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in Mechanical Engineering), menemxep («Peitmep Metanc Kopnopeiimny, Jloc-Armkenec, CLLA).
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Annomayusn: B pabote uccnenoBaics ciiaB Al-Mg—Si, He copepkaliuii CKaHIUs U [UPKOHUS, a Takke criaB Al—
Mg—Si—Sc—Zr ¢ u30biTkoM Kpemuus. s crutasa Al0,3Mgl1Si0,3Sc0,15Zr Obuta mpoBeicHa MHOTOCTYIICHYATAs TEPMUYe-
ckas 00paboTKa, BKIIOYaromas B ceds omkur npu temrnepatype 440 °C B TeueHue 8 4, BHICOKOTEMIIEPATypPHBI OTXKUT [TPU
500 °C B teuenue 0,5 4 u ucKyccTBeHHOE cTrapenue npu remmneparype 180 °C ¢ Boraepxkkoit 5 u. Crias Al0,3MglSi noa-
Bepraycs okury npu 550 °C B Teuenue § 4, 3aTeM NPOBOAMIOCH HCKYCCTBEHHOE CTapEHHE aHAJIOTMYHO CIUIaBY C J0OaB-
Kamu Sc ¥ Zr. [l u3y4eHust TOHKOW CTPYKTYPBHI IIPOBOIMIIOCH MCCIIEAOBAHUE TIPH ITOMOIIH MPOCBEYNBAIONIEH 3JIEKTPOH-
HOW MHMKPOCKOITUH. B JTMTOM COCTOSIHUH M 1ocie KaXJI0H CTaIun TePMHIECKOH 00pabOTKH ONpeersuIICh MEXaHNIeCKUe
CBOHCTBA CIUIaBOB. Y CTAHOBJICHO, YTO B CIUIaBE, JETMPOBAHHOM SC U Zr, yXKe Ha CTaguu (POPMHUPOBAHMUS JIUTOH CTPYKTY-
pBl poucxoaut odpazosanue dactuil Al;Sc. [Ipu mocienyromemM HCKyCCTBEHHOM CTapEeHWH HMPOUCXOIHUT pacmaj mepe-
CBIIIEHHOTO TBEPJOTo pacTBopa ¢ obpasoBanueM dactuil B" (MgsSig), yrydmaronmx MexaHn4ecKiue CBOMCTBa. Y CTaHOB-
JICHO, YTO B CIUIABE C CO/IEPXKaHUEM CKaHIusl Gpopmupyercs Menblre gactul B" (MgsSig), B pe3ynbrare ero npo4HOCTHEIE
CBOMCTBA HECKOJBKO XyKe, ueM y 0a3zoBoro ciuiaBa. KpoMe Toro, JaHHbBIE YacTHIIBI KPYTIHEE, YeM B CIUIaBe, HE COfepiKa-
1IeM CKaHAMH. DTO OOBSICHAETCS TEM, UTO JJISl CIUIaBa CO CKaHMEBbIMU J100aBKaMHU HEBO3MOXKHO MPOBEJICHNE TTOJTHOLCH-
HOM 3aKaJKu.

Kniouesvie cnosa: Al-Mg—Si—Sc—Zr; n30bIToK Si; MHOTOCTYNeHYaTas: TepMU4eckas 00paboTka; UCKYCCTBEHHOE CTa-
penue; [I9M; mexanudeckue cBoiicTBa; Al;Sc; MgsSig.

bnazooapnocmu: ViccnenoBanue BRITIONHEHO 3a cueT rpanTa PH® Ne 21-19-00548, https://rscf.ru/project/21-19-00548/.

Jna yumuposanusa: Apsiienckuii E.B., Jlanmmos M.A., Konosanos C.B., Mankun K.A., Pacnocuenxo JI.10., Maka-
poe B.B. BimsHue Tepmudeckoi 0OpabOTKH Ha MHKPOCTPYKTYPY M MeXaHHWYecKue cBoiictBa cruraBa Al-Mg—Si—Sc—Zr
¢ m30brTkOM Si // Frontier Materials & Technologies. 2023. Ne 4. C. 9—17. DOI: 10.18323/2782-4039-2023-4-66-1.

4ecKoi 00padOTKH 3a CUET BBIISJICHNS YIIPOUHSIOMEH (has3bl

BBEJIEHUE

AJTITOMMHHEBBIE CIIIABBI COYETAIOT B ce0€ BBHICOKYIO IIa-
CTHYHOCTb, MTPUEMIIEMYIO IIPOYHOCTH, XOPOIIYIO0 CBapHBae-
MOCTB ¥ BBICOKYIO KOPPO3HOHHYIO CTOHKOCTB, YTO M OIpe-
JIeJIIeT WX BBICOKYIO BOCTPEOOBAHHOCTH B Pa3lWYHBIX OT-
pacisax COBPEMEHHOW MpOMBIIUICHHOCTH. OmHUMH U3 ca-
MBIX HIMPOKO HCIIOIB3yEMBIX ATIOMHHHEBBIX CIUIABOB SIB-
JISIFOTCS CTUIaBbl cucTeMbl Al-Mg—Si. OHM MoTyduu B oTe-
YECTBEHHOI! IuTepaType Ha3BaHHUE «aBHajb» U HAIIIM CBOE
OCHOBHOE NPUMEHEHHE B aBHAIIMU U aBTOMOOMIIECTPOEHHH.
JlaHHBIE CIUIaBBI CIIOCOOHBI K YIIPOYHEHHUIO B XOJ€ TEPMH-

Mg,Si. Otmetnm, 9To Tipu cooTHomennn Mg/Si<1,73 roo-
pAT 06 n30BITKE KpeMHMs, a mpu Mg/Si>1,73 — o ero Hexoc-
taTtke [1-3]. VI30bITOK KpeMHHUs yCKopsieT mporecc HopMu-
poBanust daszer B" (MgsSig) U crmocoOCcTByeT Oosiee paBHO-
MEpHOMY €€ BBIJIeNIeHHIO [4].

AJIOMUHHUEBBIE CIUIABBI 3a4acCTYIO JOHOJIHUTEIBHO Jie-
rupytoT Sc. OH oKa3piBaeT MOAMGUIHPYIOUHH 3P HeKT
JIUTOW CTPYKTYPBI, a TAK)KE YBEJINYMBAET €€ MPOYHOCTH 3a
CYeT BBIZICJIEHUSI BBICOKOUCTIEpCHBIX yacTuil Al;Sc [5-7].
OOBIYHO COBMECTHO CO CKaHAMEM BBOAAT LIUPKOHUI, KOTO-
peIii  TepMocTabmau3upyeTr 4dacTunel Al;Sc u moBbImaeT
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3G PEKTUBHOCT, HM3MENIBUEHHS JIUTOH CTPYKTYphl [8; 9].
B T0 xe Bpemst nobaBnenue ckanaus B cucremy Al-Mg—Si
HE BCETZa MPUBOAUT K MOBBIIICHUIO IIPOYHOCTHBIX CBOMCTB.
3TO BBI3BAHO TEM, YTO CKaHIMH W KPEMHHH CKJIOHHBI K CO-
eanHEHNIO B a3y Sc,Si)Al, He SBIAIOUIYIOCS YIIPOUHSIO-
mmieii. [ToBbiIeHNe copepKaHusl KPEMHUsI IPUBOJNT K yBe-
JMYEHUIO BEPOSATHOCTH oOpa3oBaHUs HaHHOHW ¢azer [10].
Hecmotpst Ha 3T0, yrpouHsitone HaHo9acTHIBI Al;Sc ObI-
T OOHApYXEHBI Jaxke B cCIulaBax cuctembl Al-Mg-Si
C BBICOKUM conepkanueM kpemuus [11-13]. Ognako st
OJTHOBPEMEHHOTO TIOIyYeHUs YIPOYHAIOMUX yacTuil Al;Sc
u B" (MgsSig) B crmaBax ¢ M30BITKOM KpeMHUSI TpeOyeTcs
MHOTOCTYIICHYaTas TepMudeckas oopadorka. OnHuUM 13 ee
BapUaHTOB MOXKET OBITH CJEIYIOIIas 0CIeI0BaTEIbHOCTD:
ormxur npu 440 °C mis BeimeneHus Al;Sc, 3akanka mpu
500 °C B Teuenue 30 MMH U1 YaCTUYHOIO PacTBOPEHUS
Mg u Si u crapenune npu 180 °C B Teuenue 5 4 gt Gopmu-
poBanus B" (MgsSig) [14]. B To xe Bpems BIMsHUE JaHHON
TEPMUYECKOH 00paboTKM Ha (QOpMHPOBaHHE MEXaHWUYC-
CKUX CBOMCTB M MHUKPOCTPYKTYPHI B CIIJIaBaX MPU COOTHO-
meHun Mg/Si<0,6 paHee He HCCIIEOBAIOCh.

Llenb ucciienoBaHus — U3Y4YEHHUE BIMSHUS TEPMHUYCCKOM
00paboTKkn Ha (OPMHUPOBAHHE MUKPOCTPYKTYpHI M MeXa-
HUYECKUE CBOWCTBa cruiaBa Al-Mg—Si ¢ H30BITKOM KpeMm-
HUS ¥ JOIIOJTHUTEIBHBIM JISTHPOBAaHUEM Sc U Zr.

METOJUKA ITPOBEJEHUSA UCCJIEJOBAHUSA

B pabGore mpoBeneHbl HUCCIEIOBaHHS CIJIaBa
Al0,3Mg18Si0,3Sc0,15Zr B THTOM COCTOSHUH, a TaKXe IO-
Clle pa3lIMYHBIX TEPMUYECKHX OOpabOTOK IO peKHMaM,
NpUBEJICHHBIM B Tabnuue 1. JIjist OLeHKH BIUSIHUS CKaHHS
W OAPKOHHUS aHAJIOTUYHBIC UCCIIETOBAaHUS MPOBOIIIINCH Ha
6azoBom crutaBe Al0,3Mgl1Si (6e3 no6aBok Sc u Zr).

JluThe OCYIIECTBISUTH B CTAILBHOW KOKWIB LI ofecrede-
HUA NPUOIIMKEHHON K pealbHOM MPOMBIIIICHHOM TEXHOIOTHH
CKOPOCTH KPHCTALTH3AIMN M OXJIaXKICHUS JINTOH CTPYKTYPHL.
Macca OTJIMTBIX CIIMTKOB cocTaBuia 4,5 kr. B kauecTBe mmx-
TBl U1 CIUIaBa WCIOJNB30BANCH CICAYIONINE MaTepHalbl:
amoMuHnid Mapku AS85, Marnuii mapku MI90, nuratypa
Al},Si, muraryper Al-Sc, u Al-Zrs. TemnepaTtypa Juths co-
ctaBysuia 720740 °C. Tlepen 3aaMBKO#M pacIUIaBIEHHOTO Me-
Tallla B FRJIOXKHHUIY ero padUHAPOBAN KapHAILTUTOBBIM
(rocoM, toGaBisIeMbIM 13 pacueta ST Ha | kr mmxTsl. [locie
9TOTO ¢ TIOBEPXHOCTH PACIUIABIICHHOTO MeTalla YIasuId OKa-
JIMHY W PasiMBajd METAJUl B CTaIbHYI0 (OpMY C paBHOMEp-
HBIM BpeMeHeM pa3nmBki 40 c. Tepmudeckyro 00paboTKy 00-
Pa3II0B OCYIIECTBISUIN B MY(EILHOM AJIEKTPOIIEUH € 3aKAIKOM
B BOJY, TIOCJIC YEr0 ONPE/IeILIN NX MEXaHHIECKUE CBOWCTBA.

Pa3mepsl 1 MOpdoJIOTHsT MEJIKOAUCTIEPCHBIX YaCTHI U3Y-
YaJACh C TIOMOIIBIO MPOCBEYHBAIOIICH 3JIEKTPOHHOW MHKPO-

ckormu (IIOM) ju1s1 pesxuMoB TepMuUecKoii 00paboTKu, pH-
BeJICHHBIX B Tabnuie 1. MccnenoBanne npoBOgHiIM Ha MUKpPO-
ckorre BbIcokoro paspemennst Tecnai G2 30 Twin, ocHareH-
HOM CHCTEMOW OSHEProJHCIIEPCHOHHOTO pEHTreHOaHaIn3a
EDAX, npu yckopsitomem Hanpspkernn 300 kB ¢ ucmomnszo-
BaHHEM CTaHJAPTHBIX METOAWK: CBETJIOMOJBHBIX, TEMHO-
TIOJBHBIX HM300paKCHUI W AIIEKTPOHHON MUKPOIU(PPAKIH.
JluneitHble pa3Mepbl AJIEMEHTOB CTPYKTYpBI OIPEEISIINCh
MPSIMBIMA N3MEPEHUSAMH B TIFIOCKOCTH HAOTIOACHNS.

[TpoGomoAroToBKy MpOBOAMIM Ha ammapaTtax Meta-
serv 250, TenuPol-5, Ultratonic Disk Cutter, PIPS II unct-
PYMEHTaJIbHBIMU METOIaMH.

MexaHnueckne CBOMCTBa ONPEAESUIMCH HA YHUBEPCAIIb-
HOM wucnbITaTenbHON MammHe (Zwick/Roell Z050) B cooT-
BercTBUU ¢ ISO 6892-1 B IMTOM COCTOSIHUH M IS KaXKIOMH
CTYINIEHH TepMUUECKOi 00paboTku. Pasmepsl 06pa3IoB BbI-
Oupammce B coorBeTcTBUH ¢ DIN 50125. Pacuersr nomygae-
MBIX B pe3yJibTaTe MCIbITaHUI CBOMCTB, a MMEHHO Ipejierna
TEKy4ecTH (Ggp) | Mpesesna MPOoIHOCTH (6p), OBUIH TIpOBEe-
Hel B cootBeTcTBUM ¢ ['OCT 1497-84 u 'OCT 11150-84.

PE3YJIbTATBI HCCJIEJOBAHUSA

B muroii ctpykrype crutaBa Al0,3Mg1Si0,3Sc0,15Zr 6b1-
1 0OHAPY>KEHBI YaCTHIBI YIPOYHsIOEeH (a3bl, NUMEroLHe
paznuunyio Mopdosoruto (puc. 1). I[Ipu 3ToM B ogHHX 3€p-
Hax OOHapy)KeHbI YaCTHIIbI, UMEIOIIE PABHOOCHYIO (opMy,
a B JIpyrux — urinooOpa3Hyr. PaBHOOCHBIE YacTHIBI, Cpe-
Huil pasmep KoTopblx coctaBisieT 30—40 HM, BBIIEISIOTCS
B o00beMe 3epHa OTHOCHTEIHHO OIHOPOIHO (pwmc. 1 a).
B ctpykrype 3epeH, rie NpuCyTCTBYIOT UIIIO00pa3HbIE yac-
THIBI, HAOMIOAAIOTCS CBOOOAHBIE OT BBIACICHMI 30HBI, MX
mupHuHa cocTaBiteT ~500 HM, T. €. IPU OTHOCUTEINIBHO IIJIOT-
HOM CKOIUICHHM WIJIO00Opa3HBIX YacTHIl BBIJIECICHHE PaBHO-
OCHBIX JTUCIIEPCOUIOB B TAKUX 30HAX MOJHOCTHIO OTCYTCTBY-
et. Kpome Toro, B 06beMe eTMHIYHOTO 3€pHa, KaK MpaBuilo,
HaOJIfolaeTcsl eIMHCTBEHHAs! OPUEHTHPOBKA UIII000pa3HBIX
YacTUIl M3 BCEX KpUCTALIOrpaduuecku SKBHBAICHTHBIX
(puc. 1 b). M3 3T0r0 MOXHO 3aKIIIOYUTh, YTO YIS OJIArOMPH-
STHOTO POCTa TaKHUX YacTHUI] HEOOXOIUMa COOTBETCTBYIOIIAS
opHeHTanusi 3epHa (OTHOCHTENIBFHO TPAIHMeHTa TEMIepaTyp
npu Kpuctammsanun). V3 ananmsa pesyneratoB [IOM cre-
JIyeT, 94TO Bce HaOJIolaeMble YacTHIbI 00pa30BaINCh B X0/Ie
MPEPBIBICTOTO PACIad MEPECHIEHHOTO0 CKAaHIHEBOTO pac-
TBOpA IPU JBHKEHUN MEK3EPEHHbIX IPAHHII.

C momomipio [IOM B o0pasiie mocie OT)KWra cIijiaBa
Al0,3Mg18Si0,3Sc0,15Zr B Teuenue 8 U mpU TeMIeEpary-
pe 440 °C oOHapysxeHbl (ha3bl Ha ocHOBe Sc. OHH Tpea-
CTaBJICHBI B BHJIE UrOJbYATHIX BBIJCJICHUI JAUAMETPOM JI0
40 HM ¥ TPOTSHKEHHOCTHIO HECKOJIbKO MUKpoH. Cremyer

Taonuya 1. Cxema mepmuueckoii 06pabomxu cniagos
Table 1. Scheme of thermal treatment of alloys

CniaB

Tepmuueckasi 00padoTka

440 °C, 8 4

Al0,3Mg18i0,3S¢0,15Zr

(440 °C, 8 1) + (500 °C, 0,5 1)

(440 °C, 8 ) + (500 °C, 0,5 4) + (180 °C, 5 1)

Al0,3MglSi

(550 °C, 8 u) + (180 °C, 5 1)
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Puc. 1. Dnexmponno-mukpockonuueckue uzodpasicenus mukpocmpyxkmypol cnaasa Al0,3Mgl18i0,3Sc0,15Zr 6 aumom cocmosnuu:
a, b — ceemnononvhvie uzobpasicenus
Fig. 1. Electron microscopic images of the microstructure of the A10.3Mg1Si0.3Sc0.15Zr alloy in the as-cast condition:
a, b — light-field images

OTMETUTh UX BBICOKYIO OOBEMHYIO JIOJIO TPH OTHOCHTEINb-
HO HeOOJBIIOW IUIOTHOCTH pacmpezeieHus. Kpome Toro,
HAOJIOMAIOTCS PAaBHOOCHBIC YACTHIBL, TUAMETP KOTOPBIX
cocraBiseT 20 HM (pHC. 2 C), OHH BBICTPOCHBI B IICTIOYKH,
YTO, MO-BUANMOMY, MOXKET OBITH CBSI3aHO C T€TEPOTCHHBIM
3apoxaeHneM ¢aszsl Al;Sc Ha pucmokarusx. OTMeTHM, 9TO
UTOJIFYAThIC BBIJCICHHSA, KaK W PAaBHOOCHEIC, 10 BCEH BH-
JIMMOCTH, SIBIISIFOTCS paHee OOHApy>KEHHBIMH YacTUIAMHU
tuna Al;Sc, BBIICTUBIIMMUCS B pe3yJIbTaTe HEMPEPHIBHOTO
pacmaja mpu OCTBIBAHUH JIUTOI 3ar0TOBKH (pHUC. 2).

B cmmaBe Al0,3Mgl18Si0,3Sc0,15Zr mocne oTxkura mo
pexumy (440 °C, 84) + (500 °C, 0,5 4) + (180 °C, 5u)
(puc. 3) HaONMIOAAIOTCS CTEP)KHEBU/HBIE BBIJCICHUS UIU-
Hol 500 HM u nmamerpom okono 200 HM, copepxailiue
B cebe Al, Si, Sc u Zr. YuurtsiBast pasmMepsl 1 MOP(OIIOTHIO
YHOMSHYTBIX BBIIIE YACTHI[, MOXXHO IPEIION0XKHUT, YTO
JTAaHHBIC YaCTHIIBI MIPECTABISIOT COO0I paBHOBECHYIO a3y
Sc,SipAl, ciocoOHy0, IO Bcel BUAUMOCTH, YaCTUYHO Pac-
TBOPATH IHpKOHUN. CyIs IO BCeMy, Aae KpaTKOBPEMEH-
HOTro Harpesa npu Temneparype 500 °C goctaToyHO IS ee
¢dopmupoBanust. [1o rpanuLam 3epeH HaOIIOAIOTCS YacTH-
LI, BBIJCIUBIIHECS IIPU MPEPHIBUCTOM pacriajie 1nocie Jinu-
Ths (puc. 3 a, 3 b).

ITocne uckycctBenHoro crapenus mpu 180 °C B TeueHue
54 OCHOBHOW ympouHstomiel (asoif /Ul cIlaBa JaHHOTO
coctaBa craHoBUTcs (aza P" (MgsSig), BBLAEIAIOMIAACS
B BUIEe cTepxkHed mmmHOW no 70 HM (puc. 4 a). Cuemyer
OTMETUTH JIOBOJHHO BBICOKYIO OOBEMHYIO JIOJIO U pa3Mep
gactul] ", Ha YTO YKa3bIBAIOT SPKO BBIPAXKCHHBIC pedIiek-
CBI JIAHHOM (ha3bl HA COOTBETCTBYIOLIUX IEKTPOHOTpAMMaXx
(puc. 4 b). IIpu 3TOM, HECMOTPS Ha JOBOJBHO OOJBIIHE
pa3Mmepbl BeIACACHHUN ", OHM COXPAHSIIOT CBOIO KOT'CPEHT-
HOCTb C aJIIOMUHHEBOUN MaTpUIIEH.

B crutaBe Al0,3Mg1Si HaOronaercs BoiieneHue a3 Ha
OCHOBE Si B BUJIe MHOTOYT'OJIbHUKOB HENPaBHIbHOM (HPOPMBI
pasmepamu 110 300 HM, 0Opa3yrommxcs, Cyas IO BCEMY,
B IIpoliecce HarpeBa Hox 3akaiky (puc. 5 a). IIpu uckycer-
BeHHOM crapeHnd npu 180 °C B Teyenue 5 u oOpazyrorcs

BBICOKOJIUCIIEPCHBIE MIJIOBU/IHBIC BBIACNICHUS 30HBI | MHBE —
IIpecrona u PB"-¢aser (puc. 5b, 6a). B nemom kaptuHa
cxoxa co cmraBom Al0,3Mgl1Si0,3Sc0,15Zr mocne Tpex-
CTYIIEHYATOH TEpMOOOPAOOTKH, OAHAKO CIIEIYeT OTMETHTb,
YTO yNpOYHAOmMX dactul] MgsSis B 0a30BOM cIutaBe 00-
Hapy’KeHO OOJIbIIe.

Ha puc. 7 npeacraBineHbl MEXaHUYECKUE CBOMCTBA pac-
CMaTpHUBaeMbIX CIUIABOB B JINTOM COCTOSHMHU M TIOCIIE Tep-
MHUUeCcKOil 00paboTku. B MTOM cocTOsSTHMM NOOAaBKU CKaH-
ISl 1 LUPKOHUS TIO3BOJISIIOT 3HAYMTENLHO TOBBICUTh CBOM-
CTBa cIUIaBa: mpeen Tekydectd Ha 32 MIla, npenen mpou-
voctu Ha 60 MIla. Omxur Al0,3Mgl18Si0,3Sc0,15Zr npu
440 °C B TeueHue 8 4 HE NMPHUBOIUT K CYIIECTBEHHOMY H3-
MEHEHHIO TIpejiesla TEeKyUeCTH, a TaKXKe BBI3BIBACT CHIDKE-
HUe npenena npouHocTd Ha 32 MIla. TpexcryneHuaTsiit
OTXMWI JIETUPOBAaHHOTO SC W Zr cIulaBa MO MapupyTy
(440 °C, 8 u4) + (500 °C, 0,5 1) + (180 °C, 5 4) ciocoOCcTBY-
€T MOBBILICHUIO TNpezena Tekydectn Ha 8§ Mlla, a npenena
npoyHocty — Ha 17 MIla OTHOCUTENBHO JTUTOrO COCTOSIHUSL.
Opnako y 0a30BOTo cijaBa IMOCJI€ HArpeBa MOJ 3aKalIKy
C TIOCTIEIYIOIINM HCKYCCTBEHHBIM cTapeHueM (550 °C, 8 u) +
+ (180 °C, 5 4) moka3aTeny 3HAUYUTEIHHO BBIIIE — IMpeel
TeKkydecTH moBeicuiIcad Ha 106 MIla, npexen mpoyHOCTH —
Ha 70 MITa.

OBCYXIAEHHUE PE3YJIIBbTATOB

YcTaHOBIIEHO, 4YTO B JIMTOM COCTOSHHH CILIaB
Al0,3Mg18Si0,3Sc0,15Zr umeer Ooiee BBICOKHE IMOKA3aTEITN
MPOYHOCTH, YTO CBSI3aHO B MEPBYIO OUYECPEIb C IOSBICHACM
yacTun tuna Al;Sc, Kak TIOyKOTepeHTHBIX, TaK U MTOJTHOCTHIO
KOTEPEHTHBIX FOMUHHUEBON Matpuie. OTMETHM, YTO KpeM-
HUH CYIIIECTBEHHO YCKOPSIET MPEPBIBUCTHIN pacman u (axTu-
YeCKH JIENIaeT MOSBIICHUE TAKUX YaCTHUI] HEM30eKHBIM [7].

[ocnenyromuit orxur (440 °C, 8 4) He NPUBOIUT
K CYIIECTBEHHOMY M3MEHEHHIO Mpejiesia TEKYIeCTH U, KpPo-
M€ TOTO, BBI3BIBAE€T CHIDKCHHE TIpefesia TMPOYHOCTH. ITO
CBSI3aHO, BO-TICPBBIX, C T€M, YTO OOJNBINAs YACTh CKAHAWS

Frontier Materials & Technologies. 2023. Ne 4

11



ApsbimieHckmii E.B., Jlanmos M.A., Konosanos C.B. u 1p. «Biausinue TepMuyeckoii 00padoTKH Ha MUKPOCTPYKTYPY M MEXaHHYeCKHUE. ..»

c

d

Puc. 2. Dnexmponno-muxpockonuueckue uzoopasicenus muxpocmpykmypwi cnaasa Al0,3Mgl8i0,3Sc0,15Zr
nocne omycuza npu 440 °C 6 meuenue 8 u:
a — cgemnononbHoe uzobpadicenue;

b, ¢ — memnononbnsie usobpascenus 6 peghexce (110)

Al;Se”

d — muxposnexkmponoepamma (0cb 30Hul) lzﬁJ Al

Fig. 2. Electron microscopic images of the microstructure of the A10.3Mg1Si0.3Sc0.15Zr alloy
after annealing at 440 °C for 8 h:
a — light-field image;

b, ¢ — dark-field images in reflex (110)

Al;Se”

d — microelectronogram (zone axis [ZB'] .

BBIZIETSIETCST M3 TEPECHIIIEHHOTO TBEPAOTO pacTBOpa IpH
OCTBIBAHUU CJIUTKA B TPOLECCE JIUThS, MOCIE YEr0 HOBBIX
YIPOUYHSIOIMX YacTUI] Yke He oOpasyercs. CHIKeHHE
MPOYHOCTHBIX CBOMCTB TaK)k€ MOKET OBITh BBI3BAHO BbIJIE-
JIEHWEM Mar"usi B BHe dacTtul Mg,Si u3 nepechinieHHOro
TBEPJOTO PACTBOpa, 4TO, COTJIACHO pacderaM, MpefcTaB-
neHHBIM B [15], HaumHaeTcs TpHW TeMIepaTypax HIDKE
500 °C.

Ilocne 3aKIOYUTENTHHOTO HCKYCCTBEHHOTO CTapEHUS
MPOYHOCTHBIE TTOKA3aTeNM B CIUIABE CO CKaHIMEBBIMHU J0-

0aBKaM# HECKOJIBKO BBIPACTAIOT, IIPEXKIE BCETO M3-3a Qop-
mupoBanus uactul B" (MgsSis), HaaM4YMe KOTOPBIX IOJ-
TBepkaaercs AaHHbIMU [I9M. B 10 ke Bpems BbI3bIBa€MbIi
UMH POCT TPOYHOCTH HEBEIHUK IO CPABHEHHUIO C 0a30BBIM
CIUIAaBOM, MPHYUHA 3TOMY — KPYITHBIA pa3Mep JaHHBIX Yac-
i, B 6a3oBoMm cmiaBe mpu crapeHun (GopMmupyercs
Oonpiree xomudectBo yacTuil " (MgsSig) mo cpaBHEHHIO
CO CIUTaBOM, COJIEpKalllUM CKaHIWH, 4TO BBI3BIBAET OoJjiee
CYIIECTBEHHBIH POCT MPOYHOCTH. DTO CBSA3AHO C TEM, UTO
B 0a30BOM CIUIaB€ BO3MOXXHO TPOBEIACHHUE TOTHOLICHHOM

12
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Puc. 3. Dnexmponno-mukpockonuyeckue uzoopasicenus mukpocmpyxkmypuot cnaasa Al0,3Mgl1Si0,3Sc0,15Zr
nocne omacuza no pexcumy (440 °C, 8 1) + (500 °C, 0,5 v) + (180 °C, 5 u):
a — c6emIonoIbHOE U300padIceHUe,
b — memHononvHoe uzodpadicenue @ peghnexce gasvr (100)Al3(Sc,Zr);
€ — CBEMIONOJIbHOE U300PadICeHUe 8 pedicuMe CKaHuposanus Ha npocsem (STEM);
d — cnexmp xapaxmepucmuuecko2o uznyuenus: 6 mouke 1 na puc. 3 ¢
Fig. 3. Electron microscopic images of the A10.3Mg1Si0.3Sc0.15Zr alloy microstructure
after annealing at (440 °C, 8 h) + (500 °C, 0.5 h) + (180 °C, 5 h):
a — light-field image;
b — dark-field image in the (100)Al;(Sc,Zr) phase reflex;
¢ — light-field image in transmission scanning mode (STEM);
d — spectrum of characteristic radiation at point 1 in Fig. 3 ¢

Frontier Materials & Technologies. 2023. Ne 4

13



ApsbimieHckmii E.B., Jlanmos M.A., Konosanos C.B. u 1p. «Biausinue TepMuyeckoii 00padoTKH Ha MUKPOCTPYKTYPY M MEXaHHYeCKHUE. ..»

a b

Puc. 4. Dnexmponno-muxpockonuueckue uzoopasicenusn muxpocmpykmypsi cnaasa Al0,3Mgl8i0,35c0,15Zr
nocne omoscuea no pexcumy (440 °C, 8 u) + (500 °C, 0,5 u) + (180 °C, 5 u):
a — meMHONOIbHOE U300paAdcerue 6 pegpekcax gas,
b — murpoonexmponozpamma, oce sonst [001] ,,

Fig. 4. Electron microscopic images of the Al0.3Mg1Si0.3Sc0.15Zr alloy microstructure
after annealing at (440 °C, 8 h) + (500 °C, 0.5 h) + (180 °C, 5 h):
a — dark-field image in phase reflexes;
b — microelectronogram, zone axis [00 1] "

a b

Puc. 5. Dnexmpouno-muxpockonuueckue uzoopasicenuss mukpocmpykmypui cnaasa Al0,3Mg1Si
nocne omoscuea no pexcumy (550 °C, 8 4) + (180 °C, 5 u):
a, b — ceemnononvuvie uzobpasicenus
Fig. 5. Electron microscopic images of the A10.3Mg1Si alloy microstructure
after annealing at (550 °C, 8 h) + (180 °C, 5 h):
a, b — light-field images
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a

b

Puc. 6. Dnexmponno-MuKpockonuueckue uzoopascenus Mukpocmpykmypuel cnaasa Al0,3MglSi
nocne omoscuea no pexcumy (550 °C, 8 u) + (180 °C, 5 u):
a — memHononvbHoe u30bpadicenue 6 pegpnexcax gas; b — muxposnexmponoepamma
Fig. 6. Electron microscopic images of the A10.3Mg1Si alloy microstructure
after annealing at (550 °C, 8 h) + (180 °C, 5 h):
a — dark-field image in phase reflexes; b — microelectronogram
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Puc. 7. Mexanuueckue coiicmea paccmampusaemvlx CRIAG08 NOCAE MEPMULECKOU 00pabomKu.:
a — npeden mexyuecmu, b — npeden npounocmu
Fig. 7. Mechanical properties of the alloys under consideration after thermal treatment:
a — yield strength; b — tensile strength

3akanku npu Temmneparype 550 °C u BBIAEPKKH B Tede-
Hue § 4. Takoll pexuM MO3BOJIAET PACTBOPUTh MarHuil
U TeM CaMBIM CIIOCOOCTBYET BBIIEIICHHUIO HAMHOTO OOJb-
mero konudectsa yactun B" (MgsSig).

B T0 xe BpeMs MOJIHOLEHHYIO 3aKalIKy HEBO3MOXKHO
MPOBECTH B CILIABE, COAEPIKAIIEM CKaHIWH, TaK KaK OHA
OyZeT IMOJIHOCTHIO HHUBEIMPOBATH YNPOUHSIOMMHA 3 -
¢ext ot yactur Al;Sc. 310 0OBjCHSACTCS TEM, YTO MPH
Harpese g0 TemnepaTypsl 550 °C u BbIIEpXKKE B Teue-
HHE § 9 MPOUCXOIUT KOATyJIAIHNs YacTHUIl, B Pe3yIbTaTe

Yero BBI3BIBAEMBIH MMM YIPOUYHAIOMUNA 3P PeKT moi-
HOCTBIO yTpauuBaercsi. Takum oOpa3oM, 100aBKH
ckaHaus B criaBbl Al-Mg—Si BBI3BIBAIOT CYIIECTBEH-
HBIl POCT MPOYHOCTH TOJBKO B JIUTOM COCTOSHUHU Ha
CTaIW¥ pacmaja MepechIeHHOTO TBEPIOTO pacTBOpa.
IMocaenyromue CTynmeHW TepMUYecKod 00paboTku He
MO3BOJISIIOT ITIOJHOLEHHO BBIJENUTH 00a THIA ympod-
HSIOMMX YacTUIL. B pe3ynpraTe MeXaHWYECKHE CBOM-
cTBa 0a30BOro CIjlaBa BBINIE, YeM CIIJIaBa, COAEpKa-
IEro CKaHAUM.
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OCHOBHBIE PE3YJIBTATBI

1. B cmaBax ceprm Al-Mg—Si ¢ ZOTOTHUTETBHBIM Jie-
THpOBaHKMEeM Sc U Zr HaOMIoaloTesl yiayqlieHHbIe MEXaH!-
YeCcKHe CBONCTBA B JINTOM COCTOSIHHH II0 CPaBHEHHMIO C 0a-
30BbIM CIDTaBOM. OCHOBHOW NPUYMHOM 3TOTO SIBIISIETCS
oOpa3oBaHme ympouHsommx dYactun Tuma Al;Sc, Bbme-
JSIFOLIMXCS. B TPOLECCe OXJIAXKICHUS JIMTOH CTPYKTYPBI.
VIIydImeHnto MeXaHHIeCKIUX CBOWCTB TaKKe CIIOCOOCTBYET
TBEPAOPACTBOPHOE YIIPOUHEHUE CKAHIUEM M IUPKOHUEM.

2. Orxur npu 440 °C He TPHBOAUT K CYIICCTBEHHOMY
YBEJINYCHHUIO KotnuecTBa yacTul Al;Sc. OTo cBsizaHo ¢ Tew,
YTO BBIICJICHUE OCHOBHOW YacTH CKaHIMSA M3 TBEPIOTO pac-
TBOpa MPOUCXOAWT Ha CTaJUM OCThIBaHMS ciuTKa. [Ipenen
TEKy9eCTH Ha JaHHOH CTYIEHH TepMHUYECKOH 00paboTKu HEe
M3MEHSIETCs, a MPEeAE MPOYHOCTH YMEHbIIAeTCsl. Y MEHbLIIe-
HHE JIaHHOTO TIOKa3aTeNs CBSI3aHO, MPEXIE BCETO, C BhIIEIE-
HHEM MarHus U3 MepechIeHHOr0 TBEPIOT0 PacTBOpA.

3. UckyccrBenHoe crapenne B pexkime (180 °C, 5 1) mpu-
BOAUT K 00OpasoBaHuIO ynpounsrommx vactun B" (MgsSis),
KOTOpBIC 3HAYUTENBHO TOBBIIIAIOT MTOKA3aTEIN MEXaHUYe-
CKUX CBOMCTB B 000oMX THMHax cruiaBa. OnHako B 6a30BOM
CIJIaBe KOJIMYECTBO 3THX YACTHI[ OOJNBIIE, a BBHI3BIBACMBIN
UMM YIIPOUYHSIOMMIA 3G dekT Boie. B nepByto odepens 3o
CBSI3aHO C TEM, 4TO JJIs ciutaBa 0e3 Sc 1 Zr BO3MOJKHA IT0JI-
HoueHHas 3akanka (550 °C, 8 4), cmocoOCTByroIas pac-
TBOpeHHIO Mg u Si.
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Abstract: The paper studies the Al-Mg—Si alloy that does not contain scandium and zirconium, as well as the silicon-
rich AI-Mg-Si—Sc—Zr alloy. Multistage thermal treatment was carried out for the Al0.3Mg18Si0.3Sc0.15Zr alloy, which
included annealing at a temperature of 440 °C for 8 h, high-temperature annealing at 500 °C for 0.5 h, and artificial aging
at a temperature of 180 °C with soaking for 5 h. The A10.3Mg1Si alloy was annealed at 550 °C for 8 h, and then artificial
aging was carried out similarly to the alloy with Sc and Zr additives. To study the fine structure, transmission electron mi-
croscopy was used. In the as-cast condition and after each stage of thermal treatment, the mechanical properties of the al-
loys were determined. It has been found that in an alloy doped with Sc and Zr, the formation of Al;Sc particles occurs al-
ready at the stage of formation of the cast structure. During subsequent artificial aging, the supersaturated solid solution
decomposes with the formation of B" (MgsSis) particles improving mechanical properties. It has been found that in the
scandium-containing alloy, fewer B" (MgsSig) particles are formed, as a result of which its strength properties are slightly
worse than those of the base alloy are. Moreover, these particles are larger than in an alloy that does not contain scandium.
This is explained by the fact that complete quenching is impossible for an alloy with scandium additives.

Keywords: Al-Mg—Si—Sc—Zr; excess Si; multistage thermal treatment; artificial aging; TEM; mechanical properties;
A13SC; Mg5816

Acknowledgements: The study was funded by the Russian Science Foundation grant No. 21-19-00548,
https://rscf.ru/project/21-19-00548/.

For citation: Aryshenskiy E.V., Lapshov M.A., Konovalov S.V., Malkin K.A., Rasposienko D.Yu., Makarov V.V.
The influence of thermal treatment on microstructure and mechanical properties of the Si-rich AI-Mg—-Si—Sc—Zr alloy.
Frontier Materials & Technologies, 2023, no. 4, pp. 9-17. DOI: 10.18323/2782-4039-2023-4-66-1.

Frontier Materials & Technologies. 2023. Ne 4 17


https://doi.org/10.1016/j.matchar.2018.02.030
https://www.elibrary.ru/vkabcf
https://doi.org/10.3139/146.110022
https://doi.org/10.1016/j.jmst.2019.03.011
https://doi.org/10.1016/j.jmst.2019.03.011
https://link.springer.com/article/10.1007/s10853-006-0306-2
https://doi.org/10.1016/j.msea.2020.139943
https://doi.org/10.3390/met11111797
https://doi.org/10.3390/met11111797
mailto:arishenskiy_ev@sibsiu.ru
https://rscf.ru/project/21-19-00548/




VIK 546.05
doi: 10.18323/2782-4039-2023-4-66-2
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Annomayusn: Crouctelie nBoiiHble runpokcusl (CJII7) MOKHO OTHECTH K KJIacCy MEepCIEeKTHUBHBIX MaTepHajioB Oiaro-
Jlapsi IPOCTOTE CHHTE3a, a TaKke o0ImmpHOi chepe ux npumenenus. Oanako nporecc cuare3a C/AI B 3aBUCHMOCTH OT UX
XMMHYECKOTO COCTaBa MOKET 3aHMMATh OT JIECSITKOB YacOB JI0 HECKOJIBKMX CYTOK. PaHee ObUIO yCTaHOBIICHO, YTO BO3/ICH-
CTBHE yJIbTPa3ByKOM B mpouecce noxydenus C/II" 3HauMTeNIbHO COKpallaeT BpeMsi CHHTE3a, a MOJy4YeHHbIE TAKUM CIIOCO-
6om CHI' uHTEpEeCHB! B OTHOIICHHH H3y4YeHUS MX (PU3UKO-XUMHUYECKHMX CBOWCTB, a TaKKe COPOIIMOHHON CIIOCOOHOCTH.
B pabote monyuenst Mg/Fe C/II" B HuTpatHO# (hopMe TpaTuIIMOHHBIM METOIOM, a TAKXKE IIPH COBMECTHOM JCHCTBHUH yITb-
Tpa3ByKa W IOBBIIIEHHOTO THAPOCTaTHYECKOTO NaBiieHus. [lomydeHHble 00pa3nbl 0XapaKTepH30BaHbI C MTOMOIIBI0 KOM-
TUIeKca (PU3UKO-XUMUYECKIX METO/IOB aHAIN3a, BKIIOYAIONINX CKaHUPYIOIIYIO 3JIEKTPOHHYI0 MHUKpockonuio (COM), uH-
tdpakpacHyto crekrpockonuio (MK), pentrenodazossiii aHamu3z (PDA), tepmorpaBumerpuueckuii anamu3 (TTA)
¢ muddepennmanpHOi ckanupyromei kanopumerpuert (JICK). [IpoBeneHb! SKCIIEpUMEHTHI TT0 MCCISTOBAHUIO COPOIHOH-
HOM crrocobHOCTH moiydeHHBIX 00pasnoB Fe/Mg C/II" mo oTHOIIEHHIO K XpOMaT-HOHAM B HOPMAaJIbHBIX YCIIOBHAX, a TaK-
e IpU JACHCTBUH YJIbTPa3ByKa, B T. 4. B COYETAHUH C MOBBIIICHHBIM THIPOCTATHYECKUM JaBiieHreM. Ha goTosnektpuye-
CKOM (poTOMeTpe OBbLIM MOIYyUYSHBI U MPOAHAIU3UPOBAHBI JaHHbBIC C KOJIWYECTBEHHBIMU 3HAYCHUSIMHU TIpOliecca COPOIHH.
JlauHbIe, TOTyYeHHBIE B X0 KOMIUIEKCHOTO aHaJH3a TOTOBOTO MPOIYKTa, yKa3bIBAIOT HA TO, YTO CHHTE3MPOBAHHBIN Ma-
tepuan sieisiercst Mg/Fe ciorctsiM TBOWHBIM THApPOKCHaOM. [Ipu npoBeneHun peHTreHo]a3oBoro aHaiu3a BhISBICHO, YTO
cunre3 CHI' ¢ mpuMeHeHHEM yJIbTpa3ByKa M JaBJICHHUs IOBBIMIACT CTENEHb KPUCTAUIMYHOCTH KOHEYHOTO MPOIYKTA.
YcraHoBIeHO, 4TO copOumoHHbIe cBoiicTBa C/II', moTy4eHHBIX TpaJuiuoHHBIM criocobom, n C/IIT, oyrydeHHBIX 1oJ Jei-
CTBHEM YJIbTpa3ByKa M AaBieHus, ornudarorcs. Y Mg/Fe C/II', cMHTE3UpOBaHHBIX TPaJUIMOHHBIM METOJIOM, COPOIHs
XpoMaTa MpOoTeKaeT Jydlle, YeM Y 00pa3lioB, CHHTE3NPOBAHHBIX IPH IOMOIIHN YJIBTPa3BYKOBOH 00pabOTKM B COYETAaHHU
C MOBBIIIEHHBIM I'HPOCTAaTHYECKUM JaBieHneM. [lokazano, 4ro mporecc copouum uccienoBaHubix odpasnos C/IT onm-
CBIBAETCS Pa3HBIMU MAaTEMAaTHIECKUMH MOZEISIMHU.

Knroueswie cnoea: cnouctrie BoiHBIC THapokcuabl; Mg/Fe; ynpTpa3BykoBoii cHHTE3; COpOIIMOHHBIC CBOMCTBA; XPO-
MaT-aHHUOHBI.

bBnazooapuocmu: Pabora seimonaena npu noagepxke bPODOU (mpoext Ne X21PM-081).

ABTOpBI BEIpaXkaroT 01arogapHocTh OTIENIPHOMY NPOCKTY (PyHIAMEHTANBHBIX U MPUKIAIHBIX HAYIHBIX HCCIIEIOBAHUN
«YIbpTpa3ByKOBOI CHHTE3 CIOUCTHIX ABOMHBIX MMJIPOKCHI0B METUIIMHCKOTO Ha3HAUCHUS.
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BBEJEHUE

Crouctsie aBoiinbie ruapokcusl (CHIN) paccmarpusa-
IOTCSl KaK TEPCIIEKTUBHBIA KJIACC COSAWHCHHWH IJIST CO37a-
HUS KaTAIUTHYECKUX cHCTeM [1], OMOMEIMIIMHCKUX Mate-
puanos [2], ancopbenrtoB [3]. CAI' MOKHO HCIIONB30BaTh
1 Kak 000co0eHHBI copOeHT [4], 1 Kak 3JIEMEHT COCTaB-
HOTO copOenTa [5]. B mociemHee BpeMs pacTeT 9uciio myo-
JUKAIMK, TIOCBSIIEHHBIX MCCIEIOBAHUIO BO3MOXHOCTH
CII" copbupoBath BEIECTBA, 3arPSA3HSIONINE CTOUHBIE BOJIBI,
T. €. nowntoTanThl. Crofa OTHOCATCS BEIIECTBA, B COCTaB KO-
TOPBIX BXOAAT TSDKENble MeTaulbl [6] wim Xpomartbl [7].
B sKoi0rn4ecKkoM KOHTEKCTe HanboJiee MHTEPECHBI Uccie-
nmoBaHus copOImoHHbIX cBoWcTB CJII', B COCTaB KOTOPBIX
BXOJIST METAJUIBI, OOJAaroNIie HU3KOW TOKCHYHOCTBIO TIO
OTHOIIICHHIO K BOAHOM cpene: Mg, Al, Fe [8; 9].

CAI' BO3MOXKHO HCHOJB30BATh B Ka4eCTBE COPOCHTOB
n3-3a ux (pu3uko-xumudeckux cpoiicts. CIAI mpencrais-
10T co00il HeopraHMYECKHe KapKachl, COCTOAIINE M3 IBYX
TIOJIOKUTETHHO 3apsDKEHHBIX CIIOEB, 0Opa30BAHHBIX HOHA-
MH METAJUIOB M THAPOKCHUI-UOHAMH, MEXAY KOTOPBIMU
pacrosiaratoTcsi MOJABI)KHBIE AHHOHBI U MOJIEKYJBI BOJIBI
[10]. ITo cBoeit CTPyKType M CBOWCTBAM OHH CXOXH C aHU-
OHHBIMH TJIMHAMH, COCTOSIIMMH H©3 OpPYCHTOMOZOOHBIX
cinoeB [11]. Cocras C/AI" BeIpaxkaeTcst o01ei popmyoit:

M2 om (om), (A" ), xmH,0 |

rae M?* u M* — kaTHOHBI JIBYXBAJIEHTHBIX U TPEXBAIEHT-
HBIX METAJIOB COOTBETCTBEHHO;

A" — MEXCIIOEBOM aHUOH;

X — MOJISIPHOE OTHOILICHHE TPEXBAIEHTHOTO KaTHOHA K JIBYX-
BaJICHTHOMY;

n ¥ m — KOJIUYECTBO MEKILIACTOBOI BOJBIL.

Brnaromapst cnoucToit CTpyKType U 3AEKTPOCTaTHYECKON
NPUPOJIE CIIOUCTBIC JBOMHBIE THUAPOKCHIBI MOTYT OBITH
HUHTEPKAIUPOBaHbl PAa3IUYHBIMU IO pa3MepaM U IPUpPOAE
AQHWOHAMH WJIM aHHOHHBIMH KOMIUIEKCaMH, YTO M Ompese-
JSIeT BO3MOKHOCTh WX HCIIONIB30BAHMSI B KadecTBE IIep-
CIEKTHBHBIX COPOIIMOHHBIX MaTepraios [ 12—14].

Cuntes CAI' He Tpebyer ciOXHOTO JTabOPaTOPHOTO
000pymOBaHuUs, a caM IPOLECC CHHTE3a COCTOUT U3 JIBYX
KIFOUEBBIX CTaJUI: COOCaKACHUA M Kpuctammm3anun. Cra-
Ul KPUCTAIJIM3AallMd B COOTBETCTBHU C KJIACCHUYECKUM
MetonoMm cunrteza C/I[" mpoTekaeT mpu HarpeBaHUM U 3a-
HuMaeT oT 10 u g0 Heckonbkux cyTok [15; 16]. OTHOCH-
TEJIFHO HEJIaBHO B JINTEpAType IMOSIBUIMCH PaOOTHI IO UC-
MOJIb30BaHUIO YNIbTpa3Byka B cuHTe3ze C/II', rne yTBepkaa-
€TCs, 4TO BO3JEHCTBUE YNBTpPa3ByKa Ha PEAKIHOHHYIO
CMECh COKPAIIAET CTaJUI0 KPUCTAIUIM3ALUU A0 HECKONBKHIX
necsiTkoB MUHYT [17—-19], a copOuuonnsie cBoiictea CAT,
MOJTyYEHHBIX TaKUM 00pa3oM, MOTYT OTIMYATHCS OT COpO-
UOHHBIX cBOiCTB C/II', MOMYYCHHBIX KITACCHYECKAM Me-
togom. IIpu 3ToM cremyer otMeTuTh, uro cuate3 C/I mox
JEUCTBUEM YIbTPa3ByKa B COUYCTAHHM C IOBBIIICHHBIM
THIPOCTAaTUYECKUM JAaBICHUEM, @ CIEJOBATEIbHO, U COpPO-
IIUOHHBIE cBoWcTBa mogoOHbIX CIII" B uTepaType BOBCe HE
OIIHCaHBI.

Llens pa®oThl — HCclenOBaHHE BO3MOXKHOCTH CHHTE3a
CIIONCTBIX ABOMHBIX TMJIPOKCHAOB MO NeficTBHEM YIbTpa-
3ByKa W JaBJEHUs, a TAK)K€ H3y4eHHE UX COPOIMOHHBIX
CBOJCTE 110 OTHOLIEHHIO K xpoMar-anuony CrO4*~ B cpas-
HeHuu ¢ C/II', momy4eHHBIMH TPa{UIIMOHHBIM METO/IOM.

METOJUKA IMTPOBEJEHUA UCCJIIEJOBAHUA

B pabore 6pum ncnonszoansl Marauii (1) asoTHoKMC-
neid 6-BoaubId YJIA, xene3o (II1) asoTHOKHCITOE 9-BOTHOE
YJA (AO «baza Noel XuMpeaKkTHBOBY»), THIPOOKHCH
HaTpusi, HATpUi a30THOKHUCIBIH (AO «BexToH»), XpoMar
kamust (Sigma-Aldrich). Jlpyrume xuMudeckne BEIIECTBa,
pPacTBOPUTENN M MaTepHaibl ObIIM MOJYYEHBI U3 KOMMEp-
YECKUX MCTOYHHKOB M HMCIOJIB30BAMCh 0€3 JOMOIHUTEb-
HOM OYMCTKH.

Cunrez Mg(1l)/Fe(Ill)-NOs;~ C/AI' ocyumiecTBisun 1my-
TeM coocaxaeHus. K pacrsopy nurpara maraus (II) rexca-
rugpata w Hutpara okeneza (III) nomarmampara (0,75
u 0,25 3KB. COOTBETCTBEHHO) JOOABIISUIN KAICIIbHO PacTBOP
runpokcuaa u HuTpata Hatpusa (2 m 0,25 3kB. cooTBeT-
cTBeHHO). JlanpHelnryro o0paboTKy peakIMOHHOW CMeCcH
MIPOBOAMIIN OJHUM U3 CIIEIYIOMNX CIIOCOOO0B:

1) peakunoHHyI0 cMech BeaepkuBanu pu 75 °C B Te-
yeHue 72 q;

2) peakIMOHHYIO CMeCh 00padaThIBaHM YIBTPa3BYKOM
gactoroil 22 k[l ¢ NPUIOKEHHBIM THAPOCTATUYECKUM
JTaBJIEHUEM 2 aTM B Te4eHue 1 u.

O0pa30BaBIIMICS 0CaJOK TIPOMBIBAIIN TUCTHUILINPOBAH-
HoOW BojoN 10 pH=7, uenrpudyruposamu (5000 06/mMuH
B TEYEHHE 5 MHUH), HOCJIE YEro XpPaHWIIM MOA CIOEM BOIbI
WM CYyIIMIN A0 NocTosHHON Maccel npu 30 °C B TeueHue
CYTOK.

[Nomy4ennsie 00pasipl OBUTH HCCIEIOBAHBI HA UX CHO-
COOHOCTB K COPOLIM XpOMAaT-HOHOB.

JUisi BBIABICHUS BPEMEHU HACTYIUICHHWS PaBHOBECHS
copOUMN B KOHHYECKYIO THIOCKOJAOHHYIO KOJIOY ITOMeIann
0,084r CAI, 4547t Bomer, 1T 0,1000 H pactBOpa
K2CrOg4, 0,001 T rumpokcuna HaTpusi, MOCIE YEro maccy
cMmecu oBoamiu 110 50 r 1o0aBiieHUEM TUCTHIUIMPOBAHHOMN
BoJibL. [ToTyueHHyIO CycrieH3HI0 TepEeMEIBaIi B TEUCHNE
1-10 MuH 1100 BO3/IEHCTBOBAIN HA HEE YIBTPA3BYKOM HITH
YIIBTPa3BYKOM B COUYETAHWH C TOBBIIICHHBIM THAPOCTATH-
YECKHUM JIaBJICHHEM B 2 aTM. PaBHOBECHYIO KOHIIEHTPaNUIO
XpOMaTa Kalus B CYCIIEH3UH ONPENEIsUTH (OTOMETPUIESCKH
C WCIIONB30BaHWEM METOJa TIPagyHpOBOYHOrO Tpaduka.
OmnbITHBIE PAacTBOPHI U KOHTPOJIBHBIN PacTBOp (OTOMETpPHU-
pOBIM OTHOCHTENBHO JAWCTWIIMPOBAHHOW BOABI HPH
uHE BOaHBI 410 HM.

OxcnepuMeHTH 1o u3y4yeruto copobunu CII nmpoBonau-
mu npu temneparype 18 °C. B KOHMYECKYIO TIOCKOJIOH-
Hyto konbOy momemanu 0,084t CHI, 45-47Tt BOmwl,
0,1000 u pactBop K»>CrOs4 (0,5, 1, 2 u 3 1), 0,001 T ruapok-
cHJla HaTpus, MMOCjIe Yero Maccy CMecH AOBOAWIM 10 50T
J00aBJIeHUEM JUCTWIIMPOBAaHHOW BoAbL [lomydeHHYyIO
cycneHsuto nepememuBany B TeueHue 10 muH. KoHueH-
TPAIMIO XpOMaTa KajHs B CYCHEH3WH ompenessuii (orto-
METPHYECKN C MCTIOJB30BAaHUEM METOJIa TPAaTyHpPOBOYHOTO
rpa¢uka. OUBITHBIE PAacTBOPHI M KOHTPOJIGHBIA PacTBOP
(hoTOMeTpHPOBAIN OTHOCHTENHHO IUCTHIUIMPOBAHHON BO-
bl ipu JumHe BojHbl 410 HM. Tlpu ¢doromerprpoBaHun
OTIBITHBIX PAacCTBOPOB OIPEICISIM PABHOBECHYIO OITHYE-
CKYIO INIOTHOCTh A, C TOCJIEAYIOIINM PAacdeTOM PaBHOBEC-
HOW KOHILIEHTpanuu xpoMara xamus C,.

Penrtrenoctpykrypusiii anaiansz (PMA) Obul BBIIONHEH
Ha mudpaxromerpe JIPOH-7, 20 yrioBoii mHTEepBan oT 7
1o 80° ¢ marom ckarupoBanusi A26=0,02° 1 BeIIEpKKO# 7 C
Ha Touky. Wcmonp3oBamu Cu-Ka-uznydenne (Ni-Quiabtp),
KOTOpOE B JTaJIbHEHIIIEM ITpH 00pabOTKe CIIEKTPOB pa3iara-
nock Ha komnoHeHTsl Kal n Ko?2.
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TepmorpaBumerpudeckuit ananu3 (TI'A) nmpoBogmmm Ha
npubope NETZSCH STA 449 F3 Jupiter ¢ ucmonb30BaHu-
em ckopoctu HarpeBa 10 °C/MUH B AMana3oHe TeMIeparyp
ot 30 no 600 °C.

UccrnenoBanme mukpocTpykrypel (COM) mpoBomwmn
B MEXIHUCUHMIUIMHAPHOM PECYPCHOM IIEHTpE 110 HarlpaBJie-
nuto «Hanorexuonorun» Hayunoro mapka CII6I'Y Ha cka-
nupytonieM mukpockorne Carl Zeiss Merlin (Carl Zeiss AG,
Oo6epkoxeH, I'epmanms) mpu 10 kB, nmerexrope SE2,
pabouee paccrosuume 6,4 MM, naBnenue 9,4-1077 mOap.
Hanpuienne rpadura npoBoawrock Ha mnpubope Gatan
PECS Model 682, croii Hansuterus 10 am. MHppakpacHbe
(UK) criekTpbl OpUIH 3alTUCaHbI HA criekTpoMeTpe Shimadzu
IRPrestige-21 (Anonus). oromeTpryecKie UCCIeIOBaHUS
MIPOBOIMIINCE HA (oTo3NeKTpruIeckoM hoTomerpe KDK-3.

PE3YJBTATHI UCCJIEJOBAHUA

VYcnoBust cuHTe3a, uznueckas (opMa U KOJOBbIE HauMe-
HoBanus nomydeHHsx C/II" npencrapnens! B Tabmmie 1.

Ha camvke CI' B mopomkoBoi ¢opme, CrenaHHOM
C TOMOUIBI0 CKAHUPYIOUIETO DJIEKTPOHHOTO MHKPOCKOMA
(puc. 1), OTUETIMBO BUIHBI «UEIIYHKN», KOTOPHIE SBILFOTCS
CIEICTBUEM €ro CciloucTol crpykTypel. Ilpumep UK-
cnekrpa C/II" mpencrasien Ha puc. 2. UK-cnektpsl Obun
3aperucTpupoBansl B auanazone 4000400 cm ! MK-crektp
COJICP)KUT JIBE€ MHTEHCHUBHBIE IOJIOCHI MOTJIOMECHUS (YIIH-
pEHHYI0 ¢ MakcuMyM nipu 3447 cM™! u y3KyI0 ¢ Makcumy-
MoM mipu 1340 cM ), nBe yIIMpeHHbBIE CTAGOUHTEHCHBHBIE
nonocsl 1642 1 750 cM !, a Taxke I0JIOCY CpeIHEN HHTEH-
cuBHOCTH TIpy 549 cm ™.

Tabnuya 1. Ycrosus cunmesa, guzuneckas gpopma u kooosvie naumenosanuss CAI
Table 1. Synthesis conditions, physical form, and codenames of LDHs

YcaoBusi cuHTe32
Kon Temnepatypa 75 °C, YiabTpa3BykoBasi YabTpa3BykoBasi 00pa6oTka Puznieckas popyma
72 4 Ha BoJsIHOM DaHe o0padoTka npu 22 kI'y npu 22 k' ¢ naBjieHneM 2 aTM
1i + Ilopomiok
1ii + Cycnensus
2 + + ITopomok
2ii + + Cycnensus

2 pm EHT =10.00kV 1Probe= A

s

WD=64mm  Mode = Hight

F.esolition

Mag = 10.00 K 3

Puc. 1. Cuumox Mg(1l)/Fe(ll])-NO3~ croucmozo 060iiHo2o 2udpoxcuoa,
coenannblll Ha CKAHUPYIOWem I1eKMpPOHHOM MUKPOCKONe
Fig. 1. A scanning electron microscope image of the Mg(Il)/Fe(IIl)-NOs~ layered double hydroxide
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Puc. 2. Hugpaxpacnvie cnexkmpur Mg(1l)/Fe(Il])-NOs~ croucmozo 08011020 cudpokcuoa
Fig. 2. Infrared spectra of the Mg(1l)/Fe(Ill)-NOs~ layered double hydroxide

Hudpaxrorpammer nonyuernsix CHAIT 1eMOHCTpHPYIOT
HQJINYME MUKOB, XapaKTEPHBIX IJIS KPUCTAIIMUECKOH pe-
metrku CHI (puc. 3). Ha puc. 3 b Takke ecTh JOMOITHU-
TENBHBIA THK B paiionHe 20=40°, roBopsIUi O HAIUYUU
B COCTUHEHUH JTOTIOIHUTEIHHOM (a3bl.

3aBucumoctu TT'A u ICK ansa Bcex monydennbix CAI
OTHOTUTIHBI, TIPUMEP THUIIAYHON TEpPMOTPaMMBI TPUBEACH
Ha puc.4. TepMmorpamMMa MHOKAa3BIBAaeT, YTO TEPMHUYECKOE
pa3iokeHne o0pasna MPOXOIUT CTATNH YIAJICHUS MEXKCIIO-
€BOH BOZPI, JECTPYKINHU THIPOKCHIHBIX CJIOEB 10 OKCHIHBIX
U y/IaJIeHHUs MEKCIIOEBBIX aHHOHOB COOTBETCTBEHHO.

JlaHHBIC, MOJTyYEHHBIC B XOJ¢ 3KCIIEPUMEHTa 10 COpO-
i Mg/Fe C/AI' B oTHOLIEHMHM XpoMmara, NpeICTaBIICHbBI
B Tabimue 2. DKClIepUMEHTabHbIE JaHHBIE, TOJyYCHHbIE
NIPY M3YyYSHUU BIMSHUS Macchl XpoMaTa Ha mporecc copo-
LM, TpUBeJieHbl B Tabmune 3. M3oTepMer agcopOuum, no-
Jy4eHHbIE Ha OCHOBE 3THX 3KCIICPUMEHTAJBHBIX JaHHBIX,
TOKa3aHbl Ha pHC. 5.

His BeiOopa Hambonee MOAXOMAIMIEH MOIENH ancopo-
muu  OBUTM TOCTpPOeHBI u30TepMbl Jlernrmiopa (puc. 6)
n Opetinamixa (puc. 7) B 00paTHBIX W JOTapUPMHIECKIX
KOOPJIHHATAaX COOTBETCTBEHHO.

|, umn/c
5000 }A]
{
2500 /\
M \“"W- ’/\‘m MWMWL P e
500
15 25 35 45 55 65 75 e
I, umn/c
5000
1\
|
|
2500, /1\‘w . N "
500
s 25 = 35 45 55 65 75 20°

Puc. 3. Jugppaxmoepammor Mg(1l)/Fe(Il])-NOs~ croucmuix 080tiHbIX 2UOPOKCUO08, cCunme3uposannvix cnocobom 1i (a) u 2i (b).
Buioenennas obnacme — 00noaHumensuvlil UK, 2080PSUULL O HALUYULU 8 COCOUHEHUU OONOTHUMENbHOU (a3bl
Fig. 3. Diffraction patterns of the Mg(Il)/Fe(Ill)-NOs~ layered double hydroxides synthesized by the 1i (a) and 2i (b) method.
The marked area is an additional peak indicating the presence of an extra phase in the compound
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Puc. 4. Cmaouu mepmuuecroeo paznoxcenuss Mg(Il)/Fe(Ill)-NOs~ croucmoeo 0801iH020 2uopokcuoa
Fig. 4. Stages of thermal decomposition of the Mg(Il)/Fe(Il])-NO3~ layered double hydroxide

Ancopbuust 1o JIeHrMropy OIHChIBaeTCs ypaBHEHUEM

e €

9. - QmKL Qm

c, 1 LS

]

IJie ¢. — Macca aJICOPOMPOBAHHOTO XPOMATa Kallksl Ha €M~
HUIly Maccel agcopbenta CII, mr/t;

C, — paBHOBECHasI KOHIICHTpAIIUsI XpoMaTa Kajusi, BHIUYUC-
JICHHAS TI0 JaHHBIM (POTOMETPUH, MI/JT;

K — KoHCTaHTa CBOOOJHOW 3HEPTUU ajacopOnuu (MHAdYe —
KOHCTaHTa cpozcTBa Jlenrmiopa), Ji/mr;

Oy — MOIIHOCTB aICOPOIIMK MOHOCTIOS, MI/T.

B pamkax teopuu ancopOiuu JICHrMIOpa mpeanoiaracTes,
9TO BCE aJICOPOIMOHHBIC ICHTPHI JHEPIETHYCCKH PABHO-
IIEHHBI, & KAXK/bI TAKOW HEHTP MOXET yIEpPXaTh TOIBKO
OJIHy 4acTully agcopOenrta. CienoBaTelbHO, IICHTP aJCcop-
OcHTa 00MamacT KOHEYHOH CHOCOOHOCTRIO aJCOPOMPOBATH
agcopoar.

Hcxonst u3 rpaduuecku MpeiCTaBICHHBIX YKCIIEPUMEH-
TaNbHBIX JaHHBIX (puc. 6) OBUTH paccUWTaHBl MapaMeTpHI
K, u O (tabmuna 4). Iloaxon JIeHrMOpa MOKET OBIThH HC-
MOJIb30BaH JJIsl MPEACKa3aHHsl CHJIBI CPOJICTBA MEXIy all-
copbaroM U ancopOCHTOM C HCIOJB30BaHUEM Oe3pasMep-
HOro kod(dunuenta pasaeicuus (R;) (tadbmuma 3), KoTo-
PpHIit OBLT OIIpe/iesieH 10 YPaBHEHHIO

_ 1
=
1+ K;cp)

[pu 3nauenmsix koadduumenta pasnenenns 0<R;<1 mpe-
obnamaer amcopOuust, mpu R;>1 mpeoOnamaet aecopOms,
B TO BpeMs Kak npu R;=1 HaOxromaeTcst Tak Ha3bIBaeMas
JMHEIHas afgcopbuus, a npu R;=0 apcopOrus HeoOpaTHMa.

Cornacio ®peiiHunxy, aacopOLUsi ONHUCHIBACTCS M-
TUPUYECKUM YPaBHEHHUEM

1
1gqe=ngp+;lgcea

rIe g. — Macca aJcopOUpOBAaHHOIO XpOMaTa Kalus Ha eau-
HUITy Macchl afcopbenta CIT, Mr/r;

Kr— koHctranTa Opeiinaiuxa, Mr/T;

1/n — IHTEHCUBHOCTbH a1COPOLHH.

Hcxons n3 rpadmyuecky npeCcTaBICHHBIX dKCIIEPUMEH-
TIBHBIX JaHHBIX (pUC.7) OBUTM paccUMTaHbI ITapaMeTphbl
Kru 1/n, a Taxoke kodpuimeHT paznenenns (tadnuma 4).

st ompeneneHust Oosee BEPOSTHOIO MEXaHM3Ma al-
copbuun OBUI paccynTaH KOX()(QUIUEHT KOpPpEIALUH 1>
(Tabmmma 4) Ui 3KCIEPUMEHTATBHBIX JaHHBIX 10 Tpadu-
kam ancopOmum Jlemrmiopa (puc. 6) u  DpeitHammxa

(puc. 7).

OBCYXJIEHUE PE3YJIbTATOB

XYUMHYECKUE TIPOLECCHI, NMPOTEKAIOIIME IPU CHHTE3E
CJII', MOXHO BBIPA3UTh CICAYIOIINM YpaBHEHUEM:

6Mg”" +2Fe’" +160H™ +2NO;™ +4H,0 =
= [MgsFez (OH)I6] (NO3 )2 x4H,0

Crumok CIT', momydenssIii nmpu nomorm COM (puc. 1),
OTUYETIUBO AEMOHCTPUPYET YeIIyHdaTyr0 MUKPOCTPYKTYPY
cunresupoBanubsix CIIIT B mopomikoBoit ¢opme, kotopas,
B CBOIO O4epesib, SBISETCS CIEACTBUEM UX CIOUCTON opra-
Huzauuu. JlaHHele, nofdy4deHHble ¢ nomoisio COM, corna-
CylIOTCA C JIUTepaTypHbIMH JaHHbIMH [20-22] o apyrux
CAT', a Takxke X IPUPOJHBIX aHAIOTaX — KATHOHHBIX TJIH-
Hax, KOTOPbIE TOXXE€ UMEIOT YeIIyHJaTylo CTpYKTypy, 00y-
CIIOBJICHHYIO X CIIOUCTBIM CTPOCHHUEM.

Ha mnpencraBnennsix WK-crektpax (puc. 2) mpucyT-
CTBYIOT IOJIOCHI IOTJIOLIECHHS, KOTOPBIE JOKA3bIBAIOT HAJH-
Yhe XMMHYIECKHX CBSI3€H, XapaKTepHBIX [UIS MarHuibKeres-
HbIX C/II": mpokast HHTEHCHBHAS TI0JIOCA TIOTJIOMIEHHS MIPU
3750-3200 cm ! coorsercTByer OH BaneHTHBIM KoneOaHu-
SIM MOJIEKYJ BOJBI M THIPOKCUIIBHBIX Tpymn. Hamiuue ymu-
PEHHOM TOJIOCH! MOTJIOMIEHUS] HU3KOW MHTEHCUBHOCTH IIPH
1641 cm™! 00ycoBeHo 1eOPMAIMOHHBIMU KOJIEOAHUSIMU
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Taonuya 2. Cpasnenue s¢pghexmusnocmu copbyuu 8 pasiuihbIX YCI0GUIX
Table 2. Comparison of sorption efficiency under various conditions

YcaoBust copouun Onruyeckas JIOTHOCTH Onruyeckas IJIOTHOCTH Pa3nocth
% Bpews, | pactopa S pacrnopa | mavmaocrel
OopadoTka* MHH ’ Ao A AA
1 18 °C, nepemermmBanue (1i) 1 0,339 0,210 0,129
2 18 °C, nepememmBanue (2ii) 1 0,339 0,229 0,110
3 18 °C, nepememmuBanue (1ii) 5 0,339 0,220 0,119
4 18 °C, nepememmBanue (17) 5 0,337 0,236 0,101
5 18 °C, nepememuBanue (2ii) 5 0,339 0,241 0,098
6 18 °C, nepememmBanue (21) 5 0,339 0,267 0,072
7 18 °C, nepemenBanue (17) 10 0,378 0,276 0,102
8 V322 I’ (1if) 5 0,338 0,211 0,127
9 V3 22 kI (2ii) 5 0,338 0,222 0,116
10 V322 xI'm, p=2 at™ (1if) 5 0,351 0,199 0,152
11 V322 k', p=2 at™ (2ii) 5 0,351 0,223 0,128
12 V322 xI'm, p=2 at™ (1if) 0,5 0,343 0,228 0,115
13 V322 xI'm, p=2 at™ (2ii) 0,5 0,337 0,246 0,091
14 V322 xI'y, p=2 at™ (1) 0,5 0,337 0,233 0,104
15 V322 xI'm, p=2 at™m (2i) 0,5 0,337 0,234 0,103
16 V322 xI'n (1if) 0,5 0,348 0,200 0,148
17 V322 xI'n (2ii) 0,5 0,348 0,219 0,129

Ipumeuanue. * B ckobkax yxasan k00 CAI" (cm. mabauyy 1).
Note. * LHD code is given in brackets (see Table ).

Taonuya 3. Aocopbyus npu nocmosinnoii macce C/I" u pasznoii macce xpomama
Table 3. Adsorption at constant LDH weight and different chromate weight

mo 0,1000 n Konuenrpauus OnrTuyeckas Macca Konnenrpanus Beauuuna
B H3HAYaJbHOM copOMPOBaHHOIO cOpOMPOBAHHOIO m CAT,
pacTBopa TJIOTHOCTH ajcopouun
K>CrOu. 1 pacTBOpe P xpomara xpomara MI/E Mr
2 4’ Co, Mr/J1 ¢ me K2CrO4, mr C., Mr/21 qe
mos CIAT 14
0,500 64,7 0,126 2,20 44,0 12,4 0,0840
1,00 129 0,276 4,82 96,5 19,7 0,0840
2,00 258 0,581 10,2 203 33,3 0,0840
3,00 388 0,898 15,7 314 44,5 0,0840
nast CAT 28
0,500 64,7 0,096 1,80 36 17,22 0,0840
1,00 129 0,256 4,81 96,2 19,68 0,0840
2,00 258 0,578 10,87 2174 24,36 0,0840
3,00 388 0,906 17,03 340,6 28,44 0,0840
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Puc. 5. Hzomepma adcopbyuu xpomama xanus oas 1i (a) u 2i (b)
Fig. 5. Adsorption isotherm of potassium chromate for 1i (a) and 2i (b)
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Puc. 6. H3omepma aocopoyuu ona 1i (a) u 2i (b) no Jlenemiopy
Fig. 6. Langmuir adsorption isotherm for 1i (a) and 2i (b)

MoJiekyn Bogbl. [lonocer mormomenus mpu 1340 u 750 cm !
BBICOKOW U HU3KOM MHTEHCUBHOCTU COOTBETCTBEHHO OTHO-
csTCS K KoJleOaHWsIM HUTpaT-aHUOHA, B TO BpeMs Kak IpH-
CYTCTBHE TOJIOCHI CPEJHEH MHTEHCUBHOCTH TIpU 549 cm™!
00yCIIOBIICHO KOBaJIEHTHBIMH KOOPAWHAIMOHHBIMH CBSI3SI-
MH «METaJUI — KUCTIOPO».

Judpakrorpammsl momyaeHHbX C/I" mpakTHYeCKH WieH-
TiaHbl (puc. 3) u comepkar TummaHbd g CAT ¢ rumpo-
TaNBIUTHOH CTPYKTYpod Habop 0a3zaiabHBIX pedIIeKCoB.
Jlnst Becex 00pasIoB XapakTepHa reKCcaroHalbHas CHHTOHMS.
JlaHHBIC (aKThl YKa3bIBAIOT HA CIIOUCTYIO CTPYKTYpY IIOJY-
yeHHbIX CJII' u mo3BomsitoT oTHectu moiydeHHble CJHIT

K TUIPOTAJBLIUTHOMY Kpuctawiorpaduueckomy tumy. [Ipu
9TOM pacyeThl C HUCIIOJIb30BAaHUEM IOJNYYECHHBIX IKCIIEPHU-
MEHTAJIBHBIX JaHHBIX YKa3blBalOT HA TO, YTO KPHCTAJUINY-
HOCTH 00pasnoB MakcuManbHa ais 2i u 2ii. Kpome Toro,
B ciy4ae 00pa3ioB 2i u 2ii Ha Tu(paKTOrpaMMax MpOsBIs-
€TCsl IOIOJIHUTENIbHAS clIoeBast JuHus B obOmactu 20=40,50°
(d=2,225 A).

TT' A/ICK-ananu3 obpasuos C/I" (puc. 4) mokasai, 4ro
B IEJIOM TEPMHUYECKOE pPa3NIOKEHHE O0pasIoB MPOTEKAeT
B Tpu crtanuu. Ha mepBod craguu HPOUCXOOUT MNOTEPs
ME)KCIIOEBOW BOIBI, YTO COIPOBOXKIACTCS BBIPAKEHHBIM
9HI03pPekToM (ToTepss Macchl COCTaBIsieT OKoyo 6 %).
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Fig. 7. Freundlich adsorption isotherm for 1i (a) and 2i (b)
Tabnuya 4. Cpasnenue napamempog adcopoyuu no Jlenemopy u Opetinonuxy
Table 4. Comparison of Langmuir and Freundlich adsorption parameters
IIo Jlenrmiopy Ilo ®peiinaauxy
K On R 7L Kr 1/n R. F
ms CIAT 10
0,0032 62,50 0,7073 0,99275 1,01 0,656 0,0076 0,99927
nast CAT 28
0,028 27,03 0,2168 0,8200 - - - -

Ha BTOpOIf cTamuy, Takke COMpOBOXKIaEMON BBIPasKCHHBIM
9H109(PHEKTOM, TPOUCXOIMUT paspylIeHUE THIAPOTAIIBIH-
TOIOJOOHBIX THUAPOKCUIHBIX CJIOEB, COIPOBOXKIAIOIIEECS
HX TPEBpPAIIEHHEM B MPEUMYIIECTBEHHO OKCHIHOTO THIIA
CJIONCTBIE CTPYKTYpbl. Ha BTOpOI cTaany Tarxke Mpoucxo-
qut pasnoxenue annoHa NOs. ITotepu B Macce Ha BTOpOH
CTauM COCTAaBILIIOT OKojio 18 %. Tperbs ctagus compo-
BOXK/aeTcsi cy1ab0 BBIPAKEHHBIM €BAa 3aMETHBIM JHJO-
3¢ (hexToM; MPONCXOAUT OKOHYATEIFHOE Pa3I0KEeHUE OCTa-
TOYHBIX THAPOKCHIOB 1 annoHa NO,~. B urore obpasyercs
cMmech okeuoB xenesa (I11) u maraust (II), a motepu B mac-
C€ COCTaBIIAIOT 0K0JIo 12 %.

[Tonmy4eHHple AaHHBIE TPU H3YyYEHUH COPOIIMOHHBIX
cBoiicte C/II' B oTHOIIEHMHM XpOMaT-MOHOB (Tabmuma 2)
YKa3bIBAaIOT Ha TO, YTO INPH OOBIYHOM MepeMEIINBaHUU
COpOIIMOHHOE PAaBHOBECHE AOCTUTACTCS YXKe depe3 S5 MUH
rmoclie Hadaia JkcrepuMeHTa (tabmuma 2, Ne 1, 4, 7). Og-
HaKO MakcUMyM copOrun Habmromaercs yepes | muH. [Ipn
3TOM CIeIyeT 3aMEeTHTh, YTO MCIOIb30BAHUE CYCIICH3HOH-
HOW opmbl CIT" mo3BOISAET TOCTHYD HECKOJIBKO JIYHIIHX
pe3yJbTaToOB COPOILIMH, €M HCIOJIb30BaHHE MOPOIIKOBON
dhopmbr (Tabmuia 2, Ne3 u 4, 5 u 6).

OKcnepruMEeHTalNbHbIE JIaHHbIe (Ta0nuna 2) yKa3blBalOT
Ha TO, YTO IIPH WCIIOJIb30BAHUM OJTHUX M TeX ke (HopM run-
pOKcH/ia B KauecTBE COPOCHTOB 3a OJHO M TO € BpeMs
copOmus yiydmiaeTcsi Ipu BO3JEHCTBUU HA CHUCTEMY YIIb-
TPa3BYKOM, a emie B OOJbIICH CTENEeHH — MpU AEHCTBHU
YJIbTpa3ByKa B COUYETaHWH C IMOBBIMICHHBIM THIPOCTATHYE-
ckuM JaBieHueM (Tabmuma 2, Ne 3,8, 10 mm 5, 9, 11).

B ciygae 00paboTKH COpPOIMOHHBIX CHCTEM YIIBTPa3BY-
KOM MakKCHMyM copOrn HaOmomaercs 3a 0,5 MuH, a K 5 MUH
BO3JEHUCTBUS MPOUCXOAUT YACTHUYHAs JecopOIUs Xpomar-
noHoB (Tabmrma 2, Ne 8 u 16, 9 u 17). B ciryuae xe oxHo-
BPEMEHHOTO JECHCTBMS yIbTPa3ByKa M JABICHHUS KOJIH4Ye-
CTBO COpOMPYEMOTO XpoMara BO3pacTaeT NpH YBEIHMYCHUH
BpeMeHu copbuun ot 0,5 10 5 MUH NpUOIM3HMTENBHO Ha
30 % (tabmuma 2, Ne 10 u 12, 11 u 13). Jlnsg TogHOTO OIpe-
JICTICHNs] BPEMEHH MAaKCUMaJbHOW COpOLMH HEOOXOANMBI
JIOTIOJTHUTEIbHBIE SKCIIEPHUMEHTHI.

BaxxHo orMetuts, uto, kak npaswio, CAI' 1i u 1ii, nomy-
YEHHBIE TPAIULIOHHBIM METO/IOM, JEMOHCTPUPYIOT JIydIlHe
copOrmonnsle pesynbrarsl, yeM CAIT 2i n 2ii, nomydeHHbIE
TOA IeHCTBHEM YIBTpa3ByKa W JABJICHUS (TaOnuma 2, BEH-
quHbl AA psi Ne3u5,4u6,8u9,10u 11,12u 13,16 u 17).
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AncopOrus xpomat-uonoB C/II', momrydeHHBIX KilacCcH-
gecKuM MeTo1oM (17), XOpoIIo OmHChIBaeTCs KaK MOJEIBIO
Jlenrmiopa, tak 1 moneinbto ®peitnamnxa. KosppuumeHTst
KOppeTsIuH, NpecTaBlieHHbIe B Tabauie 4, X0Th U OYeHb
OJIM3KH, OIHAKO YYTh OONbIINKA KO3 (UIMEHT KOppesiuuu
#?F yKa3bIBaeT Ha TO, 4TO afcopbuus xpomar-uonos CHT 1i
B HECKOJIBKO OOJIbIIIEH CTENEHH COTIacyeTcs C ypaBHEHHEM
Opeitnanmxa. B ciaydae xxe C/AIT, noxyuenHoro npu oopa-
0O0TKe peakIMOHHON CMECH YIbTPa3BYKOM IIPU IMOBBIIICH-
HOM paBieHUH (2f), amcopOIus XpoMaT-HOHOB XOPOIIO
OTIMCHIBAETCSI MOJIENBIO JIeHrMIOpa 1 BOBCE HE MOXKET OBITH
onucaHa ypaBHeHueM ®DpeiliHanuxa, IOCKOIbKY, COIIACHO
Mozenu PpeiHMxa, IpsMas U30TEPMbI JOJDKHA IEpece-
KaTh OCb OpAMHAT B OOJACTH OTPULATENBHBIX 3HAUCHHH,
YTO HE COTJIaCYeTCsl C IKCIEPUMEHTAIbHBIMU JaHHBIMH.
Takum o0pa3om, cpaBHUBaTh 3(H(HEKTUBHOCTH 00pasioB 17
u 2i BO3MOXHO TOJBKO B paMKax Mojenu JleHrmropa.
B pamkax yka3zaHHON Mojenu MOIIHOCTh ajgcopoumu CJT,
MOJY4EHHOro KJIaccuyeckuMm MmetojoM (1), mpakTuiecku
B 2 pasa npesblmaeT mMomHocts CHIT, momyueHHOro moj
JICHCTBUEM yIbTpPa3ByKa B COUYETaHWM C JaBiieHueM (2i),
0 YeM CBHJCTENILCTBYIOT BEIMUUHBI (), (Tabnuma 4). Kpome
TOTO, BEJINYMHBI KOHCTaHTHI JleHrmiopa K, IpUBEICHHBIC
B Tabnure 4, CBUACTENBCTBYIOT O TOM, YTO CPOJICTBO XPO-
MaT-noHoB k CII" 1i 6onpme, yem k 2i. Takum obpazom,
MoJienb JIeHrMiopa ykasbiBaeT Ha OOJIbIIYI0 COPOLMOHHYIO
sddextuBHocTh CJIT 1i, 9TO cornacyercs C JaHHBIMH,
NPUBEICHHBIMU B Tabnuie 2.

CTpyKTypa, a clleIoBaTeIbHO, M COPOIIMOHHBIE CBOM-
CTBa B OTHOWIEHUHU Xpomar-uoHoB misg CI, momxyueH-
HBIX KiaccudeckuM MmetogoM (li u 1ii) M moIdydeHHBIX
MOJT ISHCTBUEM YIIbTPa3ByKa M AaBICHUS (20 U 2ii), pa3iu-
4afoTcs. XpoMaT-noH uMeeT Oosbiiee cponctBo k C/AT
tuna 1i u lii, 970 MOXeT OBITh MHTEPECHO IS pas3pa-
OOTKM OYHCTHUTEIBHBIX CHCTEM. MeHbIIee CpOACTBO
xpomart-noHa Kk C/AI" Tumna 2i u 2ii MOXeT OBITh TOJIE3HO
JUIsE pa3pabOTKU CHUCTEM JOCTaBKH M OKUCIHTEIbHBIX
MHKPOOTIEPATOPOB, TJe HEOOX0IUMa HE TOJIBKO COpOIUs
XpoMaT-uoHa, HO M €ro BBICBOOOXKIEHHE, T. €. IecopO-
mus. Takum oOpa3om, 06a tuma CJII" mpeacTaBisoT UH-
Tepec ¢ MPaKTUYECKON TOUKH 3pEHUs.

OCHOBHBIE PE3YJIBTATbBI X1 BBIBO/bI

1. YnpTpa3ByK B COYETAaHMU C TOBBIIICHHBIM JaBJICHHU-
€M HHTEHCH(ULHPYET B3aHMOJICHCTBHE HUTPATOB MarHus
(Il) n xene3a (II) ¢ menodpt0, 9TO MOKET OBITH YCHEITHO
WCTIONB30BAHO [UIA TIONyYSHHS CIOWUCTHIX TBOWHBIX TH-
poxcunos (CAD).

2. Mcionp30BaHmNe yIbTpa3ByKa B COYCTAHHH C ITOBBHI-
IICHHBIM JaBJICHHEM MO3BOJISIET YBEIHYUTHh KPUCTAJUINY-
HOCTh oOpa3zyromuxcs CIT .

3. Ilonyuyennsle C/II" sBnsiroTcsi copOeHTaMHu Xpomar-
noHoB. CopOimonnsie cBoiictBa y CJII, momydeHHBIX Tpa-
JUIIMOHHBEIM METOJIOM, OoJiee BhIpaxkeHbl, yeM y CI, mo-
JIy4EeHHBIX MO JeHCTBUEM yJIBTPa3ByKa U IaBIEHUS.

4. Ina CHAI', TONy4YEHHBIX TPAAULIMOHHBIM METOJIOM,
copOIwst Jydine orucheBaeTcst Mozienbio dpeiHuixa, a uist
CAI', nony4eHHBIX MOJ AEHCTBUEM YIbTpa3ByKa M JaBie-
HUS, — MoJienbio JIeHrMiopa.

5. Pe3ynbTaThl 9KCIEPUMEHTOB YKa3bIBAIOT HA TO, YTO MIPU
WCIIONB30BaHUN OJJHUX U TeX kK€ (OpM THAPOKCHIA B Kade-
CTBE COPOEHTOB 32 OJTHO H TO K€ BPeMs COPOIWS YITyUIIaeTCst

TIPH BO3/ICHCTBUM HA CHCTEMY YJBTPAa3BYKOM, a €Il B 0OJIb-
niefl CTeTIeHW — NpH JEWCTBUM yIbTpa3sByka B COYETAHUU
C MOBBIIIEHHBIM THIPOCTAaTHIECKAM JIaBJICHHAEM.
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Abstract: Layered double hydroxides (LDH) can be classified as promising materials due to the ease of synthesis, as
well as their wide scope of application. However, the process of LDH synthesis, depending on the LDH chemical compo-
sition, can take from tens of hours to several days. It was previously identified that ultrasound exposure during the LDH
production significantly reduces the synthesis time, and LDHs produced in this way are interesting in relation to the study
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of their physicochemical properties and sorption capacity. In this work, the authors produced Mg/Fe LDHs in nitrate form
by the traditional method and by the combined action of ultrasound and increased hydrostatic pressure. The resulting sam-
ples are characterized by a complex of physicochemical methods of analysis, including scanning electron microscopy
(SEM), infrared spectroscopy (IR), X-ray phase analysis (XRD), and thermal gravimetric analysis (TGA) with differential
scanning calorimetry (DSC). Experiments were carried out to study the sorption capacity of the obtained Fe/Mg LDH
samples in relation to chromate ions under normal conditions and under the influence of ultrasound, including in combina-
tion with increased hydrostatic pressure. A photoelectric photometer was used to obtain and analyze data with quantitative
values of the sorption process. Data of comprehensive analysis of the finished product indicate that the synthesized materi-
al is a Mg/Fe layered double hydroxide. X-ray phase analysis identified that the LDH synthesis using ultrasound and pres-
sure increases the crystallinity degree of the finished product. It has been found that the sorption properties of LDHs pro-
duced by the conventional method and LDHs produced under the influence of ultrasound and pressure are different.
In Mg/Fe LDHs synthesized by the conventional method, chromate sorption proceeds better than in samples synthesized
using ultrasonic treatment in combination with increased hydrostatic pressure. The study shows that the sorption process of
the examined LDH samples is described by different mathematical models.

Keywords: layered double hydroxides; Mg/Fe; ultrasonic synthesis; sorption properties; chromate ions.
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Annomayua: MarHueBble CIUIaBBl — UAEANbHBIM MaTepuan JUId CO3aHUA JIETKUX M MPOYHBIX COBPEMEHHBIX TPaHC-
MOPTHBIX CUCTEM, OJIHAKO €ro MIMPOKOe NPUMEHEHHE OIPAaHUYEHO M3-32 HEKOTOPHIX (PM3MKO-XMMUYECKUX CBOMCTB. B pa-
60Te paccMoTpeH 3P (HeKT HeMUHEHHO# ypyToii pa3rpy3ku MarHueBoro criaBa MA14 (ZK60, Mg—5,4Zn—0,5Zr) B kpy1-
HO3EPHHCTOM COCTOSIHMM IOCJIE PEKPHUCTAIIM3allMOHHOTO OTKHUIa. YCTaHOBJIEHO, YTO HEJIMHEHHOCTh XapaKTEpUCTHUKU
pasrpy3ku opmupyeTcsi Tociie JOCTHKEHHs OINpPECIICHHOTO OpOroBOro ypoBHs HampspkeHus. IIpeamosaraercs, 4rto
n3ydaemblii 3pdekT cBsi3aH ¢ neOpMaMOHHBIM MTOBEACHUEM CIUIaBa, IPH KOTOPOM HabironaeTcs: (OpMHpOBAHUE ABOI-
HUKOBOH CTPYKTYpPBI 110 MEXaHM3MY ABOMHUKOBAaHHS pacTsLKEHHs. MUKpOCTPYKTypa MaTepuana oOpas3roB Obuia ompese-
JIEHa METOJaMH PacTPOBOH 3JIEKTPOHHOW MUKPOCKOITMH C IPUMEHEHHEM aHaIH3a AU(PAKIUH 00paTHO PACcCESIHHBIX JIEK-
TpoHOB. OmpereneHne MoporoBoro HanpspKeHUs (GOPMUPOBAHUS HEIMHEHHOCTH pasrpy3Ku OBIIO NMPOBEICHO IBYMS Me-
TogaMu: 1) Mo BeNMYMHE IUIOLIAAW MHETIH, 00pa3syeMoOd HENTMHEHHOCTBIO MEXaHHMYECKOH XapaKTEePUCTHKU PpasTpy3Ku
1 XapaKTEPUCTHKH MOBTOPHOT'O HArpyXeHHsI (MEXaHUUECKUI TUCTEPE3NC), U 2) TI0 aHAIN3y aKyCTHYECKOH IMHCCHH, 3ape-
THCTPUPOBAaHHON NPHU PACTSHKEHUH 10 paspymieHus. ComocTaBleHHE MOJyYEHHBIX Pe3yJIbTaTOB IO3BOJISET MPEAIoo-
KHTh, YTO HEJIMHEHHOCTh pasrpy3kd OOYCIOBJIEHa JBOHHMKOBAHHEM B 3€pHaxX, B KOTOPHIX HaONIOJAETCS HEBBITOJHAS
koHpurypanus (Hu3kuii pakrop IImumra) A TUCIOKAIIMOHHOTO CKOJIBKEHHS. Pa3BOpOT MpPOABOMHUKOBABIIEIO KPH-
cTajuia Ha yrou, oau3kuid k 90°, He criocoOcTByeT noBbilieHH0 hakropa LlIMuaTa M aKTHBAIIMK CHCTEM CKOJIBKEHUS! JTUC-
JIOKAIM{ AJIs 3aKperuieHus: 1e(OPMUPOBAHHON CTPYKTYpBI 10 MEXaHM3MY JTUCIOKAI[MOHHOrO yrpouHeHus. [Ipu moce-
JIYIOLIEM CHIDKCHMH BEJIHMYMHBI BHEIIHEr0 HAIPSKEHHS NPOUCXOIUT Pa3BOMHUKOBAHME M YaCTMYHOE BOCCTAHOBJIICHHE
KOH(UTYpannuy KpUCTAIUINIECKON PEIIEeTKH.

Knrouesvte cnosa: marumii; MarHueBsii cioias; MA14 (ZK60, Mg—5,4Zn—0,5Zr); HenmuHelHas pa3rpys3Kka; IOpor Ha-
TIPSDKEHUST; YIIPYToCTh; IBOMHNKOBAHKE; pa3ABOIHNKOBaHNE; Ae(hOPMALIOHHOE TIOBEICHHE.

Bnazooapnocmu: ViccnenoBaHnue BBINOJIHEHO TpH (PMHAHCOBOW mojuepxkke Poccuiickoro HayqHOro ¢oHzAa B paMKax
peanuzanuu HayuyHoro npoekra Ne 22-23-01169.

Jna yumuposanus: lanok A.B., Mepcon J[.JI., bpunesckuii A.W., ApanaceeB M.A. Onpenenenue mnopora Hanpsi-
KEHUsI 1 MUKPOCTPYKTYPHBIX (hakTopoB, GopMupyommx 3hGeKT HeJIMHEHHON pa3rpy3ku MmarHueBoro cruiaBa MA14
(ZK60) // Frontier Materials & Technologies. 2023. Ne 4. C. 31-39. DOI: 10.18323/2782-4039-2023-4-66-3.

JKAC€T MPUBJICKATCIBHOCTh Mardvs IJisi ITUPOKOTO MPHUMEHE-

BBEJIEHUE

Jlerkue MaraueBble CIIaBBl 00J1aAIOT BBICOKOM yIIeb-
HOH K Macce NMPOYHOCTBIO, YTO JieNlaeT UX KpaliHe IpHBIIe-
KaTeJbHBIMU JUIsl TIPUMCHEHUS] B KOHCTPYKIIMM TPAHCIOPT-
HBIX cpeicTB. B HacTosiiee Bpemsi MarHMEBBIE CIIIABBI
MIPUMEHSIOTCS [TPEUMYILECTBEHHO JUIS JIUThSI B (DOPMBI MITH
U3rOTOBJIEHHUS  3JEMEHTOB MpH IMOMOLM  TOKapHO-
¢dpe3epHOl 00pabOTKM M3 mpokara (IUTUT, JTUCTOB, HPYT-
KOB, Tpy0). ['mOkas mrammoBka W Apyrue MeETOIsl obOpa-
60Tku MetayioB pasieHneM (OMJl) MarHMEBBIX CIUIABOB
CyIIECTBEHHO OTPaHMYEHB WIM TPeOYyIOT MPUMEHEHUS
CIUTAaBOB C OTHOCHTENIFHO BBICOKHM JITUPOBAaHHEM JIOPO-
THEMH TI0 CTOMMOCTH 3JIEMEHTaMH, YTO CYIIECTBEHHO CHH-

HuA. [Ipo6remsr OM]] MarHueBBIX CIIABOB, OCOOEHHO B JH-
TOM WJIM KPYITHO3EPHUCTOM COCTOSTHHH, CBSI3aHBI C OCOOCH-
HOCTSIMU MX JIe()OpMallMOHHOTO MOBEACHHMS, MPOSBIISIONIE-
rocst B BHJE: acCHMMETPUM MEXaHHYECKOrO OTKJMKa Ha
MIPWJIOKEHNE DACTATHBAIOIIEH M COKUMAIOIIEH Harpyskw;
CHJIBHO OTPaHWYEHHOM IUIACTHYHOCTH, Ja’ke IPH IIOBBI-
LIEHHBIX TeMmmeparypax (popmMooOpa3oBaHUs; HETWHEHHOH
XapaKTepUCTHKH yIIPYTOTo MmoBeAeHus (pa3rpyskn) [1-6].
OcobOeHHOCTH YIPOYHEHHsSI W TUIACTUYHOCTH MAarHHs
CBA3aHbl C €ro KPUCTAJUNIMYECKOM PpELIETKOM — reKcaro-
HanpHOW TIoTHOYMakoBaHHOW (I'T1Y), koTopas sBnsercs
MPUYMHON CHJIBHON aHM30TPONHUHU YHPYrux u aedopmarim-
OHHBIX CBOWCTB. V130aBUTHCS OT MPOSIBICHUS] aHU30TPOIIMHN
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JOBOJIHO CJIOXHO, MO3TOMY MHOTHE aBTOpPBI BBIHYXICHBI
HCCIICIOBaTh MAarHUEBBIC CIUIABBI, B TOM YHCIIE TIOCIE YIPOd-
HstoNIeH TeOopMaIMOHHON 00pabOTKHM, B HECKOJBKHUX Ha-
npaBiieHnsX. Hamprmep, 1t IpokaTKe (KOBKH) BEIOMPAIOTCS
TpY HampaBiIeHus (HOpMalbHOE, IPOIOIBHOE, MOMIepedHoe),
JUTSL SKCTPY3UH — J1Ba (HOpMaJlbHOE, Tonepedroe) [7].

[Ipu cxatmm W pacTsHKEHHMHM MarHMEBOTO CIUlaBa Ha-
OnroatoTcsl BBIpaKeHHas Ae()OpMalMOHHAS aHU30TPOIIHS
U acuMMeTpusi Ae(hOPMAIIOHHOTO MOBEACHHUSI, MPOSIBIISIIO-
muyecs B 3HAYMMOM OTJIMYUM TPEJESIOB TEKYYeCTH IpH
pactsikeHuu U cxatuu [8—10], a mpUYMHONW acUMMeETpUY-
HOTO IOBEJCHUSI Marepuaja MOXXET ObITh HadaJbHOE YII-
pounernue [11]. B mpuBemeHHBIX BEHIIIE padOTaX MOXKHO
OTMETUTh HEIHMHEIIHOE MOBEACHHE XapaKTEPHCTHK pas-
TPy3KH MarHUEBBIX CIUIABOB, HO aBTOPBI HE YTOUHSIOT NIPH-
YHHBI ¥ TapaMeTpsl GOPMHUPOBaHUS TaKoTo S dekTa.

Henp paboTer — onpeneneHne yCaoBUH U MpudIuH (op-
MHUPOBaHHS HEJIMHEHHOTO YNPYroro HOBENCHHS INPH pas-
rpy3Ke MarHueBoro cniaasa MA14.

METOJUKA NPOBEIEHUA UCCIIEJOBAHUA

[IpenBapuTensHO OBLIO MPOBEACHO HCCIEIOBAHUE XH-
MHYECKOT0 COCTaBa 00pa3loB MarHUEBOrO CIUIaBa IO Me-
tony T'OCT 7728-79 ¢ npuMeHEHHUEM ONTHUKO-3MHUCCUOH-
Horo cmektpomerpa Thermo Fisher Scientific ARL 4460.
XUMHAYECKHH COCTAaB MCCIEAYeMOTo Marepuaia IpUBEIeH
B Tabnuie 1, 3HaUeHHs COAEP)KaHMs IIEMEHTOB COOTBETCT-
BYIOT TpeboBaHusAM K Mapke MA14 mo 'OCT 14957-76.

Uccnenyemslit MaTepuan HWMeEET KPYIMHO3EPHHUCTYIO
CTPYKTYpY ¢ pazmepom 3epHa 60...120 MKM U TEKCTYypy, CO-
OTBETCTBYIOIIYI0 TOMOTCHHU3UPYIOIEMY PEKpUCTAIIM3AIH-
OHHOMY OTXHUTY (He TeKcTypupoBaH). M300paxeHne cTpyk-
Typbl CIUIaBa, MOJy4eHHOE Ha PacTPOBOM 3JIEKTPOHHOM
MHKpOCKoIIe Zeiss Sigma ¢ IpUMEHCHHEeM aHanu3a audpak-
mun  oOpatHO paccesHHbIX AnekTpoHoB (SEM-+EBSD),
a TaKKe TUCTOTPAMMBbI paclpele]IeHH pa3MepoB U yIJIOB
PasOpUCHTHUPOBKH KPUCTAIIIMYECKOW DEIISTKH Ha TpaHH-
I[ax 3epeH IMoka3aHsl Ha puc. l. OmpeneneHne mMexaHude-
CKMX XapaKTEePUCTHK CIUIABa IPU LUKJINYECKOM Harpysxe-
HUM ¥ MOHOTOHHOM pAaCTSOHKCHHH [0 pPas3pylieHHs ObuUIO
MPOBEIECHO Ha IJIOCKMX 00paslax ¢ JIomaTKaMH IOJ 3aXBa-
Thl, pabodee ceueHne obpaszmna 4x4 mm, jmHa 4 MM. BbI-
pe3ka 00pas3loB IPOBEAEHA 3NIEKTPOIPO3HOHHBIM CIIOCO-
00M Ha CTaHKE C YUCIOBBIM IPOrPAaMMHBIM YIIPaBICHUEM,
YTO MO3BOJISAET MOJYYUTh 00pa3iibl HICHTHYHON reoMeTpUn
1 0e3 yIpOYHEHUs IOBEPXHOCTHOTO CIIOSI.

OO6pa3ub! 7151 UCHBITAHUH OBUTH TTOJITOTOBIICHBI B OJIU-
HaKOBOM HCXOJHOM COCTOSIHHH (IIOCJI€ TOMOTEHH3HpYIO-

IIEro OT)KWTa) M JI0 MCIBITAHUS KaK Ha CXXaTHe, TaK M Ha
pacTsDKCHHE HE IIOJABEpPrajnuch HadadbHOW aedopmannu
WIN YIPOYHEHHUIO, a IPU yCTAaHOBKE 0Opa3loB B 3axBaTax
WCTIBITAaTEIbHON MAaIIMHBI cOOIoanach Mpoueaypa 3amin-
TBI 00pa3ma OT HAarpYKEHHS A0 UCTIBITAaHHS.

s mecnenoBaHus NpUYHH, HOPMUPYIOIIUX HETHHEH-
HOCTh YIPYroro MOBEJCHUS U pasrpy3Ku, ObUI BBIIOJHEH
pSl MCHBITAHMH C IUKIOM «HarpyXeHHe — pasrpy3Ka»
C TOYKOH MAaKCHUMaJbHOTO HAaNpSKEHHUS HUXKE, OKOJIO
W BBIILE TpeJieia TEeKY4eCTH NMPH WHKEHEPHOM HalpsDKEHUU
Geng™50, 90 u 145 MIla COOTBETCTBEHHO, CKOPOCTDH IIe-
peMelIeHUsT aKTUBHOTO 3aXBaTa COOTBETCTBOBAJIA CKOPO-
ctu nedopmarin 1-1074 ¢, Jist m3MepeHuss MaJbIxX Je-
dhopmamuii B ynpyroit obiactu HarpyXeHUs TPUMEHIIH
TeH3oMeTprieckuii komrurekc HBM MX440 ¢ ten3ose-
MCHTaMH, TPHUKICCHHBIMH HETOCPEICTBEHHO Ha ITOBEPX-
HOCTBH OOpasna. Marauii ¥ ero CIUTaBBl CKIIOHHBI K TION3Y-
yecTH [12] ¥ JUIUTENBHBIM MHTEPBATIAM pEJIAKCalu YIpy-
rux HanpsbkeHudl [13], mosToMy i CHUXKEHUS BIMSHUA
BA3KO-AMHAMHYECKOH KOMIOHEHTHI INTAaCTHYHOCTH 00paser
CTaTUYECKH BBLACPKUBANU JUIUTEIIFHOE OTHOCUTEIBHO HH-
TepBajia Harpy>KeHUs BpeMs IOJ Harpy3koil u mocie pas-
IPY3KH JI0 CHWIKEHHS aKTUBHOCTH Je(OpPMAIMOHHBIX MPO-
1eccoB. AKTHBHOCTH Je(OpManMOHHBIX HPOLECCOB KOH-
TPOJIMPOBAIN TI0 CHTHAJIAM aKyCTH4YeCcKoi smuccuu (AD).
MexaHn4eckoe IBOMHMKOBAaHHE IIpU Ae()OPMHPOBAHUU
MarHMeBBIX CIUIABOB T'€HEPUPYET IUCKPETHBIC BBICOKOAM-
IUIUTYAHBIE aKyCTHYECKHE UMITYJbCHl [14], mosToMy mnpu
CHIDKEHUH aKTUBHOCTH AD 110 MeHee | CHrHana/c cunuTaiu
AKTHBHOCTH 7e(hOPMALMIOHHOTO TpoLiecca MPH pellaKkcannum
HE3HAUUTEIbHON M TMEpexXoNWId K CICAYIOLeMy JTaly
[MKIIAa «HATpYKEHHE — pasrpy3ka». Peructpauus AD BbI-
nonHeHa Ha anmaparype PAC PCI-2 B mmpoKonoiocHOM
pexume 20 k['m — 1 MI'm, ¢ yacToToil AMCKpeTU3aluu
2 MTI', ycunenueM +60 nb, mopor aMIuIMTyAZHOTO JETEK-
Topa cocraBui 27 n1b npu yposHe myma 25 ab. Ilocne uc-
MBITAHUA MaTepuana o0pasnoB H3 AedOpMUPOBAHHOH 00-
JacTH TOBTOPHO OBLI HCCIIEIOBAaH METOIAaMU PacTpOBOH
3JIEKTPOHHON MUKPOCKOIIMHU C aHAJTH30M CTPYKTYPBI.

Jlns IpoBepKH IIPEATION0KEH S, YTO NPUIHHAMHU (op-
MHUPOBaHHS HEJIMHEHHOTO YIPYroro IOBEACHUS MOTYT
OBITh 0COOGHHOCTH JIe)OPMAIMOHHBIX MEXaHU3MOB «JIUC-
JIOKAIIMOHHOE CKOJIBXKEHHE» M «JIBOMHHUKOBaHHE», OBIIO
MIPOBE/ICHO HCTIBITAaHHE TaKOTo ke o0paslia Ha pacTsKEHUE
0 paspylieHHss co CcKopocThio medopmammu 1-107° ¢
B mporiecce pacTskeHus: OCYIIECTBISUTH 3allUCh CUTHaiIa AD
B HENpPEepHIBHOM (0ECIIOPOrOBOM) peXHME CHHXPOHN3UPOBAH-
HO C TapaMeTpaMy HarpyXeHust/pacTsokeHus. s omeHku
CTaIMHHOCTH HCIIOJIB30BAIN  CIIEKTPaJIbHO-YHEPTETHIECKHUE

Taonuya 1. Xumuueckuii cocmas ucciedyemozo cniasa
Table 1. Chemical composition of the studied alloy

BecoBoe coaecpkaHue 3JIeMeHTa, %

Marepuan
Mg Zn Zr Al Fe Cu Ni Mn Si
Hccaenyemblii MmaTepuan OcHoBa 5,4 0,47 0,002 0,001 0,002 0,001 0,005 0,003
MA14 o I'OCT 14957-76 OcHoBa | 5,0-6,0 0,3-0,9 | <0,05 | <0,03 <0,05 <0,005 <0,1 <0,05

32

Frontier Materials & Technologies. 2023. Ne 4



Hanwok A.B., Mepcon .J1., Bpuiesckuii A.U. u 1p. «Onpejesenue Nopora Hanpsi;keHUs © MUKPOCTPYKTYPHBIX (hakTopoB...»

napameTpsl curHanoB AD [15; 16]: B maHHOM ciydae ISt
3apETUCTPUPOBAHHOTO CHUTHAJa OIICHWBAIM W3MCHCHHE
JIByX TapaMeTPOB CHEKTPAIBHOW XapaKTEPUCTHKH OT MPH-
JIOKEHHOTO MEXaHWYeCKOTO HAIPSDKCHHS: 1) MOUTHOCTH —
WHTETpala CIEKTPaJbHON IUIOTHOCTH MOIIHOCTH CHTHAaja
1 2) MEJMaHHOW YacTOTHl — MEIUAHBI CIIEKTPaIbHOM ILIOT-
HOCTHU MOIIHOCTU CUTHAJIA, PACCYUTAHHOM 110 METOMY, OITH-
canHomy B [17].

PE3YJIbTATBI HCCJIIEJOBAHUSA

IIpoBeneHHBIE HUCHBITAHUA LUKINYECKOTO PACTSKEHHS
u ckarus 0e3 CMEeHbl HampaBieHHs AeOpMalvd OTHOCH-
TENBHO MEPBOHAYAILHOTO HAIPABJICHNS TOKa3aHbI Ha PHC. 2,
rJie IPUBEACHO IO TPU LUKJIA HArpy>KCHUS OTACIBHO IS
cKaTHA U pacTsoxeHus. [lepBoe HarpykeHne [0 HampsbKe-
Hus 50 MIla neMOHCTpUpYET ynpyroe HarpyXeHWe U JIH-
HEHHBIH BO3BpAaT MaTepHalla K HCXOAHOMY COCTOSIHUIO,
a HAKJIOH JIMHEHHOTO y4YacTKa HArpyXXeHHS U pasTpy3Kd
CcOOTBETCTBYeT Moaymo ympyroctu 42..44 I'Tla. Bo BtO-
poMm (90 MIla) u tperbem (145 Mlla) nukmnax Harpy>xeHus
3aMETHA HEIMHEWHOCTb YIPYIOro y4acTKa, OLEHKY KOTO-

pOif MOKHO J1aTh MO IDIOMIAIH HETIHN TUCTEepe3uca, obpas3o-
BaHHOU JIMHUSIMH HArPY>KEHUS U PAa3TPY3KH.

Jnst kaxkmoi ety GUKCUPOBAIIA HAMIPSKEHHE BEPIIITH-
HBI TICTIM ¥ BETHYNHY O0OBEMHO IUIOTHOCTH SHEPTHH BSI3-
KOYIIPYTOTO TOBEACHUS MaTepuaia — IUIOMaab MeTIH, 00-
pa3yeMoil XapaKTEepUCTHUKON HarpyXeHuss U pasrpysKu,
pe3yabTaThl 3aMepOB KOTOPO MPeCTaBICHbl Ha puC. 3.

Jlis omperneneHus HanpsDKEHUsl aKTUBAIUMM JBOIHMKO-
BaHMS MPOBENH 00paboTKy AD, 3aperiMcTpUpOBaHHON MpH
MOHOTOHHOM pAaCTSDKEHHHM 00pa3slia, XapaKTepUCTHKa Ha-
Tpy’KeHUsI NpeJICTaBlIeHa Ha puc. 4. PacueT crekTpaibHBIX
rapamMeTpoB CHUTHana AD BBIIIOJIHEH METOJOM HOocToOpa-
OOTKH C TIPIMEHEHHEM aJTOPUTMOB CIIEKTPAIFHON KIIacTe-
pusammn [16].

Pesynbrarhl HccineoBaHus MUKPOCTPYKTYPBI METOIaMH
pacTpoBoil 3JIEKTPOHHOW MHUKPOCKONHH TMOcie nedopma-
WU TIOKA3bIBAIOT HAJMYHE JBOHHHUKOB, KOTOpPHIE (OPMHU-
PYIOTCS OTHOBPEMEHHO C HEIMHEHHBIM YIIPYTHM MOBEIe-
HUEM MU, CJIE€JOBATEJIEHO, MOTYT SBISTHCA €r0 MPUYHMHOM.
CrpykTypa 00pa3LoB MOCJE HCHBITAHUS HA CXKaTHE U pac-
TSOKCHUE 70 BEJIMYUHBI OCTaTOYHOH aedopmarmm 1,5 %
TOKa3aHa Ha puc. 5.
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Puc. 1. Hcxoonas cmpykmypa cnnasa MAI14 (a), cucmoepammul pacnpedenenuii pazmepa 3epha (b)
U Y208 PA30PUEHMUPOBKU KPUCMATIUYECKOU PeuemKi Ha SPaHuyax 3epem (c)
Fig. 1. The initial structure of the MA14 alloy (a), histograms of the grain size distribution (b)
and the crystal lattice misorientation at the grain boundaries (c)
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Puc. 2. [Juacpammol Hacpyscenus — pazepysku cnaasa MAI4.
Ipu corcamuu deghopmayust u HanpsdiceHue uMelom ompuyamenbHulil 3HaK (a),
npu pacmaxceHuu — noaoxcumenvHulll 3Hax (b)
Fig. 2. Loading — unloading diagrams of the MA14 alloy.
Under compression, strain and stress have a negative sign (a), under tension — a positive sign (b)
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Fig. 3. Energy volumetric density of the material viscoelastic behaviour

OBCYXIEHHUE PE3YJIbTATOB

KonnuecTBeHHOE CpaBHEHHE IOTYYEHHOTO MOIYJIS YII-
pyroctu 42...44 I'Tla mOTHOCTBIO COTNIACYETCsl ¢ JaHHBIMU
U3 JINTEPaTYPHBIX UCTOYHHUKOB JuIs crtaBa MA14 (ZK60) —
42..45TTla [18; 19]. Ilpu HarpyxeHHH CIUIaBa 10 HAIPS-
xerust 90 MIla, mpu koTopoMm (HOpMHUPYETCS MUKPOILIa-
ctaueckast aedopmarmst 0,05 %, Momymp ympyroctu co-
XpaHseT CBOE 3HaYeHHe, HO pasTrpy3ka MaTepuajia IpOHC-
XOJWT IO BBITHYTOH BHHU3 XapaKTEPUCTUKE, (POPMHUPYS THC-
TEpe3nC XapaKTepUCTHKH «HArpy3ka — pasrpys3ka». Ilpu
JIBOMHUKOBaHUM DPACTSHKEHUsI HaOJIIOJaeTcs pa3BOpOT pe-
HIETKH, a HAIpaBJIEHUS pPa3BOPOTa MOTYT COOTBETCTBOBATH
MaKCUMaJIbHON aHU30TPONHHU YINPYTUX KOHCTAHT MaTepHa-

na, E(0001)=50,8 I'TTa, E(—1—-120) (—1100)=45,5 I'T1a [20],
HO BJIMSTHHE MCKITIOUMTEIBHO (PaKTOpa aHW30TPOIHH J10CTa-
TOYHO Majo, WIM MAaJO3HAYUTENIbHO, TaK KaK IMOBTOPHOE
Harpy»>eHHUe MPOUCXOIUT 10 BBITHYTOH BBEPX TPAEKTOPHH.

ITpu narpyxennn 6omnee 100 MIla mpoucxoauT mepe-
XO0J K PEXHUMY AaKTHBHOHM IUTACTHYECKOW HaedopManuu:
B JKCIIEPHMEHTE 3TO HAONIOAeTCs MOCie TPEThEero IMKIIA
Harpy»XeHHs, KOTOPBI OBUI OCTaHOBJIEH IO JOCTHXCHUHU
HanpsokeHust 145 MIla, a ocrarounas aedopmanms cocra-
Buna 0,29 u 0,22 % 11 cxKaTHsI U pacTSKEHHUSI COOTBETCT-
BeHHO. OTiIMYMe BEJIMYUHBI IUIACTHUECKOH aedopMaiiu
CXKATUSL U PACTSDKEHUS IPU NPUI0KEHUU OJUHAKOBOIO IO
BEJIMYMHE HAIPSDKEHHS ONMCaHo B padotax [8—11] u sBistercst
MPOSIBJIEHHEM aCHMMETPUH  J1e(pOPMALIIOHHOTO TOBEJEHHS
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Puc. 5. Cmpyxmypa cnnaea MA14 nocie ucneimanus na cocamue (a) u na pacmsaxcenue (b),
2UCIOSPAMMbL PACAPEOeNeHUTl Y208 PA30PUCHMUPOSKU KPUCMATIUYECKOU PeulemKy Ha 2DAHUYAX 3epeH
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Fig. 5. MA14 alloy structure after compression (a) and tensile (b) tests, histograms of the crystal lattice misorientation angles
at the grain boundaries after compression (c) and tensile (d) tests
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MarfHvsi ¥ HEKOTOPBIX APYTHX METauioB U cruiaBoB. Oco-
OCEHHOCTBIO 3Tama pas3rpy3KH MOCJE IMPUIOKCHUS Hamps-
skeHust 145 MIla sBnsieTcsl CHiIbHAsS HEJMHEHWHOCTh, TMPH
KOTOpPOM pacxXxoXJCHUE TPAEKTOPUN HATPYXKEHUs U pas3-
TPYy3KH yBEIUUUBAeTCs, HOpMHUPYS BU3yalbHO CHUMMETPHY-
HYIO TIETJII0 MEXaHH4YeCKOoTo rucrepesuca. Iloxoxue omm-
canus noseneHus cruiasa MA14 (ZK60) npuBoasrtces B pa-
oorax [1; 4; 6; 7].

AnnpokcuMarus 5KCHepUMEHTANBHBIX 3HaYeHUH 00b-
€MHOW IUIOTHOCTH SHEprud, (opMHUpYIOLIeld MNOBeACHHE
HEJIMHEHHOH yNpyrocT, U MHTEPHONALUS B CTOPOHY OCH
HaIpsHKSHUS Ha PHC. 3 TTOKa3bIBAIOT, 4TO (P PEKT HeINHEH-
HOM DPas3rpy3KH HPOSBISAETCS IPH AOCTIDKCHUN 3HAYCHUS
HanpspKeHus B nHTepBaie 65...70 MI]a.

B pabotax [13] u [16] nokazaHo, 9TO aHAJIHN3 IMapaMeT-
poB curraiza AD W KacTepH3alus CHUTHANA IO pacmpere-
JCHUIO CHEKTPAIbHOW IUIOTHOCTH MOIIMHOCTH MO3BOJISIOT
TOYHO OTCJIEXKWMBAaTh AKTUBHOCTH ABOMHUKOBaHMA. Pabora
JneopManMoOHHBIX CHCTEM [BOWHHMKOBAHHUS COIPOBOXK/IA-
€TCsl BBICOKOAMIUIMTYAHBIMU HMIyJnbcaMH AD C pe3KuM
nepenqHUM (POHTOM M peNlaKCallMOHHBIM CIIAJIOM, a CIEK-
TpajbHasg XapaKTEepUCTUKA UMEET HU3KYIO0 MEIHAaHHYIO Jac-
ToTy. AD, TreHepupyeMas IUCIOKAIIMOHHBIM CKOJIBKEHUEM,
OTIINYACTCS MAIBIMU AMIUTUTYIAMH M IIHPOKUM CIIEKTPOM.

B nanHOM cityqae cTOMT 0OpaTHTh BHUMaHHE HA Xapak-
Tep M3MEHEHUs MTapaMeTPOB MOIIHOCTH M MEIHAHHOH Jac-
TOTBI CUTHaja AD, KOTOpbIE MOKa3aHbl Ha puc. 4. AKycCTH-
YyecKasi IMUCCHS MNPOSBISIET HMITYJIbCHBIH XapakTep HpH
aKTHBAIlMM IBOMHMWKOBAHUS, NIPU 3TOM H3MepseMble Mapa-
METphl CHTHaJIa MPOMOPIHOHAIBHO PEearupyroT Ha WHTCH-
CHUBHOCTH IIpOIlecca IMOBBIIICHUEM SHEPIuU (aMIUIUTY]IBI)
U MeJMaHHON 4acTOThI B MHTEPBAJe MEXaHUYECKUX HaIps-
sxkeHuit 70...140 MIla, uMeHHO B 3TOM HHTEpBaJie Hamps-
JKeHUH HamOoJiee aKTHBHO MaTepHan AepOopMHPYETCsS IO
MEXaHU3MY ABOHHUKOBAHUS.

OueBuaHO, 4TO «MOpor» Hampspkenus 65...70 MIla co-
OTBETCTBYET (DPU3UUECKOMY IIpelieNly TEKy4eCTH HCHBITHI-
BAaEMOr0 MaTepHaia: MpU 3TOM HANPSHKEHUH HauyUHACTCS
JnedopmanmoHHOe YIPOYHEHHE M NPOSBIECHUE pelaKcalu-
OHHBIX CBOMCTB JIe()OPMAIIMOHHBIX MEXaHU3MOB, CKOJIbXKeE-
HUS W B OOJIbIIEH CTENEeHW JBOWHHKOBAHMS, CO3IAIOIINX
MoIHYyI0 AD.

CTpyKTypHOE COCTOSIHHE OOpPa3IlOB, WCIBITAHHBIX Ha
C)KaTHe U pacTsKEHHE, MOTYIHIOCh CXOXUM. Jledopmupo-
BaHHBIC CTPYKTYpPBI COAEpKAT NMPU3HAKU aKTUBHOCTH CHC-
TEeM JMCIOKAIMOHHOTO CKOJBXeHUsI, hopMupyrommue cyo-
3epPEHHYIO CTPYKTYPY C MaJbIMH YIJIaMH Pa30pHEHTUPOBKH
(3...5°) m MBOWHUKH PACTSHKCHUS C YTIIaMU Pa3OpHUEHTH-
POBKHU KPUCTAJUIMUECKOM peleTku okoyio 86°. Tum akTus-
HBIX J1e(OPMAIMOHHBIX MEXaHHU3MOB B CMEXHBIX 3€pHax
MOXeET OBITh HEOJMHAKOB, TaK KaK aKTHBAaIUs KOHKPETHOH
nedopManmoHHOM CHCTEMBI HPOUCXOIUT TOJBKO IIOCTE
MIPEBBIMICHUS OTPENIEIIEHHOTO0 KPUTHYECKOTO CIBHTOBOTO
HaNpsDKEHUS: HANMEHBIINE BEJIMIUHBI KPUTHYECKOTO C/IBH-
TOBOTO HANpPSKEHUS MMEIOT CHCTEMBI CKOJBKEHHS Oa3mc-
HOW TIJIOCKOCTH, CIEIYIONMMH TI0 Mepe HOBBIMICHUS KPH-
TUYECKOTO CIBHIOBOTO HANPSIKEHUS SBISIOTCS CHCTEMBI
MPHU3MaTHYECKOTO CKOJBXEHUS M IBOWHUKOBAHUS pacTs-
skeHus [13; 21], 1 UMEHHO 3TH CUCTEMBbl MOXKHO WACHTHU-
¢unmpoBath Ha MaJIBIX JedopMarMaxX, HaOII0ZaeMbIX
B JIAaHHOM HcciiefioBaHnu. Kputuiyeckoe caBUroBoe Hampsi-
JKEHHUE B TIEPBYIO OYepe/Ib JTOCTUraeTcsl B KpUCTaLIax (3ep-
Hax), OJNaronpusTHO OPUEHTHPOBAHHBIX IO OTHOIICHHIO

K BHEIIHEMY HANPSIKEHHIO, M YHCICHHO OINpeessieTcs
daxropom [Imuara [22; 23]. HeomHOPOAHOCTH aKTHBAITUH
neOpMaMOHHBIX CUCTeM (OPMHUPYET HEPaBHOMEPHOE
B 00beMe MaTepualia HalpsHKEHHOE COCTOSTHUE, a TPajHeH-
Thl YNPYTUX HAMNPSDKEHUH MOTYT TOPMO3HTh paclpocTpa-
HCHHE JIBOWHUKA BHYTPH 3€pHA, a 3aTeM IPU CHIKCHUH
BEJIMYMHBI BHEUTHETO HANPSIKCHUS O] JICHCTBHEM YIPY-
THUX CHJI MOXET TPOMCXOIWTH OOpaTHBIA Mpolecc — pas-
JIBOWHHMKOBaHue [24; 25].

OCHOBHBIE PE3YJIBTATHBI U BBIBO/IbI

Hawnbonee BeposSTHBIM MeXaHU3MOM, (opMHUPYIOIUM
HENMHEWHYI0 XapaKTEpUCTUKY pasrpy3Kd WU HEJIWHEHHOE
ynpyroe moBeneHue ciuraBa MA14, sBisgercs MexaHU3M
JIBOMTHMKOBaHUS — pa3JBOMHMKOBAHMS B CHUCTEMAaX «IBOM-
HUKOBaHUE — pacTsbkeHue». DOpMUpOBaHUE JBOMHMKA
B 3€pHE CBS3aHO C HENOCTaTOYHBIM KOJINYECTBOM AKTHB-
HBIX CHCTEM JIETKOTO CKOJBKCHHUS B 0a3MCHOW M NpH3Ma-
TUYECKUX TIIOCKOCTAX, KOTOPBIC OPTOroHaJlbHbl OTHOCH-
TeabHO Apyr npyra. Ilpu 3ToM «IBOIHMKOBaHHE — pacTs-
JKCHHE» C YIJIOM pa3opHEeHTUPOBKHU 86° He dhopmupyer 00-
Jee ONaronpusTHbIC YCIOBHS JUI AKTHBALMH CHUCTEM JieT-
Koro ckonbxkeHus. Kak crienctsue, B MarHuM HaOJIIOAAIOT-
csi ycnoBus ()OPMHPOBAHUS ABOMHMKA B HEYNPOYHCHHOU
penieTke (C MaJol IJIMHOW OTPE3KOB 3aKPEIUICHHBIX AWC-
JIOKaIMi), TIpH 3TOM Mocie (HOPMHPOBAHUS JBOMHUKA HE
HaOMoaeTcs ero 3aKkperuieHus (YIpOYHEHHs) aKTHBHBIM
CKOJIbKEHHEM. TakuM o0pas3oM, Mo-BHANMOMY, (HopMHDPY-
IOTCSl HEPEIaKCHPOBABINUE YNPYrHe HANpPsDKEHUS KaK Ha
nepudeprun TBOWHMKA BHYTPH 3€pHA, TaK U 1O NEPUMETPY
3€pHA, 1 UIMEHHO 3TH HAIPsKEHUs MPUBOJAT K Pa3JBONHHU-
KOBaHUIO TIPU CHATUH BHEHIHETO HAIPSAKCHUA. Mexanuzm
paboThl HE3aKPEMHUBLIETOCS (HEYIPOYHEHHOTO «YIPYTOro»
JIBOMHHUKA) MIOXO0K Ha MOBEICHUE BHITHYTOM YIPyroi Ganku
MEXAY ABYX OIOpP, UMEIOLIEH BO3MOXKHOCTb YIIPYroro npo-
ruba W JBa «IyTH» AedOopManuy B 3aBUCHMOCTH OT Ha-
MpPaBICHUS: YBEIUYEHUs] HIU YMECHBIICHHS HANPSIKEHHUS,
IPU 3TOM 3HaK Harpy>KEHUs HE OKA3bIBACT BIIUSHMUS.
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Abstract: Magnesium alloys are an ideal material for creating lightweight and durable modern transport systems, but
their widespread use is limited due to some physical and chemical properties. This paper considers the effect of nonlinear
elastic unloading of the MA14 (ZK60, Mg—5.4Zn—0.5Zr) magnesium alloy in a coarse-grained state after recrystallisation
annealing. The study found that the nonlinearity of the unloading characteristic, is formed when reaching a certain thresh-
old stress level. It is expected that the effect under the study is associated with the deformation behavior of the alloy, dur-
ing which the twin structure formation according to the tensile twinning mechanism is observed. The sample material mi-
crostructure was determined, by scanning electron microscopy using electron backscattered diffraction analysis. Determi-
nation of the threshold stress, for the formation of unloading nonlinearity was carried out by two methods: 1) by the value
of the loop area formed by the nonlinearity of the unloading mechanical characteristics and the repeated loading (mechani-
cal hysteresis) characteristics, and 2) by analysing the acoustic emission recorded during failure strain. A comparison of
the results obtained, allows suggesting that the unloading nonlinearity is caused by twinning in grains, in which an unfa-
vorable configuration (low Schmidt factor), for dislocation slip is observed. Rotating the twinned crystal at an angle close
to 90° does not contribute to an increase in the Schmidt factor and activation of dislocation slip systems to secure the de-
formed structure through the dislocation strengthening mechanism. With a subsequent decrease in the external stress,
detwinning and partial restoration of the crystal lattice configuration occur.

Keywords: magnesium; magnesium alloy; ZK60 (Mg—5.4Zn—0.5Zr); nonlinear unloading; stress threshold; elasticity;
twinning; detwinning; deformation behavior.
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Annomayus: OcHOBHOH npobiemoii cyomukpokpucraummiaeckux (CMK) matepuanos, c(opMUpOBaHHBIX B pe3yJibTa-
Te OONBIION TMIACTUYECKOH nedopMaryy, sBISIETCS MX TEpPMHUUYECKas CTaOMIBHOCTb. bBounblias 3amaceHHas Heprus
1 ()OPMHUPOBAHHUE B CTPYKTYPE CHIIBHO Pa30PUEHTUPOBAHHBIX MUKPOKPHCTAINIUTOB BEJIET K YMEHBIICHUIO TEMIIEPaTyphl Hadasa
PEKPUCTAIN3ALNN H, KaK CIEACTBUE, BO3MOXKHO, K CHIDKEHHIO CTAOMIIBHOCTH CTPYKTYpHI. B paboTe npoBeaeHa OonbInast 1ia-
cTuyeckas IeopMaIysi METOAOM «CABHI TOJ JABICHHEM», a TAKKe OTXKHUT YHCTOTO HHKENSI M €TO CIUIaBa, COMACPIKAIIEro
2 ar. % xpoma. VccnenoBanue CTpyKTYpHI Kak Ae(OPMHUPOBAHHOTO, TAK M OTOMXOKEHHOTO MaTepHaa OCYIIECTBIIIIN METOIaMU
CKaHHUPYIOIIEH ¥ MPOCBEUNBAIOIIEH IEKTPOHHONH MHUKPOCKOIHMH. AHAIN3 3aBUCUMOCTH TBEPIOCTH OT KBaJAPaTHOTO KOPHS W3
UCTHHHOH NIe(hopMaIi COBMECTHO C aHAJIN30M CTPYKTYPHBIX N3MEHEHUH MO3BOJIMII BBIACIUTH TPAHULIBI CTAIMH CTPYKTYPHBIX
COCTOSIHMH. 3amnaceHHyro npH JedopMaliy SHEPTHIO OLIEHUBAIN C MOMOLIBI0 U hepeHIIMaTbHO-CKaHUPYIOIIEH KaJopHMeT-
PHH TI0 KOJMYECTBY MOIJIONIEHHON TeIIoBoil 3Heprun. VcciaenoBaHo MoBeAeHHE MaTepHanoB IPH OTKUTEe B 3aBUCHMOCTH OT
3amaceHHoi sHepruu Aedopmarmu Ha craaun CMK-cTpykTypbl. B uncToM HEKelne BbIIENIEHbI TPH CTaJlH CTPYKTYPHBIX CO-
CTOSIHUI: stuencToi, cmerraHHoi 1 CMK-CTpyKTypBl, TOTra KaK B CIUIaBe, coaepxaiteM 2 at. % Cr, ctagus s;ueucToi CTpyKTy-
pbl He 3adukcupoBana. OOHAPYKEHO CHIDKCHHE 3araceHHoM sHepruu nedopmarmu Ha cragun CMK-cTpykTypsl a1 000ux
Marepuanos. JlernpoBanue Hukens 2 aT. % XpoMma MOBBIIIACT TEPMHUCCKYIO CTAOMIBHOCTD, YTO MPOSIBISIETCS B ITOBBIICHAN
TeMIlepaTypbl Hadajia HHTEHCUBHOTO pocTta 3epHa Ha 150 °C. Benmuunna 3amaceHHOH SHeprud Je)OpMaIii OKa3hIBACT BIFISTHIIC
Ha pOCT 3€pHA B CIUIaBE C COAEP)KaHNEM Xpoma 2 aT. %, Tor/a Kak B YMCTOM HUKeJe BIMsHUE He 3adukcupoBaHo. B cmuaBe Ni—
Cr GoJbInast 3ar1aceHHast SHEPTUS COOTBETCTBYET OOJIBIIEMY pa3Mepy PEKPHCTAILTI30BAHHOTO 3€PHA.

Kniouegwie cnosa: nukenp; cuaB Ni—Cr; CABHT O 1aBICHAEM; CyOMHUKPOKPUCTAIINIECKAs! CTPYKTYpa; 3araceHHas
SHEprus AehOopMaIUH.

Brazooapnocmu: Pabota BINONHEHA B paMKax TOCYIapCTBEHHOTo 3anaHus MuHoOpHayku Poccum (tema «JlaBie-
Huey, Ne 122021000032-5).

ABTOp Onarosaput cotpynHukoB MHcTuTyTa DMsrku MeraiuioB umenn M.H. Muxeesa YpO PAH: kanannara ¢usuxo-
MaTeMaTHYeCKHX HayK, 3aBelylollero jabopatopueil ¢pusuku Boicokux aasienuit B.I1. [Tumormna 3a mpoBeneHue Je-
¢dopManuu, a TakkKe OKTOpa TEXHHYECKUX HAyK, 3aBEYIONIEr0 OTIEJOM IPEIHM3HMOHHONW METaNTyprud M TEXHOJIOTHI
o6paboTtku gaBnerneM M.B. Jlertapesa 3a o0CyxIeHHUS pe3yIbTaTOB.

Pabora BeImonmHeHa ¢ ucrons3oBanueM obopynoanus LIKIT «VcmpITaTenbHBI IEHTP HAHOTEXHOJIOTHH M TMEpCIeK-
TUBHBIX Matepuanos» UOM YpO PAH.

CraTpsl HOATOTOBIJIEHA 110 MaTepHaaM JOKJIAI0B ydacTHUKOB X1 MexayHapoaHoH mkousl «Pu3ndeckoe MaTepuaio-
Begenne» (ILIOM-2023), Tomsitta, 11-15 centsadps 2023 roxa.

Jlna yumuposanua: Kapampimer K.IO. TepMudeckas cTaOMIBHOCTh CYOMHUKPOKPUCTAIUTHIESCKON CTPYKTYPHI, cop-
MHPOBaHHOW METOIIOM «CIBHT Toj naBieHuem» B Ni u crutaBe Ni—2 % Cr // Frontier Materials & Technologies. 2023.
Ne 4. C. 41-51. DOI: 10.18323/2782-4039-2023-4-66-4.

CTPYKTYpbl TPEICTaBISIETCA TpeMs MOCJeNI0BaTeIbHbBIMU

BBEJEHUE

Pa3BuTHe IMPOMBIIUIEHHOCTH TpeOyeT CO3MaHus HOBBIX
MaTepHaJIOB C YHUKAIBHBIMH (DU3MKO-MEXaHMYECKHUMHU
cBoiictBamu. OTHUM W3 TIOJXOJOB K JOCTIDKCHHIO TaHHBIX
CBOMCTB sBisieTcsl (pOopMUpOBaHME B 3THUX MaTepHajax
cyomukpoxpuctaumueckux (CMK) m HaHOKpHCTaIIINY€-
ckux (HK) cTpyKTypHBIX COCTOSIHUI, /Ul MOJTY4YEeHUs: Ko-
TOPBIX MOXXHO HCIIOJIb30BaTh OOJBIIYIO IUIACTHYECKYIO
nedopmanmro (BIII) [1; 2], B 94aCTHOCTH CIIBUT TIOJ] BBICO-
KUM KBasuruapocrarudeckum nasnenuem (CITH) [3; 4].
dopmupoBaHUE CTPYKTYpPHI HANPSMYIO 3aBHCHT OT JHEp-
ruu aedekra ynakoBku (DJ1Y) uccnemyembIx marepua-
noB. Tak, B matepuasnax co cpemgneit DJ[Y B mporecce
nedopManui MpH KOMHATHOH TeMIIEpaType 3BOJIOIUS

cTaausaMu: sgenctoil, cmemanHoit u CMK-ctpykrypsr [1;
5; 6]. CtpykTypa stueucToro tuma GopMupyercs 6i1aroaa-
pa IBWXKEHMIO Auciokanuil. Ha Bropoil craauu, Hapsany
C JAWCIIOKAIlMOHHBIM MEXaHW3MOM, MPOSBISIFOTCS POTAIlH-
OHHBIE MO/BI AeopMaryy, KOTOpBIE MIPUBOAAT K 00pa3o-
BAHUIO OTJENBHBIX MHUKPOKpUCTAIIUTOB [7]. B Takoil
CTPYKTyp€ HPUCYTCTBYIOT KaK BBICOKO-, TAaK U Mal0yrio-
BBI€ I'PAHUIIB], €€ INPUHATO HA3bIBATh CMEIIAHHOHN CTPYyK-
Typoli [8]. U HakoHel, Ha MOCHEAHEH CTaauU CTPYKTypa
COCTOUT HCKIIOYHUTEIHHO M3 MHUKPOKPUCTAJUINTOB — 3TO
craaus CMK-ctpykrypsl. B marepuamnax ¢ Beicokoit /1Y
mpu CIIJl cragust s;9encToi CTPYKTYpHI He (UKCHUPYETCs,
IIOCJIe MaJIBIX YTJIOB IOBOPOTAa HAKOBAJIBHU BO3HUKAET
CMeIaHHas CTpykTypa [9].
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Hanmmane CMK-cTpyKTYpBI IPUBOJIUT K 3HAYUTEIIEHOMY
(mpumepHo Ha 150 °C) CHIDKEHHUIO TEMIIEpaTyphl PEKpHU-
CTATM3ALUH, YTO MOXKET aCCOLMUPOBATHCS CO CHIKCHUEM
TepMU4ecKoil crabmipHOCTH CTpyKTypsl [10]. C mpyroit
cTopoHsl, B [11-13] moka3aHo, 4T0 M3MENBUYCHUE HIIEMCH-
TOB CTPYKTYpPBI HM)KE€ HEKOTOPOTO KPUTHYECKOTO pasMepa
NPUBOAMUT K IIOBBIIICHUIO TEPMHYECKOH CTaOMIBHOCTH.
B pab6orax [14; 15] ycraHoBieHO, uyTO (HOpPMUpPOBAHKE
CTPYKTYpPbl COTOBOTO THIA B pe3yJIbTaTe PEeKpUCTaJIH3a-
. CMK-CTpyKTyphl mpuiaeT MaTepuany BBICOKYIO Tep-
Mu4eckyto crabmibHOCTh. CMK-cTpyKTypa MOXKET OBITH
MOJy4YeHa B IIOBEPXHOCTHOM CJIO€ MaTepuaja IpU €ro
(puxkanorHO 00paboTke [16]. Takas oOpaboTka craeit
MapTEHCUTHOTO U ayCTEHHTHOTO KJacca 3aJep’KUBACT pas-
ynpoutnenne (Ha 200-300 °C) moBepXHOCTHOTO CIIOSI MaTe-
puana [17].

Jpyroii XxapaKTepUCTUKON TepMHUYECKON CTaOMIBHOCTH
CIy’)KHT CKOpPOCTh pPOCTa 3€pHa HPH PEKPHCTAIUIH3ALNH.
IToHM3UTE CKOPOCTH POCTA 3€PEH MOXKHO IyTEM JIETHPOBa-
HHS ¢ 00pa30BaHHEM TBEPAOro pacTBOpa. BaxxHo mpu aToM
OTPAaHUYUTH COJEPKAHUE JIETHPYIOLIETO 3JIEMEHTa C IeJIbI0
HEJOMYIIEHUsI TaKoro yMeHblenust /1Y, KoTopoe mpuBe-
70 OBI K CMEHE MeXaHu3Ma Je(hopMaIHy.

Ha pekpuctaummsannio Taxke BIHMACT HAKOIUICHHAS
sHeprus nedopmanuu [18]. B psame marepuanos BILJ] mo-
JKET TPUBECTH K PA3BUTHIO PEIAKCAIIMOHHBIX IPOIIECCOB,
TaKUX KaK JUHAMHYECKHH BO3BPAT M JUHAMHYECKAs PEKPH-
crasmmzauus [3; 5; 19]. B pe3ynbpTaTte 3TUX MPOLIECCOB IpH
YBEIMYCHUN MCTHHHON AeopMaIi MOXET HaONIoaaThCs
CHI)KEHUE 3allaceHHOW dHepruu aedopMainuu, a CieoBa-
TEJIbHO, YMEHbBIIICHHE JBIDKYIICH CHUIIBI peKPUCTAIIIIU3ALINH.

Llenp pabGoThl — M3y4YeHUE BIHMSHUS JierHpoBaHus Ni—
2 at. % Cr Ha popmupoBanne CMK-CTpyKTypbl, BETHYHHY
HakoIuieHHOU sHeprun npu aedopmanuu CIIJI, a Take Ha
TEPMHYECKYIO CTAOMIIBHOCTH ITOJIyYeHHON CTPYKTYpBI TpH
Harpese.

METOJUKA IMPOBEJEHUSA UCCJIEJOBAHUA

Jis ipoBeieHNs HCCIIeAOBAaHMUs OBLTH BEIOPaHBI MOHO-
KpucTaymaeckuit Hukens (99,98 mac. % Ni) u momukpu-
cTajummaeckuil ogHoda3Heii cruaB Ni—Cr ¢ comepkaHHeM
xpoma 2 at. % (Ni—2Cr). OOpasupl uMenu IHaMeTp S5 MM
u Tommuny 0,3 mm. Mx aedopmuposanu CI1J] B HakoBaJIbHSIX
bpurkMena npy KOMHATHOM TeMIlepaType MOJ JaBIECHUEM
8 I'Tla ocamkoii U ¢ IOBOPOTOM HaKOBaibHH: /it Ni — oT 15°
10 7 0bopotos, a it Ni-2Cr — ot 15° g0 10 o6opotos. Pac-
YeT HCTUHHOH AehopManuy IPOBOAMIICS TIO (opMyIe
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T7Ie () — yroJl IOBOPOTa HAKOBAIBHH, PAl.;

7; — paguyc oT IeHTpa obpasiia, MM;

hy — TommuHa oOpasma 70 AedopMaIiui, MM;

h; — TommmHa 00pasiia mocie aepopMaIiy Ha i-pagnyce, MM.
TBepAOCTh UCCIIEOBAHHBIX MATEPHAIOB W3MEPSUIIH TI0-

cie nedopmanuu ¢ nomouipio npudopa METOJIAB 502

npu Harpy3ke 0,5 H mo nByM B3aMHO MepIIeHAUKYISIPHBIM

quaMerpaM oOpasma ¢ marom 0,25 mM. 3HaYeHHST TBEPIO-

CTH YCPEOHSIM IO HWHTEpBallaM HWCTHHHOU JedopManuu

Ae=0,4. T'panunbl ctamuii nedhopmamnuyd ONPEeNesuIH 10
TOYKaM Iepernda Ha 3aBHCHMOCTH TBEPAOCTH OT KBajpat-
HOTO KOpHS U3 MCTHHHOH medopmammn H=f(e"?) B coor-
BETCTBUU C METOIUKOM, m3noxxeHHoU B [20]. Iy oneHKH
MEXaHHYECKUX CBOWCTB HAaHO- U CyOMHKpOKpHCTaJLINYe-
CKMX MAaTepHaJoOB B KayeCTBE HANPSDKCHHS TEUEHUS HC-
MOJIb30BAJIM 3HAYEHUs TBEPJIOCTH, Kak 000CHOBaHO B pabo-
te [21]. Tlepen u3MepeHueM TBEPIOCTH O0pa3IbI MOIBEP-
rainu HIH(OBKE U AJIEKTPOIUTHYECKOM MOJIUPOBKE.

Kanopumerpudeckue ucciefnoBaHus NPOBOAWIM C IO-
Mouplo TepMmoaHanu3aTopa STA 449 F3 co ckopocTeio
HarpeBa 20 °C/muH B uHTepBase temneparyp 25-1000 °C.
[TpoBoamim ABa MOCIEIOBATENbHBIX HArpeBa B OAMHAKO-
BOM JMala3oHE TEMIEpaTyp C OXJaXICHHEM oOpasma o
KOMHATHOW TeMIIEpaTypbl HOcie Kaxzaoro Harpesa. Ilpu
MIEPBOM HArpeBaHNHM Ha KPHUBBIX PETUCTPHUPOBAIH IHKH
TeTUIOBBIAEICHUS. TeMneparypsl MUKOB ONPEACIISIA METO-
JIOM CEKYIINX, a BEINYMHY BBIICIHUBIICHCS TETTIOBOH 3HEP-
TUM — KaK IUIOIAAb MoA MUKoM. Jlajee NaHHYIO SHEPTHUI0
ACCOLIMUPOBANIH C 3allaceHHOHN dHeprueit neopmanmu [22].
[ToBTOpHBIN HarpeB MPOBOJMIM VIS TOTO, YTOOBI YOCIAHUTH-
Csl, YTO MPOLECC BBIACICHHUS Telia ObUT HEOOPaTUMBIM.
[TorpemHoCcTh MpH ONpPECICHNN BEJIMYHHBI BbIICIHBIICH-
Csl SHEPTUH NP KAJOPUMETPUYECKHX N3MEPEHHAX HE Tpe-
BeImana 2,5 %.

OTxur 00pas3noB NMPOBOJAWIN B BAKyYMHOW IICUH TIPH
crenyrommx Temreparypax: mist Ni — 200-350 °C ¢ marom
50 °C B teuenne 1 q4; mig Ni-2Cr — 200-400 °C ¢ marom
100 °C B tewenme 1 4. Jnsd oTKuTa BBHIOpaIA 0OpasIlbl
C MaKCHMAaJIbHOW 3amaceHHo# sHeprueit (it Ni — e=7,0,
a st Ni-2Cr — €=9,3, 4T0 COOTBETCTBYET IIOBOPOTY HAaKO-
BaibHM Ha 2 u Ha 10 oboporoB) m obOpasupt ¢ CMK-
CTPYKTYpOIl, B KOTOPBIX HE JOCTUTHYT MakCHMYM 3alaceH-
HOW 3HEepruM (Ui YUCTOTO HUKENS — C IOBOPOTOM HaKo-
BalbHH Ha 7 00opoToB (e=8,3), a mis Ni—2Cr -
Ha 5 000poTOB (e=8.5)).

[TonydeHHBIE CTPYKTYPHI OIIEHUBAIH IIPH TOMOIIH CKa-
HUPYIOIIUX D3JEKTPOHHBIX MHKpockonoB QUANTA 200
n TESCAN MIRA u npocBeYMBAIOLIETO 3JEKTPOHHOTO
Mukpockona JEM200CX. C mnomMompio CKaHUpYIOLIEH
9neKTpoHHOH Mukpockommu (COM) mcciemoBalid CTPYK-
Typy Ha paccrosiHuu 1,0 MM oT nenrtpa obpasuos. Ilo pe-
3ynpTataMm COM ompenensiy CHeKTPsl YITIOB Pa30pHEHTH-
poBKH, pa3Mepsl 3epeH. C MOMOIIbIO NPOCBEUMBAIOIMIECH
NIEKTPOHHON MHUKPOCKOIMH MCCIEOBAIM CTPYKTYypy Ha
paccrostHUsAX 1,5 MM OT 1ieHTpa 00pa3ioB. Pa3mepsl 3ie-
MEHTOB CTPYKTYPBHI (IMCIOKAIIMOHHBIX SUEeK, MUKPOKpH-
CTAJUTUTOB U PEKPUCTAIIIM30BAHHBIX 3€PEH) ONPEAEISIIH MO
CBETJIONOJIEHBIM M300paXEHUAM, a TAKXKe 110 TEMHOIIOJIb-
HBIM H300pakeHUsM B peduiekce tuma {111} mo pe3ynpra-
tam Oonee 400 m3MepeHHi, 4TO OOECIEYNBAIO TMOTPEII-
HocTb MeHee 10 %.

O06paboTKy pe3yabTaTOB MPOBOIWIN C UCTIOIH30BAHUEM
nporpammsl STATISTICA.

PE3YJBbTATBI HCCIEJOBAHUA

Ha puc. | mpencrasien rpaguk 3aBHCHMOCTH TBEPJIO-
CTH OT UCTUHHOH NedOopMann UCCIEAYEMBIX MaTePHAJIOB.
Bunno, uto nerupoBanue 2 % Cr numb HE3HAUUTEIBHO
BIMSET Ha jaedopManroHHOe ynpoyHeHue Ni B obnacTu
OTHOCHTEJIFHO MaulblX aedopmammii (1o e=6). Ilpu e>6
JIETHPOBaHKWE OOECHeynBaeT IOBBILICHHE KO3 HUINEHTa
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Puc. 1. 3asucumocms meepoocmu om ucmuruou oegpopmayuu. © — yucmuoiii Ni; A — cniae Ni-2Cr
Fig. 1. Microhardness dependence on true strain: © — pure Ni; A — Ni-2Cr alloy

pocta TBepmoctH, B Ni xe (QUKCHpyeTcs CTaOMIM3aIus
TBEPJIOCTH TOCIIE e=5.

Jlnst BeLENeHus ctanuii qeopManiy B HCCIIE0BaHHBIX
Marepuaiiax ObUIM TOJIyYeHbl 3aBUCHMOCTH, IPHBE/ICHHbIC
Ha puc. 2. Jlns gucroro Ni ObUIO BBIACICHO 3 CTaauu, MX
cMeHa mpoucxoaut npu e=0,8 u e=5. [Ins crumasa, comep-
xkamero 2 % Cr, moiy4eHo Bcero 2 cTaauu, Mepexojl OT
onHoOM ctamuu Kk apyroi B Ni—2Cr npou3zomen npu e=8,5.

Ha pwuc. 3 mpencraBmeHBl CTPYKTYpbl dwmctoro Ni
u criaBa Ni—2Cr, ne¢opMHpOBaHHBIX B HACTOSIICH pabo-
Te. BUIHO, YTO 3BOMIOIMSA CTPYKTYpHl YHCTOTO HHKEIS
MIPOXOAMT 4Yepe3 TpH dTana. CHavana GopMupyeTcs cTpykK-
Typa stuenctoro tuma jno e=0,8 (puc. 3 a). B npomexyTke
0,8<e<5 B cTpykType (GOPMHUPYIOTCS OTICIbHBIE MHKPO-
KPHUCTAJUTUTHI C BHICOKOYTJIOBBIMH I'PAaHUIIAMH, YTO SIBJISET-
¢ MPHU3HAKOM CTPYKTYphl cMmemiaHHoro tuma (puc. 3 b).
A mocne e=5 B CTPYKTYpe MPUCYTCTBYIOT UCKITIOYUTEIIHHO
MHUKPOKPHCTAIJIUTHI, YTO SIBJISETCS MPHU3HAKOM JIOCTHXKE-
Hust CMK-ctpykTypsl (puc. 3 ¢). B ormmume ot dmcToro
Hukens, B Ni—2Cr craaus SYCHCTOH CTPYKTYpHI He Oblia
3a()MKCHpOBaHa, MO3TOMY B IAaHHOM CIUIaBE BBIIEJICHA

6 . .
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TOJIBKO OZHA TPaHMIIA, IIPH KOTOPOU CMEIIaHHAs CTPYKTypa
cmensercss CMK-ctpykTypoii pu e=8,5 (puc. 3 d, 3 e).

Ha puc. 4 npuBeaeHa 3aBUCHMOCTh CPEIHETO pa3Mepa
3JIEMEHTOB CTPYKTYpPhl OT HUCTHHHOHN nedopmaruu. Ycra-
HOBJICHO, YTO JIETUPOBAaHUE XPOMOM B KoiudecTBe 2 % He
MPUBOAUT K YMECHBIIICHUIO Pa3MEPOB MHUKPOKPHUCTAJUTUTOB
B onHodazHoM cruiaBe Ni—2Cr Mo CpaBHEHHUIO C YHCTHIM
HUKEJEM: Tocye e=9 cpeqHuil pa3Mep MAUKPOKPUCTAITUTOB
B 00oux cirydasx coctasiseT (0,14+0,01) mxm. Bugno, 9To
BBIXOJl 3aBUCHMOCTEH, MPUBEICHHBIX Ha pHC. 4, Ha HACHI-
IICHUE TI0 U3MENBUYCHUIO XapaKTepeH Il 000UX HCCIIe0-
BaHHBIX MaTCPHAIIOB.

Ha puc. 5 BunHo, uTo 3amacenHas sHeprus (E) B uccie-
JyeMBIX MaTepHaliaX HEMpephIBHO BO3pPACTacT C yBEIUYE-
nuem nedopmanmu 10 e=7 B uuctoM Ni u e=9 B Ni—2Cr,
a mpu mnponobkeHuH aedopmarmu Ha craaud CMK-
CTPYKTYpBI B 000MX MaTepuaiax CHiKaercs. TakuM o00-
pa3oM, MaKCHUMaJIbHas 3amaceHHas SHeprust 3aUKCUPO-
BaHa mocie aepopmanuu e=7,0 ang Ni u e=9,3 mns Ni—
2Cr, 4TO COOTBETCTBYET MOBOPOTaM HAKOBAallbHH Ha 2
u Ha 10 obopoTOB.
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Puc. 2. ['paghux 3asucumocmu meepoocmu om Keaopamuo20 KOpHs U3 UCIUHHOU deopmayuu:
a — yucmoiii Ni; b — cnnas Ni—2Cr
Fig. 2. Diagram of microhardness dependence on the square root of true strain: a — pure Ni; b — Ni-2Cr alloy
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Puc. 3. Tonkaa cmpyxmypa uucmoeo Huxensn u cniaga Ni—2Cr, oeghopmuposannvix CI1/]:
a—Ni, e=0,3; b— Ni, e=4,2; ¢ — Ni, e=6,9; d — Ni-2Cr, e=4,0; e — Ni-2Cr, e=8,6
Fig. 3. Fine structure of pure nickel and Ni-2Cr alloy deformed by high-pressure torsion:
a—Ni, e=0.3; b— Ni, e=4.2; ¢ — Ni, e=6.9; d — Ni-2Cr, e=4.0; e — Ni-2Cr, e=8.6
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Puc. 4. 3asucumocms cpednezo pasmepa 231eMeHmMo8 CMpyKmypbl Om UCMUHHOU deghopmayuu:
O — yucmuui Ni; A — cnnase Ni-2Cr
Fig. 4. Dependence of average size of structural elements on true strain:
O — pure Ni; A — Ni-2Cr alloy
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Puc. 5. 3asucumocms 3anacennoil snepeuu degpopmayuu om ucmunnou oepopmayuu: © — yucmolii Ni; A — cniag Ni—2Cr;
na ecmaeke npumep JJCK (Oughepenyuanvhoii ckanupyioweli karopumempuu) kpueoii 0ist Ni,
deghopmuposannozo Ha 5 060pomMos HAKOBAIbHU
Fig. 5. Dependence of stored strain energy on true strain: © — pure Ni; A — Ni-2Cr alloy;
the inset shows an example of a DSC (differential scanning calorimetry) curve for Ni deformed by 5 anvil revolutions

Ha puc. 6 npuBeneHBI M300paxeHNsT CTPYKTYPBI YUCTO-
ro HHKeNs nocne aedopMauy ¥ oTkura. OTKUT YUCTOTO
Hukend npu 150 °C npuBoAUT K Havaly peKpUCTaIH3aluN
(puc. 6 a). Cpenuuit pasmep 3JICMEHTOB CTPYKTYphl —
0,2 mxm. IloBbimienne Temmeparypsl oTxura jgo 200 °C
MPUBOJUT K 3aBEPIICHHUIO peKpucTamuiusanuu (puc. 6 b).
Cpennuii pazmep peKpHCTaNIM30BaHHBIX 3€PEH COCTABIISIET
6 MKM, TOT/la KaK MaKCHMaJIbHBII pasMep peKpUCTaIIN30-
BaHHBIX 3epeH okono 40 mxm. [Tocne omkura mpu 300 °C
HaOII0aeTCsl YMEHBIICHHE CPEIHETO pa3Mepa peKpHhcTall-
JMU30BAaHHBIX 3EPEH 10 5,5 MKM, MO-BUANMOMY, OJaromaps
MOSIBJICHUIO 3apOAbILIEN 10 MEXaHU3MY TEPMHUYECKOH ak-
TuBauu (puc. 6 c). Ilpu Temneparype orxura 350 °C cko-
POCTh pocTa 3epeH CTaHOBUTCS OOJbLIE CKOPOCTH 3apOdK-
JIEHUS] HOBBIX LIEHTPOB pekpucraum3anuu (puc. 6 d),
W CPEeJHUI pa3Mep 3epHa BHOBb PACTET.

Ha puc. 7 BunHO, 4TO B HUKENE CPEIHUM pa3Mep 3€pHa,
MOJYYEHHOTO B pe3ysbTare OTXKHIa MaTepHana ¢ MaKCH-
MalpHO# (2 00opoTa) U Oojee HHU3KOH (7 000pOTOB) 3ama-
CeHHOW 5Heprueil nedopmanuy, MPaKTUYECKH OAWHAKO-
BhIil. Temmeparypa Hayama OBICTPOrO POCTa 3€pPHA TAKKE
HE 3aBUCHT OT BEJWYMHBI JeopManuu (3alaceHHON IHep-
run). TakuMm o00pa3oM, BIHMSHUS pa3indMs 3araceHHOMH
SHEpruM JeGopManuy Ha PEKPUCTANIM3ALHNIO B YHCTOM
aHukene ¢ CMK-cTpykTypoit He 00HapyKeHO.

B cmmaBe Ni—2Cr nocne orxwura mpu 200 °C mpucyr-
CTBYIOT OTAEJIBHBIC PEKPUCTAIIN30BAHHBIC 3€pHA pa3Me-
pom oxouo 0,7 Mkm (puc. 8 a, 8 b). Cpennuii pazmep de-
MEHTOB CTPYKTYpBI HE CHJIbHO M3MEHWJICS OTHOCUTEIHHO
pa3Mepa MHKPOKPUCTAJUIUTOB B Ae()OpMUPOBAHHOM CO-
crosinun u coctasiset (0,16+0,03) MxM. DTO MOKa3bIBaAET,
YTO KOJIMYECTBO PEKPUCTAJUIM30BAHHBIX 3€PEH HEBEIHKO.

Puc. 6. D1ekmpoHHO-MUKPOCKONUYECKUE U300PANCEHUS CIMPYKIMYPbL YUCMO20 HUKENS, 0e)OpMUPOBAHHO20 ¢ e=T]
(2 obopoma naxosanvuu), u nocrnedyroueco omacuea npu: @ — 150 °C; b — 200 °C; ¢ — 300 °C; d — 350 °C
Fig. 6. Electron microscope images of the structure of pure nickel deformed with e=7
(2 anvil revolutions) and following annealing at: a — 150 °C; b — 200 °C; ¢ — 300 °C; d — 350 °C
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Takum 00pa3zoM, peKpHCTAIIN3ANMS B JAaHHOM MaTepHaie Yd4acTKH Je(QOpPMHUPOBAHHOH CTPYKTYPBHI, @ TAKXKE OTACIb-
TONIBKO HaunHaeTcs npu remmnepatype 200 °C. HBIE 3epHa pa3mepoMm Oosiee 1 MKM, B KOTOPBIX OTCYTCT-

B cBoro ouepens, omxur mpu 300 °C mokaspiBaet, 94To  ByIOT auciokanun. Ha COM-n300paxeHusX BHIHO, YTO
B cmraBe Ni—2Cr pekpucTaIM3anus NpoTeKaeT Oojiee OTKHT HpHBEN K (OPMHUPOBAHUIO OMMOIANBHON CTPYKTY-
moHO Tocne aedopmarm ¢ e=9,3 (10 obopoToB Hako- pHI (puc. 9). CpexgHuil pa3mMep IEMEHTOB CTPYKTYPHI IS
BanmbHH, pHC. 8 ¢). [Ipu 3TOM B oOpasme, KOTOpwId ObUT  00emx 0O0paboTok Onm3ok: 1,2 MKM mocie aedopmarin
Jne(hOpMHUPOBAH CIBUTOM IO JAaBICHHEM Ha 5 000poToB, ¢ ¢=8,5 m 0,8 MKkM ¢ ¢=9,3, Torma Kak MaKCHUMaJbHBIN
coxpaHsiercss Ooublnasi [0S HEPEeKPUCTAIM30BaHHOW — pa3Mep OTIMYaeTcsl B 2 pa3a M COCTaBJIsIET 5 U 9 MKM co-
Mmatpuusbl (puc. 8 d). B cTpykrype Habmoaarorcst 00JbIINE  OTBETCTBEHHO.
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Puc. 7. 3asucumocms cpednezo pasmepa s3nemMenmos cmpyKkmypul om memnepamypul omacuea: ® — yucmoiil Ni; A — cnnas Ni-2Cr;
3aKpaweHHbie MapKepbl COOMBEMCmsym oepopmayuis, npu KOMopou 3anaceHHds JHepeus MakCumMaibta, co2nacho oanusvim JJCK
Fig. 7. Dependence of average size of structural elements on annealing temperature: ® — pure Ni; A — Ni—2Cr alloy;
filled markers correspond to the deformation when the stored energy is maximum according to DSC data

Puc. 8. Muxpocmpyxmypa cnnasa Ni—2Cr nocie oepopmayuu u nocredyiowezo omoicuza npu 200 (a, b) u 300 °C (c, d):
a — ceemnonovbroe usobpadicenue, e=8,5; b — memnononvHoe uzobpasicenue, e=8,5;
¢ — ceemnononvHoe usobpadicenue, e=9,3; d — ceemaononvroe uzobpasicenue, e=8,5
Fig. 8. Microstructure of the Ni-2Cr alloy afier deformation and subsequent annealing at 200 (a, b) and 300 °C (c, d):
a — bright-field image, e=8.5; b — dark-field image, e=8.5; ¢ — bright-field image, e=9.3; d — bright-field image, e=8.5
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b

Puc. 9. Opuenmayuonnas xapma 6 yeemax oopamuot nomocHou gueypel cnaasa Ni—2Cr nocne depopmayuu
u nocnedyroueco omacuza npu 300 °C: a — e=8,5; b —e=9,3
Fig. 9. Orientation map in colours of the inverse pole figure of the Ni-2Cr alloy after deformation
and subsequent annealing at 300 °C: a —e=8.5; b — e=9.3

Puc. 10. Opuenmayuonnasn kapma 6 yeemax o6pamHoll NOIOCHOU ueypuvl u moukas cmpykmypa cniaeéa Ni-2Cr
nocne oeghopmayuu u nocredyiowezo omacuea npu 400 C: a—e=9,3; b, c —e=8,5; a, b — COM; ¢ — [IDM
Fig. 10. Orientation map in colours of the inverse pole figure and fine structure of the Ni-2Cr alloy
after deformation and subsequent annealing at 400 C: a —e=9.3; b, c — e=8.5; a, b— SEM; ¢ — TEM

[oBbienue temneparypel oTxkura o 400 °C yBenu-
YHBAaET Pa3sMEpPHYI0 HEOJHOPOTHOCTh CTPYKTYpHI CIIaBa
¢ 2% Cr, nehopMHUpOBAaHHOTO Kak Ha 5, TaKk M Ha
10 o6opoToB HakoBasbHU (puc. 10), HapsILy ¢ KpyNHBIMU
3epHaMH HaOIIOIAI0TCsl MEJIKME KPUCTAJUINTBL. BuHO, 4TO
nocne nedopmanuu Ha 10 od6opotoB u oTxura mpu 400 °C
MOSIBWJINCH OTJIEJIbHBIE KPYITHBIE 3€pHa pa3MepoM Ooiee
50 mxm (puc. 10 a), cpenuuit pasMep 3epHa COCTaBISIET
npumepHo 8 MkMm. [locne npedopmamm Ha 5 000poTOB
n omxkwura npu 400 °C taxxe HAOIIONAIOTCS OTHOCHTEIHHO
KPYIHBIE 3epHa pa3MepoM /10 8 MKM U HeOoJbIIHe 00acTi
HEpPEeKpUCTAIIIN30BaHHON cTpYKTYpHh! (puc. 10 b, 10 ¢), HO
CpeIHMH pa3Mep 3€pHa B HECKONBKO pa3 MEHbIIE —
2,5 mkm. Takum o0pazom, B JaHHOM CIUTaBE TMEPBUUIHAS
pexpuctaumzanus He 3aBepmiaercs u npu 400 °C. [lns
crutaBa Ni—2Cr 3aBHCHMOCTH CPEAHEr0 pa3Mepa SIEMEHTOB

CTPYKTYpPHI OT TEMIIEPATyphl OTXKUTA, MOTYYCHHBIE METO-
namu COM u [1OM, npuseseHs! Ha puc. 7.

OBCYXIEHUE PE3YJIbTATOB

Hedopmarust uyuctoro Hukens Ha craaun CMK-
CTPYKTYPBI HE IPUBOAUT K N3MEHEHHIO TBEpIOCTH (pHcC. 1).
[Tpu 3TOM pa3Mepsl NMEMEHTOB CTPYKTYPBI HHKEJsI TakiKe
COXPaHSIOTCS NOCTOSIHHBIMH (puC. 4), a KajopuMeTpuye-
CKHE HCCIIEJIOBAaHMS IIOKa3bIBAIOT CHM)KEHHE 3alaceHHOW
sHeprun aepopmanuu (puc. 5). Ha ocHoBaHum 3THX pe-
3yJIbTaTOB MOXKHO 3aKJIIOYHTh, YTO B HUKelNe, AehOpMH-
pyemom CIIJ] Ha craguu CMK-CTpyKTypbl, JOMUHUPYIO-
MM CTPYKTYpOOOpa3yrouuM MHpOLECCOM SIBIISIETCS THHA-
MHUUYECKHI BO3Bpar. JTO COTacyercs C JaHHBIMH, U3BECT-
HBIMH U3 TUTEpaTypsI [23].

Frontier Materials & Technologies. 2023. Ne 4

47



Kapambimes K.JO. «Tepmuueckasi cTadMIbHOCTh CYOMUKPOKPUCTAINYECKOH CTPYKTYPBI...»

PesynbpraTel paboThl MOATBEPAWIN, YTO JIETHPOBAHUE
HEOOIBIIMM KOJIMYECTBOM XpOMa HE BBI3BAJIIO W3MECHEHHMS
MexaHu3Ma Jaedopmannu, KOTOPBIA HAOJIOAETCS, HAMPH-
Mmep, B criaBe Ni—20Cr [24]. B HacTosmeit paboTe yaaioch
BBIIBUTH BJIHMSHHE TBEPAOPACTBOPHOIO YNPOYHECHHS Ha
(opMHpOBaHHE CTPYKTYpHl HCCICAOBAHHBIX MAaTepUalioB
npu nedopmanuu U nocienyrmem orxure. B crmaBe Ni—
2Cr noctmxenue CMK-CTpyKTypbl NPOUCXOAUT NpH 3Ha-
YUTEJBHO 00JIee BBICOKOW MCTUHHOMN nedopmarnuu (e=8,5),
yeM B yrctoM Ni (e=5). [Ipu sTom nedopmanus Ha craguu
CMK-cTpyKTypbl HE NPUBOJMT K CTaOMIM3ALMK 3HAUCHHMS
TBEPJIOCTU CIUIaBa, OJHAKO CPEAHUN pa3Mep 3JIEeMEHTOB
CMK-cTpyKTypHI, KaK U B HHKeJe, He n3MeHseTcs (puc. 1
u 2). Hecmotpss Ha crabmmmsanuio pasmepoB B Ni—2Cr,
COTJIACHO KaJOPUMETPUYECKUM HCCIICIOBAHUSIM, 3aMaceH-
Hasl SHeprus m3MeHsercs: pacter 10 e=9,3 (10 o6opoToB
HAKOBAJIbHM), a 3aTeM CHmkaercs. ClieIoBaTeIbHO, CTPYK-
Typa MPOAOJIKAET MEHATHCS. CHIDKCHHE 3allaCeHHOM HEp-
run aedopmarn Ha cragun CMK-cTpyKTyphl CBHIETENb-
CTBYET O NPOTEKAHWU TUHAMUYECKOTO BO3BpaTa B CILIaBE
(puc. 5). OnHaKo POCT TBEPAOCTH MOKA3BIBAET, YTO B ITOM
cllyyae AMHAMHUYECKUI BO3BpAT HE SBISETCS JOMHHHUPYIO-
UM TIPOLIECCOM.

Orxur CMK-Hukenst mokasani, 4To peKpUCTAIIM3ALMS
HaunHaercss mpu 150 °C (puc. 6 a) U TpoTeKaeT Kak pocT
OTAETBHBIX LIEHTPOB. DTO MPUBOJNUT K CHIBHOW pasHO3Ep-
HHUCTOCTH: HEOOJIBIIOE KOJIMYECTBO KPYIHBIX 3€PEH HaxXo-
IUTCSL B MEJKO3EPHHCTOW MaTpume. Pexpucramimsamus
3apepmaetca npu 200 °C (puc. 6 b). Ilocne omkura npu
300 °C nabmromaeTcsl YMEHBIICHHE CPEIHET0 pa3Mmepa pe-
KPHCTAJUTM30BaHHBIX 3epeH (puc. 6 ¢). [Toxoxwuii 3ddekt
ObUT 3a(pUKCHpPOBaH B pabotre [15] B pe3yspraTe OTXNHra
CMK-cTpykTyphl xenesa. B mocnegHem ciydae yMeHbIe-
HHE Pa3MepoB OBbUIO CBS3aHO C IOSIBICHUEM TEPMHYECKU
AKTUBHPOBAHHBIX 3apoJIbIIeH pekpucTtaun3anum. Jlanb-
Hellree yBeIMUCHNE TEMIICpaTyphl OT)KATA HUKENS IOKa-
3bIBa€T TEHACHIMIO K OTPYOJICHHIO 3€pPEHHOH CTPYKTYpHI
(puc. 6 d).

JlerupoBanue Hukens 2 at. % Xpoma NOBBILIAET TEMIIE-
paTypy Havana pexkpuctauuzanuu ¢ 150 go 200 °C, a Tem-
neparypy Havajga MHTEHCHBHOTO pocTa 3epHa — ¢ 150 mo
300 °C (puc.7 u 8). IlodTOMy MOXXHO 3aKJIIOYUTh, UTO
TBEPJIOPACTBOPHOE YNPOYHEHHE ITOBBICHIIO TEPMUUECKYIO
crabuwibHocTh CMK-cTpykTypbl. Tak xe kak u B Ni,
B ciuiaBe Ni—2Cr peKpHCTAIM3AIMS MPOTEKAET 0 MEXaHU3-
MY ONEPEeXKaIOIIETO POCTa OTIENBHBIX IIEHTPOB, YTO HE II0-
3BOJISET TOYYHUTh OJJHOPOJHYIO CyOMUKPO3EPHHUCTYIO PEKPH-
CTaJUIM30BaHHYIO CTPYKTYpY, KaK, Hampumep, B xenese [14;
15]. Temneparypy OKOHYaHHsI PEKpUCTAILIM3ALUM B CILIaBe
Ni—2Cr B naHHOH paboTe 3aHKCHPOBATH HE YIATIOCh.

B uncrom HHKese M3MEHEHHE 3allaceHHON HEprHuu Jie-
tdopmarmu Ha craguu CMK-cTpyKTyphl He BIHSET Ha pe-
KpHCTaIH3anuio, Toraa kak B Ni—2Cr 3amaceHHas sHepTus
nedopManuy BIUSET Ha pa3sMep PeKPHCTALIM30BaHHOTO
3epHa: OOJbIIICH 3aITaCeHHON YHEPTUN COOTBETCTBYET 0OJTb-
I pa3Mep PeKpUCTAIUIN30BAHHOTO 3epHa (puc. 7).

BbIBO/IbI

1. [Tpu nedopmManuy METOAOM CIIBUT IO/ JTaBICHACM
B ciiaBe Ni—2Cr, B OTJIMYHE OT YUCTOTO HHUKEIIS, HAOJ01a-
€TCsl HEMPEPBIBHBIN POCT TBEPIOCTH BO BCEM HCCIEIOBaH-
HOM WHTepBaje nedopmarnuu. JlerupoBaHUEe XpOMOM 3Ha-

YUTENIHO clepkuBaeT mepexon Ha cramuio CMK-cTpyk-
Typhl: B ciutaBe Ni—2Cr nepexo Ha CTaIui0 CyOMUKPOKpPH-
CTaJUTMYECKON CTPYKTYphI NMPOUCXOIUT MPU UCTUHHOU Jie-
tdhopmarn e=8,5+0,3 — Gomee BBICOKOH, YeM IJISI YUCTOTO
HuKens (e=5,3).

2. JlerupoBaHue HUKEII XPOMOM B KonmdecTse 2 at. %
HE TPUBOJUT K YBEIHMUYCHUIO JUCIEPCHOCTH CYOMUKPOKpH-
CTAJNIMYECKOH CTPYKTYpHBI, B 000HX cCllydasx mnocie aedop-
Maluu ¢ e=9 pasMep MHUKPOKPUCTAIINTOB COCTaBIISET
(0,14+0,01) MxM.

3. JlerupoBaHue XpOMOM OKa3bIBaeT BIIMSHUE Ha TEM-
neparypy peKkpucTauiM3anuy Hukens. Temmeparypa Haua-
Jla PeKPHUCTAIUIM3AIAN HHUKENS C CYOMHKpPOKPHUCTAJLUINIC-
cKoil cTpykrypoit coctamser 150 °C, a crumaBa Ni—2Cr —
200 °C. Temmeparypa Hadaja WHTEHCHBHOTO pOCTa 3epHa
yBemmunBaetTcst co 150 °C B umcrom Humkene mo 300 °C
B crmaBe Ni—2Cr.

4.B comaBe Ni—2Cr mnpenBapurenbHas IeopMarius
METOJIOM «CIBHI MOJ| AaBICHUEM) U 3allaceHHast IPH 3TOM
SHEPTHs BIUSIOT HA pa3Mep PEeKPUCTAJUIN30BAHHOTO 3€pHAa.
B pesynbrare omxkura cmaBa Ni—2Cr, B KOTOPOM B XO0Jie
nedopmanmy Oblla HaKOIUIEHa MaKCHMalbHas SHEpIrus,
HAOJIOIaeTCsl HauOOJbIliee PEKPUCTAIUTU30BAHHOE 3EPHO,
a Tak)Ke BBICOKAas pa3MepHas HEOAHOPOIHOCTh CTPYKTYPHI,
TOTa Kak B YHCTOM HHKeJle 3aBUCHMOCTh He 0OHapyKeHa.

5. B o0oux HMCCIeTOBaHHBIX MaTepHalaxX PeKpucTa-
TU3anus CyOMHKPOKPHCTAIIMIECKOH CTPYKTYpPHI IMPOTeE-
KaeT MyTeM OIepeXalomIero pocTa OTACIbHBIX IICHTPOB.
DTO AemaeT HEBO3MOXKHBIM TONyYeHHE OTHOPOJHON IO
pasMepy CyOMHKpPO3EpPHHCTOH pPEKPUCTANIN30BAHHON

CTPYKTYDBHI.
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Abstract: The main problem of submicrocrystalline (SMC) materials formed as a result of severe plastic deformation is

their thermal stability. The large stored energy and the formation of strongly disordered microcrystallites in the structure
lead to a decrease in the recrystallization onset temperature and, therefore, possibly decrease the structure stability.
In the work, severe plastic deformation by high-pressure torsion and annealing of pure nickel and an alloy containing
2 at. % chromium were carried out. The structure of both deformed and annealed material was studied by scanning and
transmission electron microscopy. The dependence of hardness on the square root of true strain and structure evolution
were analyzed to identify the boundaries of the stages of structural states. The energy stored during deformation was esti-
mated using differential scanning calorimetry by the amount of absorbed heat energy. The author studied the behaviour
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of materials during annealing depending on the stored strain energy at the SMC structure stage. Three stages of structural
stats were identified in pure nickel: cellular, mixed, and SMC structure, while in the alloy containing 2 at. % chromium,
a cellular structure stage was not detected. A decrease in the stored strain energy was found at the stage of the SMC struc-
ture for both materials. Alloying nickel with 2 at. % chromium increases its thermal stability, which increases the tempera-
ture when the grain growth becomes intensive by 150 °C. The amount of stored strain energy affects grain growth in
the alloy containing 2 at. % chromium, whereas in pure nickel no effect was detected. In the Ni—Cr alloy, greater stored
energy corresponds to larger recrystallized grain size.

Keywords: nickel; Ni—Cr alloy; high-pressure torsion; submicrocrystalline structure; stored strain energy.
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Annomayus: IIpoBeneH cpaBHUTENBHBIN aHAN3 CTPYKTYPHI M TBEPAOCTH YHCTHIX METAIIIOB C TPAHEIIEHTPUPOBAHHON
KyOMUYEeCKOH peIIeTKOl — alIOMHUHUNS, HUKENS W MEIH, MOJBEPTHYTHIX KOMIIJIEKCHONH TepMOMEXaHHUYECKOil oOpaboTke
(TMO), BkiIrOUYaBIIEH N30TEPMUUECKYIO KPUOTEHHYIO IPOKATKY MPH TEMIIEPAType KUAKOTO a30Ta U MOCICAYIOIIYIO JICK-
TPOMMITYJIbCHYIO 00paboTKy (DMO) TokamMu BBICOKOH INIOTHOCTH. PaccMOTpeHbI OCHOBHBIE ATAaIlbl, 0COOEHHOCTH U IIpe-
nmyiectsa TMO, obecnieunBaroniye cHavajla CHIIBHBIM HakJIen o0padaThiBaeMOro Marepuaia 3a c4eT JeGopMaiu npu
OTPHILATENIBHBIX TEMIIEpaTypax, a 3aTeM ero CBepXOBICTPBIM KOHTAKTHBIHM 3JEKTPOUMITYILCHBIM HarpeB 10 3aJaHHON TeM-
nepatypsl. C HCIIOJIB30BaHMEM COBPEMEHHBIX METOJOB CKAHUPYIOIIEH AIIEKTPOHHON MMKPOCKOIMM U PEHTIEHO-
CTPYKTYPHOTO aHaJii3a MPOBECHO MHOTOYPOBHEBOE MCCIIEOBAHUE CTPYKTYPhI METAJUIOB MOCJIE OCHOBHBIX 3TanoB TMO
¢ (ukcanuell MUPOKOTrO CHEKTpa €€ JIMHEHHBIX M YIJIOBBIX NMapaMETPOB. BBIABIECHBI KMHETHKA M IPHPOJA IPOLECCOB
TpaHcopManuy CTPYKTYpsl METAIIOB NpH Kpuompokatke n DUO, ux ABWXKymas cHiIa W KOHTPOJHPYIOMNE (aKTopsbl,
a TaKke oOIIHe 3aKOHOMEPHOCTH W TEMIIEPaTypHbIC HHTEPBAJIbl AKTHBAIMH BO3BpATa U PEKPUCTANIH3ALNHA JehopMalii-
OHHOHM CTPYKTYPHI II0J] BO3AECHCTBHEM 3JIEKTponUMITysibca. Ha OocHOBe pe3ynpTaToB aHANIN3a CTPYKTYPHO-MEXaHHIECKOTO
TIOBE/ICHHS METAJUIOB C/IEJIaH BBIBOA O TOM, YTO COYETaHHE OOJIBIION IIACTHYECKON KPHOTCHHOHU JleopMamny ¢ mocie-
JIyIoIIei 0JTHOKpaTHO# 00pabOTKOW yIbTPaKOPOTKUMH MMITYJIECAMHU ITIEPEMEHHOTO TOKA SBIISIETCS 3((EKTUBHBIM CIIOCO-
O0M MoJy4eHH s Moy (adpUKaTOB C PEeryIaMEHTHPOBAHHBIMY [TApaMETPaMH UX CTPYKTYPbI M CBOMCTB, B T. 4. BBICOKOIIPOY-
HOTO yJIbTPaMeNIKO3epHUCTOro mpokata. [Ipu aToM (eHoMeHoNorus U npupojia yIpoYyHEeHUs/pa3ynpoyHeHHss METalIOB
NIPY KPUOTCHHOM MPOKATKe U MOCIeAyolield 00paboTke UMITYJIbcaMH TOKa aHAaJOI'MYHbI HAOIIOJAIOIMMCSI TIPH XOJIOTHOM
MIPOKATKE W MEUHOM OTXKHTE.

Knroueswie crosa: T1IK-meTamibl, KpuoreHHast nedopMarivs; KpUOTCHHAS IPOKATKa; 3JICKTPOUMITYJIbCHAst 00paboTKa;
yIBTPaMENIKO3EpPHUCTAS CTPYKTYpA.

Bnazooapnocmu: Pabora BEIIOHEHa B paMKax IOCYIapCTBEHHOTO 3aJaHus (eaepaabHOro rocyiapcTBEHHOTO Oro-
KETHOTO yUpeXXICeHUs HayKn « THCTHTYT MpobiieM CBEpXIUIaCTUYHOCTH MeTayutoB Poccuiickol akageMun HayK».

JKcnepuMeHTaIbHBIE MCCIIeIOBaHUS OBUTH BEHITIONHEHB! Ha 0a3e LleHTpa komnekTuBHOTO noib3oBanus UIICM PAH
«CTpyKTYpHBIE U (PU3UKO-MEXaHHUYECKNE HCCIIEIOBAHMS MaTEPUAIOBY.

Jna yumupoeanus: MapkyiieB M.B., Aprokparosa E.B., Baneesa A.X., Banees N.11., Unbsacos P.P., Kpemvckuit C.B.,
CutnukoB O.11. Coyeranne KpHOTEHHOH AehOpMaIii U 3JIEKTPOUMITYIbCHONH 00pabOTKH Kak CIoco0 MOTydeHHs YIbT-
pamenko3epHHUCTBIX MeTaiuioB // Frontier Materials & Technologies. 2023. Ne 4. C. 53—62. DOI: 10.18323/2782-4039-
2023-4-66-5.

Hyto Ha couerannu kpuoreHHod mpokaTtku (KII) m mocme-

BBEJIEHUE AyIOImeil 3NeKTPOMMITYIbCHON 06pabotku (DUO) [4-6]

PazpaboTka 3P QPEKTUBHBIX TPOMBINIJICHHBIX METOJIOB
MOBBIIIEHUS IKCIUTYaTallMOHHBIX CBOMCTB METAJIOB U CILIa-
BOB 32 CUET KOHTPOJIUPYEMBIX Ie(POPMAIIMOHHBIX M TEPMHU-
YeCKUX BO3JEHCTBHI Ha HHX, NMPUBOSILIMX B TOM YHUCIIE
K YMEHBIIICHUIO pa3MePOB KPHUCTAJLTUTOB (3epeH U cy03epeH)
10 HaHopa3mepoB [1-3], siBisiercst akTyajabHOHM 3aaayeit co-
BPEMEHHOTo MaTtepuanoBeneHus. K TakuM MeToaM MOXHO
OTHECTH TepMoMexaHudecKyto 00pabotky (TMO), ocHOBaH-

1 o0ecneynBaroNIylo Kak MUHUMYM (OpMHpOBaHHE B 00pa-
OaTbIBaeMOM Matepualie yiabTpamesnkosepHuctoin (YM3)
(c pa3mepom 3epHa MeHee 10 MKM) CTPYKTYpBI.

B Hacrosiiiee Bpems BIMSHHE CHIXEHUS TEMIIEPaTYphI
IIPU TIepexoJie OT XOJIOJHOH (NP KOMHATHOW TemIiepaTy-
pe) x kpuorenHod (npu Temreparype 120 K u Hmxe) ne-
(dbopMau Ha CTPYKTYpPY M MEXaHHM4YECKOE MOBEACHHE Me-
TAJUNIMYECKUX MAaTEPHAJIOB H3Yy4YEHO [OCTAaTOYHO IIOJHO.
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B 0CHOBHOM IOJ HUM MOHHMAIOT UX IOMOIHUTEIBHOE YTI-
pOYHEHHE 3a CUET MOAABICHUS IUHAMHYECKOTO BO3BpaTa
W YBEITUYCHUS TUIOTHOCTH nuciokanuid [7-9]. Kpome toro,
B psze pabot, Hapumep B [9—11], ynpouHeHne Takxke CBS-
3BIBAIOT C U3METBUYCHNEM KPHCTAIUTUTOB.

B 10 xe Bpems 3(h(heKT OT BO3IEHCTBHA IEKTPUIECKOTO
TOKa Ha Ae()OPMALMOHHYIO CTPYKTYPY METAJUIOB U CILUIaBOB
U3y4YeH B 3HAYMTEIILHO MEHbLIEH CTENeHH, OCOOCHHO NpH
UCIIOJIB30BaHUM KPAaTKOBPEMEHHBIX HUMITYJIbCOB TOKA BBICO-
KO TwioTHOCTH [12] ¥ MPUMEHUTEIBHO K KPUOIS(HOPMHUPO-
BaHHBIM MarepuaiaM. B GonbIIMHCTBE paboT B 3TOI 0bnac-
TH 3KCIEPUMEHTHUPOBANIU C MOCTOSHHBIM TOKOM, IpUYEM
NP €0 AJTUTENHHOM (10 HECKOJBKHX YaCOB) BO3ACHCTBUH
[13; 14]. IlpoBeneHue Takux padbOT OBUIO OOYCIOBICHO
MpeXIe BCEro MOTPEOHOCThIO B M3YUEHHH OCOOCHHOCTEH
BIMSIHASA KOHTaKTHOTO JJIEKTPOHArpeBa Ha CTPYKTYpHO-
MEXaHNYECKOEe MOBEJCHNUE OOBEKTOB IPH HUX HEMOCPEICT-
BEHHOH NedOopMannOHHOW 00paboTKe, a TaKKe IOMCKOM
MEHee 3aTpaTHOW aJbTEePHATUBBlL HMX OECKOHTAKTHOMY
(meuHomy, MHIYKIHOHHOMY) HarpeBy. K ocHOBHOMYy pe-
3y/lbTaTy TaKOTO POJa UCCIIEAOBAaHUM MOXKHO OTHECTH ybe-
JUTENILHYIO IEMOHCTPAIMIO BBICOKOH 3((EKTUBHOCTH TPH
UCIIOJIb30BAaHHUHU 3JICKTPOHArpeBa 3aroTOBOK MoJ Aedopma-
U0 W TpH TOCTAePOPMANNOHHONW TepMooOpadoTke [13;
14]. B paborax [15-17] Ob1 ommcaH Tak Ha3bIBaEMBIH
JNEKTPOILUTACTHIECKUH 3P PEeKT, «obieryarommii» mpomecc
IUTACTUYECKOTO TEUCHHS METaJUIa MPH HETOCPEICTBEHHOM
BO3JICHCTBMH Ha HETO 3JIEKTPUYECKOTO TOKA, a TAKXKE Tpel-
JI0’KEHBI BAPHAHTHI TPAKTOBKH €TI0 TIPUPOBL.

B pe3synbraTe HEMHOTOUHCIIEHHBIX UCCIIE0BAaHUM, B KO-
TOPBIX peaTU30BaId KPAaTKOBPEMEHHOE 3JIEKTPOUMITYIIbC-
HOE BO3/eiicTBHE, OBIJIO YCTAHOBJICHO, YTO aKTHUBALMA MPO-
[[ECCOB BO3BpaTa, IMOJUTOHM3ALUU M PEKPUCTAIUIH3ALUU
[18] B mpeaBaputenbHO AeHOPMHPOBAHHBIX METaJUINYE-
CKUX MaTepuanax yIydIlaeT pPsSI WX TEXHOJIOIMYECKHUX
cBoiictB [15; 19; 20]. [IpnurHa o4yeBUAHA — YMEHbLICHUE
MPOYHOCTH W TIOBBIIIEHHE IUIACTUYHOCTH 3a CYET CHIDKe-
HUS 1e(PEKTHOCTH CTPYKTYPHI UM YBEJIHUYECHHUS ee JicIepc-
HocTH [2; 18]. OmHaKo B muTepaType uMeeTcss MHPOpMaIus
M O TIPOTHBOIIOJIOXKHBIX TEHACHIMSIX N3MEHEHHH CTPYKTY-
PBI, CBUJETEJIBCTBYIOIINX O PA3HOHANPABICHHOCTH 3 pek-
ta OUO Ha cTpyKTypy U cBoicTBa MaTepuanoB. Hampumep,
B [21] oTMeueHO MOAaBICHNE PEKPUCTALIM3ANNN B CTANIAX
npu SNO.

BrITyeT MHeHHUe, 4TO pa3yNpOYHEHHE MPEeIBapUTEIHHO
HArapTOBaHHOTO MaTepHaja TpPH 3JIEKTPOHHIYKIIMOHHOM
HarpeBe COINPOBOX/AETCS TaK Ha3bIBaeMbIM 3G PEKTOM
«OJEKTPOHHOTO BeTpa» [22], CHOCOOCTBYIOMIMM YBEIIMIE-
HUIO TIOJBIKHOCTH JTUCIIOKAIMH M yCKOPEHHOMY 00pazo-
BaHMIO IIEHTPOB peKpHCcTaM3anuy. Ecian mocnenHee sB-
JICHUE MOKHO OOBSCHHTH B paMKaxX KIIACCHUECKHX IIpes-
CTaBJICHUH O BJIMSIHUM CKOPOCTH HarpeBa Ha 3apoJIbIIeo0-
paszoBaHue npu pekpucTtammsanuu [18], To mpupoxaa mep-
BOTO JI0 CHX IIOp HE UMEET YeTKOH (pu3muecKoit HHTepmpe-
tanuu. K apyro# xapakrepHoit ocoderrnoctu SO oTHOCAT
ckuH-3¢dekt [20; 22]. OH 00yciaoBIeH HEPaBHOMEPHBIM
pacrmipesielleHieM 3JEKTPUYIECKOTO M TEIJIOBOTO IOTOKOB
BHYTPH M Ha MOBEPXHOCTH 3aroTOBKH (IPOBOJHMKA) TOJ
BO3ACUCTBHEM 3JIEKTPUUYECKOTO HUMIyJbca. B pesynbrarte
CTPYKTYpa, COpMHUpPOBaHHAsI Ha TIOBEPXHOCTH, MOXKET 3a-
METHO OTJIMYaThcs OT CTPYKTYPHI BHYTPH 3aroToBku. [Ipn
9TOM CTeTeHb Pa3sHO3ePHUCTOCTH M IIyOHHA IIPUIIOBEPXHO-
CTHOTO CJIOS HANpsIMyIO 3aBUCST OT HPUPOJBI 00padaThl-

BaeMOro MaTepuaia, GOpMHI U IUIOMAAN HOMEPEYHOTO Ce-
YeHUs MPOBOJHUKA, a Takxke OT mapameTpoB DUO, B 9acT-
HOCTH OT dHEPTuU umiryibcea [20; 22].

Hcxons u3 obmux coodbpaxenuit, TMO, ocHOBaHHas Ha
komOuHanmu KI1 u DUO, nomxaa OBITH HanboJIEEe BOCTpE-
OoBaHa W 3(PQeKTHBHA IS YUCTHIX METAIJIOB M TBEPIBIX
pactBopoB. [IpnunHa 3akirodaeTcss B TOM, YTO B TaKHX
00BEKTax OTCYTCTBYIOT JAUCIIEPCHBIC YACTHUIIBI BTOPHIX (a3,
KOTOpBIE BBICTYNAlOT B KayeCcTBE OCHOBHOro (akropa
YIPaBJICHUS. CTPYKTYPOH M TPOYHOCTHIO CILIABOB dYepes3
OTpaHHYEHHUE TEPEeCTPOiKM B HUX IUCIOKallMH M pocTa
(Murpanun rpasun) kpuctamauros [18]. IIpu TMO meran-
JIOB U TBEPIBIX PACTBOPOB MX CTPYKTYPHPOBAaHHE KOHTPO-
JUPYETCs TUCIOKAIIMOHHBIMH PEaKIMsIMH, KOTOPBIE 3adac-
TYIO OmpeAemstoTcs sHepruel aedekra ymakoBku (V).
B mammx npeppimymux pabdorax [23-26] yxe ObLT IpoBe-
JICH aHAJIN3 M YaCTUYHO OITyOIMKOBAHHBI JaHHBIE O (peHOMe-
HOJIOTHH ¥ XapakTepe CTPYKTYPHO-MEXaHHIECKOTO ITOBE-
JIeHUs pa3nuHbIX YuCThIX [ 1IK-MeTamoB, moBepruyThIX
MpOKaTKe 10 OOJBLIMX CTENEHEH MpH TeMIlepaType JKUAKO-
ro a3oTa U mocjienymoolei ogqHokpatHoit DO ¢ paznuuHbI-
MU UHTCTPAJIBHBIMU INIOTHOCTSAMMU TOKA. HpI/I 9TOM B OTME-
YCHHBIX Hy6J’II/IKaL[I/I)IX aHaJIN3 TOJIYYCHHBIX PE3YJIbTATOB
OBLT BEITIOJIHEH OTACTHHO U KaXKIOTO METaia, ¥ o0Imas
KapTHHA M3MCHEHUI WX CTPYKTYPHI M CBOICTB, POTEKATO-
mwmx npu TMO, He Oblia peacTaBiIcHa.

Lemb pa®oTBl — MOTONHUTH OMyONWKOBaHHEBIC NaHHEIC,
BBELSIBUTH OOIIME 3aKOHOMEPHOCTH W OOCYAHTH XapakTep
CTPYKTYPHO-MeXaHn4eckoro noseaeHus tpex ['LIK-meran-
noB — Al, Cu u Ni npu KpUOTeHHOIl MpOKaTke M IMocie-
JIYIOIICH 3JICKTPOUMITYJILCHONH 00pabOTKe C yu4eTOM pa3iiu-
Yuil B UX TEMIEpAType IUIABJICHUS U BEJIMYUHE JHEPrUU
nedekra ynakoBKH.

METOJUKA IMTPOBEJEHUA UCCJEJOBAHUA

B kauecTBe MaTepHalioB HCCIIEJOBaHUS UCTIONB30BAIH Al
(99,99 %), Ni (99,5 %) u Cu (99,99 %). Kpuorennyro ne-
¢opmanmio 1o cymmapHoit creneHu 90 % (e=2,3) monoc,
BBIPE3aHHBIX M3 KOBAHBIX M OTOXOKEHHBIX KPYITHO3EPHHUCTHIX
3ar0TOBOK, MPOBOJWIN Ha JIAOOPaTOPHOM HM30TEPMHUYECKOM
IIECTUBAIKOBOM MPOKAaTHOM CTaHE C JHaMETPOM CHEMHBIX
pabounx BaikoB 64 mMm. M3oTepmudeckne yCIOBHS IPOKaT-
KU 00ecreurBaliy MpeABapUTENbHBIM OXJIXACHHEM pabo-
YUX BAJIKOB U 3aTOTOBOK B BaHHE C JKHJKUM a30TOM B Tede-
Hue 1 4. JlehopMupoBaHHBIE 3aTOTOBKH OXJIQXAAIU TOCIIE
KaXXJI0OTO MPOX0Jia, a BAIKH — moclie 4—5 mpoxonoB. Kpure-
pHeM JIOCTHXKEHHs HEOOXOIMMOW TeMIepaTyphl CIIY>KHIIO
OTCYTCTBHE KHIICHHSI a3oTa. [Ipm 3TOM TomMoJoruyeckas
Temriepatypa aedopmarmun cocraBmwia okono 0,05 mrs Ni,
0,06 st Cu u 0,08 st Al. Crenens gedopmarin 3a mpoxo,T
He mpeBblmana 7 % NpH CKOPOCTH NPOKATKH ITOpsIIKa
100 mm/c. [TpokaTaHHBIE NOJIOCH! XPAHUINCH B MOPO3HUIIBHOM
kamepe npu Temrepatype —18 °C. muTensHOCT UX BBIJIE-
KWBaHUA TPH KOMHATHOW TEMIIEpaType NpPH BBIOJIHECHHH
nocneayromero tama TMO, a Takxe paboT MO H3rOTOBIIE-
HUIO OOBEKTOB M aHAJM3y CTPYKTYPHI U CBOHCTB METAJIIOB
(hUKCHPOBAIIM C IIETBI0 KOHTPOJS CTETIEHH MX pa3yIlpodHe-
HUSI, BBI3BAHHOTO OT)KUTOM IIPH KOMHATHOI TeMIiepaType.

OUO nposoaunu Ha ycraHoBke MMNVY-20 Ha mimockux
oOpasmax ¢ paboueill 4YacThio 3%4 MM, BEIpE3aHHBIX Ha
9JEKTPOUCKPOBOM CTAaHKE U3 KPUOKATAHBIX I1OJIOC TOJIY-
HOH 0,4 MM BJIOJIb HalpaBJICHNS! UX NPOKATKU. BriOpaHHas
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TOJIIIMHA TapaHTUPOBaia OTCYTCTBHE CKHH-d2QdeKTa B pa-
0ouyeil 30He 00pasloB W3 BCEX METAIJIOB M PAaBHOMEPHOE
pacmpenesieHue TEIJIOBBIX M 3JIEKTPUYECKUX ITOTOKOB IO
ux cedeHnro. OOpa3nsl GUKCHPOBAIH B 3aKUMaX, CIYKHB-
IIAX TOKOBOJAMHM TIPH paspsane OaTapern KOHICHCATOPOB.
HMiynbe TOKa perucTpupoBaliu ¢ OMOLIBIO Hosca Poros-
ckoro W 3amomuHaromiero ocuuiwiorpagpa AKTAKOM
ACK-3107. 3a xpuTepuil 3HEpruM HUMIyjbca MPUHUMAIN
UHTETPallbHYIO TIOTHOCTh TOKA K;, KOTOPYIO PAacCYNTHIBA-
JIM TI0 cienyromieit hopmyne [22]:

2 3
K. =J.jzat_k_.‘4_l.;

I7ie j — IIOTHOCTh TOKa,

T— JUINTEIBHOCTD UMITYJIbCA;

k — xoaddurrent nosica Porosckoro;

S — myoIank MONepevyHOro ceYeHus 00pasua;

Ay, Ay u Ay — miepBas, BTOpas U TPEThbsI aMIUIMTYABI 3aTy-
XaoIEeTro0 UMITYJIbCa COOTBETCTBEHHO.

IIpu DUO HarpeB oOpa3ma OCYLIECTBISIICA COTJIACHO
3akony Jlxoyins — Jlenua. Ilpu aToM BenieacTBUE UMITYJIBCHO-
O XapakTepa TepMO>IEKTpHUecKoro Boszeiictaus (~107*c)
JIOCTOBEPHBIA 3aMep TemIiepaTypsl Harpesa (7,,) mpeacTaB-
JISUT HETIPOCTYI0 TEXHUUECKYIO 3a/1ady. B cBSA3M ¢ 3THM, Kak
OBLTO PEKOMEHIOBAHO B [22], TaKyl0 TeMIepaTypy ompene-
JSUTH PAcYeTHBIM METOJIOM, IPUHSAB, YTO

2
J oT
2 = C_,
c P ot

e

rae p, ¢, 0, — INIOTHOCTb, TEMJIOEMKOCTh M 3JIEKTPOIIPOBO-
JIMMOCTH 00pabaThIBAEMOT0 METaJlIa COOTBETCTBEHHO.

WHTterpupyst 310 ypaBHEHHE, IIOJNy4ald 3aBUCHUMOCTH
pacueTHOI TeMIlepaTypsl HarpeBa METaUIOB OT HWHTErPajb-
HOW TUIOTHOCTH TOKAa MMITYJIbCA.

MUKpPOCTPYKTYpY METaJUIOB aHAJIH3HUPOBAIHN B IJIOCKO-
ctu npokatku MeronoM EBSD ¢ ucnonb3oBanueM cCkaHU-
pyromiero snektponHoro Mmukpockona TESCAN MIRA 3
LMH wu nporpammuoro kommiekca HKL Channel 5. Kap-
TUHBI JU(PaKIuy HHAUOHpOBaIM Mo 6 Kukydu-nuHusM
mpu mare cKaHupoBaHus He Oomee 0,5 MmxMm. B kagectBe
KPHUTEpHsI pa3/iesIeHus] Ha MaJIo- ¥ BBICOKOYTJIOBBIE I'PaHHU-
uel (MYT u BYT') mcnonp3oBaimy yroil pa3opHEHTHPOBKA
15°. Pa3mepsI 3epeH u cy0O3epeH (d, U d.;) ONpenesiIn Me-
TOJIOM SKBHMBAaJEHTHOTro auamerpa. CpemHuil yron pasopu-
EHTMPOBKH MEKKPUCTAUIUTHBIX IpaHull (Ocp) U IOIIO BbI-
COKOYIJIOBBIX M JIBOMHMKOBBIX IpaHull (Fyy U F) ompene-
JISUIA TI0 CTIEKTpaM pa30pHUEeHTHUPOBOK TpaHuu. IIpu stom
rpaHuipl ¢ ®<2° B pacueT He NpuHUMAaNUCh. [{oo pekpu-
CTaJUIM30BaHHBIX 3€PEH (F ) ONPENENAIN KaK OTHOIIEHHE
3aHUMAEeMO} MU IIJIOMIAIH K IJIOIMIAIHN KapThI.

Pentrenoctpykrypusiii ananns (PCA) mpoBommmu Ha
mudpaxromerpe JJPOH-4-07 B Cu-Ka-usiryyenuu npu Ha-
npsbkenud 40 kB u toke 30 MA ¢ JANMHONW  BOJIHBI
A=1,54418 A. CbeMKy OCYIIECTBISIM MPU BPALIAOIIEMCS
oOpasie ckanupoBaHueM c marom 0,1° 1 BpeMeHeM dKCIo-
3uIMHK 4 ¢, UCTIONB3Ys IpaUTOBBII MOHOXPOMATOp Ha JIU-
¢parupoBaHHOM myuke. CpemHEKBaApaTHIHYI0 MHKpPOJE-
dopmammio KprcTamTHYecKoil pemeTkn (<e*>"%) u pasmep

obnacteid KOTEepeHTHOTo paccesHust (D) paccUUTHIBAIN
METO/IOM MOJHONPOGHUIBHOTO aHali3a B MPOrPaMMHOM
komimiekce MAUD. IInoTHOCTh nuciokamuid (p) ompene-
JISUTA KaK

2372
p= " Dxb

rae b — Bektop Broprepca.

[IpoyHOCTH METaNIOB OLEHUBAIM 10 YPOBHIO MHKpO-
TBEPAOCTH, OIpenessieMoMy MO Merony Bukkepca 1o
10 m3amepenusim Ha TBepanomMepe MVDM 8 AFFRY mnpu
Harpy3kax 1 u 0,5 H u qyurensHocty ux npuiosxxeHus 10 ¢
B IICHTPAJbHOM YacTH NPOKATAHHBIX IOJIOC M 0Opa3IoB,
monBepraHyTHIX DUO.

AHanu3 CTPYKTYpsl M OLEHKY TBEPAOCTH METa/UIOB
MIPOBOAMIN B JTa0OPAaTOPHBIX yCHOBHAX. IIpum 3ToM cym-
MapHas JUINTEJIbHOCTh HAaXOXKICHUS KPHUOKATaHBIX 00pas-
LIOB ITPY KOMHATHOW TemIiepaTtype, noTpeGoBaBIIascs s
U3roTOBIEHUS 00BeKTOB (00pasnoB st DUO) u Hemocpe -
CTBEHHOTO HX CTPYKTYPHO-MEXaHHYECKOTO aHaiu3a, He
npeBblmana 24 .

PE3YJIBTATBI HCCIIEJOBAHUA

B tabmumax 1 u 2 npuBeneHBI pe3yIbTaThl OLEHKHU JIH-
HEHHBIX W YTIOBBIX TMapameTpoB cTpykTypsl Al, Cu u Ni,
a TaKXKe UX TBEPAOCTH, 3a(h)MKCHPOBAHHBIE TIOCIIE KPUOIIPO-
katku U OWO ¢ pa3snuyHOW HMHTErpanbHOM IJIOTHOCTBIO
Toka. IlodydeHHBIe NaHHBIE TAlOT BO3MOXKHOCTH CHAEJATh
3aKJIIOUYEHHE O TOM, YTO peanu3oBaHHas cxema TMO mo-
3BoJIsieT I(QQPEKTUBHO KOHTPOJIMPOBATH IMPOLECCHl TpaHC-
¢dbopmarmu 1eOPMAIMOHHON CTPYKTYpPhI BCEX HCCIIEI0-
BAaHHBIX METAJJIOB, CPABHUTENBHO JIETKO M3MEHATH €€ THII
U TapaMeTphbl M, YTO 0COOCHHO Ba)KHO, 0OECIeuUBaTh J0C-
TIDKEHHE €€ OCHOBHOM IelH. A MMEHHO — IMOJIy4aTh JIUCTHI
B TPEX OCHOBHBIX CTPYKTYPHBIX COCTOSHUSIX: 1) ¢ pa3BHTOM
JIMCIIOKAlMOHHO-STYEUCTON CTPYKTYpOH ¢ HaHOMeETpHdUe-
CKHM pa3MepoM sueek; 2) ¢ oqHopogHo YM3 cTpyKTy-
poii ¢ pasmepom 3epHa 1-3 MKM; 3) ¢ «IIPOMEKYTOUHOI
KOMITO3UTHOH CTPYKTypOH C KOHTPOJHPYEMBIMHU/periia-
MEHTHPYEMBIMHU IIJIOTHOCTBIO JTUCIIOKAIMH M COOTHOIIE-
HUSIMH OCHOBHBIX KOMITOHEHT, KaK M MaJlo- U BBICOKOYT-
JIOBBIX TPaHMII.

Kak u cienoBano oxujarh, Mo MPUIMHE HAaUMEHbBIIEH
TeMIepaTypsl IJaBjieHHs (HAHOOJbIIEH TOMOJIOTMYECKON
temrieparypsl KII) Hanmenee nucnepcHyro (¢ HanOGOIbIIN-
MH pa3MepaMH KPHCTaJUIUTOB) CTPYKTYpy OOOHMX THIIOB
¢ukcupoBanu B amomuHnd (Tabmuna 1). Takoit pe3yaprart
65611 00yCIIOBIIEH (OPMUPOBAHUEM IIPH KPHOIIPOKATKE HaM-
MEHee pa3BUTOH M Hamboiiee rpy0oii SIEUCTOH CTPYKTYpPHI
C MHTETPAJBbHON IUIOTHOCTHIO AWCIIOKALMH ITIOYTH Ha MOpS-
JIOK MEHBIIIE, YeM B IPYrux MeTaiax (tabmauma 2). JIpyrum
oOpaTuBIINM Ha ce0s1 BHUMaHKEe (PaKTOM SBISUIOCH TO, YTO
C POCTOM 3HEPIHH UMIIyJbca (TeMIepaTypsl HarpeBa) mpu
OUO TBepaOCTh KPUOKATAHBIX METAJUIOB 3aMETHO CHHXKA-
J1ach, W HAOJIOJaBIIEeCs] B MCCIICIOBAHHOM HWHTEpBaje MH-
TETpaybHBIX IUIOTHOCTEH TOKa MOYTH JBYKPAaTHOE MX pa3y-
MIPOYHEHHE ObIJI0 00YCIIOBICHO NPEMMYIIECTBEHHO aKTH-
BU3AIMEH PEKPUCTAILIM3AIMOHHBIX ITPOLECCOB (CM. M3Me-
HEHMS Fe U Fyyr B TaOMULE 1 ¥ MIIOTHOCTH JUCIOKALMIMA
B Tabuune 2).
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Tabnuya 1. [lapamempuvr cmpykmypel kpuoxamanwvix 00 90 % u nooseperymoix oonoxpammuoi U0
C pasnuyHOll dHepauell UMNYIbca Memannos no oanuvim EBSD-ananuza
Table 1. EBSD data on metals structure parameters afier cryorolling to 90 %

and further single electropulsing with different energies

MeraJui Cocrosinue 10¢ AK c’ . TK“’ Tl Tyx nf::;l Mt:Z;VI F;{’/Z“’ F(?)ci:’l’l F:,;y)” Ij/i’
KII - 293 0,31 2,0+0,3 4,0+0,4 3 7 11 -
1,0 398 0,42 2,0+0,4 4,0+0,8 6 16 23 -
Al €)4(e] 1,2 423 0,45 5,0+0,3 19,0+1,1 66 31 76 -
2,9 623 0,67 14,0+0,5 53,0+1,3 76 32 74 -
KIT - 293 0,17 0,2+0,1 2,5+0,5 3 7 7 <1
_ 1,0 573 0,33 1,302 1,904 5 5 4 44
N £)4(0) 1,1 593 0,34 2,840,6 3,2+0,6 92 47 92 42
1,6 943 0,55 4,4+1,0 4,7+0,9 95 48 92 41
KIT - 293 0,20 0,3+0,1 0,7+0,2 15 17 33 2
3,5 513 0,38 0,4+0,1 0,9+0,1 37 21 42 5
« 210 3,8 573 0,42 0,8+0,2 1,0+0,2 86 39 79 22
6,8 923 0,68 1,2+0,2 1,3+0,3 96 43 88 30

IIpumeuanue. K; — unmezpanonas nnomunocmo moxa; T,/T,, — memnepamypa nazpesa/nnaénenus;
d; u d., — pasmep sepua u cybsepua coomsemcmeento; Fyo, Foy, tt Fx — 00113 peKpUCManiu306aHHbIX 3€peH, 6blCOKOYII0BbIX PaHUY
U OBOUHUKOEbIX 2PAHUY, COOMEEMCMBEHHO, © g, — CPEOHUI Y20l PA30PUCHMUPOBKU MEHCKPUCAIIUMHBIX 2PAHUY.
Note. K; is integral current density; T,/T,, is heating/melting temperature; d, and d., are grain and subgrain size, respectively;
F,, F,.and F are fraction of recrystallized grains, high-angle boundaries and twin boundaries, respectively; @, is average angle of

pex>
grain boundary misorientation.

HecmoTps Ha pa3nuuus B THIAX U MapaMeTpax CTPyK-
TYpHI U B YPOBHE MPOYHOCTH METAIIOB, 3a(hNKCHPOBAHHBIX
Ha pasnuuHbIX cTaauiax TMO, oTMedanach OOIHOCTD B UX
noBenennu npu DUO. Tak, ka4eCTBEHHO MOJOOHBIMU OKa-
3aJICh 3aBUCUMOCTH TBEPJOCTH BCEX KPHOKATaHBIX METa-
JIOB OT TOMOJIOTHYECKOH TeMIIepaTypsl X Harpera (puc. 1).
OTH 3aBHCUMOCTH COCTOST U3 TPEX XapaKTePHBIX TeMIIepa-
TYpPHBIX 00JIacTEH, CBHICTEIHCTBYIOMINX O CXOXKEH MO MpH-
pole M KHMHETHUKE CTATUHHOCTH PAa3BUTHA TEPMOAKTHBU-
PYEMBIX TIPOILIECCOB MPH 3JICKTPOUMIYIBCHOM BO3JEHCT-
BuU. B mepBoit obmactu neopMannoHHbBIe CTPYKTYPHI OBI-
JIM OTHOCHUTENHEHO CTaOMIBHBI U MaKCHMAIBHO COXPAaHSIIH
yrpouHstolui 3 dexT, 3aduKCupoBaHHbII TOCIe MPOKAT-
ku. Bo BTOpOi 1 TpeTheil 067acTaX MeTayuIbl pa3ylnpodHs-
much. [Ipu 3TOM BO BTOpOI 00JACTH OTMEYAld MHTEHCHUB-
HOE€ pa3yNpoYHEHHE, MIPOUCXOIAIIee B Y3KOM TeMIepaTyp-
HOM HMHTEpBaJIe, a B TpEThel obnactu — crmaboe pasynpod-
HEHHE, IPUBOAIIEE K IPAKTUUYECKH MOJIHON MOTEepe KPUO-
KaTaHBIMH MeTAJIaMH Ae()OPMaMOHHOTO M CTPYKTYPHOTO
(3a cueT u3MeNbYCHHS KPUCTAILIUTOR) YIIPOYHCHUS.

IIpumeydarenbHO, UTO AJISt BCEX TPEX METAJUIOB I'PAHUIIBI
MEX]ly OTMEUEHHBIMH 00J1acTsIMH OBUTH JJOCTAaTOYHO OJIM3KH,
XOTS HapaMeTpbl UX JIeQOpPMAIOHHON CTPYKTYpBHI M YpO-
BEHb YHEPIuu JeeKTa ymaKoBKU OBUIH pa3lUdHBIMA. Tak,
nedopManmorHas cTpykrypa Ni coxpaHsutack mocie DO
BILJIOTH JIO TeMIlepaTypsl HarpeBa oopasma no 0,33 7;, mpu

ero D1V nopsnka 90 mJbx/M%, Cu — 10 0,38 T, npu DY
nopsiaka 70 MJI)K/M2 u Al — o 0,42 T, mpu DY nopsiaka
200 MJI)K/MQ. YTounumMm, uTo BenuuuHbl OJY MeTaion
MPUBEICHBI 10 YCPEIHEHHBIM 3HAYEHUSM, OMyOIUKOBaH-
HbIM B [27-29]. MHTeHcuBHOE pa3ympouHeHne Ni 3aBep-
manock K 0,36 Ty, Cuu Al — k 0,42-0,45 T,,. DT q1aHHEIE,
Ha TIEPBBIH B3N, CBUACTEIHCTBOBANU 00 OTCYTCTBHHU
BiuustHAA OJ[Y Ha CTPYKTYpHO-MEXaHHYECKOE MOBEICHHE
MetamuioB pu TMO. OmHako B peadpbHOCTH 3TOT 3 ekt
HUMEIl MECTO B BHJIC CTPYKTYPHBIX IPOSIBICHUI MPOILIECCOB
HaKOIUICHUSI BHYTPEHHUX HATPSDKCHHUN TP MPOKATKE W MX
penakcauuu npu OUO. Tak, npu npokaTke aarOMUHHUS
HauOoJbIKUNA ypoBeHb ero DJ1Y crmocoOCTBOBal HAUMEHB-
IEMY HaKOIUJIEHUIO AMCIOKAIMI M HCKAXKEHUH peleTKu
Cpeoy MCCIIEOBaHHBIX METaJIOB BCJEACTBHE Hamboiee
JIETKOTO TWHAMHU4YecKoro BosBparta. A mpu DUO sToT *e
(hakTop obecrieuns B ATIOMUHHM Pa3BUTHE MOJIHTOHM3A-
UM, MPEIIICCTBYIONICH PEKPUCTAJUIN3AUU, B TO BpeMs
KaK B MEITH U HUKEIIE OTMEYAIH aKTHBHOE IBOMHUKOBAHUE,
MpUIaBIIee HOBBIM PEKPHCTALUTU30BAHHBIM 3€PHAM MCHbB-
M pa3Mep 3a CYET MCHBIICH IMOJIBMKHOCTU IBOWHHUKO-
BBIX TPAHUIL.

W3 nmaHHBIX B TaOnwmie 2 Takke CIEAyeT, YTO MaKCH-
MajbHasl 10 BeJIMYMHE dHeprus jaedopmanmu Obuta 3amace-
Ha B HHKeJE, TOMOJIOTHYECKasl TeMIepaTypa MpOKaTKH KO-
TOporo ObUTa HaWMeHbIIeH, a ypoBeHb DJIY ObLT OIM30K
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Tabnuya 2. [lapamempuor cmpykmypel no oannsim PCA u meepoocme kpuoxamanwix 0o 90 %
u noosepenymuix oOHokpamuoti U0 ¢ pasnuuHoll snepauell UMNYIbca Memaiios

Table 2. XRD data on structure parameters and hardness of metals after cryorolling to 90 %
and further single electropulsing with different energies

K;, T,, Py <e>', D,
Metann Cocrosinue 10° AZe/mv K T/ Ty, 10" a2 % . HV
KII - 293 0,31 0,5 0,060+0,001 34044 49+5
1,0 398 0,42 0,2 0,014+0,003 1562 49+4
Al
210 1,2 423 0,45 9643 314
<0,01 0,001+0,001
2,9 623 0,67 12344 26+5
KIT - 293 0,17 3,5 0,165+0,002 68+4 246+8
1,0 573 0,33 0,2 0,116+0,001 75+3 24247
Ni
210 1,1 593 0,34 12942 101+8
<0,01 0,001+0,001
1,6 943 0,55 1412 91+9
KIT - 293 0,20 4,5 0,186+0,004 57+2 152+7
3,5 513 0,38 3,2 0,111+0,005 48+2 143+8
Cu
210 3,8 573 0,42 67+4 96+7
<0,1 0,001+0,001
6,8 923 0,68 100+4 81+8

IIpumeuanue. K;— unmeepanvnas nnomnocmo moxa; T,/T,, — memnepamypa nazpesa/niaenenus;

2,172

P — WIOMHOCMb QucioKayutl;, <€“>"* — cpeonexk8adpamuyHas MUKpooedhopmayus KpUCMALIUYecKol peuemKil;
D — pasmep obracmeii Ko2epeHmHO20 paccesHus.
Note. K; is integral current density; T,/T,, is heating/melting temperature; p is dislocation density;

12 .

2 . . . . . .
<¢”>"" is root-mean-square microstrain of crystal lattice; D is coherent domain size.

300
250 e
1 —O— Ni
—w— Cu
200 -
>
T 150 -
100 -
50 + .L
0 T T T T :
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Tu/Tan

Puc. 1. Hsmenenus meepoocmu KpUOKAMAHBIX MEMANIO8, BbI36AHHbLE OMACULOM
npu komuamuou memnepamype u IUO ¢ nazpesom 0o memnepamypul T,
Fig. 1. Changes in hardness of cryorolled metals
after room temperature annealing and further heating to a T, temperature due to electropulsing
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K Menu. [losToMy ISl aKTHBU3aIMU B HHUKENE PEKPHUCTAI-
JU3anuu moTpedoBanach 00paboTka ¢ MHUHUMAIHHOU IS
Tpex METaJUIOB 3HEpruer ummyinsca. B pesymnbraTe mocie
OUO paxe c sneprueii Beero K=1,1x 10* A’c/mMm* B HUKETE
yIaiock 3aUKCUPOBATh OJIU3KYIO MO CTEIIEHH AMCIICPCHO-
CTH K MEIH 3€PCHHYIO CTPYKTYpY, IpHUIeM 00paboTaHHYIO
UMITyJIbCOM TOKa C HWHTETpajbHOW IUIOTHOCTBIO IOYTH
B 4 pa3a Oonpmie (Tabnuma 1). B To ke BpeMs ciemyet oT-
MeTuTh, 9To DO Menu ¢ K]=3,5X104 A’c/mm* He mpuBena
K 3HAYUMBIM M3MEHEHMSM JIMHEHHBIX MapaMeTpoB CTPYK-
TYpBI ¥ TBEPJIOCTH NP OJHOBPEMEHHOM YBEIHUYECHHUH JOJIU
BYT 1 pekpHuCcTaLTM30BaHHBIX 3€peH Ha (JOHE ABYKPATHOTO
YMEHBIIICHNS] BHYTPCHHUX NCKaKCHMH pemieTku. [Ipu sTom
TOMOJIOTHYECKAs TeMIlepaTypa MPOKATKHA Meau OblIa IyTh
BBIIIE M 3aHUMaJa IMPOMEKYTOUHOE MOJI0KEHHE CPEIU HC-
CIIEZIOBaHHBIX METaWIoB, a ee DJIY ObUIa UyTh MEHBIIE,
geMm B HuKkene. CTpykrypHble m3MmeHeHus mpu DO, BbIsB-
JICHHBIE B MenH, ObUTM 00yCIIOBIICHBI OOJNBIIECH HMHTCHCHB-
HOCTBIO CTaTMYECKUX MPOIIECCOB BO3BpATa U PEKPUCTAILIH-
3aluy, NpUBeAIIel K 6oyiee 3HAUMMOMY MOBBIIICHHUIO PaB-
HOBECHOCTH CTPYKTYPHI M K CYIIECTBEHHOW KOMIIEHCALIUH
pas3ynpouHsoniero 3pQexra ynpoUHSIONIM, BbI3BAHHBIM
o0pa3oBaHKeM 3epeH CyOMHKpOHHOro pasmepa. pyrumu
CJIOBaMH, IPHYMHOW MEHEE WHTEHCHBHOTO Pa3yNpOYHEHHS
KpHOMpPOKaTaHOW Menu B 3Toi obmactu DMO, BeposTHO,
66110 OONlee aKTHBHOE 00pa30BaHME U COBEPIICHCTBOBAHHE
CTPYKTYPbHl YIbTPAMENIKHX KPHCTAJUINTOB W WX TPaHMIL.
IIpu yBennyeHUM IIOTHOCTH TOKa A0 Kj=3,8><104 Alc/m?
3araceHHass SHeprus nedopmanuu (M TBEPAOCTH) MEAH,
AQHAJIOTUYHO HUKENI0 M AJIOMUHHIO, PE3KO YMEHbBIIAJIach
BCJIC/ICTBHE TPEBpALICHUS Cy03epeHHON CTPYKTYpHI B Hac-
TUYHO PEKPUCTAIUIM30BAaHHYIO CO 3HAYUTEIBHO IOJPOC-
muMu  cyo3epHamu (tabmuua 1). Jlns Takoil CTpyKTypsI
Takxke OBUIO XapaKTEpHO MPaKTHYECKH IMOJHOE HUBEIHPO-
BaHME MHKPOUCKOKCHHH pELIETKH 3a CUeT CHW)KEHHs
IUIOTHOCTH JANCJIOKALMH 710 PaBHOBECHOTO ypOBHS (Tabnu-
na 2). [lanpHeiniee yBenUUEHHE SHEPTUM HMITYJIbCca IIPH
nepexozie B TpeTuil temmnepatypHblii uatepsan U0 npu-
BOJMJIO K TPOXOXKACHHIO PEKPHCTAJUIM3AIMK B IOJTHOM
o0beMe 00pabaThIBAEMBIX MaTEpUalioB, COIPOBOXKIABIIE-
MYyCsl TIOCJIEIYIOIINM HOPMaJbHBIM POCTOM PEKpHCTalUIN-
30BaHHBIX 3epeH (Tabnuua 1), ycreBaroUUM NPOU30HTH
Jlake TIPU Ype3BbIUAHO MajOM BpPEMEHU BO3JIEUCTBUS
AIIEKTPUYIECKOT 0 TOKA.

OBCYXJIEHHME PE3YJIIbTATOB

OO000ImICHHBII XapaKTep MOBEACHUS KpuoaehopMHUpo-
BaHHbIX MeTalioB npu OMO MOXKHO NpeACcTaBUTH Clie-
oytonmM obOpa3oM. B mepBoil TemmepaTypHO# 00iacTa
OCHOBHBIM MEXaHM3MOM IPeoOpa3oBaHUsI MX CTPYKTYPHI
ObUT CTaTUUECKUH BO3BPAT, KOTOPBIH NMPUBOAMI K CHIDKE-
HUIO JIeeKTHOCTH Ne)OpMallMOHHOM CTPYKTYpHI U €€ COo-
BEpIICHCTBOBaHMIO. Hapsiry ¢ BO3BpaTOM JIOKAJIbHO Pa3BH-
BaJach M CTaTHYeCKas PEKpUCTAJUIM3ALHs, KOTOpas IpeBa-
JMpOBajia BO BTOPOM MHTEpBaje Temreparyp. B pesynsrare
MpY HAarpeBe HarapTOBAHHBIX METAJUIOB B 3TOM HHTEpBaJe
WX HEPaBHOBECHAas, NPEUMYIIECTBEHHO IHCIIOKAIMOHHO-
SYeHcTasi CTPYKTypa MPaKTHYECKH MOJTHOCTHIO 3aMEHSIIach
PaBHOBECHOW CTPYKTYpPOH 3€pEHHOro THIA, YTO COMPOBO-
JKAAIOCh CHIKEHHEM MX MPOYHOCTU IHOYTH IO YPOBHS
Hene(opMHpPOBaHHOTO MeTaiia. B Tperbeil obnactu Ha-
Omomany yKpyHmHEHHE 3epeH HMX HOPMAaJbHBIM POCTOM,

MPUBOAMBIINM K JaJbHEHIIEMY Pa3yNPOYHECHHUIO METAJIIOB
BcneacTBue nmotepu ddpdekra Xomra — [lerya ot u3menpue-
HUS PEKPUCTALUTU30BaHHOTO 3epHa [18].

B ormnmMuume oT HempepbIBHOM CTaTH4ECKOW pEeKpUCTa-
TWM3anuy, HAOII0JAaeMOW MPH MEYHOM OTXKHIE CHIBHO Je-
(hopMHPOBaHHBIX NPH KOMHATHOH TeMIIEpaType METajlIoB
[2; 18], mpu DUO B nuanazone 0,3-0,4 7}, OCHOBHBIM MPO-
1eccoM TNpeoOpa3oBaHusl J1e(POPMAIMOHHON CTPYKTYPBI
KPHOKaTaHbIX METAJUIOB SIBJIAJICS MEPEXOJHBIN Mpolecc OT
COBEPILEHCTBOBAHUS CTPYKTYPBI IO TUILY in Sifu, KOHTPOJIH-
pyeMblif BO3BpPAaTOM, K HOpMaJILHOMY pOCTy 3epeH. Peskoe
najicHue TBEPAOCTH Ha I'paHUIIEe NEPBOM U BTOPOH TeMmIie-
paTtypHBIX obnacteif Ha puc. 1 OBIIO OOYCIOBIEHO ABYMS
OCHOBHBIMH TIpr4urHaMH. C OJHON CTOPOHBI, aKTHBH3HUPO-
BAJICSI POCT OTACNBHBIX HAHOPA3MEPHBIX KPHUCTAIHTOB,
00pa30BaBIIMXCS MPU IIPOKATKE, KOTOPBIE MOTECHIHATBHO
MOTJIH CIIY’KHTh IEHTpaMH pekpucTamusanuu. C apyrou
CTOpPOHBI, U3-3a CTPYKTYPHOH HEOAHOPOILHOCTH, MPUCYLIEH
Jne(opMUPOBAaHHOMY COCTOSIHUIO, U PA3IMYHOW KHHETHUKH
PEKPUCTAJUIM3ALMN B KaXKJOM OTJCIBHOM 3€pHE 3€pHa,
oOpasoBaBiuecs in situ B 1e)OPMHUPOBAHHONU CTPYKTYpE,
nproOpeTany MOTeHNIHan yckopeHHoro pocrta. Korma sxe
9HEprus UMIyJibca / Temneparypa Harpesa npu OO noc-
TUTaJIa ONPEIEICHHOTO MOPOrOBOTO YPOBHS, YacTh 3€PeH
OKa3bIBaJIaCh CBOOOJHON OT AE(EKTOB, YTO AaKTHBH3HPOBAJIO
UX POCT, B TO BpeMs KaK COCETHHE 3¢pHA OCTABAIHCH «3aHA-
TBD) TUCIOKAIIMSAMH BBICOKOHM ITIOTHOCTH M MOTJIM IIpeTep-
NeBaTh MOJIMTOHM3AIMIO WM ABOWHHMKOBaHME. Takol pocT
3epeH SBILUICA PEe3yJIbTaTOM MHIPALMN MX TPAHML], KOTOpast
MPOUCXOIUIIA O] JEUCTBUEM IBIDKYIIHUX CHJI, BBI3BAaHHBIX
npeamecTBytomeil aedopmaiueir. B mporecce murparmu
IPaHULBl PACTYHINX 3€PEH MOTJIOIAIH Je()EKThl KPUCTAILIH-
YEeCKOro CTpOeHUs (BaKaHCHUH, JUCIOKALUH U IpyTUe TpaHH-
1161) [18], uTo MPUBOAMIIO K YMEHBIICHUIO BHYTPEHHEH IHEP-
TUU CHUCTEMBI U, KaK CJEACTBHE, K CHIDKCHHUIO YPOBHS MPOY-
HOCTH METaJlIa, JOCTUTHYTOTO MPH ITPOKATKE.

Heo0xomMo TakKe OTMETHTh, YTO TPaHUIBI HOBBIX 3€-
peH, chOpMHUPOBABIIMXCS B Pe3yJibTaTre OOJBIION HU3KOTEM-
nepaTypHoi neopMaryy, 001a1aay HOBBIIIEHHOH yaeIbHOM
9HEpruel M, COOTBETCTBEHHO, CIIOCOOHOCTBIO K Ooiiee ObI-
crpodt Murpauuu npu OMO. B omnnuue oT Takux rpaHull,
HU3KOPHEPreTHYECKHe MAaJIOYIJIOBbIE T'PAaHMIBI KaK THHA-
MHYECKH, TaK M CTaTHYECKH CHOPMHPOBAHHBIX SUeEeK 00-
JlaZlalii MEHbILIEH MOABUKHOCTBIO. B pesynbpraTte npu Hu3-
KHX JHEprusix / TeMrepaTypax HarpeBa MpeUMYIECTBEHHO
nMena MECTO MUTpalus TPaHUI] PEKPUCTATTH30BAHHBIX
3epeH B CTOpPOHY nedopmupoBaHHON MaTpuubl. [Ipu Gomee
JKE€ BBICOKMX JHEPIHAX, a MMEHHO IOCJIe HCUYE3HOBEHHUS
JneGopMUpPOBaHHOW CTPYKTYpbl (OKOHYaHUS Iepexojia OT
MPOLIECCOB MOJIMTOHM3AIMNA M PEKPUCTANIM3ALMHA K HOp-
MaJlbHOMY pOCTY 3€peH), TPaHUIBl 3€peH IPOAOIIKAIH
MHUTPUPOBATH OJ] ICHCTBUEM JIBIIKYIIEH CHIIbI, BBI3BAHHOM
YMEHBIICHHEM JIOKAJIbHOTO pajiyca WX KPUBU3HBI, UYTO
COTIPOBOXKIANIOCH YBEIHMUYEHUEM DPa3MEPOB 3€PEH BCIEICT-
BHE UX HOpMaJbHOTO pocTa [18].

Ha ocHoBaHMM CKa3aHHOTO W MPHHSB BO BHUMAHHUE pe-
3yabTaThl psaga pabot [5; 10; 18; 26], MOXHO 3aKIIFOYHUTH,
9TO mporecchl, npoucxomsmue npu MO KpuokaTaHbIxX
I'IK-meTamnoB, 6JIM3KH K IpolieccaM, MPOUCXOISIIUM ITPH
CTaTH4ECKOM OT)KHUIe XOJIOAHOAE(OPMHUPOBAHHBIX MaTepHa-
JIOB: CTaTHYECKOMY BO3BpaTy, HENPEPHIBHOH CTaTHYECKOMN
pEKpHUCTAIIM3AMU U POCTY 3epHa. IIpu 3TOM KpaTkoBpe-
MEHHOCTb (MMITYJIbCHBIM XapaKTep) TEIUIOBOTO BO3JIEHCTBUS
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Ha aedopmupoBaHHBIA MeTa npu IMO kommeHCHpoBa-
Jlach BBICOKOM BHeCeHHOW 3Heprueil. [lockonbky Bo3Bpar
U CTaTUYECKasl PeKPUCTAIUIN3AIMs KOHTPOIUPYIOTCA CaMo-
muddysueti [18; 30], To, cormacHo 3akoHy AppeHuyca, Jaxe
HEe3HAYUTENFHOE IOBBIMICHUE TeMIepaTypsl/sHeprun OO
JIOJDKHO OBIJIO TIPUBOAWTH K OLIyTUMOMY YBEJIHUYEHHUIO CKO-
POCTH 3THX IPOLIECCOB M, CIEJOBATEIHHO, K YMEHBILICHUIO
BPEMEHM WX 3aBEpLICHUs, YTO Mbl M HAOJIOJAIM B JKCIle-
pHMeHTe.

Takum 00pa3zoM, NONTy4YeHHBbIE HAMH JIAaHHBIE HE MOTYT
yKa3blBaTh HM Ha HaJW4YMe, HU Ha OTCYTCTBHE 3ddekra
(QJIEKTPOHHOTO BETPa», KOTOPHIH MOT OKa3aTh 3aMETHOE
BIMSHUE Ha CTPYKTYPHO-MEXaHWYECKOE IOBEICHUE KPHO-
katanbIx [ TIK-meramioB mpu MO TokamMu BBICOKOH TUIOT-
HocTH. Bce momydeHHBIE M 0OCyKIaeMble B HACTOSIICH
paboTe 3KCIEPUMEHTANBHBIE PE3YIbTATHl O0BICHUMBI C H3-
BECTHBIX, KJIACCHYECKUX IIO3UIMH, pPa3pabOTaHHBIX I
X0JIOMHOAC(OPMUPOBAHHBIX MAaTEpPHATIOB, IOABEPTacMBIX
OTXHUTY 0€3 BO3AEHCTBHUS IEKTPUIECKOTO TOKA.

BbIBO/JbI

1. TepmomexaHnudeckass 00pabOTKa, OCHOBaHHash Ha CO-
YeTaHWU OOJBIION TUIACTUYCCKON aehopMaIiiu Mpu KPHO-
TEHHBIX TEMIIEPaTypax M MOCIEAYIOMEH 3IIEKTPOUMITYIIbC-
HOI 00pabOTKM TOKAaMH BBICOKOH IUIOTHOCTH, SIBIISIETCS (-
(hEeKTHUBHBIM CIIOCOOOM TOJTydeHHs JTUCTOB M3 uucThix I'TIK-
METaIOB ¢ KOHTPOIMPYEMBIMH MapaMeTpaMH CTPYKTYpbI
U NPOYHOCTH, B T. Y. ¢ OJHOPOAHON YM3 pekpucraminzo-
BaHHOW CTPYKTYpOM ¢ pa3zMepoM 3epHa 1-3 MKM M ¢ pa3BH-
TOM AUCIOKALMOHHO-TYEUCTON CTPYKTYPOH ¢ HAHOMETpUYE-
CKUM Pa3MepoM SueeK.

2. IIponieccel pasympouHeHus: kpuokatanbix I['T[K-me-
TaJIOB TPU 3JICKTPOUMITYIHCHOM BO3ICHCTBUM TOKAMU
BBICOKO MJIOTHOCTH CXOJHBI IO CBOEH MPUPOJE U KUHETHU-
K€ U XapaKTePU3YIOTCs] HATMYHEM YEeTKO BBIPAXKECHHBIX TPeX
MHTEPBAJIOB 3HEPTHi / TeMIriepaTyp HarpeBa. B mepBoM u3
Hux OUMO npakTudecku HE CKa3bIBAeTCAd HA YPOBHE TBEp-
JIOCTH MeTajula Tociie KPUOIIPOKATKN ¢ OOJIBIINMU CTeTe-
HaMH. Bo BTOpoM, HauMHaromemMmcs ¢ ONPEAEIeHHOro Mo-
pOTOBOTO 3HAYEHHs] HMHTErpalbHOM IUIOTHOCTH TOKa Kj,
COOTBETCTBYIOIIETO  PAcUeTHOl Temmeparype, paBHOMU
0,33 T,,, nis wukenst, 0,38 T, nns memu u 0,42 Ty, nost
ATIOMHMHUS, MX TBEPAOCTh CYIIECTBEHHO CHI)KAETCS II0
MIPUYMHE AaKTUBAIMM TIPOIECCOB CTaTUYECKOH peKpHcTai-
nu3anuu AehopMaloOHHOM CTPYKTYpHL. [IpH npeBbleHnn
3HauUeHUN pacyeTHOW TemmepaTypsl, paBHbIX 0,36 T, ams
aukens u 0,42-0,45 Ty, miid MeIy B aJlOMUHMS, HAUUHACT-
cs Tpetbs obmacte DO, B KOTOpOi oTMedaeTcsl BHI3BaH-
HOE YKpYITHEHHEM 3€peH ele OoJbliee CHIDKCHHUE TBepo-
CTH KPHOKAaTaHBIX METANIOB 0 3HAYEHHUH, COOTBETCTBYIO-
IIAX UCXOAHBIM HEeAe(hOPMHUPOBAHHBIM COCTOSHHSIM.

3. IIponeccsl  TpaHC(OpPMAIMK CHIIbHOHArapTOBaHHOW
ctpykTypsl pu OUO kpuokataneix ['TIK-meramioB 6mms-
KM K [IpoIieccam, MPOUCXOSAIINM IIPH CTATHIECKOM OTKHUTE
XO0JIOAHOIe(DOPMHUPOBAHHBIX MATEPHAIOB — CTATHIECKOMY
BO3BpaTy, HEMPEPHIBHOM CTATUYECKOW pPEKpPHUCTAILIN3ALUU
U POCTY 3€pHa.
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Abstract: The data of a comparative analysis of the structure and hardness of pure metals with a face-centered cubic
lattice — aluminum, nickel and copper, subjected to complex thermomechanical treatment (TMT), including isothermal
cryogenic rolling at liquid nitrogen temperature and subsequent high-density electropulse treatment (EPT) were presented.
The main stages, features and advantages of TMT, which first ensure strong work hardening of the processed material due
to deformation at low temperatures and then its ultra-fast contact electropulse heating up to a specified temperature, were
considered. A multi-level analysis of the metals structure evolution due to TMT was carried out using modern methods of
scanning electron microscopy and X-ray diffractometry, recording a wide range of its linear and angular parameters.
The kinetics and nature of the processes of the metals structure evolution under cryogenic rolling and EPT, their driving
forces and controlling factors, as well as general patterns and temperature intervals of activation of the deformation struc-
ture recovery and recrystallization influenced by an electric pulse are identified and discussed. Based on the results of
the analysis of the structural and mechanical behaviour of metals, it was concluded that the combination of severe plastic
cryogenic deformation and a single-step treatment with ultrashort alternating current pulses is an effective way to obtain
semi-finished products with controlled parameters of their structure and properties, including high-strength ultrafine-grain
rolled products. At that the phenomenology and nature of the strengthening/softening of metals during cryogenic rolling
and subsequent electropulsing are similar to those observed under cold rolling and furnace annealing.

Keywords: FCC metals; cryogenic deformation; cryogenic rolling; electric pulse treatment; ultrafine-grain structure.
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Annomayusn: Ha ceroqHsIHUI J€Hb NPOMCXOIUT aKTHBHBIA pOCT TpeOOBaHMH K TOIUIMBHOHM 3ddexkTuBHOCTH

U yIeNbHOMY BeCy aBUAllMOHHBIX TypOOpeakTHBHBIX Aurarelieil. CyIiecTBYIOIUE TOKPHITUS sl 3alUThI IeTajIel JBU-
rareyieil Ha OCHOBE AMOKCHJAA IIMPKOHMS BO MHOTOM yCTapeld U Mcuepnaiy HOTESHIMaNl Pa3BUTHS, IOITOMY BEIYTCS WC-
CJICZIOBAHUS HOBBIX KEPAMHYECKUX CHCTEM ISl TPOM3BOACTBA 3aIUTHBIX TIOKPHITHI HAa MX OCHOBE. B paborte mpoBeneHO
HCCIICIOBAHME KapOCTOMKOTO JBYCIOHHOTO MOKPHITHS Ha OCHOBe cucTeMbl Y—Al-O (BHemHwmii cioil) 1 MAX-da3sl
Ti,AIC cucremsr Ti—Al-C (mmozcoit), mOIy4EeHHOTO METOIOM BaKyyMHO-IYTOBOTO OCAXKICHHS Ha KapOIPOYHOM HHKEIIe-
BoM cimiaBe Inconel 738 u Ha MonmmbaeHe TIOOUEpEeHBIM OcaxkaeHneM cioeB Ha ocHoBe Ti—Al-C u cmos Y—AI-O. Ilpu
MIOMOIINM CHHXPOTPOHHOTO W3JIyYCHHs HCCIENOBaHBI (ha30BbIE INPEBPAIICHHUA B IOKPHITUH NPH HarpeBe 0OpasmoB 10
1400 °C B Bakyyme u no 1100 °C B armocdepe ¢ 1eapi0 HU3y4eHHs Mpolecca OKUCICHUS U (OPMUPOBAHUS TTOKPBHITHS
B YCJIOBUSX HPHUCYTCTBHS KHciopoia. [Ipu momoiy pacTpoBOW 3JIEKTPOHHOH MHUKPOCKOIHMH H3Y4YEeHBl MHKPOCTPYKTYpa
W XMMHUYECKHH COCTaB MOKPHITUS. Y CTAHOBIJIEHO, YTO HArPEB MOKPBITUS B BaKyyMe U B aTMoc(epe BhI3BIBAET B HEM pa3-
JIU4HbIe (a30Bble MpEBpallleHHs, HO B 000MX ciydasx Habiromaercsi (JOpMHpOBaHME CMECH OKCHAOB rpymmbl Y—AI-O
u aectabunuzanus nozaciaos Ha ocHoBe Ti—Al-C. ITocne HarpeBa MOKpbITHsI B aTMochepe 0e3 IpeaBapuTeIbHON TepMO00-
pabOTKH MpH OCTBIBAHUH NOKPBITHE Pa3pyLIMIIOCh, YEro He HAOII0JalIOCh IIPY HarpeBe MOKPHITHS B BAaKyyMe.

Knrouegvie cnoga: xapocTtoiikoe MOKpHITHE; KepaMuueckoe MokpeiTie; MAX-(ha3za; okcHJ UTTPHS; BAKyyMHO-IYTOBOE
OCaXkJICHHE; CHHXPOTPOHHOE M3JIy4YEHHE.

Bnazooapnocmu: Pabora BrIonHEeHa Npu (UHAHCOBOH MOAJEp)KKe MHHHCTEPCTBA HAYKH M BBICIIETO 0Opa3oBaHUS
Poccutickoit @eneparuu (mpoekt Ne 075-15-2021-1348).

CraTpsl HOATOTOBIJIEHA 110 MaTepHaiaM JOKJIAI0B y4acTHHKOB X1 MexayHapoHOH mKoibsl «PU3HIeckoe MaTeprano-
Begenne» (ILIOM-2023), Tombsitta, 11-15 centsadps 2023 roxa.

Jna yumuposanun: Hazapos A.10., Macnos A.A., Hukonaes A.A., [lImakoB A.H., [lenucos B.B., Pamazanos K.H.
HccnenoBanue (a3oBbIX NpeBpalleHUH B JBYXCIOHHOM kapocToWKoM MOKpbITHH Ti—Al-C+Y—Al-O Ha aponpo4HoM
HukeneBoM ciuiase // Frontier Materials & Technologies. 2023. Ne 4. C. 63—71. DOI: 10.18323/2782-4039-2023-4-66-6.

TOK FaSOTyp6I/IHHLIX ,I[BPIFaTGHeﬁ B INPOMBIIIIJICHHOCTH IIPpU-

BBEJIEHUE

B coBpeMeHHOM aBHaJBUTATENECTPOCHUH UAET MOCTO-
SIHHBIJ MOMCK MyTEeH ymydIlleHHs] SKOHOMUYHOCTH Ta30Typ-
OWHHBIX JBUTATENICH B CBA3M C PACTYIIMMHU TPeOOBAHUAMHU
aBUAIIMOHHBIX PEryiaTopoB. 3BeCTHO, 4TO IS MOBHIIIE-
Hus KIIJI u ynenbHONW MOIIHOCTM JABUTAaTENeil TJIaBHOMN
3amaueil SBISETCS TOBBIIICHHE pabodel TeMIeparypsl
B KaMmepe CropaHus U TypOWHeE, 94TO BeleT K MOBBIIICHUIO
TpeboBaHMI K NPUMEHsIEMBIM MaTepuayiaM. TpaIunuoHHO
IIpUMEHsieMble B TypOMHE HHUKEJIeBBIE CIUIaBBl CHOCOOHBI
paborare npu temmneparype no 1050 °C Ha moBepxHOCTH
CIUIaBa, OJIHAKO ATOrO HEJ0CTAaTOYHO, YTOOBI padoTaTh
B COBPEMEHHBIX ABHraTensx. [loaroMmy amst 3aimuThl Joma-

MEHSIOT MHOTOCJIOHHBIC TeTto0apbepHBIC U KApOCTOWKHE
MMOKPHITUS, KOTOPBIE COCTOST W3 IIONCIOS Ha OCHOBE
MeCrAlY wmm cucrembl Ni—Al-Pt, co3garomiero B mpoiiec-
ce paboTHl MPOCIONKY W3 OKCHAHOW IJICHKH, HPEnsITCT-
Bytonieil muddy3un KUcCIopoaa K MaTepuaily TMOIJIOKKH,
1 BHEIIHETO CTOJI0YaTOro TepMOOaphepHOTO CII0S Ha OCHOBE
JFOKCHA IUPKOHNS, CTAOMIM3UPOBAHHOTO OKCH/IOM UTTPHS
7Zr0,-Y,0; (6...8 % Bec.) [1-3]. Takas apxurekTypa 3amiuT-
HOTO TIOKPBITUS TTO3BOJISIET JIOTIATKaM paboTaTh MPH TEMIIe-
patype cpensl 10 1300 °C 3a cuer co3naHus TpaiueHTa TeM-
nepaTyp MeXay MOBEPXHOCTBIO CJIOSl U BHYTPEHHEH 4acThio
oxJaxaeMoit jonatku [4-6]. OnHako yrnomsiHyTas KOMOHU-
HAIIWs TOKPBITHH CTPEMUTEIBHO YCTAPEBACT U HE MOIXOIHT
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JUISL Ta30TYpOMHHBIX IBUTATENICH CIEAYIOMETO MOKOJICHUS,
gbsi pabouas Temnepartypa npesbimaer 1500 °C B TypOune
[7-9]. [IpuurHamMu 3TOTO yCTapeBaHHS CTAIH MPOUCXOMIS-
mue (a3oBbIE NPEBPANICHUS B KEPAMHUYECKOM CIIO€ TIPH
temneparype cBeiie 1300 °C Ha TOBEPXHOCTH TTOKPHITHA,
CIIEKaHNE KEPaMHUECKOTO CIIOS, PE3KHI POCT TEIUIONpo-
BOJHOCTU W JeTpajalys >KapOCTOWKOrO IIOJICIION, YTO Be-
JIeT K HEBO3MOXKHOCTH JaJbHEHILEero MOBBIIEHHS padboueii
TeMIlepaTypbl ra3oTypOMHHBIX JBUraTeield 0e3 KartacTpo-
¢uueckoro naneHus pecypcea jiomnatok [10-12].

[epeuncnennble (akTOpbl aKTYaTU3UPYIOT MOUCK HO-
BBIX JKapPOCTOWKHX M TEII00apbepHBIX MOKPBITHHA s 3a-
IIUTHI JIONATOK JBHUTATeNIed Cleyromux mokoneHui. On-
HUM W3 NEPCIEKTHBHBIX KaHANAATOB HA 3aMEHY KJlaccude-
ckoro mokpeitusa ZrO,—Y,0;5 sBnsercs cucrema Y—Al-O,
BKJIIOUaromas B cebs crabmibHble coeanHeHus Y;AlsOj,,
YAIO; n Y4ALOy, KOTOpBIE HEMOHCTPHUPYIOT MHOTOOOE-
IMAIOIIME BEICOKOTEMIIEPATYPHBIC XapaKTEPUCTHKH, a HMEH-
HO CTOMKOCTb K OKHCIICHUIO M OTHOCHUTEJIHHO BBICOKUH KO-
3¢ ¢urreHT tepMuueckoro pacimpenus [13—15]. Oxaum
U3 TIEPCHEKTHBHBIX KaHAWAATOB ISl 3aMEHBI II0JICIION
MCrAlY (Ni—Al-Pt) MOXeT Ciy>)KUTb MOKPBITHE, COCTOS-
mee u3z M, AX-pa3sr Ti,AlC, obnangaromieii BBICOKOU
KAPOCTOMKOCTBIO 3a CUeT (POPMUPOBAHUS IPOUHOH OKCHJI-
HOU TieHKH o-Al,O; W CpaBHUTETHHO BBICOKHM KO3(du-
IIMIEHTOM TEPMHUYECKOTO PACUIMPEHUs, MO3BOJISIOIIM CO3-
JlaTh CTOWKHMM K OKHCJIEHHMIO NEPEXOIHBIA MOACION mon
KepamMuaeckuM NokpeitHeM Y—AI-O [16-18].

Hpyroii BaxHOU 3amaueil sIBISETCS U3YUEHHE CTPYKTY-
pbl ¥ (a30BBIX MpEeBpaIleHUH B KOMOMHUPOBAHHOM ITOKPHI-
THH BO BpeMsi Harpesa JUisi TIOHUMAaHUsI IIPOLIECCOB, MTPOKC-
XOJSIINX B IIOKPBITHH.

Llenb paboOTHI — HCClleOBaHUE CTPYKTYPHBIX U (a3oBBIX
NpeBpalleHnii B KOMOWHHMPOBAaHHOM MOKPBHITHH Y—Al-
O+Ti—Al-C npu HarpeBe oOpasiia B Bakyyme 10 TeMIiepa-
Typbl 1400 °C B pexume peaabHOro BPEMEHH MPU TOMOLIU
CHHXPOTPOHHOTO N3JTy4eHHS.

METOJUKA IMPOBEJEHUSA UCCJIIEJOBAHUA

Hanecenne mokpertuii cuctembl Ti—Al-C u cucTeMbl
Y—AI-O ocymiecTBISIIOCH Ha MOACPHH3MPOBAHHOW yCTa-
HoBke HHB-6.6-11. [TokpsiTHe HaHOCHIOCH Ha criaB In-
conel 738 1 Ha TexHuuecku 4UCThIN (99,96 %) MonubaeH.
Jdns wccnenoBaHus KauecTBEHHOro (azoBoro cocraBa
U (a30BbIX NPEBPALICHUIT B OKPHITHU B PEXKHUME PealIbHO-
ro BpeMeHH IpHu Harpese obpasma 1o 1400 u 1100 °C wuc-
MOJB30BATMCE: HMCTOYHUK CHHXPOTPOHHOTO H3ITyYeHHS
BOIIII-3 HUuctutyTa sinepHor pu3uku CHOMPCKOTO OTIE-
nenust PAH, BbicokoTemMmepaTypHast peHTT€HOBCKasl KaMe-
pa Anton Paar HTK-2000, no3uunoHHO-4yBCTBUTEIbHBIN
onHokoopauHaTHeIl nerektop OJ1-3M-350, nporpammHoe
obecrieuenne it 06paboTku qaHHbIX Origin.

BBuay ocobeHHOCTEN METOIUKH ChEMKH C TIPUMEHEHH-
€M CHHXPOTPOHHOTO M3Iy4eHHs C HarpeBOM B aTMocdepe
MaKCUMaJbHas TeMIIepaTypa MCIBITaHUs ObLIa OTpaHUYeHa
u coctaBmna 1100 °C. Bce audpakrorpammsl npeacTapiie-
HBI B IIKaJie yTJIOB, COOTBETCTBYoNMX m3nmydernto CuKa
(0,15406 um). JIns1 OIIEHKH KOJIWYECTBEHHOTO COJECpPIKAHUS
(a3 mpuUMeHsUICS METO/I CheMKH 0e3 3TajoHa, OCHOBAHHBIH
Ha OIIEHKE OTHOLICHWS MHTEHCUBHOCTH PEQIIEKCOB HCKO-
MO a3kl K cyMMapHOH WHTEHCHBHOCTH OKCHJHBIX ped-
JeKkcoB Ha nudpakTorpamme. CTpYKTypa MOKPHITHS U3yda-

Jach MPH TTOMOIIY PACTPOBOTO 3JIEKTPOHHOI'O MUKPOCKOIA
JEOL JSM-6390. [ns momydeHuss w300pakeHUU IMOBEPX-
HOCTH HUTH(a NCTIONB30BAJICSA PEXHUM BTOPUYHBIX 3JIEKTPO-
HOB. OIleHKa XMMHYECKOTO COCTaBa IOKPBHITHS IPOBOIH-
Jach ¢ MCHOIb30BAHUEM CHCTEMBI ATl SHEPTOANCIIEPCUOH-
Horo mukpoananmsa INCA Energy.

Iokpeitne Ti—Al-C 0bUIO HAaHECEHO BaKyyMHO-
JIYTOBBIM METOJIOM IIPH aCCHCTHPOBAHHWHU IUIa3MEHHBIM
MCTOYHHMKOM C HaKaJbHBIM KaTO/IOM, Yepe3 KOTOPbIH 1moa-
BaJIaCh CMECh alleTHJeHa W aproHa B COOTHOIIEHWH 1:4.
Toxk paspsina coctamsut 10 A. Tox Ha AyroBBIX HCHapUTe-
max — 50 u 80 A 11 TUTaHA U ATIOMHHHS COOTBETCTBEHHO,
nmaeienre B kamepe — 0,3 [1a. Bpems ocaykneHns OKPBHITHS —
2 4. Ilocne ocaxneHus: MOKPBITHS MPOBOAUIACH BaKyyMHas
TepMoobpaboTka mpu Temmeparype 800 °C B Teuenue 2 4.

Hanecenmne mokpeitus Y—AI-O ocymiecTBisuioch Baky-
YMHO-AYTOBBIM METOJIOM. B Kamepy momaBajiach CMECh
KHCJIOpO/a M aproHa B COOTHOMIEHWH 54,5 /9 aproHa Ha
42,7 n/a xucnopona. Tok paspsaa cocraBmsut 55 A. Tok Ha
JyroBeIX ucnapurenax — 60 u 80 A ansg UTTpUs U aTIOMH-
HUSI COOTBETCTBEHHO, NaBieHue B kamepe — 0,3 Ila. Bpems
OCaXIEHUS MOKPBITUS — 2 4.

PE3YJIbTATBI HCCJIEJOBAHUA

HccnenoBanue (pazoBbIX NpeBpalieHuil B NOKPbITHH
Ti—Al-C+Y-AIl-O npu HarpeBe B BAKyyme

Ha puc. | mpencraBneHa cepusi peHITEHOTpaMM IIpo-
Iecca HarpeBa MOJHOJIEHOBOrO 0o0pasla C IOKPHITUEM
B BaKyyMe B BHJE NMPOEKIMH WHTCHCUBHOCTH pe(IieKcoB
Ha IUIOCKOCTHh «yronl nudpakmum — Temmepartypa». Ha
MEePBEIX KaJIpax BHIHO, YTO B MCXOZHOM COCTOSIHUH TIO-
KPBITHE IIPEICTaBIsIET cO00H aMOpP(HYIO CTPYKTYpy — Ha
pEeHTreHOTpaMMe HaOIrofaeTcsl MIaBHOE MOBBIIICHUE TH-
(hparupoBaHHOW MHTEHCHBHOCTH C MAaKCHMYMOM B o0Jac-
TH yriaoB 20 ~29...31°. PeructpupyroTcst oTHeIbHBIE ped-
JIEKCHI, KOTOpBIE TPHUHAIIEKAT HUTTPHIO U ATIOMUHHIO.
PeduiexcoB tutaHa winm a3, comepkaliux THTaH U yrie-
pox, Ha audpakTorpaMMe UCXOIHOro odpasua (/10 Harpesa)
He HabJrogaeTcs.

B mporiecce Harpesa obpasna B Bakyyme 10 1400 °C Ha
CepuM PEHTTEHOTPaMM HaOJI0IaeTcsl U3MEeHEeHUe (a30BOTo
COCTaBa MOKPBITHS, KOTOPOE HAYMHAETCS TIPH TEMIIEpaType
~1200 °C. AMop¢Hass KOMIIOHEHTa MCUYE3aeT, MOSBISIOTCS
MpeuMyIIecTBeHHO (a3el cMelranHoro okcuma Y AlOj
u okcuaa uTTpus Y,0s. Pedrexcos, oTHOCAIIIXCS K (hazam,
COJIepKalllIM THTaH WM YTJIepo[, TO-TIPeXHEMY HE Ha-
6monaercs. JladpHeHmMX W3MEHEHHH (a30BOro cocTaBa
MOKPBITHS B IpOIECcCe BBIACPKKH 00pasiia Mpu TeMIepaTy-
pe 1400 °C ne mpoucxonut. Ha puc. 2 mpeacraBieHa Ko-
HeuHas audpakrorpamMMa obpasia ¢ mokpeithem Ti—Al-
C+Y—-Al-O ua monuOmeHe mociae OCTBIBAHUS OO KOMHAT-
HOM TeMIIEpaTypBI.

Hccaenosanue (pazoBpIX NpeBpallieHUil B IOKPLITHH
Ti—-Al-C+Y-Al-O npu HarpeBe B aTMocgepe

Ha puc. 3 npexacraBneHna cepust peHTT€HOIpaMM MpoLEec-
ca HarpeBa oOpasia u3 cmaBa Inconel 738 ¢ mokpeiTHEM
B atMocdepe B BHJE NMPOEKIMHM MHTEHCUBHOCTH PE(IICKCOB
Ha TUIOCKOCTD «yroi Judpakiun — temmneparypa». IlepBbie
KaJpbl CHEMKH ITOKA3BIBAIOT, YTO B HCXOTHOM COCTOSTHHH
MOKPBITHE HMeEET aMOP(HYI0 CTPYKTYpYy C OTICIHHBIMU

64

Frontier Materials & Technologies. 2023. Ne 4



Hasapos A.10., MaciioB A.A., HukoJaeB A.A. u ap.

«MccaenoBanue Gpa3oBbIX NpeBpalleHHii B ABYXCI0HHOM KapoOCTOHKOM...

»

3000
2500 ]
2000 -
1500 -
1000 -

WHTeHcusBHocTs (ER)
(&)}
o
o
1

YAIO,

o

30 35

45

Yron gucbpakuum 28 (rpag.)

Puc. 1. Cepus ougppaxmozpamm npoyecca nacpesa obpasya ¢ komounuposanuvim nokpvimuem Ti—Al-C+Y-AI-O

Ha MoaubOeHe 6 8aKyyme 6 ude Habopa pehieKcos 8 KOOPOUHAMAX «y2oJl OUPPAKYUL — UHMEHCUBHOCTb — MEeMRepamypay
Fig. 1. Series of diffraction patterns of the process of heating a sample with a combined Ti—AI-C+Y-AI-O coating

on molybdenum in a vacuum in the form of a set of reflexes in the “diffraction angle — intensity — temperature” coordinates
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Puc. 2. [Jlugppaxmozpamma obpasya ¢ kombunuposannvim nokpvimuem Ti—Al-C+Y-AI1-O
Ha MONUOOEHe nocie npozpesa u OCMbIBAHUA 6 8AKYYMe
Fig. 2. Diffraction pattern of a sample with a combined Ti—AI-C+Y-AI-O coating
on molybdenum after heating and cooling in a vacuum

pebnexcamMu UTTpUST U alOMHHHA. B mporecce Harpesa
mpu Temneparype ~890...910 °C HaumHaeTcs HCUE3HOBE-
HHC MIUPOKOr0 MaKCHMyMa, OTHOCSIIErocs K aMopHON
KOMIIOHEHTE, W HAa4YMHAEeTCA MOSABJICHHE pe]IeKcoB, MpH-
HAJIC)KHOCTDh KOTOPBIX TOYHO OIPCACIIUTL 3aTPYyAHUTEIIb-
HO BBUJIY TEIJIOBOIO paciiupeHus. Bmecrte ¢ Tem mosBis-

oTcs peduiekcsl okcuaoB Y,0;, YAIO;, a takke Y4AlLOq.
Peq)J'ICKCOB, OTHOCANIUXCA K THUTAHOBBIM HJIIN YIJIEPOACO-
nepxkammmM (azam, mo-npexHemMy He HabOmomaetcs. [lpu
JNANbHEWIe BBIAEpXKKE oOpaslma Tpu TeMmIepaTrype
1100 °C B Teuenne 1 9 (a30BBIl COCTAB MOKPBITHS MpPaK-
TUYCCKHU HC HU3MCHACTCS, 3a HMCKIOUYCHHCM HWCYC3HOBCHMUS
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Puc. 3. Cepus ougppaxmoepamm npoyecca nacpesa oopasya ¢ komounuposaruvim nokpvimuem Ti—Al—C+Y-AI-O

Ha cnaase Inconel 738 6 ammocghepe 6 sude Habopa peghercos 8 KOOPOUHAMAX «Y20]l OUPPAKYUY — UHIMEHCUBHOCIb — MEMNEPAMYPay
Fig. 3. Series of diffraction patterns of the process of heating a sample with a combined Ti—AI-C+Y-AI-O coating

on the Inconel 738 alloy in the atmosphere in the form of a set of reflexes in the “diffraction angle — intensity — temperature”’ coordinates
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Puc. 4. [Jugppaxmozpamma obpasya ¢ komounuposanuvim nokpvimuem Ti—Al—-C+Y-AI-O ua cnaase Inconel 738
nocie npozpesa u OCMuléanus 6 ammocpepe
Fig. 4. Diffraction pattern of a sample with a combined Ti—Al-C+Y-AI-O coating on the Inconel 738 alloy
after heating and cooling in the atmosphere

peduiekcoB anroMuHAS U (Ha30BBIX MPEBpAICHUA B Hayaie
BBIJICPXKKHU, YTO CBS3aHO C IU(PPY3HOHHBIME IMPOIECCaMU
u (HOPMHUPOBAHUEM OKCHIIOB B MOKpHITHU. [Ipu oxmaxme-
HUU oOpasIia Tocie BBIIEPKKH Mpu Temmneparype ~420 °C
MPOUCXOJUT YACTUYHOE Pa3pylIeHUE M OTCIOEHUE TOKPbI-
THS, a TAKKe U3MEHEHHE ONTUYECKOM CXEMbl IKCIEPUMEH-

Ta, TOITOMY KOHEUYHBIH COCTaB TIOKPBITUSL OIPEAEIUTh
C JIOCTaTOYHOW TOYHOCTBIO HE YJAJOCh, B CBSI3U C YEM
yKa3aHHas Ha pucC. 3 U 4 TPUHAMICKHOCTh PEIICKCOB
HOCHT OIICHOYHBIN XapakTep. B oTiaudue oT mpeapiaymero
OKCIIEPUMEHTA C HArPEBOM, B JAHHOM MOKPBITHU CPOPMHPO-
Bajics CIOKHBIA OKCUA Y4Al,O9, UMEIOMNN MOHOKIMHHYIO
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cTpyKTYpy. CTOUT OTMETUTh BBICOKYIO HHTEHCHBHOCTH
pedrexcoB xpoma, IpUCYTCTBYIOIIETO B criaBe Inconel
738. IlossBnenne pediaekcoB XpoMa TOBOPUT 00 yTpare
CIUIOMIHOCTH TMOKPBITHS M MPOHUKHOBEHUH MydKa
K TIOJITOXKKE.

Ha pwuc. 4 mpencraBnena KoHedHas OudpaxTorpamma
oopasna ¢ mokpeitieM Ti—Al-C+Y—-AI-O Ha cruiaBe In-
conel 738 mocie ocTHIBaHUS O KOMHATHOM TEMIIEpaTypHl.

HccnenoBanue cTPYKTYpbl H XHMHYECKOTO COCTABa
NOKPBITHS

Ha puc.5 u 6 mpencraBieHbl pe3yibTaThl pacTpOBOM
JIEKTPOHHON MHKPOCKONUKM 00pasloB ¢ MOKpbITHEM Ti—
Al-C+Y—-AIl-O, na"ecennsiM Ha cmiaB Inconel 738. Ana-
JIN3 CHIMKOB ITOKa3bIBaeT (POPMHUPOBAHHE IBYX OOJACTEH:
Ha BHEITHEH MOBEPXHOCTH 00pa3slia pacrogaracTcsi HOKpbI-
e Y-Al-O, peMoHCTpHUpyIOIlee CpPaBHUTEIHHO He-
CIUIOIIHYIO CIOHCTYIO CTPYKTYpy (0e3 BaKyyMHOH Tep-
MO000paboTKH), Mol HUM pacnonaraercs moacioit Ti—Al-C
(MOBEprHYTHIH BaKyyMHO#H TepMooOpaboTke), coxpa-
HSIOUIMA CBOIO CIUIOUIHOCTh M @JAT€3HI0 C IMOBEPXHO-
cteio. B cnoe Ti—Al-C nHaGxiromaercs HOBBIIMICHHOE CO-
nepxanue Hukens (mo 57 Bec. %). Juddysuun mexmay
cnosiMu Y—AI-O u Ti—Al-C ne Habmonaetcs. [lox mokpsi-
THEM B CIUIaBe HAOIONAIOTCS JBE XapakTepHble aupdy3n-
OHHBIE 30HBI, HACHIIIICHHBIE ATIOMUHNCM.

B Ttabmmme | mpencraBineH HAaOOp TOYEK IS CIICK-
TPaIBHOTO 3JEMEHTHOTO aHanu3a MOKpeITHH. [Anpdy3non-
Hast 30Ha | (puc. 5) pacmono)keHa OT I'PaHMIB! MOKPBITHS
Ti—Al-C B 11y0h HHKENCBOTO CIUIABA M MMEET TOIINHY
~11 mxm. CornacHo 3JeMEHTHOMY aHAIM3y 30HA, OXBaveH-
Has crekTpamu 9 u 11, cOCTOUT U3 MHTEpPMETaJUIUIOB CHC-
tembl Ni—Al (cnektpbr 9-11 Ha puc. 6 u B Tabmuue 1)
1, BO3MOXHO, COACPXHUT O-(pa3y uHTepMmeranma NirAls,
MOAXOJAUIYI0 CTEXUOMETPUUECKU. B cocTtaBe qaHHON 30HBI
00HapyKEHO TaK)Ke MOBBIIICHHOE COJCPKAHUE XpOMa, KO-
TOPBI BBIIENSCTCS MO TpaHUIaM O-(ha3bl B BUAE MEJKO-

20kV  X2,000

10pm

IUCTIEPCHBIX YacTHIl pa3MepoMm mMernee | Mxm. Juddysnon-
Hasg 30Ha Il (puc. 5) pacmomoxkena mox audy3uOHHON
30HOH | m mmeet Tommuuy 7 MkM. CTpoeHHE TaHHON 30HBI
XapaKTepU3yeTCs] HMrOJbUATHIMH BBIACIICHUAMH H30BITOY-
HBIX (pa3 Ha OCHOBE XpoMa U KoOaJbTa.

OBCYXIEHUE PE3YJbTATOB

[IpencraBneHHbIE Pe3yNbTATHl MOKA3AIH, YTO Cpa3y I0-
cie ocaxaeHus mokpeitne Y—-Al-O wnmeer amopdHyro
CTPYKTYpY, 4TO TaKKe HaOJIoNalock B paboTax Ipyrux
aBropoB [15; 21]. [lnsa kpuctammuzauuu ¢assl YAlO; He-
00XOJJMMO TPEBBIIICHHE OINPE/CICHHOIO YPOBHS JHEPIHU
U mojziepkaHne Tpedyemoil Temmeparypbel. Kpome Toro,
CKOPOCTh OXJXICHHS JOJDKHA OBITh OCTATOYHO HU3KOU
JUTS 3aBEPILICHMS TIEPETPYIITIPOBKU aTOMOB M 00pa30BaHUS
nmampHero mopszaka [15]. Takue yciaoBuS MOXKHO peam30-
BaTh B YCIIOBHSIX BAKyyMHO-IyTOBOTO OCAXICHHS IOKPBI-
TUSI C TIOMOIIBIO JOTOJHHUTENBHBIX HCTOYHHUKOB Harpesa.
OnHako B 3TOM cilydae, BBUAY HECTALMOHAPHBIX YCIOBHN
OCAKICHMS B KOKIOW TOUKE BaKyyMHOH KaMmepbl U PACIIbI-
JIeHUs OoJiee JIETKOIUIAaBKUX 3JIEMEHTOB TPH JOTIOJHUTEIb-
HOM HarpeBe, OyAeT MPOMCXOAUTH CIBUT OT CTEXHOMETpPH-
Yyeckn HeoOXxoauMoro (a3oBOro cocraBa W 00Opa3oBaHHE
BTOpHYHBIX (ha3. CiemoBarenbHo, Ui (GOPMHUPOBAHUS Tpe-
OyeMoro (ha30BOro cocTaBa palMOHAIBHO IPOU3BECTH II0-
CJICIYIOLIYI0 TEPMHUUYECKYI0 00paOOTKY IMOKPBITHSL.

PesynbraThl MccnenoBaHus W3MEHEHHs (ha30BOTO CO-
CTaBa IpH BaKyyMHOM Harpese mokpeitus Y—Al-O (puc. 1)
MIOKa3aJId, 9YTO AJISI TOJTHOM €ro KpUCTaIIH3aliy U paclaia
BTOPUYHBIX (a3 HEOOXomumasi TeMIepaTypa OTIKHra Co-
crapisger 1200 °C. B atom ciydae ¢a30BbIii cCOCTaB HOKPHI-
THs OyJeT MpeACTaBleH NMPEUMYILECTBEHHO HEO0O0X0IUMO
¢dazoit YAIO; ¢ HebombmuM coaepxanueM ¢assl Y;,0s.
IlonykonuuecTBEeHHBIM aHajdu3, OCHOBAaHHBIM Ha OLICHKE
OTHOILICHHS HMHTCHCHBHOCTH pediekcoB ¢dassl  YAIO;
K CyMMapHOW WHTEHCHBHOCTH BCEX OKCHIHBIX pe(ieKcoB

[Moaonoxka
10 56 SEI

Puc. 5. Cmpyxmypa kombunuposannozo nokpvimusi Y—Al-O+Ti—Al-C na cnnase Inconel 738 nocne ocascoenus
Fig. 5. The structure of the combined Y-AI-O+Ti—AI-C coating on the Inconel 738 alloy after deposition
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! B0MEM ' 3nektpoHHoe uaoBpakeHue 1

Puc. 6. Habop mouex 011 cneKmpaibHO20 aHAIu3a
Fig. 6. Set of points for spectral analysis

Tabnuya 1. Pe3ynomamul cnekmpanbHO20 aHaiu3a no mo4kam
Table 1. Results of spectral analysis by points

CrnekTp (0] Al Ti Cr Co Ni Y
Cnektp 1 22,34 17,67 0,00 0,00 0,00 0,00 59,99
Crnextp 2 26,01 16,05 0,00 0,00 0,00 0,00 57,95
Crnextp 3 25,25 16,28 0,00 0,36 0,00 0,00 58,11
Crextp 4 20,84 20,13 0,33 0,00 0,00 0,00 58,70
Crextp 5 17,77 29,22 5,72 0,00 0,00 1,95 45,34
Crnextp 6 7,17 16,04 51,39 1,60 2,19 21,61 0,00
Cruextp 7 0,00 24,48 6,99 4,36 6,68 57,49 0,00
Crnextp 8 0,00 26,30 16,73 2,88 4,92 49,18 0,00
Crnextp 9 0,00 20,64 4,11 6,00 7,32 61,93 0,00
Cnektp 10 3,53 11,13 4,33 36,93 6,48 37,61 0,00
Crnextp 11 0,00 19,99 4,96 7,23 7,83 59,99 0,00
Crnextp 12 0,00 14,08 4,87 10,92 9,44 60,68 0,00
Cnektp 13 4,29 9,53 4,20 22,24 10,36 49,39 0,00
Crnextp 14 0,00 6,10 5,72 16,24 9,12 62,82 0,00
Cnektp 15 2,83 3,74 3,19 19,74 10,37 60,12 0,00
Crnextp 16 0,00 5,08 3,75 15,54 7,78 67,86 0,00
Cnextp 17 0,00 2,60 2,89 23,18 11,49 59,85 0,00
Crnextp 18 3,54 2,50 2,11 22,20 10,87 58,77 0,00
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nudpakTorpaMmbl (puc. 2), TToKa3al, 4TO COJEpKaHue He-
00xoauMoii (as3bl B MMOKPHITHH COCTAaBIAET ~85 %. O6pa3zo-
BaHue ¢asbl Y,03; 00ycloBlIeHO OOJBIINM COJCPKAHUEM
UTTpHSL B MOKPHITHH — m0 60 Bec. % (Tabmuma 1, cmekr-
per 1-5). U3 atoro cnenyer, 4to s GOpMHUPOBAHUS TOMO-
reaHoro MoKpeITus Y AlO; He0OX0AMMO TMOBBIIATE CONEP-
KaHUE AIFIOMHHUEBOI KOMITIOHEHTBI.

B pabore [22] ObuI0 OTMEYeHO, uTO (a3a Y,z MOBHI-
LIaeT aAre3uo IOKPHITUS M 00JagaeT CXOXuM c (azamu
YAIO; u Al,O3 k03 UIMEeHTOM TEPMHUIECKOTO paCIIupe-
Hus. B cinydae HarpeBa MoKpheITHA Ha Bo3ayxe (pHc. 3) KpH-
CTJUTM3aLus OKPBITHS MPOUCXOAUT MPHU MEHBIINX 3Haye-
HUsSX Temreparypsl. OOpa3oBaHue OKCHIHBIX (a3 IMpOC-
xomut yxe rpu temnepatype 890 °C. [IpennonoxurensHo,
3TO CBSI3aHO C TEM, YTO BBHIY M30BITOYHON KOHLEHTPAIINH
KHCJIOpoAa W3 arMocgepsl MPOUCXOJUT OKHCIICHHE IIO-
BEPXHOCTH, M yKa3aHHbIE pe(ICKCH OTpakaioT (ha3oBBIN
COCTaB ITOBEPXHOCTHOTO CJIOS, @ HE INOKPBITHA B IIETIOM.
[Tpu sTOM B TIpolIECcCe OXJIAXKACHUS TIPOU3OLIIO OTCIOCHHUE
TOKPLITUA, YTO CBA3aHO C HANPAKCHUAMU U TpCIIUHAMU,
KOTOpbI€ TMOSBWJIMCH Cpa3y IMociie ocaxaeHus (puc. ),
a TaK)Ke BBICOKOW CKOPOCTBIO OKHCJICHUS 110 CPaBHEHHIO
C BakyyMHbIM HarpeBoM. OOpa3oBaHHe TpEUIMH, TO-
BUAUMOMY, OOYCIIOBJICHO BO3HHKHOBEHHEM B ITOKPBHITHH
HEKENaTeIbHBIX HaNpsDKCHUI BBUAY HECOOTBETCTBHS (H-
3uKO-MexaHnIecKux cBoucTB Ti)AlC-¢a3sl u cimost Y-Al-O.
Jist TouyHOrO OOBSICHEHHS TPEOYIOTCSI NONOIHUTEIbHBIC
HCCIIEJOBAHNS M ONpE/EIICHHE ONTHMAabHBIX MTapaMeTpOB
ocaxxaeHus mokpeITus Y—AI-O.

OCHOBHBIE PE3YJIBTATBI

B pabore npu moMoIy CHHXPOTPOHHOTO H3JIy4eHUS
MIPOBEJICHO HCCienoBaHue (a3oBBIX IpeBpalleHuil B pe-
aJbHOM BpPEMEHU B JABYXCJIOHHOM mMOKpHITUH Ti—Al—
C+Y-Al-O. Bo Bpems HarpeBa B BakyyMe JJO0 TeMIepa-
Typsl 1400 °C MOKpBITHE KPHCTAILIU3YETCS ¢ (HOPMUPO-
BaHHEM IIPEUMYIIECTBEHHO OPTOANTIOMHHATA HTTPHSA
YAIO; n okcuga urtpust Y,0j;. I[locne HarpeBa B aT™mo-
chepe TOKpBITHE KpPUCTAUIM3YeTCs ¢ (HOPMHUPOBAHHEM
cMmecH okeugoB YAIO;, Y,0s5, a takke Y4A1,OQ9, 0HAKO
B cllyyae HarpeBa B aTMoc(epe IMOKPBITHE Pa3pyIIaeTcs
IIPU OCTHIBAHHH.
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Abstract: Currently, an active increase in requirements for fuel efficiency and specific gravity of aircraft turbojet en-
gines is observed. Existing coatings based on zirconium dioxide intended for protecting engine parts are largely outdated
and have exhausted their development potential, so new ceramic systems for the production of protective coatings based
on them are an area of research. The authors carried out a study of a heat-resistant two-layer coating based on the Y-AI-O
system (outer layer) and the Ti,AlC MAX phase of the Ti—Al-C system (sublayer) produced using vacuum-arc deposition
on the Inconel 738 heat-resistant nickel alloy and molybdenum by alternate deposition of layers based on Ti—Al-C and
a Y-AIl-O layer. Using synchrotron radiation, phase transformations in the coating were examined when samples were
heated to 1400 °C in a vacuum and to 1100 °C in the atmosphere to study the process of oxidation and coating formation
in the presence of oxygen. Using scanning electron microscopy, the authors studied the microstructure and chemical com-
position of the coating. The study identified that heating the coating in a vacuum and in the atmosphere causes various
phase transformations in it, but in both cases, the formation of a mixture of oxides of the Y—AI-O group and destabiliza-
tion of the Ti—Al-C-based sublayer are observed. After heating the coating in the atmosphere without preliminary heat
treatment, the coating was destroyed upon cooling, which was not observed when the coating was heated in a vacuum.

Keywords: heat-resistant coating; ceramic coating; MAX phase; yttrium oxide; vacuum-arc deposition; synchrotron radiation.
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Annomayus: MUKpOIYroBOe OKCHIUPOBAHHE SIBISACTCS IEPCIEKTHBHOMN TEXHOJIOTUEH ITOyIeHUS] H3HOCOCTOMKHUX aH-
THUKOPPO3HOHHBIX MOKPHITUI W3AENUH N3 BEHTHIGHBIX METAUIOB M CIUIABOB M IPHMEHSCTCS BO MHOTUX OTpacisx Mpo-
MbIIUICHHOCTH. OMHON M3 OCHOBHBIX IMPOOJIEM JaHHON TEXHOJIOTHH SBJSICTCS HHU3Kasl yMNPaBIIIEMOCTh, 00YCIOBICHHAS
CJIO’)KHOCTBIO U B3aMMOCBA3aHHOCTBIO (1)I/ISI/IKO—XI/IMI/ILIGCKI/IX HBHeHHﬁ, MpOUCXOAAIUX B IMPOLECCEC HAHECCHUA HOKpLITHﬁ.
Jlns perieHust MOJAOOHBIX MPOOJIEM B HACTOSINEE BPeMsi aKTUBHO HCIOJIB3YIOTCS HUGPOBbIC NBOMHUKH. McciaemoBanue
MOCBSILEHO Pa3pabdOTKe MaTeMaTHUECKHX MOJEINei, KOTOphIe 11e1ec000pa3HO HUCIIOIb30BaTh B KaueCTBE CTPYKTYPHBIX
9JIEMEHTOB LU(POBOro IBOWHHKA MpOIiecca MUKPOAYTOBOTO OKCHUIMpOBaHMs. [IpencraBieHa sjekTpuueckas cxema 3a-
MEILEHUS] TAIbBAHUYECKON SUEHKH MHKpPOJYTOBOTO OKCHIMPOBAHMS, YUUTHIBAIOLIAs CONPOTHBICHUE JJIEKTPOJIUTA, CO-
NPOTHUBJICHHE TTOKPBITHS JCTANIU B BHIC NMAapalIeIbHOTO COCTHHEHHUS HEMHEHHOTO0 aKTHBHOTO CONPOTHBIICHHS U peakx-
THBHOTO €MKOCTHOTO CONpPOTUBICHUA. [IpeyioxkeHa MaTeMaTH4ecKasi MOJICIIb, ONMCHIBAIONIAsl HOBEACHHUE MICKTPUICCKOM
CXEeMBI 3aMCIICHUs TaTbBaHUYSCKON SYEHKN MUKPOILYTrOBOIO OKCHAMpPOBaHUs. Pa3paboTaHa MeToIMKa ONpeneeHHUs Ia-
paMeTpoB yKa3aHHOI MOJEINH, BKIIFOYAONIasi MOCTPOCHUE OCHMIUIOIPaMMbl U3MEHEHHS CONPOTUBIICHUSA SYCHKU U ee all-
NPOKCHMALUIO, OLCHKY 3HAYCHHH CONMPOTUBICHHHA M €MKOCTH CXEMbI 3aMEIICHHUs rajbBaHWYSCKOH sueiiku. [Ipemnoxen
croco0 pacueTta U paspabortana Simulink-mMoens mpoliecca MHUKPOIYTOBOIO OKCHIMPOBAHHMS, MO3BOJIAIONIAS UMHTHPO-
BaTh OCHWJIOTpAMMBbI TOKa U HANPSXKCHUA rajJbBaHUYECKON sSUelku. AHaau3 MOACIIN IIOKa3all, 4YTO MOACJIb yCTOﬁ‘IHBa,
yIrpasJjsema ¥ Hablro1aeMa, HO TUI0X0 00YCIIOBIIEHA, YTO MPUBOJUT K BOBHUKHOBEHHUIO OLIMOOK MOJEIMPOBAHHMS, MaK CH-
MaJbHOE 3HaYCHHE KOTOPBIX cocTaBisieT 7 % g HanpsbkeHus u 10 % 11t Toka. MeTogoM mapaMmeTpudecko uiaeHTugu-
Kaluu ¢ UCIO0JIb30BaAHUEM IKCIICPUMEHTAJIBHBIX OCHUJIJIOTPAMM TOKAa M HAMIPSYKECHUA MOJTYUCHBI 3aBUCUMOCTH ITapaMETPOB
CXEMbI 3aMEIleHUs] TalbBAHUYECKON SYEUKH OT BPEMEHHM OKCHIUPOBaHHS. YCTaHOBJEHO, YTO M3MEHEHHE CpPE/IHEro 3a
NEPHOJ] AKTHBHOT'O CONPOTUBIICHUS TATbBAHNYECKON TYCHKH KOPPEIUPYET C TOJIIMHON MOKPBITHS.

Knroueswte cnoea: MUKpOIYyroBOe OKCHIMPOBAHHUE; DICKTPUUESCKAs CXEMa 3aMEIICHHS; MaTeMaTudeckasi MoJenb; Si-
mulink-Mo1eJTb; CONPOTHBIICHHE U EMKOCTh ITOKPBITHSL; aleKBATHOCTD MOJICIIH.

FBnazooapnocmu: Paborta BINOJIHEHA NP MOJJEPKKe MUHHCTEPCTBA HAYKH M BBICIIEro oOpa3oBaHus P®, mpoekt
Ne 1022041100284-5-2.3.1.

CraThs NOATOTOBJICHA [0 MaTepuajaM JOKJIaIoB yuacTHUKOB XI MexayHapoaHoi mkonbsl «PU3ndeckoe MaTepHano-
BegeHue» (IIDPM-2023), Tompsttu, 11-15 centsadps 2023 rona.

Jna yumuposanus: Ieuepckas E.A., CeménoB A.Jl., ['ony6koB I1.E. MonenupoBaHue 3JeKTpUYECKUX MapaMeTpoB
raJbBaHMYECKOIl STYeHKH B MpOIlecCe MUKPOIYroBoro okcuauposanus // Frontier Materials & Technologies. 2023. Ne 4.
C. 73-85. DOI: 10.18323/2782-4039-2023-4-66-7.

HBIX BOIPOCOB, CACPKUBAIOIINX PA3ZBUTHEC TEXHOJIOTHUU

BBEI[EHI/IE MI[O, TJIaBHBIMH U3 KOTOPBIX SBJAKOTCA BbBICOKAsA S9HEPTO-

Mukponyrosoe okcuauposanune (MJO) mpumensercs
JUISL yIyYIIEeHUsT MEXaHUYECKUX U (PU3UKO-XUMUYECKHUX
CBOICTB MOBEPXHOCTEH JeTaneid, BBINOIHEHHBIX U3
aIIOMUHUEBBIX CIIaBOB. [Iponecc NpUMEHUM HE TOJIBKO
K alIOMHHHMIO, HO U K JPYI'MM MeTalllaM BEHTHJIBHOM
rpynmsl, TakuM kak Ti, Zr, Mg, Ta. Couetanue BBICOKOH
MHUKpPOTBEPJOCTH U HM3HOCOCTOWKOCTH C KOPPO3HOHHOHN
CTOMKOCTBIO MOKPBITHH, MoilydaeMelx metogom MJIO,
obecrieynBaeT MIMPOKOE MPUMEHEHHE HM3AETHI ¢ TaKUMHU
MOKPBITUSIMH BO MHOTHX OTPACIISIX MPOMBIIUICHHOCTH [1;
2]. OgHako B HACTOSIIEE BPEMsS HMEETCS psAJ HepelleH-

3aTpaTHOCTD [3; 4] W HU3Kas YNPaBIsIEMOCTb TEXHOJIOTHU-
YECKOro mpoliecca, CBsI3aHHasi C COBMECTHBIM BIIUSHHEM
MHOTHX Pa3HOPOJHEIX (paKTOPOB Ha CBOICTBa hopmupye-
MBIX MOKpBITUH [5; 6].

B nHacrosimiee BpemMsi OJTHUM U3 MEPCIEKTHUBHBIX CIIOCO-
0OB yTpaBJICHHSI CIOKHBIMU TPOU3BOJICTBEHHBIMH MPOIIEC-
caMU SIBISIETCSl WCTOJB30BaHUE ITU(PPOBBIX BOHHHUKOB,
KOTOpbIE TIO3BOJISIIOT IMHTHPOBATh M TIPOTHO3UPOBATH TI0-
BEJIEHUE PEaTbHOTO0 O0BEKTa B BHUPTYAIBbHOM MHpPE C TIO-
MOIIbIO MH(OPMAIINH, MOCTYMAIONIEH ¢ JaTYINKOB Ha 00B-
€KTe, Ha MPOTSDKEHHM BCEro €ro HU3HeHHoro uukia. Ilpu
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3TOM, KaK IPaBHIIO, MOAEIH KOMIIOHEHTOB PEaIbHOH CHCTEMBI
M3BECTHBI MJIN JIETKO co3aarorcs ¢ nomoinsio CAD-cucreM,
Kak, Hampumep, 3D-mMomenn Ha MamIMHOCTPOUTEIBHBIX
npom3BoACcTBax [7]. OmHAKO U CIOXHBIX MHOTO(AKTOP-
HBIX TEXHOJIOTHYECKHX IpoIeccoB, Takux kak MJIO, mpo-
Iecc co3fgaHus NHU(GPOBOTO ABOWHHKA 3HAYMTEIBHO 3a-
TPYAHEH MO NPUYMHE HECOBEPIIEHCTBA WM OTCYTCTBUS
MaTeMaTHYECKUX MOJIeNIeH HEKOTOPhIX (HU3NYECKUX SBIIE-
HUH, TPUBOJAIIUX K (OPMHUPOBAHHIO OKCUIHBIX TTOKPBITHIA.
Bounpiioe  konnm4ecTBo paboOT MOCBSIEHO HCCIIEAOBAHUIO
MexaHu3Ma ¢opmupoBanust nokpeituit mpu MO [8; 9],
OJTHAKO JIMIIb B HEKOTOPBIX U3 HUX IIPUBOAUTCS €r0 aHaJIU-
THIeckoe ommcanue. Tak, B 0030pHOI craThe [10], mocs-
meHHoit MJIO THTaHOBBIX CIUIABOB, UMEETCS JOCTATOUHO
HoApOOHasT MaTeMaTH4ecKass WHTEPIpETalus MEXaHH3Ma
3JIEKTPOJIN3a NPH BBICOKOM HAMPSDKEHHH, OJHAKO HE pac-
CMaTPHUBAIOTCS MHUKpPOIUIa3MeHHbIe nporiecchl. B [11] mpu-
BOITCS (DOPMYJIBI I pacyeTa 3JIEKTPOHHOH TeMmepary-
pBl MIa3Mbel MHUKpopaszpsioB mpu MJIO B ycnoBusix Jo-
KaJbHOTO TePMOJANHAMHYECKOTO PABHOBECHS, OJJTHAKO CBSI3b
C DIIEKTPOXUMHUECKUMH NPOLIECCAMU HE MPOCIECKUBACTCS.
bonee Toro, cornacuo [10; 12], ¢dynnameHTanbHas Teopust
IUTa3MEHHOTO 3JIEKTPOJIN3a, COoJAepXkalias aHAJIUTHYECKOe
ONMCaHNE Pa3HOPOJHBIX SBICHUH (3JIEKTPOXMMHUYECKHUX,
MHKPOIUIa3MEHHBIX W Jp.), NMPOHCXOAAIINX B IpoIecce
MJIO kak enuHO#M B3aMMOCBSI3aHHOW CHCTEMBI, B HACTOS-
IIee BpeMs He pa3paboTaHa.

Taxkum 00pa3oM, akTyaTbHOW HAYYHOH 3a/1aueii SsBIseTcs
MOCTPOEGHHE MAaTeMaTHYecKOW MOJENH, KOTopas Moria Obl
CITy)KHUTh OCHOBO# IupoBoro meoiiHmka mporecca MJIO.
B nmepBoM nmpuOnmkeHnN AaHHAs MOJAENb JOJDKHA MPOU3BO-
JIMTh OLIEHKY TOJIIIMHBEI (JOPMUPYEMBIX OKPHITHI Ha OCHOBE
CKpBITOH MH(OpMaIHy, colepkalieiicss B OCHUILIOrpaMMax
TOKa U HaIpsDKEHUA, W3MepeHHBIX B mpouecce MJIO, mytem
UJICHTU(UKALUE TapaMETPOB CXEMBbI 3aMEILEHNUS rajbBaHU-
YECKOU SIUEHKU.

Lens nccnenoBaHus — BBISBICHHE NApaMETPOB dIICK-
TPUYECKOH CXEMBl 3aMEICHMs TalbBAaHWYECKON SUEHKH,
KOppenaupyromux ¢ toamuHod MJIO-nokpbeITHii, U paspa-
00TKa METOJIMKH OIIPEAEICHUS STHX apaMeTpOB.

METOJUKA NPOBEJEHUA UCCIEJOBAHUA

B xone uccnegoBanus momydensl 30 oopasmoB MO-
MOKPBITUI Ha 3aroTOBKAaX W3 TEXHUYECKOTO AIFOMHHHUS
mapku AJ[31, TOCT 4784-97 (2000) (tabmuma 1), pasme-
pom 20%15%2 mm. M/1IO-nokpbITUst OPMUPOBAIUCH C TO-
MOIIBI0 pa3pabOTaHHOW aBTOpPaMU aBTOMATH3UPOBaHHON
ycranoBkn MJIO, coneprkamiedi UCTOYHHMK TEXHOJIOTHYE-
CKOTO TOKa, M3MEPHUTEIbHBIC KaHAlbl TOKA, HATPSKCHUS
U TEeMIIEpaTyphl JIIEKTPOIUTAa M MOIYIb YIpaBICHHUS Ha
OCHOBE MHKPOKOHTpOJUIepa. MICTOYHUK TEXHOJIOTHIECKOTO
TOKa JAHHOW CHCTEMBI MPEACTaBIsIeT COOOW MOCIeI0Ba-
TeJIbHOE COeTUHEHHE OaTapen KOHICHCATOPOB C PETyIIH-
pyeMoil €MKOCTbIO U rajbBaHMueckoi sueiiku. llutanue
WUCTOYHUKA TEXHOJIOTHYECKOTO TOKA OCYIIECTBISIETCS CH-
HyCcOUAAIbHBIM HampspkeHueM oT cetd 220 B 50 I'm. Tlepen
HavasioM mporiecca MJIO 3amaBanoch aMIUIMTyIHOE 3HAYe-
HUE TOKA Yepe3 TaIbBaHMUECKYIO SUCHKY IMyTeM U3MEHEHUS
eMKOCTH 0aTaper KOHACHCATOPOB (MOJKIIOYCHHS HE00XO0-
JUMOTO YHCJIa KOHJIEHCATOPOB), KOTOPOE OCTaBaJOCh IO-
CTOSIHHBIM 710 3aBepuenust M/10-o6padorku. MJIO nposo-

JMJIOCH TIPH TLIOTHOCTH TOKA 5 A/aM” B aHOTHO-KATOIHOM
peXHME C COOTHOIIEHHEM aHOJHOTO M KaTOJHOTO TOKa,
paBHBIM 1, B amektponute coctaBa NaOH (2 r/m),
Na,Si0; (9 r/nm) B Teuenne 30 MuH, IpUYeM TMEPBHI 00-
paser oopabateiBaincs | MuH, BTOpoit — 2 MuH U T. 1. Kax-
Y0 MHHYTY U3MEpPSUINCH OCHMUIUIOTPAaMMBI ABYX IEPHO-
JI0B (DOPMOBOYHOr0 HAINpPSDKEHUS U TOKA B rajbBaHHYe-
CKOM siYeiiKke ¢ IMOMOLIbI0 BCTPOEHHBIX B YCTaHOBKY
MO u3MepUTENbHBIX KaHAJIOB C OTHOCHUTEIBHOH IO-
rpemHocTho £0,5 % u gactoroit quckperuzanuu 128 To-
YeK 3a TEepUOJ, PaBHBIA NEPHOAY HANPSDHKEHHS IHTa0-
mieit cetu (20 mc). TemmepaTypa 3JI€KTpOIHUTa B IpolLec-
ce HaHeceHHMs MOKpeITHi He mpesbimana 30 °C. Ilocie
06paboTkn o6pa3usl ¢ MAO-TIOKPHITHSAMHE BEIHUMAJIUCh
U3 TalbBAaHNYECKON SYEHKH, POMBIBATHICH JUCTHILUIND O-
BaHHOM BOJOM M BBICYIIMBAIUCh. TOJIMHA MOKPBITUH
U3Mepsutach Ha TomepeyHBX nummdax ¢ momomso 3D-
KoHTyporpada-npodunomerpa Mitaka PF-60. ITporpamm-
Hast 00paboTKa MOIyYEHHBIX KCIIEPUMEHTAIBHBIX 3aBUCH-
MocTtel ocymectsisiack B cpene MATLAB+Simulink.

PE3YJBTATBI HCCJIEJOBAHUA

MaremaTuueckasi MOJIeJIb MPOIECCa MUKPOIYTOBOr0
OKCH/IMPOBAHMS

Ha puc. 1 moxaszaH xapaKTepHbIH BUJ 3KCIIEPUMEHTAIHHO
M3MEPEHHBIX OCLWIOTpaMM HAIPSDKEHHUsST U TOKa TajibBa-
HUYCCKOW sueiiku. OTKIOHCHHE (POPMOBOYHOIO HATIPSIHKE-
HHUSL OT CHHYCOMJAIBHOI (hOpMBI OOYCIIOBIEHO HECOBEp-
LIEHCTBOM HAIPSDKEHUS MUTAIOIIEH CETH, a TaKXKe OIHO-
CTOPOHHEW MPOBOJUMOCTBIO CUCTEMBI «aHOJ — IOKPBITHE —
ANIEKTPOJIUT — KaTOA», B pe3yjbTaTe uero Halmogaercs
BEITIPSMIICHHE HANpsDKEHUS (TaK Ha3bIBACMBI «BCHTUIIb-
HBI 3¢QdexT»). M3moMBI OCIIIIIOTpaMMBI  HATIPSKCHHUS
B aHOAHOM IIOJyNIEpHOJE IpU HaNpspKeHHH okono 320
u 370 B cBsi3aHbI ¢ 3aKUTaHUEM U TallIeHHEM MUKPOPa3psiiOB.
Otimare GOopMBI TOKAa OT CHHYCOWIAIBHOW (TPEyToJIbHBIC
MMITYyJIbChI TOKa B aHOJHOM M KaTOJHOM IOJIYNEPHOIax)
00YCIIOBJICHO JJIEKTPUYECKHUM TPOOOEM OKCHIHOTO CIIOS,
KOTOPBIM UMEET MECTO TOJbKO Ha MUKE CUHYCOUJBI, KOrJaa
HanpsKeHHe Ha o0pasiie MpeBBIIIaeT HAMpPsDKEHHE Tpo0os.
HenuueliHOCTh BOJBTAMIIEPHON XapaKTEPUCTUKU CBUJIE-
TENBCTBYET O HEIMHEHHOM XapakTepe mporecca (popMHpO-
BaHUs TIOKPBITHS, a HAJIWYME THUCTEPE3Hca C XapaKTepHOUH
HEeTJIEH YKa3blBAE€T Ha €eMKOCTHBIN XapakTep Harpy3ku. Jlis
MOCTPOCHUST MaTeMaTuyeckoil Moxaenu mnpouecca MO
BOCIIONIE3yeMcs pa3paboTaHHOW B [13] HenWHEHHOHN Aek-
TpoPHU3UIECKONH MOJENbI0 B BUJE DIEKTPUYECKON CXEMBI
3aMeIIeHUs TAIbBAHNYECKON STIeUKH (puC. 2).

ConpoTUBJICHUE DJEKTPOJIUTA MOJAEIUPYETCS aKTUB-
HbIM CONPOTHUBJIEHHEM R;, CONPOTHUBIIEHUE NOKPBITHS —
napajuleIbHbIM ~ COEIMHEHUEM HEJTUHEHHOro aKTUBHOTO
CONPOTHUBIIEHUSI R, U PEAKTUBHOIO CONPOTHUBIIEHUS E€MKO-
ctu C,. Emxocts (), NOAKIIOYEHHAs I[OCJIEI0BATEIBHO
C rajbBaHMYECKOM SYEMKON, HE OTHOCUTCS K MCCIIEAYEeMO-
My 00pasily ¥ npenHa3HaueHa JJIS MOJCINPOBAHUS BBIXOA-
HOTO CHTHAajJa MCTOYHHKA TEXHOJOTMYECKOTO TOKa (orpa-
HUYCHHS TOKA B IIETIH).

MaremaTnyeckasi MOJEb, ONHCHIBAIONIAS TIOBEICHHE
3JIEKTPUYECKON CXEMbI 3aMEIICHUsI TaJbBAHUYECKOUN suei-
kt MJ1O (puc. 2), BEITISLIUT CICSTYIOIUM 00pa3oM:
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1
ajlldtJrRlll +R,(U))1, =U

ITepeitnem ot Mmonenu (1) Kk MoJienH B POCTPAHCTBE CO-
CTOSIHMM:
dx

— =Ax+BU
¥ o) di : @)
— | dt-R,(U;)1, =0 =Cx+DU
G, (1 d
U =U—ij1dz (1 LY.
! oI rie x=(4, 1,) ;
U
Ly =1 +1; y=I+—;
Rl
Taonuya 1. Cocmas cnnasa AJ/[31
Table 1. AD31 alloy composition
JJIeMeHT Si Fe Cu Mn Mg Cr Zn Ti IIpoune Al
Coaepxanue, mac. % 0,2-0,6 0,5 0,1 0,1 0,45-0,9 0,1 0,2 0,15 0,15 OcranpHoe
400 /x
= o
v % gg‘ 300 - i
3 X5 200
=
& S Z 100
C 8o
I T 0
-100
2 6 g 10 12 14 16 18 20
Bpema, mc
< 0.2 /-\
< 01
>:S‘J 0
= -0.1
=
o -0.2
-0.3
0o 2 6 8§ 10 12 14 16 18 20
Bpema, mc
a
400 ———
350, F/
300
m 2507
< 200
T
x 150
g
2 100
(1%}
T 50
0 —
oe| I N
-100
-0.3 -0.2 -0.1 0 0.1 0.2
Tok, A
b

Puc. 1. Ocyunnocpammul HanpsaICeHUss U MoOKa 2anb8aHUecKol Aueliku (a) u ee gonomamnepnas xapaxmepucmuxa (b)
Fig. 1. Waveforms of voltage and current of a galvanic cell (a) and its current-voltage characteristics (b)
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Puc. 2. Dnexmpuueckas cxema 3amewenusi npoyecca MO
Fig. 2. An equivalent electrical circuit of the MAO process

G +G 1
CGR  GR
A= 1~2%4 24 ;
1 1
C2R2 C2R2
L
B=| R | C=(0 1);
0

D=0;R, = f(U).

BrImoHEM OIEHKY HapaMeTpoB MOJENH SJICKTpHUe-
CKOIl CXEMBI 3aMeIIeHHUs rajabBaHH4YecKon sueiikum MJIO.
OreHKE TOABEPTalOTCs TPH IMapaMeTpa CXeMbI 3aMEIICHUS:
AKTUBHOE CONPOTHBJICHUE DSJCKTPOIHUTa R, HEIMHEHHOE
AKTUBHOE COTPOTHUBJICHUE TIOKPBITUS R, M €r0 SKBUBAJICHT-
Hast eMKOCThb ().

ITockoJbKy MOIENb HENHWHEHHAs, TO WCIOJIb30BAHUE
TPAIUIIMOHHBIX METOAOB HACHTH(PHUKAIIMK HEIeiecooopas-
HO M MOYKET IPUBECTH K HEJOMYCTUMBIM OIIHOKaM B OIpe-
JICIICHIH TTapaMeTPOB MOJICH. B CBSI3M ¢ 3TUM mpeiaraeT-
csl TIOCJIEeIOBATENbHAS TIPOIeIypa OIpEaeIICHHUs MapaMeT-
POB MOJIEITH.

1. [TocTpoeHre OCIMILIOTPAMMBI H3MEHEHHS COTIPOTHB-
JICHWs STICHKH W ee amnmpoKcuManws. i mocTpoeHus oc-
UIDIOTPaMMBI U3MEHECHHSI CONIPOTUBIICHUS STYCHKU HaiieM
MPOU3BOHYIO OT BOJHTAMIICPHOM XapaKTEPUCTUKHU

AU,
R1+R2zF1-

1

3)

OcmuiorpamMel HanipspkeHust Uy, Toka [} 1 CyMMapHOTO
COTIPOTHUBJICHUS, paccyuTaHHOrO 1o (opmyne (3), mpuBee-
HBI Ha puc. 3. BunHo, 9T0 ocIiyuiorpaMMa CyMMapHOTO CO-
NPOTUBJICHNS TaJIbBAHUYECKOW SYEWKU COJEPXKUT 4YeThIpe
XapakTepHbIX y4dacTka. Ha mepBom yuactke (=2—7 mc) mpo-
MCXOIUT TPOOOH ITOKPBHITUS TOJNOKUTEIBHON IOTYBOJHOMN
HNPUIOKEHHOTO K HEMY HAIpsHKEHUs], COINPOTUBIICHHE IIO-
KPBITHS IIPA 3TOM PE3KO NaJaeT IO BEIMUYMHBI TOPsAKa
100 Om. Ha Bropom ywactke (=7—13 MC) TOK B siueiike MEHs-
€T TIOJISIPHOCTh, W COTIPOTHBIICHUE TTOKPHITHS BOCCTAHABIIH-
BAETCs JI0 IEPBOHAYATBHON BEIMYMHBI TPUMEPHO B 12 KOM.

Ha tpetsem yuactke (=13—17 mc) mpoucxomut mpoboii 1mo-
KPBITUSI OTPHIATENbHBIM MNaJieHHeM HampspkeHus. Ha der-
BepTOM ydacTke (~17-22 McC) HanpspKEHHE Ha SYeHKe MEHs-
€T 3HAaK, 1 CONIPOTHUBIICHHE ITOKPHITHS BOCCTAaHABINBACTCSL.

W3BecTHO, 4TO ynesibHas NMPOBOJMMOCTH 3JIEKTPOJIUTA
JIOKUT B aMamnaszoHe 6,75...22,5 MCMm-cm ! [14]. Tlonaras,
YTO CONPOTHUBJIICHHE JJIEKTPOIHUTa R OCTaeTcs IMOCTOSH-
HBIM, MOKHO CYHTaTh, YTO COIPOTHUBIICHHE TMOKPBITHS He-
JUHEHHO 3aBUCHUT OT NPUIOKEHHOTO K HEMY HaIpsKEHUS
U TIPOTEKAIOIIET0 0 HEMY TOKa.

ITonmy4yeHHbIe OCIIIIIOrpaMMBI ITO3BOJISIIOT HAllTH 3aBU-
cuMmocth R; + R, =f(U)), KOoTOpas TmOKa3aHa Ha puc. 4.
3HaueHHs aNMpoOKCHUMHUPYIOIIEH KPUBOH 3aBHCHMOCTH CO-
MPOTHUBJICHHS SYCHKH OT NMPUIOKEHHOTO K HEH Hampshke-
HUS CBEJICHBI B TAOIHIy 2.

Ha puc. 5 noka3zana anmpokcuManys pacueTHOM KpUBOH
COIIPOTUBJICHHSI STYEHWKM, TPEACTaBICHHOH B Tabdimue 2,
ypaBHEHHEM KOCHHYcCa BHA

U, -150
R +R, =70-| 1—cos| ——
96
2. OueHka 3HaueHus conpoTuBieHu Ry U R,. C yueToMm

TOrO, YTO MOCJEe MpoOOsi CONPOTHUBICHUE MOKPHITHI R,
OJIM3KO K HYITIO, OLIEHKOU R OymeT

R =min(R,), 4)

rae R, — MHOXECTBO MOJIHBIX COTPOTHBICHUH TaIbBaHH-
YeCcKOW SYeiKH, (PopMHUpPYEeMBIX Ha ydacTKax mpobos
MOKPBITHSI.

Ha puc. 6 mpuBeaeHbI y4aCTKHA HU3KOTO COMPOTHBIICHUS
STYEHKH, COOTBETCTBYIOIME HHTEPBAJIaM BPEMEHHU OT 2 10 7
n ot 13 no 17 mc (cMm. puc. 3). CpenHee 3HaUEHHE COMPO-
THUBJIEHUS HA OTUX Yy4YacTKaX paBHO R,, = 163 Owm, 4TO sB-
JIIETCSI OLEHKOM HHM3KOTO0 3HAYEHUS CONPOTHUBICHUS R,.
OLeHKON BBICOKOTO 3HAYEHUS! CONPOTHUBICHUS R, MOXKET
CIYXHUTb CpelHEee 3HayeHHE COMPOTUBICHHUH, B3ATHIX W3
TaOJUIIBI 2, YTO COOTBETCTBYET 3HAYCHHIO B Ry, = 5,9 kOM.
B cootBeTcTBHU C (4) OIICHKA CONPOTHBIICHUS YJICKTPOIIUTA
R, Oyner paBHa R; =22 Om.
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Fig. 3. Waveforms of voltage, current and resistance of a galvanic cell
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Fig. 4. Dependences of cell resistance on voltage applied to it
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Tabnuya 2. 3nauenus annpoxcumupyroujeli Kpuou
Table 2. Approximating curve values

Hanpsioxenne, B -100 =50 0 50 100 150 200 250 300 350 400
Cornpotuienue, KOM 0,15 0,15 6,6 9,4 11,2 14,1 12,2 7,5 32 2,1 0,15
© 2.5
o
I
T
8 2
23 /
3 x
&z
o o 7
::
: 8 / [ \
£5 0.5
: 8 777N
™
g 0 L, Mt
-4 -3 -2 -1 0 1 2 3 4

OTHOCHTENBHOE LEHTPUPOBAHHOE HAMPAMKEHWE AYEUKA

Puc. 5. Annpoxcumayus pacuemnori Kpugou conpoOmueieHust AUetKy ypasHeHuem KOCUHYCcd
Fig. 5. Approximation of the calculated curve of cell resistance by the cosine equation
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Fig. 6. Cell low resistance areas

3. Onenka 3HaueHus eMkocth siueiiku C,. J[Is oneHKu
C, 3amuimeM BBIp@XKECHHE UIS MEPEAaTOYHON (DYHKIHH
npoBoaumocTH. U3 (1) ciemyeT, 4To

L(p) R,C,p+1

- ) (5)
U(p) RRC,p+R +R,

w(p)

Haiinem mapamerpsl nepeaaToyHoi (yHKIMU IPOBOIH-
MOCTH STYeHKH, Hcronb3ys npunoxeane MATLAB System

Identification Toolbox. B pe3ynbTare moaydeHs! ciexyromme
MIOCTOSTHHBIEC BPEMEHH IepelaTOYHON (PyHKINN:

T, = RR,C, =0,002417 ¢ (6)
T, = R,C, =0,0009829 c

3HaYCHHUE CONPOTHBJICHUS R, TNPUMEM paBHBIM €ro
CpeIHEeMYy 3HAYCHHUIO 3a MEPHOJ MUTAIOMICTO HANPsHKCHUS
Ry.=4,4xOm. Torga omenka emkoctu C, corjacHo (6)
Oynet paBHa C; = 0,22 Mk®D.
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Pacuer BPEMEHHBIX M YaCTOTHBIX XaPaKTEPHUCTHUK
MO1eJIH Impoiecca MUKPOAYIroBOIro OKCUANPOBAHUA

3Hasg OLEHKY HapaMeTpoB Mojenu (2), HeTpyaHO pac-
CUNTATh M €€ BPEMCHHbIE M YAaCTOTHBIE XapaKTEPUCTHKH,
ucnons3yss npuioxkenne MATLAB  Control  System
Toolbox. Beutm paccunTaHbl OCHOBHBIE XapaKTEPHCTHKH
JTUHEeapu30BaHHON Mozenu mporecca MJIO mis pe:kumMoB
mpo06osT TOKPHITHS (KOPOTKOE 3aMBIKAHHE) M XOJOCTOTO
X07a, KOT/1a COMPOTHBIICHUE MTOKPHITUS BBICOKOE (pHC. 7).

[lepenarounsie QYHKIUN MTPOBOIUMOCTH TO TOKY I,
HMEIOT BH:

B 46,957 s

= >

(5+2,179-10%)(5+48,97)

46,957~(s—5,639-106)

Wi = s
" (542436107 (s +11,82)

e MHJIEKCOM k 0003Ha4eHa MO/IENb KOPOTKOTO 3aMBbIKAHHSL.

TouyHOCTH OmpeneseHus MapaMeTpPOB CXEMBI 3aMEICHUS
rajJbBaHUYECKOW AYEWKH METOJOM IapaMeTpUUYEeCcKOM
neHTH(HUKALNY OLEHUBAIACH C TOUKU 3PEHUS YCTOHYUBO-
CTH, yTIPaBIIEMOCTH, HAOIIOAAEMOCTH U 00YCIIOBICHHOCTH
MOJENN C HUCIOJBb30BAHUEM BPEMEHHBIX M YaCTOTHBIX Xa-
pakrepuctuk Mozaenu npouecca MJIO. BrisiBieHo, 4To Mo-
JleNIb YCTOM4YMBA, MOCKOJIBKY KOPHH XapaKTEPUCTHYECKOIO
YpaBHEHHsI OTPUIATENBHBL. Moenb yrpasisieMa U HaOIIro-
JlaeéMa, MOCKOJIbKY paHrd MAaTpHIl YNpaBIsSEMOCTH U Ha-
OJIFOTaEMOCTH PaBHBI MOPSIKY CHCTEMBI, OJJHAKO MOJIEIb
IUIOXO OOYCIIOBJIEHA, YTO MOXKET MPUBECTH K CYIIECTBEH-
HBIM OLIMOKaM IpH €€ MapaMeTpU4ecKol NACHTU(UKALINY.
Uncna oOyCIOBICHHOCTH IS MOJETH XOJIOCTOrO Xona R,
U KOPOTKOTO 3aMbIKaHus Ry, paBHbI 8410 1 317 cooTBercT-
BeHHO. bosbmroe 3HaueHne ynciia 00yCIOBICHHOCTH MOJIE-
JM TOBOPUT O €€ IUIOXOH OOYCIIOBIEHHOCTH, T. €. Majoe
U3MEHEHHE BXOJHOIO CUTHAJa MOXET IPUBECTH K AOCTa-
TOYHO OOJBIIOMY H3MEHEHHIO BBIXOJHOTO CHUTHAlla, YTO
BHOCHT OHIMOKY B PE3YJIbTaThl MOAEINPOBAHUS.

MopeaupoBaHie OCHUIIOIPAMM TOKa W HampsizKe-
HusA B npouecce MJ10

IToctpoenune marematnueckoir mojenu (1) mporecca
MJIO u olieHKa ee mapaMeTpoB TO3BOJISIOT MEPEUTH K MO-
JIeTMPOBAHUIO paccMaTpUBaeMoOro mporecca. Moaenupo-
Banue nporecca MJIO ocymectrisiiocs B Simulink. Pe-
3yJbTaThl MOJIIUPOBAHMS MPEACTABIEHBI HA puC. 8. YcTa-
HOBIICHO, YTO MaKCHMallbHasi OMIMOKa MOJEIHPOBAHUS Ha-
MpsDKEHUST 10 OTHOIICHHIO K aMIDIUTYIHOMY 3HA4YCHHUIO
Upax He TIpeBbImaeT 7 %, MakCHUMaibHas OMIHOKA MOIEIH-
POBaHUS TOKA M0 OTHOIICHUIO K aMIUTUTYIHOMY 3HAYCHUIO
I 1ax He TipeBbIaeT 10 %.

MeToauka onpeneeHusl 3HAYMMBIX MapaMeTPOB CXe-
MbI 3aMelleHUsl FraIbBaHNYecKoii siueliku npouecca MO

Ha ocHOBe mpeayioKeHHBIX MaTeMaTHYeCKHX MOele
pa3paboTaHa METOJMKA, KOTOpas IO3BOJIAET YCTAHOBHTb,
Kakhe TIapaMeTphl CXEMBl 3aMEIICHUS TallbBaHHYECKON
A4eikn Hanboiee 3HAYUTEIBHO H3MEHSIOTCS C POCTOM
TOJIIMHBI NOKpeITUH B mponecce MJIO. MeTtoauka peanu-
3yeTCsl CIEAYIOIUM 00pa3oM.

1. B mpomniecce hopmupoBaruss MIO-TIOKPHITHS TTOCITE-
JIOBATEILHO Yepe3 KKIYI0 MUHYTY MTPOUCXOIUT PETUCTPA-
must 30 ocMyuIOorpaMM TaieHUsT HANPSOKEHUST M TOKA Tallb-
BaHUYCCKOM SUCHKH.

2. B xaxx7goM ombITe BRYHCISIOT Ri; + Ry 1o dopmyne
(3) m HaxomAT o1leHKY R = min(Ry; + Ry)).

3. BBIYHCIISAIOT MTHOBEHHOE 3HAYEHHE COMPOTUBICHUS
R, B Ka/10M OmIBITE:

AU,

R +Ry =
1i

4. CTposiIT BpeMEHHYIO 3aBUCHMOCTH CPEIHETO 3a MepH-
O]l 3HAUCHSI COTIPOTUBICHUS R, (puc. 9).

5.B  kaxzoMm oOmeiTe, HUCHOJB3YS  IPUIIOKEHUE
MATLAB System Identification Toolbox, BEIYUCISIOT Ta-
pamMeTpsl iepeaaToyHon pyHkmu (5).

6. ITo dpopmynam (6), npunumas R, = 4400 OM, BbIYHUC-
JSI0T eMKOCTh C), TpadMK N3MEHEHHs KOTOPOW Ipe/CcTaB-
neH Ha puc. 10.

OBCY/XXIEHUE PE3YJIBTATOB

PazpaboTarnsie Mogenu mponecca MJIO MO3BOISIOT Me-
TOIOM TApPaMETPUUCCKON HICHTU(PHUKAIINA OICHUTH YHC-
JICHHBIE 3HAYEHHS NApaMETPOB HEJMHEHHOM 31EKTPUUECKOM
CXEMBI 3aMELICHMsI albBaHUYECKON SYEWKH, a TaKXKe BbI-
SIBUTh HanOoliee 3HAYMMBIC IMApaMeTpPhl, KOPPETHPYIOIIUC
C TOJILIMHOM MOKPBITUH.

Hcnons30BaHHast B pacueTax HEJUHEHHAS 3JICKTPOPH3H-
Yyeckasi MOJIeTIb B BHUJIE DIIEKTPUYECKON CXEMBbl 3aMeEIICHHS
rajlbBAaHUYECKOW SUEHKU SIBJIACTCS YNPOLICHHOM U HE Y4M-
TBIBACT HEKOTOPBIE OCOOCHHOCTH TIporiecca (HOPMHUPOBAHHUS
MIO-nokpeituii. OHUM U3 UCTOYHUKOB MOTPEUTHOCTH MO-
JIENU SIBISIETCS] UCTIONIb30BaHUE JJIi MOJEIMPOBAHUS OKCU-
HOro cJios uneanbHoi eMkocTd C, B TO BpeMsl KaK B 3JIEK-
TPOXUMHYECKUX TPOIIeccax OOBIYHO HCIIONB3YIOT SJIEMEHTHI
moctosiHHOW (a3er CPE ¢ pasnokeHmeM Ha YacTOTHO-
HE3aBHCUMEBIH (hakTop () M MOKa3aTeNb CTENCHU TeTepOreH-
HocTu cucteMbl n [15; 16]. Tem He MeHee Mouenb Jaer
YIOBJIETBOPUTEIHHBIE PE3YIbTaThl (MakCUMalIbHAS ONIHOKa
MOJISIMPOBAHUS BOJHTAMIIEPHON XapaKTEPUCTUKU COCTaB-
JISieT 10 HampspbKeHuio He 6onee +7 %, 1o TOKy — He Goree
+10 %) 1 B HIepBOM NPHOJIMIKEHUH MOXET OBITh MCIOJB30-
BaHa 11 HOPMATHU3AIHH TIPOIECCa HAHSCCHHUS TIOKPBITHIA.

Pa3paboTaHHast MeTOIMKa TIOCIEAOBATEIFHOTO OIpee-
JIEHUSl TapaMeTpOB CXEMbl 3aMEIIECHUsl TralbBaHUYECKON
SIYeHKU sABiIsgeTcsS (U3NIeCKd OOOCHOBAHHOM, IMOCKOJIBKY
(dhopMa TOTyUEeHHOH OCIIIIIOTPAaMMBI U3MEHEHHUS CyMMap-
HOTO CONPOTHBIIEHUSI AYEHKU MOATBEPKAAET UMEIOLIUECS
npejacTaBieHus 0 MexaHusme mnpouecca MIO [17; 18].
Hampumep, Ha puc. 3 OTUETIMBO BUAHBI YYACTKU HHU3KOTO
COTIPOTHBIICHUS TATbBAHMYECKON SYEHKN MPU MaKCHUMallb-
HOM aHOJHOM M KaTOJHOM HAampsOKEHUH, COOTBETCTBYIO-
[Ue TUAJIEKTPUIECKOMY MPOOOI0 TOKPBITHS C TOCIETYIO-
UM 3KUTaHUEM MHUKPOPa3PsIIOB.

Kak BumHO Ha puc. 4, BeIMYMHA COTIPOTHBIICHUS MOKPHI-
T cocraBisieT 12-15 kOm. C apyroil CTOpOHBI, U3BECTHO,
YTO MOJYJIb MMIIEIaHCA OKCHIHBIX CJIOEB Ha aFOMUHUEBBIX
ciiaBax gocturaet 3Hadenuii 20-200 MOM'CMZ, a CONPOTHB-
nenue monspmsamu — 10 130-150 MOm-cM® u Bbime [15;
19]. BousiBrieHHOE pacX0kXI€HUE B 3HAUEHUSX CONPOTUBIICHUS
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MOKPBITUS OOBSACHIETCS TEM, YTO W3BECTHBIE 3HAUEHHUS MO-
JtyJIsl UIMIIeJJaHCa TIOJY4YeHbl Ha HU3Koi yacTtoTe (10 10 '),
a B JAaHHOM HCCIEJOBaHMM pPacyeT HMMIIEJaHCa IIPOU3BO-
JIUIICS TIO BOJIBTAMIIEPHBIM XapaKTePUCTUKAM, H3MEPEHHBIM
mpu gactote 50 ['n. CornmacHo mMeromuMcs TaHHBIM [16],
Ha 3TOM YacToTe MOJYJIh MMIIEAHCA TOKPHITHS UMEET Be-
mauanHy nopsiaka 10°-10° Om/cM®, uto cormacyercs ¢ pe-
3yJIbTaTaMU 3KCIIEPUMEHTOB.

Ha rpaduke 3aBHCMMOCTH CONPOTHBIICHUS TajbBaHHYe-
CKOM sTYeHKH 0T (JOPMOBOYHOTO HaNpspKeHHs (puc. 4) HabIro-
JIaeTCsl MAKCUMYM, HaJIM4Me KOTOPOTO OIpEAeIsieTcs] BBIOO-
POM OTHOCHTEINILHO NPOCTOM aIpOKCUMUPYIOMEH (YHKIMH
(YpaBHEHHSI KOCHHYyCa) M HE CBA3aHO C (DM3HUYECKIMH SIBIIC-
HUSIMH, TPOUCXOASAIIMMY B TaJbBaHWYECKOH sueiike. Beibop
MIPOCTON ANMPOKCUMHUPYIOMIEH (QYHKIMH YIIy4dIIaeT 00yCIIOB-
JICHHOCTh W3HAYAJbHO IUIOXO OOYCIIOBICHHOTO YpaBHEHUS
nuHaMuKH riporiecca MJ10. DakTrdecku pe3koe yMEHbIICHUE
COTIPOTUBJICHUsI OaphepHOTO C0sI R, 00YCIOBIIEHO €ro 3JIeK-

TPUUYECKUM IPOOOEM KaK MOJIOKHUTEIBHON, TaK W OTpHIA-
TEJIbHOM TMOJIYyBOJHOM MPUKJIIAJIbIBAEMOTO K T'aJlbBAHMUYECKOU
sueiike HanpspKeHUs. B MOJIOKUTENbHBIA MOJIyTeproy] Ipo-
6011 IPONCXOUT NPH HampsLKEeHUH okojio +320 B, B oTpuia-
TeNbHBIN Tomynepuos — okoso —40 B. Dnexrpudeckuit mpo-
0011 OapLEPHOTO CJIOSI HA JHE MOP MPU 00CTHEHUHU DIICKTPOITH-
Ta MOHAMH TIPUBOJUT K BCKUITAHHIO SIIEKTPOIIUTA, BOZHHKHO-
BEHHIO T1ApOTa30BOr0 IMy3bIpbKa M 3a)KUTAaHUIO B HEM MHKPO-
JIyTOBOTO paspsiia. BocctaHoBeHHE conpoTHBIIEHHS Oapbep-
HOTO CJIOSI CBSI3aHO C TallleHHeM MUKpPOJIYTOBOIO paspsina,
KOTOpOE TPOMUCXOJUT B PpE3yJIbTaTe YBEJIUUYECHUs] pPa3MEpPOB
1 BBIXOZA 32 TPEAEIbl MOphI Mapora3oBOro ITy3bIpbKa M CO-
ITyTCTBYIOILETO TAJCHUS HANpPSHKEHHOCTH TONst B HeM [16;
20]. Takum obpaszom, croxHas HopMa W3MEHEHHUS COPOTHB-
nerust 6apbepHOro ciosi R, 00yclIoBlieHa COUETaHHEM Pa3HO-
POAHBIX (PU3NYECKUX M XUMHUYECKUX IIPOIIECCOB, BO3HUKAIO-
IMX B TIOPOBBIX KaHAIax OaphepHOTO CIIOSI B IPOIECCcax €ro
poOO0s 1 BOCCTAHOBIICHUSL.
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PesynbTaThl MOJETUPOBaHHS OCIIJUIOTPaMM TOKA M Ha-
MPSDKEHUST TajbBaHWUYECKOW saelikum B cpeae  Simulink
TpecTaBiIeHbl Ha puc. §. BumHo, 9TO pacdeTHas 3aBUCH-
MOCTh XOpOIIO AaIMMIPOKCHMHUPYET SKCIEPUMEHTAIBHYIO
KPHBYIO B aHOJAHOM TOJYIEpHOJE, TOTJa Kak B KaTOTHOM
MOJYTIEPUOJIE PACXOKACHHE MEXKAY STUMH KPHUBBIMU CTa-
HOBHTCS CYILIECTBEHHBIM. DTO CBSI3aHO C T€M, 4TO MpPEeJJIOo-
JKEHHasl JJIEKTpUYEcKas CXxeMa 3aMelleHHs IaJbBaHUYeCKON
SAYeHKN HE IOJHOCTBIO OTPakaeT IOBEAEHHE peabHON
3MEKTPOXUMUYECKON CHUCTEMBI, a TaKXKe C IOIPEIIHOCTHIO
MeToJla TapaMeTPUUYECKON HISHTU(HKAIIMN U TTIOX0H 00Y-
CJIOBJICHHOCTBIO MOJIENH.

PesymbraTel mpuMeHeHHsS pa3pabOTaHHONH METOIHUKH
OTIpeNleNIeHUs] 3HAYMMBIX ITapaMETPOB CXEMBI 3aMEIICHUS
rarpBaHIMYECKON stueiiku mporecca MO mpencTaBieHs Ha
puc. 9 u 10. {5 BEIABICHHUS CTENIEHH B3aUMOCBSI3U COTIPO-
THUBJICHUS W €MKOCTH C TOJNIIMHOM TMOKPBITHS BBITIOJTHEH
KOPPEISIHOHHBIN aHaNN3, B X0JIe KOTOPOTO TOJXY4EHBI TO-
YeyHbIe U MHTEPBAJIbHBIC OLIEHKH KO3 HULIMEeHTa KOppes-
nuu 1o kpurepuro duiiepa ¢ TOBEPUTEIBHON BEPOSITHO-
¢TI0 95 %. Pe3ynbTaThl KOPPENALMOHHOTO aHAIU3a Mpe-
cTaBieHbl Ha puc. 11 u B Tabnuue 3. BugHo, uro mmeer
MECTO CHWJIbHas MpsMas Koppesanusa MEXIAY COIPOTUBIIC-
HUEM W TOJIIMHON MOKPBHITHS; B CIy4ae €MKOCTH HMEeT
MeCTO oOpaTHas KOppeJslusi, HO OHa BEIpakeHa ciabee
(BO3MOXXHO, 3TO CBS3aHO C OCOOCHHOCTSIMH CXEMBI 3aMe-
MICHUS TaIbBAaHUYECKOHN STYCHKH M C TIOTPEITHOCTHIO MOJIC-
mm). Takum o0Opa3oM, B KadecTBE 3HAYNMOTO IapaMeTpa
JUIsL ONPENENICHUs] TOJIIKMHBI MOKPBITHI B mpouecce M0
1[e7IeCO00Pa3HO HCIIOJIb30BATh COMPOTHBICHUE MOKPHITHUS,

paccunTaHHOE MO MPEATI0KEHHOM METOAMKE C IOMOIIBIO
BOJIbTAMIIEPHBIX XapPAKTEPUCTUK TaJIbBAHNIECKON STUCHKH.
C yd4eToM BBIIIECKA3aHHOTO MOXKHO 3aKIIOYHUThH Clie-
nytommee. [IpennoxeHHas maremaTHueckas MOJENb IPHH-
[UMUATbHO O00ECHEYNBAET BO3MOXHOCTh OMPEACICHHA
TOJIIMHBI MOKPBITHHA B mporiecce MJIO, HecMOTps Ha He-
BBICOKYIO TOYHOCTb. Kpome Toro, Mojenb 1mo3BoJsieT BOC-
MPOMU3BOJUTE OCLMJUIOIPAMMBI TOKA M HalpsDKCHUS Tallb-
BAaHMYECKOW SUCHKH, KOTOpHIE YJOBJIETBOPUTEIHHO all-
MPOKCUMHPYIOT SKCIEPUMEHTAILHBIE JaHHbIE. YCOBep-
IIIGHCTBOBAHNE MOJIENIU C YYETOM DJIEKTPOXUMUYECKUX UM-
MEeJAHCOB TI03BOJIUT ITOBBICUTH TOYHOCTh MOJEIUPOBAHUS,
BOCIIPOM3BOIMMOCTh PE3yJIbTaTa U €T0 CXOJUMOCTh C JKC-
MEPUMEHTOM, a HCIIOIb30BaHHE B PACUETax 3KCIEPHUMEH-
TaJIBHBIX OCHWJIJIOTPAMM M3 TIOTIONHIEMON 0a3bl TaHHBIX
00ecIeuynT BO3MOXKHOCTD NPOTHO3WPOBAHUS TOJIIUHBI T10-
KPBITHH IS pa3nuaHBIX peskumoB MJO-06paboTky.
PesynmbraTsl MccnemoBaHUS MOTYT OBITH HCIIONB30BAHBI
KaK B HAay4YHBIX HCCIICIOBAHMAX IPU pa3pabOTKe HU(PPOBBIX
ﬂBOfIHI/IKOB U aBTOMATU3HUPOBAHHLIX CUCTEM YIPaBJIICHUA
nporieccom MJIO, Tak ¥ Ha TPOU3BOJCTBE IMpU OTpabOTKe
TEXHOJIOI'M HAHECECHUS MUKPOAYT'OBBIX OKCUIHBIX HOKpLITHﬁ.

OCHOBHBIE PE3YJIBTATbBI

HpeZ[J'IO)KCHHaH MaTEMaAaTUYCCKasAd MOJCJIIb Ha OCHOBC
3J'IeKTpPI‘I€CKOI>i CXeMBI 3aMEIICHHS TaJbBaHHYSCKOM
STICUKHU OTpaXacT CBA3b MCKAY TOKOM H HAIPSIKCHUCM
B TaJbBaHHYCCKOM SUeiike W IMO3BOJISICT MOJACIUPOBATH
OCHMWJIOTpaMMBbl TOKa M HAIIPSIKCHUS B NPOLIECCC MZ[O

Tabnuya 3. Pesynomamsi KopperayuoHHO20 aHAIU3A
Table 3. Correlation analysis results

[MapameTp nokpouITHS

Ko puuuent koppenssuumn

JloBepuTebHbIN HHTEPBAJ

ConporuBienne 0,968 [0,93; 0,98]
EMkocTh —0,611 [-0,80; —0,30]
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¢ morpeurHocTeio He 6omee +10 %. Mognens sBiseTcs yi-
POIICHHOW W HE YYHTHIBaT HEKOTOpHIE (PH3UKO-XUMHU-
YecKue 3aKOHOMEPHOCTH (OPMHPOBAHUS OKCHAHBIX IIO-
KPBITHH, YTO SIBJISIETCS €€ HEJOCTaTKOM. TeM He MEeHee MOo-
JIeNTb IMEET YIOBICTBOPUTEIHFHYIO TOYHOCTh, YTO TIO3BOJIS-
€T HCIIONB30BaTh Pe3yJIbTaThl pacyeTa B KauecTBE HAdalb-
HOTO MPHUOIMKCHUS MPHU OIICHKE AICKTPHUYCCKUX MapaMeT-
POB IOKPBITHH.

Pa3paboTanHas MeToqUKa WACHTU(GUKAIIMU MapaMeTpOB
MIPEVIOKEHHOW MOJIENTM TO3BOJISIET IO SKCIEPUMEHTAIbHO
MOJTyYEHHBIM OCLMJIOTpaMMaM TOKa M HampsHKEHUS B Tallb-
BaHUYECKOW siueiiKke OMpEeeUTh BPEMEHHbIE 3aBUCUMOCTH
COTIPOTHBIICHUSI M €MKOCTH IOKPBITHS B XOJ€ Mpolecca
MJO. MeTtomoM KOppensIHOHHOTO aHAIN3a YCTaHOBJICHA
CTETIeHb B3aMMOCBSI3M 3THX IMApaMEeTPOB C TONIIMHOH ITO0-
kpeiTus. OOHapyKeHa CHIIbHAS KOPPEIIHI MEKIY COTIPO-
TUBJICHHEM ¥ TOJIIHMHOW IOKPBHITHS, YTO IIO3BOJISIET FHC-
MIOJIB30BATh CONPOTUBIICHHE MOKPHITHSA B Ka4eCTBE 3HAUH-
MOTO MapameTpa JUisl OLIEHKH TOJIIMHBI MOKPBITUS B MPO-
1ecce ero GopMHUpPOBaHUSL.

C mnomolipio pa3pabOTaHHON METOIMKH HACHTHU(HUKA-
MU BBISABJICHBI MMapaMeETphbl 3J'IeKTpH‘-Iec1(OI71 CXEMBI 3aMe-
LIEHUs TajJbBAaHUYECKON SYEHKH, KOPPETUPYIOIIHUE C TOJI-
muHoi MJIO-noKpBITHI.
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Abstract: Microarc oxidation is a promising technology for producing wear-resistant anticorrosive coatings for goods
made of valve metals and alloys and is used in many industries. One of the main problems of this technology is low con-
trollability caused by the complexity and interconnectedness of physical and chemical phenomena occurring during
the coating process. To solve such problems, digital twins are currently actively used. The paper covers the development
of mathematical models that are advisable to use as structural elements of the digital twin of the microarc oxidation pro-
cess. An equivalent electrical circuit of a galvanic cell of microarc oxidation is given, which takes into account the electro-
lyte resistance, the part coating resistance in the form of a parallel connection of nonlinear active resistance and capacitive
reactance. The authors propose a mathematical model describing the behaviour of the equivalent electrical circuit of a gal-
vanic cell of microarc oxidation. A technique for determining the parameters of this model was developed, including
the construction of a waveform of changes in the resistance of the cell and its approximation, estimation of the values of
resistances and capacitance of the galvanic cell equivalent circuit. The authors proposed a calculation method and deve-
loped a Simulink model of the microarc oxidation process, which allows simulating the current and voltage waveforms of
a galvanic cell. The analysis of the model showed that the model is stable, controllable and observable, but poorly condi-
tioned, which leads to modelling errors, the maximum value of which is 7 % for voltage and 10 % for current. By the para-
metric identification method using experimental current and voltage waveforms, the dependences of the parameters of
the galvanic cell equivalent circuit on the oxidation time are obtained. It is found that the change in the period average of
the galvanic cell active resistance correlates with the coating thickness.

Keywords: microarc oxidation; equivalent electrical circuit; mathematical model; Simulink model; coating resistance
and capacitance; model adequacy.
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Annomayun: MaraueBbIe CIUIABHI C YIPOYHSIONICH JITHHHONICPHUOAMIECKON YIIOPSIOYCHHON CTPYKTYpoit (long-period
stacking ordered structure, LPSO-da3a) o6mamatoT BEIIAIOIINMA MEXaHUIECKUMI CBOHCTBAMHM, OJHAKO WX HU3KAas KOPPO-
3MOHHAsI CTOMKOCTH 00YCIIaBIMBAaET HEOOXOIUMOCTh B JIOTIOIHUTEIHFHOH MOBEPXHOCTHOH 3ammTe. B paboTe mccienoBaHo
BIHSIHAE OOABOK B AJIEKTPOIHUT HaHo4YacThl ZrO, B KOHIICHTparuu 1—4 r/1 Ha TONMHUHY, CTPYKTYPY, COCTaB, CMadnBae-
MOCTh U aHTHKOPPO3HOHHBIC CBOMCTBA OKCHUAHBIX CJIOCB, (POPMHUPYEMBIX IPHU MIa3MEHHO-3JICKTPOJIUTHUECCKOM OKCHIAUPO-
Banuu (I190) crimaBa Mgy;Y,Zn; ¢ LPSO-¢a3zoii. Ycranosneno, yro npu [130 Hanouwactuusl ZrO, noa AelcTBHEM dIIeK-
TPUYECKOTO IOJIsI BHEAPSIOTCS B (POPMUPYIOLIMICS OKCHIHBIN CIIOMH, a TaKKe CHHXKAIOT €ro MOPHUCTOCTh. BBIsSBIEHO CHU-
KEHUE KOJMYECTBAa U Pa3MepOB MOp BOJIHM3M OapbepHOro ciost B MecTax Boixona LPSO-¢assl cruaBa k rpaHune pasnuena
C OKCHIIHBIM cj10eM. Maitblie KOoHIeHTparmu HaHodactull ZrO, (1-2 r/11) CHIKAT CKOPOCTh KOPPO3UH CILIABA MO CPABHEHHIO
¢ 6a30BbIM BapHAHTOM JI0 JIBYX Pa3. MHHMMAJIHOM TJIOTHOCTBIO TOKA KOPPO3HH Iiopy™14 HA/cM® 1 HAHOOJIBIIMM TIOJISpH3a-
LIMOHHBIM CONPOTUBJICHUEM R =2,6 MOwm-cm? obmagaer oOpaser1, cOpMUPOBAHHBIH B 3JICKTPOIUTE € J0OaBKOM 1 I/11 HaHO-
gactrn ZrO,. Pacdyer mapameTpoB 6apbepHON 30HBI OKCHAHBIX CJIOEB ITOKA3all, YTO MOBBIIICHHE KOHIICHTparmn ZrO, B dIIeK-
TPOJINTE TMPUBOJNUT K YBEIWYCHUIO TOJIIUHEI 0aphepHOTO CJIOS M POCTY €ro YACTBHOW MPOBOANMOCTH, YTO OTPHUIIATEIHHO
CKa3bIBaeTCsl HA KOPPO3HMOHHOM CTOWKOCTH (DOPMHUPYEMBIX OKCHIIHBIX CJIOEB: COIPOTHUBIICHUE OAphEPHON 30HBI CJIOSI, MOJTY-
4eHHOro rpu no6aske 4 /1 ZrO,, magaet Ha ~20 % 10 cpaBHEHHUIO ¢ 0a30BBIM BapuaHTOM (10 ~1 MOM'CMz).

Kniouesvie cnosa: marauesblil cias; Mgy, Y,Zn;; Hanouactulsl ZrO,; LPSO-da3a; miazMeHHO-3IeKTPOIUTHIECKOe
OKCUAMPOBAHUE; HAHOUACTHUIIBI, OKCHJI IIMPKOHUS; KPaeBOH YroJl CMauWBaHUS TMOBEPXHOCTH; KOPPO3HOHHASI CTOMKOCTS;
MIPOBOIUMOCTH OapbEPHOM 30HHI.

bnazooapnocmu: Pabota BBIONHEHA mpu moxanepxke Poccwiickoro HaywHoro ¢orga (mpoekt Ne 21-19-00656,
https://rscf.ru/project/21-19-00656/).

CraTbst MOATOTOBIICHA TI0 MaTeprallaM JOKJIaa0B y9acTHHKOB X1 MexmyHapoaHo# mKoibl «DU3HIecKkoe MaTepruaio-
BegeHue» (ILIOM-2023), Tompsartu, 11-15 centsaOps 2023 roxa.

na yumupoeanus: Tonyauna A.O., [Tomynnn A.B., Kpumran M.M. Biusaue no6aBku Hanoyacturl ZrO, B 3J1€KTPOIUT
Ha CTPYKTYPY ¥ aHTUKOPPO3HOHHBIE CBONCTBA OKCHIHBIX CIIOEB, (POPMHUPYEMBIX IIA3MEHHO-3JIEKTPOIMTHIECKIM OKCHIUPOBA-
HHEM Ha cruiaBe Mgy, Y,Zn; // Frontier Materials & Technologies. 2023. Ne 4. C. 87-98. DOLI: 10.18323/2782-4039-2023-4-66-8.

Hue LPSO-ctpykTypsl B MC, Kak npaBujo, HEraTUBHO CKa-
3bIBaeTCd HAa WX KOPPO3MOHHOM CTOMKOCTH H3-3a BO3HH-
KaloIlel pa3HUIbl MOTEHIMAIOB MeXay o-Mg u ympod-

BBEJIEHUE
Marnuesslie cioiaBel (MC) oTHOCATCS K Haubouee mep-

CHEKTUBHBIM MaTepHajaM TEXHHMYECKOTO M OMOMeEIUIVH-
CKOTO Ha3HAYEHWs, YTO OOYCIOBICHO MX BBICOKOW Y/eIb-
HOH TIPOYHOCTHIO, CIIOCOOHOCTBIO K IOTJIONICHUIO BHOpa-
il 1 OJOKHPOBAaHHWIO D3JEKTPOMATHUTHBIX BOJH [1-3],
a TaKXe IMOJIHON OMOCOBMECTHMOCTBIO M Onope3opoupye-
MOCTBIO B OpTaHHU3MeE 4YeyoBeka [4].

B mocnexnee necatmieTHe AOCTUTHYT CYIIECTBEHHBIH
nporpecc B paspaborke MC ¢ LPSO-crpykrypoii (long-
period stacking-ordered structure, LPSO-¢a3za) [5; 6]
C MPEJEIOM MPOYHOCTH M IUIACTUYHOCTH, COTTOCTAaBUMBIMHU
C MEXaHMYECKUMHU XapaKTEePHCTHKaMH AJFOMHUHHUEBBIX CILUIa-
BOB M KOHCTPYKIMOHHBIX cTaneii [7]. OgHako ¢popmupoBa-

msromieir LPSO-daszoit (mo 200-250 mB), uto mpoBomupyer
JIETPa/IalivIo CIIaBa MPH KOHTaKTe C KOPPO3MOHHOM cpe-
JIOH B pe3ylbTaTe MHUKPOTaTbBaHUIECKOW Kopposuu [8; 9].
[TosTomMy nanst MOAOOHBIX CIDIABOB HEOOXOAWMO TIPENy-
CMATPHUBATh JOTOJTHUTENBHBIE TEXHOJIOTHIECKHE PELICHUS
JUTS TIOBBIIICHHUS UX aHTUKOPPO3HOHHBIX CBOWCTB.
[lepcrieKTHBHBIM METOZOM IOBEPXHOCTHOTO YIIPOYHe-
Hus MC  sBisieTcss MHKpPOAYroBOE, WM  IUIa3MEHHO-
anekTponuTudeckoe okcuauposanue (MO wmu [150), mo-
3BoJIsTfONIee (POPMHUPOBATH 3AIUTHBIE KEPaAMHUUYECKUE CIION
C BBICOKMMU TBEPAOCTBIO, aAT€3MOHHON NMPOYHOCTHIO, U3HO-
COCTOMKOCTBIO M aHTHKOPPO3MOHHBIMH cBocTBaMu [10].
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OpnHako Hanu4aue B crutaBe ynpousstomeid LPSO-dassr

3aTPyIHSACT MUKPOIYTOBOM NTPOOOI M MPUBOIUT K HapyIIIe-
HUIO CTUTOITHOCTH 0apbepHOTO CIIOSI B MECTaX BBIXOAA STOU
(ha3pl Ha TPaHUIY pa3lena «CIUIaB — OKCHIHBIN CIIOH», 9TO
CHIDKAeT Ka4eCTBO M CBOMCTBA OKCHAHBIX CJIOEB, MTONyUYCH-
HeIX [190 mpm mpomsimmieHHo#d dactote (50 IT'm) [9].
B paborte [9] ycTaHOBIICHO, uTO 00padoTKa criaBa Mgy, Y,Zn;

B

AJIFIOMUHATHOM JJICKTPOJIUTE TPU MOBBIIICHHOW YacTOTe

(opmoBouHbIX nMITyIIbcoB (500 I'1y) mo3BoIsIeT (hopMHUPOBATH
HauOonee OJHOPOJIHbIE W KAaYECTBEHHBIE OKCHIHBIC CJIOH,
o0najaronye BBICOKOM KPaTKOBPEMEHHOH KOPPO3MOHHOM
CTOMKOCTBIO (MOIYb HMMIEAAHCA |Z|/— 01 2,2 MOM'CMz),
OJIHAKO Y€ IOCNIE CYTOK BBIIEPKKH B KOPPO3HOHHOM Cpe-
Jle MX COMPOTUBIICHUE CHUKAETCS Ha 1—2 mopsaka.

I/IBBCCTHO, YTO BBCACHUE B DJICKTPOJIUT MUKPO- WJIN Ha-

HopasMmepHbIXx dactun (MY mmm HY) mpocThIX OKCHAOB
Si0,, ZrO,, CeO,, TiO, u ap., KaKk TPaBWIO, MPHUBOAUT
K TIOBBIIICHUIO NMPOU3BOAUTENFHOCTH [190 1 HONOXKHUTETEHO
CKa3bIBACTCSl Ha KaueCcTBE M 3aI[UTHBIX CBOMCTBAaX OKCHIIHBIX
ClloeB Ha MarHueBbIX ciuiaBax [11; 12]. B [13] BeriBneH cy-
IIECTBEHHBI POCT AHTHKOPPO3MOHHBIX CBOWCTB OKCHJIHBIX
CIIOCB 3a cueT dPdeKTa repMeTU3aUK Op U OJOKHPOBAHMS
JIOCTyTIa KOPPO3MOHHOM cpenbl K momioxkke. B [14] cnenan
BBIBO, uTO BHeApeHne HU ZrO, u SiO, npu [130 npusomut
K YBEJIMYCHUIO TOJIIMHBI OECIIOPHICTOTO CIIOS, O YeM CBHUIIC-
TENBCTBYET CHIDKEHHE 3JeMeHTa moctosHHoi (aser CPE,.

B
2

pabote [2] moka3aHO, YTO HEBBICOKas KOHIeHTpamus HY
I/JT) HOJIO>KUTEIIHHO BIUSIET HA MEKPOCTPYKTYPY OKCHITHOTO

CII0s1, OJIOKUPYS TIOPHI U TPEIIMHBL, YTO TIPHIACT 3HAYUTEIh-
HYIO0 aHTUKOPPO3UOHHYIO CTOMKOCTh MOKPBITHIO.

B oTeuecTBeHHOM M 3apyOeIKHOM JHTEpaType MPEICTaB-

JieHo Kpaite mMano padot mo [130 MC ¢ LPSO-dasoii [15],
TaK)Ke OTCYTCTBYET OIBIT 00pabOTKH JAHHBIX CIIABOB ITOCIIE
J00aBICHUS B BJIEKTPOJIUT AMCHEPCHBIX YaCTHIl. Y Aanoch
OOHapYXUTh JHIIb OJHY paboTy [16], B KOTOpOW aBTOPHI
BBISIBWIN CYILECTBCHHBIH TTOJOKHUTEIBHBIN 3 {EKT OT mocT-
00paboTkn okcuaHoro ciost B Ce-comepikaiieM 3JIeKTpo-
mute Ha LPSO-cmnaBe, ogHako u 3Ta 00paboTKa MPOBOIH-
Jach B pacTBopax 0e3 jmucnepcHoit daspl. Brusnue HaHoua-
ctu Ha [190 LPSO-cniaBoB B BBICOKOJIMCIIEPCHBIX CUCTE-
Max TMpaKTHYEeCKH HE M3y4aJoch M TPEACTABIACT CYIIECT-
BEHHBbII Hay4HbII U IpakTUYECKUu uHTepec. st nanbHen-
IIEr0 yIy4IICHHUS 3allUTHBIX CBONCTB OKCHIHBIX CIIOEB
Y TIOBBIIICHUS UX JOJTOBPEMEHHBIX AaHTUKOPPO3HOHHBIX Xa-
PaKTEpUCTUK MEPCIEKTUBHBIM IPEICTAaBISIETCS TMOJIXOJ Ha
OCHOBE COBMeIIeHHs BbicokodacToTHOro 1190 [17] n mobas-
JIEHWS B SJIEKTPOJIUT HEPACTBOPHUMBIX HAHOPa3MEpPHBIX Yac-
THI Z1O,, TOCKOJIbKY JAaHHOE BEIIECTBO MOJIOKUTEIHHO cedst
3apexoMenioBasio npu [190 marnueBbIx crnasos [14; 18].

L[CJ'IL HCCIICAOBAHNS — U3YUCHHC BJIMSAHHSA HAHOYACTULL

ZI'Oz, ,I[06aBJI$[eMLIX B JJICKTPOJMUT IpPU MIa3MCHHO-3JICK-

TPOJUTHYECKOM OKCHUIMPOBAHUM cIruiaBa Mgo;Y,7Zn,
¢ LPSO-da3oii, Ha CTPYKTypy, COCTaB U aHTHKOPPO3UOH-
HbIE CBOHCTBA (OPMUPYEMBIX OKCHIHBIX CIIOEB.

METOJUKA ITPOBEJEHUA UCCJIEJOBAHUSA

OOpasipl  OKCHAHBIX CJIOEB TMONydadd HAa MAaTrHHEBOM
crmaBe Mgy;Y,Zn; (COM3, Conukamck, Poccust), xumuye-
CKHH COCTaB KOTOPOTO OIpeneieH Ha ONTHUKO-IMHCCHOHHOM
criekrpomerpe Thermo Fisher Scientific ARL 4460 OES (Ta6-
mvna 1). OcHOBY cIuiaBa cocraBiseT o-Mg, a Taroke (asbl
Mg, YZn (LPSO-¢aza) u Mg;Zn;Y; (hasa 5BTEeKTHKH).

[TpeaBapuTEenbHO YYIIKM W3 CIUIaBa IOJBEPrajid Tep-
MHYECKO 00paboTke mo pexumy T61: romoreHm3Hpyro-
o okur (52545 °C, 24 4), 3akamka B BOJIE M ITOCIIE-
mytomee craperune (200£5 °C, 100 4). 3arem mnomydann
3arotoBkH s [190 B popMe TITOCKHUX MapauieNieHIe[oB
¢ pasmepoM 60x20x6 MM 1 IIEPOXOBATOCTHIO R,~1 MKM.

[T1a3MEeHHO-3IEKTPOINTHIECKOE OKCHIUPOBAHKE IIPO-
BOJIMJIM HAa MEPEMEHHOM TOKE OT MCTOYHMKA IHTAaHUS COO-
CTBEHHOI Pa3pa0OTKH B CTYNEHYaTOM PEXUME B TCUCHUE
10 Mun. TID0O Brmouano 3 orama: [oatan «rpe-
AHO/IMPOBAHUE» TPH AHOIHBIX (POPMOBOYHBIX HMITYJIBCAX
TIpH TUIOTHOCTH Toka 3 A/am” B Teuenue 60 ¢; II atam — mo-
Beimerne (3a 10 ¢) mrotHOCcTH TOKa j (RMS) 1o 6 Alnm?
C OJTHOBPEMEHHOH aKTHBAIMEH MOAAa4YN KaTOJHBIX WMITYJIb-
COB IIPH COOTHOLICHWH TOKOB B KATOJHOM W aHOJIHOM IIO-
nmynepuonax ji/ja=0,5+0,02 u BbImep)KKa pekuMa B Tede-
aue 110 c; Il aran — noBermenue j (RMS) no 7.5 A/z[M2
pH ji/ja=0,5 u okcunupoBanue B TeucHue 420 c.

Ha Bcex atamax [190 vacToTa UMIYJIBCOB f COCTaBIIsLIA
1000 I'u, ko3¢ ¢uument 3anoiHeHus ummynsca — 50 %,
COOTHOIIIEHHE JIIUTENBHOCTH aHOJHOTO U KaTOTHOTO IMOJTY-
neproioB uMyibca — 50/50 %, cooTHOLIEHNE ATTUTENBHO-
CTH May3 MeX Iy moiymnepuonamu — 50/50 %.

B kadecTBe 0a30BOT0 AJIEKTPOIIUTA UCTIONIB30BAIN BOJIHBIH
pactBop ruapokcuna kamust KOH (1 r/m), matpus pocdopHo-
Kucioro 2-3amemienHoro 12-somHoro Na,HPO,x12H,0O
(10 r/m), propuna Hatpust NaF (10 r/m) m amomuHata Ha-
tpus NaAlO, (15 r/m). Ha mpotsbxkennn o6paboTku obec-
MeYNBAJIM HENPEPHIBHYIO LUPKYISIHIO U TEpEeMENINBaHIe
9JIEKTPOJINTA TPH TOCTOsHHOW Temmeparype (14=+1) °C.
B 0a30BBIit 2IEKTPONIUT HOOABISIIN HAHOYACTHUIIBI KPHUCTAN-
JHYECKoro (MOHOKIMHHAsA CHUCTeMa C INPOCTPAHCTBEHHOU
rpynmoii cummerpun P21/a) muokcuna tupkoHus ZrO,
(Plasmotherm Nanopowders, Mockga, Poccust) nucniepcHo-
ctbio 40—75 uM B KoHIeHTpaiwH 1, 2, 3 wiu 4 r/n. O6pas-
16 OKCHJTHBIX CJIOEB, MOJyYEHHBIE B 0a30BOM 3JICKTPOIINTE,
a TaKke B 3JEKTposuTe c jpobaBkamMm HaHodacTHI ZrO,
B JalbHelIeM o0o3HaueHbl Kak B, Z1, Z2, Z3 u Z4 coort-
BETCTBEHHO.

Tabnuya 1. Xumuueckuii cocmag cnaasa Mgy;Y,Zn;
Table 1. Chemical composition of the Mgy;Y,Zn; alloy

DJiIeMeHT Mg Y

Zn Zr Nd Mn

89,90+0,15 6,67+0,17

Copnep:xanue, mac. %

2,27+0,10

1,07+0,26 0,056+0,001 <0,005

Ipumeuanue. B xauecmee nocpewnocmu npugedeno +3a. Codeporcanue Al u Fe <0,002 mac. %.

Note. £30 is given as an error. Al and Fe content is <0.002 wt. %.
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CTpyKTypHBIE HCCIIEJOBAaHUS OKCHIHBIX CIIOEB IIPOBO-
AN Ha TIOTIEPEYHBIX METaJUIoTpapuyecKux NuIudax ¢ mo-
MOIIBI0 aBTOAMHUCCHOHHOTO CKaHHUPYIOIIETO AIIEKTPOHHOTO
mukpockoma (COM) Carl Zeiss B pexxume oOpaTHO pacce-
SIHHBIX DJIGKTPOHOB. ODJIEMEHTHBIA (XHMMHYECKHI) COCTaB
OKCHIHBIX CJIOECB OIPEHCIIUIN METOOM SHEProIICIICPCHOH-
HOTO PEeHTreHOCTeKTpabHOro MukpoaHanusza (EDX, anamu-
3atop EDAX TEAM EDS Hna 6a3ze SDD Apollo X COM
Sigma). J171 MCKITIOYEHHS MTOJISIPU3AMOHHBIX 3 (QEKTOB pH
COM-uccneioBaHusIX Ha NUTMQBI PEIBAPUTEIHLHO HAHOCH-
JIM TPOBOJAIIMHI CJIOM Pf METOOOM XOJOJHOTO MarHETpOH-
Horo HambuieHus. Tommuna (7, MKkM) U opuctocts (P, %)
OKCHIHBIX CJIOEB OIIEHWBAIACH 0 TPEM ITAHOPaMHBIM CHUM-
KaM TIOTIepedHBIX ceueHui (mHoi >500 MKM) ¢ TIOMOIIBIO
mporpaMMHOTO obecniedeHus Imagel.

OneHky cMmagmBaeMocTd (crenmeHn TuapodoObHOCTH/
THAPO(UITEHOCTH) MOBEPXHOCTH OKCHIHBIX CIIOEB BEHITIONHS-
T METOIOM JIeKallel Kalbli C IOMOIIRI0 aHaI|3aTopa
kpaeBoro yria KRUSS DSA-25E (I'epmanust) ¢ aBTomaTu-
YeCKOH MpEeM3UOHHON cHCTeMOil no3upoBanus. O0beM Ka-
UM — 3 MKJI, CKOpPOCTh HaHeceHus — 1 mkir/c. CMaunBarommas
(KOHTaKTHas1) )KUAKOCTH — pacTBop 3,5 mac. % NaCl.

ONEeKTPOXUMUYECKHE HCIBITAHUSA MPOBOIMWINCH METO-
JTaMH TTOTEHITMOAMHAMHYECKONW MOJSAPU3AIIN U UMIICJaHC-
HOW CIIEKTPOCKONUHU C TOMOIIBI0 ITOTCHIMOCTATa-TajbBa-
Hocrara SmartStat PS-50 (Electrochemical Instruments,
Poccust) co BCTpOCHHBIM MOMYJIEM H3MEPCHHS IJICKTPOXH-
MuYeckoro wumrenanca B 3,5 mac. % NaCl (295+2 K)
B TPEXDJICKTPOTHOU dieKTpoxumuueckon sueiike CS936
(CorrTest, KHP) ¢ ¢ukcupoBaHHOW IUIONIAbI0 KOHTAKTa
1 cM®. BCrOMOraTeTbHbIM 3IEKTPOJOM CIIY)KHIA IIATHHO-
Bast cetka (20x20 MM®), B KauecTBE JIEKTPOJA CPABHCHHS
NPUMEHSIICS.  XJIOPUICEPEOPSHBII 3JIEKTPOJ, 3allOJHEHHBIN
HaCBIIEHHBIM pacTBopoM xyiopuaa kanus (Ag/AgClIKCly,).
CraOunu3anusi 3JEKTPOJHOTO IOTCHIMAla 00pasIoB
(E,, — TOTeHIMaN pa3oMKHYTOH Iemnu, B) ocymecTBis-
nmack B TedeHne 60 MuH. [IOTEHIIMOAMHAMHYECKYIO TOJIS-
pu3anuio 00pa3noB NPOBOAWIH B nuamna3one oT —150 MB
1o +1000 MB otHOCHTENBHO E),;; CO CKOPOCTBIO pa3BEpPTKU
nmorernuana 1 MB/c. Tlonspu3anoHHOE CONPOTHBICHUE R
onpeneisuiock mo pekomenmasiM ASTM G102-89(2015)el
¢ ucnonb3oBanueM KoHcTaHThl LlTepHa — 'upu. Dddexrus-
HYIO CKBO3HYIO IIOPUCTOCTD (P,g¢, %) OKCHIHBIX CIIOEB OLE-
HUBAJIU SJIEKTPOXUMHUUECKAM METOJIOM aHaJloru4Ho [19].

W3mepeHuss METONOM 3JIEKTPOXUMUYECKOM HMIIEaHC-
HoM criekTpockonuu (OVIC) oCcyIecTBIAIN P CHHYCOH-
JlalbHOM BO3MYUIAIOIIEM cHUrHase ¢ ammuiutynoil 10 MmB
npy CTaOMIN3UPOBAHHOM 3HAa4eHWH FE,, B JMANa30HE Yac-
ToT OT 500 k' o 10 MI'1. AHanu3 sKcnepUMEHTATBHBIX
JTAHHBIX ¥ PacyueT MapaMeTpPOB SKBUBAJICHTHBIX CXEM IPOU3-
BOJIMITUCH C TIOMOIIBIO TIPOTPaMMHOTO obecriedeHust ZView
(Scribner Associates, CILIA). I[Tapamerpsl GapbepHOI 30HBI
(TONMIUHY ¥ MPOBOJMMOCTE) OIPEASISIIN IO JaHHBIM 00pa-
OOTKHM MMITETAHCHBIX CIIEKTPOB aHATOTUIHO [20].

PE3YJBTATBI UCCJIEJOBAHUA

CTpykTypa M XHMH4YecKHH (3JIeMeHTHBIH) cocTaB
OKCHU/IHBIX CJIOEB

Ba3oBeIif OKCHAHBIH ol B, COpMHUPOBAaHHEI B 3JEK-
Tposymte 6e3 nodasok HY, comepkuT MHOKECTBEHHBIE TTO-
MEpEeYHbIE MOPHl M TPEUINHBI, KOTOPBIE MOTYT IOXOAWTH

MPaKTHYECKH 10 OapbepHOTO CIIOSI WJIM MarHWeBOW IOJ-
noxku (puc. 1 a). HabmogaeTcss 60bIioe KOJUYECTBO 3a-
KPBITBIX MOp, 00pa30BaBIINXCA B PE3YIbTaTe PE3KOTO BBI-
XO0/1a TOPSTYMX Ta30B U3 30HbI ()OPMUPOBAHUS CIIOSI, a BHYT-
penHnii (6apbepHBIil) cIOH Ha TpaHHIE pa3liena «OKCHI-
HBIA CIIOM — MarHWEBBIA CIUIaB» 00JamaeT BBIpaKEHHOU
ME30IIOPUCTON CTPYKTYpOH M HECIUIOIIHOCTSIMH, a TaKkKe
UMeeT paspbiBbl B oOnacTsx Beixoga LPSO-dasel Ha mno-
BepxHOCTH (puc. 1 b).

Beenenue B anexrponutr HY ZrO, npuBonut k Gpopmu-
POBaHMIO OKCHAHBIX CJIOEB ¢ OoJiee OXHOPOAHON CTPYKTY-
poOii, MX HOPHCTOCTh B MONEPEYHOM CEUYEHUH CHIDKAeTCA
¢ ~9 1o ~5,5-7 %, cokparmaercst MPOTHKSHHOCTh M KOJIMIECT-
BO ITyCTOT Y IOp BOJM3U 0aphepHOro CJI0S U Y MECT BBIXO/1a
LPSO-¢a3sr x rpanume pasmena ¢ MarHHEBOH ITOUIOXKKOM
(puc. 1 c—f). ITpu aTom Han LPSO-da3oii nosisisiercs: mogodue
OKalMJICHHSI C M3MEHHBIIMMCS (ha30BBIM KOHTPACTOM, YTO
CBUJICTENICTBYET 00 OKHCIICHHU 3TOH (ha3bl 1Mo NepuMeTpy
u (GopMUpOBaHUHN OaphepHOTO CIIOS B MECTaX €€ BBIXOIA
Ha rPaHuUIly pa3ziena «OKCUIHBIA CIION — MarHUEBBIN CIUIaB».

Ha cHuMkax CTpyKTypbl OKCHUAHBIX cioeB Z1-Z4 Ha-
OJIFOIAIOTCS. MHOYKECTBEHHBIC CBETJIBIE TOYKH U TJIOOYIIBI
pa3MepaMu OT ZOJH MUKpOHA 110 5—10 MKM ¢ pe3kum Pa3o-
BBIM KOHTpacToM (puc. 1 c—f), 4TO CBUIETENBCTBYET O MpH-
CYTCTBHH B HUX TSDKEJBIX 3JIEMEHTOB M, YIUTHIBas (hakTop
9KCIEpUMEHTA, MO3BOJISIET YTBEpPXKIaTh, YTO 3TO BHEIPUB-
muecst HY ZrO, wnu nponykTel UX peakuuid ¢ IpyruMu
KOMIIOHEHTaMH cucTeMbl. Ha ycrenrHoe BKIIIOYEHHE Belle-
CTBa HAHOYACTHII B CJIOH YKa3bIBaeT MOBBILIICHUE JOIMH ZT —
¢ ~6,9 % y 06a3zoBoro obpasia 10 ~9,3 mac. % y obpasiia,
MOJy4eHHOTO TIpu fo00aBieHuu 4 /1 ZrO, B 3JIEKTPOIHT
(marnpie EDX-anamu3a, Tabmmma 2). Hupkonuii 3aMemniaer
B cioe npeumyniectBeHHO F u Na, a cojep:kaHue Apyrux
3JIEMEHTOB NPAKTUYECKH HEe N3MeHseTcs (Tabmuma 2).

Ho6asnenne HY ZrO, mpakTU4eckd HE TMOBIHUIO HA
s¢p¢pextuBHOCTE [ID0 — mpHUpPOCT cpemHed TONIIHHBI OK-
CHIIHOTO cJ0si ¢ ~22 10 ~26 MKM HabOJIIOAAeTCs] TOJBKO
B ClTyyae HU3KOW KOHLECHTPAIMH JUCIEPCHON (a3bl B 11ek-
Tponute (oOpasenr Z1), B TO BpeMsi KaK CpelHss TONIMHA
OKCHIHBIX CII0€B Z2—Z4 HaXOOWTCS Ha ypOBHE 0a30BOTO
ciost 1 coctaBisieT ~20—22 MkM (puc. 1).

CMmayuBaeMoOCTh H AHTUKOPPO3UOHHBIC cBOMCTBA
OKCH/JHBIX CJIOECB

JobaBneHue B 3JIEKTPOIUT HaHOYACTUI] ZrO, U3MEHSIET
KOHTAaKTHBIE CBOMCTBa MOBEPXHOCTH (OPMUPYEMBIX OK-
CHJHBIX CJIOEB — KPaeBOM yroJ CMauMBaHUs MIOBEPXHOCTH
® obpasnoB Z1-Z4 cocraBnser 95-115° mpotms ~91°
y 0a30BOr0 OKCHIHOTO CIIOS, T. €. OH yBeauueH Ha 5—20 %,
YTO CBHJETEIBCTBYET O MOBBILICHUH THAPOGOOHOCTH OKCH-
HBIX cioeB Z1-Z4 (puc. 2). Kpome Toro, ¢ TeueHHEeM BpeMEHI
(10 MuH) T3MEHEHHNE KPAacBOTO yIila CMauyuBaHUS 1A 00pas3-
noB Z1-7Z4 cymiectBeHHO MeHbIe (MeHee 20°), yem s Oa-
30BOTO OKCH/IHOTO CJIOS, YTO KOCBEHHO CBHJICTEIILCTBYET
0 MEHBIIEH OTKPBITOH ITOPHCTOCTH OKCHAHBIX CIIOEB, a TAKKE
o0 OoJ1ee pa3BUTOM MUKpOpEbede MOBEPXHOCTH.

Ha puc. 3 mpencraBieHbl NOJISPU3ALMOHHBIE KPHUBBIC
HCCIIeTyeMbIX 00pa3IoB B Jorapu(pMUUECKOi mIkaje MmioT-
HOCTH TOKa. Mcxomnblit cmaB Mgo;Y,Zn; (6€3 OKCHIHOTO
CJIOSI) UMEET OTHOCHTENHHO HHU3KYI0 KOPPO3HOHHYIO CTOM-
KOCTb (lxopp™3 MKA/CMZ, R.~8 KOM'CMZ) MU CKJIOHEH K IHT-
THHT'OBOH KOPPO3MH B XJIOPHICOAEPXKAINX cpenax (puc. 3,
tabmuna 3). [I150 MC B 6a30BOM 3JIEKTPOJINTE CHUKACT
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Z3

50 MKm

50 MKm
f

Puc. 1. Muxpocmpyxmypa (nonepeunvie ceuerus, COM) 6a306020 (B) okcuono2o cnos (nanopamuwiil CHUMOK (@)
u demanusayus 6apveproti 30nut (b)) u oxcuoHwIX CloEs,
nouyuenHvlx npu dobagienuu ¢ anekmponum nanovacmuy ZrO, (Z1-Z4): 1 2/n (c), 2 2/n (d), 3 2/x (e), 4 2/1 (f)
Fig. 1. Microstructures (cross sections, SEM) of the base (B) oxide layer (panoramic view (a)
and detailing of the barrier zone (b)) and the oxide layers
produced when adding ZrO, nanoparticles to the electrolyte (Z1-Z4): 1 g/l (¢), 2 g/l (d), 3 g/l (e), 4 g/l (f)

Tabnuua 2. Xumuueckuil (3nemenmmblil) cocmag okcuoHnwix cnoes (EDX, mac. %)
Table 2. Chemical (elemental) composition of oxide layers (EDX, wt. %)

Oo0pa3sen Mg (0] Al F Na P Y Zr
B 31,9422 29,9+0,4 15,2+1,3 7,3+0,7 2,3+1,1 2,1+0,4 3,6+1,4 6,9+0,8
Z1 32,6+1,0 29,7+0,6 16,3£1,0 6,5+1,2 1,3£0,7 2,440,5 3,3+1,0 7,4+0,6
Z2 31,8+1,9 29,7+0,9 15,6+0,9 6,6+0,8 1,9+0,7 2,1+0,4 3,6+1,9 8,0+0,5
VA 30,1+1,6 30,8+0,3 15,7+1,0 5,5+0,8 1,4+0,8 2,4+0,3 4,5+1,6 9,1+0,8
74 32,1+1,5 29,7+0,5 15,7£1,0 6,4+0,7 2,0+0,3 2,1+0,3 2,7+0,3 9,3+0,6

Ipumeuanue. B kauecmese nozpewiHocmu npusedero +3o.
Note. £30 is given as an error.

CKOPOCTb KOPpO3MH CIlIaBa Oojiee 4eM Ha 2 TOpsaKa —
10 Iopp~26 HA/cM” 1 R,~1,6 MOM-cM?.

Jobaeka Hanouactun ZrO, B KOHIEHTpauud 1-2 /i
HPHUBOJUT K CHIKEHHUIO CPEIHUX 3HAYEHMH Iyop, B ~1,5—
2pasa (mo 14-17 uA/em?®) u pocry R, ¢ =1,6 MOm-cm?
y 6azoBoro cos 1o ~2,6 u 2,3 MOwm-cm* y 06pastoB Z1 u Z2
COOTBETCTBEHHO, a TaKXe CHIKEHHIO d((HEKTHBHON CKBO3-
HOM TOPUCTOCTH P,y 10 0,009 1 0,013 % y a1nX 06pasnos
npotuB 0,019 % y 6a3oBoro okcumHoro cios (tabnuma 3).
Opnnako npu OONbIIEM 3HAYCHUH TOJSIPH3YIOLIErO Hampsi-
xenust (+1 B) nansbi addekr HUBenupyercs, U aHOAHBIC

IUIOTHOCTH TOKa Kak 0a30Boro o0pasma, Tak W 00pa3ioB
Z1—74 npakTUYeCKu JOCTUTAIOT 3HAYEHUH MIOTHOCTU TOKa
crutaBa 6e3 okcugHOTO ciiost (puc. 3, Tabmuna 3). YBenuue-
Hue koHueutparuun HY ZrO, B snekrposiure 10 3—4 r/n
yXy[IIaeT aHTUKOPPO3HOHHBIE CBOMCTBA CJIOEB J0 yPOBHS
6a30B0r0 €104 B ¢ HEKOTOPBIM CHIKEHHEM P,g € =0,19 10
0,14-0,17 % (Tabmuma 3).

Kpussie HaiikBucta (puc. 4 a) u boxe (puc. 4 b), mo-
3BOJISFOIIUE OIPEICIUTh JJICKTPUYCCKHE MapaMeTphl Tpa-
HUIIA pa3jielia «CIUIaB — JIEKTPOJIMTY, MMOKA3bIBAKOT, 9YTO HA
HEOKCUJMPOBAaHHOM cruiaBe Mgy;Y,Zn; mnocie 60 MuH
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Puc. 2. Cmauusaemocmv OKCUOHBIX C110€8, CHOPMUPOBAHHBIX 8 6a3060M diekmponume (B)
u ¢ 0oobaexamu H4 ZrO, om 1 00 4 2o/n (Z1, 22, Z3, Z4). Konmaxmnuas cpeda — 3,5 mac. % NaCl
Fig. 2. Wettability of the surface of oxide layers formed in the base electrolyte (B)
and with additions of ZrO, NPs from 1 to 4 g/l (Z1, Z2, Z3, Z4). Contact medium is 3.5 wt. % NaCl
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Puc. 3. [onspuzayuonnvle kpusvle 06pazyos uz cnaasa Mgy;Y>Zn; 6 ucxooHom cocmosHuu
U € OKCUOHBIMU CTLOAMU, CPHOPMUPOBAHHBIMU 8 baz060M dnekmponume (B) u ¢ dobasexamu HY ZrO, om 1 0o 4 o/n (Z1, 22, 73, Z4)
Fig. 3. Polarization curves of samples from the Mgy,;Y,Zn; alloy in the initial state
and with oxide layers formed in the base electrolyte (B) and with additions of ZrO, NPs from 1 to 4 g/l (Z1, Z2, Z3, Z4)

BBIJICP)KKH B KOPPO3UOHHOH cpefie popMupyeTcs 3amurHast
MACCUBHUPYIOIIAs TUICHKA, HAWJIydllee ONHCAHUE KOTOPOM
JIOCTHTAeTCs B Cllydae NMPUMEHEHHs IPOCTOH 3KBHBAJICHT-
HON cxembl ¢ ofHoii R—C nemnoukoit (puc. 4 c), Moxenu-
pyIoIeil eMKOCTh JABOMHOTO 3JIEKTPUYECKOTO CJIOSl U CO-
NIPOTHBJICHHE TIEpEHOCa 3apsijia yepe3 rpaHmIly paszieda.
Cnextpbl 00pa3loB ¢ OKCHUIHBIMH CIIOSIMH MMEIOT /1B
9KCTpeMyMa Ha rpaguxe ¢aszoBoro yria (puc. 4 b), mosro-
My IS uX 00pabOTKHM HCIIONB30BaNach JBYXKOHTYpHas

cXeMma, KOTOPOH COOTBETCTBYIOT JIB€ BPEMEHHbBIC KOHCTAH-
THI (puc. 4 d). ITepssrit meperud B 007aCTH BBICOKHX 9aCTOT
00YCIJIOBJIEH HaJMYMEM BHEIIHETO IOPUCTOrO CIOSt Ry,
a BTOpOH (B 00JIaCTH CpPEJHHMX W HHU3KHX YaCTOT) XapakTe-
pHU3YeT BHYTPEHHIOIO OapbepHYIO Rg 30HY.

190 no3BonuiaO CyHEeCTBEHHO MOBBICUTh KOPPO3UOH-
HYI0 CTOMKOCTb cmaBa Mgy;Y,Zn; — CONpOTHUBICHHE TIe-
peHocy 3apsina OapbepHOH 30HBI R; 0a30BOro OKCHIHOTO
ciost coctaBmno ~1,3 MOwm-cm® mpotus  ~0,9 kOm-cm’
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Taonuya 3. Pe3ynomamol nospu3ayuoniblx ucnsimanuti cniaga Mgq;Y,Zn; 0o u nocie 1150 6 6azosom snekmponume

u ¢ oobaskamu H4 ZrO; (3,5 mac. % NaCl)

Table 3. The results of polarization tests of the Mgq,Y,Zn; alloy before and after PEQ in the base electrolyte
and with additions of ZrO, NPs (3.5 wt. % NaCl)

Obpasen E,.B iopns HA/CM? Eopns B R,, MOMm-cm? Py, %
Cnias —1,584+0,028 46003641 —1,470+0,028 0,008+0,004 -
B ~1,528+0,020 25,7+11,5 ~1,540+0,019 1,56+0,80 0,19+0,04
z1 —1,537+0,027 13,7+1,7 -1,558+0,018 2,58+0,50 0,09+0,01
72 -1,527+0,027 17,342,1 ~1,541+0,036 2,28+0,73 0,13+0,02
Z3 -1,557+0,012 22,0+0,6 -1,556+0,034 1,68+0,61 0,14+0,02
Z4 -1,566+0,022 25,8+9,9 -1,580+0,014 1,67+0,50 0,17+0,03

Ilpumeuanue. E,, — nomenyuan pazomMkHymou yeni, iyyp, — NI0MHOCmb moka kopposuu, Ey,p,, — nomenyuan kopposuu,
R, — nonapusayuonnoe conpomuenenue; P,yy — 3¢phexmusnasn ck603nas nopucmocniv.
Note. E,, is open circuit potential; iy, is corrosion current density; E,,, is corrosion potential; R, is polarization resistance;
P,y is effective interconnected porosity.
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Puc. 4. Kpuswie Hatiksucma (a) u booe (b) obpasyos uz cnnasa Mgo;Y>Zn; 6e3 nokpuimust (6cmaska)

U ¢ OKCUOHBIMU CLOAMU, CPHOPMUPOBANHBIMU 8 6a3060M nekmporume (B) u c oobaskamu HY ZrO, om 1 0o 4 2/n (Z1, Z2, Z3, Z4).
DKeuseaneHmmvie d1eKmpuieckie Cxembl, UCHOb3YEMble 0I5l ONUCAHUS CHEKMPOE8 UMNEOaHCd 00pasyoe u3 cniasa 6e3 nokpuimus (c)
u ¢ okcuOHwviMu crosmu (d)
Fig. 4. Nyquist (a) and Bode (b) plots of Mgq,;Y,Zn; alloy samples without coating (insert) and with oxide layers
formed in the base electrolyte (B) and with additions of ZrO, NPs from 1 to 4 g/l (Z1, Z2, Z3, Z4). Equivalent electrical circuits
used to describe the impedance spectra of uncoated alloy (c¢) and samples of alloy with oxide layers (d)
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Yy €CTEeCTBEHHOW MMaCCHUBHOW IUICHKH Ha CIUIaBe, T. €. OoJiee
yeM Ha 3 mopsnka (puc. 4, tabmuma 4). Jlo6asnenne HYU
ZrO, BBEIEHHBIX B MIEKTPOIUT B KOHIEHTpanuax 1-2 r/m,
yBeIHImWIO R; OKCHIHBIX cioeB 10 ~1,8 u 1,6 MOwm-cm?
COOTBETCTBEHHO, T. €. HAa ~30 m ~15 % mo cpaBHEHHIO
¢ 0a30BBIM OKCHIHBIM ciioeM. OIHAKO HaJbHEHIIEE I10-
BEIIICHUE KOHIEHTpalmu ZrO, B 3JEKTPOIUTE (OCOOCHHO
4 T/7) MPUBENO K CHIKCHHIO 3AIMTHBIX CBOWCTB OKCHJI-
HBIX CJIOEB JI0 YPOBHsI 0a30BOro OKCHIHOTO cios (puc. 4,
Tabnuna 4).

OCHOBHBIE HCCIIEIyEeMBIE XapaKTePUCTUKH OKCHIHBIX
CIIOEB, ONpPEENAIOIINe UX CBOWCTBA, OBUIM IOJCJICHBI Ha
nee Tpymmbl (tabmuua S5). IlepBas rpynma (tommuba 7,
CTpYKTypHasi (BH3yaJbHas) HOPHCTOCTE P W CMadymnBae-
MOCTh TIOBEPXHOCTH ®) OTHOCHUTCA K XapaKTepUCTHKaM
BHEIIHEeH (ITOpHUCTOi) 30HKI ciosg. Bropas rpynma (Tommu-
Ha OapwepHoil 30HBI Tj, 3(ddexTHBHAsS CKBO3Has MOpHC-
TOCTb P,y U yZA€NbHAs MPOBOAUMOCT Gg) XapaKTEPHU3yeT
IJIaBHBIM 00pa3oM MapaMeTpsl BHYTpEHHEH OapbhepHOii
30HBI OKCHJIHOTO CJIOSl Ha IpaHMIE pas3jiena CO CIUIaBOM.

Tabnuua 4. Pesynomamur oopabomru oannvix IUC cnnasea Mgo;Y>Zn; 0o u nocne 1120 6 6azo06om snekmponume

u ¢ oobaskamu Hanouacmuy Zr0, (3,5 mac. % NaCl)

Table 4. The results of processing EIS data of the Mgq,Y,Zn; alloy before and after PEO in the base electrolyte

and with additions of ZrO, nanoparticles (3.5 wt. % NaCl)

CPE,, CPE;
Obpasen KORN::ZMZ Ouus MOI;?CMZ Os»
Om Hem2-c" Mon Om em2-c s
Cmiap - - - (1£0,3)-107° (1,6£0,1)-107° 0,94+0,01
B 10,5+0,6 (3,0£0,3)-1077 0,79+0,01 1,27+0,30 (1,5£0,2)-1077 0,91+0,03
Z1 13,7423 (2,8+0,3)-10”7 0,79+0,01 2,14+1,04 (1,6£0,2)-1077 0,88+0,01
72 11,6+4,9 (3,0+£0,2)-1077 0,79+0,01 1,74+0,96 (1,7£0,5)-1077 0,88+0,03
Z3 11,0£2,7 (3,1£0,3)-1077 0,78+0,01 1,53+0,50 (2,8£0,7)-1077 0,86+0,04
Z4 13,5+2,7 (2,9+0,1)-1077 0,79+0,01 1,01+0,24 (2,240,5)-1077 0,84+0,03

Ilpumeuanue. R,, u R; — conpomuénenue enewinen u 6apbeprou 301 OKCUOHO20 CNOS,
en o
CPE,, u CPE;— snemenmvl nocmosiHHouU (hazvl, Xapaxmepusyroujue eMKoCcmy 6HewHell (nopucmoti) u enympernnetl (bapvephoti) 30

C yuemom cmenenu ux cemepoceHHocmu.

0 — yacmomHuo-He3a8uUCUMbLIL NApamemp, 0 — SKCNOHEHYUATbHbII pakmop (n<I).
Note. R, and R; are the resistances of the outer and barrier zones of the oxide layer;
CPE,, and CPE; are elements of the constant phase characterizing the capacitance of the outer (porous) and inner (barrier) zones,

taking into account the degree of their heterogeneity;

Q is a frequency-independent parameter); n is an exponential factor (n<lI).

Tabnuya 5. Xapaxmepucmuxu 301 OKCUOHBIX Cl10O€8
Table 5. Characteristics of zones of oxide layers

Buewnuii cioi BapbepHublii cioii
Oopa3sen
T, MkM P, % 0,° Ts, aM Poypys Yo 65, NCM/cM
B 21,9+2,5 8,8+0,5 91,2+1,3 215+78 0,19+0,04 12,3+1,6
Z1 25,843,1 7,7£0,1 107,5+£2,6 307197 0,09+0,01 18,7£2,6
Z2 19,1442 5,4+0,2 96,6+1,9 274462 0,13+0,02 20,3+7,2
Z3 21,7+3,3 6,7+0,1 110,442,1 250+111 0,14+0,02 23,2452
Z4 22,1+4,3 5,6+0,9 111,942.8 382496 0,17+0,03 33,8+8,4

Ipumeuanue. T — monwuna oxcuonozo cios; P— cmpykmypuas nopucmocms, @ — Kpaegoii y2oi cMayusaemocmu nogepxHoCmu,
T; — monwuna 6apvepnoii 30nvi, P,y — d¢ppexmusnasn ckeosnas nopucmocms, 6; — y0enbHas nPoeooOUMOCHb OAPbEPHO20 COSL.

Note. T is oxide layer thickness, P is structural porosity; © is contact angle of surface wettability; Tj; is barrier zone thickness;
P,y is effective interconnected porosity; 65 is barrier layer conductivity.
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OBCYXIEHHUE PE3YJbTATOB

Pe3ynbTaThl HcCIeIOBAaHNST XUMHYECKOTO (3JIEMEHTHOTO)
cocraBa mokasanu BrmodyeHne HU ZrO, B dhopmupyeMsbrit
OKCHUJIHBIH CIJIOH, IPUYEM IPU MOBBIIICHHUH KOHLIEHTPALUH
ICTIEPCHOW 100aBKH B 3ieKkTpoiute Ha 1 1/1 mons Zr
B cioe Bo3pacraer Ha ~0,5-1 mac. %. MoxHo mnpeamnosno-
KHTh, 9TO BHeApeHHe JacTul] ZrO, MPONCXOANT KaK B HC-
XOJHOM (HaHOPa3MEpPHOM), TaK U arJoOMEpHPOBAaHHOM BH-
Je. YacTuubl BBIIBICHBI NPEUMYIIECTBEHHO B BEPXHHX
30Hax cioeB (30—50 % TONIMHBI TOKPHITHSA) U UMEIOT YeT-
KO BBIPDAXEHHYIO KOHTPAaCTHYIO TPaHUIy C MaTepHalioM
OKCHHOTO CJIOS, YTO CBUAETEIBCTBYET 00 MX BKIIIOYECHHUH
B pe3yJbTaTe 3axBaTa BBIJIECKOM DPAacIlJIaBJICHHOTO Me-
Tajuta ¢ Tmoclenyromen ¢ukcamueit B cmoe. OTcyTcTBHE
MEPEeXOHBIX IIBETOBBIX 30H B (ha30BOM KOHTpacTe,
a TakKe pa3HOPOAHOCTH (a30BOr0 KOHTpPAcTa B 30HAX
BKIItOYeHHst yacTul ZrO, B cJ0€ U CaMHUX CBETJIBIX yda-
CTKaX KOCBEHHO CBHUIETENBCTBYeT O BKmodeHun HY
ZrO, UIMEHHO B BUJ€ YacCTHUI] 03 yd4acTusi B XMMUYECKUX
peaknusax U obpazoBanus Zr-conepxkamux ¢as. [Ipucyr-
CTBHE IUPKOHHUS B 0a30BOM ciioe (Tabauia 2), a Takke
XapaKTepHBIX KOHTPACTHBIX (CBETIBIX) 30H HA CHUMKax
nomepeyHoil CTPYKTypsl (puc. 1 a) CBUIETEIBCTBYET
00 3¢ dexTe Hacien0BaHNUSA OKCHAHBIM CIOEM CTPYKTY-
pPBl ¥ XMMHYECKOH HEOJHOPOAHOCTH 00padaThiBaeMOTO
CIIaBa, 9To paHee ObUIO BBIABICHO mpu [1D0 amromu-
HUEBO-KPEMHHEBBIX CIUIaBOB [21].

O Bxmouennn HY ZrO, B armoMepupoBaHHOM MHUKpPO-
¥ HAaHOPa3MEPHOM BHJE B OKCHIHBIA CIOH M, B YaCTHOCTH,
B €r0 MOBEPXHOCTh TAKKE CBHUACTEIHCTBYIOT JAHHBIC O CMa-
YMBAa€MOCTH OKCHIHBIX cioeB (puc.2). M3BecTHO, YTO
C YMEHbBIIEHHEM paanyca MOPQOJIOTHUECKOTO 3JIEMEHTa
IMMOBEPXHOCTH, BXOI[HH.[Cﬁ B KOHTAaKT C KUAKOCTBHIO, PE3KO
BO3pacTaeT HeoOXOIMMOe BHEIIHEE JaBjieHHe 1 obecrie-
YCHUSI CMAauyUBACMOCTH MOBepxHOCTH (hopmyra Jlammaca)
[22]. A mpu NOCTOSITHHOM BHEILIHEM JaBJICHHMM KOHTAKTHas
KHUJKOCTh HE MOXKET OOOTHYTh M CMOYHUThH OOBEKTHI C HEKO-
TOPBIM KPUTHYECKHM R W3-3a MOBEPXHOCTHOTO HATSKCHUS
B KMIKOCTH. /3MeHeHne KOHTaKTHOT'O yIyla CMa4yMBaHMS
(puc. 2, Tabnmuna 5) MO3BOJSIET MPEATION0XKNTD, YTO HAPSIILY
¢ u3MeHeHHueM 3((EeKTUBHONH CKBO3HOH MOPHCTOCTH OK-
CHUJIHBIX CJIOEB HMMEET MECTO YBEIMYEHHE pPa3BUTOCTH
MHUKpopesbeda MOBEPXHOCTH 3a CUET BHEJAPEHHs B Hee
yactull ZrO,, 4YTO C€O3/1aéT MHOTOYUCIEHHBIE MUKPO-
U HaHOOOBEKTHI, KOTOPbIE HE MOTYT OBITh CMOYEHBI KOH-
TaKTHOM JXUJIKOCTBIO IIPU aTMOC(EpPHOM BHEIIHEM JaBiie-
Hun. Kax criencTtsue, B pe3yinbTaTeé MHKPOCKOIMHYECKHX
3¢ (HeKToB HAOIIOJAIOTCS MAKPOCKOMHMYSCKUE U3MEHEHUS
KOHTAaKTHBIX YIJIOB CMauuMBaHWS B YacTH ITOBBILICHUS
ruIpoPOOHOCTH OKCHIHBIX CIOeB. B cBs3u ¢ addexkramu
HaKOIUIEHUS 3apsja Ha MOBEPXHOCTH OKCHIHOTO CIIOS
M, KaK CJIEJICTBHE, BO3HHKHOBEHHEM IIOJIIPU3ALIMOHHBIX
apreakToB Ha MHKpPOCKOIIMYECKHX YydacTKax oOpasia,
HaM HE€ YJaJloCh pa3pelluTb W BU3YAIM3UPOBATH BHE-
JIPUBIIHECS B CIOHM OTJEIbHbIE HAHOYACTHUIBI Z1r0Q, MeTO-
noM COM, modToMy 3TO CTaHEeT MPEIMETOM JaTbHEHIINX
UCCIIEIOBAHNN C NPUMEHEHHEM METO/ia aTOMHO-CHJIOBOM
MHUKPOCKOIIMU M ONTHYECKOH MpodUIOMeTpru Ha OCHOBE
uHTepdepoMeTpun OeJIoro cBeTa.

O Bmustanu HY ZrO, Ha CTpPYyKTypy OKCHIHOTO CIOS
U, TJIaBHOE, CTPYKTYPY U Ka4ecTBO €ro 6apbepHOH 30HBI TaK-

XKe CBUACTENLCTBYIOT AanHble DM C-m3mepennii. U3BecTHO,
4TO OKCHIHBIC ciow, Gopmupyembie [190, UMEOT OBYX-
W/WIM TPEX30HHYIO CTPYKTYpY [17; 23]. BHemHsAs (pbixias)
30Ha CIJIOSI SIBIIICTCS TIEPBHUYHBIM OapbepoM, OTpaHHIH-
BAaIOIIMM KOHTaKT KOPPO3MOHHOH Cpelsl ¢ MOBEPXHOCTHIO
crutaBa. OCHOBHBIMH TIOKa3aTEISIMA BBICOKHX aHTHKOPPO-
3MOHHBIX CBONCTB BHCINHECH 30HBI, KaK MPABUJIIO, SBJISIOT-
Csl HU3Kasl MOPHUCTOCTh, a TAKXKE TUAPOGOOHOCTH MOBEPX-
HOCTH, TPEMATCTBYIOIIAs MPOHUKHOBEHHUIO arpecCHUBHOM
Cpenbl B MOPHI U KaHAJIBI MHUKPOIYTOBBIX pa3psaaoB. Cum-
TaeTCs, YTO OCHOBHOU BKJIAJl B AHTHKOPPO3HOHHBIC CBO¥i-
CTBa OKCHUJHBIX CIIOCB BHOCUT HIMCHHO BHYTpEHH:A (0apb-
epHas) 30Ha Ha TpaHHIe pasaena co cmiaBoMm [24]. Uz-
BECTHO, YTO TOJIIHWHA OaphepHOH 30HBI OKCHAHOTO CIIOS
M0 CHUMKaM MHUKPOCTPYKTYpsl (COM) cocTaBiser oT He-
CKOJIBKUX JCCSTKOB HM JI0 HECKOJIBKHX MKM B 3aBUCHMO-
CTH OT pexknMma anommpoBaHus mwin [190 [10], omrako
YETKO M3MEPHUTh €€ M3-3a Pa3pemieHuss MUKPOCKoma U 3¢-
(hekToB mosApu3anuK (HSIPOBOASIIIUI CIIOi) JOCTATOYHO
cnoxHo [23].

HccnenoBanue moxa3aio, YTO KOPPEIAIUU MEXIy Ia-
paMeTpaMu BHEIIHEH 30HBI OKCHAHBIX clloeB B u Z1-Z4
C MX aHTHKOPPO3UOHHBIMH CBOMCTBAMH HE HaOJIOJaeTCs:
Bkmouenne HY ZrO, B OKCHIHBIE CJIOM CHIXKAET HX
CTPYKTYpHYIO OPUCTOCTh, HO HE BIHICT HA TOBHIIICHUE
WX 3aIIUTHBIX CBOMCTB (puc. 5 a). ILTOTHOCTH TOKa KOppo-
3un obOpasna Z4, o0amaromero HaWMEHBIIEH MOPUCTO-
cteio (P=5,6 %), BhIIIE, YeM y 0a30BOrO cIos, T. €. Ha-
OmonaeTcs gake oOpaTHas TEHACHIWA. Biusaue cTerneHn
ruapooOHOCTH Ha aHTUKOPPO3UOHHBIE CBOWCTBA OKCH -
HBIX CJIOEB BBISBICHO TOJIBKO Ul CIy4aeB HHU3KOI KOH-
nenTpanuu go6asku HY ZrO, B snekrponut (1-2 r/m).
JanpHeliliee MOBBILIEHWE KOHUEHTPAUM HAHOYACTHILI,
HECMOTps Ha IMOBBINICHHWE KPAaeBOTO yria CMauydWBaHUS,
MPUBOIUT K MOBBINICHUI CKOPOCTH KOPPO3UH CILJIaBa
(puc. 5 b).

HecMmoTpss Ha pocT TONIMIMHBI BHYTpeHHEH 30HBI Tj
(Tabmuma 5) mon BiMstHHEM N00aBKU B 3nekTponur HY
ZrO,, yBenM4YCHUE KOHIICHTPALWH ZI' B CJIO€ TIPHBOIUT K T10-
BEIICHUIO Y(PGEKTUBHON CKBO3HOHM MOPUCTOCTH W YBEIH-
YeHHIO YAEThHON mpoBoauMocTH (Tabdnwma 5). BepostHo,
TBEP/IbIC KECTKHE HaHOYACTHUIBI ZrQ, YCKOPSIOTCS B apo-
ra3oBoii (hase, MpeaIIeCTBYONMIECH MPOOOI MUKPOIYTOBOTO
paspsia, Mo AeHCTBHEM AIEKTPUIECKOTO OIS MPOOUBAIOT
OKCHJHBIN cJION 10 GaphepHON 30HBI M BHEAPSIOTCA B HEe,
TeM CaMbIM HM3MEHSsl ee MPOoBOAUMOCTh (Tabmuna 5). Ilo-
BUANMOMY, B pe3yJbTaTe HEYNPYTOTr0 COyIApEeHUs HaHOYA-
CTHII CO CJIOEM B 0aphepHOM CIIO€ 00pa3yroTcs HaHOpa3-
MEpHbIE KaHaJlbl U HAHOTPELIMHBI [25], KOTOphIE YMEHb-
mrarT APPEKTUBHYIO TOJIIUHY 0aphepHOIO CIIOS M B CITy-
yae KOHTAKTa C KOPPO3HOHHOW CpeIOod YMEHBIIAIOT €ro
3JEKTPUUYECKOE COMIPOTHBIICHHE.

C pocTOM NMPOBOAMMOCTH OaphepHOH 30HBI OTMEdYa-
eTCAd pPEe3KOe CHIKEHHWE AaHTHUKOPPO3HOHHBIX CBOWCTB:
BBISIBIICHO MPAKTHYECKH JINHEHHOE CHUKCHHE COMPOTHB-
JeHus 0apbEPHOIO CIIOsA ¢ POCTOM P,y (pHC. 6 a), a Tak-
e PpEe3Koe IOBBIIIEHHE CKOPOCTH KOPPO3WHU CIIJIaBa
(ixopp) (puc. 6 b). Takum 00pa3oM, AHMINEKTPUHECKHE
CBOWCTBAa W CIUIOIIHOCTH OapbhepHOTO CJIOS OKAa3hIBAIOT
OmpeIeNoNee BIMsIHIEC Ha aHTHKOPPO3UOHHBIC CBOMCT-
Ba OKCHJIHBIX CIIOCB.
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Fig. 5. Relationship between the corrosion current density of oxide layers and their structural porosity (a)
and the contact angle of surface wettability (b)
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Fig. 6. Resistance of the barrier zone of oxide layers depending on their effective interconnected porosity (a)
and the relationship between the corrosion current density of layers Z1-Z4 and the barrier zone specific conductivity (b)

OCHOBHBIE PE3YJIbTATbBI

1. ob6aBka wanouyacturl ZrO, B anekrponut mnpu [150
Mg LPSO-crutaBa Mgy;Y,Zn;, B KoHUeHTpamwuu |-2 /i
CHIKAaeT MOPHUCTOCTh (POPMHUPYEMBIX OKCHIHBIX CJIOEB
U cnocoOcTBYIOT okucieHnto LPSO-dasbl, Berxoasmei Ha
TpaHUIly pa3jiena «MarHueBbIN CIUIAB — OKCHUIHBIA CION»,
a Takke (OPMHUPOBAHMIO CIIONTHOTO M IUIOTHOTO Oapbep-
HOTO CIIOSI.

2. Jlo6aBka Hanowactull ZrO, B 3JIEKTPOIUT B KOHIICH-
Tpauuu | I/M TOBBIIIAET TONIIMHY OKCHIHOTO CJIOS
Ha ~20 % u B ~2 pa3a yBEIHMYMBACT AHTUKOPPO3HOHHBIE
CBOMCTBA OKCHHOTO CJIOS TIO CPABHEHUIO C 6a30BBIM BapH-
anToM. [Ipu noseimennu xonuentpauuu HY ZrO, B anek-
Tposute 10 3—4 I/l TONIIMHA W 3allUTHBIE CBOMCTBA OK-
CHUJTHBIX CJIOEB BO3BpAIAIOTCs Ha 0a30BBIil yPOBEHb.

3. BrIsiBJIEHO, YTO OCHOBHBIMU NapaMeTpamH, BIIUSIO-
OIMMA Ha aHTUKOPPO3HOHHBIE CBOUCTBA (HOPMHPYEMBIX
OKCHIHBIX CIIOEB, SBIAIOTCA HX 3((EeKTUBHAs CKBO3HAs
MMOPUCTOCTh W YAETbHAs MPOBOAUMOCTh OApHEPHOU 30HBI
P,p4 1 05, KOTOpBIE YBEITMYHMBAIOTCA C MOBBIIIEHHEM KOH-
ueHtpammu ZrO, B anmektpoimTe ¢ 1 10 4 r/1, 4to oTpuUIa-
TENHHO BIUSET HA AaHTUKOPPO3UOHHBIE CBOMCTBA OKCHTHBIX
CJIOE€B, CHIDKAsI UX KOMILJIEKCHOE COTIPOTHBIICHHE.

4. Ioka3zaHo, 4TO O] AEHCTBUEM HIIEKTPUIECKOTO IO
TBepAble HaHoyacTHibl ZrO, B pe3ynbTare HEYNpyroro
coylapeHusi mpoOHWBAIOT OKCHIHBIN CcJOW 10 OaphepHOi
30HBI ¥ BHEAPSIOTCS B HEE, YTO H3MEHSET €€ TOJIIMHY
YU TPOBOJMMOCTH 3a CUET OOpa30BaHUs KAaHAIOB MPOOOs
U HAHO- U MHUKPOTPELIMH M, KaK CIEJCTBUE, MPHUBOJIUT
K CHIDKEHUIO aHTUKOPPO3UOHHBIX CBOMCTB OKCHAHOTO CJIOSI.
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Abstract: Magnesium alloys with a strengthening long-period stacking ordered structure (LPSO-phase) offer outstand-
ing mechanical properties, but their low corrosion resistance necessitates additional surface protection. The work investi-
gates the influence of adding ZrO, nanoparticles at a concentration of 1-4 g/I to the electrolyte on the thickness, structure,
composition, wettability, and anticorrosion properties of oxide layers formed during plasma electrolytic oxidation (PEO)
of the Mgy,Y,Zn,; alloy with the LPSO-phase. It was found that during PEO, under the influence of an electric field, ZrO,
nanoparticles penetrate into the forming oxide layer and reduce its porosity. The study revealed a decrease in the quantity
and size of pores near the barrier layer in places where the alloy LPSO-phase comes out to the interface with the oxide
layer. Low concentrations of ZrO, nanoparticles (1-2 g/l) reduce the corrosion rate of the alloy up to two times compared
to the base case. The minimum corrosion current density i.,~14 nA/em® and the highest polarization resistance
R,~2.6 MQ-cm? are found in the sample formed in an electrolyte with the addition of 1 g/l of ZrO, nanoparticles. Calcula-
tion of the barrier zone parameters of oxide layers showed that an increase in the ZrO, concentration in the electrolyte
leads to an increase in the barrier layer thickness and in its specific conductivity, which negatively affects the corrosion
resistance of the formed oxide layers — the barrier zone resistance of the layer obtained by adding 4 g/l of ZrO,, drops
by ~20 % compared to the base case (up to ~1 MQ-cm®).

Keywords: magnesium alloy; Mgy;Y,Zn;; ZrO, nanoparticles; LPSO-phase; plasma electrolytic oxidation; nanoparti-
cles; zirconium oxide; surface contact (wetting) angle; corrosion resistance; barrier zone conductivity.
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Annomayun: CaMopactpoCTpaHSIONINACA BRICOKOTeMIiepaTypHblii cuaTe3 (CBC) sBIsieTCS OMHUM W3 IIEPCIIEKTHB-
HBIX CIIOCOOOB MOJYYSHHS MPOYHBIX U N3HOCOCTOMKHX KOMIO3UTOB. OcOoOBIN MHTEpEC MPEICTABIAET UCIIOIb30BAaHUE Me-
1 B Ka4eCTBE MATPHIbI U3-32 YHUKAIBHOTO COUYETAHUS 3JIEKTPO- U TEIUIONPOBOAHOCTH. MoHomuTHbIe CBC-KOMIIO3UTHI
cucrembl Cu-Ti—C-B u Cu-Ti—C B HacTosiiiee BpeMs Majio u3ydeHsl. CBesieHust 0 ()a30BOM COCTaBE TAKUX KOMIIO3UTOB
BeChMa MPOTHUBOPEUHMBEL, a JaHHBIC 10 MUKPOMEXaHHUECKUM CBOMCTBAM NPaKTHYECKH OTCYTCTBYIOT. B paboTe npeacras-
JICHBI PE3YJIbTAaThl CPABHUTEIBHOTO aHANM3a CTPYKTYPhl U MHUKPOMEXaHWYECKUX CBOMCTB Kommo3utoB cucrem Cu—Ti—C
n Cu-Ti—C-B. YcraHOBIEHO, 4TO MaTpuield 000MX KOMIO3UTOB SIBIISIETCS TIEPECHIIICHHBIH THTAHOM TBEpP/bIi pacTBOp Ha
OCHOBE Me/U, B KOTOPOM IPH OXJIAXKACHUH BBIACIAIOTCS HaHOpa3MepHbIe dacTHIbl HHTepMeTainmaa CuyTi. Ypounsro-
mmMu (azamu, obpasyromumics B pesynsrate CBC, sBusrorcs gactunsl TiC (kommo3ut Cu-Ti—C) u gactumsr TiC
u TiB, (kommozutr Cu-Ti—-C-B). B xommo3zutre Cu-Ti—C-B coxpaHWINCh MCXOTHBIC YaCTHIEI HEMPOpPEarnpoBaBIIETO
kapbuma 6opa B,C, MukpoTBepaocTs KoTOphIX coctaBmia 3680 HV 0,1. Hanbomee mmacTHIHON CTPYKTypHOH COCTaB-
nsromelt siseTca Mexanmdeckas cmech Cut+CuyTi B kommosute cucteMsl Cu—Ti—B, 3a cuetr KoTOpoil BO3MOXKHA TIOCIIe-
JyIoIias Iactuaeckas aedopmanns ¢ Hebio MOMydeHus feTaneit 3anaHaoi Gopmsl. [Ipu uccnenoBaHn MUKpPOMEXaHH-
YECKHMX CBOMCTB MaKCHMAJbHBIC MOKa3aTeau npodnoctu Hyr, HV, W,, R,, H;y/E* O0bun 3a)UKCUPOBAHBI B KOMIIO3UTE CHUC-
tembl Cu—Ti—C-B, 4To MO3BOJISET 0XKHUIATh BEICOKYIO H3HOCOCTOWKOCTD U3ICIHIA U3 HETO.

Knrouegwie cnoga: caMopactnpoCTpaHSAIOUINICSA BEICOKOTEMIIEPaTypHbIil cCHHTe3; MOHONIUTHEIe CBC-KOMIO3UTHI; M-
Hasi MaTpHLA; CTPYKTYpPHBIE COCTABJIAIOUINE; YIPOUYHSIONINE (a3bl; MHTEPMETAUIH/IBI; KapOua THTaHa; AUOOPU THTaHA;
MHUKPOMEXaHHUECKHE CBOMCTBA; TBEPAOCTD.

Bnazooapnocmu: ViccnenoBaHus BHITIONHEHB! 3a c4yeT rpanTta PH® Ne 22-29-00188 «Pa3paboTka Hay4HBIX U TEXHO-
JIOTHYECKUX OCHOB (hopmupoBanuss MOHOMUTHBIX CBC-komnosutoB cuctembl Cu—Ti—C—B ¢ 3amaHHBIME (QYHKITMOHAB-
HBIMH CBOMCTBaMm», https://rscf.ru/project/22-29-00188/.
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HBIM HPOAYKTOM — HNOPOMIKH, CIICYCHHBIC MACCHUBHBIC

BBEJIEHUE MaTepHuaibl MM NOKPBITHS [5—7].

Merto camMopacnpoCTpaHsIoIEerocs BICOKOTEMIIepa-
typroro cunte3a (CBC) xopomio 3apekoMeHI0Baa ceds
B 00JacTH CO3/1aHUSl HOBBIX INOPOIIKOBBIX MaTEpHaJIOB
[1-3]. B nacrosimee Bpemsi pabOTHI 10 HCCIIEIOBaHHIO
3TOro mpouecca Beayrcst B 47 ctpanax mupa. Ilpouecc
CBC ocHOBaH Ha HPOBEIECHUU 3K30TEPMUUYECKUX XUMH-
YECKUX PeaKIMii B3aUMOJEHCTBUS MCXOJHBIX PEareHTOB
B (opme ropeHus, rie UENEBBIM MPOJAYKTOM TOPEHUS
SIBIISIIOTCSl TBEP/blE XMMUYECKHE COCAMHEHHUs (KapOuIbl,
HUTPUBI, OOPHUIBI, OKCHIBI U T. I1.) ¥ MaTepHalibl Ha UX
ocHoBe [4]. OcHoBHBIMH peareHTamu B CBC-mpomeccax
SIBJIIIOTCS TOPOIIKHM METAJlJIOB M HEMETAJIOB, a KOHEY-

IIpeumymectBa Texnonorun CBC 3akimoyaroTcs B Cy-
IIIECTBEHHOM CHIKEHHH 3aTpaT 3JIEKTPOIHEPIHHU ISl Harpe-
Ba JI0 BBICOKHX TEMIIEpaTyp, TaKk Kak padOTaeT BBLIEISIEMOE
peakuuel TopeHus TeIo, a TAKKE UCTIOIb30BaHUH IIPOCTOTO
MajorabapuTHOTO OOOPYAOBaHUsS, peaau3amuyd  OOJBITHX
ckopocteit mporecca [8—10]. B HacTosimee Bpemsi co3gaHo
okoso 100 pasHoBuanoctel Texuosormn CBC, mo3Bostro-
X CUHTE3UpoBaTh cBhbimie 1000 BemecTB U MaTepuasoB,
HaHOCHTH MOKPBITHA, CBapuBaTh Aetanu. B Poccum pacmpo-
crpaHeHs! TexHojornn CBC mrecTd THIOB: peakTOpHasH I1o-
POIIKOBAs], CHEKaHWs, CHJIOBOTO KOMIIAKTHPOBAHMS, JIUTHS
U HAIUIaBKH, CBApKH, ra30TPaHCIOPTHBIX MOKpbITHH [3; &].
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Texnonorun CBC MMEOT MUPOKOe MPUMEHEHNE B Malllh-
HOCTpoeHHHU (aOpas3uBHBIC, JE3BUIHBIC M LITAMIIOBBIC HH-
CTPYMEHTBI, BBICOKOTEMIIEPATYPHBIE ¥ U3HOCOCTOHKHUE Jie-
Tald), METALUIYPruK (OTHEYNOpHI, HAIIaBKH, SJIEKTPOJIBI,
(heppocIuTaBbl, METAJUIOTIPOBOBI ), HEKTPOTEXHHUKE U IIEK-
TpoHHKE ((EpPHUTHL, CETHETOAIEKTPUKH, H3OJATOPHI, Ha-
rpeBaTeNIbHBIE JJIEMEHTHI, BBICOKOTEMIIEPATYPHBIE CBEPX-
MPOBOJIHUKH), XMMUYECKOH IPOMBIIIJIEHHOCTH (KaTaJiu3a-
TOpPBI), MEAUIMHE (SHIOMPOTE3bl U3 CIUIABOB C MaMSTBIO
dopmer) [9]. Tporecc CBC sBnsieTcss BeCbMa MEPCICKTHB-
HBIM | JUIsl TOJyYeHHs HAHOMAaTEepPHaIOB: HAHOPa3MEPHBIX
MOPOILKOB, BOJIOKOH U TJICHOK, a TaK)Ke HAaHOCTPYKTYPHBIX
KOMITaKTHBIX MaTepuanos [10].

CBC mpencrasinsieT co00# TOBOIBHO CIOKHBIHA (HHU3UKO-
XMMHUYECKHH MPOLECC, €ro MPOTEKAHUE 3aBUCUT OT MHOTHX
(hakTOpOB: TEIIIOBOTO 3(PPEKTa peakiiii, COCTaBa U CTPYK-
TYpbl MCXOIHOH CMECH IOPOIIKOB, pa3Mepa MX YacTHII,
IUIOTHOCTH, pa3Mepa M TeMIlepaTyphl 00pas3IoB, COCTaBa
W JIaBIICHUs] OKpY»Karoero rasa u ap. B ocHoe CBC nexat
9K30TEPMHUUECKHE PEAKIMU, IPUBOASAIINE K Pa30TrpeBy HC-
XOI[HOﬁ CMECH BIUJIOTH O TEMICpATYp ILJIaBJICHUSA METall-
JMYECKUX MOPOIIKOB, GOPMHUPYIOIINX MATPHUILy KOMIIO3UTA
[3; 4]. Iocne 3aBepuiennss CBC mpouCXOAUT OXJaxIeHUE
TMOJTy"€HHOTO KOMITIO3UTA, B PE3YJIbTaTe KOTOPOTO BO3MOX-
HBI (ha30BBIC TPEBPAIICHNS B METALINYCCKOH MAaTpHIIE, BO
MHOTOM ONpEEIAIOIINE CBOHCTBA KOMIIO3uTa. Jlo cHux mop
HCCIIeIOBaHNSI OBUIM TOCBSAIIEHHI B OCHOBHOM H3YUYECHHIO
TEOPHH TIPOLIECCOB TOPEHUS M CHHTE3a, IIOHUMAHHIO MeXa-
HU3MOB HX IIPOTEKAaHWs, YCTAHOBJICHWIO BIMSHUS Pa3ivd-
HBIX TEXHOJOTHMYECKUX IapaMeTpOB Ha COCTaB, CTPYKTYpY
Y CBOMCTBA MOJTy4aeMOT0 TPOIYKTa, a TAKXKe pa3paboTke 000-
pynoBanusi i peanuzanuu nporecca CBC [3; 4]. Uzyue-
HHIO CTPOGHHMSI U CBOWCTB MAaTPHIIBI ITOKA YIEIseTCs Hel0c-
TaTOYHO BHHMAHHs, a BCIb MMCHHO B Hel MpoucCxoadaT Cy-
IIECTBEHHbBIC N3MEHEHUS KaK B IPOLIECCe CUHTE3a, TaK M NPH
MOCIICAYIOMUX TepMIYecknx oOpadorkax [11-13]: B mpo-
[ecce TOPEHUsT 00pa3yroTCsl MEpPECHIIEHHBIE TBEPAbIE pac-
TBOPBI, HEPAaBHOBECHBIE (Pa3bl M MPOMEKYTOUHBIE IPOIYKTHI,
KOTOpBIE TIPU IOCIIEYIOINX HarpeBaXx MOTYT PaclafaThes
Y B3aMMO/ICHCTBOBATh JPYT C APYTOM, 00pa3yst HOBBIE (a3bl.

Menp 00s1aiaeT YHUKAJIbHBIM COYETAaHHEM 3JIEKTpoMar-
HUTHBIX U Teruiopuzndeckux cBorcTB [14]. [ToaTtomy KoMm-
MO3UTHl C MEJHOW MAaTpULEHl SABISAIOTCS BECbMa IEPCIEK-
THBHBIM HOBBIM MaTepuajoM JUIsl KOHCTPYKIUH, TpeOyro-
IIMX BBICOKHX IOKa3aTesel dJIEKTPO- M TEIIONPOBOAHOCTH
[15; 16]. ABTOops! padort [14; 17] moka3anm, 94T0 HUHTEHCHUB-
Has ruiactrdeckast nedopmanns komnoszutoB Cu/Mg B co-
YEeTaHWU C TEPMUYECKOH 0OpabOTKOH MO3BONISET MOTYy4aTh
YHUKaJIbHBIE CBOIMCTBA 32 CYET COYETAHMS BBICOKOH 3IICK-
TPOTIPOBOJHOCTH M TPOYHOCTH. BEITONIHEHHBIE paHee Hc-
CJIC/IOBAHUS TIPOJICMOHCTPUPOBAIH, YTO KOMIIO3HMTHI CHC-
teM Cu-Ti—-C u Cu-Ti—C-B xapakTepu3yroTcss BRICOKHMHU
nokazaresiMu m3HococtoikocTH [18; 19]. Ilpu stom ycra-
HOBJICHO, YTO a6paSI/IBHBH\/'I HN3HOC 3TUX KOMITO3UTOB IIPOHC-
XOAUT MyTEeM IUIACTUYECKOr0 OTTECHEHHMSI CPe3aeMOro Ma-
Tepuaa, 4To Mo3BoJsieT (OPMHUPOBATH OBEPXHOCTH BBICO-
Koil cremenm mepoxoBaroctd [19]. Kpome Toro, menms
U CIUIaBBI HA €€ OCHOBE JIOCTATOYHO JIErKo Je(opMHUpyIOT-
Csl, UTO TO3BOJLSIET PeaIn30BaTh Ie(OpPMaAIMOHHO-TEPMH-
YecKyl0 00pabOTKy KOMIIO3MTa C LEJIbI0 M3MEHEHHs ero
CBOMCTB 1 NpuiaHus 3aganHoi Gpopmsl. Tak, B padote [20]
ObUTH YCTAHOBJIEHBI TEMIIEpaTyphl U JABIECHUs, IIPU KOTO-
PBIX BO3MOXKHO peajM30BaTh IUIACTHYECKYIO JedopManuio

CBC-kommnosuta Cu-Ti—C—B 06e3 paspymenus. B cBs3u
¢ »tuM ucciaenoBanne kommo3utos cucreM Cu—-Ti—C u Cu—
Ti—C—B npencrapiser 60IbIIONH MPaKTHIECKUH HHTEPEC.

Nmerommecst cBemennss o ¢dazoBom coctae CBC-
koMno3uToB cucteM Cu-Ti-C m Cu-Ti—-C-B moBoibsHO
MPOTHBOpPEYMBEI. Tak, aBTOpHI paboTel [18] oOHapyxmimm
kpoMme yactun ynpounstoumx ¢az TiC, obOpasoBaBIIUXCS
B pesynbrate CBC kommnosura Cu-Ti-C, uensiii psn Ky-
NPUIOB TUTaHa pa3Horo cocrara. B padotax [19; 20] noka-
3aHO, 4TO B MeIHOW Matpuue kommo3utoB Cu-Ti—-C-B
TOMOT€HHO BBLICIISIOTCS HAaHOPa3MEPHBIE YaCTHIBI TOJIBKO
onnoro mHrepmeramaa CusTi. Kpome Toro, BbImoiHEH-
HBIE paHee uccienoBanus [21] mokasamu, 4to mpu GopMu-
poBaHun Kommo3utoB cucteMbl Cu-Ti—C—B B0O3MOXHO
coxpaHeHHe Heboupmoro xoimdectBa dactur B4C, xoro-
pBIE HE YCIIeBAIOT IIpopearupoBats ¢ THTaHoM [21]. B cBs-
3W C 3TUM HHTEPEC MPEACTABISIET IPOBEACHNE CPABHUTEINb-
HOro aHanmu3a cTpykTypsl komro3utoB Cu—Ti—C u Cu-Ti—
C—B, nony4eHHbIX B OJIMHAKOBBIX YCIOBUSIX C NPUMEHEHHU-
eM onHuX U Tex ke mopomkos Cu, Ti u C, oTinuyaromuxcs
TOJIBKO J00aBKoi mopouika B4C B cocTaB ucxoaHoit cmecH.

Llens paboThl — IPOBEACHHE CPABHUTEIHLHOTO aHAJH3a
CTPYKTYpPhl U MHUKpoMexaHnueckux cBoiictB CBC-xommo-
sutoB cucteM Cu-Ti—-C u Cu-Ti—C-B.

METOJUKA ITPOBEJEHUA NCCJIEJJOBAHUA

Monomurasie komnosuts! cucteM Cu-Ti—C u Cu-Ti-C-B
TIOJTy9aJIH TI0 TEXHOJIOTHH, TOAPOOHO OMHCAaHHOM paHee B [22].

HcxomHas MOpOIIKOBasi CMECh COCTOUT M3 TepMOpearu-
PYIOUIMX W MaTPUYHBIX KOMIIOHEHTOB. TepMopearupyro-
mme komnoHeHTH! (TPK) — 3To mopomku TuTaHa Mapku
I[ITM-1, yrnepona texuuuyeckoro [1-804T u xapOuna Gopa
B,C mapku M20, obecrieunBaroiye MpoTeKaHue 3K30Tep-
MUYECKUX PEaKUUd CcuHTe3a. MaTpU4YHBIM KOMIIOHEHT —
nopotmok Cu mapku [IMC-1. Tons TPK B ucxomno# mo-
poILIKOBOH cMecH cocTasisna 23 Bec. %. CMech NOPOLIKOB
TIIATEJILHO TIEPEMEIINBAIN U 3aChIlalil B TPYOHBIH KOHTEH-
HEp W3 MaJIOYTJIEPOANCTONH KOHCTPYKIIMOHHOM CTan MapKu
Cr3. IlepBu4yHOE KOMIAKTHPOBAHUE IOPOLIKOBOH CMECH
BBITIOJIHSUTA € TTOMOIIBIO CIIEIMAIbHOW OCHACTKH. 3aTeM
3arOTOBKY NOMENIATN B IEKTPUYECKYIO 1€4b U HarpeBasln
JIO TeMIIepaTyphbl Hayaja 3K30TepMHUYECKUX peakIuii (OKOJIO
1000 °C). Ilocne oxonuanus CBC ropsiuyio 3aroToBKy Iie-
peHOCWIM B THAPABIMYECKUil mpecc U JedopMupoBain
¢ Harpy3koil He MeHee 250 MlIla s ycTpaHeHUs BHYTpEH-
Hell mopucTtocTu. B pesynbTare ObUIM MOMYYeHBI COHIBUY-
TUTACTHHBI, BHEIIHMH BH KOTOPBIX MOKa3aH Ha puc. 1.

CTpyKTypy KOMIIO3UTOB HCCIIEOBAIM Ha CKaHHPYIO-
meM snekTpoHHoM Mukpockone TESCAN VEGAIL XMU.
Teepnocts mo PokBemty m3mepsuin Ha TBepaomepe. Jlo-
KaJIbHBIIT XUMHUYECKHH cocTaB (pa3 KOMITO3UTOB OTIpeess-
JIM C TIOMOIIBI0 YHEPrOAUCIEPCHOHHON MPUCTABKH (HUPMBI
OXFORD «k ckanmpymomemy MuKpockomy. CpemHuit Xu-
MHYECKHH COCTaB KOMIIO3WTOB ONPEACISIA yCPEIHECHHEM
pe3yNbTaTOB CKaHupoBaHHUS 10 y4acTKOB TOBEPXHOCTH
nuda mwromanpio 2x2 MM, @a30BEI PEHTTEHOCTPYKTYP-
HBIH aHAJIN3 BBIIIOJTHEH HA PEHTT€HOBCKOM IHppakTOoMeTpe
SHIMADZU B k,-u3ny4ernn xpoma.

WHCcTpyMeHTanbHOE WHAECHTHUPOBAHUE IPOBOAMIM Ha
n3mepuressHoit  cucreme Fischerscope HM2000 XYm
C MCIOIBb30BaHUEM HMHJAEHTOpa Bukkepca u nmporpaMMHOro
obecrieuennss WIN-HCU mnpu MakcumanbHOW Harpyske
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Puc. 1. Bhewnuii 6uo conosuu-niacmut uz komnosumog Cu—Ti—C u Cu—Ti—C-B
Fig. 1. Appearance of sandwich plates made of Cu—Ti—C and Cu—Ti—C—B composites

0,980 H, Bpemenu Harpyxenus 30 c, BbIIEpXKKe IIpHU Ha-
rpy3ke 50 c u BpemeHu pasrpy3ku 30 c Mo cTaHmapry
ISO 14577. TlorpemHocTh XapakTEPUCTUK MHUKPOTBEPIO-
CTH U MUKPOMHAEHTHpOBaHus 1o 10 m3MepeHusiM paccuu-
THIBAJIH C JOBEPUTEIBHON BEPOSTHOCTHIO p=0,95.

ITo pesympTaTaM WHASHTUPOBAHUS ONPENEISUTH Clie-
JIYIOIINE MOKAa3aTelIH MUKPOMEXaHMYECKHX CBOMCTB: MHUK-
potBeprocts 1o Bukkepcy (HV), KOHTaKTHBI MOIYJh YII-
pyroctu (E*), mokaszareip ynpyroro BocCTaHOBICHUS (R,),
COCTaBIIAIONIYI0 pabOTHl TUIACTHUECKONW IedopMannu mpu
WHJICHTUPOBAaHUH (), TOJI3yYecTh NPH WHICHTUPOBAHUH
(Cjr), mokaszatenb JOJMU YIpyroil nmedopmanuu B 0OIIei
nedopmanuu npu uHAeHTUpoBanuu H/E (H;r — 3HaYeHus
TBEPJOCTU BIABIMBAHUS NPU MaKCHMalbHOI Harpyske).
3HaueHus nokazareneit R,, ¢ u C;r paccyuThIBAIIU 10 (op-
MyJam:

P — D

CIszh—l'IOO%’
1

rne W, — pabota ynpyroii neopMaiyy nNpu UHIEHTHPOBa-
HHUH, 0CBOOOKAaeMasi P CHATUH MPWIIOKEHHON HATPy3KH;
W, — nonHasi MexaHu4yeckasi paboTa Mpu WHICHTHPOBAHHH,
ornpejessieMast IUIOMA/IbIo [0J] KPUBOM HarpyKeHHs;

h, — TyOWHa BHEOPEHUS HWHICHTOPA, COOTBETCTBYIOIIAS
HayaJIbHOM TOYKE TOPU30HTAIBHOIO YYacTKa Ha KpUBOM
Harpy>XeHus;

Nimax — MAKCHUMANTbHAS TTyOWHA BHEAPCHUS HHICHTOPA.

s — 1 OO6umit BUA KPUBBIX HATPY)KCHUS M HU3MEpSIEMbIE IKC-
R, = -100 % ; MePUMEHTABHBIE TTAPAMETPHI MOKa3aHbI Ha PHC. 2.
max

F, mH
1200 ,
1000 B,C
800
600
400
200 D

A E F .

’ 0.5 1 1.5 2 2.p) —3
__ hp h, MM
hi
Pomax

Puc. 2. Jluazpammvl HazpysHceHus u usmepsemvie napamenpol
Fig. 2. Loading diagrams and measured parameters
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PE3YJIbTATBI HCCJIIEJOBAHUSA

I'opsiuee mpeccoBaHue 3arOTOBOK Cpa3y IOCIE 3aBep-
IICHUS CHHTE3a IO3BOJISET MOJIYYUTh IUIOTHBIE Oecropuc-
ThIe KOMIO3UTHL. CpelHUi XUMHYECKUI COCTaB IOJIy4YeH-
HbIX CBC-KOMIIO3UTOB NpHBeeH B Tabnune 1.

[lo pesynbratam (a3oBOro pPEHTITCHOCTPYKTYPHOTO
axanm3a B kommo3utre Cu—Ti—C 3aduKxcrpoBansl Tpu (asbl:
TBepasii pactBop Ha ocHoBe Cu, CuuTi u TiC. Yactumsl
TiC oOpa3zoBanmch B pe3ynbTaTe MPOTEKAHUS 3K30TCPMH-
YECKOM peaklnu:

Ti + C — TiC + Q.

ITockonsky mponecc CBC peanusyercss B BO3AYLIHOMN
aTMoc(epe, B MOPOIIKOBOM CMECH IMPOMCXOMUT PEaAKIHs
TOpeHus yriepoa:

2C+ 0, — 2C0, + Q.

®a3pl 1 XUMHYECKUE JIEMEHTHI paclpe/ieieHbl HepaB-
HOMEpHO M0 cedeHHio kommosura cucrtembl Cu-Ti—C
(puc. 3). B omHEX 00MacTAX CONEPKHUTCA MHUHUMAIBHOE
kommmaectBo dactul TiC (obmacte 1 Ha puc. 3 a), a B apy-
rux 3a)MKCUPOBAHO UX CKOIUIcHHE (00IacTh 2 Ha puc. 3 a).
Yactumpsl CuyTi He BHIHBI IIPU UCCIICAOBAHKIX HA CKaHH-
pYIOIIEM S3JEKTPOHHOM MHKPOCKOIE H3-3a MaJIbIX pa3Me-
pos. Ilpu BemonneHnn 3J[C-aHanu3a KOMIIO3UTa HEBO3-
MOJKHO OTACIHTh Kaxayi (asy Apyr oT Apyra, mo3TOMY
OBLT OTpe/ieNieH XUMUYECKUN COCTaB YCIOBHO BBIIETICHHBIX
IBYX CTPYKTYPHBIX COCTaBJISIOIIUX KOMITO3UTa: 1 — mexa-
HUYECKash CMeCh TBEPAOTO pacTBOpa Ha OCHOBE MeIu
n vactin CuyTi ¢ MHHUMATBHBIM KOJMYECTBOM YaCTHUI]
TiC; 2 — mexaandeckas cmech Cu+TiC+CuyTi (Tabimma 2).

Heomuopomuaocts pacupenenenus gactun TiC mo o0b-
eMy KOMIIO3UuTa O0yCJIOBMIa HEOTHOPOJHOCTH pacmpere-
JIEHUs MUKpOMEXaHW4ecKux cBoucTB. Ha nuarpammax Ha-
rpykeHus (puc. 4 a) KpaiHssg npaBasi KpUBast COOTBETCTBY-
eT yuacTKy | Ha puc. 3 a, a KpaifHss jeBast — y4acTKy 2 Ha
puc. 3 a. CoOOTBETCTBEHHO, 3HAYEHHS] MUKPOMEXaHHUECKUX
CBOWCTB B Tabymiie 3 COOTBETCTBYIOT YKa3aHHBIM Ha
puc. 3 a yaactkam. OO1ast TBepJOCTh KOMIIO3UTa CHCTEMBI
Cu-Ti—C cocrapuia 33 HRC.

B xommo3ure cucremsl Cu-Ti—-C—-B meromom peHtre-
HOCTPYKTYPHOTO aHaimm3a Kpome ¢a3, OOHAPYKECHHBIX
B kommo3ute Cu-Ti—C, HOmMOTHHUTENBEHO 3aUKCHPOBAHEI
gactumpsl TiB,, 00Opa3oBaBmmecs: B pe3ylbTaTe dK30TCPMHU-
YECKOH peakuuu

3Ti+B4C — TiC + 2TiB, + Q.

Ecmm gactuier TiC paBHOMEpPHO pachpeneieHbl 110
00BeMy KOMIIO3HTa, TO dacThisl TiB, pacmpeneneHsl He-
PaBHOMEPHO, CYIIECTBYIOT yYacTKH, 1€ OHU OTCYTCTBYIOT.
ITo marnpmM DJIC-aHanm3a yCcTaHOBIEHO, 9TO YacTulsl TiC
coJiepkaT HEKOoTopoe KosmdyectBo Oopa (tabmuna 4). Us-
BecTHO, uT0 coequnenus TiC u TiB uzomopdHsl, mostomy
cnenyer oboszHavats 3ty ¢azy Ti(C,B). B komnozure Cu-Ti—
C-B ycnoBHO ObUIM BBIAECNEHBI JIBE CTPYKTYPHBIE COCTaB-
sstorye. [1ockoIbKY OHM OTIIMYAIOTCS [0 XMMHYECKOMY CO-
CTaBy OT CTPYKTYPHBIX COCTaBIISIOIINX KOMIIO3UTA CHUCTEMBI
Cu-Ti—C, st Hux OBUTH TIPUHSATE OYKBEHHBIE 0003HAYCHUS:
A —mexaandeckas cmech Cut+CuyTi+Ti(C,B); B — MexaHmdec-
kast emech CutCu Ti+Ti(C,B)+TiB, (puc. 5 a). Kpome Toro,
B kommo3ute Cu-Ti-C—B oOHapy>XeHBI 4acTUIIBI HeTpopea-
rupoBasirero kapouma 6opa B4C (puc. 5). Bokpyr dgacTtun
B,C HaOmomany TOHKHE MPOCIOHKH YHUCTOTO THTaHa (Ha
pHc. 5 b OTMEUEHBI CTpEeNKaMH).

IMockoneky B kommosute Cu—Ti—C—B ngomoaHuTENBHO
NPUCYTCTBYIOT 4yacTuubl ynpounstonmx ¢asz TiB, u B,C,
€ro TBEPJOCTh OKa3ajach HEMHOTO BBIIIE 110 CPaBHEHHIO
¢ xomno3utoM cucrembl Cu-Ti—C u cocraBuna 36 HRC.
MUKpOMEXaHHYEeCKHE CBOIMCTBA MEHSAIOTCS IO 00BEMY
kommnosuta cucteMbl Cu—Ti—C—B. Ilo cpaBHEHHIO C KOMITO-
sutoM Cu-Ti—C moka3zatenu, KOTOpBIE XapaKTepHU3YIOT
MPOYHOCTh CTPYKTYPHBIX COCTABILSIFOLINX, a UMEHHO HYV,
E* R, Hp/E*, BBIIIIE, a TIOKA3aTENN, YCIOBHO XapaKTepH-
3YIOIIHE TACTHIHOCTD (Max, ©, Cjr), HIDKE (Tabmuima 5).

OBCYXJIEHHME PE3YJIbTATOB

HccnenoBaHHble B JaHHOW paboTe KOMIIO3UTHI OTJIMYa-
I0TCS OT PACCMOTPEHHBIX paHee [19-21] MeHpmMM conep-
kaaneM TPK B ucxomHo# mopomrkoBoit cMecu. Panee 65110
YCTaHOBJICHO, YTO B Kommosutax cuctembl Cu-Ti—C-B
COXpaHseTCs HEKOTOPOEe KOJIMYECTBO HEIpOopearupoBaBIile-
ro kapbuma 6opa B,C. Kapbun 6opa obmamgaer upe3MepHO
BBICOKOM TBEPAOCTBIO M XPYIIKOCTBIO, MO3TOMY SIBIISIETCS
HUCTOYHHUKOM 3apOXKACHHS MHKPOTPEIIMH IPU BHEIIHEM
MEXaHNYECKOM Harpy>KeHWH JleTanedl M 3JIEMEHTOB KOHCT-
PYKUHMH, M3TOTOBJICHHBIX M3 JaHHOTO KOMIIO3UTa, B IIPO-
necce ux sKciuryatanuu. Okas3anock, 9YTO OTCYTCTBHE Yac-
tun B4C B cocTaBe HCXOHON MOPOIIKOBOM CMECU HE IpH-
BEJIO K 3aMETHOMY CHMXCHHIO TBEPAOCTH IIOIY4YEHHOTO
KoMIo3uTa. TuraH, He y4acTBYIOIUN B DK30TEPMHUUYECKHUX
peaKIusIX, pacTBOPSIETCS B KPHCTAJUIMYECKOH pEIIeTKe

Taonuya 1. Xumuueckuii cocmas CBC-komnosumos
Table 1. Chemical composition of SHS composites

Cucrema ExuHunb1 n3MepeHust Ti C B Cu
Bec. % 23,7+2,3 2,6+0,4 0

Cu-Ti-C
ar. % 26,3+2,1 11,7+1,7 0

OcranpHoe
Bec. % 20,4+1,3 3,0+0,4 8,2+1,1
Cu-Ti-C-B

ar. % 17,0+1,0 9,9+0,9 30,1+3,0
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c d

Puc. 3. Muxpocmpyxmypa u xapaxmep pacnpeoeieHus Xumuieckux snemenmos ¢ komnosume cucmemvl Cu—Ti—C:
a — u306pasicenue 60 BMOPUUHBIX DNeKmMpoHax, b — e xapaxmepucmuueckom penmeenosckom usnyvenuu Ti; ¢ — Cu; d— C
Fig. 3. Microstructure and pattern of distribution of chemical elements in the Cu—Ti—C system composite:
a — secondary electron image; b — characteristic X-rays Ti; ¢ — Cu; d—C

Taonuya 2. Xumuueckuti cocmas cmpykmyphwix cocmagnsiowux komnosuma cucmemvl Cu—Ti—C, am. %, npedcmasnenrnoco na puc. 3
Table 2. Chemical composition of structural constituents of the Cu—Ti—C system composite, at. % shown in Fig. 3

CTpyKTypHBbIE COCTABJISIIOIIME C Ti Cu Da3bl
1 2 22 76 Cu+CuyTi
2 16 52 32 Cu+TiC

Taonuua 3. Cpeonue 3HaueHuss MUKDOMEXAHULECKUX CEOUCME CmPYKmYpHuIx cocmagisiowux komnosuma Cu—Ti—C
Table 3. Average values of micromechanical properties of structural constituents of the Cu—Ti—C composite

Ne HIT9 E*’ I/Vn Wes hmax9 h 1 hps

Ha I'a I{:S ?")1 I'Ma uJlx u/lx MKM MKM | MKM 1:/”’ H/E* f;’ C(:;T’
puc.3a | (£1,5) ’ (*15) (=6,3) (=1,2) (=0,2) =0,2) | (£0,2) ° ¢ ¢

1 1,2 116 93 204 20 5,9 5,8 5,0 15 0,013 91 3,4

2 4,9 458 204 105 20 3,1 3,1 2,6 16 0,024 81 1,3
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Harpyska, mH Harpy3ka, mH

1
: . BAG A
700+ 700-
400- 400
100 | 100
Ty Ty T T E Y o5 15 2.0 25 3.0
FnybuHa BHeAPEHWUA UHAEHTOPA, MKM rnybuHa BHEeAPEHUA MHAEHTOPA, MKM
a b

Puc. 4. [luacpammol Hazcpysicenuss KOMNO3UMOG:
a— Cu-Ti—C (1 — Cu+Cu,Ti; 2 — Cu+TiC+Cu,Ti); b — Cu-Ti—C-B (4 — Cu+Cu,Ti+TiC; B— Cu+TiC+TiB,)
Fig. 4. Loading diagrams of composites:
a— Cu-Ti—C (1 — Cu+Cu,Ti; 2 — Cu+TiC+Cu,Ti); b — Cu-Ti—C-B (A — Cu+Cu,Ti+TiC; B— Cu+TiC+TiB,)

Tabnuua 4. Xumuueckuii cocmas cmpykmyphwix cocmagnsowux xomnoszuma Cu—Ti—C—B, am. % (puc. 5 a)
Table 4. Chemical composition of structural constituents of the Cu—Ti—C—B composite, at. % (Fig. 5 a)

CTpYKTYpHBIE COCTABJISIIOIIME B C Ti Cu Da3pl
A 8 10 25 58 Cu+CuyTi+Ti(C,B)
B 20 11 37 32 Cu+Cu,Ti+Ti(C,B)+TiB,
B,C 70 30 0 0 B4C

Puc. 5. Muxpocmpykmypa komnosuma cucmemvl Cu—Ti—C-B: a — yeenuuenue x200;
b — yeenuuenue x1000, cmpenxkamu ykazanvl npoCcioluKu mumanda.
A — mexanuueckas cmecy Cu+Cu,Ti+Ti(C,B); B — mexanuueckas cmecy Cu+Cu,Ti+Ti(C,B)+TiB,
Fig. 5. Microstructure of the Cu—Ti—C—B system composite: a — magnification x200;
b — magnification x1000, arrows show titanium interlayers.
A — Cu+Cu,Ti+Ti(C,B) mechanical mixture; B — Cu+Cu4Ti+Ti(C,B)+TiB, mechanical mixture
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Tabnuya 5. Cpeonue 3naueHuss MUKPOMEXAHUYECKUX CBOUCME cmPYKmMYpHbIX cocmagasiiouwux komnosuma Cu—Ti—C-B (puc. 5 a)
Table 5. Average values of micromechanical properties of structural constituents of the Cu—Ti—C—B composite (Fig. 5 a)

.

Comverome | iy | HVOL | || v | o | ot | R | s | 9| Con
(£1,5) (*15) (£6,3) (£1,2) (£0,2) (£0,2) (£0,2)

A 3,7 354 180 110 20,0 3,50 3,30 2,90 16 0,021 82 6,0

8,3 786 280 80 30,0 2,40 2,30 0,90 64 0,029 63 4,0

B,C 38,9 3680 283 82 26,2 1,37 1,36 0,58 57 0,093 40 0,7

Menu, o0pasysl IepechIlieHHbIH TBepAblid pacTBop. [lpm
OXJIXK/ICHUN KOMIIO3HUTA B MEPECHIIICHHOM THTaHOM TBEp-
IOM PacTBOpPE Ha OCHOBE MEIM TOMOTEHHO BBINEIAIOTCA
HaHOpa3MepHble dYacTumpl mHTepMeTaumaa Cu,Ti. Otn
YaCcTUIBl CYIICCTBEHHO YIPOUYHSIOT KOMIIO3HUT NaXke MpH
HeOOJIBIIIOM KondecTBe o0paszoBaBmmmxcs gactull TiC u B oT-
cyrctBue dactull TiB,. B pabore [18] mokazaHo, 4To KOM-
no3ut cuctembl Cu—Ti—C uMeeT MOBBILIEHHYIO CTOWKOCTh
K abpa3sMBHOMY H3HALIMBaHUIO IO CPaBHEHHUIO C 3aKaJeH-
HOM HHCTPYMEHTAJIBHON MmTamMnoBoi cranpio X12M®DJI,
YTO JaeT OCHOBAHUS OXKHAATh BBICOKYIO M3HOCOCTOHKOCTB
HCCIICIOBAHHOTO KOMIIO3MTA.

CHmxenue nonu TPK B ucxonHONM MOPOIIKOBON CMECH
st cuHTe3a kommnosuTa ¢ 30 mac. %, kak mokaszaHo B [19—
21], mo 23 Bec. % He MOBIUAIO Ha COXPAaHEHHE HENpopea-
THPOBABIINX UCXOMHBIX yacTHIl B4,C B KOMIIO3HUTE CHCTEMBI
Cu-Ti—C-B. OueBumgHO, TOT (aKT, 9TO YACTHIBI KapOmma
00pa He YCIEBAIOT MOJHOCTHIO MPOPEArHPOBATH C TUTAHOM
B mporecce CBC, 00ycioBieH OBICTPBIM paciiIaBICHHEM
Menu (ee Temnepatrypa ruiasneHust 1083 °C) u 3amonHeHu-
eM (opMbI KOHTEWHepa paciuiaBoM. Bce coxpaHuBImecs
B KoMIo3uTe yacTuilsl B4,C okpykeHbI pOoCcIoWKaMy TUTA-
Ha, KOTOPBIN NPH MOCIEIYIOMNX OTKHUraX CIOCOOEH BCTY-
maTh B peakiuio ¢ yactuiiamu B,C ¢ ob6pa3oBanueM yacTuig
TiB,, kak ObUTO MTOKa3aHO paHee B pabote [21].

JJis1 KOMITO3UTOB OYEHBb Ba)KHA MX CIIOCOOHOCTH K TLIa-
CTHYECKOW NeopManuu I MONYICHHS W3ISIUN 3aJaH-
Hoii (hopmbL. Panee Opu10 yecTanoBieHo [20], 9To mmacTude-
ckas gedopmarust kommno3utoB cucteMbl Cu—Ti—C-B ocy-
IIECTBIISIETCS 3a cYeT HauboJiee IUIACTHUHBIX (Da3 U CTPYK-
TypHBIX cocTaBisonux. C 3TOH TOYKH 3PEHUS KOMIO3MUT
cucteMbl Cu—Ti—C uMeeT npeuMymiecTBa nepes KOMIo3u-
toM cuctembl Cu—Ti—C—B, HOCKOJBKY COINEPKHUT CTPYK-
TypHyto cocrapisomy CutCuyTi ¢ MakCHMaabHBIMU
3HAYCHUAMH MOKa3aTeneH Ay, @ U Cjr, KOTOpBIE XapakKTe-
PHU3YIOT CIIOCOOHOCTh K (DOPMOM3MEHEHHIO, T. €. K IUIACTH-
geckoit medopmanmu. [TockombKy HaHOpa3MepHBIE YacTH-
sl nHTepMeTamaa CuyTi pacTBOpsIIOTCS IpH HAarpeBe /10
temreparyp Bbiie 700 °C, ciaenyer 0XXuIaTh CYIIECTBEH-
Hoii nedopmarim kommo3uta cucteMbl Cu—Ti—C mpu Tem-
nepatypax 700-800 °C.

[IpucyrcTBue TBepABIX M Xpymnkux yactull B4C B Kom-
no3ute cucteMbl Cu—Ti—C—B cHmXkaeT ero KOHCTPYKIIHOH-
HYI0 TIpOoYHOCTh. Hanbomnee miaacTHYHOW CTPYKTYpPHOM CO-
crapisitorier B HeM siBisiercs  CutCuyTi+TiC, kotopas
XapakTepu3yeTcst 6ojee BEICOKMMH TIokazaTensmMu Hr, HV,
W., R., Hi7/E* no cpaBaenuio ¢ coctasisromeid Cu+CuyTi
B kommo3ure Cu-Ti—C. Tem He MeHee IUIacCTHYECKas Jie-

¢dopmarus komnosuta cucrtembl Cu—Ti—-C-B Tarke BO3-
MOJKHA TIPH YCIIOBHAX, PACCMOTPEHHBIX B padote [20].

Crpykrypable cocraBistoniie kommosura Cu—-Ti—C—B
XapaKTepU3yIOTCsl 00Jiee BHICOKHM YIPOYHEHHEM, YTO MO-
Ka3bIBaeT CMEIIEHHE BCEX JMarpaMM HarpykKeHus B obmac-
TH MCHBIIMX TJIyOWH BHEOPEHUS WHAEHTopa (puc. 4),
a Tak)ke Oojee BBICOKHME 3HAYeHUs mokasareied Hyp, HV,
W,, R., Hp/E* (Tabnuna 5). OtHomienue H;/E* onpenens-
eT JI0JII0 ympyroit nedopmanuu B 061eit aedopmariu npu
WHJICHTUPOBAHHH, a TaK)Ke KOCBEHHO XapaKTEepU3yeT U3HO-
COCTOMKOCTh CTPYKTYPHBIX COCTaBJISIONIMX KOMIIO3MTA,
MMO3TOMY CJeayeT OxuuaTh, 4ro kommo3ut Cu-Ti—C-B
MIPOJIEMOHCTPUPYET Oojiee BBHICOKYIO M3HOCOCTOMKOCTH IO
cpaBHeHNIO ¢ Kommo3utoM Cu-Ti—C, XOTd mo TBepIocTH
OHH MPAaKTHYECKH HE OTIINYAIOTCH.

OCHOBHBIE PE3YJIBTATHI 1 BBIBO/IbI

Kommnosut cucrembr Cu—Ti—C, MOIydeHHBI METOIOM
CBC, cocTouT U3 MepechIEeHHOTO TBEPAOro pacTBopa TH-
TaHa B KPUCTAIUIMUECKON pelieTke Meau, B KOTOPOM paB-
HOMEpHO paclipe/ieJieHbl HaHOPa3MepPHbIE YaCTHUIBl HHTEP-
metauuaa CuyTi, TOMOT€HHO BBIICIUBIIHECS MPU OXJIAXK-
JIEHUM KOMIIO3UTa, U 00Pa30BABIINXCS B PE3YJIbTATE CUHTE-
3a yacrur TiC.

Cuamxenue nonu TPK B ucxonHoM mopomkoBoi cMecu
¢ ucnoab3yeMbix panee 30 Bec. % 10 23 Bec. % He MPUBENO
K CHI)KCHHIO BEPOSTHOCTH COXPAaHEHHUS HE IPOpearupo-
BaBIINX C MOPOIIKOM THUTAaHA MO IK30TEPMHUYECCKOU peak-
U YaCTHUI] ICXOAHOTO Kapouaa 6opa B,C.

Hawnbonee mmacTudHass CTPYKTypHas COCTaBIISIOIIAS
Cut+Cu,Ti B xommosure Cu-Ti—C obecreynBaeT BO3MOXK-
HOCTh TIOCITEAYIONEH TIaCTUYeCKOr AeopMaIiii KOMIIO-
3WTa TSI TOJYUYCHHS U3CITHS 3aJaHHON (DOPMBI.

Bonee BbICOKHE TOKa3aTeNd MPOYHOCTH CTPYKTYPHBIX
cocrapisitonux kommnosuta cucrembl Cu—Ti—C—B ompene-
JISTIOT 0)KUJAEMYIO BRICOKYIO H3HOCOCTOUKOCTD U3ICIIHIA.
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Abstract: Self-propagating high-temperature synthesis (SHS) is one of the promising methods for producing strong and
wear-resistant composites. The use of copper as a matrix due to the unique combination of electrical and thermal conduc-
tivity is of particular interest. Monolithic SHS composites of the Cu-Ti—C-B and Cu-Ti—C systems are currently little
studied. The information on the phase composition of such composites is contradictory, and data on micromechanical
properties is practically absent. The paper presents the results of a comparative analysis of the structure and micromecha-
nical properties of composites of the Cu—Ti—C and Cu—Ti—C-B systems. It is found that the matrix of both composites is
a copper-based solid solution supersaturated with titanium, in which nanosized Cu,Ti intermetallic compound particles
precipitate upon cooling. TiC particles (Cu—Ti—C composite) and TiC and TiB, particles (Cu-Ti—-C-B composite) are
the strengthening phases resulting from SHS. In the Cu—-Ti—C—B composite, the original particles of unreacted B,C boron
carbide were preserved, the microhardness of which was 3680 A} 0.1. The most ductile structural constituent in the Cu—
Ti-B system composite is the Cu+Cu,Ti mechanical mixture, due to which further plastic deformation is possible to obtain
parts of a given shape. During the study of micromechanical properties, the maximum strength indicators of H;r, HV, W,,
R., H;;/E* were recorded in the Cu—-Ti—C-B system composite, which allows expecting high wear resistance of products
made of it.

Keywords: self-propagating high-temperature synthesis; monolithic SHS composites; copper matrix; structural consti-
tuents; strengthening phases; intermetallides; titanium carbide; titanium diboride; micromechanical properties; hardness.
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Annomayus: B HacTosee BpeMs Ul HOBBILCHUS TBEPAOCTH, TPOYHOCTH ¥ M3HOCOCTOWKOCTH TEPMUYECKH HEYIPOU-
HSEMBIX ayCTCHUTHBIX XPOMOHHKEIEBBIX CTAJICH MPUMEHCHUE HAIUIM TaKWe METOJpI, KaK (PUKINOHHAS 00paboTKa CKOJIb-
3AIIMM WHIEHTOPOM U JKHIKOCTHAs IeMeHTarms. OnHako Hapsany ¢ 3 (eKTHBHBIM IOBBIIICHHEM MEXaHNUECKNX XapaKTepH-
CTHK TIPUMEHEHHE YKa3aHHBIX 00pabOTOK MOYKET CONPOBOXKAATHCS CHHXKEHHEM KOPPO3MOHHOW CTOWKOCTH ayCTEHHTHBIX
craneit. [ToaTomy 11ereco00pa3Ho UCCIeNOBaTh BIMSHUE (PPUKIIMOHHONW 00paOOTKU M JKUAKOCTHOW IIEMCHTAIIMH HA COTIPO-
TuBJeHHE 001el koppo3un Cr—Ni aycTeHUTHBIX cTayiei. B nanHOl paboTe Mo MeToy BOCCTAHOBJIEHHOTO OTIEYaTKa OIpe-
JIEJISLITA TIOBEPXHOCTHYIO MUKpOTBepAOCTh cTaniedt 12X18H10T u AISI 321 nociie 3neKTpoIuTHYECKOTO MOTUPOBAHMS, MeXa-
HUYECKOro NIH(pOBaHus, GPPUKIMOHHONW 00pabOTKU M )KUJIKOCTHON LeMeHTalmu npu temmneparype 780 °C. C npumeHeHneM
CKaHUPYIOIIEH 3JIEKTPOHHON MHKPOCKOIIUYM U ONTHYECKOW NPOQUIOMETPUN M3y4ajd TOJBEPTrHYThIE YKa3aHHBIM 00padoT-
KaM MOBEPXHOCTH CTaJIed W ONpENessUId UX IIepOX0BaTOCTh. KOPPO3MOHHYIO CTOMKOCTh CTaIM WCCIIEAOBAIN TIPH HCIIBITA-
HHUAX Ha OOIIyI0 KOPPO3HIO I'PaBUMETPHUUECKUM METOZOM. Ipy MCIIBITAaHMAX Ha OOIIYI0 KOPPO3HIO YCTaHOBJIEHO, YTO YII-
pousstroras (no 710 HV 0,025) ¢ppuxmmonHast 00paboTka IPUBOAXT K IMOBEIIICHAIO CKOPOCTH KOPPO3UH ayCTEHUTHOW CTaIN
12X18H10T B cpaBHEHHH C AIIEKTPOIIOIUPOBAHHEIM cocTosiHUEM (OT £;,=0,35 F/(Mz"l) 1o k,=0,53-0,54 F/(Mz"l)). CkopocTb
KOPPO3MH MLTH(OBAHHOM CTAIN cOCTaBIseT k,=0,58 I/(M°-), TIpH STOM MEXaHHIECKOE MUTH(OBAHHE He 00CCIIeIMBACT 3HA-
YUTENBFHOTO TIOBHIIICHUS MUKPOTBEPAOCTH Uccienyemoit cramu (ot 220 go 240 HV 0,025). IToka3aHo, 9T0 KOppPO3HOHHOE
MOBEICHUE MOJBEPTrHYTON pa3inndyHbIM oOpadoTkam cramu 12X18H10T ompenensiercst cienyomumMu GakTopaMu: HaId9H-
eM/OTCYTCTBHEM 0'-MapTeHCHTa Je(OpMallK B CTPYKTYpe, KaueCTBOM C(HOPMHUPOBAHHON MOBEPXHOCTH H, MO-BHAMMOMY,
JIUCTIEPCHOCTBIO C(HOPMUPOBAHHON CTPYKTYpHI. JKuIkocTHas meMeHTanus aycTeHuTHou cranu AISI 321 mpuBogut ojHO-
BPEMEHHO K TOBBIIIEHUIO €€ MUKpOTBepAocTH 10 890 HV 0,025 1 HeKoTOpoMy pOCTy KOPPO3HMOHHON CTOMKOCTH 1O CpaBHE-
HHIO C TOHKOM MEXaHHYeCKOW IUTU(OBKOI. DTO CBA3AHO C TEM, YTO aTOMbI BHEJIPEHUS YIIIepo/ia CTa0MITHM3UPYIOT 3JIEKTPOH-
HOE CTPOEHHE jKele3a (ayCTeHNTa U MApTEHCHTA), TEM CaMbIM MOBBIIIAs €T0 KOPPO3HOHHYIO CTOMKOCTb.

Knrouegvie cnosa: aycTeHNTHAs XpOMOHHKENEBasl CTallb; GPUKIMOHHAsT 00pabOTKa; >KMIKOCTHASI [IEMEHTALWS; MHUK-
POTBepAOCTh; (pa30BbIA COCTAB; IEPOXOBATOCTh; KOPPO3UOHHASI CTOMKOCTB.

Bnazooapnocmu: ABTOpHI BBIpXAIOT TIyOOKYIO OJlaroJapHOCTh 3a ydacTue B paboTe JAOKTOPY TEXHHYECKHX HayK
B.B. bepe3oBckoii.

PaGota BrImonHeHa B paMkax rocynapctBeHHbIX 3amannii UMAI YpO PAH mo teme Ne AAAA-A18-118020790148-1
u UO®M YpO PAH mo teme Ne 122021000033-2. DxcnepuMeHTaNbHBIE HCCIIEIOBAHNS BBIIOJHEHBI HA 000PYAOBaHHH
HKII «ITmacromerpus»y UMAII YpO PAH.

CraThs MOATOTOBIIEHA TI0 MaTepuaiaM JOKIaJA0B y4acTHUKOB X1 MexayHapoaHoi mkoyibl «Du3ndeckoe MaTepuano-
Benenue» (ILIDdM-2023), TombsatTH, 11-15 centabdps 2023 roxa.

Jnsa yumuposanusn: Cxopoinuza [1.A., Makapos A.B., Caspaii P.A. Biusinue GpukioHHONW 00pabOTKH M JKUIKOCT-
HOW IIEMEHTAIIMM Ha CONPOTHBJICHHE OOIIEeH KOPPO3UH XPOMOHHKEIEBBIX ayCTEHWTHBIX cTaje // Frontier Materials
& Technologies. 2023. Ne 4. C. 109-119. DOI: 10.18323/2782-4039-2023-4-66-10.

0aThIBAOIICH OTpacisIX MPOMBIIIICHHOCTH. JTO 00yCIIOB-
JIGHO COYETaHHEeM TaKUX HX MPEUMYIIECTB, KaK BBICOKas
TEXHOJIOTUYHOCTh, IUIACTHYHOCTh, TEIUIOCTOHKOCTh [1]
U CTOMKOCTh K KOPPO3UH B Pa3IMYHBIX KUJKUX U ra30BBIX

BBEJIEHUE

XpomoHuKeneBble aycTeHuTHble cranu tuna 18Cr—10Ni
MOJYYHIIU IIUPOKOE PACHPOCTPAHEHUE CPEAU KOPPO3HOH-

HOCTOMKHMX MaTepuaioB. B wacTHOCcTH, MeracTaOMibHas
aycrenanTHas ctanb 12X18H10T u ee 3apyOexHbIe aHANOTH —
cranu AISI cepun 300 (AISI 304, AISI 321) npumensroTes
B MHINEBOW, MEIUIIMHCKON, XUMUUIECKOW U HedTemepepa-

cpelax, a Takke B pacTBOpax cojiei u kuciot [2—4]. OnHa-
KO IpU BCEX MEPCUUCICHHBIX TMNMPECUMYIICCTBAX AyCTCHUT-
HBIC CTAJIM XapPAKTEPUIYIOTCA HU3KMUMHU YPOBHAMU NIPOYHO-
CTHBIX XapaKTEPUCTUK M H3HOCOCTOHKOCTH [5; 6].
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B Hacrosimiee BpeMsi ¢ IENbI0 yCTPAaHEHHs BbINICYKa-
3aHHBIX HEAOCTAaTKOB aycTeHHTHBIX Cr—Ni craneid mpume-
HSIOT pa3lIMYHbIE METOJbI, OCHOBAHHBIC HA IIACTHYECKOM
nedopmupoBanny [7-9] 1 XUMHUKO-TEPMUYECKOM (a30THPO-
Barme [10; 11], memerntanus [12; 13]) momudunmpoBanun
noBepxHOcTH. Cpeny U3BECTHBIX METOIOB JIe(OpPMAaIIOHHO-
IO YIIPOYHEHHSI MOKHO BBIJICIUTH (DPUKINOHHYIO 00pabOTKy
ckonp3amM uHAeHTopoMm [10; 14; 15]. IIpumenurenabHo
K CKJIOHHBIM K aJre3Wd NPU KOHTAKTHOM B3aWMOJCHCTBHU
AYCTCHUTHBIM CTaJISIM Takas o0paboTka Hapsny ¢ sddek-
THBHBIM YIPOYHEHHWEM TIOBEPXHOCTHOTO CJIOSI TIIyOMHOM
J0 500 MKM TO3BOJISIET MOJy4yaTh MOBEPXHOCTh C HU3KOM
IIEPOXOBATOCTBI0 IPH OTCYTCTBHU AE(HEKTOB CIUIOIIHOCTH
Mareprana. Cpean IporeccoB XUMHKO-TEPMIYECKOI 00pa-
6otku aycreHutHOH Cr—Ni cTami ocoOBIif HHTEpeC BHI3BIBA-
€T LEMCHTAlUs], KOTopas B CPaBHEHHH C a30THPOBAHHEM
nmo3BoiisieT (popMupoBaTh Ooliee TITyOOKWE YIPOYHCHHBIC
CITOH, KOTOpPBIE OCTAIOTCS CIA0OMarHUTHBIMA [ 16].

[Ipu TOM CretyeT yuuThIBaTh, YTO MPUMEHEHHE yKa3aH-
HBIX YINPOYHSIONMX 0OpaOOTOK MOXET NPUBECTH K CHHKE-
HHIO CTOWKOCTH METacTaOWIbHBIX aycTeHHTHbIX Cr—Ni cra-
Je K KOppO3WW BCIEACTBHE (OPMHPOBAHHS MapTEHCUTA
nedopmanu U KapOouIHBIX (a3 B MPOIECCe MHTCHCHBHOTO
JIe(hOpMaMOHHOTO BO3ACHCTBHSA M TPH HACBHIIIEHWH II0-
BEPXHOCTHOTO cjiog yrieponoM [1; 7]. OnHako mosiBieHue
HOBOH (ha30BOM COCTABIIAIOIIEH HE BCETIa CONPOBOXKIACTCS
CHIDKCHHEM KOPPO3HOHHBIX CBOMCTB ayCTEHHTHBIX CTalei
[12; 17]. Tak, B padote [17] moka3aHO, YTO CKOPOCThH IHT-
TuHroBoi kopposuu craau 12X18H10T cHmxkaetcs ¢ yBe-
JMYEHHEM CTeNeHH JedopMaluy NpU PacTHKEHHH H, COOT-
BETCTBCHHO, C POCTOM KojudecTBa o'-(asbl, kotopas ¢op-
MHpPYETCs B MaTepuaie U IMPUBOJMT K HOBBIIICHHIO €ro CIO-
coOHOCTH K TaccuBauuu. Kpome TOro, CTOMT Y4YUTBIBATh,
4TO K (haKTOpam, ONpeeIIIONIMM KOPPO3HOHHOE MTOBE/ICHUE
AyCTEHUTHBIX HEPKaBEIOLIUX CTajlei, TakkKe MOXKET OTHO-
cHUThCs M Tonorpadus copMUpOBaHHON NPH YIPOIHSIIOIIIX
obpabotkax moBepxHocTH [7; 17; 18]. B [18] otmMedeHo, uTO
MeXaHH4YecKoe NUIN(OBAaHUE B CPAaBHEHUH C (PPUKIHOHHOMN
00paboTKO# MPUBOAUT K 2-KPaTHOMY POCTY CKOPOCTH KOp-
po3uu cranu 03X16H14M3T BcnencTBue BO3HUKHOBEHUS Ha
MOBEPXHOCTH MUKPOTPEIINH 1 BBIPHIBOB METAIIA.

Takum o0pa3oM, B ITUTEpaType UMEIOTCSI HEOTHO3HAYHBIE
CBEJCHHA O BIMSHUM (ha30BOTO COCTaBa M TOHOTpaduu I0-
BEPXHOCTH Ha KOPPO3MOHHOE MoBejeHue craneid tuma 18Cr—
10Ni, moJBeprHyThIX paziIMuHbIM BUJAM Je(OpMAaIMOHHOTO
U XHMHKO-TEPMHYECKOTO MOJU(PHIMPOBAHHUS TTOBEPXHOCTH.
Crenyer TakXke OTMETHTBH, YTO OTCYTCTBYIOT pPaOOTHI, TO-
CBSIILICHHBIC BIMSHUIO (PPUKIMOHHOI 00pabOTKH Ha KOppoO-
3MOHHBIE CBOHCTBA METACTAOMIBHBIX ayCTEHUTHBIX CTaJleH.

IToatoMy mnenmecooOpa3sHO NMPOBECTH KOMIUIEKCHOE HCCIEHO-
BaHMe, KOTOpoe Obl YYUTHIBAJIO BIMSHHE (H)a30BOTO COCTaBa
n Tonorpaduu GopmMupyeMo ipu PPUKIIMOHHONW 00paboTKe
W SKHAKOCTHOHM LEMEHTAIMK MOBEPXHOCTH AYCTEHHTHBIX Cr—
Ni crasneli Ha CONPOTHBIICHHE OOIIEH KOPPO3HH.

Henp paboTel — WcClienOBaHWE BIMSHUAS (PPUKIIOHHON
00pabOTKK M KHAKOCTHOHW IIEMEHTAallMd Ha KOPPO3HOHHBIE
CBOWCTBa MeTacTaOMIbHBIX aycTeHUTHBIX cTanei 12X18H10T
n AISI 321.

METOJUKA IMTPOBEJEHUSA UCCIIEJOBAHUSA

HccnenoBany NpoMBIIIUIEHHBIE ayCTCHUTHBIE MeTacTa-
OmmpHBIe cTamu AByX Mapok: 12X18H10T (I'OCT 5632-
2014) u AISI321. XumudecKkdil COCTaB CTallei, KOTOPHIH
OIIPENIEIISUTH C UCTIOIB30BAHMEM ONTHIECKOTO SIMHUCCHOHHOTO
cnekrpomerpa SPECTROMAXX, npuBenen B Tabmwre 1.
OO0pa3usl A7 HCCIIeTOBaHUE OBLTH BBIpE3aHbI U3 JIFICTOBOTO
TpOKaTa | Iepes1 MOCIeAYIOINMH 00pab0TKaMH TI0/IBEPTHY-
ThI 3akasike oT 1100 °C B Bome, MeXaHHMYECKOMY HUTH(OBA-
HUIO Ha abpa3uBHBIX MIKypkax M63, M50, M20 (I'OCT
3647-80) u anmazueix nactax ACM 14/10 HOMI', ACM 7/5
HOMI" (I'OCT 25593-83) ¢ mocienoBaTenbHBIM yMEHbIIIE-
HHEM 3epHUCTOCTH abpa3UBHOTO MarepHalia, a 3aTeM 3JIeK-
TPOJIMTUYECKOMY MoJupoBanuio B pactBope 100 r H,SO, +
+400 r H;PO,4 + 50 r CrO; npu Temneparype 60—70 °C.

O6pasup! w3 cramm 12X18H10T pasmepamu 98x38x8,6 Mm
OBLTH IOBEPTHYTHI PPUKIIUOHHON 00pabOTKE CKONB3SIINM
MHJICHTOPOM M3 CHHTETHYECKOTO aIMa3a Moixychepraeckon
dhopMel ¢ pamuycoM noxycdepbl R=3 MM. OOpaboTKy Tpo-
BOJMJIM B OC30KHCIUTEIBHOM Cpelie aproHa ¢ Harpy3Kol Ha
unaertop P=392 H, co cmemenuem unaeHtopa d=0,1 mm
Ha KaXXAbl ABOWHOM XOX U IIPU KOJUYECTBE CKAHUPOBAHUI
HHIGHTOPOM I10 MOBEPXHOCTH 0o0pa3ua n=1 u n=11.

XKunxoctHyto nemeHTarmo oopa3uos u3 cranu AISI 321
pasmepamu 40x52x10 MM TPOBOIWIIM B pacIuiaBe CoJei
¢ nmobaBrneHWeM KapOupa KpeMHHsS cocTaBa (B Mac. %)
80 % Na,CO; + 10 % NaCl + 10 % SiC npu temmneparype
780 °C B TeueHue 1549 C MOCIEAYIOUIMM OXJIAKICHUEM
B Boze. /11 IeMEeHTAIMH MCTIONB30BAIN JTA00OPAaTOPHYIO TeYb
u turens auamerpoM d=100 MM u BeIcoTOH A=300 MM. [lyist
yJlaJIieHUsT OKCHIHOM IUIEHKH 00paslbl MOCie IIEMEHTAINH
MOJIBEPTaJIi 3JIEKTPOIUTHUYECKOMY TPABICHHUIO B PAaCcTBOpPE
90 mac. % CH;COOH + 10 mac. % H,ClO, B Teuenne 30 c.

Bce 06pas3iis! ObITH BEIpE3aHBI METOZOM 3JIEKTPOIPO3HU-
onHo# pe3ku Ha cranke FANUC Robocut a-0iE. Mukpo-
TBEPJIOCTh ONPENEIUTN MO0 METOTy BOCCTAHOBIEHHOTO OT-
nevarka npu Harpyske Ha unHaeHtop Bukkepca 0,245 H Ha
npubope SHIMADZU HMV-G21DT. ®a3o0Bbii cocTaB

Taonuya 1. Xumuueckuii cocmag ucciedyemvix cmane, mac. %
Table 1. Chemical composition of steels under study, wt. %

Craan C Cr Ni Ti Mn Si Mo Co Nb Cu
12X18H10T 0,10 17,72 10,04 0,63 1,33 0,57 0,23 0,064 0,014 0,057
AISI 321 0,05 16,80 8,44 0,33 1,15 0,67 0,26 0,13 0,03 0,31

Ipumeuanue. Cooepocanue S u P ne npesviuaem 0,036 %, ocmanvhoe Fe.

Note. S and P content does not exceed 0.036 %, the rest is Fe.
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OTIpeIeIISUT Ha peHTreHoBCcKoM audpakromerpe SHIMADZU
XRD-7000 B CrK,-m3mydennn (pyu HanpsoKEHUW TPYOKH
30 kB u Toke TpyOkm 30 MA). HempepsiBHasi cheMKa Be-
Jach CO CKOPOCTBIO CKaHHWpoBaHUS 1 °/muH, marom 0,05°
1 BpeMeHeM dKcro3unud 3 ¢. DazoBeIif cOCTaB Onpeaemsim
MeToZoM Tomosiornieckux map. KommuectBo a-daszsr Vo
paccuuTHIBAIM 110 (OpMyJIe

100

V(XZ—(—W,O6. %,
1+1,45 Al

>

1(110 ot

rae I(111)y u I(110)a — uHTerpanbHble MHTEHCUBHOCTHU
TUHAN V- U o-da3 [19].

['my6GuHa aHAMM3UPYEMOTO CIIOS TIPH OTpeIeICHUN (a-
30BOT0 COCTaBa coCTaBmiIa ~7 MKM. [1oBepXHOCTH 00pa3IoB
H3y4alld METOAOM CKaHUPYIOUIEH 3IEKTPOHHONH MHKPOCKO-
mun Ha mukpockone Tescan VEGA 11 XMU. s ompene-
JICHWsI MapaMeTPOB LIEPOXOBATOCTH IOBEPXHOCTH 00pa3-
I[OB HCIOJIb30BaJIM onThuueckuil npodumomerp Wyko NT-
1100. M3mepeHuss NpoOBOAMIM HAa YYacTKax pa3MepaMu
211x278 MKM U OmpeneNsiin cpeaHeapupMeTHIECKOE OT-
kioHenue npoduis Ra. Omnpenenenue (a3o0BOro cocrasa
U LIepOXOBATOCTH MOBEPXHOCTH IMPOBOJIWIN HEIOCPENCT-
BEHHO Ha 00pa3Iax, MOATOTOBICHHBIX U1 KOPPO3HOHHBIX
HCIBITaHUH.

HcnpiTanus Ha OOLIyI0 KOPPO3WIO TPOBOIMIM T'PaBHU-
MeTrpuueckuM MeronoM o 'OCT P 9.905-2007 B pactBope
20 mac. % NaCl + 30 mac. % HCI (1:1) mpu xomMHaTHOU
Temrepatype. bmaromaps cBoell CIOCOOHOCTH pa3pylIaTh
[IaCCUBUPYIOIUH CIIOH, JaHHAsl Cpella OKa3bIBA€T CUJIBHOE
KOPPO3MOHHOE BO3/CHCTBHE Ha HCCIIEAyeMble MaTepHalIbl,
oOecrieunBasi TakUM 00pa3oM HENPEpHIBHOE MPOTEKaHHE
nporecca KOppo3uu.

Jlnst uctisITaHui TOTOBWIM 06pasip! u3 ctamu 12X18H10T
pasmepamu 10x10%2 MM B CIEIYIOIIMX COCTOSHUAX: MOCIIE
IIEKTPOIUTHUECKOTO MOJIMPOBAHMS, IUTN(OBAHMS Ha abpa-
suBHOW mKypke M20 (I'OCT 3647-80) 3epHHCTOCTBHIO
20/14 MmxM u mocie (QpUKIUOHHONH 00paboTku mpu n=1
u n=11. O6pasup! u3 cranmu AISI 321 pasmepamu 7X7%2 MM
MIOJIBEPTaJIM UCTIBITAaHUSAM B CIICIYIOUIMX COCTOSHMAX: TO-
cie nomdoBaHUS Ha anMasHoW macte mapku ACM 14/10
HOMTI 3epuucrocteo 14/10 mxm (I'OCT 25593-83) u mo-
cJie XKHUJIKOCTHOM eMeHTauu. [ Ka>kaoro COCTOSHUS 1O
J1Ba 0Opasiia MoABepraiayu KOpPO3NOHHBIM HUCTIBITAHUSIM.

IMoaroroBnenHsle 00pa3mbl MOTPYXKATH B KOPPO3HOH-
HyIO cpeny Ha 18 4 10 MOMeHTa CTaOMIM3aIlui CKOPOCTH
KOpPPO3HH, NIPH 3TOM KOHTponb pH cpensl HE oCymecTBIIs-
mu. Bo Bpems mcmbeITaHM 00pa3ipl MEPHOTUIECKH B3Be-
muBany. Ilepen B3BEMIMBaHMEM I YAAJICHHUA NPOAYKTOB
KOppo3u: 00pasisl IPOMBIBAIM B BOJAE, BBICYIINBAIN
GUIbTpOBAIBHON OyMaroif M 00€3KUPUBAIU alETOHOM.
3T0 MO3BOJIMIIO TOYHO ONPEAEIUTH MOTEPIO0 MACCHl 00pa3ua
IIOCJIE HAaXOXACHUA B KOPpO3UOHHOU cpene. Ilorepro mac-
CBI ONpe/IeNISUIN Ha J1abopaTopHBIX Becax Demcom DA-65C
¢ Tounoctbio 110 0,01 mr. Cxopocts koppo3uu k,, paccuu-
TBIBAJIH 10 (hOpMYyJIe

ky =——, v/(m*-),

St

rae Am — noTepu Macchl, T;
S — IIomane MOBEPXHOCTH UCTIBITYEMOTO 00pasia, M7
T — BpeMsl UCIIBITAHUH, Y.

Jns cpaBHUTENbHON OLIEHKHM KOPPO3UMOHHOIO IOBEJE-
HUS MCIIBITYEMBIX 00pa3I[OB PACCUUTHIBAIU CPEIHIOI CKO-
POCTb KOPPO3UHU B YCTAHOBUBLIEMCS PEXKUME.

PE3YJIBTATBI HCCJIEJOBAHUA

CornacHO naHHBIM, MPEICTABICHHBIM B TaOJuIe 2 1 Ha
puc. 1 a, B CTpyKType 3aKaJeHHOH (Tocie 3ICKTPOIUTHYE-
ckoro mommpoBanus) cramu 12X18HI0T comepxwurcs
100 06. % y-dbaser (aycrenuta), o'-¢asa (MapTCHCUT me-
(dhopMmanmn) OTCyTCTBYET.

[Noce MexaHNYECKOTO NUTU(OBAHUS B CTPYKTYpE HCCIIe-
IyeMol craimi Kpome y-(ha3el IpHCYTCTBYyeT Takxke o'-asa,
oOBeMHas 0N KOTOpOH cocTaBisier 7 00. % (Tabmmma 2,
puc. 1 b). Tlpu ¢pukimoHHOH 00pabOTKE B MOBEPXHOCTHOM
clioe HccieyeMoi cranmu jedopManoHHoe y—o'-IpeBpa-
nieHue passuBaetcs 6onee uHTeHCUBHO (puc. 1 ¢, 1 d). Komu-
YEeCTBO O'-MapTEHCHUTa, O0OPa30BaBIIEroCs B MOBEPXHOCTHOM
croe ctany, focturaet 55-70 06. % (Tabmuma 2).

MUKpPOTBEpAOCTh CTAIH B HCXOIHOM 3JICKTPOIIOIHPO-
BaHHOM cOCTOSIHUU cocTaBisget 220 HV 0,025 (tabimna 2).
MexaHndeckoe NUTU(QOBAaHUE TMPAKTHYCCKH HE MPUBOIUT
K pOCTY MHKPOTBEPJOCTH ITOBEPXHOCTH UCCIIEYyEeMOH CTann
(e o 240 HV 0,025). ®pukumonHast o0paboTka obdec-
TICYNBACT TTOBBIIICHIE MUKPOTBEPAOCTH HCCIICAYEMOU CTAJH
B 2,5paza (mo 560 HV 0,025) yxe mpu 1-kpatHom (n=1)

Tabnuya 2. Mukpomeepoocms HV 0,025, pasoswiii cocmas (koauuecmeo o'-mapmencuma) u napamemp wiepoxosamocmu Ra
nosepxnocmu oopazyos uz cmanu 12X18HI10T nocne pasnuunvix 06pabomox

Table 2. Microhardness HV 0.025, phase composition (quantity of a'-martensite) and roughness parameter Ra

of the surface of 12Cri18Nil0Ti steel samples after different types of treatment

Oo0paboTkn HV 0,025 a’, 00. % Ra, Mxm
DJIeKTPOINTHYECKOe MOTHPOBAHHe 220+20 0 0,06+0,01
Ilimdosanne (adpasus 20/14 Mxm) 240£5 7£2 0,11+0,01
@DpukuroHHasi 00padoTka npu n=1 560+27 55+3 0,17+0,01
DpuxknroHHasi 00padoTka npu n=11 710+43 70+3 0,33+0,03
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Puc. 1. Penmeenoscrue ougppaxmozpammol nogepxnocmu cmanu 12X18HI10T 6 3axanennom cocmosinuu (a),
nocne winughosanus abpasueom seprucmocmoto 20/14 mxm (b) u ppuxyuonnoii oopabomxu npu n=1 (c) u n=11 (d)
Fig. 1. X-ray diffraction patterns of the surface of 12Cr18Nil0Ti steel in quenched condition (a),
after grinding with an abrasive grit of 20/14 um (b), and frictional treatment at n=1 (¢) and n=11 (d)

CKaHMPOBAHWHU MHICHTOpA II0 TIOBEPXHOCTH oOpasma. YBe-
JWYEHUE KPaTHOCTH (PUKIMOHHOTO BO3JeHCTBHA 10 n=I1
NPUBOANUT K MIOTOJHHUTEIFHOMY POCTY MHKPOTBEPIOCTH
cramu g0 710 HV 0,025 (tabmmma 2). D10 coriacyercs
¢ pocToM KonmdecTBa o'-pasbl ot 55 1o 70 006. % mo mepe
YBEIMYECHUS] YHUCIa CKAaHUPOBAaHWH HMHICHTOPOM IO TO-
BepxHOCTH 00pa3ua ot n=1 mo n=11.

CornacHO JaHHBIM, TPUBEJIEHHBIM B TabmuIE 2, TO-
BepxHocTH cTanu 12X18H10T mocne 31eKTpOoIuTHIEeCKOro
MOJIMPOBAHUSL ¥ MEXaHMYECKOTro HUTM(OBAHUS HAa MEJKO-
3epaucroil (20/14 MKM) HIKypKe XapakTepHU3yrTcsi Onu3-
KAMH YPOBHSIMH CpeIHeapru()METHUECKOr0 OTKIOHEHHS
npoduns Ra (0,06 n 0,11 MxM). Y MOBEpXHOCTH CTaJH TO-
cie PPUKIMOHHON 00pabOTKH 0TMEYatoTCs Ooiee BEICOKHE
3HaueHus ykazaHHoro napamerpa: Ra=0,17-0,33 MxM.

DJIEeKTPOIUTHYECKOE TIOIMPOBAHUE NPUBOAUT K (HOPMH-
poBaHuio Tiajnkoil moepxHoctu cramu 12X18HI10T, xa-
paxkTepu3yIomelcsl HaJMdueM HeOOJIBIIOro0 KOJMYEeCTBa
HernyOOKHWX TMUTTHUHTOB TpaBieHus (puc.2 a). OT1o o0y-
CITaBJIMBAET OTMEYEHHBIE MUHHMMAJbHBIC 3HAYCHHS Iapa-
Mmetpa Ra=0,06 mxMm. [ToBepxHOCTE CTanH TOCe IUTH(OBa-
HUSl XapaKTepu3yeTcss HaJMYUeM MHKPOIIOBPEXICHHOCTEH
W HEeTIyOOoKHnxX 60po3x (BMaiuH), OPUCHTUPOBAHHBIX B Ha-
npaBiIeHnN NUTUQOBKH (puc. 2 b). D10 00ycnaBiuBaeT He-
CKOJIbKO OosbIvie 3HaueHus napamerpa Ra=0,11 MxM, uem
Y 2IEKTPONOJUPOBAHHON MOBEPXHOCTH.

OTMeueHHbIE HECKOJIbKO OOJIbIINe 3HAYCHUs! CpeiHe-
apu(MeTHIECKOT0 OTKJIOHEHHs nmpoduist Ra nocne Qppuk-
IIMOHHOW 00pabOTKHM CBSI3aHBI C TEM, YTO IIOBEPXHOCTH CTa-
T XapaKTepHU3yeTcsl HaJMIHEM I10JI0C IUIACTHYECKOTO OT-
TECHEHHMSI, YePEIYIOINXCS MPOIOIBHBIX BBICTYIIOB U BIIa-
muH (puc. 2 ¢, 2 d). B To e BpeMs Ha paccMaTpHUBacMBIX
MOBEPXHOCTSX TOCIIE BO3JCHCTBUS MHICHTOPOM W3 CHHTE-
THUYECKOTO ajiMa3a OTCYTCTBYIOT Je(eKThbl CIUIOLUIHOCTH
B BUJIC SIMOK U TPEILIMH, XapaKTepHbIX IS NUIM(OBaHHOI
noBepxHocTH (puc. 2 b).

W3 npuBeAeHHbIX Ha pUC. 3 AaHHBIX CIEIyeT, YTO Hau-
MEHBIIIEH CKOPOCThIO KOPPO3UH XapakTepH3yeTcsi aycre-
HutHas cranb 12X18HI0T ¢ snexkTponodupoBaHHON MO-
BEPXHOCTBIO: k,=0,35+0,05 r/(M*u). CKOPOCTh KOPPO3HH
CTanM B IUIM(GOBAHHOM COCTOSHMM B 1,6 pa3a Oombmie:
k,=0,58+0,12 r/(M>-u). HecKOmbkO MEHBIIYIO CKOPOCTb
KOPPO3HH HMEET CTalb Iocie (PUKIHMOHHON 00pabOTKH.
ITpu stoM anst cramy, oOpabOTaHHOM MO JBYM peXHMaM
C pa3sHBIM YHCIIOM CKaHMPOBAHWH WHAEHTOpoM (n=I
n n=11), orMe4aroTcsi OJU3KUE YPOBHH CKOPOCTH KOPPO-
3un: k,=0,53%0,09 r/(m*-q) u k,=0,54+0,07 r/(m*-u).

Pentrenodazosslii aHamm3 mokaszan (Tabimia 3, puc. 4 a),
gT0 ctanb AISI 321 B 3aKaleHHOM COCTOSIHUH (ITOCIIE DJIEK-
TPOJIUTUYECKOTO MOJHUPOBAHUS) COACPKHUT B CTPYKType
100 06. % v-dassr (a'-¢paza orcyrcTByer). B pesynbrare
MEXaHHYEeCKOro nuiM(oBaHUS B IOBEPXHOCTHOM CJIO€
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L ——

Puc. 2. H3o6pasicenus nogepxnocmu 06pasyoe uz cmanu 12X18HI10T nocne snekmporumuueckozo noauposanus (a),
wiugposanus abpaszueom seprucmocmoio 20/14 mxm (b), ppuxyuonnoii o6pabomxu npu n=1 (c) u n=11 (d)
Fig. 2. Images of the surface of 12Cr18Nil 0Ti steel samples after electropolishing (a),
grinding with an abrasive grit of 20/14 um (b), frictional treatment at n=1 (c) and n=11 (d)
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Puc. 3. 3asucumocmsv ckopocmu koppo3suu k,, obpasyos uz cmanu 12X18HI10T om euda o6pabomku nosepxnocmu
Fig. 3. The dependence of corrosion rate k,, of 12Cri8Nil0Ti steel samples on the type of surface treatment

uccieayeMoil cramm obpasyercs 9 00. % o'-mapreHcHTa
(Tabmuua 3, puc. 4 b). Ilocne >XUIKOCTHOW IIEMEHTAIIUU
npu temneparype 780 °C cTpyKTypa NOBEpXHOCTHOTO CHOs
CTaJIi COCTOUT U3 OOOTALICHHOTO YIIepOIOM ayCTEHHTA Y,
o'-MapreHcura, kapounoB xpoma CryCs u nementura FesC

(puc. 4 c). Ilpn sToM KonMM4ecTBO o'-(ha3bl COCTABIISET
20 06. % (Tabmmma 3).

Muxkpotsepaocts ctanu AISI 321 B ucxomHom co-
crostHuu cocrapisier 200 HV 0,025. Mexanudeckoe Miu-
(oBaHKE PUBOAUT K HEOOJIBIIOMY POCTY MUKPOTBEPJOCTH

Frontier Materials & Technologies. 2023. Ne 4

113



Ckopbinuna I1.A., Makapos A.B., Caspaii P.A. «Bausinue GppuKIHOHHOI 00PAGOTKH M KHIKOCTHOH LIEMEHTALMM HA CONPOTHBJICHHUE. ..»

Taonuya 3. Muxpomeepoocms HV 0,025, ¢hazoswiii cocmas (konuvecmeo a'-mapmencuma oegpopmayuu)

u napamemp wiepoxogamocmu Ra nogepxnocmu 0opa3syoé uz cmanu AISI 321 nocne pasnuunvix 06pabomox
Table 3. Microhardness HV 0.025, phase composition (quantity of a'-martensite) and roughness parameter Ra
of the surface of AISI 321 steel samples after different types of treatment

Oo6pabdoTkn HV 0,025 a’, 00. % Ra, Mxm
JJIeKTPOTUTHYECKOE MOJTUPOBAHUE 200+7 0 -
Inudosanue (adpazus 14/10 mxm) 260+8 9+2 0,08+0,02

JKuakocTHasi HeMeHTauus 890+110 20+2 0,52+0,13
I, umn (111) [, umn
4 y :
120 | 180 v(111)
| 160
100 - 140 |
80 — 120 -
r 100
60 |
80 |
I 200
40 100 60 |
0l L «(110)
L 20
0F obeleyreenin 0
1 " | 1 1 1 ] 1 n 1 1
55 60 65 70 75 80 85 28° 65 70 75 23 °
a b
I, nmn
120
100 | v(111)
80 |
60
0 (110
20 L Fesc \ FesC Y(200)
Cra3Ce Cra3Ce
0
55 60 65 70 75 80 85 29°
c

Puc. 4. Penmeenosckue oughpaxmoepammol nogepxnocmu cmanu AISI 321 6 3axanennom cocmosuuu (a),
nocie waugosarus abpasusom seprucmocmoio 14/10 mxm (b) u srcudxocmmuou yemenmayuu (c)
Fig. 4. X-ray diffraction patterns of the surface of AISI 321 steel in quenched condition (a),
after grinding with an abrasive grit of 14/10 um (b), and liquid carburizing (c)

MOBEPXHOCTH HccheayeMont ctanu (10 260 HV 0,025). Tlo-
CJIe JKUJIKOCTHOM IIEMEHTAIlMd MHKPOTBEPAOCTh ayCTEHUT-
HOW cTanm Bo3pacTaet B 4,5 paza — 10 890 HV 0,025.
TTocne mexanmuyeckoro nuioBaHUS HA ajMa3HOW MacTe
noBepxHocTh cTammu AISI 321 xapaktepusyeTcs HaIUdueM
HErTyOOKMX OpHEHTHPOBAHHBIX B HAIPABJICHUM ILTM(OBKU
00po3l M HU3KMMH 3HAYCHUSIMH CpeaHeapr(pMeTHIecKoro
oTkJoOHeHnst npopmnst Ra=0,08 mxm (puc. 5 a, Tabnmma 3).
[ToBepXHOCTB CTajM TOCHE IIEMEHTAIMM MMeeT OoJiee BBICO-
Kyl0 1epoxoBaroctb (Ra=0,52 MkM). 3T0 MOXeT ObITh 00y-

CIJIOBJICHO TEM, YTO Ha MOBEPXHOCTH I[EMEHTOBAHHOW CTaIU
BUJICH YETKHH pesibed MO TpaHWIaM 3epeH, CBA3aHHBIN ¢ X
BBITPABJIMBAaHUEM MPH AJIEKTPOJIUTHUSCKOM YIAJICHHH TOCIE
[IEMEHTAIlM OKHCHOH IIeHKH (Tabmuma 3, puc. 5 b).

[MpuBeneHHbIE HAa pHUC. 6 THCTOIPAMMBbl CBHJIETEJIBCT-
BYIOT O TOM, UTO aycTeHuTHas craib AISI 321 nocne mumu-
(hoBaHMA U TOCIIE IEMEHTALUH XapaKTePU3yeTcs OJIN3KUMHU
3HAUEHHMAMH CKOPOCTH KOpposuu: k,=0,40+0,04 r/(m” u)
u k,=0,32+0,02 r/(M*-a) cooTBeTcTBEHHO. IIpH 3TOM CKO-
POCTb KOPPO3HMHU IEMEHTOBAaHHOW CTAJIN JIaKe HUXKE.
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| |

a

]

b

Puc. 5. Hzo6paicenus nosepxnocmu 06pasyos uz cmanu AISI 321
nocne waughosanus abpasueom seprucmocmoro 14/10 mxm (a) u scudkocmuoti yemenmayuu (b)
Fig. 5. Images of the surface of AISI 321 steel samples
after grinding with an abrasive grit of 14/10 um (a) and liquid carburizing (b)
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Puc. 6. 3asucumocmsv ckxopocmu kopposuu k,, 0b6pasyos uz cmanu AISI 321 om euda o6pabomku nosepxnocmu
Fig. 6. The dependence of corrosion rate k,, of AISI 321 steel samples on the type of surface treatment

OBCY)XXIEHUE PE3YJIBTATOB

YcraHoBieHHOE Oosiee uYeM 3-KpaTHOE YIPOYHEHHUE
(mo 710 HV 0,025) cramu 12X18HI10T npu ¢pukiponHon
00paboTke 00yCIOBICHO (POPMUPOBAHHEM CHIIBHO JHCIIEP-
TMPOBaHHOW (BIUIOTH 10 HAHO- U CYOMHKpPOKpHCTaJUINYe-
CKOTO COCTOSIHHMSI) MapTEHCHTHO-ayCTEHHTHOH CTPYKTYpBI
[5] m ob6pazoBanuem 70 06. % o'-mMapTeHCHTa AedOpMaN
B pesyibTare peajusanuu AedopManuoHHOro (Ha3o0BOro
npespamienus. B [15] B moBepXHOCTHOM ciio€ ayCTEHUTHOMH
cramu AISI 321 mpu ¢pukimuonHol odpaboTke HabIOAa-
JIOCh TIOJTHOE JIehOpMaMOHHOE Y—0!'-TIPEBPAIECHHE, YeMY
CIOCOOCTBOBAJIO MEHBIIIEE COJCPIKaHNWE B CTAIH CHIIBHOTO
crabunuzaropa aycrennta Hukens (8,44 mac. % Ni), yem
B ctaimm 12X18HIO0T (10,04 mac. % Ni, Tabmuna 1). Oxnako
MOKa3aHHBIM OTHOCHUTEIBHO HEBBICOKHH YPOBEHb MHKPO-
TBEpIOCTH Ha moBepxHocTu cranu AISI 321 (480 HV 0,025)
CBHIETEIBCTBYET O MEHBIINX CTEMEHSX IIACTHYECKOH Je-
bopMayK U IUCTIEPTUPOBAHUS CTPYKTYPBI, JOCTHIHYTHIX
B pabore [15]. CnemoBaresbHO, He Ae(OPMAIIMOHHOE Map-
TEHCUTHOE IPEBpallleHNe HU3KOYTIEPOANUCTOrO ayCTEHHTA,
a aKTUBM3allMS 3EPHOIPAHUYHOTO MEXaHH3Ma YIPOUHEHHS
IIpY M3MEJIbYECHUH 3€pHa B mpouecce (GpUKIMOHHOW 00pa-

OOTKM BHOCHT OIPEACISIONIMH BKJaJ B YIPOYHEHHE HC-
ciexyeMoii B Hactosiiel padore cranu 12X18H10T.

CoopmupoBanHass 1pu (PUKIMOHHOH 00paboTKe To-
BepXHOCTh aycTeHMTHOH cTtammu 12X18HI10T, ckioHHON
K CXBATBIBAHHUIO IIPU TPEHHH, XapaKTEPU3YEeTCsl IOCTATOUHO
HU3KUMHM 3HAUEHUAMH ITapameTpa mepoxoartocta Ra=0,17—
0,33 MkM 1pu npPODHIOMETPUHM YYacTKOB pa3Mepamu
211x278 mxm. B pabote [20] npu dppukimonHoit 06paboTke
BBICOKOA30THCTOM ayCTEeHUTHOH craimu (opmupoBaiach Io-
BEPXHOCTb C MapaMeTpoM IuepoxoBaTocTd Ra=0,39 mkm.
B T0 xe Bpems npu apobectpyiiHOi 00paboTKe MOBEpX-
HocTh cram AISI 304 xapakTepu3oBanach 3HAYUTENBHO
Ooipireli mepoxoBatocThio: Ra=2,8-3,8 Mxm [21]. Takum
o0pa3om, GpuKIHOHHAs 00paboTka obecreynBacT Kak 3¢-
¢dexrunoe yrnpounenue cranu 12X18HI10T, Ttak u BbICOKOE
KauecTBO €€ TOBEPXHOCTH.

OtTMeueHHas! MOBBIINIEHHAs CKOPOCTb KOPPO3HHU CTAIH
12X18H10T B mehopMHpPOBaHHOM COCTOSHHH (IIOCIE Me-
XaHUYECKOTO HUIM(OBaHMS U (QPUKIMOHHONH 00pabOTKH)
(puc. 3) MoxeTr ObITH O0yCIOBJIE€Ha NPUCYTCTBHEM B TIO-
BEPXHOCTHBIX CIIOSX MapTeHcuTa jaedopmanuu. B pabdore
[22] BO3HMKHOBEHHE TOYEYHON KOPPO3UM HA MOBEPXHOCTH
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ctaym 304 L cBA3BIBAIM ¢ HAIMIUEM DJICKTPOXUMUYECKOUN
TETEPOTEHHOCTH, KOTOpass OOyCJIOBICHA IOSIBICHUEM
o'-mapreHcuta. OqHako oObeMHas aonst o'-as3sl, 00pas3o-
BaBmrelics npu numdoBaann cramu 12X18HI10T, cymect-
BeHHO MeHbIe (7 06. %), dyem mpu (puxknnoHHOH 006pa-
6otke (55-70 006. %), a CKOPOCTH KOPPO3HMU CTAIH B IILIH-
()OBaHHOM COCTOSIHUM HECKOJBKO BbIme (Tabiuna 2,
puc. 3). OTMEYEeHHOE MOJIOKUTENbHOE BIUSHUE (PPHUKIH-
OHHOI 00pabOTKN Ha CONPOTHUBIICHHE KOPPO3HH, HECMOTPS
Ha MHTEHCUBHOE Pa3BUTHE NPH HArpyXEHUH WHICHTOPOM
MapTEHCUTHOTO MPEBPALIEHUsI, MOXXHO OOBSICHUTH CHIIbHOM
(parmMeHTanyeil CTPYKTYphl NpU peanu3anuu (QpUKINOH-
HOU 00paboTKu [5], KOTOpast CHOCOOCTBYET YCKOPEHHOMY
(hOpMHPOBAHUIO NMACCHBHBIX IUICHOK Ha MOBEPXHOCTH He-
pkaBetored ctanu [23]. Takum 00pa3oM, ¢ TOYKH 3PCHHUS
Koppo3uoHHOH ctorikoctr cramm 12X18H10T ¢puknnon-
Hast 00paboTKa UMeeT OTpeIeTICHHOE TPEUMYIIECTBO TIepe]]
MEXaHNYECKUM IIITH(OBAHNEM.

Panee Taroke ObUIO OTMEUEHO, YTO NUTH(OBaHUE U PPUK-
IMOHHAsT 00paboTKa OOYCIABIMBAIOT POCT IIEPOXOBATOCTH
noBepxHocTu ctayi 12X 18H10T no cpaBHEHHUIO ¢ AIEKTPOIIHU-
THueckuM nonupoBanueM: Ra=0,11-0,33 mxm u Ra=0,06 Mxm
COOTBETCTBEHHO. [Ipu 3ToM Ha 1HIIM(OBAHHOI MOBEPXHO-
CTH OTMEYAETCs HaJIMYKe Je(EeKTOB CIIOMHOCTH MaTepHa-
ma (MENKHX SIMOK W TpEIIWH, puc.2b), a B pe3yinpTare
(pUKIOHHOW 00pabOTKM Ha TOBEPXHOCTH BO3HUKAIOT
BBIPAXXECHHBIE CIIEAbI () OPMUPOBAHUS B BUAE IPOJONBHBIX
BaJIMKOB, BIIQJAWH W BHITJIaXEHHBIX moinoc (puc.2c, 2 d).
[TokazaHo, 4TO yBENTHMUCHHE MIEPOXOBATOCTH MOBEPXHOCTH
CTAJIM COIMPOBOXKAAETCS POCTOM CKOPOCTH Kopposuu [18;
24], a nedekTsl MOTYT BBICTYNATh B KayeCTBE JIONOJHH-
TENBHBIX 0YaroB KOPPO3MOHHOTO Pa3pyIIEHHS U MPEISTCT-
BOBaTh MaccuBanuu matepuana [25]. Takum obpa3om, mo-
BUIMMOMY, Ha KOPPO3HOHHOE TIOBEJICHUE ayCTCHUTHOU
CTalM CYIIECTBEHHO BIIMSIET U KauecTBO €€ IMOBEPXHOCTH
(1mepoxoBaTocTh, HATMYHNE MM OTCYTCTBUE AE(EKTOB).

Jocturayroe mpH SKHIKOCTHOH IeMeHTarun 3¢dgex-
THUBHOE ITOBBIIICHHE MHUKPOTBEPAOCTH AyCTEHUTHOW CTalH
AISI 321 (ot 200 mo 890 HV 0,025) cBsa3aHO ¢ TBepmopac-
TBOPHBIM YIIPOYHEHHEM B pe3yibTaTe HACBHIIIEHHS aycTe-
HHUTa YIIepOaOM, IUCIEPCHOHHBIM YIPOYHEHHEM IPH BBbI-
JIeNeHNH KapOuIHBIX (a3, oOpa3oBaHHEM ('-MapTEHCHUTA
U yBEJIMYEHHEM IpU IUIACTHYECKOW NnedopManny MmiIoTHO-
cTH 1eeKToB CTPYKTYpHI [13].

Hecmotpss Ha o6paszoBanue 20 06. % o'-mapTeHCHTA
nedopmanuy, kapOMIOB M HE3HAYUTEIHHOTO KOJIMYECTBA
e-MapTeHcuTa [13], a Taxke Oojiee BBICOKYIO IIEpOXOBa-
TOCTh MOBEPXHOCTH, MOCJE JKUIKOCTHON LIEMEHTALUH OT-
MeyaeTcsl HeCKOJIbKO MEHBIINH ypOBEHb CKOPOCTH KOpPpPO-
3un ctanu AISI 321, yem nocie nutudoBanus (puc. 6). 1o
CBSI3aHO C TE€M, YTO aTOMBI BHEIPEHUs, B YACTHOCTH yTJIe-
PoA, cTaOMIM3UPYIOT 3JIEKTPOHHOE COCTOSIHUE JKele3a, TeM
CaMbIM IOBBIIIAA €r0 KOPPO3HOHHYIO CTOHKOCTh [26]. DTO
CIIPAaBEeIJIMBO W IJIsl ayCTeHMTa, W IJisi mapreHcuTa [27].
Hapsiny ¢ atum okcuanuonsl, Takue kak HCO; u CO327,
ABIAIOTCS 3(p(PEeKTHBHBIMU HHTUOUTOPAMH TS TI0/IaBIICHHUS
aHOJTHOM Koppo3uu [26].

OCHOBHBIE PE3YJIBTATBI U BBIBO/IbI

UcnpiTanus Ha OOIIyI0 KOPPO3WUIO B PacTBOpE
20 mac. % NaCl + 30 mac. % HCI (1:1) nokazanu, 910 10
CPaBHEHHIO C 3JICKTPOIUTHYCCKUM MoMpoBaHueM 3ddek-

THUBHOE YNPOYHEHNE MOBEPXHOCTH AyCTCHUTHOM MeTacTa-
owrmpHO# ctamm 12X18H10T ¢puxkumonHOl 00paboTKOM
(ot 220 mo 710 HV 0,025) compoBoxmaeTcsi MOBLIIIEHUEM
CKOpocTH Koppo3um ot k,=0,35 r/(M2~q) no k,=0,53—
0,54 r/(m*-4). OxHAKo, Jaxe HECMOTpPS Ha (OPMHPOBAHHE
O] BO3JICHCTBHEM CKOJB3SIIETO HHACHTOPA Ha TOBEPXHO-
ctu craau 55-70 06. % mapreHcura aedopmanuu, Qppuk-
[IMOHHAs1 00paboTKa He MPHUBOJAUT K YXYIIIECHHIO KOPPO3HU-
OHHOM CTOMKOCTH II0 CPAaBHEHMIO C JPYrOd MEXaHUYECKOM
MOCTOOPAa0OTKON ayCTEHHTHOM CTaiu — LUTH(QOBaHUEM
Menko3epHucToi (20/14 MKM) HMIKYpKOH, KOTOpoe He obec-
MEYMBACT CYILECTBEHHOTO IOBBINICHUS MHUKPOTBEPIOCTH
noBepxHocTH (ymmib 1o 240 HV 0,025) u passurus aedop-
MalMOHHOTO MapTEHCHUTHOTO NPEBPAICHUS ayCTCHHTA,
IIPU 3TOM CKOPOCTH KOPPO3UH HIIH()OBAHHON CTaIN TOCTHU-
raer k,=0,58 r/(M*-4).

Koppoznonnoe mnoseaenue cramu 12X18HI10T, noa-
BEPrHYTOH 3JIEKTPOJINTHIECKOMY MOJIMPOBAHUIO, HUIH(O-
BaHMI0O M (PUKIMOHHON 00paboTKe, omperessiercs cle-
JIYIOIUMHA (aKTOpaMu: HATMYHUEM/OTCYTCTBHEM 0-MapTCH-
cura jaedopManuu B CTPYKType, KaueCcTBOM (IIEpOXOBa-
TOCTb, HAJIMYUE WJIM OTCYTCTBHE AE(PEKTOB CILIOLIHOCTH)
c(OPMUPOBAHHOI TOBEPXHOCTH U, MO-BUIUMOMY, IHC-
MIEPCHOCTHIO C(HOPMUPOBAHHOM CTPYKTYPBHI.

YCTaHOBIIEHO, YTO KHIKOCTHAS EMEHTALUS IPH TEM-
nepatype 780 °C mpHUBOIUT OJHOBPEMEHHO K 3(PQEKTHB-
HOoMy ynpouneHuto (ot 200 go 890 HV 0,025) snexrporo-
nupoBaHHOM aycteHuTHOM ctanmu AISI 321 u HekoTopomy
MOBBIIICHUIO KOPPO3HMOHHOW CTOMKOCTH IO CpPaBHEHHIO
C TOHKMM MEXaHWUYEeCKHM HIIH()OBaHUEM Ha ajJMa3HOM mac-
TE€: CKOPOCTh KOPPO3WH LUTU(GOBAHHOW CTalU COCTABIISIET
k,=0,40 F/(Mz"l), a 1eMenroBannoi — k,=0,32 r/(M2 ‘1), 910
CBSI3aHO C TEM, YTO aTOMbI BHEJIPEHUs yriepoja CTaOuiu-
3UPYIOT IEKTPOHHOE COCTOSHHE JKelle3a (Kak ayCTCHHUTa,
TaK U MapTCHCI/ITa), TEM CaMbIM IOBbBIIIAsA €ro KOPPO3UOH-
HYIO CTOMKOCTb.
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Abstract: Currently, to increase the hardness, strength and wear resistance of thermally non-hardenable austenitic
chromium-nickel steels, such methods as frictional treatment with a sliding indenter and liquid carburizing have been used.
However, along with an effective increase in mechanical characteristics, the application of these types of treatment may be
accompanied by a decrease in the corrosion resistance of austenitic steels. Therefore, it is reasonable to study the influence
of frictional treatment and liquid carburizing on the general corrosion resistance of Cr—Ni austenitic steels. In this work,
the surface microhardness of the 12Cr18Nil0Ti and AISI 321 steels was determined using the recovered indentation
method after electropolishing, mechanical grinding, frictional treatment, and liquid carburizing at a temperature of 780 °C.
Using scanning electron microscopy and optical profilometry, the authors studied steel surfaces subjected to the specified
types of treatment and determined their roughness. The corrosion resistance of steel was studied by testing for general cor-
rosion using the gravimetric method. When testing for general corrosion, it was found that hardening (up to 710 HV 0.025)
frictional treatment leads to an increase in the corrosion rate of the 12Cr18NilOTi austenitic steel compared to
the electropolished state (from k,=0.35 g/(m*h) to k,=0.53-0.54 g/(m*-h)). The corrosion rate of the ground steel is
k,=0.58 g/(m”h), while mechanical grinding does not provide a significant increase in the microhardness of the steel under
study (from 220 to 240 HV 0.025). It is shown that the corrosion behavior of 12Cr18Nil0Ti steel subjected to various
types of treatment is determined by the following factors: the presence/absence of strain-induced o'-martensite in the struc-
ture, the quality of the formed surface and, apparently, the dispersion of the formed structure. Liquid carburizing of
the AISI 321 austenitic steel leads simultaneously to an increase in its microhardness to 890 HV 0.025 and a certain in-
crease in corrosion resistance compared to fine mechanical grinding. This is related to the fact that carbon embedding
atoms stabilize the electronic structure of iron (austenite and martensite), thereby increasing its corrosion resistance.

Keywords: austenitic chromium-nickel steel; frictional treatment; liquid carburizing; microhardness; phase composi-
tion; roughness; corrosion resistance.
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Annomayusn: CrnaB Fe—Ga siBnsieTcsi NepCleKTHBHBIM MarHUTOCTPUKIIMOHHBIM MaTepualioM OJyiarojapsi onTHMalib-
HOMY COYETaHWIO (PYHKIMOHAIBHBIX CBOMCTB M OTHOCHUTEIHHO HU3KOW IIEHBI 32 CYET OTCYTCTBHUS PEIKO3EMENBHBIX dJie-
MEHTOB B cocTase. [l moTy4eHnus MaKCUMaJIbHOH MarHUTOCTPUKINY B MoiHuKpucTauiax Fe—Ga HeoOxoammo co3naBath
KpHCTaIUIOrpaUIecKyro TEKCTYpy ¢ npeobnananueM HanpasieHus <100>, MOCKOIbKY HanOONbIIEH SBIAETCS KOHCTaHTa
TeTparoHaJIbHOW MAarHUTOCTPUKLMH. TpaguilMOHHBIE METOAbI TEPMOMEXaHIMUECKOH 00pabOTKH HE MPUBOAAT K (GOPMHUPO-
BaHMIO TaKO# TeKcTyphl B ciutaBe ¢ OLK-pemerkoil. B paboTte BrepBble MpeanokeHO HCHONB30BATh YIIIOBYIO MPOKATKY
C LENBbI0 YBEIWYEHHS OJH OJIaronpHsITHBIX TEKCTYPHBIX KOMIIOHEHT. Temas mpokaTka co cTenensio aedopmanun 70 %
Oputa peanu3oBana oA yriamu 0, 30 u 90° mo OTHOIICHHIO K HATIPABICHHIO TOPSYCH MpoKaTku. TekcTypa medopmarun
aHAJIN3UPOBANIACh C NMTOMOIIBIO PEHTTEHOBCKOTO TEKCTYPHOTO aHaJN3a, a TeKCTypa U CTPYKTypa MaTepHaia Mocjie peKpu-
CTAJUTM3aLUKN — METOJIOM I pakuuu 00paTHO paccessHHbIX AekTpoHOoB (EBSD) Ha ckaHMpyrOLeM 3JIEKTPOHHOM MHKPO-
ckore. KonnyecTBeHHBIN aHAM3 TEKCTYp MPOBOAMIICS C TIOMOIIBI0 METOAa (QYHKIUHU paclpesielieHHs OPUEHTAIUH C 1 C-
moJsp30BaHueM TporpamMmHoro obecrnedenuss ATEX. KonuuecTBeHHO ompezneneHa o0beMHas A0JI HEKOTOPBIX KOMIIO-
HeHT. [loka3aHo, 4TO CcylIecTBEHHOE U3MEHEHUE B TEKCTYpax JeopMaluy U MEpBUYHON PEKPUCTAIITM3ALUH TPOUCXOAUT
pu pokaTke mof yriaom 90°. O6pasers mocie Takoil MPOKaTKH COAEPKUT HAHOOIIbIIIee KOMNIECTBO IMIIOCKOCTHOW KOMITO-
HeHTH {100}. YcTaHOBIICHA 3aBHCHMOCTh MEKAY TEKCTYpO#l nedopmanuu u pexpuctammmsanuu B Fe—Ga: Tak, mis mo-
BBILIIEHUS JI0JIM KOMIIOHEHT C KpHcTaiutorpadudeckuM HampasieHueM <001> mpu pekpucTaiM3anny HEoOX0AUMO TpH-
CYTCTBHE B TEKCType JedopMannyl IIOCKOCTHBIX KOMIIOHEHT {111}, 4To CBsI3aHO C NMPEUMYIIECTBEHHBIM POCTOM OJiaro-
MIPUATHBIX KOMITOHEHT B JIe(pOpPMAlMOHHON MaTpHIIE C TAKOH TEKCTYpoii.

Knrouesste cnosa: crnap Fe—Ga; craB (Feg;Gay;)g9oB1; KOMMYeCTBEHHBIN aHAN3 TEKCTYPHI; YIIIOBas MPOKATKa; Iep-
BHUYHAS PEKPUCTAIUTU3AIM; MATHUTOCTPUKIIUS.

bnazooapuocmu: Pabota BhIMoNHEHA TpH mojjiepkke rpanta [Ipesumenta Poccuiickoit ®eneparyiul Jyisi MOJOIBIX
yueHbIX — KaHauaaToB Hayk (Ne MK-344.2022.4) u B pamMKax roCyIapCTBEHHOTO 3aaHusd MUHHUCTEpCTBA HAYKH U BBICIIIE-
ro odpasoBanus Poccuiickoit ®enepannn (mudp «Maraut», Ne 122021000034-9).

OIEeKTPOHHO-MHUKPOCKOITMYECKHE HCCIICIOBAaHMS BBHINMOJNHEHB! B LleHTpe KojulekTHBHOrO aoctymna McmeITaTensHOro
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ro otaenenus PAH (ExarepunOypr, Poccus).

CraTpsl HOATOTOBIJIEHA 110 MaTepHaiaM JOKJIAI0B ydacTHHUKOB X1 MexayHapoaHoH mkousl «Pu3ndeckoe MaTepuaio-
Begenne» (ILIOM-2023), TomsittH, 11-15 centsadps 2023 roxa.

Jna yumupoeanun: Crpmwxauenko W.P., I'epackeBa U.B., Mumotun B.A., [JeBarepuko .M. KonnuecTBeHHbIN
aHaJIM3 TEKCTYphl JedopManuy U MEpBUYHON PEKPUCTAIUIN3AIMN TIPH YTIIOBOW MPOKATKE M OTXKHUI'€ MarHUTOCTPHKIINOH-
noro cmiaBa (Feg;Gaj7)e9B // Frontier Materials & Technologies. 2023. Ne 4. C. 121-128. DOI: 10.18323/2782-4039-
2023-4-66-11.

B IIOCJICIHHUE TOAbl B KAYECCTBC HepCHeKTHBHOﬁ 3aMCHBI

BBEJIEHUE

CruiaBel ¢ BBICOKOW MAarHUTOCTPHUKIIMEH MMEIOT MIMPOKOE
[IPUMEHEHHUE B HIEKTPOTEXHUYECKOM NMPOMBIIUIEHHOCTH. Ha
X OCHOBE H3rOTaBIIMBAIOT MPHUBOSIINE YCTPOWCTBA WU JIHU-
HEWHBIC JTBUTATENH, IPeoOpa3oBaTeN 3ByKa U YIBTPa3BYyKa,
JATYUKU PA3IMYHOTO HAa3HAYCHHUS, YCTPOWMCTBA LISl IIPeoo-
pa30BaHUsl MEXaHUUYECKON YHEPTUH B AJIEKTPUUECKYIO U Ap.

TPaIUIOHHBIX MarHUTOCTPUKIIMOHHBIX MaTepHajoB pac-
cmarpuBaerca ciuraB Fe—Ga, koTopslii oOmajgaer omrTH-
MaJIbHBIM COYETaHHEM CBOMCTB M ropasjo Ooyiee HU3KOH
CTOUMOCTBIO [0 CPABHEHMIO C MOMYJISPHBIM CIU1aBoM Fe—
Dy-Tb [1]. Ilo 3TO#i mpuumMHE CETOMHS MOSBHIOCH OOJIb-
1I0€ KOJHUYECTBO HUCCIIEOBAHUMN, MOCBSILEHHBIX CIUIABY
Fe—Ga. Hanpumep, paspabGoranbl crocoObl HOBBILIEHUS
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MarHUTOCTPHUKIMH 32 CUET CO3JaHMs ONTHMAIBHOTO (a3o-
BOTO cocTaBa [2], moapoOHO u3ydeHbl (ha30BBIe MpeBpaIe-
HUS [3] ¥ IPUYIUHBI AHOMAJLHO BBICOKOW MAarHUTOCTPHK-
min B cioiase [4]. Hambonee pacmpocTpaneHHO# (GopMoit
HCIIONb30BaHUA MAarHUTOCTPUKIMOHHBIX CIUIABOB (M MHO-
TUX JPYTHX MarHUTOMSATKHUX CIUIABOB) SIBJISIFOTCSI JIMCTBHI,
KOTOpBIE, OTIEJCHHBIE IPYr OT Jpyra cjioeM H30JISLUH,
3aTeM COOMpPAalOTCs B MO3MILMH 3aaHHO (QopMBbl U pasMe-
pa. Takass KoHOGUTrypalys MO3BOJISIET CO3aBaTh OOBEMHBIC
YCTPOMCTBA, KOTOPbIE MOTYT paboTaTh B YCJIOBHSX IOBBI-
IICHHBIX YacTOT NepeMarHW4MBaHus 0e3 OOJBLIMX TOTEph
Ha BUXPEBBIE TOKH, YTO OCOOCHHO aKTyallbHO B KOHTEKCTE
MHOTHX MarHUTOCTPUKIIMOHHBIX YCTPOMCTB.

Jis momyyerns muctoB u3 cmuaBa Fe—Ga o0baHO mC-
HONB3YIOT Ae(OPMALUIO MTPOKATKOM € MOCIEIyIOMNM pe-
KPHUCTAIUTU3aLHOHHBIM OTXHUIOM. O4eHb BaXXHO B IIPOIIECCE
TEPMOMEXaHNIECKOH 00pabOTKH CO37aTh OIpeIeIeHHYIO
KpHCTAUIOTpadUIECKyI0 TEKCTypy, HEOOXOOUMYIO IUIS
JOCTKEHHUS HaWIy4YIlIUX CBOWCTB (MarHUTOCTPUKIMH).
B cayuae Fe—Ga takoii Texctypoii seisercst <100> // HIT
(HampaBieHHE NMPOKATKH), IPU KOTOPOH BEIMYMHA MarHu-
TOCTPUKIIMU MakcuMasbHa [5]. [Ipobiema B TOM, 4TO CIUIaB
Fe—-Ga npu cogepxxanuu Ga no 19 at. % (mepBslil nuk 3a-
BUCUMOCTH MAarHUTOCTPHKIIMH OT cocTaBa [6]), KOTOPHIH
UCTIONB3YyeTCs  JUIl  TNPOKaTKHW, oOnagaer  00beMHO-
nerTpupoBanHor kyomueckoit (OLIK) cTpykTypoii, B KoTO-
PO ZOBOJNBHO TPYAHO 3a CUET NMEPBUYHON PEKpUCTAIIIN3A-
IIMM TIOTYYNTH OOJIBIION 00BEM 3€peH ¢ OPHUEHTHUPOBKOH
<100>// HII. [as JOCTHKCHHUS 3TOW LEIH HEOOXOIUMO
noapoOHOe uccienoBaHue ocoOeHHocTell (opMupoBaHUs
TEKCTYpHBIX KOMIIOHEHT B ciuiaBe Fe—Ga Ha pasiu4HbIX
JTanax TEePMOMEXaHM4YeCKOH 00pabOTKW IpH BapbUpOBa-
HHUH PEXUMOB. Takue MCCiel0BaHUsl aKTUBHO BEAYTCS MO-
ciennue roasl [7-9], ogHako mpoGiieMa Bce elle He pelieHa
B IOJIHOM Mepe. M3BecTHO, 4TO 3a cueT Moabopa pexUMOB
MPOKATKH M OT)KUTa MOXKHO CYIIECTBEHHO ITOBBICHUTH CO-
nepxanne KoMmroHeHTsl <100> // HIT B KOHEYHO# TeKCTy-
pe, HO Jlake B 3TOM CiIydae ee JIOJsl OCTaeTcsl JIOBOJILHO
Huzkoi [9; 10]. Kpome Toro, ¢ TeXHUYECKON TOUKU 3pEHHUS
npokarka cmiaBa Fe—Ga OCIIOKHSAETCS €ro CKIOHHOCTBIO
K XpYIKOMY pa3pyIICHHIO, II03TOMY JIBOMHOHN CIUIaB 4acTo
JIETUPYIOT HEOOJIBUINM KOJIMYECTBOM 00pa, YTO HO3BOJISET
MUHUMU3HUPOBaTh npobiemy [11]. CymecTByroT uccieno-
BaHMs, JIEMOHCTPHUPYIOIINE BO3MOXKHOCTh CO3aHusl 0Jaro-
MPUATHOM TEKCTYpHl ¢ MpeobiagaHHeM Tak Ha3bIBaeMOM
T'occoBckoil  (Takoe Ha3BaHHE HOCHT OPHEHTHPOBKA
{110}<100>) wmm OMU3KOH K HEH OPUEHTHPOBKH 3a CUET
BTOPUYHON PEKPUCTAIUIN3ALMN MTOJOOHO MEXaHU3MY, pea-
JIM3yeMOMY B aHH30TPOITHOM 3JIEKTPOTEXHHYECKOW CTau
Fe—3%Si [12; 13]. OmHaKO 3TO TEXHOIOTUIECCKH CIIOKHBIN
npouecc, TpeOyOmNH, KpOME BCEro IMpPOYero, BHECEHMS
JIOTIOJTHUTENBHBIX BKJIIOYEHHH [UIT TOPMOKEHUSI HOPMaJIb-
HOTO POCTa 3€PEH Ha OMPEIEICHHBIX CTAANAX OTXKHUTA.

Jis pemeHns 3amadd CO3JaHMSA KpHcTamiorpagpude-
CKOM TEKCTypHI, ONTHUMAIbHON I (HOPMHUPOBAHMSA Mar-
HHUTHBIX CBOMCTB B ciuiaBax Ha ocHoBe Fe—Ga, HeoOxoau-
MBI JaJbHEHIINEe MCCIEeIOBAHUS, B TOM YHCIIE C NPHBIIEIE-
HHEM HOBBIX HECTaHJAPTHBIX MOAX0A0B. OJHUM U3 TaKUX
MOJIXOJI0B SIBJISIETCS yrioBas mpokartka [14]. Ona 3akioua-
eTcsl B M3MEHEHHH YIJIa HAIPABJICHHUS XOJOMHON MPOKATKH
10 OTHOIICHMIO K HANpaBJIEHHIO ropsyel NPOKaTKH. ITO
M03BOJISIET BHOCUTH W3MEHEHHS B IPOLECCHI 3apO>KACHHS
U pOCTa 3€peH, YTO B HEKOTOPBIX CIIydasX MOXET INPUBO-

IIUTh K yBeIMUeHUIo KoimdecTBa <100> opueHTHpOBKH. Pa-
Hee TakoW TMoaXoJ ObLT MCHOJb30BaH mpH npokaTke OL[K-
crutaBa Fe—Si m mokazan cBoro addextuBHOCTE [15-17].
IMockompKy ¢ TOYKH 3peHHsT 0COOeHHOCTEH (HOpMHUPOBaHHUS
TEKCTYpHI 3TOT cIuiaB mogobeH Fe—Ga, MOXXKHO HanesThes,
YTO YTIIOBAs MpOKaTKa OyneT 3pdekTHBHA U B JAHHOM CITy-
yae. PaHee Takue SKCIIEPUMEHTHI HE TIPOBOMIIUCE, II03TOMY
uyiest X peallM3alii Jieryia B OCHOBY HAaCTOSIIEH CTaThH.

JJisl TOBBIIICHUS TUTACTHYHOCTH M MUHUMHU3AIUN PUCKA
paspyleHus IpHU MPOKaTKe B Ka4ecTBE MaTepualia Hccie-
JIOBaHUS BBIOpaH CIuIaB, JIErHpOBaHHBIA 1 aT. % Oopa,
a UMCHHO (Feg3Ga17)99B1.

Henp paboTHI — HcCiIeIOBaHNE BISHIA IPOKATKA TIOJT YT-
JIOM Ha KpHcTaJuIorpaduaecKyro TeKcTypy B ciuase Fe—-Ga.

METOJUKA ITPOBEJEHUSA UCCJIEJOBAHUSA

Cmurok coctaBa (Feg;Gai7)e9B) (B CTaThe HCTIIONB3YIOTCS
aTOMHBIE TPOIEHTHI) OBUT BBIMJIABICH WHIYKIMOHHBIM Me-
TOZIOM B 3alIUTHOW arMoc(epe aproHa W pasiiuT B MEIHYIO
M3JIOXKHUILY C TIOMOILBIO LIEHTPOOEKHOro JINThs. Kak ObL1o
YCTAQHOBJICHO paHee, TaKOH METOA pPAa3IMBKHU MO3BOJISET
YMEHBIIUTh KojmuyecTBO nop B ciautkax Fe-Ga, a Taxxe
MO3BOJISIET JIOOUTHCS PABHOMEPHOTO PACIPEACNICHUSI XUMH-
yeckux 31eMeHToB [18]. [lobaBka Oopa mpru3BaHa MOBBICUTH
IUTACTHIHOCTD CIUIaBa, YTO MO3BOJIUT YIPOCTHTH 3a/lady €ro
wractrdeckod nedopmarmu. Cintox B Qopme mmmmHIapa
BbicoTOM 50 MM M JuaMeTpoM 14 MM paspesancs Ha Tpu
paBHBIC YaCTH MONEPEK JUIMHHONW CTOPOHBL. 3arOTOBKH OBLITH
MPOKOBAHBI /0 TOJIIMHBI 6 MM W TOABEPTHYTHI ToOpsdei
MPOKAaTKe 0 TOJIIMHBI nopsaka 2,7 Mm. KoBka u ropsdas
MpoKaTKa ocyuiecTBsuMCh mpu Temmeparype 1000 °C. 3a-
TEM C IIOMOIIIBIO 3TEKTPOUCKPOBOIO CTAHKA U3 IOJIyYEHHBIX
3aroTOBOK OBUIM BBIPE3aHbl MPSIMOYTOJNBHUKU IIHUPHHOMN
8 MM u mnuHO# ot 20 no 30 MM MO pa3HBIMH YIJIaMU IO
OTHOIIIEHUIO K HAMPaBJICHUIO Topsiueil mpokatku (puc. 1).

OOpasipl HoABEpPrajich MPOKATKE B HECKOJIBKO IPOXO-
JIOB Ha JIBYXBAJKOBOM IPOKaTHOM CTaHE C IIOJIOTPEBOM IO
350 °C nepen KakabpIM MPOXOJOM JJisl MUHUMM3ALHUN pPUCKa
pactpeckuBanus. OOmas crenens geopManiy ¢ IOMOIIBIO
Teruioi mpokatku coctaBmia 70 %. Texcrypa nedopmarmu
HccenoBaiach ¢ ToMoIblo mudpakromerpa PANalytical
Empyrean Series 2. IlomtocHbie (urypsl 00pasioB ObLIH
NnoJyueHbl B KoHGUrypauuu ¢ (oxycupyromeil mnoyimka-
HNUUISIPHOM JIMH30H.

O06pazer 3aKperisiicsl Ha U3MEPUTENTLHOM CTOJIMKE C Tpe-
Ms CTENeHAMH CBOOOJBI. VICTOYHMKOM M3ITyYeHHUS CITyXHia
PEHTIeHOBCKas TpyOKa, paboTaromias Ha XapakTepUCTHIECKON
nmHe Bonebl CoKo, A=1,789 A. Ha ocHose JKCIIEPUMEH-
TambHBIX TOMFOCHBIX Quryp {110}, {200} u {112} c¢ mo-
MOLIIBIO TporpaMMHoro obecrieuennst ATEX' Gbum noctpoe-
HBI QyHKIUH pactpenencaus opuenTanun (OPO) mo Bynre.
C nomouiplo cHenuanabHO CO3AaHHOM MporpamMMsl 1O JaH-
HeIM OPO 1 nedopmMHpOBaHHBIX OOpa3IOB MOIydaId
00BEeMHBIE 0NN 33JaHHBIX OpHeHTHpPOoBOK {hkl}<uvw>+10°
MoZ0OHO TOMY, KakK 3TO OBUIO Pealn30BaHO B MpeAbIIyIIeH
pabore [19].

Pexpuctannu3anuoHHbIl  OTXKHUT  J1e(OPMHUPOBAHHBIX
00pa3noB NpoBOIWIM B Bakyyme mpu temmeparype 900 °C

' Beausir B., Fundenberger J.-J. Analysis Tools for Electron
and X-ray diffraction // ATEX-software. URL: www.atex-

software.eu.
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90’

e

HanpaeneHue ropayeil npokaTku

Puc. 1. Cxema svipesanus 06pa3yo8 u3 20pAUeKamanio20 Ucma nod PasHbLMU yeiamu
1O OMHOWLEHUIO K HANPAGILEHUIO 20PsUuell RPOKAMKU
Fig. 1. The scheme of cutting samples from a hot-rolled sheet at different angles to the hot rolling direction.
The horizontal arrow at the bottom of the figure indicates the hot rolling direction

B teueHne 30 muH. IIpoGomoaroToBKa Ui CTPYKTYPHBIX
HCCIIEI0OBAaHNI OCYILECTBIIIACH ITyTEM MEXaHWIECKOH M-
¢doBku U snekrpononupoBku B peaktuBe 90 % C,H,0, +
+10 % HCIO,4. CrpyKTypy M TEKCTYpY PEKPUCTaIIH30-
BaHHBIX 00pa3LOB M3y4alH C MOMOIIBIO MeTojAa IUdpak-
M o0paTHO paccesHHbIX 3ekTpoHoB (EBSD) Ha ckanm-
pyromieM snekTpoHHoM mMukpockomne FEI Quanta 200 ¢ wuc-
monp3oBaHneM npuctaBku Gupmsl EDAX. Ha moasepray-
TBIX XMMHYECKOH ITOJMPOBKE PEKPHUCTAIUIM30BaHHBIX 00-
pa3lax CKaHWPOBAIH OAMHAKOBYIO IO IUIOLIAAM 00JacTh
IPU OTHOCHUTENBHO HebompimoMm yBemmueHHH X100, d9To
MIO3BOJISIET OXBAaTHTh OOJIbINICE KOJIMYECTBO 3€PEH U IOIY-
YHUTH JIyYIIyl0 CTAaTUCTUKY. B 0Omiel Clo’KHOCTH Ha Kax-
oM obpasiie Mmetogom EBSD 0Obuta mcciiezioBaHa Iiomans
nopsiaka 25 mm”. C momomsio mporpammsr TSL OIM Ana-
lysis ompenensian 0ObEMHBIC JOJU IUIOCKOCTCH WM Ha-
MIPaBJICHUH B IJIOCKOCTH, a TAKXKe CPEIHUN AHaMeTp 3epeH.

PE3YJBbTATBI UCCJIEJOBAHUSA

Ceuenuss ®PO mpu yrne ¢2=45° c comyTcTByroLIei
nHpOpManuel MpuBeIeHBI Ha puC. 2.

Ha ceuenun ®PO 45° (puc. 2 a) npencraBieHsl HaHO0-
nmee xapakTtepHble s nedopmanun  OLIK-marepuanos
OpPHEHTHPOBKH. BHHO, 9TO BO BCex Tpex BapuaHTax yIio-
BOii mpokaTku (puc. 2 b—d) mpenmylecTBeHHO MPUCYTCT-
BYIOT OPHEHTHPOBKH C OKTa’IpPHYECKOH ILIOCKOCTBHIO
{111}, mapannenbHON IIOCKOCTH HPOKATKH (TOPU3OHTAIIb-
Hast JnuHMA npu yrire ©=54.7°), a Takke, ¢ CYIIECTBEHHO
OosbIIell MHTEHCHBHOCTBIO, OPHEHTHPOBKH C KyOHWYecKon
miockocteio {100}, mapamnensHONW MJIOCKOCTH TMPOKATKU
(BepxHsIs CTOpOHA OpHEHTAMOHHOTO Kyba mpu ®=0°). [Ipu
3TOM B 00paslie, NPOKATaHHOM IOTIEPEK HapaBiIeHHs Mpo-
KaTku (pHcC.2C), CYyHIECTBEHHO OOJIbIIE OPHEHTUPOBOK
¢ miockoctsiMu {111}. Cymma o6bemHbIx nonedt {111}3<110>
n {111}<112> B oOpa3ue paBHa 6,9 %, a B 0Opa3uax, nmpoxa-
TaHHbIX 1o yriamu 0 u 30°, aTa Benu4yuHa COCTaBsieT 5,8
u 5,7 % cootBeTcTBeHHO. Kpome TOrO, B 3TOM 00pasiie 4eT-
Ko BeIAemsiercst opumeHTHpoBKa {111}<132> (7,1 %, uro
OoJbIlIe TI0 CPAaBHEHWIO C JIPYTUMH BapuaHtamu) (puc. 2,
Tabmmma 1). Uro xacaercst KyOM4eCKnX OpHEHTHPOBOK, TO UX
00BbeMHast JI0JIsl CYLIECTBEHHO BBIIIE, YeM OKTadIPUYECKHX,
U TIPEMEPHO OAMHAKOBA BO BCEX MCCIIEIOBAHHBIX 00pa3max.
IMomumo sToro, Ha puc. 2 b u 2 ¢ npucyrcTByeT I'occoBckas

opueHTHpoBKa {110}<001> (mpaBbIif HIKHUNA yTOJ HA CeUe-
HHUHM), KOTOpast, TaK k€ KaK W KyOWdeckas, sBIsieTcsl Oiaro-
TIPUSITHOM /1711 POPMHUPOBAHHS MarHUTHBIX CBOMCTB.

HccnenoBanue peKpHCTAINIM30BaHHBIX 00pasloB IT03BO-
JSIET TPOCINICUTH DBOJIIOLHIO KpHCTayuIorpaduueckoil Tek-
CTYpbl B 3aBUCUMOCTU OT YIJIa MEXJy XOJIOJHOW U ropsaen
npoxaTkoil. TexcTypa pekpuctramnmsanuy ObUla M3ydeHa Me-
togom EBSD, mOCKOIBKY B JaHHOM Cilydae OOpasIsl MEHee
TIPUTOJIHBI I MICCIIEIOBAaHUS METOJOM PEHTTCHOBCKOW IH-
¢pakmmu (XRD). D10 CBs3aHO ¢ TeM, 4TO OOpasyrormmecs
B pE3yNbTaTe PEKPUCTANIM3ALMHI 3€pHA ONPEICICHHOW OpH-
SHTHPOBKH HAaMHOTO OOJIBIIE N0 TUIOMIAAHN, YeM SMCHKH B JIe-
(hOpMaIMOHHON CTPYKTYpE, YTO HE JaeT XOPOIIEro ypOBHS
cratucTuueckoi BeIOopkH MetogoM XRD. Metox EBSD ixe
JaeT BO3MOXKHOCTh OJHOBPEMEHHOTO aHalIW3a 3epeHHOU
CTPYKTYpPbl M KPHCTAILIOrpaUueckoll TEKCTYPhl U XOPOLIO
MOJXOAUT JUISL W3ydeHHs PeKpUCTAJUTM30BAHHBIX OOpPa3IoB.
Pe3ynbrarhl MCCIIeIOBaHUS 3THM METOJIOM B BUJE (hparMeH-
TOB OPHEHTAIIMOHHBIX KapT MPUBECHBI Ha puc. 3.

[Ipn BU3yaIbHOM aHAJIN3€ OPUEHTAIIMOHHBIX KapT MOX-
HO cJeNaTh BBIBOJ, YTO 00pasell, MpOKaTaHHBIA 110J] YIIIOM
90°, comepkuT OojbplIee KOJMYECTBO «KPACHBIX» 3€PEH,
T. €. TeX, B KOTOpBIX MiockocTH {100} nexar B MIOCKOCTH
mcta. KoHeyHo, U11 OIHO3HAYHOTO BBIBOJIA HEOOXOANM
HOAPOOHBIN KOJIMYECTBEHHbII aHAIN3 COIEPKAHUS TON HIIH
WHOW TEKCTYPHOW KOMIIOHEHTHI B TEKCType oOpasioB. Pe-
3yJBTaThl TAaKOTO aHamM3a Uil TEKCTYpHl JedopMariuu
U TEKCTYPhI PEKPUCTAJUTM3AINHY TIPEACTaBIICHBI B TabumuIe 1.
ITockobKY HAUOOJIBIIYIO BAXKHOCTh C TOYKH 3peHus (Hop-
MHUpOBaHUA (PyHKIIMOHAIBHBIX CBOHCTB Fe—Ga nmeror mpe-
o0Jlajiatonye HampaBJeHUs, B PEKPUCTAJUIN30BAHHBIX 00-
pasliax peanu3oBaH WX aHAJU3 C paccesHueM +15°.

W3 tabawmirel 1 BUIHO, 9TO MUCTIONB30BAHKE YTIIOBOH MPO-
KaTKH CYLIECTBEHHO YJIy4IIaeT TEKCTypy 00pa3IoB ¢ TOUYKH
3peHHs COOTHOLIEHUSI MEXJy OCHOBHBIMU KpPHUCTaJIOTpa-
¢uueckumMu HanpasieHUsIMH. [Ipu 3ToM 3ddeKT npu cMeHe
yrina Mexnay ropsaeit nmpokatkoi u HIT ma 90° 3amernee,
yem ripu 30°. ITo cpaBHEHHIO C MPOKATKOW BIOJIH HAIPaB-
nerns ropsiaeit npoxatku (0°) mpoxartka mox 90° mpuBoaAHUT
K JIBYKpPaTHOMY YMEHBIICHHIO HEKEIAaTeNbHOW OpHUEHTH-
poBku <111>//HII n cymecTBeHHOMY HOBBIIIECHHIO JOJIH
<100> // HII. B To *e BpeMs 1071 3€peH C HAIIPaBICHUAMU
<110>// HI1 Hem3aMeHHa TpU ITHOOOM U3 HUCCICIOBAHHBIX
PEKHUMOB IIPOKATKH.
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Puc. 2. [lonoscenue Haubonee 8axcHvix opueHmupogox (npu p2=45°) na @PO, xapaxmepuvix 01151 NPOKAMKU
u pexpucmannuzayuu OL[K-memannos (a) u ceuenus @PO npu p2=45° ons 06paszyos, npoxamaHHvix
n00 paszuvlMu yenamu K Hanpasienuio 2opsiuei npoxamxu: 0° (b); 30° (c); 90° (d)
Fig. 2. The location of the most important orientations (at p2=45°) on the ODF specific to rolling and recrystallization of bcc metals (a)
and ODF sections at p2=45° for samples rolled at different angles to hot rolling direction: 0° (b); 30° (¢); 90° (d)

OBCYXIEHHUE PE3YJIIbTATOB

M3BecTHO, uTo B crinaBe Fe—19%Ga koHCcTaHTa MarHuTo-
CTPUKIIHH Ajo9 MaKCHMallbHa W COCTaBIBIET IOPSIKa
250 ppm. B To e BpeMs Ay Takke JOBOJBHO BBICOKA —
nopsaka 150 ppm. Hakonern, A;;; MUHUMaJIbHA U TIO Pa3HBIM
JaHHbIM Bapbupyercst oT —20 o 0 [10]. Jnsa moctrxenus
BBICOKHMX 3HAQUE€HWH MAarHUTOCTPUKLHUH B TOJUKPUCTAIIIHYE-
CKOM oOpasiie HeoOXOAUMO COUYeTaHHE B €r0 TeKCType Kak
MOXHO OOJBILIETO KONMWYECTBAa OpHUEHTHPOBOK <100> u kak
MOKHO MEHbIIEro koaudectBa <111>, mpu 3TOM mpHUCyTCT-
Bue <110> pomyctumo. B pabore OOHapyKeHO BIHSHHC
yIJ1a MEXITy TOpsTIeH U XOJOIHOM MPOKATKOW Ha KOJIIYECTBO
9THX OPUEHTHPOBOK B cimiaBe (Feg;Ga;7)goB;.

st Toro 4TOOBI YCTAHOBUTH NMPUYHMHBI U3MEHEHHS TEK-
CTYphl PEKPUCTAIUIM3ALUN MPOKATAHHBIX TMOJ Pa3HbIMHU
yriaamMu 00pas3moB, HEOOXOAWMO TPOAHATU3UPOBATh HX
TekcTypy Aedopmaruu. [ToCKONBKY peKpUCTaTH3AIMOH-
HBI