCTHKOBBIM.

B HostOpe 1963 1. B.H. AHuudepoB Obul HasHa-
YeH 3aBeIyHOIUM Kadenpold TEXHOJIOTHMH METaJIoB
[lepMcKOro MOMUTEXHUYECKOTO MHCTUTYTA U Havajl pas-
BMBATh HaIPaBJIEHUE TOPOIIKOBON MeTasutypruu. Torna,
B 60—70-¢ roJpl MPOILIOTO BeKa, KOCMOC, PAaKETOCTpOe-
HHUE, aTOMHasi SHEPreTHKa ObLIM Ha MEPEIOBOM pyOexke
CTpaHsbl, o0ecreunBas ee 6e30MacHOCTh, U IMEHHO 3/1€Ch
KOHIIEHTPUPOBAIHNCh JOCTUKCHHUS BBICOKHX TEXHOJIO-
T'Hii, aBaHrap/Hast Hay4Hasl MbICJIb COBETCKHX YUEHBIX.

B 1972 r. (B rox 3ammThl JOKTOPCKOH THCCEPTAIINN)
Biaqumup HuxutoBnu Hauan cosmanue [IpoOrmemHoiM
HayYHO-HUCCIICIOBATETIBCKON  JTaOOPaTOPUH  MOPOIIIKO-
Boit metaimmypruu ([THUJITIM), koTopyio B MmpsMOM H
TIEPEHOCHOM CMBICJIE CTPOWJIM CaMU yueHble. PekTopom
OBLIO BBIICICHO HEIOCTPOCHHOE 3[JaHUE MACTEPCKUX, U
Y4eHbIE caMHi KOTaJIA KOTJIOBAaHBI M BO3BOJMJIA CTEHBI.
«/lo cux mop BcroMuHAaI0, Kak B OAHOM U3 KOPIIyCOB,
HaJ KOTOPBIM €lIe He OBUIO KPBIIIN, HO CTOSIO 000py-
JIOBaHUE, Mbl U3TOTABIMBAIN U3AEIHs, a HAa HAC NaJlajiu
XJonbst cHera. Paboramm 24 gaca B cyTku!» — pac-
CKasbIBaJl MOJIOJBIM CBOMM COTPYIHHUKAM aKaJIeMHUK
Anmucgepos. Coznannas Bragnmupom HukutoBmuem B
1972 1. [IpobnemMHass Hay4HO-MCCIISIOBATENIbCKAs J1a00-
paropusi IOPOUIKOBOW MeTaypruu B 1986 . Belpocia
B PecnyOnmukaHCKUil HMHXCHEPHO-TEXHUYCCKUH IIEHTP
nopomkoBoit Metamnyprun (PUTL] TIM). Mmuorue
ronel abopesuarypa PUTLL TIM o3Hayana HoBewIue
pa3paboTkn B 00JAaCTH TOPOIIKOBOM METaJUTyprHH.
bnarogaps crapanusm B.H. Anmudeposa LieHTp Bcerma
OCHAIAJNICS CaMbIM COBPEMEHHBIM 00O0PYJIOBaHUEM,

72

YTO TIO3BOJISIO BBITIONHSATH UCCIIEAOBAHUSA HA MUPOBOM
ypOBHE. MOILHOCTb OIBITHOTO TPOU3BOJICTBA AOIyCKaja
nzroroienne 10 200 T u3nenuit B rox U3 MOPOILIKOB.
370 OBUT MHCTHUTYT C OIBITHBIM IIPOU3BOACTBOM, BHEJ-
PSABIIMM CBOM Hay4Hble pa3pabOTKU Ha TEPPUTOPHUH
or Jlenunrpana 1o Yurel. OZHUM U3 IJIABHBIX JIOCTH-
wennid PUTL TIM akagemuk AHUIUGEPOB CUUTAN BKIIAA
B Pa3BUTHE OTEUECTBEHHON KOCMOHABTUKH. 113 MaTepua-
JIOB, CO3/IaHHBIX 3/1€Ch, B 1970-X roax u3roTapimMBaInuch
JeTald Il MHOTOPa30BOTO KOCMUYECKOTO Kopalis
«bypan», a penieHus, OJy4YCHHbIE IPU €r0 CO3JaHHH,
HCTIOJIB3YIOTCS JI0 CHX TIOP B POCCHUCKON U 3apyOe)KHOM
PaKETHO-KOCMHUYECKOW TEXHHKE.

B 1999 r. monmronpasasiM mipeemuarnkom PUTL TIM
cras. HayuHbIi LEHTp IOPOLIKOBOIO MaTepHaloBe-
nenus. Ilpu nuyHOM yd4acTUHM M IO PYKOBOACTBOM
B.H. AruudepoBa co3gaHbl HOBBIE BBICOKOIIPOYHBIC
KOHCTPYKLIMOHHBIE CTaJM; MOJIyuyeHa IJIacCTUYHas Kepa-
MHUKa; W3TOTOBJICHA YHHKAJIbHAS OIBITHO-IPOMBIIICH-
Hasl YCTaHOBKA ISl TOJYYCHHS OBICTPOOXIIAsKICHHBIX
BOJIOKOH M TIOPOIIKOB; TOXY4YE€HbI MUKPOKpPHUCTAIIHYE-
CKHE BOJIOKHA TUTaHa U pa3paboTaHa TEXHOIOIU MOJTy-
YeHHs BOJIOKOHHBIX NMPOHHIIAEMBIX MaTepUAJIOB; TOJY-
YEHBI BBICOKOTIOPUCTHIE stuencThie Matepuaisl (BITSM)
Ha OCHOBE METAJJIOB, CIUIABOB, KEPAMUKH; CO3[JaHbl HE
HMMEIOIINE aHAJIOTOB M0 Ta30JMHAMUYECKUM U SKCIULY-
aTallMOHHBIM XapaKTePUCTUKaM >KapOCTOWKHE KaTajH-
TUYECKHUE JIOKUTaTeNId BBIXJIOMHBIX Ia30B JIBUTATEJIEH,
napoB Qenona u kpesonos, CO, yriieBogopoaos, decria-
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MEHHOTO OKHCIJIEHUS BOAOPOa, a TAKKE KaTaIUTUYECKHE
OJIOKH [T pa3JIoKEHUs] OKCHIIOB a30Ta, YIJICBOAOPOIOB;
MOJTyYeHbl MHOTOCJIOWHBIE HAHOMOKPBITHS C OCOOBIMH
cBoOiicTBaMH; pa3paboTaHbl MarTepuajbl U KOHCTPYK-
WU JUII CTOMATOJIOTHH; CO3/IaHbl M3JeNHs s HedTe-
MOOBIBAIOIINX HACOCOB M JIBUTATENCH JIeTaTeIbHBIX
anmaparoB; pa3paOoTaHbl U BHEIPEHBI Ha MPEIITPUATHSIX
Poccun TexHOJOrHMYECKHE MPOLECCHl BOCCTAHOBICHHS
Y YIIPOYHEHUS JIeTalIeH, y3J10B MaIlliH U MEXaHNU3MOB.

Bnaguvup HukuroBud 001ana yauBUTEIbHOM pado-
TOCTIOCOOHOCTBIO, HCKIIFOUMTENILHBIM — TPYIOII00UEM,
JlapoOM OpraHM3aTopa, a COTPYIHUKHU €ro LeHTpa BCeraa
OTJIUYAIIUCH CMEJIOCTHIO HAYYHOTO MBIIIICHHSI, TBOpYEC-
KHUM TIOXOJIOM K JIeJy, HHTEJIMT€HTHOCTBIO U MIMPOKUM
Kpyrom uHtepecoB. OH OTHaBajl BCIO CBOIO SHEPTHUIO
BBIITOJTHEHUIO HAyYHBIX 3amad, He mansi ceds. OT koi-
JIEKTHBA TaK)Ke TPeOOBAI CaMOOTIAul TIPH BBITIOJIHEHUH
MIPOEKTOB.

B.H. Aamudepor 6omee 50 ner npenonasain B [lepmc-
KOM TOCYIapCTBEHHOM TEXHHYECKOM YHUBEPCUTETE
(aprHe [THUITY), ¢ 1976 1. BBEJ MOATOTOBKY CIIEIIAAIIH-
CTOB I10 TOPOIIKOBOM MeTayurypruu. OH SBJISIICS OCHOBA-
TEJIEM HIKOJIbI MOPOIIKOBOTO MaTepHaloBEACHUs Ypasa
obmepoccuiickoro Macmraba. Bimagumup HukuroBug —
aBTop 60 MoHOTrpadwmii, cBeilie 650 Hay4dHBIX CTaTeH,
260 aBTOPCKUX CBUIETEILCTB M NaTeHTOB. [lox ero Hayy-
HBIM PYKOBOJCTBOM 3alIMIIeHO Oojee 70 KaHIUmaTC-
KUX U 25 NOKTOpckux aucceprauuil. Cpeau y4eHUKOB
B.H. Anmmdepona — necarku nmpoheccopoB U IOIIEHTOB
[lepMcKOro HaMOHAJIBLHOTO UCCIIEN0BATEILCKOTO MOJIH-
texHndeckoro yausepcurera (ITHUITY) u npyrux y4eo-
HBIX 3aBEJCHUH, PYKOBOAMUTENH MPEINPUATHH U yupe-
xneHull B Ilepmckom kpae u apyrux peruonax Poccuu,
NeTyTaThl 3aKOHOJATENFHOTO COOpaHUs, COTPYIHHKH
anmnapara IIpesunenta PO. McknrounrenbHo ero 3aciy-
roil sBJIsIeTCA MPUBJICUEHUE CTYICHTOB K HayYyHO-HCCIIe-
noBatenbekor padore LleHTpa, a cotpynnuko LlenTpa —
K IpernoiaBaTeibCKoil eATeIbHOCTH NPU MOATOTOBKE
CHEeNMAIUCTOB MMpoKoro mpoduist. B 1982 1. crynen-
YeCKOMY KOJUICKTUBY Ka(eapsl MOPOINKOBOTO MaTe-
pHAIOBENICHHsI TPUCYXKIeHA MpeMuss UM. JIGHHHCKOTO
KOMCOMOJIa 33 Hay4YHO-HCCIIEIOBAaTEIbCKHE paOOTHL,
offHa M3 PabOT CTYIEHTOB OTMEYEHA 30JI0TOM METaIbIo
MuHucteperBa 001Iero ¥ mpodeccHoHAIFHOT0 00pa3o-
BaHus PO.

B 1991 r. B.H. AnnudgepoB n3bpaH dieHOM-Koppe-
cnonjgentoM PAH u akamemuxom Pocculickoil MHKe-
HepHoii akamemuu, B 2000T. — akamemmkom PAH,
B 1998 . — nelficTBUTENBHBIM WIEHOM MeXyHapOIHOTO
WHCTUTYTa Hayku o crnekanuu (benrpan, FOrocnasus),
B 2002 . — NeMCTBUTENBHBIM YiIeHOM MeXyHapoHOM

akagemuu mo kepamuke (Paensza, Utamus). Braagumup
HukutoBru ObIn wieHoM HaydHbIX coBeToB: PAH (m0
HaHoMmarepuanam), YpO PAH (mo XuMuYeckum Hay-
KaM), MunnctepctBa o0Imero u mpodhecCHOHaTBHOTO
obpazoBanust PO 1 MunucTepcTBa HAyKH U TEXHOJIOTUIH
Poccun («IlopomikoBast METaTyprusi U KOMIIO3UIH-
OHHBbIe MatepHuanbl» U «lloxydeHne u 0OpaboTKa MaTe-
pHAJIOB BO3JEHCTBHEM BBICOKUX JABJICHUI»), YICHOM
[Ipesunnyma ITHIL VpO PAH, Cosera 110 npucyxaeHuto
npemuii [IpaButensctBa Poccun B 065acT HayKH U TeX-
HUKH; 3aMEeCTUTENeM Ipencenarens [0J0BHOIoO coBera
10 MOPOIIKOBOM MeTayutypruu MunBysa P®; npencena-
TeJIeM JUCCEePTAIIMOHHBIX COBETOB TpH [lepmMckom rocy-
JApCTBEHHOM TEXHUYECKOM YHHMBEPCHUTETE I10 3alluTe
KaHJMJIATCKUX U JOKTOPCKUX TUCCEPTAINN; YICHOM Pe/l-
KOJUIETHid JKypHaJIOB «OrHeynopsl U TeXHUYecKas Kepa-
Mukay, «HoBble ormeynopse», «IlepcrexkTuBHble Mare-
puaibly, «IIpoOiieMbl COBpeMEHHBIX MaTepHuajoB U TeX-
HOJIOTHIT», MEXyHapOIHOTO PEAAKIMOHHOTO COBETa
xypHana «llopomkoBas Metamnyprus», «Hayunble
uccaenoBanusi 1 unHoBanuny [THUITY, raBueiM penak-
TopoM KypHaina «M3Bectus By30B. IloporikoBas meta-
Jyprus U PyHKIIUOHATBHBIC TOKPBITH.

Brnagumup HUKUTOBHY OTMEUYEH TocyjapCTBEHHBIMU
Harpagamu: opaeHa «3Hak Ilouera» m «3a 3aciyru
nepen OreuectBom» [V crenenn, meganu «Berepan
Tpyda» U «3a JOONCCTHBIH TpyA», MOYETHOE 3BAHHUE
«3aciykeHHbI nesTens Haykd U TeXHuku PCDCPy,
HarpaxzaeH 3omoroil Menanbto PAH wa koHkypce
uM. akana. C.T. Kumkuna (PAH, BUAM), sBisics nay-
pearom locymapctBennoit mpemnu CCCP (1982 1),
npemuii Cosera MunuctpoB CCCP (1987 r.), MunBy3a
PCOCP (1984, 1987 rr.), [IpaButensctBa Poccuiickoit
denepanuu B obmacTu Hayku W TexHuku (1995, 2001,
2007 rr.), CTpOraHOBCKOM TIpeMUH B HOMHUHAIUH
«3a BbIIAIOUIMECS JOCTIKEHHS B HAyKe U TEXHUKE»
(2008 ).

JKu3Hb Ka)K10r0 YesaoBeKa IoJjiHa B3JIETOB U MaJCHUH,
1 4eM OoJiee HEOpAUMHAPHA JIMYHOCTH, TEM sIpUYe U BBIIIC
B3JIETHI, TeM OoJibHEe naaenus. Binagumupy HukutoBuuy
JIOCTAJIOCh BCErO0 BJOBOJIb — U MEIHBIX TPYO, W OTHS,
U BOJBI, KOTOPblE OH YCIEIIHO Mpeoaoses IpuU opra-
HU3allMd MAacIITAOHBIX Hay4YHBIX M 00pa30BaTeIbHBIX
CTPYKTYp. BrICcOKHit mpodeccnonanusm, CymecTBeHHBIN
BKJIaJ] B pa3BUTHE Hayku Poccuu, 3HAYUTENBHBIC YCIIEXH
B IOATOTOBKE MH)KEHEPHBIX U HAy4YHbIX KaJIPOB CTPaHBI,
MEXKIYHAPOIAHBI aBTOPHUTET, MpomNaraHaa JIOCTHKe-
HHUI pPOCCHICKOM HayKH, LIHPOKas OpraHu3aTopcKas
U MeXAyHapomHas nestenbHocTh B.H. Anmmdepona
BBI3BIBAIOT YBAXKEHHE YYEHHMKOB M IPHU3HAHHUE KOJUIET
B HayuHBIX Kpyrax Poccun.
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