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OcaxaeHue meau U3 pacteopa ee cyibdarta Ha NOPOLIOK TUTAHA
C OAHOBPEMEHHOW MEeXaHN4YeCKOMN aKTuBaLuuen cmecu

©2020r. C.I. Bapg4yeHnko, E.B. CyBopoBa, H.U. MyxuHa, U.[1. KoBanes

WMHCTUTYT CTPYKTYPHOI MakpoKUHETUKM 1 Nnpobnem matepuanoBeaeHus um. A.l. Mepxanoea PAH (MICMAH),
r. YepHoronoska

Cratbs noctynuna B pegakumio 22.10.19 r., nopabotana 16.12.19 r., noanucana B neyats 18.12.19 r.

Ans nonyyeHmns KOMMNO3uTHbIX YacTul, Cu-Ti nCNonb30BaH METOL, OCaXAeHMS Mean U3 pacTeopa ee cynbdara Ha YacTuLpbl No-
poLLKa TUTaHa Npu 04HOBPEMEHHO MexaHnyeckoi akTueaumm (MA) cMecu B nnaHeTapHoOW WwapoBoi menbHuue AlF0O-2 B TeyeHne
5 muH. KoHueHTpauma CuSO,4-5H,0 B pacTtBopax coctasnsna 10 n 16 %, 4To npy NONHOM BOCCTaHOBNEHUM Meaun o6ecneynsano
MonsipHOe cooTHoleHue Cu/Ti = 0,85 n 1,36 cooTBeTcTBEHHO. MpK MA npoucxoauTt ObICTPOE BOCCTAHOBNEHME Mean B BUAOE
BbICOKOMCMEPCHOr0 YacTUYHO aMOopP@PU3OBAHHOIO nopolika 1 GOPMUPYIOTCA KOMMO3UTHbIE YAaCTULbl C TOHKOW NTaMUHATHOW
CTPYKTYPOW 1 BbICOKOI peakLNOHHOM CNOCOBOHOCTbIO. OTMbIBKY U XPaHEHWE MOJTyYEHHbIX KOMMO3UTHbIX MOPOLLKOB NPOBOANAN
B aTMocdepe aproHa, Tak kak BOCCTaHOBNEHHasa Meab 001aaeT BbICOKOW akTUBHOCTBIO M HA BO3Ayxe ObICTPO OKMCASAETCS A0
okcupa Cu,0. MNMocne cywkn fonoaHNTENbHO Nposogunn MA cmecu B TedeHne 5 MyH. M3 nony4eHHbIX MOPOLLKOB NpeccoBanu
TabneTkn anameTpom 3 MM 1 BbicOoTON A0 1,5 MM C nocneayloumm Ux HarpeBomMm B aTMocdepe aproHa oo Temnepatyp 700-
1200 °C. Npwu HarpeBe 06pa3LLOB HAYMHANACh UHTEHCMBHAS PeakLms C BblAe/IEHMEM Tenna (TensoBoli B3pbiB) 1 06pa3oBaHNEM
nHtepmetannnaos TiCu, Ti,Cuz 1 Ti,Cu. Kpntuieckas temneparypa BOCMIaMeHeHNs 19 KOMMO3UTHbIX MOPOLLKOB, MONY4YEHHbIX
MA c 0Q4HOBPEMEHHbLIM OCaxXaeHneM meaun n3 pactesopa, coctaenset 480 °C, 4to Ha 400 °C Huxe TemnepaTypbl BOCNIaMEHEHUS
006bI4HOI CMEeCH NOPOLLKOB TUTaHa n Mmegu. MNpu Temnepartype Harpesa, 6,M3KOM K TEMMepaType naaBfeHus, CrniaB UMeEeT AeH-
LPUTHYIO CTPYKTYPY, @ B cnyyae ee npesbiweHns 6onee yem Ha 100 °C pacnpeneneHune das B cnnase cTaHOBUTCS Bonee ogHO-
POOHbIM, @ UX pa3Mep YMeHbLLaeTCs.

KntoyeBsbie c/oBa: ocaxneHne meau, MexaHudeckas akTusaums, cnekaHme, MHTepMeTaninasl TuTaH—Meb.
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Vadchenko S.G., Suvorova E.V., Mukhina N.l., Kovalev I.D.
Copper deposition from its sulfate solution onto titanium powder with simultaneous mechanical
activation of mixture

Cu-Ti composite particles were obtained using the method of copper deposition from its sulfate solution onto titanium powder
particles with simultaneous mechanical activation (MA) of the mixture in an AGO-2 planetary ball mill for 5 min. CuSO,4-5H,0
concentration in the solutions was 10 and 16 % providing a molar ratio of Cu/Ti = 0.85 and 1.36, respectively, in case of complete
copper reduction. When mechanically activated, copper is rapidly reduced to a highly dispersed partially amorphous powder and
composite particles with a fine laminate structure and high reactivity are formed. The composite powders obtained were washed
and stored in argon atmosphere, since reduced copper is highly active and rapidly oxidizes in air to Cu,0. After drying, the mixture
was additionally mechanically activated during 5 min. Billets 3 mm in diameter and 1.5 mm in height were pressed from the obtained
powders and heated in atmosphere to 700-1200 °C. When the samples were heated, an intense reaction began with heat release
(thermal explosion) and formation of intermetallic compounds of TiCu, Ti,Cugz and Ti,Cu. The critical ignition temperature for the
composite powders obtained by MA with simultaneous copper deposition from its solution is 480 °C, which is 400 °C lower than
the ignition temperature of a conventional mixture of titanium and copper powders. The alloy has a dendritic structure at heating
temperatures close to the melting point. When the melting point is exceeded by more than 100 °C, phase distribution in the alloy
becomes more uniform, and their size decreases.

Keywords: copper deposition, mechanical activation, sintering, titanium-copper intermetallic compounds.
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BeeneHue

CmiaBel M MeTaJUIMYECKHME CTeKJia Ha OCHOBE
TUTaHa 00J1amal0T HU3KOM IUIOTHOCTBIO, BBICOKO
MPOYHOCTHIO, M3HOCOCTOWKOCTBIO, KOPPO3MOHHOM
CTOMKOCTBIO, XOPOIlIel 2IeKTPONPOBOIHOCTHIO, OMO-
COBMECTHUMOCTBIO U MPEACTABISIOT MHTEPEC IS T10-
JqydyeHus1 ouomarepuanoB. CnnaBel Ti—Cu, B ToM
yuciae B aMOP(GHOM COCTOSHHMH, CIyXaT B KauecTBe
BBICOKOIIJIACTUIHBIX M XUMHUYECKU OTHOPOIHBIX ITPH-
MoeB, MaTepuajaoB 3JEKTPOAOB B Mpolieccax Mojayye-
HHUS BOIOpOAA M KaK MEePCIeKTUBHBIM MaTepuas Iis
XxpaHeHus Bomopona [1—8]. Bimaromapst 3TuM cBOIi-
CTBaM MpeACTaBsgeT UHTepec cuHTe3 ciaBoB Ti—Cu
pPa3IMYHBIMU METOTAMMU.

OgHUM n3 HamboJiee 9acTO IIPUMEHSIEMBIX CITO-
cOOOB MOJIYYEHHUS CIIJIABOB SIBJSIETCS MEXaHUYECKOE
CIJIaBJeHUe, ITOCTUTaeMoOe MpPU BBICOKOIHEPreTHYE-
CKOIi MeXaHMUYeCKOl 00paboTKe cMeceil MOpOIIKOB
METaJJIOB, WMJAM MeXaHudeckoir aktuBauuu (MA)
[8—13]. TIpu KOpOTKMX BpeMEHHBIX MHTepBatax MA
00pa3yloTca KOMITO3UTHBIC YACTUIIBI C JAMUHATHOMU
CTPYKTYpOH, a MpH IJIUTENbHOI 00paboTKe BO3MOXK-
HO TojiyyeHue aMopdhHBIX ciuiaBoB [9—11]. das co-
3MaHUS. KOMIIO3UTHBIX ITOPOIIKOB TaKXKe WCITOIb3Y-
0T pa3ju4yHbIe CIOCOOBl UX TJIaKupoBaHus [14—16]
IPYTUMU MeTajnaMmu. [Ipy XxuMudeckoM ocaxkIeHUun
METaJJIOB Ha MOPOIIKH (DOPMUPYIOTCS, KaK IIPaBUJIO,
HETIPOYHBIE MOKPHITHS.

Llenn naHHOI pabOTHI COCTOUT B pa3pabOTKe KOM-
OMHMPOBAHHOI'O METOIAa, BKJIIOYAIOIIETO BOCCTAHOB-
nenue Meau u3 pactsopa CuSO,4 5H,0 Ha nopouke
TUTaHa TIPU OIHOBPEMEHHOW MeXaHUYECKON aKTH-
BallUM, IS IIOJIyYeHUS KOMIO3UTHBIX ITOPOIIKOB
Ti—Cu.

MeToauka 3KCnepuMeHTOB

BoaHbiit pacTBOp AJIsI BOCCTaHOBJEHUS Meau
BKJIIOYAJ AUATUIEHIIUKONb (10 30 %), rauuepuH

(mo 20 %), propucToBOmOPOAHYIO KUCIOTY (10 1 %),
cmayuBatenp OII-10 (CgH;¢C¢H,O(C,H40),(OH —
1o 2 %). Konuentpauust CuSO4-5H,0 B pactBopax
coctaBisia 10 u 16 %, 4TO IpU MOJTHOM BOCCTAHOB-
JICHMH MeIH 00eCIIeYnBajIo MOJISIPHOE COOTHOIICHIE
Cu/Ti=0,85m1 1,36 COOTBETCTBEHHO.

IMopowok Tutana mapku I1TC-1 B konuyecTBe 3 T
3anuBanu 100 M pactBopa, HarpeBayu 1o 80 °C, mpu
3TOM M3 pacTBOpa ocaxjaanach yactb Meau. [lomydeH-
HYI0 CMeChb MepeluBajau B Oapa®aHBI IJIaHeTapHOM
MenapHuLB AIO-2 (3AO0 «<HOBHI», 1. HoBocuOmpceK).
MexaHM4eCKYI0 aKTUBAIIUIO IIPOBOANIIN TIPH 3aTPy3-
ke B OapabaHbl 200 T cTaJbHBIX IIAPOB U CKOPOCTU
BpalmieHUsa OapabanoB 2220 o6/mMuH. Tak Kak MeIob
W3 pacTBOpa JIETKO OCaXJaeTcsl Ha XeJie30, Iapbl 1
BHYTPEHHIOIO TIOBEPXHOCTh CTajJbHBIX OapabaHOB
IIpeaBapUTEILHO MOKPHIBAIN MEObIO M3 pacTBOpa ee
cyabpara. IIpy MA npoucxoaus He3HAYUTENbHbIH
HaMOJI XeJjie3a U Xpoma, He OOHapy>KMBaeMbIX IIpU
XRD-ananusze. MUKpPOpEHTIeHOCIIEKTPpalbHbIIA aHa-
JIN3 TOKa3ajl HaJuvue XeJjie3a M1 XpoMa B OTACIbHBIX
Toukax obOpasia. BoccraHoBieHHass Menb oOjamaeT
BBICOKOM aKTUBHOCTBIO 1 B paCTBOpPE 1 HAa BO3IyXE OBI-
cTpo okuciserced no okeuna Cu,O, M03TOMY OTMBIBKY
U XpaHEeHUE TMOJYYEHHBIX KOMIO3UTHBIX MOPOIIKOB
mmpoBoAMIN B aTMocdepe aproHa. McciaemoBaHue Boc-
MJIaMEHEHUS W CIIEKAHUSI MOPOIIKOB BBITIOJHSIIN TIO
metonuke [17]. JIast 2Toro u3 nojy4eHHbIX MOPOLIKOB
IIpeccoBaid TAOJETKH AUAMETPOM 3 MM, BBICOTOM
1,5 MM 1 mIoTHOCTBIO 4,2—4,5 r/CM3. TabnaeTku ykiaa-
IBIBaJIM Ha TJIOCKYIO TepMomapy TOJIIMHOMN 30 MKM B
TUTeJIb U3 HUTpUAa 6opa. Turenb HarpeBajiu B aproHe
mpu aTMOCc(hEepHOM JaBJIEHUH.

Pe3ynbrathl U UX 06CcyXaeHune

Ha puc. 1, a nokazanbl n1ugpakTorpaMMbl IOPOILI-
koB nocje MA pactBopoB CuSO,'5H,0 ¢ tTutaHoM
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Puc. 1. PentreHorpammsl mopoukos nociie MA nopouika tutasa B pactsope CuSO,45H,0 (a),
1ocJie CylUKHY Ha BO3ayxe (6), BOCCTaHOBJIEHUSI B MUKPOBOJTHOBO 1neuu (6) U M A ocylieHHOI CMeCH MOPOIIKOB (2)

MpU pacyeTHOM MOJIsIpHOM cooTHomeHuu Cu/Ti =
= 1,36. I1pu cootHomenuu Cu/Ti = 0,85 uHTEeHCUB-
HOCTH NHUKOB THUTaHA W MEAUW CTAHOBSITCS CpaBHU-
MbIMU ApPYT ¢ ApyroM. [locie OTMBIBKY MONTYYEHHbIE
IMOPOIIKHY BRICYITMBAJIN M JOTIOJTHUTEIBHO 00padaThI-
Banu MA, 4TO NPUBOAMIIO K YaCTUIHON aMopdu3a-
uuu cmecu (puc. 1, ¢). B ucxogHoM mopollke TuTaHa
conepxuTcst HebonbInoe KoandectBo ruapuaa TiH, s,
KOTOpBI coxpaHsieTcs B nmpouecce MA. Eciu nocne
aKTUBAallMM OTMBIBKY U CYIIKY MOPOIIKa MPOBOAUTH
Ha BO3IyXe, TO HAUMHACTCS OBICTPHIM ITPOIECC OKHC-
JeHus Meau ¢ oopasosanueM okcuna Cu,O (puc. 1, 6).
DTO MOATBEPXKIaeT BBHICOKYIO XMMUYECKYI0 aKTUB-
HOCTh ocaxjaeHHoi mpu MA Meau. OTMETHM, 4TO
0o0pas3yloluiics Mpu Cylke OKCUI MEAU MOXET ObITh
BOCCTaHOBJIEH IIpU TepMOOOpPabOTKe MOpoIllKa B aT-
Mocdepe aproHa B MUKpoBoHoBoi neuu (8§00 BT) B
TedeHue 1 MmuH (puc. 1, 6).

I[TpuMeHeHHe BBICOKOPHEPIeTUYECKON MeXaHUuye-
CKOI 00pabOTKHU IO3BOJISET MOJYy4aTh KOMIIO3UTHBIE

nopoimku. B mpouecce MA cMecu MeTalandyecKux
MOPOIIKOB IPOUCXOASIT MHOIOKPAaTHbIE HaJIUMAHUS
MeTaJjIlJIOB Ha Iapbl U OTClavBaHUE OOpasyoleics
CMeCH MOPOLIKOB (pHUC. 2), YTO MPUBOAUT K (POpMU-
pPOBaHMIO JaMUHATHOM CTPYKTYPbl KOMITO3UTHBIX

Puc. 2. Bun mapos (D = 5+10 MM) nocjie akTUBallUK
cMmecu nopomrkoB Cu + Ti B teueHue 10 MuH

6 W3BecTus By308. [TopoLLKoBas METanayprvs 1 QyHKUMOHAIbHbIE NOKpbITUS = 1+ 2020



HpOUECCbI 1osy4eHns v CBOVCTBA 0POLLIKOB

Puc. 3. CtpykTypa Hanumniet npu MA Ha Meroniue mapbl CMECH TUTaHa C MEJbIO,
ocaxIeHHOH u3 cyibdara Mmenu (a), v mociie MA oOBIYHEBIX CMeCeli IIOPOIIKOB TUTaHA 1 MeIH (0)

a — OeJble TOYKU — HaTeprI]?I B IIOPHI CIlJIaB Byz[a, 0 — CBeTJIblE COCTABJISIIOIINE — MEAb, TCMHBIC — TUTaH

yactull. [Ipy MA TuTaHa B pacTBOpe HaJIMIIaHUWE Ha
IIapbl CYIIECTBEHHO MEHBIIIE.

3a ¢hopMHUpOBaHUEM CTPYKTYPhl KOMIIO3UTa MOXK-
HO CJIEONTh, Iej1asi cpe3kl ¢ mapoB. Ha puc. 3 moka3zaHbl
¢doTorpacduu nIMGOB CTaJbHBIX LIAPOB C HAJUMILIEH
CMEChl0 MOpOIIIKa TUTaHA C BOCCTAHOBJIEHHON Ipu
MA Menpio (@) U IMOpOIIKa TUTaHA TOM Xe MapKH C
MOPOIIKOM MeIU C pa3MepoM dactul 45—60 Mxm (0).
CymMmapHoe BpeMss MA B niepBoMm ciiyyae — 10 MuH
(5 MUH B pacTBOpe U 5 MIH OCYIIIEHHOTO IIOPOIIKa), BO
BTOpOM ciydae — 10 MUH «cyxoii» MA.

ITpu MA c ocaxaeHueM Meay U3 pacTBoOpa CTPYK-
Typa 00pa3yIoIMMUXCsI CMeCeil MPaKTUIeCKH TOMOT¢H-
Ha. [TosydeHHEBIE TaKMM 00pa30M KOMITO3UTHBIE T10-
POILIKHU 00JIafgaloT OOJIBIION MOBEPXHOCTHIO KOHTAaKTa
MEXIy MeTal/IaMd ¥ TIOBBIIIEHHON peaKIIMOHHOK
CMOCOOHOCTBIO IO CPaBHEHU IO ¢ 00BIYHOM cMechio. Ha
pucC. 4 TOKa3aHbl TePMOTrpaMMBbl HarpeBa 10 pa3jiuy-
HBIX TeMIIepaTyp o0pa3lioB, CIIPECCOBAHHBIX U3 IIO-
POIIIKOB, MOJTYYEHHBIX TP MA ¢ ocaxkIeHHEM MEIU.

Peakiuusg ThuTaHa ¢ Meoblo ci1abo 3K30TepMUUYE-
CKasl, pacuyeTHbIC 3HAUCHUS SHTAJIbIINN 00pa30BaHUS
CuTi — 79 x/Ixx/monsb [18]. Teno, BeIAeIsIEMOe TIpU
peakIuy, AaeT BO3MOXHOCTb IPOBOIUTH 3TY peak-
IIUIO B peXXMMe TEIJIOBOr0 B3phiBa. B 00OBIYHOI cMe-
CH TIOPOIIIKOB TUTaHA M MEAU SK30TEePMHUUYCCKUI TTHK,
COOTBETCTBYIOIIMI TeMIepaType BOCILIAMEHEHUS,
cn1abo BBIpaxeH, YTO OOYCJIOBJIEHO HEOOJIBIIONW MO-
BEPXHOCTHIO KOHTAKTOB MEXIY YacTUIaMu. Peakimsa
HauyMHaeTCs MpU TeMmIepaType, OJM3KOM K TemIie-
parype obpazoBaHus coequHeHuit TiCu, u TiCuy u3
pacnnaBa, — npu ¢t = 878 u 870 °C cOOTBETCTBEHHO.
®a3za TiCu, cyliecTByeT TOJBKO IIPU BBICOKUX TEMIIE-
parypax u pasiaraercsa npu ¢ = 850 °C [19]. Popmu-

t,°C
1000-
8001
600
400- ¢

200+

02 4 6 8 10 12 14 16 18 20
1T, ¢

Puc. 4. TepmorpaMMbl HarpeBa o0pas31oB,
CIIPECCOBAHHBIX U3 KOMIIO3UTHBIX MTOPOIIIKOB,
noJiydeHHbIX MA ¢ ocaxkJeHueM Meau

poOBaHNe JaMUHATHOU CTPYKTYPHI IIpu M A cMecH 1o~
pomikoB Ti u Cu yBeTMumMBaeT MOBEPXHOCTh KOHTAKTa
MEXAy MeTajjJaMM U MOHMXKAaeT KPUTUUYECKYIO TeM-
neparypy TEIJIOBOro B3phiBa (f,) 6o1ee uem Ha 300 °C.
I1pu BocCTaHOBJIEHUYW MENU U3 €€ COJIU MTPU OTHOBpE-
MeHHOI MexaHoakTuBauuu 7, Ha 400 °C MeHblLIe, 4yeM
IIJISI OOBITHOM CMECH, M TIPUOIMKAETCS K TEMIIEpaType
KPUCTAJIINU3AIUU aMOP(HBIX JIEHT. DTO BBI3BAHO KakK
BO3HMKHOBEHMEM 0oJiee TOHKOI JaMUHATHOI CTPYK-
TypHhl, TaK ¥ YaCTUYHOU amopdu3anueit cmecu B Ipo-
necce MA (puc. 3, puc. 1, o).

Kpucrannuzanus odpasytomuxcs npu MA metan-
JI0B 1 aMOP(HBIX COEINHEHU AAET NOMOTHUTETbHOE
terio K peakuuu Cu + Ti [20]. 3HaueHUe TENIOTHI
nepexona U3 aMop(HOro B KpUCTAIIUYECKOE COCTO-
SHUe, Moay4yeHHoe B padbote [21] nig aMop@dHBIX JIEHT
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Puc. 5. CTpyKTypa CriedeHHbIX 06pa3LoB IIPY Pa3TNYHbBIX KOHLIEHTPALMSAX MEIT
a, 6 — Cu/Ti= 0,85, 7= 900 °C (a) u 1000 °C (6); 8, 2— Cu/Ti = 1,36, 7= 900 °C () u 1000 °C (2)

CBeTJible 001acTu — (Da3bl C MOBBIIIEHHBIM COIEepPXKaHUEM MEAU

CuTi, cocraBaser 15,6 x/Jx/Moiab. Jdnst amopdHO-
ro crtaBa Cu—Ti, moayyeHHoro MA mNOpOIIKOBOM
cmecu Cu + Ti B [22], ObLIO mOKa3aHo, 4YToO nociie MA
(B Teuenme 20 MuH) Doyt aMOp(HOI (pa3bl JOCTUTACT
93 %. TennoBoit 3ddGeKT aMOPPHO-KPUCTATINIECKO-
ro mepexoia B TaKOM CILIaBe OILIEHMBAeTCS METO-
moM nuddepeHIMaIbHON CKAaHUPYIOIIEH KaJlopH-
MmeTpuH B 8,9 kJIxkx/Monb. TakuM oOpa3oM, TeIuioTa
aMOp(dHO-KPUCTAJUIMUECKOrO Mepexona COCTaBIseT
He 6onee 11—21 % ot TenaoThl peakuuu. Ilepexon B
KPUCTAIINYECKOE COCTOSIHUE, TPOUCXONSIINUNA TIpU
0oJsiee HU3KOI TeMmIiepaType, MOXET BbI3BaTh Hayajo
ak3orepmuueckoii peakuum Cu + Ti. Tak, kpucran-
ausanus amopHoit JeHTwl TisyCusy HaumHaeTcs
npu temmneparype 410 °C. B pa6orte [23] mokasaHo,
YTO KpHCTaUIu3anus aMmopgHoro cruraBa TiCu mpu
€ro HarpeBe MPOTEKaeT B TeUeHNE KOPOTKOTO IMTPOMe-
XYTKa BpeMeHU, He npeBbiatomero 0,5 c. Beicokast
CKOPOCTB KPUCTAIN3ANN aMOPGHBIX JICHT BbI3bIBa-
eT pe3KUuii MoIbeM TeMITepaTyphl, HO KOJTMYECTBO BhI-
JEJICHHOTO TelJja Mpy KpUcTaJJiM3alii B HECKOJIbKO
pa3 MeHbIIIe, YeM IPU PEaKIIMOHHOM Harpese.

IIpu BocmTaMeHeHUHW M HarpeBe oOpasIoB B Te-
yeHue | MUH MpoucxoauT ux crekanue. Ha puc. 5
MpeacTaBAeHbl CTPYKTYpPhI, oOpasyloliuecs Ipu
pa3nuuHbIX cooTHomeHusx Cu/Ti m Temmeparty-
pax. EDS-ananu3 nmokaszaj, 4TO NMpU COOTHOILIEHUU
Cu/Ti = 0,85 dopmupytotcsa ¢asbl, 6JU3KHUE 10 CO-
craBy Kk TiCu, Ti,Cus u Ti,Cu, a npu Cu/Ti = 1,36 —
osuskue K Ti,Cu u TiCu. IIpu Temneparype Harpesa,
OMM3KOM K TeMmmepaType IJIaBJAeHUS, CIUJIaB MMeeT
ICHIPUTHYIO CTPYKTYPY, a B CIydae e¢ IMPEBBIIICHUS
6oJiee ueM Ha 100 °C pacnipeneneHue a3 B CrijiaBe cTa-
HOBUTCS O0Jiee OMHOPOJIHBIM, a UX pa3Mep yMeHbIla-
eTcsl.

3aknyeHue

MeToa MOJy4eHUSI KOMITIO3UTHBIX IOPOLIKOB
Cu—Ti, 3akioyalonuiicd B ocaxXIeHUU MEAU U3 €€
COJIEM Ha IOPOIIKE TUTAHA C OMHOBPEMEHHOM MeXxa-
HUYECKON aKTUBallvel, JaeT BO3MOXHOCTb 0OoJiee
OBICTPOro JOCTUXEHUSI TOHKOI JJaMUHATHON CTPYK-
TYphl M YaCTUYHOW amMopdpm3alnMd KOMITO3UTHBIX
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qacTuI, 9YeM npu MA cMecH MeTaJlIMYecKuX II0-
pouiKoB. 3a cyeT OONBIION MOBEPXHOCTU KOHTAaKTAa
METaJJIOB B YacTHILIAX M YACTHYHONH aMophu3aluu
MOBHIIIAETCI XMMHUYECKasi aKTUBHOCTH ITOPOIIKOB.
IIpu nx cnekaHUM YCKOPSIIOTCS TIpoLiecchl Auddy3uun
W WHTEHCHOUIIMpPYETCsS TEIUIOBBIACIeHNE. DTO II0-
3BOJISIET 32 60JIee KOPOTKOE BpeMsI IOJIy4YaTh CIIeUYeH-
HbIe U311 C TOMOTeHHBIM paciipenejcHueM das3 B
criaBe.

Hccnedosanue svinonaneno npu gunancosoii noddepicke PODU
6 pamkax HayuHoeo npoekma No 18— 03— 00438.

s evinoaHeHUs uccaedo8anuil 0bL10 UCNOAb308GHO 000PYJ08aHUe
Pacnpedenenroeo yenmpa xonrexmueroeo noavzosanus MCMAH.
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OC0BEHHOCTBLIO MONYYEHUS METANIMYECKMX MOPOLLKOB 3/1€KTPOSIM30OM Ha MOCTOSSHHOM TOKE SIBASIETCS U3MeHeHWe Mopdo-
JIOrnK YacTuUL, NO TOJLLMHE CNOS PLIXJIOr0 ocajka BnioTb A0 06pa3oBaHus KpynHbIX cheponnToB. [ns co3pgaHns ogHOPOOHO-
ro No COCTaBy NopoLlka HEOOBXOAMMO NMEPUOAMYECKM CHMLLATbL 0CaokK C kaTona. B HacToswen paboTe o60cHOBaAH BbIGOp na-
pamMeTpa, XapakTepusylLllero U3MeHEHME CBOWCTB PbIXJIOFO OCaZka, U MPeasioXeH crnocob onpeneneHus nepuoauyHoCcTu
oTOeneHunsl ero ot katoaa. Peixnble ocaaku LMHKa nonay4vanu npm temnepatype 25 °C U3 LMHKaTHOro 91eKTpoanTa, CoaepXaLlero
0,3 Mosib1~! ZnO 1 4 monb-n~! NaOH, npu 3apaHum Toka, NpeBbiLlatoLLero B 6 pas npeaenbHbin AndQY3MOoHHEIN TOK B pacyeTe Ha
rnagkuin anekTpon. HenocpeacTBEHHO B MpoOLECCE 3NEKTPONN3a Obln BhINMOJIHEHBI MU3MEPEHWS MOTEHUMANa 31eKTPpoAa, TONWM-
Hbl ocagka 1 o6bema BblaenmsLLerocs Bogopoaa. lepepacnpeneneHme TOKOB MeXy BbIAENEHUSIMY MeTasa u Bogopoaa npu-
BOAUT K UBMEHEHUIO CTPYKTYPbI YaCTUL, PbIXJI0ro ocazka. lNokasaHo, 4To 3HaYeHne gupdepeHLmnanbHOro BeIxoaa no Toky LnHKa
ABNSETCS NokasaTesieM, XxapakTePU3YIOLLMM N3MEHEHUE NIOTHOCTU PbIXJIbIX 0CAAKOB LMHKA. s ocaxaeHns 0gHOPOLHOro no
CBOWCTBaM pbIXJIOr0 Ocafka ero BennymHa He gomkHa npesblwate 0,96. JanbHenwee yBennyeHne Boixoga no ToKy npueseaeT
K 06pa3oBaHNIO CPOCTKOB Ha PPOHTE pocTa ocanka. [ns onpeneneHns NnepuoanyHOCTU yaaneHns pbixXJioro ocazka ¢ katoga
NPeasioXXeHO UCMOb30BaTb AIMNMPUYECKOE YPaBHEHME 3aBUCMMOCTU AnddepeHunanbHOro Bbixoga No TOKY LMHKA OT BPEMEHN.
lMpoBeaeH MaTeMaTnkKo-CTaTUCTUYECKUI aHaNN3 JaHHbIX, NONYYEHHbIX B 6 napannenbHbix onbiTax. Mcnonb3oBaHne nHTepsab-
HOro NoAXoAa No3BOJINIIO CYLLECTBEHHO CY3UTb TPYOKY AOMYCTUMBIX 3Ha4YeHU auddepeHLmnanbHOro Bbixoaa no Toky 1, kak cnep-
CTBUE, ONPEeaennTb C NPUEMAEMON TOYHOCTbIO KOIPDULMEHTBI IMINPUYECKOTO YPABHEHNSA N PAacCHMTaTb BPEMS HapallMBaHUs
OJJHOPOOHOrO MO CTPYKTYpe ocaaka. [onyyeHHbI noaxon MOXeT 6biTb MCNONb30BaH A1 OLEHKN BPEMEHW OCaXAEHUS PbIXbIX
0CakoB MeTaslIoB, CONPOBOXAAIOLLMXCS BblAeNIeHneM Bogopoaa.
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Nikitin V.S., Ostanina T.N., Kumkov S.I., Rudoy V.M., Ostanin N.l.
Determination of the growth time period of loose zinc deposit using interval analysis methods

The peculiarity of obtaining metal powders by direct current electrolysis is changes in the morphology of particles over the loose
deposit layer thickness up to the formation of large spherulites. Deposit should be periodically removed from the cathode in order
to obtain a powder with homogeneous composition. This paper justifies the choice of the parameter describing the change in loose
deposit properties, and proposes a method for determining the periodicity of its removal from the cathode. Loose zinc deposits
were obtained at 25 °C from zincate electrolyte containing 0.3 mol-I~! of ZnO and 4 mol-I"! of NaOH at a current setpoint exceeding
6 times the limiting diffusion current calculated using the smooth electrode. Electrode potential, deposit thickness and evolved
hydrogen volume were measured directly in the process of electrolysis. Current redistribution between the metal reduction and
hydrogen evolution leads to a change in the structure of loose deposit particles. It is shown that the differential current efficiency of
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zinc is the parameter describing the change in the loose zinc deposit density. Its value should not exceed 0.96 to ensure deposition
of loose deposit with homogeneous properties. A further increase in current efficiency will lead to the formation of aggregates at
the deposit growth front. It is proposed to determine the periodicity of loose deposit removal from the cathode using the empirical
equation for the time dependency of differential current efficiency of zinc. The mathematical and statistical analysis of the data
obtained in six replicates was carried out. The interval approach made it possible to significantly narrow the range of permissible
differential current efficiency values and, as a consequence, to determine empirical equation coefficients with acceptable accuracy
and calculate the growth time period of a deposit with homogeneous structure. The obtained approach can be used to estimate the
time period of loose metal deposition accompanied by hydrogen evolution.

Keywords: zinc powders, electrodeposition, current efficiency, growth time period, process parameters, estimation, interval

analysis methods.
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BeeneHue

BaxxHeiiiieit cocTtaBisiomieid TEXHOJOTUM TIO-
DOIIKOBON MeETaJIIypruu SBJSIETCS ITPOU3BOACTBO
CBHIpbSI — MeTaJUUIMYeCKUX IIopomKoB. Hamboiee
YHUBEpPCAJbHBIMU CHOCOOAMU UX TOJYUYECHUS SIBJISI-
I0TCd  (DU3MKO-XMMUYECKHE METOIbl, B YacCTHOCTU
BJIEKTPONN3 coeit MeTamoB [1, 2]. ITocie oTneneHus
DBIXJIBIX OCaIKOB METAJJOB OT KaTola UX MOoABepra-
10T JajbHellei nepepadboTKe U MOJyYaroT MeTalIu-
YeCKHMe ITOPOIIKHM, KOTOPhIe 00JamaioT IeHIPUTHOMN
cTpykrypoii. IlpeccoBaHHbBIe MaTepuaabl U3 dJIEK-
TPOJUTUYECKMX MOPOIIKOB METaJJOB (IIMHKA, MEIH,
HUKEJIsS, Xejle3a 1 Ip.) b1aromapst CBOeil MOPUCTOCTH
UMEIOT BEICOKOPA3BUTYIO MOBEPXHOCTH, UYTO Ja€T BO3-
MOXHOCTb UCIIOJIb30BaTh UX B KAYECTBE 3JIEKTPOIOB B
HCTOYHMKAX TOKA, KaTaJan3aTOpPOB, HOCUTEJICH KaTa-
JIMTUYECKN aKTUBHOTO BemiecTBa U T.11. [1—20]. ®op-
Ma 4acCTHII ITOPOIIKOB IIMHKA OKa3bIBaeT BAMSHUE Ha
3alIUTHBIE CBOMCTBA IMHKHAMOIHEHHBIX TPOTEKTOP-
HBIX MOKPBITU [19—20]. [IpuMeHeHUe 3TEKTPOJTUTU-
YeCKMX MOPOIIKOB IIMHKA MTO3BOJISIET CHU3UTH PACXOJ
IMUTMEHTA ITPY MPON3BOICTBE IMHKHATIOJTHEHHBIX JIa-
KOKPACOYHBIX MaTEpUAJIOB.

B npOMBIIIEHHOCTH SJEKTPOIUTUYECKUE PhIX-
JIBIe OCAaIKH METaJIJIOB, KaK MPaBUJIO, TTOIyJaloT IIPHU
raJibBaHocTaTuuyeckom 3jektponause [1, 21]. Crpyk-
TYPHBIE XapaKTepUCTUKM OcajKa 3aBUCIT OT cOcTaBa
snexkTponuTa [7—10, 12—18], pexkuma s51eKTposin3a [8,

15, 16, 18, 22, 23], a Tak3kKe MHTEHCUBHOCTH COITYTCTBY-
JOIIETO BhIAEAECHU ST Bogopoaa [6, 13—16, 22—27]. Bax-
HOI OCOOEHHOCTBIO 3aJaHUs peXMMa ITOCTOSTHHOTO
TOKa SIBJISIETCSI TO, YTO B MpPOIECCe pOcTa ocaaka Ha
KaTone U3MEHSIIOTCS ero pu3nvYecKue XapakKTeprucTu-
KH: IJIOTHOCTD, TIOPUCTOCTD, YIeIbHASI IIOBEPXHOCTB,
MopdoJiorusi CTPYKTYPHBIX 3jeMeHToB [13, 22, 28].
[Ipu AIUTETBPHOM OCaXIEHUU PBIXJIBIX OCAIKOB psiaa
MeTaJlJIOB (TaKMX, KaK IIMHK, MEIb, HUKEJb, XKeJIe30 U
IIp.) B TaJIbBAHOCTAaTUYECKUX YCJIOBUSX IJIEKTPOIMU3a
Ha (poHTE pocTa ocagka oOpa3yloTcs KpYITHBIE 4ya-
CTHUIIBI KOMITAKTHOTO MeTayuia — cdeponuTts [1, 13].
ITopoliku, KOTOphIE MOJYYaroTCsd MOCje CheMa TaKoro
ocajika ¢ Katoaa, UMeIOT HEOIHOPOIHBIHM coCcTaB U3-3a
Hannuns ¢pakKUuU KPYITHBIX YacThIll. Ha mmpakTuke
JUTSI CO3MaHUsI OAHOPOJHOTO IO I'PaHyJIOMETPUYECKO-
MY COCTaBy IIOPOIIKa PErJiaMEHTUPYIOT ITPOMOJIXKU-
TEeJILHOCTh HapallMBaHMs OcCaiKa, T.e. ONPEHCISIOT
TMEePUOAUYHOCTD €Tr0 OTAECJICHUS OT KaTOAHOW OCHOBBI
[1, 13]. B npoMBIIIIEHHOCTH JaHHOE BpeM s Moaoupa-
eTCSI AMITMPUYECKN Ha OCHOBE ITPOM3BOACTBEHHOTO
omnbiTa. [Ipy 3TOM OT MPOMOJXUTEIBHOCTU TMepuoaa
HapaliMBaHUs OocaiKa 3aBHUCIT HE TOJIBKO CTPYKTYp-
HbIC XapaKTEepUCTUKHU MOJIYICHHOTO M3 HEero IopoIl-
Ka, HO YW MPOM3BOAUTENHLHOCTh IMpolecca (4acTtoTa
yoajJeHus] ocagka C Karojaa), a TakKXe 3arpaThl Ha
BIIEKTPOSHEPTHIO.
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B HacTostiiee BpeMsI OTCYTCTBYEeT HaydyHO 00OC-
HOBaHHBIN IMOAXOH K OIIpenesIeHUI0 BPEeMEHM Hapa-
IIMBAHMUS PBIXJIOTO OCaIKa, KOTOPHBI ITO3BOJUI OBI
MOJIyJaTh METaIINYeCKIE TTOPOIITKHT C OMHOPOIHBIMH
cBoiicTBaMu. TaKoil MoaX0o1 JOJIKEH BKJII0YaTh B ce0s
BBIOOp TIOKa3aTesIsl, XapaKTepH3YIOIIero M3MeHECHHUE
CBOMCTB PBIXJIOTO OCajKa, a TaKXe OLIEHKY obJyiacTu
BO3MOXHOI0O M3MEHEHMSI 3TOro mokasateinsi. BaxkHo
OTMETUTh, YTO TOCIEIHUI IOJIKEH OBITh CBS3aH C
MmapaMeTPOM 3JIEKTPOOCAXKACHUS, KOTOPHIA MOXKHO
U3MEPATh (KOHTPOJIUPOBATh) BO BpeMs SIEKTPOIM3A.
IMockonbKy mpornecc GOpMUPOBAHUS PBIXJIBIX OCal-
KOB TIO CBOEH NPUPOJE CTOXAaCTUUECCKUN W 3aBUCHUT
OT MHOTUX (paKTOpPOB, TO IJISI ONpEAeICHUS MPOAOJI-
KUTEIBHOCTH HapallMBaHUS OCagKa ¢ MAKCMMAaJbHO
BO3MOXHOM TOYHOCTBIO (C MUHUMAaJIBHOM ITOT PEITHO-
CThI0) HEOOXOAMMa CIlellMaabHas MaTeMaTUKO-CTaTU-
cTuYecKast 00padoTKa 3KCIIepUMEHTAIbHBIX JaHHBIX.

Llenpto nTaHHOM paOOTHI SIBJISIETCS BBIOOD MOKa3aTe-
JIsl, XapaKTepU3YIOIIero M3MeHEHe CBOMCTB PHIXJIOTO
ocagka IIMHKA B IIpoliecce 3JIEKTPOoJn3a, U crocoda
OIIpeelIeHU S TTPOAOJIKUTEIIBHOCTH IIEKTPOOCAXKIC-
HUS B TaJIbBAHOCTATUYECKUX YCIOBUSIX.

HJ1sT MOCTUKEHU S TTOCTaBICHHON IIeJIM HeIToCpe/I-
CTBEHHO B TIPOIIECCE 3JICKTPOJIM3a BEITTOTHEHBI H3ME-
PEHUS TOJIIMHBI 0CaaKa, ICKTPOXUMUICCKUX IMapa-
METPOB 1 00beMa BBIICIMBIIETOCS BOOOPOIA.

MeToauka uccnenoBaHum

Poixuible ocanky IMHKA MTOTYYaay IIPY TeMITepaTy-
pe 25 °C U3 UMHKATHOTO 3JEKTPOJINTA, COIepXKaIlIero
0,3 moss/1 ZnO u 4 monb/1 NaOH, nipu 3amaHnnm Toka
(I = 10,0614 A), mpeBslIIapIIero B 6 pa3 mpeaeabHbIii
IuddY3MOHHBIN TOK B pacuyeTe Ha TJIaIKuil 3JeKTPOI.
B 3THX yCI0BUSAX MpoliecC KPUCTATIN3ANY PHIXIBIX
0CaJKoOB IIMHKA COITPOBOXIA€TCSI MHTEHCUBHBIM BbI-
JeJIeHeM ra3000pa3Horo BoAopoa;

[Zn(OH),)*>~ +2é = Zn’ + 40H",
2H,0 +2¢ = H, + 20H".

PaGouuii 31eKTpoa ObLIT U3rOTOBJIEH U3 MPOBOJIO-
KM LIMHKa juameTpoM d = 0,2 cm 1 BeicoToilt H = 1 cM.
Hepabouyio MnoBepXHOCTb IIPOBOJIOKU M30JUPOBa-
JM JIeHTOW u3 mnojauteTpadropaTuieHa. Iloepx-
HOCTb 3JIEKTpOJa Mepell KaXXAbIM OIBITOM 3auyMIlaiu
HaxXJa4yHoU OyMaroii ¢ MajabIM pa3MepoM 3epHa, 00e3-
XXUPUBAIU COAOBBIM PAacTBOPOM, 3aTE€M TIIATEIbHO
MpOMBIBaIM OAUCTUJJIMPOBaAaHHOU Bomoii. Bcromora-
TEJIBHBIM 2JICKTPOIOM SIBJISIJIACh IIMHKOBAS IJIACTHU-

Ha. [loTeHnManm U3MEpSIM OTHOCHUTEIbHO HEIOJs-
PU30BAHHOTO LIMHKOBOTO 3JIEKTPOJa B UCCIEAYEMOM
pactBope [21]. B manbHelilemM MOTeHIIMAJ TIEPeCUU-
ThIBaJM MO BOAOPOAHON IIKaje. DIEKTPOJU3 U IO-
JISIpU3allMOHHbIE U3MEPEHU S TPOBOUIU C IIOMOIIbIO
SIIEKTPOXUMHUIECKO ctaHIIMU «Solartron 1280C» (So-
lartron Analytical, AHIIHS).

Jnst vccliegoBaHUU UCIMONB30BaJIM  YCTAHOBKY,
KOTOpasi TO3BOJIsIa (DUKCUPOBATH TPOLIECC POCTa
ocaJKka Ha BUJEOKaMepy M OCYIIECTBISATh COOp ra3o-
0o0pa3Horo BoAopoaa B OIOpeTKY, COEIMHEHHYIO C BO-
POHKOIi, PacroJOXeHHON Haa paboduM 3JEKTPOIOM
[13, 21]. ITo Buaeo3anucu U3MEPSIJIU IUAMETP 3JEKT-
polia c 0CaJIKOM U OTIPENEeSIIU TOJNIIUHY CJIOS PHIXJIO-
ro ocanka (y). C y4eToM BeJIMYUHBI ) PACCUYUTHIBAIU
00beM pbixiioro ocanka (Vye,) B 110601 MOMEHT Bpe-
MeHHU (79):

n(dy +2y(1)°  md;
4 4

H.

Vdep )=

N3MmepeHHBIE 00beM rasa (VH2) NPUBOIUIN K
cranaapTHbeIM yenosusim (T, = 273 K, Py, = 760 MM pT.
CT.) ¥ IPUMEHSLJIM IJIS1 pacyeTa BbIXoJa MO TOKY BOJO-
poma (CeHz):
2Vy,(OF

Ceﬂz(t) = ol

>

rae F= 96485 Ki/monb — nocrosiHHag Papajest, O =
= 22400 cM>/MOJIb — MOJIbHBIII 0GBEM ra3a B CTaH-
TapTHBIX YCJIOBUSIX.

Bomopon okasbiBaeT CyllecTBEHHOE BIMSHUE Ha
MOp®OJIOTMIO YaCTHIL PBIXJIBIX ocaakoB [13—16, 22—
28]. IIpm >TOM KOJMYECTBO BBHIACSIOIICTOCS BOIO-
poma B TIpoliecce pocTa ocaaka MeHsieTcs. borbimH-
CTBO aBTOpOB [15, 16, 23—25] B KayecTBe MmapaMeTpa,
XapaKTePU3YIOIIETO IPOoLeCC BHIACICHUS BOOOPOIA,
WCTIONIB3YIOT CPEIHUI BBIXOM O TOKY BOIOPONA WJIN
MeTaJlJla 3a BeCh IepUO HapalllMBaHU s OcaaKa.

B nanHoii paboTe NpuMeH 11U oKasaTeab Audde-
pEeHIIMAJIbHOTO (MTHOBEHHOTO) 3HAUYEHUS BBIXOJA TIO
TOKY, XapaKTepU3YIOIIEero M0l TOKa, KoTopas UAET
Ha KOHKPETHBIH IPoIece 3a HeOOIbIION ITPOMEXYTOK
BpeMeHu At [13, 22]. JuddepeHinanbHblil BEIXOA MO
TOKY BOIOPO/a PaCCUUTHIBAIU 110 U3MEHEHH IO 00beMa

BOAOpOIA AVH25
2V (OF
Ceglz(t) - B;At

IMockoNbKYy TIpH OCaXXIEHUU PBIXJIBIX OCaIKOB
LIMHKA Ha 2JIEKTPOJAE MPOTEeKaloT ABa MapajjeIbHbIX
npoiiecca, To nuddepeHnantbHblil BBIXOA MO TOKY
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LMHKa (Ce‘%n(t)) oInpenessiiu Kak pa3HOCTb: Ce‘én(t) =
=1 — Ce, .

Maccy ocafikoB LIMHKA PACCYMTHIBAIM 110 3aKOHY
®Dapajest ¢ yueToM BbIXOIA IO TOKY:

Ay It

Myep (1) = Ces (t)dt,

0
rae Az, — aTOMHas Macca LMHKa,  — KOJIMYECTBO
3JIEKTPOHOB, IIPUHUMAIOLIUX YYACTHUE B PEaKLIMH.

Mepoii OJHOPOTHOCTH PBIXJIOTO OcCaaKa MOXKET
SIBJSATBCS TOCTOSHCTBO IIOTHOCTU OCajKa IO €ro
tojuuHe. B paGoTe onpeaensyii IJIOTHOCTb OCaIKOB
in situ, T.e. 0 yoaJleHUsI OcaliKa ¢ 3JIeKTpoja, C yIeTOM
00beMa M MaccChl 0CaaKa, HaliIECHHbIX Ha OCHOBE 9KC-
MeprMMEHTAAbHBIX JAHHBIX. JIJIs OLEHKU OMXHOPOMI-
HOCTHM DPBIXJIOTO CJIOSI pacCUYMThIBaIU nuddepeHIIn-
aJIbHYIO TLIOTHOCTD (p‘éep): p‘éep = Amgep /AVyep (30€CH
Amgep, AVge, — U3MEHEHUE MACCHI M 00bEMA OCAIKA 32
HEOOJIbIION TPOMEXYTOK BPEMEHMU).

Jns MaTeMaTUKO-CTaTUCTUYECKOI 00paboOTKM pe-
3yJIBTATOB ObLIO IIPOBEAEHO 6 mapaJjjiebHbIX OIBITOB
T10 3JIEKTPOOCAXKACHMIO PBIXJIBIX OCAIKOB IIMHKA.

st u3ydyeHus CTpYKTYphl AEHAPUTOB OBLIU U3r0-
TOBJIEHBI IITM(BI IOIEPEYHOr0 CeYeHMs IEKTPOoIA C
ocankamu 1uHKa. OcanoK TIIATeJbHO TPOMBIBAJIH,
cTapasich He ITOBPEAUTh BETBU ICHAPUTOB (BHaYaje B
JUCTUJLIMPOBAHHOM BOJE, 3aT€M B CIIUPTE), CYLIUIN
Ha BO3/yXe 1 3aJIMBaJIU SIIOKCUTHON CMOJIO. AHaIu3
BHEIIITHEro Bia MIJIX(OB IIPOBOIMIIN C IIOMOIIIBIO MK~
kpockona OLYMPUS BX-51 (lmoxus).

Pe3ynbTatbl U X 06CyXaeHune

[MpoBeneHHBIEe M3MEpeHUs TOKa3aJiM, 4TO CKO-
DPOCTb YIUIMHEHU S IeHAPUTOB, 00Pa3yIOIIUX PHIXJIbII
0CaJIOK IIMHKA, BO BPEMEHM YMCHBIIIACTCS, a BEINUM-
Ha nuddepeHIIMaTIbHOro BEIX0Ia TI0 TOKY IIMHKA YBe-
nuuuBaetcs (puc. 1).

[Ipu 3agaHUM TOKA, IPEBBIIIAIOLIETO B 6 pa3 BeJIu-
YUHY NpenebHoro 1uddy3noHHOro ToKa Ha T1aIKoi
IMOBEPXHOCTU, BBIXOJ M0 TOKY LIMHKA B CAMOM HayaJie
aneKkTponu3a gocturaeT 75—85 % (cm. puc. 1), 4to cy-
IIECTBEHHO BBIIIIE, YeM MOXHO ObIJI0 oXunath. [Ipu-
YK Ha CTOJb BBICOKOI'O BBIX0/1a IO TOKY IIMHKA CBsI3aHa
C TeM, YTO OCaXKJAeHNE IMPOUCXOINUT IIPEUMYIIIECTBEH-
HO Ha BepIlIMHaX HEPOBHOCTEN, a 3aTeM Ha BepIIMHAaX
BETBEI NIEHAPUTOB, 00pa3yuX (POHT poOcTa Ocal-
Ka, B yCJIOBUAX chepudeckoit nuddysun [1].

IIpenenbHasg NAOTHOCTHh TOKa chepruueckoit nud-
by3uu ig,, Ha HECKOJIBKO MOPSIIKOB BBILIE MPEIeib-
HOIl nudY3MOHHONW IUIOTHOCTHM TOKAa Ha ILIOCKOM

TMOBEPXHOCTU BCJIEACTBHE MajioTO paauyca BepIINH
(r < 1mxkwm) [13, 29]:

IMe = isph =2zFDCy /r,

raie D — koabduuueHt auddysun, C; — KOHLEHT-
panms pa3psoKamIInXcsl MOHOB B 00beMe pacTBOpa.
bnaromapss Mmexanusmy cdepudeckoit nuddy3un Tox
pa3psiaa IMHKA BeJIMK, HECMOTPSI Ha MaJIyIo IJIOIIAaab
TMOBEPXHOCTHU BEPIINH, Ha KOTOPHIX UACT pa3psia Me-
Tajia.

VBenuuenue nuddepeHnaIbHOI0 BbIX0AA IO TO-
Ky IMHKA CBSI3aHO ¢ M3MCHEHHWEM IOTCHIIMAJA 3JIeK-
TpO/Aa C PBIXJBIM OCAJIKOM B IIPOIECCe 3JIEKTPOIN3a
(puc. 2).

Ha xpoHomoTeHLImorpamMme (CM. puc. 2) MOXKHO
BBIIEIUTh HECKOJIbKO XapaKTepHBbIX ydacTkoB. Ha
nepBoM y4actke (/), Korma HabI0aaeTCs CyIeCTBeH-
HOC CHHMXCHHE a0CONIOTHOM BEIWYMHBI ITOTCHIIMA-
Jla, CKOPOCTh YIJIMHEHMs Oocajka MaKCuMasbHa (CM.
puc. 1). IIpu 3TOM, KaK MoKa3ajo BUIeOHAOTIOICHME,
BBIACIISICTCS OOJIBIIIOE KOJMUYECTBO MEIIKHUX ITY3BIPh-
KOB BOIOPO/Ia, KOTOPbIe MHTEHCUBHO MEPEMENTUBAIOT
BJIEKTPOJIUT B IIPUBJIEKTPOIHOM MPOCTpaHCTBE. BTo-

(@), em Ce%(1)
0,20 - 1,00
L, " 0.9
oo—> » 0,95
0,154 ooooo? *
o *
5 . - 0,90
0,10 3 i_, .
o . . * = 0,85
40
0,05 I 050
*
oo
&
0" T T T T T 0,75
400 800 1200 1600 2000 t,c

Puc. 1. UzmeHenue nudpdepeHIMaIbHOIO BbIX0OAa
10 TOKY UMHKAa (1) ¥ AAUHBI AEHAPUTOB (2)
B IIpoIlecce TaIbBAHOCTATUYECKOTO JICKTPOIU3a

Hpe[[CTaBJICHbI CpE€aHME 3HAYCHUA I1O0 6 SKCMMEpUMEHTaAM

E (HBD), B
04
0.3-
03 N
0,14 T |
I Il 17
0 400 800 1200 1600 2000  fc

Puc. 2. smeHeHue noteHuuana £ (HBD)
TPpY OCaXXIEHW U LIMHKA B raJIbBAHOCTATUYECKUX YCITOBUSIX
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poit yuactok (/I) xapakTepusyeTcsl MeAJEHHbIM M3-
MEHEHUEM CpellHel BeIMYUHbI KATOAHOTO MOTEHIIU-
aJjia Ipu MOCTETIEHHOM YMEHBIIIEHUM CKOPOCTHU POCTa
ocazka. [Ipu aToM yBenuuBaeTcs pa3Mep Ny3bIpbKOB
BOJOpO/a U BO3pacTaeT aMIJIUTYya KoJebaHuil mo-
TeHumana. KonebaHus moTeHIMana BhI3BAHBI Kpa-
HUPYIOIIUM IeHUCTBUEM ITY3bIPbKOB Bogopoaa. Hako-
Hell, TpeTuii yyactok (/1), korma mpoucXoauT pe3Koe
CHUXeHUEe a0COIIOTHOM BEJIMYMHBI TOTEHIIMAA (CM.
puc. 2) U IpekpalaeTcs BblaeJeHe BOAOpoaa, COOT-
BETCTBYET OKOHYAHWIO aKTUBHOTO YAJIWHEHUS ACH-
aputoB (cM. puc. 1). Ha mpoTsxxeHuu Bcero npoiecca
nuddepeHIalbHbI BBIXOMI 1O TOKY IIMHKA ITOBBI-
1aeTcsi, U IMocljie AOCTUXEHUS] TOTEHIIUAOB, COOT-
BETCTBYIOIIMX TUJIONIAAKE TIPENeTbHOTO TOKA pa3psiaa
MOHOB LIMHKAa Ha TrjiagkoM ajektpoae (—1,35 B) (yuac-
ToK III Ha puc. 2), npudbauxaercs K eAMHULIE (CM.
puc. 1).

Hapsiay ¢ yMeHbIIEHMEM CKOPOCTH POCTa OcCal-
Ka U3MEHSI0TCSl TUNIOTHOCTD PBIXJIBIX OCAalKOB LIMHKA
(puc. 3) u Mmopdonorust AeHAPUTHBIX YacTull (puc. 4, a).
B HavanbHBI nepuon 3naekTposusa (yuyactku [ u 11
Ha puc. 2) IPOUCXOIUT UHTEHCUBHOE YAJIUHEHUE ACH-
JPUTOB (CM. puc. 1) mpu HEOOIBIIOM YBEJTUYECHU U TOJI-
IIMHBI UX BeTBei. B aTOT nepuon dopmupyercs oca-
JIOK ¢ HU3KOH MJIOTHOCTHIO (I Ha puc. 3), COCTOS U
U3 JEHIPUTOB, 0OPa30BAHHBIX MHOXECTBOM TOHKWX
BEeTBel (TOHKUWE NYTU Ha puc. 4, 6).

[Mocne cMeleHust MoTeHLMAaNa 00 3HAYEHUH, CO-
OTBETCTBYIOIIMX IPEKPAIIEHUIO BUAUMOIO BbIIETE-
HUS BONOPOAA, YIJIMHEHWE ACHAPUTOB MPAKTUIYECKU
ocraHaBnuBaetrcs. [locnae 3Toro, BeieacTBUE CHUXKE-
HUS (U GY3UOHHBIX OTPAHUYEHUH, OCaKIeHUE IIUH-
Ka TIPOMCXOMUT He TOJIbKO Ha BepIlIMHAaX, HO U Ha 00-

d 3
Paep> T/CM

1,2-
0,8
0,4
1
o <o
0 0,05 0,10 0,15 ¥, oM

Puc. 3. UzmeHenue nuddepeHIMalbHOM MIOTHOCTU
10 TOJILIMHE PBIXJIOrO Ocajka IMHKa

a 3

Puc. 4. II1ud nmorepevyHOro ce4yeHu s 3J1eKTpoaa
C PBIXJIBIM OCAJKOM IIMHKA,
MOJIyYeHHBIM B TeueHue 130 MuH

a — o01IMil BUIT; 6 — KPYITHBIE CPOCTKM Ha (DPOHTE pOCTa 0CaIKa;
6 — TOHKUE BETBU JCHAPUTOB Y MIOBEPXHOCTH JIEKTPOIA

KOBBIX TIOBEPXHOCTSIX BETBEH, UTO MPUBOAUT K HUX
yroamennio. [Tpu 3ToM HabI0maI0TCS pe3Koe Bo3pac-
TaHME TJIOTHOCTU PHIXJOro ocaaka (2 Ha puc. 3) 1 00-
pa3oBaHME KPYITHBIX YaCTUIl KOMIIAKTHOI'O MeTaJljia
Ha ¢poHTe pocTa ocanka (puc. 4, 6) [13, 22].

Kak cienyer u3 npeacTaBJIeHHBIX 3aBUCMMOCTEI,
B OIIPENEICHHBIMI MOMEHT 3JICKTPOJM3a PE3KO M3-
MEHSIOTCS BaXHBIC CTPYKTYPHBEIC XapaKTEPUCTUKH
ocajaka. YCTaHOBUTb 3TOT MOMEHT IO M3MEHEHUIO
TOJIIIUHBI O0CagKa HEBO3MOXHO, TaK KaK JIMHA ICH-
JIPUTOB HE IBJISICTCS ONPEACISIONINM YCIOBUEM U3Me-
HeHMs1 Mopdosoruu ocanka. M3 moay4eHHBIX 3KCIe-
PUMEHTAJBHBIX JTaHHBIX MOXHO CAeJaTh BBIBOI, YTO
CYIIECTBYET CBSI3b MEXIY M3MEHEHUEM (PH3MUYSCKUX
CBOMCTB (IJIOTHOCTH) PBIXJIBIX OCAaAKOB W M3Mepsie-
MBIMU 3JICKTPOXUMHUUECCKUMHU TTapaMeTpaMu — TaKH-
MU, KaK ITOTeHIIHAJ 1 AU depeHIINATBHBIA BEIXO 1O
TOKY LIMHKa. M3MepsieMbIM MapaMeTpoM, OTpeaesisi-
IOIIUM U3MEHEHUE CBOMCTB PHIXJIBIX OCAIKOB, MOXHO
CUMTATh BBIXOJ I10 TOKY Bomopona. [TIocKoJIbKy BOIO-
pon SIBJISIETCSl TTOOOYHBIM MPOAYKTOM 3JIEKTPOJIN3a,
HaMM OBLJI UCTIOIb30BaH N depeHIINaTbHBINA BBIXOI
10 TOKY IIMHKA.

Ha puc. 5 npuBeneHbl gaHHbIE, CBUIETEIbCTBY-
IOIIME O CBSI3U MEXAY IJIOTHOCTBIO PBIXJIOTO OCal-
Ka IMHKA 1 1uddepeHInaaIbHBIM BEIXOIOM II0 TOKY
Ce‘%n(t). Ha rpaguke BblgeseHbl ABa ydyacTKa: OOUH
COOTBETCTBYET PHIXJIBIM OCaJKaM C MaJIo MEHSIOIIEH -
Cs1 HM3KOM ILJIOTHOCTBIO, a APYTOM OTHOCHUTCS K yC-
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d 3
P dep> r/’cM

b
O Poixuiblii ocagok

0,69 o Cpocrku
0,51
0,41
0,34
0,21
0,14

0 T T

y=0,2398x-0,0574

0,75

Ceg(0)

Puc. 5. 3aBucumoctsb nuddepeHIinanbHONM MIOTHOCTH PHIXJIOTO 0caika OT nuddepeHIIMaIbHOTO BIX0a M0 TOKY IIMHKA

JIOBUSIM 00pa30BaHUS CPOCTKOB U Havay (hOpMUPO-
BaHUSI «CKOPJYMbl» (pe3K0oe YBeIUYEHUE MIOTHOCTHU
ocamka). AHaJIM3UPys IIOJYYEeHHYIO 3aBUCHUMOCTB,
MOXHO KOHCTaTHpPOBaTh, YTO CYIIECTBEHHOE WM3Me-
HEHHE CBOMCTB PBHIXJIOTO OCaaKa IIMHKA IPOUCXOAUT
Ipy 3HAYEHMM BBIXOJA IO TOKY, paBHOM 0,96 (cM.
puc. 5). DTO COCTOSIHUE XapaKTepu3yeT Mepexoi OT
(opMupoBaHUs OEHAPUTHBIX YACTHUIl K POCTY KOM-
nakTHOro ocaaka. Takum oOpa3om, 00JIaCTh BJIEKTPO-
OCaXJIeHUS OJHOPOMHBIX II0 CBOWMCTBAM PBIXJIBIX
0OcaJKOB LIMHKA OorpaHuuyeHa 3HaueHueM AuddepeH-
LMaJIbHOro Bhixoma o Toky 0,96. [lanbHeliliee yBe-

Ce(0)

JIMYEeHWE BBIXOHA IO TOKY MpPUBEACT K 00pa3oBaHUIO
CPOCTKOB Ha (ppoHTE pocTa ocaaka.
[MIpmHOUTINAIEHON 0COOEHHOCTHIO IIpOIlecca BBI-
JleJICHWST BOIOpOAa MpU IOJYUYCHUU PBHIXJIBIX OCai-
KOB METAJIJIOB SIBJISIIOTCS CTOXacCTUYECKME SIBJICHUS
P BO3HUKHOBCHUM W OTPBIBE IMY3BIPHKOB BOIOPO-
na. IMockonbky auddepeHalbHbIi BBIXOA MO TOKY
MeTaJljla ONpeAeisioT Mo 00beMy BOAOPOaA, TaHHbBIC
MOJyYaloTCs CUJIBHO 3allyMjaeHHBIMU (puc. 6). Ilpu
5TOM HaOJII0JaeTCsd YCTOMYMBBIN TPEHI B N3MECHEHHN U
BBIXOJA 1O TOKY. JIJs1 onmucaHusl 3aBUCUMOCTU I~
(epeHIIMaTBPHOTO BBIXOA IT0 TOKY IIMHKA OT BpeMEHU

1,00 -=-==mmnmmmmmmmmm e

Cepltys)
0,954

0,904
Homep
0,85 BBIOOPKH:
- ]
- 2
-~ 3
0,80+ - 4
- 5
A+ 6
0,75

0 240 480 720 960

1200 1440 1680 1920 2160

2400 ¢

Puc. 6. DxcniepuMeHTaIbHBIC TaHHBIC TTO Ce‘%n(t), MoJiy4eHHbIe B 6 cepusiX (BIOOPKaX)

B xaxnoii BBIOOpKE BBIIOJIHEHO MO 19 3aMepoB ¢ pa3IMYHBIMU CETKAMU 3aMEPOB BPEMEHH {7, ,,}
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(Ce‘én(t)) paHee OblLJ1a peaioXeHa CaeAyolast IMITU-
puueckas ¢yHkuus [13]:

A+ Bt

, M
C+ Dt

Cegn ()=

rae A, B, C, D — sMmniupnyeckre KOHCTAaHTHI.

IIpu BkJItOYeHUM Toka (f = () BBIXOA IO TOKY
onpenensieTcss oTHoueHueM KoaguiueHToB A u C:
Ce%.(0) = A/C.

Kak 0b1710 0TMEUYeHO Bbllle, 3HaueHUue auddepeH-
LIAJIbHOTO BBIXOMAA MO TOKY JJISI 3JEKTPOOCAKICHUS
PBIXJIBIX OCAIKOB IIMTHKA CO BpeMEHEM ITPHOIMXKACTCS
K enuHule. B cooTBeTcTBMU ¢ ypaBHeHUEM (1)

limCe&. (t)=B/D =1.

t—w

C yueToM 3TOro (hakTa MOXXHO COKPAaTUTh KOJIMUE-
CTBO KO3GhGUIIMEHTOB SMINPUUECKOTO YpaBHEHUS,
npuHsB B = D. Torna nonydyaem ypaBHeHUe

A+ Bt
C+Bt

Ced ()= 2

KoadppunneHTs BoipaxeHus (2) 3aBUCAT OT KOH-
LIEHTpALMU Pa3psiKalolUUXCcsl KMOHOB B PacTBOpE, Be-
JIMYWHEI 3aJJaHHOTO TOKa, IPUPOIBI METajIa, HO BUI
3aBHCUMOCTHU IOCTaTOUHO YHUBepcajeH [13, 22]. [1pu
M3BEeCTHBIX KO3 dunneHtax A, B, C u ¢c yueToM 3Haue-
HUSA 1uddepeHINaTbHOTO BBIX0Ia 10 TOKY, ITPU KO-
TOPOM MPOUCXOAUT M3MEHEHUE IIJIOTHOCTH PHIXJIOIO

Ce (1)

cyog (cM. puc. 5), no ypaBHeHU10 (1) MOXKHO OLIEHUTD
MPOJOTXKUTEIBHOCTD POCTA (f50,) ONHOPOAHOTO MO
CBOICTBAM PBIXJIOTO OCAIKa:

A+ Bt
S _96. (3)
C+ Bt

stop

Yro0bl OLEHUTH C MmoMoubio (3) BpemMs poc-
Ta OOHOPOAHBIX IO TJIOTHOCTH PBIXJBIX OCAaIKOB
OWHKAa, HEOOXOMUMO OIIPEIeIUTh ¢ MUHUMAJIbHOMU
MMOTPEITHOCTHIO 3HAYeHUST KO3(DDUIIMEHTOB 3MIIH-
puyeckoro ypaBHeHus (2). B aToii cBSI31 OBLI TTpOBE-
IeH CTaTUCTHUYCCKUU aHaJN3 dKCIICPUMEHTAaIbHBIX
JaHHBIX.

DKcIeprMMeHTalbHbIe 3HaueHUs1 AuddepeHIInalb-
HOTO BBIXOIA IO TOKY LIMHKa (CM. puc. 6), mojy-
YyeHHBle B 6 TapaJUleJIbHBIX OITbITaxX, MOABEPrajiuch
00paboTKe KaK Ha OCHOBAaHWM CTAaHIAPTHOIO CTaTU-
CTUYECKOro Ioaxoma (MeTon HaWMMEHBIIMX KBaapa-
toB — MHK) [30], Tak ¥ ¢ mMOMOIIIbI0 HHTEPBAJIBLHOTO
oueHuBaHud [31, 32].

Pacuetr mo MHK 06benmHeHHOI BEIOOPKH (pHC. 7)
MMO3BOJIMJI TIOJYYUTh CJENyIoIllue 3HauYeHUS KO-
¢uumenToB ypaBHenus (2): A = 2,01; C = 2,66; B =
= 1,21102 ¢!, OrHourenne Ko3hbULHEHTOB A/C =
= 0,76 COOTBETCTBYET BKCIIEPUMEHTATLHOMY 3Haue-
HUIO BBIXOJA IO TOKY IIMHKA B IIEPBbIe MUHYTHI 2JI€K-
TpOJM3a: Ce‘én(t) = 0,75 (cm. puc. 1).

C noMollbo HalaeHHBIX KO3(p(GULIMEHTOB ObljIa
noctpoeHa Tpyoka (MHK mo mpaBuay «+2c» [30])

1,00+

0,95

0,90+

0,85+

0,80+

X HOCTOBepHLIe 3aMEpPbI

® BrIOpochl

0,75 T T
0 400 800

1200

1600 2000 2400 fc

Puc. 7. PesynbraThl 00pa6otku MHK maHHBIX COBOKYITHOIM BEIOOPKHM IO 6 cepUsIM

C HCIIOJIb30BaHMEM OITHCHIBaoIIe hyHKIUN (2)

O0benuHeHHast BbIOopKa Bkitovana 114 3aMepoB (10cToBEpHBIX 3aMepoB — 97, BbIOpocoB — 17)
Mapamerpsr MHK-kpuBoit Ce%,.(f) = (4 + Bt)/(C +Bo): Ayk = 2,015 Bypk = 1,2:1072 ¢ 75 Cypk = 2,66; Gk = 1,24:1072
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JIOTTYCTUMBIX 3HAYEHUU anmpoKcuMupyoomein dyHK-
uuu. B cooTBeTCTBUU € 3TUM CTaHAAPTHBIM MpaBU-
JIOM OBLITM BBISIBJIEHBI BBIOPOCHI (cM. puc. 7). Cnenyio-
IMUM IIaroM o0paboTKM OBLIO MPSIMOE YMEHBIIEHUE
WHTEPBAJIOB HEOMNPENEeJICeHHOCTU 3aMepoOB 00benu-
HEHHOI BEIOOPKM C YCTpaHeHHBIMU BbiOpocamMu. On-
HaKO U3-3a HAJTMYUS CYLIECTBEHHBIX U3BMEPUTETBbHBIX
MOTPEUIHOCTEN pe3yabTUpylolias TpyoKa Ce‘én(t)
OKazaJlach HEyIOBJIETBOPUTEIBHOW U CYIIECTBEHHO-
0 CHUXEHUS MOTPEIIHOCTH CTaHAAPTHBIM METOIOM
HAaWMEHbIIUX KBAaJAPATOB MOJYYUTh HE YAAJIOCh, MO-
3TOMY OBIJIO IPUMEHEHO WHTEPBaJbHOE OIEHUBAHUE
[31—34].

B cooTBeTcTBMYM ¢ MHTEPBAJbLHBIM MTOAXOA0M [31—
34] Oblma BBHITIOHEHA CJEAyIONasi TOCIeq0BATENb-
HOCTb MPOLIENYP MHTEPBAJIBLHOIO OLIECHUBAHUS:

— MOCTPOEHO MH(OPMAIIMOHHOE MHOXECTBO J10-
MYyCTUMBIX 3HAYEHUI TapaMeTPOB OIMCHIBAIOIEH
byuxkuuu (2);

— M0 TaHHOMY MHOXECTBY paccuuTaHa yJy4IleH-
Has (MakcUMaJlbHO y3Kasl) TpyOKa JOIMYyCTUMBIX 3a-
Bucumocteii Ce%,(f) ¢ COOTBETCTBYIOIIMMY HUXHE#
_Th(f) n Bepxueii "Th(f) rpanuuamu (puc. 7);

— C TIOMOIIBIO WHTETPUPOBAHUSI TPAHUIL YIyd-
IIEHHOU TpyOoKHU

W () = jceg’n (1)dt
0

paccuuTaHa yTOUHEHHas! TpyOKa JOMYCTUMBIX 3HaUYe-
HUI MHTErpaia Ce‘én(t) (puc. 8). BumHo, 4TO MHTETpH-
pOBaHUE TMO3BOJIMJIO JAOMOJHUTENbHO CIJaAUTh pe-

Puc. 8. TpyOka nonycTuMbIX 3HaUeHU# nHTerpanta WAr)

3yJbTaT U CYIIECTBEHHO CY3UTh TPYOKY MOTYCTUMBIX
3HAYCHUI MHTErpaJa.

OrmeTum, 4TO Tipu yMHOXeHuun WA(f) Ha cuiy 3a-
JNAaHHOTO TOKa IOJyYaeTcs KOJMYECTBO 3JIEKTpUYe-
CTBa, KOTOPOE IMONIJIO Ha BblAeIeHe MeTasia. Dusn-
YECKUI CMBICJ HETMOCPENCTBEHHO CaMOW BEJIMYUHBI
uHTerpasa W(f) MoXXHO MpeacTaBUTh Kak 3(pheKTuB-
HOE BpeM sl OCaxIeHUsI MeTasa, T.e. BpeMsl, B TeUeHUe
KOTOPOTO TIpY 33IaHHOM TOKE MPOUCXOMUT OCaXKe-
HUe MeTaJlia.

Hcnonb3oBaHue 3aBUCUMOCTU (2) AT UHTEP-
BaJIbHOTO MOCTPOEHUS YJIYUYIIEHHONH TPyOKU Ce‘én(t)
MO3BOJISIET OLICHUTH IMPOJIOJIKUTEBHOCTh Hapallu-
BaHUS DPBIXJIOTO ocajka A0 00pa3oBaHUSI CPOCTKOB.
ITockombKy Ce‘én(t) u uHTerpan ot Hero (WAY)) cBs3a-
HBI MEXIy co0O0ii, TO MHTEepPBaJ HEOIPENeIeHHOCTU
BPEMEHU HapallUBaHUs 0CaJKa MOXHO HaliTU U3 CO-
mocTaByieHus! TpaUKOB 3TUX 3aBUCUMOCTEN (puc. 9,
au 6), 3aaaBasi 3HaU€HNeE BbIX0Ja MO TOKY, ITPU KOTO-
pPOM MPOUCXOAUT CYLIECTBEHHOE U3MEHEHUE MJIOTHO-
CTU ocaaka (CM. puc. 5), Ce‘én(t) = 0,96. B pesyibrare
MPOBENECHHON OLEHKU MOJYYUIIU, YTO BPEMS fyp,
yepe3 KOTopoe TpebyeTcsl CHSTh 0CaZoK € JIEKTPOoJa,
COCTAaBJISIET /o € [1062, 1157] ¢ mpu garHE MHTEpPBaJia
Algop = 95 € (puc. 9, 0).

Takum o6pa3oM, BpeMsl HapallMBaHUSI ocajka
onpeneneHo ¢ TodHocTblo 10,8 MuH, unu ~4 %. [pu
WCTIOJIb30BAaHUU CTAHJIAPTHOT'O TOIXOMAa JaXe MEHb-
11Iee OTKJOHEHME 10 JIeBOl rpaHule (CM. puc. 9) co-
ctaBisieT 9 MuH, Ui ~47 %, 4TO SIBJISICTCS CIUILIKOM
rpy0oii otieHKoii. Bpemst ayekTpon3a, mpu KOTOpOM

Wutepsan [W(2400)]: W, [(2400) = 2296,5 c; Wy, [(2400) = 2276,6 ¢; W,y [(2400) = 2256,5 c; AW'=19,9 ¢
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Puc. 9. Csa3b Mexay TpyOKOIi MHTErpaabHOU GYHKIIMM U TPYOKOM nuddepeHIInaabHOro BeIXoaa Mo TOKY

MPU UCIIOJIb30BAaHU M allIIPOKCUMUPYIOLIe pyHKIINM (2)

a — TpyOKa Ce‘én(t) 3aBucumocteit mo MHK u tpyOka, yiy4iieHHast 1o MHTEPBaJbHOMY OLIEHUBAHUIO;

6 — Tpy6Ka uHTerpanbHON byHKIM Ce%, (f); OTMEUEHBI HHTEPBAT HEONPEIEIEHHOCTH MOMEHTA CheMa 1 ET0 BEINYMHA
a — Tb,(2400) = 2250,2; Thin(2400) = 2243,3; Th,,41(2400) = 2246,7; ATh(2400) = 6,9; 26 = 0,0256; e, = 0,0255

6 — untepai [ W(2400)]: W,,,x(2400) = 2296,5 ¢; W,,i,(2400) = 2276,6 c; W,,,4(2400) = 2256,5 c; AW =19,9 ¢

OyIeT JOCTUTHYTO KpUTUUYECKOe 3HaYeHMEe BBIX0Ia 110
TOKYy, paBHO 19 = 0,8 muH. Takum obpazom, AJs1 CO-
XpaHEHU S TMOCTOSIHHOM IO BCE€M MJIMHE IIJIOTHOCTHU
ocaJKa JJIMTEIbHOCTh HapallluBaHMU I He JOJIXKHA ITpe-
BBIIIATH 19 MUH.

3akoyeHue

C IOMOIIbIO KOMIIJIEKCA 3JIEKTPOXUMUUYECKHUX,
BOJIIOMOMETPUYECKUX U3MEPEHU U METOIA BUIEO-
duKkcauuu onpeneseHbl 3aBUCHUMOCTH TOJLIMHBI
peIXJIoro ocanka U auddepeHIHaTbHBIX 3HaYe-
HUIA BBIXOJA IIO0 TOKY LIMHKA OT BPEMEHU, PacCUM-

TaHO U3MEHEHME MJIOTHOCTU IO TOJIIMMHE PBIXJIBIX
0CaJKOB.

Ioka3zaHo, 4To 3HaueHUe AUP@epeHLNaTbHOTO
BBIXOJA MO TOKY LIMHKA SIBIISIETCS IOKa3aTeseM, Xa-
PaKTepU3YIOIMIUM W3MEHEHUE IIJIOTHOCTH PBIXJIBIX
ocankoB IMHKA. s ocaXaeHWsT OIHOPOIHOIO II0
CBOICTBaM PBIXJIOTO OCaJKa BbIXO/ 10 TOKY LIMHKA He
JOJIKeH npeBbiath 0,96.

IpennoxeH cnocob onpeaeaecHus NePUOINIHOCTH
yIajeHusI ocaaka B IIpolecce raJibBaHOCTATUYECKOIO
3JIEKTPOJIN3a 15 TTIOTyYEeHU ST OMHOPOTHOTO TI0 TpaHy-
JIOMETPUYECKOMY COCTaBY MOPOIIKa, OCHOBAHHBII Ha
KCIOJIb30BAaHUY SMITMPUYECKOTO YPaBHEHMSI.

—_ .
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[IpuMeHeHe WHTEPBAJBLHOTO MOAXOma TpU 00-

paboTKe SKCMEePUMEHTATbHBIX NAHHBIX TMO3BOJIUJIO
CYIIECTBEHHO CY3UTh TPYOKY JOMYCTUMBIX 3HAUCHU I
nuddepeHInalbHOTO BBIX0AA 0 TOKY M, KaK CJel-
CTBUE, ONPEACIUTH C TPUEMJIEMOI TOUHOCTbIO KO3~
(buLIMEeHTHI BMITUPUUYECKOTO YPAaBHEHU I U PACCUYUTATh
BpeMs HapallMBaHWs OIHOPOMHOTO IO CTPYKType
ocajka.

Paboma evinosnena npu gpunarncoeoit noooepoicke
nocmaroenenus Ne 211 Ilpasumenvcmea Poccuiickoii Pedepayuu
(xonmpaxm No 02.A03.21.0006) u é pamkax eocyoapcmeeHHo2o
3adanus No 0836-2020-003.

Jiutepartypa/References

1.

Neikov O.D., Naboychenko S.S., Yefimov N.A. Handbook
of non-ferrous metal powders: Technologies and appli-
cations. 2-nd ed. Elsevier, 2019. DOI: 10.1016/C2014-0-
03938-X.

ITlempuii O.A. DIEKTPOCUHTE3 HAHOCTPYKTYP U HAaHOMa-
tepuanos. Yenexu xumuu. 2015. T. 84. No. 2. C. 159—193.
Petrii O.A. Electrosynthesis of nanostructures and nano-
materials. Russ. Chem. Rev. 2015. Vol. 84. Iss. 2. P. 159—
193. DOI: 10.1070/RCR4438.

Anyugpepos B.H., bobpos I'B., Jpyxcunun JI.K. Ilopouiko-
Basl METAJUIYPrusl U HalblJIeHHbIE MOKPBITUS. M.: Me-
tayuryprus, 1987.

Antsiferov V.N., Bobrov G.V., Druzhinin L.K. Powder metal-
lurgy and sputtered coatings. Moscow: Metallurgiya,
1987 (In Russ.).

Luca Mattarozzi, Sandro Cattarin, Nicola Comisso, Arianna
Gambirasi, Paolo Guerriero, Marco Musiani, Lourdes Viz-
quez-Gomez, Enrico Verlato. Hydrogen evolution assisted
electrodeposition of porous Cu—Ni alloy electrodes and
their use for nitrate reduction in alkali. Electrochim. Ac-
ta. 2014. Vol. 140. P. 337—344. DOI: 10.1016/j.electacta.
2014.04.048.

Shin H.-C., Liu M. Three-dimensional porous copper—tin
alloy electrodes for rechargeable lithium batteries. Adv.
Funct. Mater. 2005. Vol. 15. P. 582—586. DOI: 10.1002/
adfm.200305165.

Blake J.P., Lathe A.J., Suresh K.B. Building with bubbles:
the formation of high surface area honeycomb-like films
via hydrogen bubble templated electrodeposition. Chem.
Commun. 2015. Vol. 51. P. 4331—4346. DOI: 10.1039/
C4CC06638C.

Ullah S., Badshah A., Ahmed F., Raza R., Altaf A.A., Hus-
sain R. Electrodeposited zinc electrodes for high current
Zn/AgO bipolar batteries. Int. J. Electrochem. Sci. 2011.
Iss. 6. P. 3801—3811.

Mojtahedi M., Goodarzi M., Sharifi B., Khaki J.V. Ef-

11.

12.

13.

15.

17.

18.

19.

fect of electrolysis condition of zinc powder production
on zinc-silver oxide battery operation. Energy Convers.
Manag. 2011. Vol. 52. Iss. 4. P. 1876 —1880. DOI: 10.1016/j.
enconman.2010.11.001.

Nekouei R.K., Rashchi F, Amadeh A.A. Using design of
experiments in synthesis of ultra-fine copper particles by
electrolysis. Powd. Tech. 2013. Vol. 237. P. 165—171. DOI:
10.1016/j.powtec.2013.01.032.

. Nekouei R.K., Rashchi F, Ravanbakhsh A. Copper nano-

powder synthesis by electrolysis method in nitrate and
sulfate solutions. Powd. Tech. 2013. Vol. 250. P. 91—96.
DOI: 10.1016/j.powtec.2013.10.012.

Nikoli¢ N.D., Vastag D.D., Zivkovié¢ P.M., Joki¢ B., Branko-
vi¢ G. Influence of the complex formation on the mor-
phology of lead powder particles produced by the electro-
deposition processes. Adv. Powd. Tech. 2013. Vol. 24. Iss. 3.
P. 674—682. DOI: 10.1016/j.apt.2012.12.008.

Sharifi B., Mojtahedi M., Goodarzi M., Vahdati K.J. Effect
of alkaline electrolysis conditions on current efficien-
cy and morphology of zinc powder. Hydrometallurgy.
2009. Vol. 99. Iss. 1. P. 72—76. DOI: 10.1016/j.hydrom-
€t.2009.07.003.

Ostanina T.N., Rudoi V.M., Patrushev A.V., Darintseva A.B.,
Farlenkov A.S. Modelling the dynamic growth of copper
and zinc dendritic deposits under the galvanostatic elec-
trolysis conditions. J. Electroanal. Chem. 2015. Vol. 750.
P.9—18. DOI: 10.1016/j.jelechem.2015.04.031.

Orhan G., Gezgin J.G.G. Effect of electrolysis parameters
on the morphologies of copper powders obtained at high
current densities. Serb. Chem. Soc. 2012. Vol. 77. Iss. 5.
P. 651—665. DOI: 10.1016/j.powtec.2010.03.003.

Nikoli¢ N.D., Brankovi¢ G., Popov K.I. Optimization of elec-
trolytic process of formation of open and porous copper
electrodes by the pulsating current (PC) regime. Mater.
Chem. Phys. 2011. Vol. 125. Iss. 3. P. 587—594. DOI:
10.1016/j.matchemphys.2010.10.013.

. Nikoli¢c N.D., Brankovi¢ G., Pavilovic M.G. Correlate between

morphology of powder particles obtained by the diffe-
rent regimes of electrolysis and the quantity of evolved
hydrogen. Powd. Tech. 2012. Vol. 221. P. 271—277. DOI:
10.1016/j.powtec.2012.01.014.

Nikoli¢ N.D., Brankovi¢ G., Maksimovi¢ V.M. Influence of po-
tential pulse conditions on the formation of honeycomb-
like copper electrodes. J. Electroanal. Chem. 2009.
Vol. 635. P. 111—119. DOLI: 10.1016/j.jelechem.2009.08.005.
Paviovic M.G., Pavilovic L.J., Maksimovi¢ V.M., Nikoli¢c N.D.,
Popov K.I. Characterization and morphology of cop-
per powder particles as a function of different electroly-
tic regimes. Int. J. Electrochem. Sci. 2010. Vol. 5. Iss. 12.
P. 1862—1878.

Jagtap R.N., Rakesh N., Zaffar H.S., Malshe V.C. Predic-

20

W3BecTus By308. [TopoLLKoBas METanayprvs 1 QyHKUMOHAIbHbIE NOKpbITUS = 1+ 2020



HpOUBCCbI 1osy4eHns v CBOVCTBA 0POLLIKOB

20.

21.

22.

23.

24.

25.

26.

tive power for life and residual life of the zinc richpri-
mer coatings with electrical measurement. Prog. Org.
Coat. 2007. Vol. 58. Iss. 4. P. 253—258. DOI:10.1016/j.
porgcoat.2006.08.015.

Kalendovi A. Effects of particle sizes and shapes of zinc
metal on the properties of anticorrosive coatings. Prog.
Org. Coat. 2003. Vol. 46. Iss. 4. P. 324—332. DOI:10.1016/
S0300-9440(03)00022-5.

Coronosckasn E.E., Ocunosa M.JL, Mypawosa HU.B., /la-
punyeea A.b., Caseavee A.M., Myxamadeee P.D. Ananus
CTPYKTYPHBIX M3MEHEHUI ocaiKa Ha OCHOBE MOHH-
TOPUHTA MPOMBIIIJIEHHOTO 2JIEKTPOJIN3a MEIHBIX TO-
POIIIKOB pa3HbIX MapoK. M3zeecmus ey306. Ilopowkosas
Memannypeus u QynkyuorasvHole nokpoimus. 2012. No. 1.
C.7—13.

Sokolovskaya E.E., Osipova M.L., Murashova 1.B., Darin-
tseva A.B., Savelev A.M., Mukhamadeev F.F. Analysis
of structural variations of the precipitate based on
monitoring the industrial electrolysis of copper powders
of various brands. Russ. J. Non-Ferr. Met. 2013. Vol. 54.
No. 6. P. 497—503. DOI: 10.3103/S1067821213060291.
Ostanina T.N., Rudoy V.M., Nikitin V.S., Darintseva A.B.,
Demakov S.L. Change in the physical characteristics of
the dendritic zinc deposits in the stationary and pulsating
electrolysis. J. Electroanal. Chem. 2017. Vol. 784. P. 13—
24. DOI: 10.1016/j.jelechem.2016.11.063.

Nikoli¢ N.D., Brankovi¢ G., Pavlovic M.G., Popov K.I. The
effect of hydrogen co-deposition on the morphology of
copper electrodeposits. I1. Correlation between the pro-
perties of electrolytic solutions and the quantity of evolved
hydrogen. J. Electroanal. Chem. 2008. Vol. 621. Iss. 1. P. 13—
21. DOI: 10.1016/j.jelechem.2008.04.006.

Nicoli¢ N.D., Popov K.I., Pavlovi¢ L.J., Paviovic M.G. The
effect of hydrogen codeposition on the morphology of
copper electrodeposits. 1. The concept of effective over-
potential. J. Electroanal. Chem. 2006. Vol. 588. Iss. 1.
P. 88—98. DOI: 10.1016/j.jelechem.2005.12.006.

Nikoli¢ N.D., Pavlovi¢ Lj.J., Paviovic M.G., Popov K.I. Mor-
phologies of electrochemically formed copper powder
particles and their dependence on the quantity of evolved
hydrogen. Powd. Tech. 2008. Vol. 185. Iss. 3. P. 195—201.
DOI: 10.1016/j.powtec.2007.10.014.

SAxyooea T.B., Mypawosa H.b. MonenupoBaHue 3AeKTPO-
KPUCTAJUTU3AIMM PHIXJIOrO OcaJKa M3 BOMHOTO PacTBOpa.
Jlokanm3anust peakliy BOCCTAHOBJIEHUST BOIOPOA U TTy-
TH ero ynajeHus. nexmpoxumus. 1995. T. 31. C. 463—486.
Yakubova TV., Murashova I.B. Modeling of electrocrys-
tallization of loose deposits from aqueous solution. Lo-
calization of hydrogen reduction reaction and ways of

27.

28.

29.

30.

31.

32.

33.

34.

Izvestiya Vuzov. Poroshkaovaya Metallurgiya i Funktsional'nye Pokrytiya = 1= 2020

its removal. Elektrokhimiya. 1995. Vol. 31. P. 463—486
(In Russ.).

Ocunosa M.JI, Mypawosa HU.b., Jlapunuyeéa A.b., Onyuu-
Ha JI.JI. BbIxon 1Mo TOKY OIEHAPUTHOTO MEIHOIO OcaaKa
st mopomka Mapku [IMC11 kak mapameTp, onpene-
JISIIOLIMIA ero CTPYKTYpy. [asveanomexnuxka u obpab. no-
sepxrocmu. 2012. T. 19. No. 3. C. 35—41.

Osipova M.L., Murashova I.B., Darintseva A.B., Onuchi-
na D.L. Current efficiency of dendritic copper deposit for
PMSI11 powder as a parameter determining its structure.
Gal’vanotekhnika i obrabotka poverkhnosti. 2012. Vol. 19.
No. 3. P. 35—41 (In Russ.).

Ocmanuna T H., Pyooii BM., Hukumun B.C., Japunye-
6a A.b., 3asecosa O.JI., [lopomnuxosa H.M. OnpeneneHue
MOBEPXHOCTU JAEHIPUTHBIX 3JIEKTPOJUTUYECKUX TO-
POILKOB IMHKA U OLIEHKa ee (hpaKTaJbHON pa3MepHO-
ctu. Uzeecmus 8ysos. I[lopowkosas memannypeus u yHK-
yuornanvhbie nokpuimus. 2014. No. 3. C. 15—20.

Ostanina T.N., Rudoy V.M., Nikitin V.S., Darintseva A.B.,
Zalesova O.L., Porotnikova N.M. Determination of the sur-
face of dendritic electrolytic zinc powders and evaluation
of its fractal dimension. Russ. J. Non-Ferr. Met. 2016. Vol.
57. No. 1. P. 47—51. DOI: 10.3103/S1067821216010120.
Diggle JW., Despic A.R., Bockris J.O. The mechanism of the
dendritic crystallization of zinc. J. Electrochem. Soc. 19609.
Vol. 116. Iss. 11. P. 1503—1514. DOI: 10.1149/1.2411588.
P 40.2.028—2003. TocymapcTBeHHas cucteMa obecrieue-
HUs eIMHCTBA M3MepeHni. PekoMeHmalmu mo mocrpoe-
HUIO TPaJyUPOBOYHBIX XapaKTepucTUK. OlLeHUBaHUE
TIOTPENTHOCTEN (HEOTpeIeIeHHOCTH) TMHENHBIX TpalTyy-
POBOYHBIX XapaKTEPUCTUK TTPU UCIIOJIb30BAaHUU METONA
HauMeHbIIuX KBaaparoB. M.: [occranmapr, 2003.

R 40.2.028—2003. Recommendations. The state system for
providing uniqueness of measuring. Recommendations
on building the calibration characteristics. Estimation of
errors (uncertainties) of linear calibration characteristics
by application of the least square means method. Moscow:
Goststandart, offic. ed. (In Russ.).

Jaulin L., Kieffer M., Didrit O., Walter E. Applied interval
analysis. London: Springer-Verlag, 2001.

Shary S.P. Finite—dimensional interval analysis.
URL: http://www.nsc.ru/interval/Library/InteBooks
(accessed: 01.09.2019).

Kumkov S.1. An estimation problem of chemical process
with confluent parameters: An interval approach. Reliab-
le Comput. 2016. Vol. 22. P. 15—25.

Kumkov S.1., Mikushina Yu.V. Interval approach to iden-
tification of catalytic process parameters. Reliable Comput.
2014. Vol. 19. Iss. 2. P. 197—214.

21



HpUUECCbI 1oJ1y4eHNs ¥ CBOVCTBAE MOPOLLIKOB

YAK 621.762.2 : 621.921.1 : 620.22-022.532
DOI dx.doi.org/10.17073/1997-308X-2020-22-28

BnusiHne noBepXHOCTHO-aKTUBHbIX BELLECTB
Ha AUCNEepPCHOCTb HAHOMOPOLIKOB Xese3a, Ko6anbTa u HUKens

© 2020r. T.X. HryeH, B.M. HryeH

HaumoHanbHbIi MccnenoBaTenbCkuii TexHonorndeckuii ynmeepeutet (HUTY) «MUCuC», r. Mocka

TexHONOrMYeCkuin MHCTUTYT, T. XaHoii, BbeTHam

Cratbs noctynuna B pegakumio 12.11.19 r., gopaborana 17.12.19 r., noanucaxa B nevats 19.12.19 r.

lMpoBeneHo nccnegoBaHve BANSHUSA NOBEPXHOCTHO-aKTUBHBIX BewecTB (MAB) Ha aucnepcHoCcTb HaHonopolkos (HI) xenesa,
Kob6anbTa 1 HUKENS, NONYYEHHbIX XUMUKO-METanypruieckum MeToL0oM — BOAOPOAHBIM BOCCTAHOBIIEHUEM WX TMAPOKCUOHbIX CO-
eanHennin FeOOH, Co(OH), 1 Ni(OH), npu Temnepatypax 400, 285 n 280 ‘C cOOTBETCTBEHHO. DTN rMAPOKCUAbLI 3apaHee Obiin
CUMHTE3UPOBaHbl XMMUYECKUM OCaXAeHNeM M3 COOTBETCTBYIOLWMX pacTBOPOB HMUTpaTa pacTBopoM wenoyn NaOH (10 mac.%) ¢
ncnonb3oBaHuem gogeunncynbdata Hatpua (ACH) (0,1 %) n guHaTpneBon COnu aTUNEHANAMUHTETPAYKCYCHOW KucnoTol (O4TA)
(0,3 %). OAnsa ndyyeHns ykasaHHblx HIM npyuMeHanmM metoapl peHTreHOBCKON AndPaKkTOMETPUN, CKaHMPYIOLLE 9N1eKTPOHHOM MU-
KPOCKOMNU, N3MepeHuns yaesibHOM MOBEPXHOCTM MO HU3KOTEMMNepaTypHoii aacopbumnm azoTta. CornacHo peHTreHopasoBOMY aHa-
Nn3y Bce nosiyyeHHble obpasubl HIM Fe, Co u Ni cogepxat 4nctble meTannuyeckme ¢pasbl. PesynbraTtbl 31€KTPOHHOI0 MUKPOCKOMNU-
4eCcKOoro aHanM3a 1 U3MepeHust yaenbHOW NOBEPXHOCTU NOPOLLKOBbIX 060pa3LL/OB CBMAETENbCTBYIOT, YTO Ao6aBneHne pasnnyHbIxX
[MAB B ucxogHyio cpeny CMHTE3a rMApPOKCUOHbIX COEAMHEHNN OKa3blBAET 3HAYUTENIbHOE BAUSIHME HA AUCMEPCHOCTb MOJyYeH-
HbIx HI. BeisiBneHo, 4to gob6aska 0,1 % ACH npuBoaMT K yMEHbLUEHWIO CPeaHero pa3Mmepa nosyyeHHbIX YacTul, a NpucyTcTene
0,3 % SATA cnocobcTByeT o6pa3oBaHuio 6onee KPynHbIX YacTuu, MeTannoB. MNMokasaHo, 4To ucnonb3oBaHue 0,3 % SOTA npu
0CaXAEHUN UCXOAHbIX TMAPOKCUAHBLIX MPEKYPCOPOB NO3BOJISET NoNyyYnTb MeTannmnydeckume HIM ¢ Hanbonee y3kmmu pacnpepene-
HUAMW KPUCTANAINTOB NO pasMepam.

KntoueBbie cioBa: HAaHOMOPOLLOK, HAHOYACTULLA, XENe30, KoGabT, HUKE/b, MOBEPXHOCTHO-AaKTMBHOE BELLEeCTBO, Aoaeuunncynbdat
HaTpus, AMHaTpUeBas CoJib 3TUJIEHANAMUHTETPAYKCYCHOM KUCNOTbl, 06/1aCTb KOrePEHTHOMO PacCesiHNS, yaenbHas NOBEPXHOCTb.

HryeH T.X. — acnupaHT kadenpbl GyHKLUNOHAbHBIX HAHOCUCTEM U BbICOKOTEMMEPATYpPHbIX MaTepuanoB HATY «<MUCKC»
(119991, r. Mocksa, JleHunHCckui Np-T, 4). E-mail: htnru7@yandex.ru.

Hryen B.M. — kaHA. TEXH. HayK, nuccneposartesb TexHonorndeckoro nHctutyTa (143315, BoeTHam, . XaHoit).
E-mail: chinhnhan88@gmail.com.

Ansa untnposanus: Hryex T.X., Hryen B.M. BnuaHne N0OBEPXHOCTHO-aKTUBHbIX BELLECTB Ha AMCNEePCHOCTb HAHOMOPOLLKOB
xeneaa, kobanbta u HUKens. MI3BecTusi By30B. [1opoLukoBasi MeTasanyprus n QyHkLUmoHaibHbie nokpbitys. 2020. No. 1.
C. 22-28. DOI: dx.doi.org/10.17073/1997-308X-2020-22-28.

Nguyen T.H., Nguyen V.M.
The effect of surfactants on the particle size of iron, cobalt and nickel nanopowders

This paper studies the effect of surfactants on the particle size of metal nanopowders (NPs): iron, cobalt and nickel synthesized
using chemical-metallurgy method - hydrogen reduction of hydroxide compounds FeOOH, Co(OH), and Ni(OH), at 400, 285, and
280 °C, respectively. These hydroxides were pre-synthesized via chemical deposition from the corresponding nitrate solutions with
NaOH alkali solution (10 wt.%) using sodium dodecyl sulfate (SDS) (0.1 %) and ethylenediaminetetraacetic acid disodium salt (EDTA)
(0.3 %). The obtained NPs were studied using such methods as X-ray diffractometry (XRD), scanning electron microscopy (SEM), and
measurements of the specific surface area by low-temperature nitrogen adsorption. According to XRD shows that all the obtained
samples of NPs Fe, Co and Ni contain pure metallic phases. The results of electron microscopic analysis and measurement of the
specific surface area of powder samples show that the addition of various surfactants to the initial synthesis medium of hydroxide
compounds has a significant effect on the size and morphology of the obtained NPs. It was found that the addition of 0.1 % SDS
leads to a decrease in the average size of the obtained particles, and the presence of 0.3 % EDTA contributes to the formation of
larger metal particles. It was shown that the use of 0.3 % EDTA in deposition of initial hydroxide precursors makes it possible to
obtain metal NPs with the narrowest crystallite size distributions.

Keywords: nanopowder, nanoparticle, iron, cobalt, nickel, surfactant, sodium dodecyl sulfate, ethylenediaminetetraacetic acid
disodium salt, coherent scattering region, specific surface area.
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BeepeHnune

OnHUM U3 HamboJiee TMEePCICKTUBHBIX U ITPOPBIB-
HBIX HAIIpaBJICHUM pa3BUTUS HAayKW SBJISIOTCS WC-
cliefoBaHUE W MCIIOJb30BaHME HAHOTEXHOJIOTUN U
HaHoMmarepuaJioB [1—6]. B HacTos1ee BpeMst MeTal-
Jmnuyeckue HaHonopoiku (HIT), B yactHoctu HIT Fe,
Co u Ni, 1ocTaTOYHO IMPOKO MPUMEHSIOTCS B pa3-
JIMYHBIX OO0JACTIX TEXHUKU W IIPOMBIIIJICHHOCTH.
Hanpuwmep, HIT Fe, Co u Ni ucnonb3ytorcs ajist co-
3MaHUST MarHUTHBIX MaTepUaJioB ¢ OCOOBIMM MarHuT-
HBIMHU CBOMCTBaMU, SJICKTPOIIPOBOISIIINX OKPBITHIHA,
MPUMEHSIIOTCS B 9JIEKTPOHUKE, MEIUIIMHE, ITPOU3BO/I-
cTBe Katanu3atopoB U T.4. [7—10]. [Tonyuenne HIT Fe,
Co u Ni mpoBogUTCSA pa3TUIHBIMU MEXaHUIeCKUMU
1 U3NKO-XUMHUISCKUMHA MeTOomaMU, OOJBIIMHCTBO
U3 KOTOPBIX XapaKTepU3YIOTCSI BHICOKMMU SHEProsa-
TpaTaMH, TIOHMKECHHOU ITPOM3BOAUTEILHOCThIO. XH-
MUKO-MeTaJUTyprH4eCKUii METO, 3aKJII0Yalomuiics B
XUMHYECKOM OCaXXICHWN KUCIOPOACOIEPKAIINX CO-
eOVHEHUI METaJUIOB C TTOCICIYIOIIUMHU TEPMUICCKUM
pa3ioKeHUEeM U BOCCTAHOBJIEHUEM, 0OJIafaeT psSaoM
MPEeNMYILIEeCTB — TaKWX, KaK HU3KHUE 3aTpaThbl, 3KO-
JIOTUYeCKasl YUCTOTa, BO3MOKXHOCTh KOHTPOJIMPOBATH
CBOIMCTBA MPOAYKTOB B Xole UX moaydyeHus [11—13].
Kpome Toro, merom mo3BosSeT YTHUIAM3UPOBATh OT-
XOIBI, B TOM YHCJIE U TEXHOTEHHBIC, IJIST TIOATOTOBKH
UCXOAHOTO chipbs [14]. CyliecTBYIOT pa3Hble CIIOCOObI
IUISI peTyJIMPOBaHUS CBOMCTB (B OCHOBHOM MOP®OJIO-
TMU U AUCIIEPCHOCTU 4YacTull) cuHTe3upyembix HII
METaJJIOB, HallpuMep, IIyTeM Iombopa pa3IMYHBIX
BPEMEHHO-TEMIIEPaTyPHBIX PEKUMOB MPOLIECCOB UX
CMHTEe3a, KOHTPOJS KOHIICHTPAIIMM MCXOMHBIX pac-
TBOPOB, KMCJIOTHOCTH M TEeMITEpaTyphl Cpeabl B CTa-
auu ocaxaeHusa u ap. [11, 15—20]. OgHako MUCIOJb-
30BaHNE STHX IPHEMOB HE BCErma macT TpeOyeMBIid
pesynbtaT. B mocnenHee BpeMsi mpumeHeHue ITAB
aBlisieTcsl 3OOEKTUBHBIM CPEICTBOM ISl PETYJINPO-
BaHUS TUCTICPCHOCTH co3maBaeMbrx HII.

Llenb naHHOM pabOThl — UCCIEIOBAHUE BIUSIHU S
ITAB Ha nucnepcHocTh HaHomopolnkoB Fe, Co u
Ni, MOTy4YeHHBIX XUMUKO-METAJIYPTHISCKUM Me-
TOIOM, a TaKXe BHIOOpP ONTUMAaJIbHEIX MapaMeTpOB
TEXHOJIOTM U UX TOJIYYEHU S IJIS1 JaJIbHEU X ucce-
MIOBaHUM.

Martepuanbl U METOAUKU UCCNEA0BaAHUMN

IIpexypcoper — ruapokcunsl FeOOH, Co(OH), n
Ni(OH), — 6p111 nostyyeHs! ocaxaeHueM u3 10 %-Hbix
BOIHBIX pacTBOpoB cooTBeTcTBeHHO Fe(NO3);3-9H,0

(TY 6-09-02-553-96), Co(NO3),6H,0 (YA, 'OCT
4528-78) u Ni(NO3),6H,O (YAA, TOCT 4055-78)
¢ ucnoab3oBanueM 10 %-Horo pacTtBopa LIeJOYU
NaOH B kauecTBe ocaauTesisi. Ha ocHoBe aHanuza
nuTepaTyphl B KayecTBe ITAB Oblin BeIOpaHBI J07€E-
unicynsdar Harpust C,H,5SO4Na (ACH, 0,1 %) n
IUHATpHEBasT COJIb STUICHIMAMUHTETPAyKCYCHOM
kucaotel Cj;oH4OgN,Na, (BATA, 0,3 %) [21]. Ans
CpaBHCHUS OBLIM TOJYYeHBI 3 00pasla THIPOKCH-
OB XeJje3a, KobajbTa U HHUKeNs 0e3 UCIOoJb30Ba-
Hus [TAB.

IIporecc ocaxmeHUS IIPOBeACH IMPU KOMHATHOM
TeMIIepaType M HeIpepbIBHOM IlepeMellInBaHUMU,
pH = 11 nns nmonyuenus HIT xene3a u pH = 9 nnst HIT
KobambTa M HuKeds [22]. IloaydeHme TMAPOKCUIOB
METaJIJIOB MTPOXOIUT IO CJIEAYIONIAM PeaKIUsIM:

Fe(NO;);-9H,0 + 3NaOH =
= FeOOH! + 3NaNO; + 10H,0,

Co(NOj3),6H,0 + 2NaOH =
= Co(OH),| + 2NaNO; + 6H,0,

Ni(NO,),"6H,0 + 2NaOH =
= Ni(OH),| + 2NaNO; + 6H,0.

Kontpons pH ocymectBasiiaca pH-meTpoMm Mapku
«Qkenept 001» (OO0 «DkoHUKc-DKenepT», . Mock-
Ba), MOTPEIIHOCThL U3MepeHuii coctasisiia £0,03.

C moMoniblo IEeHTPUDYTU TOJYyYeHHBIE OCaIKM
TUAPOKCUIOB MPOMBIBAJU 0 MOJHONA OTMBIBKH HO-
HOB pacTBOPEHHOI COJIM, KOTOPYIO KOHTPOJHPOBATIH
no pH pacTBopa Hax ocankom. 3aTeM OCaloK CyIIUIN
npu Temneparype 80 °C B reueHue 48 4. [Tocse atoro
BeIcylIeHHbIe Tuapokcuabl Fe, Co n Ni nu3amenbpyaiv B
crnenuanabHoi MenbHUIE. [TonyyeHHbIe TOPOIIKY ObI-
JIM BOCCTAaHOBJIEHBI B TOKE BOJOPOIa B TpyOUaToil me-
gy SNOL 0,2/1250 (AB «<UMEGA», JIutBa) 1ipn TeM-
nepatypax 400, 285 u 280 °C nna FeOOH, Co(OH),
u Ni(OH), cootBercTBeHHO [21, 22] B TeueHue 3 4 no
peakIusIM

2FeOOH + 3H, = 2Fe + 4H,0,
Ni(OH), + H, = Ni + 2H,0.

Bennunny yzaenabHO# moBepxHOCTH (Sy;) MPOAYK-
TOB MpolecCa BOCCTAHOBJIECHUS U3MEPSJIM METOAOM
BOT no Hu3KoTeMIlepaTypHOil aacopOLMM a30Ta
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Ha aHajquzatope NOVA 1200e (Quantachrome In-
struments, CIIIA). CpenHue pa3mepsl YacTUIl Me-
TaJIJIOB BEIYUCIISLIN 110 TAHHBIM U3MEPEHUI BEIUIM-
HBIL Sy 0

D, = 6/(pSyy),

rjae p — MMKHOMETpUYECcKasi MIOTHOCTD, KI/M>; Sy
yaenabHas MOBEPXHOCTD, M2/KF; D, — cpenHwuii pas-
Mep YacTHII, M.

Da30BEIl cOCTaB MOPOIIKOBEIX 00Opas3lOB OIpe-
genstii MetonoM PMA Ha peHTreHOBCKOM Iudpak-
tomeTpe «duppeii-401» (3AO «HayuHBle TpHUOOpPEI»,
r. Cankr-IleTepOypr) mpu KOMHaTHOU TeMIlepaType
Ha CrK -usnyyenuu. PacueT pasmepoB obGinacreit
korepeHTHOTO paccesaust (OKP) ocymecTBis-
JIV TI0 YIIUPEHU0 NTU(GPaKIIMOHHBIX TUKOB METO-
JaMu anmnpokcumauuu u Dypbe-aHanusza C BbI-
6opoM JsorapupMHUUIECKN-HOPMAJIbHOTO 3aKOHa
pacnpeaeneHus (Metrogom CenuBaHoBa—CMBICIO-
Ba) [23].

Pasmep m Mopdosornio moay4eHHBIX 00pas3IloB
HCCIIEIOBAJIM METOMIOM 3JIEKTPOHHONW MUKPOCKOTIUU
Ha CKaHUPYIOIIEM 3JIEKTPOHHOM MUKpockorie (COM)
«Tescan Vega 3» (TESCAN, Yexwus).

I/IHTSHCI/IBHOCTL, HMII.

Pe3ynbTaTthl CCNepoBaHui
n ux obcyxaeHue

Pesynbrarel POA nosyyeHHBIX 00pa3110B HAHOIIO-
pouikoB Fe, Co u Ni nmoka3aHbl Ha puc. 1. OHU cBU-
IEeTeIbCTBYIOT, YTO BCE OOpa3Ibl comepXaT YUCTYIO
MeTanueckyo ¢asy. [lo manabiM PDA Obln mo-
CTPOCHBI THMAarpaMMBbl paclpeejeHus] Mo pa3MepaM
OKP xpucrannurto HII meTaiioB, MOJNydeHHBIX B
pPa3JIMYHBIX YCIOBUSX (pUC. 2).

Ha ocHoBe aHa/M3a MOJYYEeHHBIX pacipenaeacHuit
(cM. puc. 2) MOXHO cHejaTh BBEIBOI, YTO HAaNMMEHb-
mumu pazmepamu OKP xapakTepusyroTcs obpasibl,
MMPUTOTOBJIEHHBIE ¢ ucroigb3oBanuem 0,1 % JICH
(29,5 um orst Co 1 40,9 M st Ni). Kpuctammarer HIT
Co u Ni, nmonydeHnsie npu godasaenuu 0,3 % DIATA,
001a1al0T HaumOboOJNbIIMM cpenHuUM pa3mepom OKP
(36,4 um mist Co u 72,6 M g Ni), Ipyu 9TOM OHU
UMEIOT 0oJiee Y3Koe pacpe/eieHue.

B Tabnuie mnpuBeneHBl 3HAYEHUS CpPEAHETOo
pa3Mmepa BoccTtaHoBIeHHBIX yacTull HIT Fe, Co n
Ni, paccuuTaHHOIro IO pe3yjJbTaTaM H3MEPEeHUS
yAEJbHOU IMMOBEPXHOCTHU U MCXOISI U3 JAHHBIX DJIEK-
TPOHHO-MUKPOCKOITMYECKOTO aHaJIn3a, a TaKxXe

I/IHTCHCI/IBHOCTB, HMII.
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Puc. 1. Peayabrarel POA noayyeHHBIX 00pa3LioB
MPY Pa3TIUUHBIX YCIOBUSIX

1—6e3 I1AB; 2 — no6aska 0,1 % JICH; 3 — 0,3 % BTA
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BennunHbl yaenoHoi NOBepXHOCTU, CpeaHero pasmepa yactuy u paamepa OKP HaHonopouwkoB Fe, Co u Ni,

pacCYUTaAHHbIX MO Pa3JIiHbIM MeToAaM

ycn:;;;;;ﬁgmﬂ taocer C Merannbt Sons M2/r Depr 1 (II?I%KIID)’(I;IAI:;
no Sy, no CoOM

bes [TAB 7,3 105 110 -
JACH (0,1 %) 400 Fe 7,7 99 95 —
BATA (0,3 %) 5,8 131 187 -

bes TTAB 6,0 112 92 35,2
JACH (0,1 %) 285 Co 7,5 90 86 29,5
BITA (0,3 %) 4,7 143 122 36,4

Be3 ITAB 7,0 96 79 65,1
JACH (0,1 %) 280 Ni 8,4 80 66 40,9
BITA (0,3 %) 2,3 293 265 72,6

cpeaHero pasmepa OKP, onpeneieHHOro ¢ nomo-
mbio POA.

BrigsneHo, uro aist Bcex oopasuoB HII meTtannos
nobapiaeHue 0,1 % JCH npuBogUT K YMEHBIICHUIO
cpelHero pasMepa IOJYYEHHBIX YacTHUIl, a MPUCYT-
ctBue 0,3 % DJITA ciocobeTByeT 0Opa3oBaHuIo Goliee
KPYTNHBIX YaCTU1 METaJIJIOB.

CpaBHUBas pe3yJbTaThl, BUIHO, UTO Hanbojee 3¢-
(eKTUBHO Ha MmoKasaresnb Sy, HAaHOMOPOLIKOB MeTal-
JioB Bausier JCH — mpu ero BBeieHUU B KOJIMYECTBE
0,1 % Benu4ynHa Sy, OOJBIIE 1O CPAaBHEHUIO € 00pa3-
oM 6e3 ITAB, a, COOTBETCTBEHHO, CpeIHUI pa3Mep
HaHovactull (HY) Huxe.

Jona xpucramnutos, %

8 3

7

=
100

70 80 90

30 40 50 60
Pa3zmep OKP, um

10 20

Puc. 2. PacnipeneneHue KpucTaiiuToB

o pa3zmepaM OKP npu pa3anyHbBIX YCIOBHUIX
1—Co6e3llAB;2—Coc0,1 % ACH;3—Coc0,3% DITA,;
4—Ni6e3 [1AB; 5— Nic0,1 % JACH; 6 — Nic 0,3 % DATA
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WUsBectHO, uTOo pomeumicyibdar Hatpuss HACH
(C,,H,5S04Na) npexncrasiser coboit annonHoe ITAB,
KOTOpOE€ B BOIHOM pacTBOpE JIETKO IMCCOMUUPYET Ha
katuon Na® u anmon C,,H,580,~. B xone o6pa3osa-
Hug HY rugpoxcunos metannos aHuoH Cio,H,5SO4
MOXET aIcopOMpoBaThbcs Ha WX moBepxHOCTHU. [lo-
KPBITHE TTIOBEPXHOCTHU 00Pa3yIOIINXCS TUIPOKCUTHBIX
3apOIbIIIECH NPEMSATCTBYET UX CIUIIAHUIO APYT C IPYy-
TOM ¥ JajbHEUIIEMY IPOIIeCCy arperalinu, 4To IIpH-
BOIWT K ITOBBIIIICHUIO TUCIIEPCHOCTH YaCTUIL TUIPOK-
CUIOB METAJIJIOB U, COOTBETCTBEHHO, YMEHBIICHUIO
CpeIHero pa3Mepa NoydeHHBIX n3 HuXx HY MeTaioB
Fe, Cou Ni [24].

IMokazano, yto npu ucnoiabzoBanuu BJATA B Ko-
nuyectBe 0,3 % Haba0OaeTCs CHUXEHUE BeIMYMHBI
Sy, 00pa3IIOB, T.c. B ITOM CllyYae CpeAHUI pa3mep no-
nydyeHHbIX HY mMeTanioB pacrer.

W3BecTHO, yTO KOoMIUIeKCOH DJITA, B oTnnuue
ot JICH, He umeeT yrjieBOAOpPOIHOM LIEMMOYKU U TTO-
JnsipHoii royioBel. B Monekynax D/ITA ¢ atomamu a3oTa
cBs3aHbl 4 ankuia-KapobokcuapHbix rpynnsl CH,COO™,
¢ rtoMol1blo KOTopbix DI TA MoxxeT 3axBaTbiBaTh KaTU-
OHBI B BOAHBIX pacTBopax coseii metanios (Fe3T, Co?*
u Ni2+) c 00pa3oBaHMEM KOOPAMHAILIMOHHbBIX CBI3€EN U,
nanee, KOMIUieKcoB [25]. [lobaBka B pacTBOpHI cojeit
0,3 % DTA obecrieunBaeT BbICOKYIO KOHIICHTPAIIUIO
koMrutekcoB Fe—DOITA, Co—3TA u Ni—3/ITA. Io-
3TOMY HEM30EXKHBIMU CTAHOBSITCS MPOLIECCHI CTOTKHO-
BEHU S 3apOIBILLIEBbIX YACTULL TUAPOKCUIOB METAJIJIOB B
pacTBOpax M MHTCHCUBHASI KPUCTAJUIM3ALIMUS C TTOCTIe-
IYIOLUIAM POCTOM. BBICTpBIN POCT TMAPOKCUIHBIX 3a-
pOABIIIEH MPUBOIUT K TOJYUYEHU IO MEHbIIIEH TucIepc-
Hocti HY B KoHIIe poLieccoB ocaxaeHus [26].

—_ .
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Pesynprar COM-MukpodoTorpaduit (puc. 3)
TaKKe XOpOIIO COorjiacyeTcsl ¢ NaHHbIMU U3MEpPEHUsI
cpennero pasmepa HY metogom BOT. [MokazaHo, 4To
nobasiaeHue ITAB B McxomHywo cpeiy CHMHTEe3a TUJ-
POKCUJHBIX COEIWHEHUI 3aMETHO BJIUSIET HA JUC-
MepcHOCTh nonydyeHHbIx HIT.

Huns oopasuos Fe (puc. 3, a-x, a-y, a-z), He3aBUCUMO
OT YCJIOBU Y TIOJIYYEHUSI, YACTUIIbI UMEIOT OKPYTIYIO U
chepuueckyio dopmbl. Y yactuil Fe, momydeHHbIX 0e3
ucnoab3oBaHus I[TAB (puc. 3, a-x), cpenHuit pazmep
D, ~ 110 um. lnst wactun Fe, momydeHHBIX ¢ 106aB-
nenueMm 0,1 % JACH (puc. 3, a-y), D, ~ 95 M. Pazmep
YacTUIl TIOPOIIKA, IOJyYeHHOro C TpUMEHEHUEM
0,3 % DTA (puc. 3, a-z), camblii OOJIBIIOK U COCTaB-
asteT D, ~ 187 HM.

Hnst o6pasuoB Co yacTULIBI BO Beex cliydasx gop-
MUDPYIOTCS B BUae yelyeK. CpemHUil pa3Mep YacTHII
cocTaBiseT ~92, 86 1 122 HM COOTBETCTBEHHO 0€3 1C-
nosab3oBanus [TAB (puc. 3, b-x), ¢ 0,1 % ACH (puc. 3,
b-y)ync0,3 % DATA (puc. 3, b-z).

st oopasmos Ni B cirygasx 6e3 [TAB (puc. 3, c-x)
¢ 0,1 % JCH (puc. 3, c-y) 4yacTHUIIBI HAXOASTCS B CUIThb-
HO CIIeYEHHOM COCTOSIHMU, KaxK1asl U3 HUX COeIMHEHA
C HECKOJIBKUMM COCETHUMM YaCTUIIAMHU TIepelIeiika-
MM, UX CPEIHUI pasMep cocTaBisieT ~79 u 66 HM co-
OTBETCTBEHHO. B ciyuyae nobaBiieHMs NpU CUHTE3E
0,3 % DATA (puc. 3, ¢-7) yBeIMYUBAECTCS CPEIHUI
pasmep vacrtuir: D, ~ 265 HM.

YcTanoBieHo, 4TO 115 Bcex HaHoropolunkoB Fe, Co
u Ni, nonyueHHbIx npu gobasnennu 0,1 % ICH, cpen-

Puc. 3. COM-muxkpodororpaduu HaHonopouikoB Fe (a), Co (b) u Ni (¢), moay4eHHBIX TPU pa3IUIHBIX YCIOBUSIX

x —0e3[1AB; y—c0,1 % ACH; z-0,3 % DATA
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HUI pa3Mep UX YaCTUI] YMEHbIIIAeTCs, a TPY UCIIOIb30-
Banuu 0,3 % DJITA HabaonaeTcss 00paTHOE BIUSIHUE —
POCT CpeaHEero pasMepa 4acTHIL [0 CPAaBHEHUIO C 00-
pasuamMu 6e3 I[TAB. DTy pesynbrarsl coriacyroTcs ¢
JIAaHHBIMU T10 U3MEPEHUIO S ; TTOMYYEHHBIX 00Pa3LoB.

3aknoyeHume

Ilokazano, uto mobGasineHue pasznuuHbix [IAB B

HWCXOIHYIO peaKLMOHHYIO Cpeny MpU OCaXKIEHUU TUMI-
POKCUAHBIX MPEKYPCOPOB MO3BOJISIET PEryJIUpPOBaATh
JUCHepCHOCTh YacTull HaHomopoikoB Fe, Co 1 Ni,
MOJNYYEHHBIX XUMUKO-METAJIYPrudeCKUM METOIOM.

Ycranosneno, uro BBegeHue 0,1 % ACH B ucxon-

HbIE PACTBOPHI OCAXAEHMS IPUBOAUT K YMEHbIIIEHUIO
cpeaHero pa3mepa yactull HIT Fe, Co u Ni, a no6aBku
0,3 % DATA — K 3HAUUTEJIBHOMY €r0 yBEJIUYCHUIO.

Hcnons3oBanue 0,3 % DATA npu ocaxk ieHUU TH-

JIPOKCHUIOB METAJLJIOB ITO3BOJISIET TIOJIYYUTh METaJLIU-
yeckue HIT ¢ Hamnbollee y3kuM pacrnipeneneHueM Kpu-
CTaJIJIATOB I10 pa3Mepam.
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MpoBeneHbl 3KCNEepUMEHTbI MO BbICOKO3HEPreTnyeckor 06paboTke NOBEPXHOCTU NOANOXKM U3 KOHCTPYKUMOHHOW cTann CT.3
MOTOKOM YacTuL, MOPOLUKOB BofibdpamMa, HUKENs U HUTpMaa TuTaHa. BeinonHeHa oueHka AaBfieHUst CoyaapeHms YacTul, paso-
rHaHHbIX 3HEpPr1ei B3pbiBa, Ha CTaslbHYI0O MULLEHb C MCMOJIb30BaHWEM YPABHEHUS COXPaHEHMS UMMYbCca U JIMHEeHOro ypaBHEHUS
yOapHoi aanabaTbl MaTepuana 4acTtul,. YCTaHOBNEHO, YTO AaBfieHNe CoyaapeHuns 4yacTuL, Ha MuweHb coctaenseT, [Ma: 62 (ana
yacTuubl Bonbdpama), 48 (Hukenb), 41 (HuTpug TutaHa). OCywecTBNEH pacyeT TeEMNepaTypbl HArpeBa YacTuLLbl NPY COyaapeHnmn ¢
MOBEPXHOCTbIO CTaSIbHON MULLIEHU C YYETOM YCJIOBUIA COXPAHEHUS MACChbl M UMMNY/bCa Ha PPOHTE yOapHOW BOMHbL. MakcumanbHas
Temneparypa Harpesa 4acTul, B MECTE UX COyAapeHmns C MNOBEPXHOCTbIO NOANOXKM (Mpu ckopocTu YacTuy, 2000 m/c) cocTaBnser,
K: 1103 (mns yacTtuy Bonbdpama), 755 (Hukens), 589 (HMTpua TuTaHa). NokasaHo, YTO NPU BbLICOKOSHEPreTnieckor obpaboTke
CTas/IbHOW MULLEHM NMOTOKOM HYacTuL, ee TBEPLAOCTb MOBbIWAETCA. MakCMManbHOe YyNPOYHEHME MOBEPXHOCTHOMO CNOS CTalbHOM
MULLEHUN MO CPABHEHMIO C UCXOLHOW MUKPOTBEPAOCTLIO yBenuinBaeTcs Ha 32-55 % n HabnwopaeTcs Ha rnybuHe 2—4 MM OT no-
BEPXHOCTU 06paboTkn. 3aTEM OHO CHMXAETCH A0 BENUYUHBI MUKPOTBEPAOCTU NcxoaHoro matepuana (170 HV) Ha paccTosHun
15-20 MM OT 06pabaTbiBaEMO MOBEPXHOCTH.
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Petrov E.V., Saikov I.V., Saikova G.R., Trofimov V.S.
Properties of the surface layer after high-energy treatment by powder particles

Experiments were conducted on high-energy surface treatment of a structural steel substrate with a flow of tungsten, nickel,
and titanium nitride powder particles. The impact pressure of the steel target and particles accelerated by explosion energy was
estimated using the momentum conservation equation and the linear equation of the particle material shock adiabat. It was found
that the impact pressure of the target and particles is 62 GPa for a tungsten particle, 48 GPa for a nickel particle, and 41 GPa for
a titanium nitride particle. The heating temperature of particles during their collision with the steel target surface was calculated
taking into account the conditions of mass and momentum conservation at the shock wave front. The maximum heating temperature
of particles at the point of their collision with the substrate surface (at a particle velocity of 2000 m/s) is 1103 K for tungsten particles,
755 K for nickel particles, and 589 K for titanium nitride particles. It was shown that the steel target strength increases when it is
subjected to high-energy treatment with a flow of particles. The maximum hardening of the steel target surface layer increases by
32-55 % compared to initial microhardness and is observed at a depth of 2-4 mm from the treatment surface. Then it decreases to
the value of starting material microhardness (170 HV) at a distance of 15-20 mm from the treated surface.
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BeeneHue

Pesynprarsl ncciemoBaHUi BO3IEICTBUST BEICOKO-
CKOPOCTHOI'O MOTOKAa YaCTUIl Ha MaTepuabl MOXHO
pa3neNuTh Ha ABE IPYNIMbL: MyOIUKAIIMK, B KOTOPBIX
BBIIBHUTAIOTCS (DM3NUCCKUE MOICIHN MPOHUKHOBEHUS
YyacTull B T1y0ob MaTepuana (3ddekT YiepeHko, Ui
SIBJICHUE CBEpPXINyOOKOro mpoHMKaHMs dacTtul [1])
[2—9], m paboTHI, MOCBIIMIEHHBIC CTPYKTYPHBIM W3-
MeHeHusM B mulneHsx [10—18]. B ocHoBHOM uccie-
JIOBaTEIN OOBSICHSIOT SIBJICHUE CBEPXTJIYOOKOrO Mpo-
HUKAaHWS 9aCTUI] TEM, 9YTO B IICPUOJ €TO IMPOTCKAHUS
MaTeprajg MUIIEHU B 00JacTU NMPOHUKAHUS Cyllle-
CTBEHHO pa3yIpOYHEH, o0ecleuynBasi CPaBHUTEIbHO
IJINTEIbHOC WMITYJIbCHOE BO3ICUCTBHEC Ha MUIICHBb
notoka yactull [2—4], U mpenmojaralpT, 4TO Ipe-
e TeKy4eCTH MaTepuaja MEJIKMX YaCcTUL] HAaMHOT'O
BBIIIIE, YeM MaTepHalia CIJIOITHOM Cpeabl, B KOTOPOU
oHU ABMXKYTcS. B paboTe [5] aBTOPHI 47151 OOBSICHEHU ST
CBEPXTJIyOOKOr0 NMPOHUKAHMS YaCTUILl HCIIOJb3YIOT
KOHIICTIIMIO CHJIBHO BO30Y:KICHHBIX COCTOSHUI B
CUJIbHOHEPABHOBECHBIX CHUCTEMaX, pa3padOTaHHYIO
B.E. [TanuubiM 1 gp. [6, 7], KOrga KOJMYECTBO A0-
MMYCTUMBIX CTPYKTYPHBIX COCTOSSHMU B KpHCTaJIax
3HAYUTEJBHO MPEBBIIIAET YUCJIO aTOMOB, T.€. B KpU-
cTajjlax BO3HUKAIOT HOBbIE cTereHu cBoOombl. Ilo-
3TOMY B CHJIBHO BO30YXICHHOM COCTOSHUU MaTepy-
ajJ MULIEHU aBTOpaMu [5] paccMaTpuBaeTcsl Kak CU-
cTemMa ciabo B3aMMOIEHCTBYIOIIMX YyacTull. Jpyrue
HCCIEO0BAaTEIN MPEACTABISIOT IBUKCHHNE YaCTHUII
B BUJe HEYNMPYroro coyaapeHusi MOJEKyJ MpOoayK-
TOB IEeTOHALIMM C YaCTUIIAMM IOPOIIKa B BO3AYXE
[8]. ABTOpHEI paboTHI [9] cBA3BIBAIOT 3(P(PEKT CBEpX-
r1y0OKOTO MPOHUKAHUS YaCTUILl C Pa3BUTUEM TU-
POIMHAMUYECKUX HEYCTOMUYMBOCTEN B JIOKAJbHBIX
00J1aCTSIX MOBEPpXHOCTH MUIIeHW. OHU IIpeaIaraioT
MOJIeJIb, COTJIaCHO KOTOPOU MaTepuas yacTull mepe-
HocuTcs ppoHTaMU (DOHOBBIX YIaPHBIX BOJH MHTEH-
cuBHOCTBIO TTopsiaka 1—3 I'Tla, opMupyeMBIMH ITpU
KOJUUIEKTUBHOM BO3AEWCTBUU MTOTOKA MUKPOYACTHUII.
DTOT Ipolecc NepeHoca Marepuaga MUKPOYACTUIL
CTAaHOBUTCSI BO3MOXHBIM OJaromapst ahdekraM Mu-

KPOKYMYJISIIIUY TIPUIIOBEPXHOCTHHIX YAJMHECHHBIX
MUKPOIIOP M KPaTepOB, CO3MAHHBIX JIMIUPYIOLIUMU
BBICOKOCKOPOCTHBIMU MHKPOYACTUIIAMHU U CTAIlMO-
HapHBIMA MUKPOBUXPSIMU, KOTOPHBIE IBUXKYTCSI BME-
CT€ C yIapHO-BOJTHOBBIMU (DPOHTAMMU.

[Ipu u3ydyeHUM CTPYKTYPHBIX U3MEHEHUI B Ma-
Tepuajge MUIIEHU HCCIEAOBaTeIN pPaccMaTpUBAIOT
OCOOEHHOCTU pPa3JUYHBIX yIapHO-BOJHOBBIX CXEM
IUHAMMUUYECKOM 00pabOTKM MeTajlIoB U CILJIaBOB
BBICOKOCKOPOCTHBIM IMOTOKOM IMCKPETHBIX YaCTHII
[10], onuchiBaOT 3 (PeKThl, BOSHUKAIOLIWE ITPU IBU-
XKeHUHU chepruiecKux MUKpodacTHUI B MaTepuanie [11,
12]. U3yyaeTtcs BAusSHUE BO3AEHCTBUS MUKPOUYACTHUILL
1 BO3HUKAIOIIMX MOPOIIKOBBIX CTPYl Ha paspylie-
Hue TBepabix Tena [13]. TlomyyeHHBIE pe3yabTaThbl
MOTYT OBITh MOJIC3HBI IS MOIEIUPOBAHUS BO3IECH-
CTBUSI METEOPUTOB, KOCMUYECKMX YAaCTUI] U TEXHO-
JIOTMYECKHUX OTXOIOB Ha KOCMHYECKHE JIeTaTeIbHbIE
anmnapaThl 1 UX KOMITOHEHTHL. [IpoBoasITCS 3KCIIepH-
MEHTaJIbHble UCCIeA0BaHUSA (U3UKO-XUMUYECKUX
MIpeBpalleHU B pa3InYHBIX MUIICHIX [14, 15], BBI-
3BaHHBIX MHTEHCUBHON Ie(pOpMallMOHHON MOIBHX-
HOCThIO €€ CTPYKTYPHBIX 3JIEMEHTOB B YAapHOI BOJI-
He IIpU IMWHAMUYECKOM JieTupoBaHuu. Mcciemyercs
3¢ dheKT CBepXIIy0OKOTro MPOHUKAHUS dacTull [16]
KaK HOBBIII MeTOH IOJIYYeHHUSI HaHOCTPYKTYpPHUPO-
BaHHBIX KOMIIO3UTOB Ha OCHOBE Pa3JIMIHBIX MaTPHII.
M3yyaoTcs cTaau Ha OCHOBE KOMITO3UTHOI'O MaTe-
puaa, co3raBaeMble 00pabOTKON MOTOKOM YacCTUI]
nopoikos [17, 18].

M3 aHanu3a cCOCTOSIHUS MCCAeA0BAaHUI B JaHHOM
001aCTH BUAHO, YTO JO HACTOSIIErOo BpeMEHU He aa-
HO TOJHOTO O0BSICHEeHUS 3(PPeKTy CBEpXIIyOOKOTO
IIpOHWKAaHU yacTull. HecMoTps Ha 3TO McclienoBare-
JIM MPOOYIOT HAWTU MpaKTUYeCKOe MPUMEHEHUE TaH-
HOMY 3(deKTy, onupasicb B OCHOBHOM Ha pe3yjbTa-
TBI MeTaJIJIOrpa)UIecKOTo aHaJIN3a U MEXaHUIeCKHe
CBOICTBA MIPUITOBEPXHOCTHOTI'O CJIOSI.

Llenpio paboTHI SIBJISIETCSI UCCIEOBAaHUE XapaKTe-
PUCTHUK YACTHUII TIPU COyAapeHUU (TaBJICHUS U TeMIIe-
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paTypbl) U CBOMCTB MOBEPXHOCTHOI'O CJIOSI CTaJlbHOM
MMUIIEHU TI0CJIe BBICOKOSHEPreTU4YeCcKoi o0paboTKu
YacTU1llaMU MOPOIIKOB BOJb(ppama, HUKESI U HUTPU-
Jla TUTaHa.

MeToauka uccnenoBaHus

M3ydyeHue CTPYKTYpPhl M CBOMCTB MPUIIOBEPXHOCT-
HOTO CJIOSI CTaJIbHOM MUIIEHU U3 KOHCTPYKLIMOHHOMI
cranu Crt.3, IOABEPrHyTOl 00pabOTKe MOTOKOM pa-
30IHaHHBIX 3apsA0M B3pbIBYATOIO BEIIECTBA YaCTUIL
BBICOKOI 3HEpru¥ MUKPOHHOIO pa3Mepa, MPOBOIU-
JIOCh C UCITOJIb30BaHWEM MOPOIIKOB BoJibppaMa (pas-
Mep yactull d = 10+16 MkMm), Hukens1 (d = 6+16 MKM)
U HUTpKaa TutaHa (d = 45+60 mxm). Pasmep wacTuir
TMOPOIIKOB OIpeAeisiicd Ha JIa3epHOM aHaJIHn3aTo-
pe vactui «Micro Sizer 201» (OO0 «BA WHcTtanT»,
r. Cankr-IleTepOypr).

CxeMa ITpOBeIeHUST SKCIIEpMMEHTa IpeacTaBlIeHa
Ha puc. 1. UccneayeMblii TUTUHAPUYECKUI oOpa3el 5
n3 ctann Ct. 3 guamerpoM 20 MM 1 BBICOTOM 30 MM
TOMeIIaJICS B HAIIpaBISIONMINI KaHal 4, CBepXy KOTO-
pOro pacriojiarajioch KOJblo 2 C MOPOIIKOM 3 HACKITI-
HOI MJIOTHOCTH M Maccoii 3 1. Ha Kob1io ycTaHaBIu-
BaJIcd 3apsiJ B3PhIBYATOIO BeleCcTBa / C IETOHATOPOM.
B kauecTBe B3pHIBYUATOrO BEILECTBA MCIIOJb30BAJICS
FeKCOTeH HACBIITHOM IIJIOTHOCTHU. 3apsij B3pbIBYATO-
ro BelleCcTBa MMeJ HUIWHIPUIECKYIO (OpMY TraMe-
TpoM 40 MM U1 BbicoTO# 100 MM, YTO OTBEYAET YCIOBUIO
peanu3alMy CTALIMOHAPHON AETOHALIMOHHOM BOJIHBI.

Puc. 1. CxeMa aKcniepuMeHTaJIbHOW YCTAaHOBKH

1 — 3apsi1 B3pBIBUATOTO BelecTBa; 2 — (GUKCHUPYIOIIEe KOJIbIIO;
3 — yacTuIIbl IOPOILIKa; 4 — HAIPABJISIOIIMII KaHa; 5 — obpasell

Kak u3BecTHO, Ip¥ OTHOIIIEHUU BBICOTHI K TUAMETPY
3apganaa > 2,0+2,5 mapamMeTpsl J1eTOHALIMOHHOM BOJTHBI
¥ BpeMs peakIIUU B e¢ (DPOHTE HE 3aBUCSAT OT AJIMHBI
3apsaa [19].

Mex 1y MOpoOIIKOM M 3apsiioM B3pPbIBUATOTO Be-
1ecTBa UMeJcd BO3MYIIHBIN 3a30p. Takas kKoHbU-
rypauus 3KCIepUMEHTaJbHOU YCTaHOBKU obecrie-
YMBaeT MMITYJILC YIapHOM BOJHBI IIPSIMOYTOJIBHOIO
npoduis [10].

IIpu meToHalMK ynapHasi BoJHa U MPOAYKTHI B3PhI-
Ba Pa3rOHSIM IMOPOIIOK U BMECTE C HUM BO3JIEHCTBO-
BaJIM Ha UcclenyeMblii oOpasell. Macca U TUN B3pbIB-
4yaToro BelIecTBa, cxeMa 00pabOTKM BO BCEX IKCIEPH-
MEHTaX ObLIM OMMHAKOBBIC.

ITocne ob6paboTku oOpaslbl pa3pe3ajud MO OCHU
BJIOJIb HAITPaBJIEHU ST HATPYKEHU ST IOTOKOM YaCTHUII.
HccraenoBanne MUKPOCTPYKTYPHI IPOBOAUIIM C ITO-
MOIIIBIO CKAHUPYIOIIETO 3JIEKTPOHHOTO MUKPOCKO-
na cBepxBbicokoro paspemieHus «Ultra plus» (Carl
Zeiss, 'epMaHus) u Metanaorpadgu4eckoro MHBEp-
TUPOBAHHOTO MUKpockomna <«Axiovert 200 MAT»
(Carl Zeiss, I'epmanus). TBepaocTh nmo Bukkepcy
MPUITIOBEPXHOCTHOM 30HBI 00Pa3110B B UCXOIHOM CO-
CTOSTHUM W TIOCJIie 00pabOTKM BHICOKOCKOPOCTHBIM
MOTOKOM YacTHull uaMepsau Ha TBepaomepe I[TMT-3
(AO «JIOMO», r. Cankr-IleTepOypr) mom Harpys-
koit 100 T.

PesynbTatbl n ux 06CcyXxaeHue

IIpu coymapeHUM BBEICOKOCKOPOCTHOTO ITOTOKA Ya-
CTUII ¢ 00pa3LoM HanuOoJIbllas YacTh YaCTULL OCTAETCs
B IIPUITIOBEPXHOCTHOM 30HE, GOPMUPYS OKPHITHE.

O1eHKa OaBJICHUS B3aMMOACHCTBHS BBEICOKOCKO-
POCTHBIX YaCTHI[ CO CTaJbHON MUILEHBIO BBIMOJHE-
Ha C UCIIOJIb30BAHUEM YypaBHEHMsI COXPAHEHUS HM-
myJibca:

P= p()VLI

U JIMHEWHOTO ypaBHEHWs yAapHOUl aauadaTsl Mare-
puaja yacTHLI:

V=a+ bu,

rie py — HayvajbHasl MJIOTHOCTh 4yacTul; V — cko-
POCTh yIapHOI BOJHBI, 4 — MacCOBasi CKOPOCTb Ya-
CTUIIBI TIOPOIITKa BO ()pOHTE YIAPHOI BOJNHBL, a U b —
Ko3(ppULIMEHTHI yaapHOU aguabdaTel MaTepuaaa (Aas
Boibdpama a = 4010 m/c, b = 1,24; oo HUKeNIS a =
= 4646 m/c, b = 1,445; nnga HUTpUAA TUTAHA d =
6280 m/c, b = 1,154 [20]).

B pesyaprare MOACTAHOBKM ypaBHEHMs yoapHOI
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anuabaThl B YpaBHCHHUEC COXPpaHCHUA UMITYJbCa ITOJIY-
qyacM

P=py(a+ buu.

VYpaBHEHU ST COXpaHEHUST UMITYJIbca s CTaJbHOU
IIperpaabl ¥ YaCTHUIIBI IIOPOIITKA MMEIOT BU

Pp. = Prela + bww,

Prop = Propla + b(u — w)l(u — w),

e w — MaccoBasi CKOPOCTb YacTHUIIbl MOPOLIKA B
CTaJIbHOU TIperpaje.

[IpyHUMaeM MaccoBYIO0 CKOPOCTb YaCTHUIIBI I10-
polka Bo (ppoHTe ymapHoit BosHb paBHoi 2000 Mm/c,
TaK KakK SKCMEPUMEHTAJTbHO M3MEpPEeHHas CKOPOCTh
MeTaHMs 4vacTull coctaBisier 1800—2200 m/c [21].
Torna pacueTHble 3HAYEHUS NABJICHUsI COYIapEeHUs
YaCTUI[ CO CTAJIbHOW TpPeTpamoll TMOTydaroTcs: IJIst
Bob(pama — 62 I'Tla, Hukenss — 48 I'Tla, Hutpuaa
tutaHa — 41 I'Ma.

MeTtonuka pacueta TeMIlepaTypbl HarpeBa uya-
CTHLBI TIPU COYAApPEHUU C TOBEPXHOCTHIO MUILIECHU
npuBeneHa B padore [22]. OleHKa 3TOro moka3aress
BBITIOJTHSIETCS C YYETOM YCJIOBUI COXPaHEHU ST MacChl
1 UMMYJibCa MaTepuaa 4acTull Ha (ppoHTEe yoapHOM

BOJIHBI C MCIIOJIb30BAHWEM JIMHEMHOrOo ypaBHEHUSI
yaapHoil anuabaThl MaTepuasia yactull. B pesyibrare
BBIUMCJIECHU MaKCUMaJjbHas TeMmIlepaTypa Harpesa
YacTUIbl MPU COYAApEHUU C MOBEPXHOCTHIO Mperpa-
IbI co ckopocThio 2000 M/c coctasister 1103 K aist ya-
ctull Bonbdpama, 755 K — nHukens, 589 K — nHutpuna
TUTaHa.

TakuM oO6paszoM, pacuyeT TemmepaTypbl Harpesa
YaCcTUI[ pacCMaTPUBAEMBIX TIOPOIIKOB IIPU BHICO-
KOBHEPIreTUYECKOM COYAApEeHUU C TMOBEPXHOCTHBIM
CJIOEM CTaJIbHOW MUIIEHU TOKa3all, YTO OHU HE J0-
CTUTAIOT TEMTIEPATYPHI TIJIABJICHUS U COYIapsIIOTCS C
MOBEPXHOCTHIO B TBEPAOM cocTosiHUU. U B paboTe [22]
YCTaHOBJIEHO, YTO BpeMsl B3aMMOJAEUCTBUSI YaCTUIL C
MPOAYKTaMU NETOHAIIMY TIPU METaHUU MHOTO MEHb-
1e BpeMEHM pacIlIaBJeHUS 3TUX YacTUIl, MOATOMY
YacTUILIBI TMOPOIIKA B Tpoliecce B3aUMOIEUCTBUSI C
MPOAYyKTaMU NE€TOHAIIMU B3PHIBYATOTO BEIECTBA HE
yCIEeBaIOT PaCMJaBUThCS, HO MOTYT OILJIABJISITHCS.

Ha puc. 2 npencraBiaeHbl N300pakeHUsI CTPYKTYP
MIPOAOJBHBIX NITU(OB CTATbHBIX MUIIIEHEH (TToTIeped-
HBII Cpe3) MOCse BHICOKOIHEPreTUYECKO 00paboTKuU
YacTULIAMU BoJib(pama, HUKENSI U HUTPUJa TUTAHA.
CpaBHeHUE TOKPHITUH MMOKA3bIBAET, UTO OHU UMEIOT
HepaBHOMEPHOE paclipenesieHUe TOJIIUHbBI MO IUPU-

Puc. 2. N300pazkeHns CTPYKTYPHI HOKPBITUI Ha 00pa3iiax Iocjie BO3ACUCTBUS YaCTUIIAMHU ITOPOIITKOB

a, 6 — Boiab(paM, 6 — HUKEJIb, 2 — HUTPUI TUTaHA
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HV T
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Puc. 3. MukpoTBepIOCTb Ha pa3IUYHOM IIIyOrHE
CTaJIbHBIX MUILIEHEN MOCJIe BO3AECHUCTBUS YacTUllaMU
TOPOIIKOB

1 — o6paboTka yacTuiiamMu Bosibhpama, 2 — HUKEIS,
3 — HuTpuaa TutaHa; 4 — UCXomHbIi oopasen; CT. 3

He oOpaslia M He SBJSIOTCS CILIOIIHBIMU, COAepXKaT
MUKPOITOPHI (OTMEUEHEI CTPEJIKaAMM).

B mokpbITUU, 00pa30oBaHHOM MOPOIIKOM BOJb-
¢dpaMa (cM. Ha puc. 2, a, 6 OTMEUYEHHBII yyacToK — W),
YeTKO Pa3JIMYaroTCs €T0 OTAEIbHBIC YacTUIIEL. Pa3zmep
YacTHII BOIbpaMa, KOTOpble (hOPMUPYIOT ITOKPEITHE
Ha TOBEPXHOCTH MUIIEHM, MEHBIIIE 110 CPaBHEHUIO C
WX UCXOOHBIM pa3sMepoM. YMEHBIIEHWE pa3Mepa Ja-
CTHULI MOPOLIKOB CBSI3aHO C X OIJIaBJeHUEM MpU B3a-
MMOACHCTBUU C TIPOAYKTaMM B3pbIBa 10 COyIapeHUS
C MOBEPXHOCTHIO MUIleHU. TommuHa ¢iost W-IToKphI-
TUS 10 Bcell mupuHe obpasua (20 MM) U3MEHSIETCS OT
10 mo 65 MKM.

IMokpriTHEe, chOPMUPOBAHHOE M3 ITOTOKA YACTUIL
HUKeJs (CM. 00BeIEHHBIN y4acTOK Ha puc. 2, 8), Tak-
K€ MMeeT HepaBHOMEpPHOE paclipeeieHre TOIIIMHbI
o mupuHe obpasua — ot 8 1o 15 mxm. TonmmHa 1mo-
KPBITUS M3 YaCTULl HUTPUIAa TUTaHA (CM. BBIIECJICHHBI
y4acTOK Ha pUC. 2, 2) Ha MOBEPXHOCTU MUILIEHU BapbU-
pyetcs ot 7 1o 10 MKM.

HccnenoBanue pacrnpeneieHuss MUKPOTBEPIOCTH
Mo r1yOMHe cCTaJlbHBIX MUILIEHEH (puc. 3) mocie BHICO-
KOCKOPOCTHOI'O COYIApeHUs ¢ YaCTUIIAMHU ITOPOIIKOB
MoKas3alJio, YTO MakKCHMaJbHOE IMOBBbIIIEHE MUKPO-
TBEPLOCTU MUILEHU HAOJIIONAETCA B IPUIIOBEPXHOCT-
HOM CJIoe Ha IIyouHe A = 2+4 MM ¢ JaJbHEHIINM ee
CHMXKEHUEM II0 Mepe YyHaJeHWs OT IOBEPXHOCTU B
r1yob obpasia. Ha rmyoune 15—20 MM 3HaYeHU ST MU-
KPOTBEPIAOCTU COCTaBIAIOT Topsgaka 170 HV — kak y
ucxogHoro matrepuajna Cr. 3. Takum obpasom, ¢ yaa-
JICHUEM OT KOHTaKTHON IMOBEpXHOCTU obpasua (h =
= () BAMSHNAE YIAPHOI BOJHBI X YaCTHII ITIOPOIITKOB Ha
CTPYKTYPY CTaJbHOM MUIIIEHN YMEHBIIIACTCS.

MakcuMaabHOE YHPOYHEHUE ITOBEPXHOCTHOIO
CJIOS MUIIICHH ITPOMCXOMUT ITOCIICe BO3ACHCTBIS Ha Hee

YacTULIAMU HUKEJSI — MUKPOTBEPIAOCTh yBEJIMYMBa-
ercs Ha 55 % 110 CpaBHEHUIO C MUKPOTBEPIAOCTHIO MC-
XomHoro obpasua (cMm. Kp. 2 Ha puc. 3). BozaeiicTBue
YacTULIaMM BOJb(hpaMa IMOBBIIIAET MUKPOTBEPIOCTh
MOoBepXHOCTHOro ciosi mumeHn Ha 40 % (kp. I Ha
puc. 3), yacTUIIaMKU HUTpHUIa TUTaHa — Ha 32 % (kp. 3
Ha puc. 3) Mo CPaBHEHMIO C UCXOMHOIH MUKPOTBEPIO-
CThIO OOpa3sia.

3aknioyeHue

I1pu BrICOKO3HEpreTMUecKoit 00paboTKe yacTulia-
MU TTOPOIIKOB ITOBEPXHOCTH CTaJIbHOM MUIIEHU IO-
cTUraeTcs JaBJeHUE COyIapeH s YaCTUIl Ha MUIIIEHb,
paBHoe 62 I'Tla — mrst yacTuisl Bonbdpama, 48 I'Tla —
Hukens, 41 I'lla — HuTpuaa tTutaHa. B pesynbraTe
BBITIOJTHEHHOI'O pacyeTa MaKCUMaJjbHas TeMIieparypa
HarpeBa 4aCTHI[ B MECTE UX COYIapeHUS C IIOBEPXHO-
CThIO MUIIIEHU, TIpU ckopocTu dactuir 2000 m/c, co-
ctrasasgeT 1103 K gnst vactuu Boibgpama, 755 K — gnsa
Hukens, 589 K — nurpuga tutaHa. YacTUIlbl JaHHBIX
MOPOIIKOB HE JOCTHUTAIOT CBOMX TeMIIEpaTyp IJIaB-
JICHUSI M COyIapsiloTCS C MOBEPXHOCTHIO B TBEPIOM
coctostHun. MccnenoBanne M300pakeHUU CTPYKTYP
MOJIYYEHHBIX TTOKPBITUM TTOC/Ie BO3ACHCTBUS ITOTOKA
YacTHUIl TOPOIIKOB ITOKa3bIBAET, YTO MTOKPHITUS UME-
0T HEPaBHOMEPHOE pacHpeAeieHUEe TOJIIUHBI MO0
IIMpUHE 00pa3lia M SBISIOTCI HEe CIUIOIIHBIMU, CO-
Jep>KaT MUKPOIIOPHI. YCTaHOBJIEHO, YTO MUKPOTBEP-
JIIOCTh MUIIIEHH TIOCTIC COYAApEeHMSI C IIOTOKOM YaCTHUIL
BoJbpaMa, HUKeJIsI M HUTPUIA TUTaHa ITOBBITIIAETCS.
MakcuMaabHOE YIIPOUHEHUE TMOBEPXHOCTHOIO CJIOS
CTaJbHON MUIICHU IIPOUCXOOUT Ha IIyOonHe 2—4 MM
OT ITOBEPXHOCTHU 00pabOTKM, ¥ BEIMUNHA MUKPOTBEP-
JIOCTH YBEJIMUYMUBAIOTCA Ha 32—55 % Mo cpaBHEHMIO C
HCXOJIHOM.
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Pa6oTta noceseHa nonyvyeHnio nopowwkos MAX-das Ti,AlC n TizAlC, METOAOM CaMOpPacnpoCTPaHSAIOLLErOCs BbICOKOTEMMNepa-
TypHOro cuHtesa (CBC) no cxeme MarHMMTEPMUYECKOrO BOCCTAHOBEHUS N3 OKCUOHOMO Cbipbs. ICTOYHMKOM TUTaHA CRy>Xuin
ero okcup TiO,, B Ka4eCcTBE BOCCTAHOBUTENS MCMONb30BaNCs MarHnin. O4nMCTKy OT OKCMAa MarH1s NpoBoauan B pa3baBniieHHol
consiHon kucnote npu Temnepartype 70 °C v koHueHTpaumn 1 : 3. Bbixoa, uenesoro npoaykTa npyv MarHMnTepMmM4YeckomM BoccTa-
HOoBNeHuu cocTtasnaeT 35-40 %. BbiIBAIEHO, YTO NPU CTEXMOMETPUYECKOM COOTHOLLEHMM KOMMOHEHTOB NMPOAYKT CUHTE3a Nocne
XMMUWYECKOT O BbILLLENa4MBaHNS B CONSHOM kncnoTte coctouT n3 TiLAIC, MgAl,O4 n TiC. dopmuposaHue wnuHenn MgAl,O4 cBA3aHO
C He,oCTaTKOM BOCCTAHOBUTENSI MarHus B LUMXTE, NMPY 9TOM YacTb ajlloOMUHUS BCTYNaeT B peaku Mo BOCCTAHOBIEHUS TUTaHa N3
ero okcuaa ¢ obpasosaHmem Al,O3z. 10 npuBOAMT K nostydeHunio wnuHenn MgO-Al,O3. YBennyexnne cogepxaHns n3bblTO4HOro
MarHus B wnxte ot 20 no 30 mac.% obycnoBnMBaeT NoJIHOE BOCCTAHOBJIEHME TUTAHA U3 €ro OKCMaa MarHnem ¢ obpa3oBaHeEM
MAX-dasbl Ti;AlC 1 kapbuaa TutaHa. CHuxeHne konndecTsa yrnepoaa B Wwmxte Ha 10 mac.% BneyeT ymeHbLUEHWe Jonu kapbuaa
TuTaHa oo 4 %. MNpn n3beIToyHoM cogepxannn caxu ot 20 0o 35 % obpasyeTca NpoaykT, cogepxatnin MAX-dassbl TisAlC,, Ti,AlC
n TiC, npuyem maccosas gons TizAlC, nosbiwaeTcs ot 86 40 89 % cooTBeTCTBEHHO. [oly4YeHHbIe MOPOLLKM NPeACcTaBAStoT co6oi
arnomepatsbl (87 % 13 HUX MeHbLUe 65 MKM), cocToswwme N3 TOHKUX naacTuH MAX-das TonwmHoi 70-100 HMm.

Knovesbie cnosa: MAX-dasbl TisAIC,, TioAlC, camopacnpocTpaHAWMNINGCs BbicOKOTEMMNEpaTypHbIl cnHTed (CBC), nopotukuy,
MarHMMTepMn4ecKoe BOCCTaHOBIEHME.
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Vershinnikov V.1., Kovalev D.Yu.
Obtaining of Ti,AIC and TizAIC, MAX phases by SHS with reduction stage

The paper focuses on obtaining Ti;AlIC and TizAIC, MAX phase powders by self-propagating high-temperature synthesis (SHS)
from oxide raw materials using magnesium-thermal reduction. The source of titanium was its oxide TiO, with magnesium used as
a reducing agent. Cleaning from magnesium oxide was conducted in hydrochloric acid solution with a concentration of 1:3 att =
=70°C. Theyield of the target productin magnesium thermal reduction is 35-40 %. It was found that the synthesis product consisted
of Ti,AIC, MgAl,O,4 and TiC after chemical leaching in hydrochloric acid at the stoichiometric ratio of components. MgAIl,O, spinel
was formed due to the lack of magnesium reducing agent in the green mixture, while some part of aluminum reacted with titanium
oxide reducing it and forming Al,Os. It led to MgO-Al,O5 formation. An increase in the excess magnesium content in the green
mixture from 20 wt.% to 30 wt.% leads to the complete reduction of titanium from its oxide by magnesium with the formation of
Ti,AIC MAX phase and titanium carbide. A decrease in carbon content by 10 wt.% in the green mixture leads to a decrease in
titanium carbide content to 4 %. With an excess content of soot from 20 % to 35 %, a product containing Ti3AIC,, Ti,AIC and TiC
MAX phases is formed, and the mass fraction of TizAIC, increases from 86 % to 89 %, respectively. The resulting powders are
agglomerates consisting of thin plates of 70—100 nm thick MAX phases. 87 % of such agglomerates are less than 65 um in size.

Keywords: TizAIC,, Ti,AIC MAX-phases, self-propagating high-temperature synthesis (SHS), powders, magnesium-thermal reduction.
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BeeneHue

BaxxHoit 3amadcii MaTepUaIOBEOCHUS SIBJISICTCS
MOJyYEeHUE HOBBIX KOHCTPYKLIMOHHBIX M (DYHKIIU-
OHaJIbHBIX MaTepuasaoB. B Hacrosiiee BpemMs OTMe-
YaeTcss POCT KOJMYECTBA IyOIMKAIIM M TAaTCHTOB,
MOCBSIIEHHBIX CUHTE3Y W MCCIEIOBaHUIO CBOWCTB
MAX-da3, npeacTaBisiioninx co00i TpOWHbIE COeqU-
HEHUS C TeKCaroHaJabHOM MJIOTHOM YITaKOBKOU U (hop-
mynoii M, 1AX,, tne M — nepexonHblii d-mera,
A — snement u3 rpynn IITA—VIA ta6bnuus .M.
MenngeneeBa, X — yIiepoa Win a3oT, n = 1+5 [1—4].
ODTU COEOAUMHEHUS WMEIOT CJOUCTYIO KpUCTalauye-
CKYIO CTPYKTYPY, B KOTOPOIt KapOUIHbBIC MJIN HUTPUI-
Hble 6soku [M,,4,X,,] pa3neneHbl MOHOCIOAMY aTOMOB
aneMeHTOB I11A u I'VA rpynn. CioucTocTh Ha ypoBHE
KPUCTAJLIMYECKON CTPYKTYpPhl MPUBOAUT K HaHOJa-
MUHATHOMY CTPOCHUIO 3¢peH C TOJIIMUHOU CJIOEB IO
JIecsTKOB HaHOMeTpoB. CioucTtas CTpyKTypa anpuop-
HO obecreyrBaeT BHICOKME MeXaHUUYeCKre CBOMCTBA.
W3BecTHO 607iee 70 TPOMHBIX COEAUHEHUI, OTHOCS-
muxesa K ceMeiictsy MAX-da3. beljio mokazaHo, 4To
MmaTtepuajbl Ha ocHoBe MAX-¢a3 00amaloT CBOM-
CTBaMM, KOMOMHUPYIOIIUMH TOCTOMHCTBA METAaJLJIOB
W KepaMMKHW: HU3KOW YAEJIbHOU MacCOM, BBICOKMMMU
MMPOYHOCTHI0O U MOAYJIEM YNPYTOCTU, MajlbiM KO-
(GUIIMEHTOM TEIJIOBOTO PACIIMPEHUSI, XapOoIIpod-
HOCTBIO, CTOMKOCTBIO K oKucaeHuto [5—9]. TTogoOHO
MeTaJlaM OHM 3JIEKTPO- M TeIJIONPOBOIHBI, UMEIOT
BBICOKHE TPEIMUHOCTOMKOCTDh M TEPMOCTOMKOCTb.

B psany MAX-da3, nonyyeHHBIX K HACTOSIIEMY
BpPEMEHU, HAMOOIBIINI MHTEpEC, ¢ TMTO3UIUIA YPOBHS
WX CBOMCTB, IPEACTABISIOT TPOWHBIC COCANHEHUS B
cucreme Ti—Al—C: Ti,AlC u Ti;AIC,. CuHTte3 Takux
COEIMHEHUI MPOBOAUTCS, KaK MpaBUJIO, METOIaMU
ropstaero m3octatmdeckoro npeccosanust (HIP), pe-
akIMOHHoro cnekaHus [10—12], cnekaHus B pa3psiae
naa3mbl (SPS) [13, 14] u camopacnpocTpaHsIIOLIErocs
BeIcOKOTeMMepaTypHoro cuHrtesza (CBC) [15—20] uz
MOPOIIKOB 37eMeHTOB. HecMoTpsi Ha MHOrooo6pasue
CMoco0OB CMHTE3a, BCE OHU MpPEAIoJaralT MmpuMe-
HEHUE 0ECKUCIOPOAHBIX COENUHEHU I B KAYECTBE UC-
XOJHBIX KOMIIOHEHTOB. M3BecTHA paboTa 00 MCHOIAb-
3oBaHuu TiO, nn4a cunresa Ti,AlC u TizAlC,, onHako
B COCTaBe IIPOAYKTa IIPUCYTCTBOBAJIO 3HAYMTEIHLHOE
xosnuectso TiC u Al,O5 [21].

Llenps HacTos1IEH paOOTHI — OINpeneIeH e BO3MOX-
HocTu nonydeHuss MAX-das Ti,AIC u Ti;AlC, meTo-
noM CBC c BOCCTaHOBUTENbHONM CTaAUE U U3yUYeHUE
BIMSIHUSI OTKJIOHEHUU OT CTEXMOMETPUU MCXOTHOU
cMecHu Ha (ha30BBIl COCTaB IIPOAYKTA PeaKIIUH.

Martepuansl U MeToAMKA

B kxauecTBe MCXOMHBIX KOMIIOHEHTOB IIUXTHI UC-
MOJIb30BaJIN CJIEAYIOIIMe MOPOIIKU: MarHuil (comep-
>KaHMe OCHOBHOro BeiecTBa 98,5—99,5 %, pasmep
yactull d < 250 mxm); TiO, TexHuueckuil (Mapka I,
aHatas, TY 1715-347-00545484-94); antomuHuii (co-
JIepxkaHue oCHOBHOro BemiectBa 99,5 %, d < 5 MKM);
caxa mapku [1804-T (S,, = 12 M2/1). 15t BBLICIIC-
Huga MAX-da3 u3 nonynpoaykra (Ti,AlCMgO u
Ti;AlC,'MgO) npumeHsan pa30aBJeHHYIO CONSHYIO
kuciorty (1 : 3).

CMemuBaHWe peakIMOHHBIX CMecell IpOBOIU-
JU B 1IAapOBOM Bpallarlleiicss MeabHUlIE 00bEMOM
2 1 B Te€UeHUE 2 9 IIPU COOTHOIICHNHN MAaCC IIUXTHI 1
cTaJbHbIX wapoB 1:3. PasMmon mojynpoaykra ocy-
LIECTBJISIIN B 3TUX Xe OapabaHax B TeueHUE 3 4 Ipu
OTHOLIeHUU Macchl nonaynponykra (Ti,AIC—MgO u
Ti3;AlC,—MgO) k macce 1mapos 1 : 5.

IIuxTy ¢ HACBIITHOM MJIOTHOCTBIO U Maccoit 250 T
IMOMeIaIM Ha TpadUTOBYIO JIOOOYKY B peaKTope
CBC-8. O6pa3ibl moaXuraau ¢ Topiia BoJb(GpaMoBOi
cnupaiblo. [opeHHe MPOBOAUIN B Cpele aproHa Ipu
naBiaeHun P = 4 MIIa. CropeBiiue odpa3ibl pa3Ma-
JIBIBAJIU B IIIEKOBOM ApOOUIIKE, B MEJIbHUIIAX OapabaH-
HOTO THIIA U MOABEPraju XMMUIECKOMY oOOramieHuo
B pa30aBJIeHHON COJISIHOM KUCJIOTE.

Pentrenodaszoperii anann3 (PPA) mosrydeHHOro
nopomka mpoBoaguau Ha audpaktomerpe HAPOH-
3M (AO «M1I «bypeBectHHK», I. CaHKT-IleTepOypr)
(CuK,-usnyuyenue). Pacipenenenue pasmepa 4acTull
onpeneasiiu Ha aHanusaTope «Fritsch particle sized»
(Tepmanus). Mopdonornio m pa3mep 4acTUIl H3Y-
YaJM Ha CKaHWPYIOIIEM 3JIeKTPOHHOM MUKPOCKOIIe
LEO-1450 (Carl Zeiss, I'epmanus).

Pe3ynbrathl u UX 006CyXaeHue

Cunte3 MAX-da3 B pexkume CBC ocyiecTBasiicsa
T10 CJIeyIOoleil CyMMapHOU peaKkIuu:

2TiO, + 4Mg + Al + C = Ti,AIC + 4MgO. (1)

[Nocne xuMuyeckoro BhlllleTaYUBaHUS cocTaBa [
(cM. TabnuIly) B COJISTHOM KUCJIOTE MPOAYKT COCTOSII
u3 Ti,AlC, MgAl,O, u TiC. OGpa3oBaHue LUNUHE-
amn MgAl,O4 roBOopUT 0 HELOCTATKE BOCCTAHOBUTEJ A
MarHus B IIUXTe, IPU 3TOM YacThb aJIIOMUHUS BCTyTa-
€T B peaKLIMI0 BOCCTAHOBJIEHUSI TUTAHA U3 €r0 OKCUA
¢ obpazoBanuem Al,O;. D10 npuBoIUT K 0Opa3oBa-
Hu1o wnuHenu MgO-Al,O;. C yBennueHueM conepxa-
HUS MarHuS B wnxTe (2 B Tabnuue) 1o Mg, . = 20 %
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CooTHOLWWEHUEe UCXOAHBbIX KOMMNOHEHTOB M $a30Bbili COCTaB NOPOLLKA
nocne KkucnotHoro oborawenuns nonynpoaykros Ti,AlC-MgO u TizAIC,-MgO B consHoii kucnote HCI (1 : 3)

Howmep Conepxanue, Mac. % ®a3oBbIif cOCTaB MOPOITKa, Mac.%
cocrasa TiO, Mg Al C Ti,AIC Ti;AIC, TiC MgAL,O,
1 54,2 32,6 9,2 4,0 28 0 55 17
2 50,9 36,7 8,6 3,8 90 0 10 0
3 50,5 36,4 9,3 3,8 80 0 13 7
4 49,4 38,6 8.4 3,6 93 0 7 0
5 48,6 39,5 8,3 3,6 87 0 13 0
6 49,6 38,8 8.4 3,2 96 0 4 0
7 49,1 38,3 8,3 4,3 11 86 0
8 48,9 38,2 8,3 4,6 5 89 6 0
MHTEHCUBHOCTD, UMIIL.
a . ® Ti,AIC 6
40004 x TiC
3000+
20004
Tm
10004 | . | x
| 3
i f
Poond m n
0 M""“ }'->’<-—1 \.~>‘<_' N ..._...»JL
10 20 30 40 50 20, rpan

Puc. 1. PentreHorpamma (@) 1 Mukpodororpadus (6) mopoika, moay4eHHOTo U3 COCTaBa 6 (CM. TaGIUILY)

B umxte umeercst Mg, . = 30 % u Henocratok caxu 10 %

MPOUCXOAUT TOJHOE€ BOCCTAHOBJIEHME THUTaHa W3
ero okcujga mMarumem ¢ dopmupoBaHnmeM MAX-da-
3l Ti,AIC u kapbuna tTutaHa. Uil TaHHOM IIMXTHI
10 %-Hb1ii M30BITOK aTIOMMHMS (IpUMep 3 B TaOJIMIIE)
00YCJIOBIMBACT IOBBIIICHUE COMCPXKAHMS IITTUHEIN
B KOHEYHOM TIpOAYKTe cCUHTe3a. [Ipm M30BITKE Mar-
Hus B muxrte B 30 % (ip. 4 B Tab/uIle) yMEHbIIACTCS
OISl KapOuaa TMTaHa B KOHCYHOM IPOMyKTe. AHa-
JIN3 TIOPOIIKa TTOC/Ie BBINIEIaYUBaHUS TTOKa3all, 4TO
ocHOBHOH (a3zoii aBnserca Ti,AlC, conepxanue TiC
cocrtaBiseT 7 Mac.% (1ip. 4 B TabauLe).

IIpu n30bITKE MarHus B IIKXTe, paBHOM 35 % (mp. 5
B Ta0OJyiu1le), HabomaeTCs yBeJIUUeHe 1011 Kapouaa
TUTaHA B IOJIy9aecMOM TopoIike. JlapHe e nccie-
JOBaHUsI MpoBoauauch ¢ 30 %-HbIM U30BITKOM Mar-
HUS B muxTe (Mp. 4 B TabaUlEe), YTO COOTBETCTBYET
ClIeAyIONIeMY YPaBHECHUIO:

49,4%TiO, + 38,6%Mg + 8,4%Al + 3,6%C.  (2)

Br10 nccnenoBaHo BAMSTHUE HEJOCTAaTKa YIJIepo-
Ja Ha cootHouleHue a3 Ti,AlC u TiC B nponykre.
YMmenbleHue coaepxkaHus yriaepoma Ha 10 mac.% B
IMUXTE ypaBHEHUS (2) MPUBOAUT K CHUXEHUIO TOJIU
KapOuaa TutaHa 1o 4 % (rp. 6 B Tabiuie), a emie 60Jb-
LU HeaocTaToK caxu (10 20 %) — K CyllleCTBEHHOMY
pOCTy coiep:kaHMsI KapOua TUTaHA U YMEHbBIICHUIO
Ti,AlC.

Ha puc. 1 npuBeneHbl peHTTeHOIpaMMa U MUKPO-
(oTorpadust nmpomykra, MOJTy4eHHOTO0 M3 COCTaBa 6
(cM. Tabmuiy). Pesynbratet PDA moka3bpiBaioT, 4TO
cocTaB nopoiuka asyxdasusiii: Ti,AlC u TiC.

HccnenoBasioch BausiHUE M30BITKA CaXW B IIUX-
Te ypaBHeHUs (2) Ha ¢a30BbIil COCTaB MPOAYKTa ro-
peHus. M36bitounas (20 %) monst caxu mpuBesa K
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Puc. 2. PeHTtreHorpamma (a) u pacrpeneiieHre 4acTUIL 1o pa3Mepam (6) IpoayKTa,
conepxaruero Ti,AlC, Ti3AlC,, TiC, nony4eHHOro U3 LIMXTHI cocTaBa 7 (CM. Tabau1Ly)

C

w36 = 20 %, Py, = 3 MIIa, IUIOTHOCTD IUMXThI HACHIITHAS

I/IHTGHCI/IBHOCTL, HMII.
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Puc. 3. Penrrenorpamma (a) u Mmukpodororpadus (6) mopoiika, mojJydeHHOro U3 coctaBa & (CM. TabIUILY),

comepxanero n3osTok Mg (30 %) u caxu (35 %)

obOpa3oBaHUIO NIPOAYKTa, coaepxaiiero MAX-dasbl
TisAlC,, Ti,AlIC u TiC, npuuyem MaccoBas H0Js
Ti3AlC, cocraBuna 86 % (mp. 7 B Tabnuue). Ha puc. 2
MpeIaCcTaBJeHBl pPEHTTeHOrpaMMa M paclipeicicHUe
YyacTHUII [0 pa3MepaM 3TOTo MOpoIlKa.

I1pu manbHeiinieM yBeJIMUYeHUU U30bITKA CaxKu OO
35 % B muxTe ypaBHeHus (2) (p. § B Tabiuile) HAOJIIO-
najnoch Bo3pactaHue a0 6 mac.% conepxanus TiC u
yMmeHnblueHue goau Ti,AlC. OcHoBHas pa3a cuHTE3U-
posanHoro npoaykra — TizAlC,, ee konn4ecTBO CO-
craBuio 89 mac.%.

Ha puc. 3 npuBeneHs peHTTeHOIpaMMa M MUKPO-
dororpacdus nopoika npu 35 %-HOM U3OBITKE CaXu
B muxte. Yactuusl MAX-da3 npeactaBisiioT codoit
TOHKHE TUIACTUHBI TOJIIMHOM 70—100 HM.

3aknoyeHume

Pesynprarel mcciiemoBaHWiT MOKa3ajdd BO3MOX-
HOCTB ITOJTyYEHU ST ITOPOIITKA C BBICOKMM COJIepXKaHUEM
MAX-da3 Ti,AlIC u Tiz;AlC, meTonoMm caMopacnpo-
CTPaAHSIONIIETOCSI BHICOKOTEMIIEPATYPHOTO CHMHTE3a C
BOCCTAHOBUTEJNbHOU CTAAUCH.

YcraHoBieHO BAMSHUE AoaM Mg Ha MojydyeHue
IIEJICBOTO MPOAYKTAa ¢ MUHMMAJIBHBIM KOJIMUYECTBOM
mnuHenu MgAl,O,. VBennuenue conepxanusa Mg B
LIIMXTE MPUBOAUT K IOJHOMY BOCCTAHOBJICHMIO OK-
chaa TUTaHA MarHueM C TOCJeAyIOIIMM oOpa3oBa-
HueM MAX-@aszsl Ti,AlC u xapobuna turtana. Ilpu
30 %-HOM U30BITKE MarHusl B IIMXTe IMOJYy4eH IpO-
IyKT, conepxamuit 93 mac.% Ti,AlC.

JE—
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HccaenoBaHo BIMSTHWE CcolepXaHUs yriepoaa
B IIMXTe Ha (pa30BbIil cOCTaB MpoayKTa ropeHus. I1o-
Ka3aHo, YTO IIPM €ro HeJOCTATKE YMEHbIIAETCS H0-
N1 KapObunma TUTaHa B KOHEYHOM mpoxykte. Ilpu
10 %-HOM HemoCTaTKe CaXXy B IIMXTE IOJYYEH ABYX-
¢a3HBI MOPOIIOK ¢ MUHHUMAJbHBIM KOJIMUYECTBOM
TiC. B ciydae u36eiTouHoro (B 20 %) comepXaHUS
yriepona obpasyeTcss NPOAYKT, MMEIOIIUIl B CBOEM
coctase ¢asbl Ti3AlC,, Ti,AlC u TiC. CymmapHoe co-
nepxanue MAX-das B nponykre coctaBuiio 97 %.
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OcobeHHOCTU CUHTE3a KepaMmunyeCKkux KoMno3umTos,

ANCKPEeTHO apMUPOBaHHbLIX yrnepoaHbiIMU BOJIOKHaMU

1 GOopMMUPYIOLLUMKUCS B BOJIHE FOPEHUS in Situ

BOJIOKHaMHu Kapﬁup,a KpeMHuUq
©2020r. C. Bopotbino, E.A. JleBawog, A.10. MotaHuu, MN.A. JloruHos, H.B. LLiBbIHAUHA
HaupoHanbHbIin ncnnenoBaTenbCkuii TexHonornyeckuin yamsepcutet (HATY) «MUCUC», . Mockea

Crarbs noctynuna B peaakumio 30.10.19 r., popabotana 11.12.19 r., noanucanxa B neyats 13.12.19 r.

MpennoxeH HOBbLIV METOA, NMOJTyHEHMUS KEPaMOMATPUYHOIO KOMMO3ULIMOHHOIO MaTeprana Ha OCHOBe KapOuraa KpeMHUs, YIPOYHEHHOrO
OVNCKPETHBIMU YrNEePOAHLIMUY BOIOKHAMW M MOHOKPUCTaIIMYECKMMIN HAHOBONOKHaMM kapbuaa kpeMHus. B 3aBMCMMOCTY OT MakpoKum-
HETUNYECKUX XapakTEPUCTUK NPOLLECCa FOPEHNS HA MOBEPXHOCTUN YrNepoaHbIX BOIOKOH MOryT dopMunpoBatbcs AndOYy3NOHHbIE Cou,
Kepammyeckme Yactuubl kapbuga kpeMHust Inbo HaHOBONOKHA kapbuaa kpemHus anametpoM 10-50 HM 1 anunHoi 15-20 mkm. Uc-
cnefoBaHa CTagunHOCTb XMMUYECKNX NPEBPALLIEHNI 1 CTPYKTYpoobpa3osaHus B BosHe ropeHuns cmecein Si-C-CyF,4 n Si-C-CyF,-Ta.
BblipalleHHbIe B BOJIHE FOPEHMS HAHOBOJIOKHA KapOuraa KpeMHUS UMENN BbICOKYIO KPUCTaIMYHOCTL 1 6e3aedeKTHYI0 rpaHnLy pasaena
TaSi,/SiC. Pa3opreHTpoBka peLleTok Ha rpaHuLe pas3gena coctasnseT nopsaka 6 %. HaHoBOMOKHa penakcupyoT MeXaHN4Yeckme Ha-
NPSXeHWs BO BpeMs pocTa 3a CHET BpaLLEeHNs BOKPYr CBOE OCK, COBNAJaloLLen C HanpasneHmem pocta. OntumansHas Temnepatypa
ropeHuvs Ans pocta HaHOBOJIOKOH Kapbuaa kpemHus coctasnseT 1700 K npu cooTHowenun CyF, : C = 2 B peakumnoHHo cmecu. HuxHwia
nopor pocTa HAHOBOJIOKOH Kapbuaa KPEMHUS ONpeaensaeTcs CHUXEHNEM BbIXOAa PEAKLIMOHHO-CNOCOOHbIX PTOPMO0B, TOraa kak bonee
BbICOKMIA NOpor 06yCnoBineH 0TKa3oM MexaHn3ma 6710KMPOBKM aAcopOLLMM Ha NOBEPXHOCTN HAHOBOJIOKOH 1 AecTabunnsaumeii kanam
TaSi, + Si. lops4ym npeccosBaHneM NosTyYeHbl AUCKPETHO apPMUPOBAHHbIE YINEPOAHBIMU BOJIOKHAMU M HAHOBOJIOKHaMM kapbupa Kpem-
HUS KOMNO3UTbI C Kepamuyeckon matpuuen SiC-TaSi,, MeloLmne 0THOCUTENbHYIO NIOTHOCTL 98 %, TBepaocTb 19 Mla, NPoYHOCTL Ha
n3rmnb 420 MMa, TpewmrHocTonKoCcTb 12,5 MMa-m"2. YctaHoBneHo yBeNn4yeHne NPoYHOCTM FpaHnLbl pasgena «yrnepogHoe BOJOKHO —
Martpuua», B pesynbrate KOTOPOro BbITArMBaHWE yrnepoaHbIX BOSIOKOH M3 MaTpULbl B 3HAYUTENbHOW CTENEHW NOAABNSETCS.

Knovesbie cnosa: CBC, kepaMmnyeckne KoMnoauTsl, Kapbua KpeMHUS, yriepoaHbie BOOKHA, HaHOBOJIOKHA.
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Vorotilo S., Levashov E.A., Potanin A.Yu., Loginov P.A., Shvyndina N.V.
Features of synthesizing ceramic composites discretely reinforced by carbon fibers and SiC nanowires
formed in situ in the combustion wave

A new method is proposed for the engineering of SiC-based ceramic-matrix composite materials strengthened by discrete carbon
fibers and single-crystal silicon carbide nanowires. Depending on the macrokinetic characteristics of the combustion process, ei-
ther diffusion layers, particles of silicon carbide or silicon csrbide nanowires with a diameter of 10-50 nm and a length of 15-20 um
can be formed on the surface of carbon fibers. The sequence of chemical transformations and structure formation in the combus-
tion wave of Si-C-C,F, and Si-C-C,F,-Ta mixtures was studied. Silicon carbide nanowires formed in the combustion wave had high
crystallinity and a defect-free TaSi,/SiC interface. The misorientation of the lattices at the interface is about 6 %. Nanowires are able
to relax the mechanical stresses during growth via the rotation along the growth direction. The optimal combustion temperature for
the growth of silicon carbide nanofibers is 1700 K at a ratio of C5F4 : C = 2. The lower temperature threshold for the growth of sili-
con carbide nanowires is caused by a decrease in the yield of reactive fluorides, while the upper temperature threshold is caused
by a failure of the adsorption blocking mechanism on the surface of the nanofibers and the destabilization of the TaSi, + Si eutectic
droplet. Composites with a SiC-TaSi, ceramic matrix and a relative density of 98 %, a hardness of 19 GPa, a flexural strength of
420 MPa, and a fracture toughness of 12.5 MPa-m'/2 were obtained by hot pressing An increase in the strength of the carbon
fiber-matrix interface has manifested in the suppression of carbon fiber pull-out from the matrix.

Keywords: SHS, ceramic composites, SiC, carbon fibers, nanowires.
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BeeneHue

sl TOBBINIEHUST HAeXKHOCTU U TIPOYHOCTH KOM-
MMO3UIIMOHHEIX MaTepHaJIOB IIPUMEHSIETCS apMHpPOBa-
HUME MaTPUIlbl HETPEPBIBHBIMU WJIM JUCKPETHBIMM BO-
JnokHamu [1]. Iast apMupoBaHUS 3a4acTyIO UCITOJb3YIOT
yrieponHsie BojiokHa (C,), KoTopble 001a1al0T Bblga-
IOIUMUCS MEXaHUYECKMMU CBOMCTBAMU W JIOCTYITHBI
Ha pbIHKE. YIIPOYHEHHbIC BOJIOKHAMM KepaMOMaTpUy-
Hbele KkomMno3uTel (KMK) mpu mpeBblieHUN IIpenera
MMPOYHOCTU MaTPUIIbl UCITBITHIBAIOT HE OTHOCTaIMTHOE
XpYyIIKOe pa3pyllieHue, a MHOTOCTYIIeHYaToe pa3pylie-
HUE C BHITSITHBAHWEM BOJIOKOH M3 MaTPHUIIH [2].

Biaromapst BBICOKOI ynenbHOM MTPOYHOCTH, TEPMO-
CTOMKOCTH M CTOMKOCTU K okucieHuio KMK mmpoko
IIPUMEHSTIOTCSI B TOHKOCTEHHBIX JISTKOBECHBIX KOH-
CTPYKILIMSIX aBUAIIMOHHO-KOCMUUYECKOTO Ha3HAYeHUS
[3, 4]. OmHako noteHuman KMK He ynaeTcst HOTHOCTBIO
peaqn30BaTh IO IIPUIMHE HETOCTATOYHON aare3moH-
HOI TPOYHOCTH CIETJICHUS BOJIOKOH ¢ Matpulieid. [Tpu
Harpy>keHUU TMOBEPXHOCTb pa3lieiia «BOJOKHO-MaTpH-
I1a» pa3pyIraeTcs, IMPUBOAS K BEITATMBAHUIO BOJIOKOH
u3 Marpuubl [5]. KitoueBas posnb aare3uu BOJOKHA K
MaTpulle OTMEUYeHa MpU apMUPOBAHMU KaK JTUCKPET-
HBIMU, TaK ¥ HEIIPEPBIBHBIMU BOJIOKHAMH |2, 6].

OnHUM U3 TEXHUUYECKUX PEIIeHU I TaHHO# mpobie-
MBI SIBJISIETCS OCakKJIE€HHE Ha IMOBEPXHOCTH YIJIEPOI-
HBIX BOJIOKOH MOBHIIIAIONINX aITe3WI0 HAHOCTPYKTYD,
HaIpMMEp HaHOBOJIOKOH Kap6uaa kpemHus (SiC,,)
[7—11]. Tomumo pocta aaresuu, SiC,, yayyluamoT
repenady Harpy3kKy Ha TpaHUIIE pas3fesia «BOJIOKHO—
MaTpulia» U, COOTBETCTBEHHO, IMOBBIIIAIOT ITPOYHOCTH
KOMIIO3UTa BHE 3aBUCMMOCTMU OT UCMOJIb3yeMOM Ma-
tpuisl [12—16]. Eciu anaMeTp KapOnmoKpEMHMEBBIX
HaHOBOJIOKOH SiC,, nocrarouHo Mmai (d < 40 HM), a
KpUCTaJUIMYECKasl CTPYKTypa XapaKTepu3yeTcsl HU3-
KOI CTEeIeHbI0 Ne(PEeKTHOCTU, TO TaKKe HAHOBOJIOKHA

obnagaoT npoyHocThio A0 80 I'Tla u momynem KOHra
mo 620 I'Tla [1]. YnpouyHeHne KapOuIOKpEeMHUEBOMR
Matpulbl SiC KapOMIOKPEMHUEBBIMU HaHOBOJIOK-
HaMHM T03BOJIMJIO aBTOpaM [14] yBeIUUYUTH BBICOKO-
temmepaTypHyo (mpu 1400 °C) mpodHOCTH CaMOCBSI-
3aHHOTO KoMmo3uTa Ha 30—60 %. [lpu ynpouyHeHHU
BoJIokHamu yriepoga (C,) 1 1 HAHOBOJIOKHAMU Kap-
ouna kpemHus (SiC,,) oTMeYeH 3aMeTHBIA MPUPOCT
MpPOYHOCTU M TpeumrHocToikoctu [13, 17]. PaBHO-
MEPHOTro paclpenejeHuss HaHoBoJoKoH SiC,, B mo-
POIIIKOBOI CMECH MOXHO JOCTUYb B TOM cliyyae, ec-
JIM BOJIOKHA (hOPMUPYIOTCS B TIpoliecce CMHTE3a, T.e.
in situ. Kepamuka Ha ocHoBe SiC c in situ BbIpallleH-
HBIMU HaHOBOJIOKHaMu SiC,, 00J1a1aeT MOBbILLIEHHOMI
Ha 130 % MpOYHOCTHIO U TPELIMHOCTONKOCTHIO [1].
CuHepreTuueckuii 3¢@deKT ABOWHOTO apMHUpPO-
BaHUSI BOJIOKHAMM yIJIepoda W KapOmma KpeMHUS
BO3MOXEH JIUIIb MPU PaBHOMEPHOM paclipeeieHUun
MOHOKPUCTAJUIMYECKUX BOJIOKOH SiC,,, Ha MOBEPXHO-
CTH YTJIEPOAHBIX BOJOKOH M B 00beMe KepaMHUUSCKOU
MaTpulbl. s penieHusI JaHHOW 3aJayu Tpeaioxe-
HO MCITIOJIb30BaHME CaMOPACIIPOCTPAHSIIOIIEIOCs BbI-
cokoremIieparypHoro cuHre3a (CBC). IuckpeTHBIC
YIJIEpOMHBIE BOJIOKHA CMENIMBAIOTCS C pPeaKIMOH-
HBIMU CMECSIMU, COIEpXallMMU Tazudbuuupyolime
nobaBku. Bo ¢poHTe TopeHUS TPOUCXOIUT 00pa3o-
BaHMeE Topsiyeil cMecu peakKIIMOHHBIX Ta30B, KOTOPHIE
JIeCTBYIOT KaK 3((y3UBHbIN Ira30BbIii UICTOYHUK [18].
st bopMupoBaHUSI OMHOMEPHBIX KapOMIOKpEeMHIEe-
BBIX HAHOCTPYKTYD TpeOyeMoil reOMeTPUM U KpUCTaI-
JIMYHOCTU HEOOXOAMM THIATEJbHBINA MOAO0p MaKpo-
KMHETHYCCKUX ITapaMeTpoB ropeHus. McciaenoBaHus
ropenus B cucreMe Si—C—C,F, [19] noxkazanu Bo3-
MOXHOCTb peaju3alliid JABYX PEXMMOB TOPEHUS:
HU3KOTeMIIepaTypHOro (Temneparypa ropeHus 1. =
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1300+1500 K, ckopocts ropenust U, = 0,3+0,6 mm/c)
BbicokoTemmnepaTypHoro (7. = 2330+2410 K, U, =
= 0,7+2,8 mM/c). PexxuM ropeHust 3aBUCEI OT AUaMET-
panpeccoBkU (d = 10+30 MM) U COOTHOLLIEHU S peareH-
toB C,F, : C B cMecu. BapbupoBaHue napamMeTpoB Mo-
3BOJINJIO KOHTPOJMPOBATh TEMIIEpaTypy M CKOPOCTh
TOPEHU, YTO TNPUHILUMNHUAIBHO BaXHO IJIA in Situ
¢opmupoBaHus KapOUIOKPEMHUEBBIX BOJIOKOH.

Lenp maHHOW pabOTHI — aHAIM3 MEXaHU3MOB
¢$a30- U CTPYKTYypooOpa3oBaHUsI KepaMUUECKOl MaT-
pUlbl U pocTa KapOUIOKPEMHUEBBIX HAHOCTPYKTYP
B 3aBUCHMMOCTH OT MAaKpOKMHETNUCCKUX IapaMeTPOB
TOPEHUST W UCIIOJb30BAaHHOTO KaTajim3aTopa, BbI-
sBJIeHUEe HauOoJiee OIArONpPUSITHBIX YCIOBUIL in Situ
¢dopMupoBaHUSA KapOMIOKPEMHUEBHIX HAHOBOJIOKOH
(SiC,), a Tak>Ke UCCIIeNOBaHUE CTPYKTYPhI U CBOMCTB
KOMIIaKTHOTO TMCKPETHO apMUPOBAHHOIO KOMITO3M-
ta SiC—TaSi,, ynpo4YHEHHOro AUCKPETHBIMU YyIJe-
ponHbiMu BoslokHamu (C,) 1 KapOUMAOKPEMHUEBBIMU
HaHoBoJIOKHaMH (SiC, ).

=

1. Matepuanbl 1 MeTOAbl

B kayecTBe IMCKpETHOI yHpOYHSIOLIEl (a3bl MC-
MTOJTb30BaJICh BHICOKOIIPOYHBIE TYPOOCTpAaTHBIE YIJie-
ponHbie BogokHa Mapku YT-900U (miuHa 1—2 MM,
nrameTp 7 MM, moxyib FOnra 230 I'Tla). B cocTossaumM
ITOCTaBKM BOJIOKHA MTOKPBITHI cjioeM armpeta. [lepBuy-
HBIE MCCIIeIOBAaHMsI ITOKA3aJIM, YTO alllIPeT pa3JiaracTcs
B 30HE IIPOrpeBa peaklMOHHOM CMECH U He OKa3bIBaeT
BJIMSTHUST HA POCT KapOMIOKPEMHUEBBIX HAHOBOJIOKOH,
IIO3TOMY OTMBIBKY YIJIEPOIHBIX BOJIOKOH OT aIlllpera
He mpoBoawIn. B KauecTBe rasuduinpyioiiero areHra
B pEaKIIMOHHBIE CMECH NOOABJISIIA TTOPOIIOK TTOJIUTE-
tpadTopatuiieHa (d < 74 Mmxm). WMccienoBanu ropeHue
8-MU peakLMOHHBIX cMeceil B cucteMax Si—C—C,F,
n Si—C—C,F,—Ta (1aba. 1). Cmecu rotosunu ¢ uc-
MOJIb30BaHHUEM TTOPOIIKOB KpeMHMsT Mapku KO®d (d <

< 63 MM), caxu Mapku [1804, Tantana mapku TallM
(d < 74 mm) 1 Tedaona mapku TOM®DIJIOH.

TemmepaTypy ropeHUST peTyIUPOBaIN, MEHSISI MO-
JngpHoe cooTHowenue peareHToB C,F, : C B nHTEpBa-
se 0,5—2,0 u nuamMeTp MPeCcCOBKU peaKIIMOHHOMI cMe-
CH, KaK OBbLIO TIpemIokeHo B padore [19]. KpoMme Toro,
nob6aBaeHHbIe yriiepoaHbie BojlokHa (0—30 006.%) BbI-
CTyNaJIM B KaUeCTBE MHEPTHOTO HATIOJTHUTEJISI M CHU-
XaJ¥ TeMIIepaTypy U CKOPOCTh TOPEHUS CMECH.

AnunabaTnyeckyro Temreparypy ropenusa (7;;)
pacCYUTHIBAJIM C MCIIOJb30BAHUEM IIPOrpPaMMHOTO
koMmIurekca ISMAN «Thermo». TepMognHaMUYecKHe
mapamMeTphl peaklMid OINMpeAe/sIi C TOMOIIbIO OT-
KpbiTOii 6a3bl faHHbIX FACT.

MexaHoakTtuBaluio (MA) peakKlIMOHHBIX cMecel
IIPOBOIMIIY B INIAHETAPHOM LIEHTPOOEXHOM MEeJIbHU1IE
«AktuBaTop-2S» (OAO «AkTuBaTOp», I. HoBOoCHMOMpPCK)
B TeueHme 10 MmH (9acToTa BpallleHUSI O0apadaHOB
694 00/MWH) B CTaJIBHBIX OapabaHaX CO CTaJIbHBIMU
1mapamu (IuaMeTp 1apoB 8§ MM, COOTHOIIIEHHUE 1IapOB
n peakunoHHoi cmecu 20 : 1). [opeHMe MHUITMHAPO-
BaJid BOJb(PAMOBOIl CIIMpajblo, HarpeBaeMoi Ipsi-
MBbIM TIponryckaHueMm ToKa. CUHTe3 OCYILEeCTBISIN
B CBC-peakTope Tuia «6omMba IMOCTOSHHOTO AaBJie-
Hus» (V= 0,03 M3, arMocgepa aprona, P = 0,5 MIla).
BosHukariue Bo BpeMsl CUHTe3a ra3bl 3aTeM 6ap0o-
THUPOBAJI Yepe3 HAOJTHEHHYIO BOION MOJIMMEPHYIO
eMKOCTh JJIsI TUAPOJIM3allMA Ta3000pa3HbIX (pTopu-
noB. OO6pa3oBaBIIYIOCS TJIABUKOBYIO KHCJIOTY HEUT-
panuzosanu CaCOs;.

B cvty mHTEHCHBHOTO Ta30BbIIETICHUS B TIPOIECCe
ropeHust CBC-npoayKThl Tofy4aay B BUE BHICOKOIIO-
PUCTHIX XPYIKHX arjioMeparoB. [JIsT TpenoTBpaIieHus
pa3pyIlieHns] HAHOBOJIOKOH TIPONYKTBHI TOPEHUS pa3-
MaJibIBajy B BaJKOBOI MEJIbHUIIE C HCIOJb30BaHUEM
cTalbHOTO OapabaHa M CTalbHBIX IMIapoB (d = 12 MM).
CooTHoIIeHWEe apoB W pa3MajibiBAeMOTO MaTepua-
na coctaBisio 10 : 1, yacTora BpallleHUSI BaJKOB —

Tabnuua 1. CocTtaB u aguabaTuyeckas TemnepaTypa UCCef0BaHHbIX PeaKLMOHHbIX CMecei

CocraB, %
Cwmech X C)F,: C T, K
Si C C,F, Ta
1 53,03 9,09 37,88 — 0,5 2780
2 50,00 5,36 44,64 - 1,0 2813
3 44,21 3,16 52,63 - 2,0 2828
4 47,30 2,03 50,68 - 3,0 2834
1.1 43,92 6,27 26,14 23,66 0,5 2710
2.2 43,12 3,96 33,00 19,91 1,0 2825
3.3 39,32 2,41 40,12 18,15 2,0 2836
4.4 42,03 1,58 39,41 16,98 3,0 2842
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60 00/MWH, HMPONOIKUTCIBHOCTh pasMojla — 1 .
CyMMapHOe HaTHUpaHUe XKeje3a He npeBbiiiano 0,5 %.

1T TOATOTOBKY HABECOK M M3MEPEHUS IOTEpU
Macchl 00pa31oB MOCJIe TOPEHUST TPUMEH SIJIM aHaJIH-
tuueckue Becbl ANDI1 Mmapku GR-202 (A&D, SInonus)
¢ TouHOCTBIO 10—4 1. TeMmepaTypbl TOpEeHUST CMeCei
(T;) namepsau BonbPpaMOpEeHUEBBIMU MUKPOTEPMO-
mapamu BP5/BP20.

MUKpPOCTPYKTYPHBIE HCCJICIOBAaHUS IIPOBOMM-
JIN C UCIIOJIb30BaHUEM CKAaHUPYIOIIMX 3JIEKTPOHHBIX
MukpockonoB «Hitachi 3400N» (Hitachi, SAmonus) u
JSM7600F (Jeol, SlmoHust) ¥ IpOCBEYMBAIOLIETO DJIEK-
TpoHHOro Mukpockona JEM2100 (Jeol, AmoHus).
OOpa3ubl o1 MpOCBEeYMBAIOLIEH 3JIEKTPOHHONM MU-
KPOCKOIIUY M3TOTABIMBAIHN C TTIOMOIIBIO C(hOKYCHPO-
BaHHOI'0 MOHHOro nyuka Ha yctaHoBke «FEI Quanta
200 3D FIB» (FEI, Hillsboro, CIIIA). ®a30BbIii aHa-
JIN3 BBIMOJIHANU Ha ycTaHoBKe «Rigaku MiniFlex»
(CuK,-n3snyuenue, 20 = 10+110 rpan).

[lonydyeHHBIE TIOPOIIKM KOHCOJMAMPOBAJIM Ha
ycTaHOBKe Topstuero mpeccoBanus (I'TT) DSP-515 SA
(Dr. Fritsch Sondermaschinen GmbH, I'epmanus) npu
nmaBnenuun 40 MIla, Temneparype 1500 °C, BpemeHU
criekaHus 10 muH, ckopoctr Harpesa 50 "C/MuH.

IIpoyHOCTHL Ha TpEeXTOYEUYHBIH M3rud (G) U Tpe-
LIMHOCTOMKOCTh (Kj,) M3MEPSJIM Ha YCTAaHOBKE
LF-100KN (Walter + Bai, IlIBeifrapusi) B cOOTBeT-
crBuM ¢ ISO 3325-5. TBepaocth Mo Bukkepcy omnpe-
Jensii Ha yctaHoBke «Wolpert 600 MRD» (Wolpert,
Hunepmanmer).

2. PesynbTatbl M UX 06CyXaeHue

CocTaB TIOBEpPXHOCTH YTJCPONHBIX BOJOKOH M
MUKPOCTPYKTYpa KepaMUIE€CKON MaTPUIIbI B TPOIYK-
TaX TOPEHMS B 3HAUYNTEIILHOU CTEIICHU OITPEACIISIINCH

COCTAaBOM pPEaKIIMOHHOM CMECH W ITMAaMETPOM IITHX-
TOBBIX OpMKeTOB. B 3aBUCMMOCTH OT cocTaBa CMeCH U
JraMeTpa MPEeCCOBOK TeMIIepaTypa rOpeHMsT U3MEH -
nack BuHTepBase 1. = 1300+2400 K. CooTBeTCTBEHHO,
JaHHBIA MHTEepBaJ ObLI BBIOPAH IJISI TEPMOIMHAMMYE-
CKOi1 OLIEHKH PeaKI[MOHHBIX MEXaHMU3MOB FOPEHUSI.

2.1. BnugHue coctaBa peakLLMOHHOW CMecH
Ha mexaHu3m pocrta SiC,;
1 mopdoNoruio NPOAYKTOB ropeHus

2.1.1. Cmecu CB /Si—C—C2F4

Bo Bcex uccnenoBanHbix cmecax Si—C—CyF, (em.
tabn. 1, cocraBel [—4) dpouT ropenus (7, = 1320+
+1420 K) pacipocTpaHsIICS B CTAllMOHAPHOM PEXKMME
co ckopoctbio 0,3—0,6 mM/c. Metogom P®DA B npo-
IYKTaX TOPEHUS BBISIBJIEHBI BBICOKOTEMIIEpaTypHas
momnudukamus B-SiC, HU3KoTeMmeparypHasi MOIU-
dukanus o-SiC 1 HempopearupoBaBIIN A KPEMHUA.

Puc. 1 neMOHCTpUpPYET MUKPOCTPYKTYPY MOBEPX-
HOCTH YIJIEPOOHEIX BOJIOKOH (pHC. 1, @) M1 MaTpUIIBI
SiC (puc. 1, 6) B npoaykTax ropeHusi cMeceit Si—C—
C,F,. [ToBepXHOCTD yI1€pOIHBIX BOJIOKOH JMILIb Yac-
TUYHO IIOKPBITA PABHOOCHBIMH HaHOYACTUIIAMU
B-SiC,,,. Kepamnueckast MaTpuiia COCTOUT U3 TIOPH-
CTHIX aryjomepatroB pa3mepoMm 10—20 MKM, BKJIo4ya-
IOIMMX 3aKPUCTAIIN30BABIINECS KallJIl KPeMHUS U
3epHa SiC BenuuuHoit 0,3—0,7 MmxMm. UccienoBaHue
nosepxHocTU C, METOLOM MPOCBEYMBAIOLLEH DJIEKT-
poHHOI MuKpockoruu (ITOM) (puc. 2) mokazajo 00-
pa3oBaHMWE OTACIBHBIX TMOJUKPUCTATINYECKUX Ha-
HoBoJiokoH B-SiC anuHoii 100 HM 1 nuameTpoM 15 HM,
IMOKPBITHIX cjloeM amMopdHON ¢a3pl (IIPEaIOIOKM-
TebHO yriepomna). [lepsuuHble KpucTammutsl B-SiC
GopMUpPYIOTCSI BHYTPU aMOP(MHOI MaTPULIbI, COCTOSI-
meit u3 Si m C. B cuctemy He BBOIMINCH KaTaal3aToO-

Puc. 1. [TponykTet roperusi cmecu 2 (cootHourenne C,F,: C=1,d=15Mm) ¢ 5 % C,

TIpencraBiensr COM-u3006pakeHNsI TOBEPXHOCTU BOJIOKOH (@) 1 arimoMmepaToB SiC B MaTpuiie (6)
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Puc. 2. [I19M-uzo6paxenue [1K nHanosomnokna B-SiC,,,

pbI, ¥ YaCTUYHO KPUCTAJIIU30BaHHBIE HAHOBOJOKHA
SiC He MMEIOT Ha CBOEM TOpIIe XapaKTEepHbBIX Karlje-
BUIHBIX 00pa30BaHUI, YTO CBUIETEILCTBYET O POCTE
JNaHHBIX HAHOBOJIOKOH TI0 MEXaHU3MY ITap—KpPUCTaJLI
(ITK). CooTBeTCTBEHHO, TAKME HAHOBOJOKHA 0003Ha-
yeHsl Kax [1K B-SiC,,,.

B T1abs. 2 mpencTtaBieHbl TeMIepaTypbl TOPEeHUS
cMmeceir Si—C—C,F,4 u das3oBblil cocTaB NpoayKToOB
ropeHusI. B mociaemHMX COmepXKUTCS 3HAUYMTEIHHOE
KOJIMYECTBO HETIpOpearupoBaBIIero KPeMHU S, KOTO-
pBIil CrlocOOEH B3aMMOAEHCTBOBATh C YIJEPOAHBIMU
BOJIOKHAMM TIPHW TIOCJIEAYIOIMIEM TOpsiYeM IIpeccoBa-
Huu CBC-nponyKToB.

MpennonoxurenpbHo, dopmupoBanue B-SiC,, u
MK B-SiC,,, Ha moBepxHOCTU BOJIOKOH C, TPOUCXOTUT
no peakuusam (1)—(5). B 3oHe mporpesa noJmmepuso-
BaHHBIA TedioH (—C,F,4—), nnaBuTca u pasnaraercs
¢ o0pa3oBaHNEM Ia3000pa3HBIX PCAKIITMOHHBIX TUME-
pos [20]:

2(=CyF4 =)y = CFyqy + 2CFyp) + Cyy M

(AG, 309 k = —212 kIx/MOIIB,
AGyy00 k = —282 kJIx/MOB).

T'azoo6paszurie CF, u CF, pearupytor c Si ¢ obpa-
30BaHUEM (PTOPUIOB KPEMHMSI:

4Si + 2CFyq) + 2CFp) >

(AG1300 K= —205 KZ[)K/MOJ'IL,
AGh400 k = —145 K X/MOB).

[Mockoneky Terpadropun Kpemuust SiFy ) sBis-
eTcsl Haubosiee TEpPMOJUHAMUYECKU CTAOUIJIBHBIM CO-
eqnHeHNeM B cucteme Si—C—F, To OH ITp KOHTaKTe C
YIJIEPOJHBIMU BOJIOKHAMU NepeaaeT UM 4acTh TEIJIO-
BOI DHEPruM, HE BCTYIIAasd B XUMUYECKOE B3aUMOJICHi-
craue. B 1o xxe Bpemst npyrue dropunst (CFy ), SiFy
u SiF3y) MOryT BeTynarh B peKOMOMHALIMOHHBIE pe-
aK1MM Ha noBepxHocTH Cy:

2CFy ) = CFyp) + Cp ©)
(AG300 x = —146 x A x/MoI1b,

AGyy00 x = —35 K/X/Mob);

2SiF,yy + 2SiF3q) — 2,5SiFq + 1,58i )
(AGy300 k = —118 kIx/MOTB,

AG2400 K= —11 KH)K/MO.HI)).

B 3aBrcUMOCTH OT TeMmepaTyphl KpeMHUI B pe-
ak1uu (4) MOXET HaXOOUThCA JMOO B TBEPAOM, JIM-
00 B XMIKOM cocTosHUM. HaHOCTpyKTyphl KapOuaa
KpeMHHS Ha TIOBEPXHOCTH YIVIEPOIHEBIX BOJIOKOH W
KapOUAOKPEMHMEBON MaTpullbl (GOPMUPYIOTCS B pe-
3yJbTaTe B3aMMOIEHCTBUS MO peakKuu (5) KpeMHHUSI
C YIJIEpOIOM, BBEACHHBIM B CMECh B BHE CaxkKM JINOO
oOpazoBaBmnMcs o peakuusMm (1)—(3):

Si + C - SiC 5)
(AG1300 K= —63 KI[)K/MOI[I),
AGz400 K= -34 KH)K/MOHL).

Tabnuua 2. Temnepatypa ropeHusi, ¢pa3oBblit COCTaB NPOAYKTOB peakuum U MacconoTepm

npu ropenuun cmecen 7—4 (d= 15 mm)

Cocras, %
Cmech CyF,: C T, K Am, %
B-SiC a-SiC Si
1 60 7 33 0,5 1320 4,7
2 63 7 30 1,0 1380 5,1
3 67 6 27 2,0 1430 8,4
4 81 3 16 3,0 1420 11,6
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Tabnuua 3. da30BbIit cCOCTaB NPOAYKTOB, TeMNepaTypa ropeHusl U noteps Maccbl 00pasua ans cmecu 3

(d=10+30 mm)
d, MM Cooras, % C,F,: C T, K Am, %
B-sic |  osic si '
10 55 10 35 1310 4,7
15 67 6 27 1430 8,4
20 73 5 22 2 1490 11,2
25 91 - 9 1850 17,7
30 100 - - 2190 24,8

IpennonoxurenbHo peakuusi (3) oTBETCTBEHHa
3a (popMupoBaHUe aMOpPGHOTO CJIos yriepoaa Ha Io-
BepxHoctu [IK B-SiC,,. Peaxmus (5) cymecTBeHHO
MeHee 9K30TepMUYHa M0 CpaBHEHUIO ¢ peakuusamu (1),
(2). TosTomy, HecMOTps Ha Onuskue 3HavyeHusa T,
(cM. Tabu. 1), usmeHenusi cootHoueHust C,F, : C B pe-
aKLMOHHBIX cMecsax (cM. Taba. 2) U auaMeTpa Ipec-
coBKM (Tabj. 3) cylIeCTBEHHO MOBIMSJIM Ha BKCIIe-
pUMEHTaJbHYI0 Temneparypy ropeaus (7)) u norepu
Macchl IpU TOpeHuu (Am).

IIponykThl ropeHUs U3YYEHHBIX cMeceli (CM. TaoI. 2)
comepxXalu OCTaTOYHbI KpemHuit (16—33 %), uto
CBUJETEIBLCTBYET O HE3aBEPIIEHHOCTH peakluii B
BOJIHE TOpPEHHUsS BCJIEICTBUE HU3KON TeMIlepaTyphl
ropeHus. B cmecsax I m 2 He ymaaoch MHUIIUUPOBATh
MpoLEeCcC ropeHus pu AuaMeTpe NpeccoBKU d < 15 MM.
[loaToMy BAMSHME OUaMeTpa MPEeCCOBKU Ha TEeMIIe-
paTypy ropeHusI 1 ¢ha3oBbIi COCTaB IPOAYKTOB OBLIO
HcciIeJOBaHO Ha cMecH 3.

Ilpu d = 25 n 30 MM coaepxXaHUE OCTATOYHOTO
KPEeMHHUSI B MPONYKTaX TOPEHMS 3HAUYUTEIHLHO CHU-
>XaeTcs, a MoTepu Macchl Bo3pacTaloT (cm. Tabdu. 3).
N3zmenenue coorHowenust C,F, : C B nnanasone 0,5—
2,0 (cM. TabI1. 2) He TIOBJIMSLIO HAa CTPYKTYPY IIPOIYK-
TOB TOpPEHWs M HE MPUBEJIO K 00pa3oBaHUIO HAaHO-
CTPYKTYp KapOujaa KpeMHUs Ha MOBEPXHOCTHU YIJje-
POITHBIX BOJIOKOH.

IlepeHoc kpemHUsT yepe3 Ta3oBylo a3y MOXKET
OCYLLECTBJIATbCA TOJbKO nocpenctsoM SiF, n SiFj,
HO cpeau (pTOPUIOB KPEeMHUS HU3MINE (DTOPHUIBI CO-
cTaBisIOT He Gonee 5 % (octanbHble 95 % — 310 SiFy).
INocne popmuposanus SiF, He mpoucxonuT ero B3au-
MogaeiictBug ¢ Si 1 C, dTopuabsl KpeMHUST HE MOTYT
copMUpPOBATh 3aMKHYTHI I Ta30TPAHCTTIOPTHBIT IIUKJT
HanogoOue uukiaa bynyapa—benna [21, 22].

TakuM oOpa3om, XOTs OTAeIbHbIE HAaHOYACTUIIbI
SiC u nmosukpucraiainyeckue HaHoBojaoKHa SiC 00-
pasoBajuch Ha NMOBepXHOCTU C,, UX COBOKYIHBIA
00beM U BKJIAJL B LIEPOXOBATOCTb MOBEpXHOCTU C, OC-

TaeTcsl He3HAYUTEJbHBIM (cM. puc. 1, a). Kpome To-
ro, Huskas kpucramnuyHocts [1K B-SiC,, He mo-
3BOJINJIA TOJYYUTh MPUPOCT MPOYHOCTU W MOIYJISI
YIIPYTOCTU KOHCOJUAWPOBAHHON METOIOM TOPSYEro
MpeccoBaHUsl KepaMUKHM. PocT HaHOBOJOKOH MOX-
HO CTUMYJHUPOBATh MyTeM aKTUBMU3AIIMU MeXaHH3Ma
«map—xkuakoctb—Kpuctas» (IT2XKK). C aToit 1iesnnio
B peaKkI[MOHHbIE CMECH B KaueCTBe KaTajau3aropa BBO-
JTAJICS TTIOPOIIOK TaHTAaJa.

2.1.2. Cmect C, /Si—C—C,F,—Ta

B GonpmmHCTBE cliydaeB poCcT HAaHOCTPYKTYp SiC
CTUMYJIUPYIOT C TIOMOIIIBIO T0OABOK METAJJIOB T'PYTIITHI
JKeJie3a, HO 9TY MeTaJLJIbl JIETKOIJIaBK1E U ObICTPO OKUC-
JISTFOTCSI, YTO HETaTUBHO OTPaKaeTCsI Ha BBICOKOTEMIIE-
paTypHBIX CBOMCTBaxX KOMIIO3WTa. BBeneHue B cocTaB
KepaMOMaTPpUYHOI0 KOMIIO3UTA JIETUPYIOIIel 100aBKU
TaSi, noBpillIaeT MEXaHUYECKUE CBOMCTBA U CTOMKOCTD
K okucieHuto [23—28]. OcyuiecTBUMOCTb ITaHHOTO
MoAX0a KOCBEHHO MOATBEPKIaeTCsl COOOIEHUSIMU 00
HCTIOJb30BaHNY BOJIb(paMa B KaueCTBE Karaanu3aTopa
pocTa HAaHOBOJIOKOH HUTpUAA KpeMHUS SizNy [29].

OxugaeTcs, YTO BAUSIHUE TaHTajla Ha MPOLEecC ro-
peHUsI OyIeT TpeXaKTOPHBIM:

1) TaHTan B3auMoAeicTBYET ¢ Si 1o peakuuu (6),
006pa3sys 3BTeKTUKY TaSi,—Si 1 cTuMyaupys pocT Ha-
HOBOJIOKOH SiC,,, no mexanusmy [1KK;

2) TaHTaJl B3aMMOJAEMCTBYET C ra3000pa3HbBIMU
¢ropumamu (peakuuu (7) u (8)) ¢ dopMupoBaHuemM
TaF;, koTopslii o peakuuu (9) B3auMoneicrayer ¢ Si,
o6pa3sys TaSi,;

3) peakuusa Mexnay dopmupyromumed TaSi, u CF,4
NPUBOAUT K oOpasoBaHuio SiF,q (peakuus (10),
KOTOPBI y4acTBYET B Ta30TPAHCIIOPTHOM TiepeHOCe
KpeMHUs (peakuus (4)).

Ta + 2Si — TaSi,
(AG300 k = —89 kI x/MOID,

AG400 k = —30 kIx/MOnBb);

(©)
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(AGy300 k = —838 kI /MOJTB,
AGys00 k = —707 kX /MoJ1B);
Ta + 4SiF,, — TaSi, + 2iF ®)
(AG 300 k = —438 kIx/MoOJb,
AGy40 k = —40 K[Ix/MoT1B);
TaFs + 3,2581 - TaSi, + 1,258iF,, ©)
(AG1300 k = —299 KIX/MOIB,
AGy400 k = —207 k[I/MOJIB);
TaSi, + CFy) — TaC + 2SiFy, (10)

(AG1300 k = —569 K/ x/Mob,
AGh400 k = —785 KJ1X/MOIIB).

DKCIEpUMEHTHI MTOKa3ajaul, YTO BBeJeHUE B pe-
aKIIMOHHBIE CMECH TaHTalJla AEWCTBUTEIBHO CTH-
mynupyet poct SiC,, Ha nosepxHocTu C,. M3meHe-
HUE JuaMeTpa MPeccoBOK (Tabi. 3) U COOTHOILIEHU S
C,F, : C (Tabi. 4) oxa3pIBaJIO 3HAUUTEIBHOE BIUSIHUE
Ha CTPYKTYPY 4 (Da30BBIi COCTAB IIPOAYKTOB FOPEHUSI.

IIponykThel ropeHUd cMeceii 3.3 u 4.4 He comepKalin
0OCTaTOYHOTO KPEMHUSI, HO JIJIST COCTaBa 4.4 OTMEYEeHBbI
noBbIIeHHOE coaepxkaHue TaC u pocT ImoTepu Macchl

obpasna. BiusiHue auameTpa IMpeccoBOK MCCIIEAOBa-
HO Ha mpuMepe cMecH cocTaBa 3.3 (Tadur. 5).

Ha puc. 3 mokazaHa MHUKpPOCTPYKTypa ITOBEpX-
HocTu C, M KepaMHUYeCKOH MaTpullbl B IMPOAYKTaX
ropeHus cMmecu I.1 (coorHowenue C,F, : C = 0,5).
OO6pa3sytowuecss Ha noBepxHocTu C, 3epHa KapOu-
na xpemHus SiC,, (20—40 um) (puc. 3, a) causaloT-
csl B HEeMpepbIBHOE MOKpbITHE. HaHOUaCTUIIBI UMEIOT
cTpykTypy B-SiC. CBepxy 3TOTO Cllosi (hOPMUPYIOTCS
HaHoBoJIoKHa B-SiC,, (puc. 3, 6). [Ipu aToM Kepa-
Mudyeckass MaTpuua (puc. 3, 8) COCTOUT MpeuMyle-
CTBEHHO U3 CPaBHUTEJbHO KpyMHBbIX 3epeH TaSi, (4—
6 mxm) u SiC (0,5—3,0 MkM). B MaTpuiie mpoayKToB
ropeHus oopazoBaHue HAaHOBOJIOKOH SiC,,, He HabJI0-
TaJIoCh.

Puc. 3, a u 6 moka3plBalOT, YTO HAHOBOJOKHA
B-SiC,, comepxar Ha TOpLAX KalJIeBUIHbIC YaCTUIIBI
TaSi,. 9To npu3HaK pocTa HAHOBOJIOKOH MO MEXaHU3-
my IT2KK.

Poct cootHowenus CyF, : C ot 0,5 no 2,0 (cmeck 3.3)
MIPUBOAUT K YBEIWUECHUIO TeMIIepaTyphl TOPEHUS (CM.
Taba. 3) U CTUMYJIUpPYET 0Opa3oBaHUe pPeaKIIMOHHBIX
razoB BO (poHTe ropeHusi. COBOKYMHOCTb JaHHBIX
¢$aKkTOpOB BRI3BIBACT MHTCHCU(UKAIINIO POCTAa MOHO-
KPUCTAJNINYECKUX HaHOBOJOKOH [B-SiC,, mo Mexa-
Husmy ITKK. SiC,, Tenepb MOJTHOCTBIO MOKpbIBaA-
10T TOBEPXHOCTh BoJiokHa C, (puc. 4, a) 1 onyThiBa-
10T MHOTOYMCJIEHHBIEe arjaoMepaTsl HaHo3epeH SiC u
TaSi,. [I9M otaenbHbix SiC,,, MOKa3bIBa€T KpUCTa-

Tabnuua 4. ®a30BbIiA COCTaB NPOAYKTOB peakuumn, Temneparypa ropeHus U notepm maccol o6pasua

npu ropesum cmeceii coctaBoB 71.7—4.4 (d= 15 mm)

CocraB, %
CocraB - - - C,F,;:C T, K Am, %
psic | si | msiy | Tac
1.1 64 11 21 3 0,5 1510 6,2
2.2 71 5 19 5 1,0 1600 8,9
3.3 88 — 17 6 2,0 1730 13,7
4.4 75 — 13 12 3,0 1890 19,9
Tabnuua 5. ®a30BbIit COCTaB NPOAYKTOB peakuumn, Temneparypa ropeHns u norepm maccbl 06pa3uoe
npu ropesumn cmecu coctaea 3.3 (d = 10+-30 mm)
Cocras, %
d, MM CF,:C T.K Am, %
psic | si | TaSp TaC
10 69 7 20 4 1650 8,3
15 87 — 17 1730 13,7
20 75 - 14 9 2,0 1940 15,7
25 76 — 11 13 2180 19,3
30 73 — 10 17 2340 26,4
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Puc. 3. [IpoaykTel ropenust cmecu 1.1
d=15mMm)c5%C,

IIpencraBienbsr COM-u3zobpaxkeHUsI
TMOBEPXHOCTHU BOJIOKOH (a, 6)

¥ KEpaMUIeCKOl MaTpulIbl (8)

Puc. 4. [TponykThl ropeHust cMecu 3.3
(d=15MM) ¢ 5 %-HbIM yIJIEpOIHBIM
BOJIOKHOM

a — COM-u3o6paxeHre NOBEpXHOCTU
YIJIEPOAHBIX BOJIOKOH, MOKPBITHIX SiC

6 — [1D9M-uzobpaxeHune oobeMa
OTIETbHBIX HAHOBOJIOKOH B-SiC

6 — [1DM-u3o6paxeHre HAHOBOJIOKOH
B-SiC,,; c armomeparamu SiC—TaSi,

JIMYECKYIO PEIIETKY C BBICOKOM CTEINEHbIO COBEPIIEH- TIYT IPUBECTU K YXYAIIEHUIO MEXaHUYECKUX CBOMCTB
CTBa, MOCTOSIHHBIM JMAMETPOM M OTCYTCTBUEM Je- HaHOcTpYyKTyp [1, 30—39]. HekoTopbie HAaHOBOJOKHA
¢beKTOB yIMaKOBKM UM MUKPOIBOMHUKOB (puc. 4, 6). TOABEPraroTCs pa3BETBJICHUIO BCJCACTBUE IBOWHM-
Taxue necdexTsl yacto Bo3HUKAIOT B B-SiC,, u Mo- koBaHus (puc. 4, 6). I[Nosepxnoctp SiC,, MOKpHITA
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CILUIOIIHBIM YTJIEPONHBIM HAHOCJIOEM, KOTOPHIN TOJ-
1LIE Ha BBIMYKJIOCTSIX U BOTHYTOCTAX SiC,, .

B mpomykrax ropeHust cmecu 3.3 HaHOBOJIOKHA
B-SiC,,, dopMupyloTcs Kak B KepaMHUUeCKOW MaTpH-
11e, TaK ¥ Ha TIOBEPXHOCTH YIJIEPOIHBIX BOJOKOH, YTO
MO3BOJIACT IIPEOIOJIOXUTE BO3MOXHOCTH IBONHO-
ro yINpOYHEHHUsI, BO3HUKAIOIIETO MPU apMUPOBAHUU
noBepxHocTU pazgena Cy,-maTpulbl U CaMOM Kepa-
MUYEeCKO MaTpHIIbl. KpoMme TOro, MUKpOCTpPyKTypa
KepaMUYeCKOil MaTpMIIbl TOJy4ynIach 6ojiee MeIKo-
3epHUCTOM MO CPaBHEHUIO ¢ BapuaHTOM 1./ — paszmep
3epeH TaSi, u SiC ymeHbLmiIcs ¢ 2—5 MKM 10 CyOMUK-
POHHBIX pa3MepPOB.

BBenenue B peakIIMOHHYIO CMeCh TaHTaJja IOBbI-
CHJIO TeMIIepaTypy TOPEHUS U YCKOPUJIO 00pa30BaHUE
HAHOBOJIOKOH KapOuaa KpeMHUsS Ha TOBEPXHOCTU
yIJIEpPONHBIX BOJIOKOH U 3epeH SiC—TaSi,. Ot usme-
HEHUS MOTYT OBITh OOBSICHEHH 3(P(PEeKTOM BBEICHUSI
JOTIOJTHUTETBHOTO PEaKIIMOHHOTO MeXaHu3Ma M 00-
Jiee BBICOKOM TemIiepaTypoil ropeHus. Poct T, cmema-
eT paBHOBECHE B ra30BOI (pa3e B CTOpOHY 0Opa3oBa-
Hus SiF, u SiFs.

CorjacHo TepMOAMHAMMYECKMM pacueTaM, B
HU3KOTeMIlepaTypHOM pexxume ropenus (7. = 1300+
+1600 K) cymmapHoe conmepxanue SiF, + SiF; co-
craBiseT MeHee 7 %, Torma Kak B BHICOKOTEMIIEpa-
TypHOM pexume (7. = 2400 K) oHo Bo3pactaeT 10
88 %. CyliecTByeT MHOXECTBO CIIOCOOOB yIIpaBJie-
HMS TeMIlepaTypoil TopeHus: pa30aBeHUE CMECHU
WHEPTHHIM HANOJHUTEJIEM, M3MEHEHHE pPa3MEpOB
IIPECCOBOK PEaKIIMOHHBIX CMecell, TIpenBapuTeIbHOe
MeXaHUYEeCKOe aKTHMBMPOBAHUE CMECH, IOAOIPEB
CMecH OT BHEIIHEro MCTOYHMKA. B maHHOIT pabore
TeMIepaTypoil TOPEeHUS YMpaBIsSJIM TyTeM H3Me-
HEHUS LMaMeTpa MpeccoBoK U copepxanusa C, (Bo-
JIOKHA yIJIepoJa IeHCTBYIOT B Ka4eCTBE MHEPTHOTO
pa3baBuTens).

2.2. Mexanusm pocra SiC,; B BonHe ropeHus

IIpenbinymue uccaenoBaHus (cM. pasa. 2.1) moka-
3aJ11, 4YTO HaHOBoJIoKHA SiC pacTyT MpeuMyIeCTBEH-
HO Ha IMOBEPXHOCTU YyTIieponHbiXx BosokoH C,. Ilpu
ontumanbHbIX yenoBusax (1. = 1700 K) ckopocts pocrta
o6nuska Kk 10 mxMm/c. HaHOBOJIOKHA nuamMeTpoM 15—
40 am 1 gnuHOM 15—20 MKM He comepXaT BUIUMBIX
ne(eKTOB KPUCTAIINYECKON pellleTKH, 3a UCKIIoUe-
HUEM JIBOHHUKOBAHMUSI.

[IpouHocTe HaHOBOJOKOH SiC,, MNOBBIILIAETCH C
yMeHblieHueM auametpa [40—47]. Takum obGpazom,
HaHOBOJIOKHA 1MaMeTpoM 15—45 HM 1 BBICOKOI CTe-
MEHBIO COBEPIICHCTBA KPUCTAIINICCKON CTPYKTYPHI

MOT'YT 00JIaIaTh TPOYHOCTHIO Ha pa3psIB 1m0 60 I'Tla n
monyiaem FOnra mo 1500 I'Tla [48, 49].

JmamMeTp HaHOBOJIOKOH 3aBHCHUT, B IIEPBYIO OUe-
penb, OT pasMepa 3apoibilla — HaHoKJacTepa TaSi,
(puc. 5). Pocr SiC,, no mexanusmy I12KK HaunHaer-
¢4 ¢ agcopoumu ¢propuaos Ta, Si u C Ha MOBEPXHOCTH
HaHOKJIacTepa, YTO MPUBOIMUT K 00pa30BaHMIO KaTlelb
aBTeKTuKHU TaSi,—Si. Paza SiC MoXeT cocyuiecTBo-
Batb ¢ TaSi, Brjiots 1o 7= 1900 K [50]. [ToTeps da3zo-
BOI CTaOMJILHOCTH Ha ITOBEPXHOCTHU pa3iesia U pocTa
10 TIPUYMHE TIeperpena, MpeanoIoXUTeIbHO, 00yca-
BJIMBaeT BepxHUil npenen dopmupoBanus SiCy, .

Ipononxatomascs agcopouus Si u C mpuBOAUT K
MepeChIEHNIO KAl paciijlaBa U MHULIMUPYET KPH-
cramnu3anuio SiC, TeM caMBIM BO3Bpalllasi CUCTEMY
K paBHOBecH10. Takum 00pa3oM, Bo3HUKaeT audaoy-
3MOHHBIN MOTOK MEXIY MOBEPXHOCTHIO KAIIM U TO-
BEPXHOCTBIO POCTa HAaHOBOJIOKHA. Kamisg-karanmsa-
TOp UMeET cpepuueckyio ¢GopMy U3-3a NeHCTBUS CUIT
MOBEPXHOCTHOTO HaTsixkeHus (puc. 5, a). Poct HaHO-
BOJIOKOH ITPOMCXOIMT 3a CUET IIPUCOCIUHEHN S aTOMOB
Ha CTyIeHbKaX pocTa Ha IMOBEPXHOCTH pa3iesia XUuI-
KOoCcTb—KpucTanxi [51].

HampaBiaeHHBIIT POCT HAHOBOJIOKOH BO3MOXEH
TOJIBKO B TOM cCJIyyae, eclu aJcopOIrs MmapoB Mpo-
HMCXOOMUT Ha noBepxHocTu Kamau TaSi,—Si, a He Ha
nosepxHocTu SiC,,. DTa U30UPATENBbHOCTb peanusy-
eTcsl, Mo-BUAMMOMY, 3a cueT oOpa3zoBaHUs aMOpP(PHO-
ro cios yraepoja toamunHoi 0,5—1,0 um (puc. 5, a),
KOTODBI OJOKMPYeT ancopOUMIO TMPU ITOCTATOYHO
HU3KUX TeMTeparypax. HapyiieHue aToro Mmexanmusma
0JJOKMPOBKU MPH MOBBIIIEHHBIX TEMIIEpATypax MOXET
TaKXXe BJIMSTHh Ha BEPXHHU TeMIIepaTypHBII Ipemes
ob6pasoBaHug SiC,,. Brob6asok mieHka aMop¢HOro
ymiepona Ha nosepxHocTH SiC,,, MOBBILIAET aAre3uo
HAHOBOJIOKOH K MaTpHIIC Mpu criekaHuu [1, 52, 53].

KuHeTnka pocTa HAHOBOJIOKOH OTIpelNeIsIeTCs
aBJICHUEM, CKOPOCTBbIO MCTEUYEHUS, TeMmIiepaTypoit
M COCTABOM Ta30BBIX pearcHTOB. [IepBUYHOM OBUXKY-
et cuJioit mpouecca pocta mo mexaHusmy I2KK sB-
JIsieTCsl MepechlillieHue pacriaBa [54—57], a KuHeTUuKa
0CEBOro pocTa KOHTpojaupyercs Aucddy3nuoHHBIMU
MmpolieccaMyd Ha TTIOBEPXHOCTM paszfena Tap—XUuI-
KOCTb [58—60].

HeoOb1uHo O6bIcTpHBIN pocT SiC,, B BOJIHE TOPEHU ST
MPENNOJIOKUTENIBHO SIBJISIETCSI  PE3yJIbTaTOM  YCKO-
PEHHOTO TePMUYECKM aKTHUBMPOBAHHOIO KaTaJaWUTHU-
YeCKOro pa3JIOKEHUST Tra3000pa3HbIX IIPEKypPCOPOB B
MMPUCYTCTBUU TEMITEPAaTYPHBIX TpamgueHTOB. B 3TOM
cllyyae TIOHUXKAaeTcsl SHEepreTUYecKuii Oapbep IucC-
COIIMAaTUBHON aJICOPOIIMHY Tra30BBIX PeareHTOB Ha I0-
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Puc. 5. [I9M-nso6paxeHue BepxHeil yactu BonokHa SiC, , ¢ yactuueit TaSiy 1 COOTBETCTBYIOIIUE CIIEKTPHI
JIOKaJbHOM TudpakLiu 371eKTpoHOB (@), [IDM-1n3o0bpaxeHne Bpaliarolerocst BOKpyr ocu pocta SiCy,; (6)
(mponykThl ropeHusi cmecu 3.3, d = 15 mm); [IOM-u3ob6paxenue rpanuLbl pasneia TaSi,/SiC, (6)

BEPXHOCTM KallJId 3BTEKTUKU, U AUPPYy3usl ra3oB B
HaIlpaBJIeHUU TEMIIEPATYPHBIX IPagUEHTOB CO34acT
TOBBIIIIEHHYI0 KOHIIEHTPAIIUIO PEareHTOB PSIIOM C
BEPXYIIKaMM HaHOBOJIOKOH [61]. YckopeHue pasio-
JKEHU S Ta3000pa3HbIX peareHTOB Ha rpaHulle pas3zeia
ra3—XWIKOCTh IPUBOIUT K JIOKAJBHOMY ITOBBIIIIE-
HUIO XUMUYECKUX MOTEHIIUAJIOB U ycKopsieT nuddy-
3110 B KarIljie KaTajau3aTopa.

Kpucrannorpadpuieckoe HanpaBjieHe pocTa Ha-
HOBOJIOKOH, B ciy4yae pocTta o mexaHusmy [12KK B
M30TEPMUYECKUX YCJIOBMSIX, OIPEAeNseTCsS YIJIOM
cMayMBaHUS Ha TpexdasHoit rpaHue [62—64]. On-
HAaKO B MPUCYTCTBUU TeMIEPaTypHOro TrpaaueHTa
(bayKTyaluy XMMUYECKOro MOTeHIIMala Ha FpaHULIe
pasnenia IpUBOAST K POCTY HAHOBOJIOKHA TTePIICH T -
KYJISIPHO TeMIIEpaTypHOMY rpagueHTy [65]. XaoTnu-
HOCTh TEPMMYECKUX U KOMITO3UIIMOHHBIX ITIOTOKOB
PEaKIIMOHHBIX Ta30B BO (POHTE TOpPEHUS MOJIKHA
BBI3bIBATh CYILIECTBEHHbIC HATIPSKEHUS B PACTYIINX
SiC

HB*

HaHoBoJI0OKHa M3BECTHBI CBOECI CIIOCOOHOCTBIO K
paauajibHONM pelakcauuy HampsikeHuit. Huxe om-
peIeIeHHBIX KPUTUUECCKUX AUaMeTpa M IJIWHEI 3TOT
MeXaHM3M pejlaKcallui 3HaYMTEebHO IOBBIIIAET yPO-
BeHb HAIPSIXXKEHUI, KOTOpble KpUCTaLandecKass pe-
IeTKa MOXET pelakCupoBaTh 0e3 o0pa3oBaHUS Je-
dekroB [66—68]. TTo-BuagnMoOMy, McclIeqyeMble Ha-
HOBOJIOKHA SiC pelakCUpPYIOT HaIpsiKeHUs, BO3HU-
Kalolle 10 MPUIMHE HECOOTBETCTBUS KPUCTAJIU-
yeckux pewetok SiC u TaSi, (~6 %, cM. puc. 5, 6) u
3a CYeT TeMIIepAaTyPHBIX TpagUeHTOB, IIOCPEACTBOM
BpalllecHUsI BOKPYT OCH pOCTa, a He (pOpMUPOBAHUS
JIedeKTOB KpUCTAJJIMYECKOM pelieTku (puc. 5, 0).
BpanieHue M3MeHsIET MEXITIOCKOCTHBIE PACCTOSIHUS
B peuietke 3C—SiC, HO Boajau OT IpaHULbI pasjaenia
TaSi,/SiC kpucrajnuyeckas penieTka HaHOBOJOKOH
BOCCTaHABJIMBAeT CBOM HOpMaJibHbIe IapaMeTphl. bes-
JedekTHas nosepxHocTs paszpena SiC/TaSi, npenor-
BpalllacT oOpa3oBaHuUeE Y3JIOB PSIIOM C BEPXYIIIKOM Ha-
HOBOJIOKOH [68].

a0
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2.3. CTpyKTypa u cBOCTBa KOMNO3UTa
¢ 30 % C;, nony4yeHHOro rops4Mm npeccoBaHuem
NPOAYKTOB FrOPEHUs

Kenaemblii ynpouHstomuii adpdext SiC, , MoxeT
OBITH HE JHOCTUTHYT, €CJIM HAaHOBOJIOKHA He 00pa3y-
IOT IPOYHOM CBSI3M C KEPAMMUUYECKOU MaTpullell WU
TEPSIIOT CBOIO CTPYKTYPHYIO LIEJIOCTHOCTh M3-3a pe-
kpuctan3anun. [opsdee mmpeccoBaHUe TTPOOYKTOB
ropenus (cmech 3.3 + 30 00.% C,, d = 20 MM) 1ipu TeM-
neparype 1500 °C 1mo3BoJauJIO MOJYUYUTh KOMITJIEKCHO
YIPOYHEHHBIE TUCKPETHO apMupoBaHHble C,/SiC,,
KepamoMarpuuHble Kommno3utsl SiC—TaSi, ¢ oTHO-
CUTEIbHOM IJIOTHOCTBIO 97 = 1 % , TBepmocThio 19 +
* 0,4 I'lla, TpoYHOCTHIO Ha 3-TOYEYHHIM U3rud ¢ =
=420 = 70 MIIa n TpemimHocTOMKOCTBIO K| = 12,5 £
+ 1,2 MIla-m!/2. B 1a61. 6 mpuBeaeHO CpaBHEHUE
cBoiicTB moaydyeHHbIX KMK ¢ u3BecTHBIMM aHa-
JIOTAMU.

KomriekcHoe ymnpoyHeHUe IUCKPETHBIMM BO-
snokHamu C,—SiC,,, NpuBeIo K YBEJIUUYEHUIO TPeLIU-

HOCTOMKOCTHU B 2 pa3a (cM. Ta0J1. 6) 110 CpaBHEHUIO C
HeynpoyHeHHbIMU obpasuamu SiC—TaSi,, uccaeno-
BaHHBIMU B [40, 41]. [IpsiMoe cpaBHEHHE C IPYTUMHU
MarepuajaMy 3aTPyIHEHO B CHIJIY Pa3IMYUil B METO-
JIax IMOJYyYeHUs, MapKax ¥ KOHLEHTPALUIX UCIIO/Ib-
3yeMbIX BOJIOKOH, METOIMK U3MepeHUs U T.10. TeM He
MeHee B cpaBHeHUHU ¢ komnosutamu C,—SiC,, /SiC
MOJyYeHHBIMU TOPSTYMM IIPECCOBAHMEM MOPOLIKOBBIX
cMeceil [69], cMHTEe3MpPOBAaHHBIE TOPEHUEM KOMIIO-
3utbl C,—SiC,,, /SiC—TaSi, oxka3aauch CylLlecTBEH-
HO 0oJiee MPOYHBIMU U TPEUIMHOCTOMKUMU (Ha ~40
1 90 % coOTBeTCTBEHHO). B TO xXe BpeMsl IMCKPETHO
YIIPOYHEHHBIE KEepaMUKHW YCTYIAIOT 10 CBOUM Me-
XaHWUYEeCKUM CBOIMCTBaM (B OCOOEHHOCTM TPEIIUHO-
CTOMKOCTH) KEpaMUKaM C TKAHBIM KapKacoM U3 yIJje-
POIHOro BOJIOKHA (CM. Tab1. 6).

Ha noBepxHoCTH M3/10Ma OTIEIbHbBIC HAHOBOJIOKHA
SiC,, pa3nIuuuMBl B KEpaMUIECKOU MATPUIIe BOKPYT
YIJIEPOAHBIX BOJOKOH (puc. 6). HaHOBOJIOKHA TPOYHO
CBSI3aHbl C OKPYXAIOIUMHU KepaMUYECKUMU YaCTU-
IIaMH, B Pe3yJbTaTe Yero IIPOYHOCTh TPAaHUIIBI pa3e-

Puc. 6. COM-u3ob6paxeHue uznoma B oopasue SiC—TaSi,, ynpounenHom C, /in situ SiC,

(cmech 3.3,30 006.% C,, d =15 Mmm)

Tabnuua 6. CpaBHeHUe MeXaHM4eCKUX CBOMWCTB KEpaMU4YeCKNX KOMMNO3NTOB

Ty OtHocuTenbHast | IIpoyHOCTb TpeIJ_II/IHOCTO.I;'IIT?ZCTL Jlurep.
IUIOTHOCTh, % | Ha u3ru6, MIla K., MIla-m WCTOYHUK
30 06.% muckpetnsle C, + in situ SiC,,,/SiC—TaSi, 97 420+ 70 12,5+1,2 JanHas paboTa
SiC—TaSi, (6e3 BOJIOKOH) 97 — 6,6 £0,2 [40, 41]
Huckpetnele C,+CVD SiC,,,/SiC 94-99 220-300 4,8—6,5 [69]
80 06.% tkansie C,+CVD SiC,,/SiC 90 375+ 17 16,2+1,3 [13]
40 06.% Txansre SiC,/SiC 92 380 £ 113 9,5+ 1,5 [1]
40 06.% tkansbie SiC,+CVD SiC,,,/SiC 97 660 + 77 16,3+£3,3 [1]
lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional’nye Pokrytiya = 1= 2020 ?
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na C,—SiC,,, /SiC—TaSi, oka3zanacs Bblllle, YeM IIPOY-
HOCTb CaMOii KepaMU4ecKoii MaTpuilbl. B pe3ynbraTe
BBITSITMBAHUE YTJEPOAHbBIX BOJOKOH B 3HAUMUTEJIbHOMN
CTETNECHU MOJABIISIETCS.

BoiBOAbI

1. [IpennoxkeH HOBBIM CHOCOO TOJydeHUST Kepa-
MUYECKHNX KOMIIO3UTOB, KOMIIJIEKCHO apMUPOBAHHBIX
yIJ1eponaHbIMU BoJokKHaMU (Cp) U in sifu HAaHOBOJIOK-
Hamu kapouaa kpeMHus SiC,,. TaHTan npeanoxeH B
KauyeCcTBE BBICOKOTEMIICPATyPHOI'0 KaTaJln3aTopa IJIsT
pocta SiC,, Ha nosepxHocTtu C, u B Marpuue SiC—
TaSi, no MEXaHU3MY «ITap—XHUIKOCTb—KPHUCTAJLII».

2. BolpalieHHBIE B BOJIHE ropeHUst BojokHa SiC
auaMeTpoM 15—40 HM mocturaiu B AauHy 15—20 MKM,
WMeEJIU BBICOKYIO KPUCTATJINYHOCTD U 0e31e(EeKTHYIO
rpaHuny pasgena TaSi,/SiC,, (HecooTBeTCTBHE pe-
weToK ~6 %). HaHOBOJIOKHA PETaKCUPYIOT MEXaHMYE-
CKHe HaIIpSIXKeHMsI BO BpeMsl pocTa 3a CUeT BpallleHU I
BIIOJIb HAIIPaBJICHHS pPOCTa.

3. OnTumanbHas TeMIiepaTypa ropeHus JAJIst pocTa
SiC,, cocrapiuset 1700 K npu cootHomenuun C,F, : C =
= 2. HuxHuit nopor pocta SiC,,, onpenesnsiercsi CHU-
>KEHMEM BBIX0/Ia peaKIIMOHHO-CITOCOOHBIX (hTOPUIIOB,
Torjaa Kak 0oJiee BBICOKMI IMOpOr 0O0YyCIOBJIEH OTKAa30M
MeXaHu3Ma OJIOKMPOBKM aJCOPOLIMMA Ha TMOBEPXHOCTH
HaHOBOJIOKOH U AecTabuin3anueit Kkaniau TaSi, + Si.

4. l'opssuuM mpeccoBaHMEM IOJYYeHBI TUCKPETHO
apMupoBaHHble BojokHaMu C, /SiC,, KOMIO3UTH C
kepamuueckoir Marpunieil SiC—TaSi,, nmeowmue ot-
HOCHMTEJIbHYIO IJIOTHOCTh 98 %, TBepmocth 19 I'Tla,
nmpoyHocTh Ha n3rub 420 MIla, TpelIMHOCTOMKOCTH
12,5 MITa-m'/2. YeraHosieHo YBEJINYEHUE TPOYHOCTU
rpaHuubl paznena C,—SiC,,, /SiC—TaSi,, B pe3ynbra-
T€ KOTOPOTO BBITSITUBAHUE YTJCPOTHBIX BOJOKOH W3
MaTpUIIBl B 3HAYMTETbHON CTEITeHU TTONaBIISIeTCS.
Paboma evinonnena npu gunarcosoii nodoepicke
Poccuiickoeo Hayuroeo gponoa é pamkax npoexkma Ne 19-19-00117
«[Iposederue pyHoameHmarbHbiX HAYHHbIX UCCAE008AHULL

U NOUCKOBbIX HAYHHBIX UCCA008aHULL
0MOeAbHbIMU HAYYHIMU 2DYRNAMU».
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NccneposaHo BanaHue pobasok 6opuaa Hukens (NigB) Ha daso-cTpykTypoobpasosaHmne, GU3MKO-MexaHNHeckne CBONCTBa U
YCTONYMBOCTb K abpa3rMBHOMY M3HALUMBAHMIO MOPOLIKOBOro MaTepuasia Ha OCHOBE CUCTEMbI «Kene30—BblCOKOYrNepoaNCTbI
deppoxpoM (35 mac.%)». O6HapyxeHo, 4To gobasku NizB obecneunsaioT GopmMmpoBaHne MHOrodasHol MUKPOreTeporeHHon
CTPYKTYpbl Matepunana MaTpu4yHO-HaANOAHEHHOrO TMMNa, COCTOSALLEN U3 XPOMUCTOWN CTanu 1 TBEPAbIX BKIIOYEHUA CNOXHbIX Kap-
61pooB xpoma 1 xenesa (takux, kak MezC, Me;Cg, Me,3Cg) 1 60puaos (FeB, Fe,B), nosbiaowmnx MMKpOTBEPAOCTb TBEPAOI CO-
cTaBnsouien ot 8,34 no 11,65 Ma. Takxe BbISBIEHO, YTO YBEMYEHNE codepXaHus nervpyioulein nobasku ot 3,5 oo 8,7 mac.%
yfyylaeT yCTOMYMBOCTbL MaTepuana K abpas3MBHOMY naHawmBaHuio (0T 6,9 Ao 12,2 KM/MM) U CHUXaeT TBepPAOCTb (0T 75 Ao
68 HRA) n npoyHocTb Ha u3rub (ot 1560 no 844 Mla). MeToaomM onTnyYeckon NPodUIoOMeTpUM N3ydeHsl Tonorpaduryeckmne oco-
6EeHHOCTN MOPGHOSIOrMUN U3HOLLEHHBIX MOBEPXHOCTEN A1 OLLEHKM FyOUHbI 1 JIOKANIbHOrO Pa3BUTUS NpoLecca pa3pyLleHns no-
BEPXHOCTN 06pa3L0B C MCMNOJIb30BAHWEM CTaHAAPTU3NPOBAHHbIX NAPaMETPOB LLEPOXOBATOCTH, Bbl4MCIIEHHbIX U3 2D- 1 3D-npo-
dunen. YCTaHOBNEHO, YTO YyCpeaHEHHble NapaMeTpbl LLEPOXOBATOCTM NOBEPXHOCTU A/ MaTepuanos, NermpoBaHHbIX 60puaom
HUKenNs, CoCTaBnsioT, MkM: R, = 0,44+0,6, R, = 0,49+1,2, R, = 0,26+0,56, a ana 6asosoro matepuana: R, = 1,860, R, = 0,813, R, =
= 3,356 mMKM. MNokasaHo, 4TO NepcnekTMBHbIMM COCTaBaMu, codeTarowmmm Tpedyemble PrU3nNKo-mMexaHnieckmne CBoMCTBa U NOBbI-
LUEHHYIO CTOMKOCTb NPOTUB aBpas3nBHOIro N3HALLMBAHWS 3aKpenjieHHbIMM YacTULaMmn aiMa3Horo Kpyra, ABasioTcs MaTepualbl Ha
ocHoge cuctembl Fe—35%®X800, copepxatume 5,2-6,9 mac.% NizB.

KtoyeBble c/i0Ba: NOPOLUKOBbIE MaTepuasbl, KOMNO3UT, abpa3rBHOE N3HaLLMBaHME, UBHOCOCTOMKOCTb, Xenes3o, 6opug Hukens,
crnekaHue, TBepaoCTb, MUKPOTBEPAOCTb, TONOOTEXHMYECKME CBOMCTRA.
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Karaimchuk E.S., Maslyuk V.A., Mamonova A.A., Umerova S.A.
Phase-structure formation and features of the behavior of iron—high-carbon ferrochrome—nickel boride
powder materials under abrasive wear conditions

The study covers the effect of nickel boride (NizB) additives on phase-structure formation, physical and mechanical properties
and resistance of iron — high-carbon ferrochrome powder (35 wt.%) to abrasive wear. It was found that NizB additives provide
the formation of a multiphase, microheterogeneous structure of a matrix-filled material consisting of chromium steel and solid
inclusions of complex chromium-iron carbides such as Me3C, Me;C3; and Me,3Cq and borides FeB, Fe,B that significantly
increase the microhardness of solid phases from 8.34 to 11.65 GPa. It was also revealed that the increase in the content of a
doping additive from 3.5 to 8.7 wt.% increases base material resistance to abrasion wear from 6.9 to 12.2 km/mm and decreases
hardness from 75 to 68 HRA and bending strength from 1560 to 844 MPa. The method of optical profilometry was used to
study the topographical features of worn surface morphology to estimate the depth and local development of wear on sample
surfaces with standardized roughness parameters calculated based on 2D or 3D profiles. Average roughness parameters for
each composition were found to be R, = 0.44+0.6, R, = 0.49+1.2 um, and Rp = 0.26+0.56 um for materials doped with NizB,
and R, = 1.860 um, R, = 0.813 pym, R, = 3.356 pum for the base material. It was shown that the promising compositions that

lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional’nye Pokrytiya = 1= 2020 55



7:VI'UI7ﬂaBKM6', Kepamn4eckmne n KOMnosnynoHHbIe mMatepuarsibl

combine acceptable physical and mechanical properties and improved abrasive wear resistance are materials based on the

Fe-35%FeH800 system containing 5.2-6.9 wt.% of Ni3B.

Keywords: powder materials, composite, abrasive wear, wear resistance, iron, nickel boride, sintering, hardness, microhardness,

tribotechnical properties.
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BeeneHue

leTeporeHHbIe XeJ1e30-XpOMYTJIEPOAUCTHIE CILJIa-
BBl Ojaromapsl BBICOKO TBEpOOCTH, KOPPO3MOHHOM
CTOMKOCTH, M3HOCOCTONKOCTHU IIMPOKO UCITOIb3YIOT-
Ccs IJIsl W3TOTOBJICHUSI W3NEIUN W 00OpyIOBaHWMS,
SKCITyaTUPYEMBbIX B YCIOBUSIX OMHOBPEMEHHOTO BO3-
IEUCTBUSI CUJI TPEeHUsI, a0pa3sMBHOIO U 3PO3MOHHO-
r0 M3HOCA, arPECCUBHBIX XUMHWYECKUX CPEI U TOBEI-
meHHbIX TeMIiepaTyp [1]. OnHako OoHM Bce elle He B
ITOJTHOM Mepe YIOBJIECTBOPSIOT IIOCTOSTHHO PAaCTyIINM
TpeOOBaHUSIM COBPEMEHHOW TEXHUKHM B YaCTU IIpe-
Jiesa MMPOYHOCTU Ha U3rubd, TBEpPAOCTU, aOpa3uBHOM
CTOMKOCTH, N3HOCOCTONKOCTH IIPU TPEHUU, a TaKXKe
YPOBHS 9KCILTYaTallMOHHBIX CBOMCTB U3IENI U3 HUX
[2—4]. 3BecTHO, UTO, ypaBJisisl (ha30BbIM COCTABOM,
TeTepOreHHOCThIO M pa3MepaMH CTPYKTYPHBIX CO-
CTaBIISTIOIINX, JISTHPOBAHUEM W MOIMMDUIIMPOBAHU-
€M, MOXHO 3((eKTUBHO BIMATH Ha MEXaHUUYECKUE,
TpUOOTEXHUUECKNE N DU3UKO-XMMUIECKHE CBOMCTBA
KEIe30-XPOMYTIEPOANCTHIX MaTepuayoB. MameHss
CcOCTaB KapOuIHOI a3k, CTPYKTYpPY U CBOICTBa Me-
TaJJINYSCKOM MaTPHUIIBI, MOXHO IleJieHAIIpaBJICHHO
¢opMUpoBaTh HEOOXOAUMbIE CBOMCTBA CO31aBaeMOr0
MaTepuaja 3a cueT oO0pa3oBaHUS TOMOJHUTEIbHBIX
TBEpABIX WJIM MSTKHUX BKIIOUeHUN TBepable BKIIO-
YeHUsT 00eCIeYnBalOT MOBBIIIEHHYIO YCTOMYWBOCTH
MIPOTUB a0pa3MBHOrO U3HOCA, 4 MSATKUE — MOTYT CY-
IMIECTBEHHO YIYYIINTh aHTU(PPUKIIMOHHBIC XapaKTe-
PUCTUKM Marepuana. Takue TBepable BKIIIOYCHUS B
TOTOBOM BMJE TakKKe MOTYT ObITh BBEIEHBI B MCXOMI-
HYIO IIUXTY IIPU MOJTYICHUU N3HOCOCTOMKMX MaTePH-
aJIOB METOJIOM TTOPOILIKOBOW METAJTyPIUH.

Cucrema Fe—Cr—C comepXXUT TaKUe TUTIBI JBOM-
HBIX KapouaoB, kKak M,;Cq, M;C3; u M;C, (M = Fe, Cr),

KOTOPbIE HAXOASITCSI B pABHOBECU U KaK C ayCTEHUTOM,
TaK U ¢ heppuToMm, Toraa Kak kapouasl M;C, u M;C; —
TOJBKO C ayCTEHUTOM [5, 6]. DBTEKTHYECKHE CIIjIa-
Bbl YKa3aHHOW CHUCTEMBI SIBJSIIOTCS TUIIOBBIMU W3-
HOCOCTOMKMMHU MaTrepuaiamMu |[7—9]. HMx wu3Ho-
COCTOMKOCTh TECHO CBs3aHa C 0Opa3oBaHUEM U
KOJIMYECTBOM CJIOXKHBIX KapOUIOB Xejie3a U XpoMma,
O0COOEHHO € TPUTOHaJbHBIM Kapouigom tumna M-,C;
[10—13]. B paboTe [14] moka3aHO, YTO MaccoBas A0S
NepBUYHBIX Kapouaos M;C; Bo3pacTaeT ¢ yBeaunde-
HUeM conepxxaHusd C, 4TO MOBBILIAET U3HOCOCTOM-
KOCTh TaKMX CILJIaBOB. ABTOpPBI paboThI [15] oOHapy-
>KMJIY, YTO OPUEHTALl N NEPBUYHBIX Kapounos M;C;
OTHOCHUTEJbHO paboueil MOBEPXHOCTU MU3IEIUs TaK-
K€ MOXET BIMSATh Ha M3HOCOCTOMKOCTD 3BTEKTHYEC-
ckoro cmiaBa cucteMbl Fe—Cr—C. Iloka3zaHno [16—
19], uto nucnepcHble Kapobuasl M-,Cs, npu ycaoBuu
OBICTPOro OXJIAaXICHMS BO BpeMs KPUCTAIIN3aIINH,
MOTYT YBEJIMUYUTH TBEPAOCTh IBTEKTUUECKOTO CILJIa-
Ba cuctembl Fe—Cr—C.

B pa6orax [20, 21], BEIMOJTHEHHBIX HAMU paHee,
M0Ka3aHo, YTO B Ka4eCTBE MCXOMHON XpOMCOIepXKa-
IIENX TBEPOOU COCTABJISIOIIEN IMOPOILIKOBOTO M3HO-
COCTOMKOro MaTepuajla Ha OCHOBE Xeje3a BMECTO
Kapbuga xpoma YyCITeIlTHO MOXET OBITh MCITOJb30BaH
MOPOIIIOK BhICOKOYIIepoaucToro peppoxpoma ®X800
MIPOMBILIJIEHHOTO TNPOU3BONACTBAa. B pesynbrate ak-
TUBHOTO B3aMMOJACHCTBUS TPM CIIEKAHWU Xejie3a ¢
BBICOKOYTJIEPOAUCTHIM (heppOXpPOMOM B CTPYKTYpE
MaTepuaja IOIOJHHUTEIBHO OOpa3yIOTCS CIIOXHBIC
2KeJIe30XpOMOBbIe Kapouabl tuna M,;C; u npoucxo-
JIUT JIeTUPOBaHNE METAJINYECKON MaTPUIIBl XPOMOM.
Takxe B [22] OBIJIIO MOATBEPKAEHO IOJOXUTEIBHOE

ab
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BAUsIHUE N100aBOK O0pUIa HUKEJIST HA CHUXKEHUE TeM-
nepaTypsl ClieKaHUs U U3MeJbYeHUE CTPYKTYPHI IO0-
POIIIKOBOTO MaTepuajia Ha OCHOBE CHUCTEMBI «XKeJle-
30 — 35 mac.% ©X800».

Lenr paboThl — MCCIENOBATh BAMSHUE TO0OABOK
6opuna Hukenst (NisB) Ha ocobenHocTu (hopMupo-
BaHUs (a3zoBOro cocraBa, CTPYKTYpPhl, (PU3NKO-Me-
XaHUYECKUX CBOMCTB U YCTOMYMBOCTh IOPOILIKOBOTO
MaTtepuajiaa Ha ocHoBe cucteMbl Fe—35mac.%MX800
K abpa3dvBHOMY U3HAIIMBAHUIO 3aKpEMJEHHBIMU Ya-
CTUIIAMU.

Martepuansl U MeTOAMKA UCCEe[0BaHUS

DKCIepruMEHTH ITPOBOIMIN Ha 00pa3iiax, M3roToB-
JICHHBIX M3 cMecei mopolikoB kejesa T12KP 3.260.28
(FOCT 9849-86), BBICOKOYTJIEPOAUCTOro (heppoxpo-
Ma OX800 (F'OCT 4757-79) u 6opuna Hukenss NiyB
(TY 6-09-03-500-82) mpousBoacTBa JIOHELKOTO 3a-
BOIa XMMpPEaKTUBOB. [lopoIlloK BHICOKOYTIEPOIU-
cToro (eppoxpoMa Iojiydyanu u3 KyckoBoro MX800
MEXaHWUYECKUM M3MeJTbUeHEM B I1IEeKOBOI ITPOOUIIKE
¢ JaJbHENIINM MOMOJIOM B LIapoBoil MenbHUIE. ba-
30BbIM MaTepUaOM CIyXuia Kapouaocrtaub 65%Fe—
35%DX800. Bopua HUKENSA B CMECh BBOAUIU B BUJE
Ni;B B xonuyectse 3,5—8,7 %'. TlopomKoBbie cMecH
MaTepruajoB TOTOBHJIM MOKPBIM pPa3MOJIOM-CMeEIIIe-
HUEM B IIIapOBOI MEJIbHUIIE B Cpele CIUpPTa MO pe-
KUMaM, IpUBeIeHHBIM B padoTe [22]. O6pa3ubl dhop-
MOBAaJIM B 3aKpBITOM mpecc-dopMme MpU HaBICHUN
800 MIIa. CriekaHue OCYHIECTBISJIM B BaKyyMHOU
9JICKTPOIIEYM MO OINTHUMAJIbHBIM pEXHMaM, KOTO-
peie oOecrneunBaIy ITOJyYeHUE MaTepHalioB ¢ MakK-
CUMaJIbHOM TJIOTHOCThIO. MexaHW4YecKue CBOWCTBA
KOMIIO3UTOB OIpeAeisiii Ha obOpasuax 5x5x38 MM
10 CTAaHIAPTHBIM METONMKAaM, HCIOJb3yeMBIM IIpH
TECTUPOBAHUY ITOPOIIKOBBIX MaTepPHaJIOB U TBEPIBIX
cruiaBoB [23, 24]. 3HaueHue TBepaoctu (HRA) Ha 00-
pasmax maMepsiid 1o PokBemny (mkaia A) myTeM
BIaBJIMBaHUS aJIMa3HOTO KOHYCA C YIJIOM TIPU BEPIIU-
He 120° + 0,5°, ucnonb3ysg ob1IyIo Harpy3ky 558,4 H
(mo T'OCT 20017-74) rna TBepmomep mom. TK-2 (HIIIIT
«Tounpu6op», r. UBaHOBO).

MUKpOTBEPAOCTh CTPYKTYPHBIX COCTABISIIOIINX
omnpenensim Ha mipudope [ITMT-3 (JIOMO, r. CaHKT-
IleTepOypr) mpm KOMHATHOM TeMIIepaType M Harpy3Ke
10—25 1, NpOAOIKUTEIbHOCTh BBIAECPXKKU COCTaBIISI-
ma 30 ¢. YuacTok ISt MI3BMEpPEeHU TOJIKEeH ObLI OBITh

'3nech u nanee — mac.%.

BIBOE OoJibllle AUAaroHajaud oTredarkoB. M3mepeHus
noBtopsiau 10—30 pas.

HcnbpiTaHrg 06pa3oB Ha U3TUO MPOBOAUIIN HA Ma-
mwurHe PM 102M (BAO «3aBoja UCIIBITATEIbHBIX MPU-
00poB M 000PYIOBaHUST», T. ApMaBHp) C UCIIOIb30Ba-
HUEM CITeIINaIbHOTO YyCTPOUCTBA, Ha TIJINTE KOTOPOTO
YCTAHOBJICHBI ABE MPU3Mbl — Ha HUX KJaJaeTcs obpa-
3ell pazaMepoM 5x5x35 mm (cornacHo T'OCT 20019-74).
Harpy3ky Ha oOpasen MpuKJIagblBaJu MOCEpPEAUHE
IUIMHBL. PaccTosiHue MexXny mpu3MaMu COCTaBJISIIIO
30 mM. Ilepen ncrbiTanveM GUKCUPOBAIU TIONIEpEU-
HBII pa3pe3 Kaxa0ro oopasia.

IIpenen MpoYyHOCTH NPU NONEPEYHOM U3rUOE (O,5;)
BBIYMCJISLIN 110 hOpMyIIe

Oysr = 3/2PmaxL/(azb)a (1)

rae P.,x — Haubonbluag Harpyska, H; L — paccros-
HHE MEXIY OIIOpaM#, MM; d, b — COOTBETCTBEHHO BHI-
coTa 1 ImuMpuHa obpasiia, MM.

M3HOoCOCTOIKOCTE MaTepuaaoB Npu abpa3uBHOM
W3HAIIMBAHUK HCCJICIOBAIM IO CXeMe «Bajl (KOHTP-
TeJI0) — IJIOCKOCTb (00pa3selr)» IMyTeM CyXOro TpeHUs
10 IOBEPXHOCTHU ajiMa3Horo kpyra ACB 160/125 npu
komHaTHOi Temiepatype (+30 °C). YciaoBust MCHBI-
TaHWI: CKOPOCTh CKOJIbXeHUs — 1 M/C; Harpyska —
0,5 MIla; nyts TpeHust — 1 kM. Onipeaeasiivi UHTEH-
CHBHOCTH MaCCOBOTO U JTMHEHHOTO M3HAIIUBAHUA, a
TaKKe U3HOCOCTOMKOCTb — BEJIMUYMHY, OOPaTHYIO UH-
TEHCUBHOCTH JIMHEHHOTO U3HAIIIMBAHMSI.

Hzydyenne ocobeHHOCTE MOPMOJIOTUM W3HO-
IIEHHEIX TIOBEPXHOCTEN (KpaTephl, KAHaBKU, pacTpe-
CKMBaHMe, IIacTHYecKas OecdopMalius, yCTaloCTb,
pa3phIB CMEIICHUS U T.O.) TaKKe OYECHb BAXXHO, IO-
CKOJIBKY TTOMOTaeT OLIEHUBATh YCJIOBUSI, TPOTEKaHWE
U KOHTPOJIb MPOLIECCOB M3HaIIMBaHus. [IpuMeHeHMe
METO/Ia OIITUYeCKOU PO(GUIOMETPHH 1IeJIeCO00pa3HO
IUTST OLIEHKY TJIYOMHBI M JIOKAJIbHOTO Pa3BUTUSI TIPO-
lecca M3HAIIMBaHUS ITOBEPXHOCTH MaTepuajoB —
HCITOJIb30BaJICSI OECKOHTAKTHBIM MHTepGhepeHIINOH-
Hblii 3D-npodunorpad «Mukpon-anabda» (bupma
«MuxkpoHn-cuctemar», . Kues, Ykpanna). Usmepsanu
MaKCMMAaJlbHYIO BBICOTY MUKa MIPOpUIs (Rp), MaKcu-
MaJIbHYI0 DNIYOMHY BnajuH (R,), CcyMMy MaKcCUMaJlb-
HBIX BBICOT M MaKCUMaJbHBIX TIYOUH (R,), a TaKxke
cpenHee apupMeTUYECKOE OTKIIOHEHHE TPohus (R)).

MuUKpOCTPYKTYypy MaTepuayioB U3ydyaau Ha dJieK-
TpOHHOM MUKpockone POM-10611 (HIIIT «Tounpu-
60p», T. UBaHOBO). Pa30BHIIl COCTAB CIIEYCHHBIX 00-
pa3loB MaTepualioB ompeneiasin metonoM P®A Ha
nugpaktomerpe «Rigaku Ultima IV» (Tokio Boeki,
Anonus) u npudope APOH-3 (AO «M1I «bypeect-
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HUK», T. CaHkT-IleTepOypr) B OTGUIBTPOBAHHOM
CoK,-U31y4eHUH C UCMIOJIb30BAHUEM KOMITBIOTEPHBIX
IIpoTrpaMM U TromaroBoro ckanuposanus (0,1°) B ua-

TepBaJie yriaoB 20—130 rpan.

Pe3ynbrathl U UX 06CyXaeHune

Hccnenosanue BnusgHug nob6asok NizB Ha nior-
HoCTb (p), TBepaocTh (HRA) u nipeaen mpo4yHOCTU Ha
u3rub (6,,,) KOMIIO3UIIMOHHOIO MaTepyUala Ha OCHOBE
cucteMbl Fe—®X800 mokaszajo (tadia. 1), yTo yBeau-
YeHHUE COOEpXaHUS JIerupylollleil 1o6aBku oT 3,5 1o
8,7 % MPUBOAUT K MOBBIIIEHUIO TJIOTHOCTU, YMEHb-
LIEHUIO TBEPAOCTH U CYLIECTBEHHOMY CHUXEHUIO
rpeneia MpoYyHocTy Ha u3rub ot 1560 go 844 MIla.
DTO MOXHO OOBSICHUTH KaK M3MEHEHUEM COCTaBa
MaTpUYHOM M TBepmoi (a3, TaK U POCTOM pa3Mepa
3epHa MaTPUYHOro KomMIoHeHTa. [1pu aToM cpenHuit
pa3Mep MaTpu4YHOM ¢ha3bl B KOMIIO3UTAX, JETMPOBaH-
HbIX Ni3B, yBenuuuaercd oT 9 MKM 11 UICXOLHOTO
cocraBa 65%Fe—35%®PX800 no 12—20 MKM B cILIaBax

Tabnuua 1. Banaune po6asok Ni;B Ha nnotHocTb
1 GpU3UKO-MexaHu4Yeckue CBOMCTBA
o0Opa3uos cnnasoe Fe—35%®X800

¢ 3,5—8.,7 % 0opuaoB HUKEJSI, YTO MOATBEPXKIACTCS
pesyabratamu POM (puc. 1).

PentrenogasoBele  HCCICHOBAaHUSA  CICYCHHBIX
koMmno3utos coctaBa Fe—®dX800—Ni;B cBuaerenn-
CTBYIOT 00 00Opa3oBaHUM TeTEPOreHHONM MHorodas-
HOU CTPYKTYpPBI, HE3aBUCUMO OT comepxaHus Niz;B B
ncxomHoi muxre. OCHOBHBIMU (ha3aMM CIIeYeHHBIX
nmpeccoBoK sBagoTcsa cTpykrypa I'IK, npencrasis-
fo111ast co00i TBepAOPACTBOPHYIO ayCTEHUTHYIO Y-(ha-
3y, M IBOMHBIE XpPOMOXeJe3Hble KapOuIbl U OOpUIbI
xKenesa (tadn. 2). KoMmoHeHTHl peppoxpoMa aKTUB-
HO B3aMMOJCUCTBYIOT B Mpoliecce CIIeKaHUS C KeJle-
30M 1 OOPUAOM HUKEJISI C 0O0pa3oBaHMEM 1IEJIOTO psiaa
VIIPOUHSIOMIMX (a3s.

C yBennueHueM Gopuga HuKedst o 5,2 % B uc-
xonHo# muxTe cucteMbl Fe—®X800—Ni;B dazosbrit
COCTaB CIIEYEHHOT0 KOMIIO3UTa MOIOJHUJICS (Hapsay
¢ 6opumom xkene3za FeB) bopmmom Xeie3a ¢ TeTparo-
HabHOU peuterkoit Tuna Fe,B (cm. puc. 1). IIpu aTtom
Takxe (ukcupyiorcs dasbl cliokHoro cocrana. Oc-
HOBHBIMU (ha3aMU SIBJISTIOTCS ayCTEHUTHASI CTPYKTypa
v-Fe ¢ mapamMeTpoM KpHCTaaan4yecKou sTYEHKU, paB-
HbIM 0,3566 HM, a TaKXe YIJIEPOOMCTHIN (PeppoxpoM
(cMm. puc. 1).

OudpakumoHHass KapTHHA CIIEYEHHOTO KOMIIO-
3uta 56,3%Fe—35%®X800—8,7%Ni;B npencraBnena

Ni3B, mac.% p. r/cm’ HRA Oy MIla LIUPOKUM CIIEKTPOM YIIPOUYHSIOMIUX (a3 u HeOOJb-
0 738 75.0 1560 IO MHTEHCUBHOCTBIO JUHUI yIJIepoaucToro dep-
oxpoMa (puc. 2). Ilo pe3ynbraTaM peHTIreHO(ha30BOI0
3,5 7,42 75,0 1555 POXP (p ) pesy P ¢
HCCJICIOBAaHUS MOXHO CHIeJaTh BEIBOI 00 aKTHMBHOM
5,2 7,46 74,2 1283 B3aMMOJIENCTBHAY XKeJle3a M KOMITOHEHTOB (PeppoxXpo-
6.9 7 48 69.0 1105 ma ¢ NizB. OcHoBononaratouieil pasoii sBasiercs ay-
CTEHUTHAasl CTPyKTypHasi coctapisiomas y-Fe. Ila-
8,7 7,50 68,0 844 . .
paMeTp KpucTaJuindyeckoin siueiiku paBeH 0,3587 HM,
L%
] ° o y-Fe
100 v OX
] A Fe,B
801 M o FeB
. v ¢ Cr,Ni;B¢
604 x (Fe,Ni),,C,
404 ° A
i 0 ‘ °
v >E<| X kx X X
20- DAl Ofe v Vv 0 Ju v X fu; °
- mw *w Al wwwmw Aiienl i
O T T T T
60 80 90 100 110 120 26, rpan

Puc. 1. lucdpakTorpamMmma criedeHHoro kommnosura 59,8Fe—35MX800—5,2Ni;B
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Tabnuua 2. Pe3yanaTbI peHTreHo$pa3oBoro aHanM3a KOMNO3UTOB

CocTaB IUXTEI KapounocTanei, %

®daza

65Fe—35PX800
61,5Fe—35®X800—3,5Ni;B
59,8Fe—35®X800—5,2Ni3;B
58,1Fe—35@X800—6,9Ni;B
56,3Fe—350X800—8,7Ni;B

Cr,C;5, (Fe,Cr),C;, y-Fe
Fe,B, Cr,Ni3Bg, (Fe,Ni),3Cg, y-Fe, (Fe,Cr),C;
Fe,B, CrFeB, Cr,Ni;Bg, (Fe,Ni),;Cg, y-Fe, (Fe,Cr),Cs
FeB, Fe,B, (Fe,Ni),3Cq, (Fe,Cr),CB, y-Fe, (Fe,Cr),Cs

FeB, Fe,B, (Fe,Ni),3Cq, (Fe,Cr),CB, Cr;NiBg, y-Fe, (Fe,Cr),C;

L%
. ° e y-Fe
100 v OX
) O FeB
80+ m Cr;NiB;
7] * Cr,Ni,B,
60+ x (Fe,Ni),;C,
40+

v [ ]

204 x u |

x
.V m

L4 °

0

30 40 50 60 70

x . ﬁ X x|
A ol x \% o 1 L]
MM[~~‘MMJU'«W'J 'M'UJ L'Wwwwww#iVW V‘w“lmmk"wwhﬂk"' A e
80 90

100 110 120 26, rpan

Puc. 2. iludpakrorpamma cieueHHoro kommnosura 56,3Fe—35MX800—8,7Ni;B

YTO MPAKTUIECKH HE OTIMYAETCS OT TAOJMUHBIX 3HA-
YEHU .

ITpu mpoBeneHUM aHaIM3a PEHTTEHOT PAMMBI CIIe-
yeHHOro Kommosuta 65%Fe—35%®X800 oTmeauTh
pedaekchl HakIaabIBalOIIMXCS pa3 ¢ UCIIOJb30BaHU-
eM psiza peIeKCOB C COOTBETCTBYIOIIMMU yTJIAMH OT-
paxXeHW# He ynajioch. TeM He MeHee BIOJIHE 000CHO-
BAaHHO MOXHO CUYMTaTh, YTO OCHOBHBIMU TBEPABIMU
¢azaMu CrIcYeHHBIX ITOPOIIKOBBIX MaTePUAJIOB SIBJISI-
I0TCS BTOPUYHBIN 10X HBII Kapou tuna (Fe,Cr),C; u
kap6o6opun (Fe,Cr),B. AycteHuTtHas dasa popmupy-
eTCsI B pe3yJibTaTe B3aUMOACHCTBHUS XeJie3a ¢ KOMIIO-
HeHTamu dheppoxpoma ®X800. B yuacTHOCTH, yrepon,
BXOISIIIIMHI B cOCTaB (heppoxpoma, sIBIIETCS CTaOMJIM-
supytowum aneMeHtoM y-Fe. C no6asnennem Ni;B B
nopomkoByto muxty Fe—35%®X800, B 3aBUCHMO-
CTU OT €ro NPOLIEHTHOIO COAEpXaHHUs, B Ipollecce
CIIEKaHMS MaTepruajioB 00pa3yeTcsl TaKKe psii HOBBIX
OOpUAHBIX U KapOoOOpUAHBIX (a3 Xejae3a-XpoMma Uu
cinoxHble coenuHeHus ¢ Cr, Ni, B u C (cM. Tad. 2).

JlokanbHBI# MUKPOPEHTTE€HOCHEKTPAaJIbHbI aHa-
JIN3 MaTepuaJioB UCXOJHOTO COCTaBa M 3KCIEPUMEH-
TaJIbHBIX COCTaBOB Moka3zaJ (puc. 3, Tabj. 3), 4To ux
CTPYKTypa TreTeporeHHasi, MHorodasHass U1 COCTOUT

MPEMMYIIECTBEHHO W3 CBETJO-CEpOM, CEpoi, TeM-
HO-cepoii 1 uepHoil ¢a3. JlobaBku Oopuga HUKES
B KosimuecTBe 3,5 u 5,2 % NpUBOAST K MOSIBJIEHUIO B
CTPYKTYpe KOMITO3UTOB TEMHO-cepoil a3k, comep-
xaieit okoso 65 % Fe u 33—35 % Cr, KoTtopast Mo-
XKeT ObITh MeTacTaOuIbHOU. B CBSI3M ¢ OTCYTCTBUEM B
CTPYKType KoMIo3uToB ¢ 6,9 1 8,7 % Ni;B TeMHo-ce-
poii ¢a3bl, ee cocTaB HE ONpene/siIu.

CocTtaB MaTpuuHOI1 (CBETI0-Cepoli) a3sl BO BCeX
KapobungocTtansgx 61u3ok mo conepxanuto Fe u Cr. On-
HaKo cjieAyeT OTMETUTb, UTO YYaCTKMU cepbix ¢a3 B
KapOuAoCTaJIX ¢ NOBBIIIEHUEM coaepxaHusd NizB or
3,5 10 8,7 % cyleCTBEHHO OTIMYAIOTCS 10 COmepXKa-
HuUIO Xeje3a u xpoma. K coxaneHuro, UCIOJb30BaH-
Helt Hamu MeTon JIMPCA He mo3BoinaI onpenennuThb
dakTHUueckoe colaepxKaHue yriepona u 6opa B (aszax,
M TTO3TOMY UX COCTaB B Ta0J1. 3 MpuBeIeH 0e3 ux yyera,
BCJICICTBHE YETO YCTAHOBUTH TOUHBIN COCTaB Bcex a3
HE yIaJioCh.

Tem He MeHee, MCXONsI U3 TUATrPAMMbI COCTOSIHU S
Fe—Cr—C 1 MUKPOTBEPIOCTU YIACTKOB CEepOii (ha3bl
(cM. Taba. 3), MOXHO yTBEpXJAaTh, UTO YIJIEPOA Mpe-
MMYIIIECTBEHHO KOHIIEHTPUPYETCS MMEHHO B 3TOM
¢aze B BUJC BTOPUYHBIX XPOMOXEJIE3HBIX KapOUIOB

lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional’nye Pokrytiya = 1= 2020
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Tabnuua 3. Pe3aynbTaThl MUKPOPEHTreHOCNEKTPaNbHOIO aHann3a cocrasa ¢a3s
B kapbupocransax Fe—35%®X800—(3,5+8,7)%Ni;B

ConepxaHue 2JIEMEHTOB B (a3ax, %

CocraB kapbunocranu, % Cgemio-cepast Cepas TemHo-cepast
Fe | o | N Fe | o | N | Fe | o | Ni
65Fe—350X800 92,31 7,68 0 23,28 76,72 0 — — —
61,5Fe—350X800—3,5Ni;B 91,33 6,08 2,60 19,80 80,19 0 64,92 34,84 0,23
59,8Fe—35MX800—5,2Ni;B 92,25 6,48 1,27 23,35 76,63 0 65,70 32,86 1,24
58,1Fe—35MX800—6,9Ni;B 81,86 8,55 9,20 28,98 70,90 0 - - -
56,3Fe—35MX800—8,7Ni;B 87,70 7,11 5,16 24,25 75,43 0 — - —

tuna Me;C; u Me;C u xap6o6opuaos tuna Me;CB.
MuKpOTBEPAOCTh MATPUILIEI MATEPUAJIOB C J00aBKaMU
6opuja HUKeEJ HECKOJIBKO BBILIE, YEM MCXOTHOIO CO-

60

Puc. 3. D1eKTpOHHO-MUKPOCKOIMUYECKOE
u3o0paxkeHre MUKPOCTPYKTYpPhI 00pa3lioB

MatepuaiioB Fe—35%DX800 (a)

n Fe—®X800—Ni;B (6—09)
Conepxanue Ni3B, %: 3,5 (6), 5,2 (6),

6,9 (2), 8,7 (9)

cTaBa, YTO OOBSICHSETCS MPUCYTCTBUEM B Hell HUKe-
JIsI, KOTOPBbIi, 00pa3ysi TBEpIbIii pacTBOP C XKEJIE30M,
BJMSET HAa €T0 MUKPOTBepAocTh. M3 Tabi. 4 cienyer,

W3BecTus By308. [TopoLkoBas METANYprvs 1 yHKLMOHabHbIE NoKpbITUS = 1= 2020
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Tabnuua 4. MMKpoTBEpAOCTb METaNINYECKOM
1 TBepAoi cocTaensiowmx B Matepnanax 65Fe—350X800
¢ pasnuyHbim copepxannem NizB

MuxkpotBepnocts, ['Tla
CocraB Matepuaios, % Teepras
Marpuna COCTaBJISIONIAS
65Fe—350X800 2,8 6,9
61,5Fe—350X800—3,5Ni;B 2,46 8,32
59,8Fe—35®X800—5,2Ni;B 3,65 11,65
58,1Fe—35MX800—6,9Ni;B 3,85 9,76
56,3Fe—35MX800—8,7Ni;B 3,62 5,98

YTO MHKPOTBEPIOCTh YUYAaCTKOB Ccepoil ¢a3bl ¢ yBe-
nnueHueM kKosnmdectsa NisB Bospacraer, gocruras
Makcumyma npu 5,2 % NizB, yTo MoxeT ObITh 00y-
CIIOBJICHO 0Opa3oBaHMEeM KapOOOOpHIOB XKele3a THIIa
Me;CB 1 MeCB. 3amMeTHO 3aBbILIEHHBIM I10 COAEPXKA-
Huto Hukens (9,20 %) okazancs XUMHUYECKUI cOCTaB
cBeTI0-cepoit ¢a3sl B MaTepuade ¢ 6,9 % Ni;B — ato
MMO3BOJISIET CYUTATh, YTO HUKEb U3 €ro Oopuaa KOH-
LICHTPUPYETCS MPEUMMYIIIECTBEHHO B METaJIMYECKOM
cocraBnsomeil. [TonTBepXaeHNeM 3TOr0 MOXET CIIy-

XKUTh HEKOTOPOE YBEJIWUYEHUE ITapaMeTpa pelIeTKu
v-a3bl ncxomHoro cocrapa komrmosuta ot 0,3607 no
0,3608 HM B koMmio3uTe ¢ 6,9 % Ni;B. OnHo3HAUHBII
OTBET Ha 3TOT BOIPOC MOXET OBITH ITOJYYEH IOCIIe
MMPOBEIEHM I NOMIOJHUTEIbHBIX MccenoBaHmii. Heo6-
XOOMMO TaKXe OTMETUTh HEpaBHOMEPHOCTD pacIpe-
JIeJIeHU ST HUKEJISl B CBETJIO-CepOoii U TEMHO-cepoit da-
3ax Kapobugocraneit ¢ nobaskamu 3,5 u 5,2 % Gopuna
HUKES.

bruto uccnenosaHo BausgHue N00aBokK NizB Ha
YCTONUYMBOCTh IPOTHUB aOpa3MBHOIO M3HAIIMBAHUS
MatepuasioB Fe—35MX800 mpu obpaboTKe MX 3aKpe-
IUIEHHBIMU YacTHLAMHM aiMa3Horo kpyra ACB 160/125.
DKCNepUMEHTHI MoKa3anu (Tabi. 5), uTo yBeaInyeHne
comepXaHWs JICTUPYIOIIei J0OaBKY IIPUBOINUT K CHU-
>KEHUI0 MHTEHCUBHOCTU MaccoBoro (I,,) U TMHEHHOrO
(1,) usHoca marepuaina Fe—35PX80 u, cooTBeTCTBEH-
HO, K pocTy usHococtoiikoctu(l/l}) ot 5,1 no 7,25—
12,2 kM/MM.

JIOTIOTHUTEbHBIM TIOATBEPXKICHUEM 3TOMY SIB-
JITIOTCST  PE3YJIBTAThI ONTHUYECKOM ITpoduIIoMeTpun
MOBEPXHOCTE 00pas3lioB KapOupocTajeil Imociie uX
WUCITBITAHUI Ha abpa3uBHBIN u3HoC B 2D- u 3D-uso-
opaxeHusx (puc. 4).

Tabnuua 5. UHTEHCUBHOCTb M3HALLMBAHUS U M3HOCOCTOMKOCTb MaTepuanos Fe—35%®X800
¢ pa3nunyHbiM konuyecTsom NizB npu o6paboTke 3akpenneHHbIMM abpa3uBHBIMM YacTULLAMM aIMA3HOTO Kpyra

WHTeHCcUBHOCTD U3HOCA 0OpasLa
Cocran warepuasn, e | B || e | T
1, MT/xm 1, MM/KkM v PO
65Fe—35®X800 36,96 0,197 5,10 35
61,5 Fe—35®X800—3,5Ni;B 32,7 0,145 6,90 34
59,8Fe—35®X800—5,2Ni;B 20,8 0,138 7,25 32
58,1Fe—35MX800—6,9Ni;B 16,7 0,082 12,20 32
56,3Fe—35MX800—8,7 Ni;B 18,1 0,111 6,45 33
Tabnuua 6. MapameTpbl WEPOXOBATOCTU, MKM, MOBEPXHOCTEH NOPOLIKOBbIX MaTePUanos
Fe—35%®X800—(3,5+8,7)%Ni;B nocne abpasusHoro usHoca
CocraB matepuana, % R, R, R, R,
65Fe—350X800 1,86 0,813 3,356 —0,68
61,5Fe—350X800—3,5Ni3B 0,62 1,044 0,56 —3,62
59,8Fe—35®X800—5,2Ni;B 1,65 1,094 1,90 —0,827
58,1Fe—35MX800—6,9Ni;B 0,44 0,780 0,85 —0,64
56,3Fe—35MX800—8,7Ni;B 0,51 0,490 0,26 —1,90
lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional’nye Pokrytiya = 1= 2020 T
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a 7]
6 2
0 e
e 3
u K

Puc. 4. Vi3o06paxeHue Tonorpabuy MOBEpXHOCTEH N3HAITMBAHU S
2D-nipoduneii (a, 6, 0, #c, u) u 3D-npoduneii (6, e, e, 3, k)

o6pasnoB MatepranoB Fe—35%®X800 ¢ nernpylonmumu 106aBKaMu
a, 6 — 65Fe—35®X800; 6, 2 — 61,5Fe—350X800—3,5Ni;B;

0, e — 59,8Fe—35DX800—5,2%Ni3B; ac, 3 — 58,1 Fe—350X800—6,9Ni3B;

u, k — 56,3Fe—35MX800—8,7Ni;B

MakcumanbHasi U3HOCOCTOMKOCTD
(12,2 xM/MM) HaOIIOHaTACh AJIS1 MaTe-
puana 58,1Fe—35®X800—6,9Ni;B,
4yTo B 2,4 pa3a MpeBbIIIaeT U3HOCO-
CTOMKOCTh MaTepuaja 0e3 Jerupyro-
e no6aBku. PocT M3HOCOCTONKO-
CTU MOXET ObITh OOYCJOBJIEH YBEIU-
YeHHEM KOJIMYEeCTBAa U MMKPOTBEp-
JIIOCTU YYaCTKOB CJIIOXKHBIX KapOUIOB,
a TakXe IMPUCYTCTBUEM Kapbobopu-
OB Xeje3a-XxpoMa B MaTepuajax,
JICTHPOBAHHBIX OOpUIAMM HUKEIS
(cM. Taba. 4), KOTOpble apMUPYIOT
U 3alIMIIAI0T METAJIUYECKYI0 Ma-
Tpully OoT abpa3uBHOro uzHoca. Jlo-
0aBKM Oopuaa HUKEJNsT K MaTepuany
Fe—35®X800 Takxe NpHUBOAAT K
YMEHBIIICHUIO pa3MepoB 3¢peH TBEP-
IBIX BKJIOYEHHI, YTO CIIOCOOCTBYET
TOBBIIIIEHUIO aAre€3MOHHOM MPOYHO-
CTH yIepKNBaHUS TBEPIBIX 3¢PEH Ma-
Tpuleii. PesynabraTsel 3D-npodunio-
MeTpuu (puc. 4) OTYETIMBO MOKA3bI-
BalOT MPU3HAKMW aOpa3WMBHOTO M3Ha-
IMUBaHUS, TIPOSIBISIEMOr0 MUKpPOpe-
3aHUEM COCTAaBJISIOLIMX MaTEpUaJIOB
aJIMa3HBIMH 3¢pHaMM. XOPOIIO BHUI-
HbI CJebl TIacTU4YecKoi aedopma-
LIMM OOKOBBIX IMOBEPXHOCTEl 0OPO3-
IIOK, a TaK>Ke JIOKAJTbHBIC BEIPHIBAHU ST
TBEPABIX BKIIOUEHUIA, pa3Mep KOTO-
peix coctaBasieT 5—10 mxm. Ilapa-
METPHl IIEePOXOBATOCTU ITOBEPXHO-
cTeil — TakuMe, KaK MaKCUMaJIbHas
BbicoTa muka (R,), MakcuMalbHasl
r1yO6uHa JoIuHBL mpoduist (R,), Mak-
cuMalibHas BbicoTa mpoduid (R), a
TaKkXe cpenHee apupMeTUIYecKoe OT-
KJIOHeHUe npodus (R,), IpUBEICHBI
B Ta01. 6.

BbiBOAbI

1. UccnenoBaHue BAuSHUS n00a-
BOK GOPUIOB HUKES Ha (PU3UKO-Me-
XaHUYEeCKHEe CBOMCTBA KOMIIO3MTA
«XKeJIe30 —BbICOKOYTJIEPOAUCTHI
(beppoxpom» mokazajnao, 4YTO YBEIHU-
yeHue cogepxanuga NisB or 3,5 mo
8,7 Mac.% TNpPUBOIUT K MOBBIIICHUIO
IJIOTHOCTH, CHUKEHUIO TBEPAOCTU U

62 W3BecTus By308. [TopoLkoBas METANYprvs 1 yHKLMOHabHbIE NoKpbITUS = 1= 2020
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CYIIECTBEHHOMY YMEHBIICHUIO Tpeaeiaa MPOYHOCTH
Ha u3rub ot 1560 no 844 MI1a.

2. [Ipn n3y4eHN MUKPOCTPYKTYPHI U (Da30BOTO CO-
ctaBa marepua’nioB 65Fe—35®MX800—(3,5+8,7)%Ni;B
YCTAHOBJICHO, YTO A00aBKM OOpuaa HUKeEJsT obecrie-
YUBaOT (OpMHUpPOBaHWE MHOTO(Ma3HOW MUKPOTeTe-
POTEHHOM CTPYKTYPHl METaJJIOMaTPUYHOTO KOMIIO-
31Ta TUIAa KapOMIocTaau. YBEJIMYEHHE KOJIMUYeCcTBa
JIETUpPYIOIIell H00aBKM OOYCIOBIMBAEeT POCT 3epHA
MaTpUIHOM (ha3bl, YMEHBIIICHME pa3Mepa 3epeH TBep-
Joit coctaBasouieit (B Marepuae 58,1 Fe—35MX800—
6,9Ni;B) 1 moBBILIIEHIE MUKPOTBEPIOCTH TBEPIOH CO-
CTaBJISAIONIE KOMITO3UTA.

3. MeTonoMm onTuueckoi mpopuaIoMeTpun uccie-
IOBaHBI TOITOrpaduIecKre 0COOEHHOCTH MOPQOIIO-
TMY U3HOLIEHHBIX MOBEPXHOCTEM, JaHA OLIEHKa TIy-
OMHBI U JIOKAJbHOTO Pa3BUTHUS M3HOCA MOBEPXHOCTU
00pasIoB ¢ UCIOIb30BaHIEM CTaHIAPTU3UPOBAHHBIX
MmapaMeTpOB IIEPOXOBATOCTH, BBEIYMCICHHBIX U3 2D-
unu 3D-npoduneit. [lokazaHo, 4TO yBeIUYEHUE CO-
nepxxaHus ernpytomeit no6asku NisB ot 3,5 10 6,9 %
MPUBOIUT, 3a CYET 00pa30BaHUS CIOXHBIX KapOUIOB
1 Kap0oOOpHUIOB XKeJie3a, K MOBBIIIEHNIO YCTORUYMBO-
CTU KOMIIO3UTOB IIPOTUB a0pa3uBHOro M3Hoca ot 6,9
10 12,2 kM/MM.
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MccnepoBaHbl PU3NKO-XUMUYECKME XapakKTePUCTUKN, a TakKe MexaHM3Mbl ra30BOM YyBCTBMTENbHOCTU okcmnpaa Hukens (NiO) n
depputa Hukens (NiFe;04), NONYy4EHHBIX METOAOM NIEBUTALIMOHHO-CTPYAHOro cnHTesa. CBOMCTBA CMHTE3MPOBaHHbLIX Matepua-
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HOCTM C YBEIMYEHMNEM [JIMHbI BOJIHbI O CPaBHEHWUIO C COOTBETCTBYIOLMMUN 3HAYEHMAMI A9 YacTuL, Manoro pasmepa. B ceasu ¢
3TMM HamMu BbIIO caenaHo NPeanosioXeHNe 0 TOM, YTO OKCUAHbIE HAHOYACTULLI HAa OCcHOBE Ni ABNSIOTCHA NONYNPOBOAHNKOBLIMU,
C KOCBEHHbIM NEPEXOA0M K 3HEPIMM 3AMPELLEHHOW 30HbI, N 3TO PE3KO KOHTPACTMPYET C AaHHBIMW, NOIyYEHHBIMU PAHEE APYTMMU
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Kuznetsov M.V., Safonov A.V., Bobreshov D.A., Belousova O.V., Morozov Iu.G.
Nanoscale nickel containing powders for use in CO and NO, gas sensors

The study covers physicochemical characteristics and gas sensitivity mechanisms of nickel oxide (NiO) and nickel ferrite (NiFe,0,4)
obtained by levitation-jet synthesis. The properties of synthesized materials were studied using various spectroscopic methods. XPS
showed that the presence of Ni®*ionsin samples decreased significantly with anincrease in the specific surface area of the powders
and decrease in the average diameter of their particles. In this regard, it can be concluded that the number of uncompensated Ni2*
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vacancies in such samples also decreases, and concentration of 02~ vacancies, on the contrary, increases significantly. The Raman
spectra of nanoscale NiO lacked the magnon band, which is usually observed at v = 1500 cm™~', whereas the spectrum of nanoferrite
sample had a pronounced 2M band, which indicates an increase in spin correlation. According to the analysis of UV spectra of the
samples obtained, there is an increase in reflectivity values with an increase in wavelength for large nanoparticles compared to
the corresponding values for small particles. In this regard, we assumed that Ni-based oxide nanoparticles are semiconductors
with an indirect transition to band gap energy, and this is in sharp contrast to the data obtained earlier by other researchers. Gas
sensitivity of nanoscale powders was investigated in relation to carbon monoxide and nitrogen dioxide at operating temperatures of
350-500 °C. Evaluation of the obtained results allowed us to conclude that the operating characteristics of sensors proposed by us
are superior in anumber of parameters to the similar characteristics of sensors made of commercial powders, as well as of powders
obtained by other synthetic methods.

Keywords: levitation-jet synthesis, nanoparticles, nickel oxide, nickel ferrite, gas-sensing properties, gas sensors, carbon monoxi-
de, nitrogen dioxide.
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BeeneHue

B nocnenHue necaTuieTs ra3oBble 1aTYUKU, CO3-
JaHHBIC Ha 0a3¢ METaJIOOKCUIHBIX TTOJYITPOBOTHM-
koB (MOII) ¢ moMouIblo pa3JIuYHbBIX JabOPaTOPHBIX
WJIA IPOMBIIJIEHHBIX TEXHOJIOT U, ObLIU IIPEeIMETOM
WHTEHCUBHBIX UCCJICIOBAaHUM C IIEJIBIO X BO3MOXHO-
ro TIpUMEHEHUS IUIST KOHTPOJISI M YIIPaBJIEHUS TIPO-
M3BOICTBEHHBIMHU IIpOIIECCAMU, a TaKXKe IIPU OLIEHKE
KayecTBa okpyxaromeil cpeasl [1]. Kpome Toro, Tta-
KHWe MaTYUKU ObLIW WCIOJh30BAHBI BO MHOTHMX TeX-
HOJIOTUYECKMX Ipoleccax, B TOM YMCJIe UMEIOIIUX
KOMMepUecKoe ImpuiioxkeHue [2]. OmHaKo CyIecTByeT
OlpeNieJIeHHOE OrpaHUYEHUE, CBSI3aHHOE C UX HU3-
KOW CEJIEKTUBHOCTBIO K BO3AECUCTBUIO Ia30B, B ClIyyae
MMPUMEHEHUSI TaTYNKOB B BUIE OOBEMHBIX KOHCTPYK-
i [3]. [ToBBIIEHU IO UX CEIEKTUBHOCTH CIYKAaT pa3-
JIMYHBIE METOMbI, BKJIIOUAS MPELIU3MOHHBIM KOHTPOJIb
TeMIepaTyphl M UCIIOJIb30BAHUE OMNpPEACICHHBIX I10-
BEPXHOCTHBIX A00aBoK [4]. OnHUM U3 Haubosee 3¢dh-
(eKTUBHBIX CITOCOOOB B 3TOM HaIlpaBJIEHUU SIBJISCTCS
MIpUMEHEHNE B Ka4yecTBE pabOUMX MaTepraIoB HaHO-
MOpPOIIKOB [5].

Oxcup Hukenst (NiO), a Takxke deppUThl (Takue,
kak NiFe,O,) oTHocUTENbHO HEZABHO Hayalau MHC-

MOJIb30BaThCsl B KaueCTBE MaTepuasoB IS Ta304yB-
CTBUTEJIBHBIX JHATYMKOB C IEJIBI0 OOHAPY:KEHHUS II0-
TEHIIMAJTbHO OMACHBIX Ta30B Pa3IMYHBIX TUTIOB [6—§].
B mocnenHee Bpems Ipu MPOBEIEHUM HUCCIeIOBaHUMN
HaHOPa3MEPHBIX MATHUTHBIX CTPYKTYP OOJIBIIIOEC BHH-
MaHWe yIeIseTCs UMEHHO KOHTPOJIUPYEMOMY CUHTE3Y
HaHOpa3MepHbIX (EeppUTOB, TaK KaK paclpeneacHue
KaTHMOHOB M IIOJyYeHHBIE B pe3yJbTaTe MarHUTHBIC
CBOICTBA TIOPOIIKOB CYIIIECTBEHHO pa3inyaloTcs I10
CPaBHEHUIO C UX MAaCCUBHBIMU aHajoramu [3, 9].

s cmHTEe3a HaHOPa3MEPHBIX ITOPOLIKOB IIIIIH-
HenbHOro ¢eppura Hukend (NiFe,O4) Obuin paspa-
0oTaHBI clieayllInue METOOAUMKU: coocaxaeHue [10],
30J1b-TeTb MeTon [11], ymapHO-BOJHOBOI cuHTE3 [12],
MexaHu4yeckoe jJerupobaHue [13] u ap. OnHako A0 Ha-
CTOSIILIEr0 BpeMEHU He ObLJIM pa3padoTaHbl ajlbTepHa-
THUBHBIE U OTHOCHTEJBHO IIPOCTHIE METOIBI CHHTE3a
HaHokpucrajnieckoro NiFe,O,4, KoTOpBIi B HacTOSA-
11ee BpeMs MoJy4yaroT B pe3ybTaTe JOCTaTOYHO CI0X-
HBIX MHOTOCTAIMWHBIX CHMHTETHUYECKUX IIOIXOMIOB.
B aToM psiay mMeTond JeBUTAIIMOHHO-CTPYHHOTO CHH-
te3a (JICC) obinagaeT pealbHBIMU MTPEUMYILIECTBAMU,
TaK KaK OH ITO3BOJISIET 00ECIeYUTh OTHOBPEMEHHBIM
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KOHTPOJb pasMmepa, GOpMBI M CTCIIEHW OKWCIICHUS
CUHTE3UPYEeMbIX HaHOYACTHUII [14].

Llexs HacTosmmIel paOOTBHI — CHHTE3 HAHOIIO-
powkoB Ni/NiO u NiFe,O,4 metonom JICC; nsyuenue
Mopdoaoruu, ¢a3zoBoro cocraBa M ONTUKO-CIIEKTPO-
CKONMYECKUX XapaKTEPUCTUK MOJYYECHHBIX HaHOYA-
CTUII; U3TOTOBJICHNE Ta30BbIX JATYMKOB Ha X OCHOBE
M UCCJIEIOBAHME UX Fa304YBCTBUTEILHOCTU B IIPUCYT-
CTBHU CJICTOBBIX KOHIICHTpaIlMii MOHOKCHIA yTIepoaa
M TMOKCHA a30Ta.

JKkcnepuMeHTanbHas 4acTb

Marepuansi, 06opyaoBaHue
M METOAUKMN UCCNeoBaHui

CuHTE3 HaHomaTepmanos

HanogacTHIibl HUKEIbCOAEPXKAIIMNUX OKCUIOB OBI-
JIU CHHTE3UPOBAaHBI C MOMOIIbIO MOAUMDUIITMPOBAHHO-
ro JIeBUTAlIMOHHO-CTpyliHOro MeTona I'eHa—Muiie-
pa [15—18]. B aToMm MeToAe Kamas MeTajla (CILiaBa)
MOJABEIINBAETCS BHYTPU KBaplieBOWl TpyOKU oOIpe-
JIEJIEHHOTO pa3Mepa U HarpeBaeTcs IO TeMIlepaTyphl
MJIaBJICHUS ¥ HadaJjia 1apoo0pa30BaHUS IIOCPEICTBOM
9JIEKTPOMAaTrHUTHOTO M0Jisl, CO3JaBa€MOro C MOMOIIIbIO
BBICOKOYACTOTHOTO  TeHeparopa. JleBuTupylomas
KaIuIsa OOayBaeTCs PETyAMPYEMBIM ITOTOKOM HHEPT-
Horo ra3za He/Ar mpu HopMmaJlbHOM aaBieHUM. s
¢dopMUpOBaHUS U UCITAPEHUS JIEBUTUPYIOLIEH KaIlau
HCITOB3YIOTCS IIPOBOJIOKHU M3 YUCTHIX METAJIJIOB, 00¢-
CcrevyuBalolMe HENMpPepbIBHYIO MOAMUTKY METaJJIOM
BBICOKOTEMIIEPAaTyPHOU 30HBI peakuuu. sl cuHTe-
3a HAHOYACTHUII OKCUIOB B OCHOBHOI T'a30BBI MOTOK
BBOAMJIOCH HEOOXOAUMOE KOJIUYECTBO Ira3000pa3HOro
KHUCJIopona/Bo3ayxa.

MeToabl uccnefoBaHNA CUHTE3MPOBAHHBLIX MAaTepManos

Kpucrananyeckylo CTpyKTypy U ¢a30Bbiii COCTaB
COOTBETCTBYIOIINX HAHOIIOPOIIIKOB U3y9YaJI METOIOM
PEHTTEHOBCKOM TMMpaKINMK ¢ ITOMOIIbIO TU(MPaKTO-
MeTpa JIPOH-3M (CuK,- unu FeK,-usnydenue) npo-
n3BonctBa HIIIT «BypeBectHuk» (r. Cankrt-Iletep-
oypr). PearreHodasoBriit ananmu3 (PPA) mpoBomgmin
¢ ucnonab3oBaHueM nporpamm «Crystallographica
SearchMatch» u «PowderCell» u 6a3bl nanHbIX PDF2.
Mopdosioruio TOPOIIKOB HMCCAEN0BaId MeTona-
MU NPOCBEYMBAIOIIECH 3JIEKTPOHHON MUKPOCKONUU
(IT9M) ¢ nomomrbio Mukpockorna JEM-1200 EX 1T
(Jeol, AAnoHud) M CKaHUPYIOIIEH SJIEKTPOHHOW MMU-
kpockonuu (COM) — mukpockon LEO 1450 (Carl
Zeiss, 'epmaHus). DIeKTPOHHBIE MUKPOGhOTOTrpadun

ObIIM TpOaHaJIU3UPOBAHBI MOCPEACTBOM IIPOrpam-
MBI 00pabOTKM M300pakeHUI «AxioVision» ¢ LEIbIO
ONpe/iesIeHNsT CPEMHEro pa3Mepa YacTUll. YIETbHYIO
MOBEPXHOCTh HAHOYACTUI U3y4Yaaud 4-TOUEUHBIM Me-
tonoM BOT nHa mpubope COPBM-M (3AO0 «<META»,
r. HoBocubupck). PeHTreHoBCcKUE (POTOIEKTPOHHBIE
(PDD) ciekTpsl OBLIM MOJTYYEHBI C UCTIOIb30BAHUEM
PEHTTEHOBCKOTO (hOTOREKTPOHHOTO CIEKTPOMETpa
«Thermo Scientific X-ray Photoelectron Spectrometer»
(CLLIA) c MOHOXpOMHBIM UcTOYHUKOM AlK,, (1486,6 oB).
VY®-criekTpel B BUAMMOM JMana3oHe (pUKCHUpOBa-
M Ha crekTpokojopuMmerpe «Lambda 950» (Perkin
Elmer Inc., CIIIA) co BCTpOEHHBIM ChepuuecKuM
netekTopoM. CrekTpbl KOMOMHAIIMOHHOTO pacces-
HUSI PETrUCTPUPOBANIM TPU KOMHATHOU TeMIepary-
pe ¢ nomoliblo nmpubdopa «InVia Raman» koMmaHuu
«Renishaws.

M3roToBneHne ra3oBbiX AaT4MKOB

[lonydyeHHbIe HAHOMOPOIIKU CMEIIMBAIMU CO CIie-
IIAAJBHBIM COCTABOM IJISI IIPUTOTOBJICHHS CYCIICH-
3UM B COOTBETCTBUU C OTPabOTAHHOU paHee MEeTO-
nukoit [19]. DT cycneH3UM HaHOCUJIM HEHoCpena-
CTBEHHO Ha 30JI0TBIE 3JICKTPOIBI, PACIIOJOXCHHBIC
Ha MOBEPXHOCTSIX aJIyHIOBBIX IMJIaCTUHOK pPa3zMepoM
3x3 MM MeTogOM TpadapeTHOI IedyaTu. 3aTeM HUX
npokaauBanu B reuu ripu ¢ = 600 °C B TeueHue 1 g
[20, 21]. DKcriepuMeHTHI MO OMpeAeSeHUI0 ra30BoOi
YYBCTBUTEJIBHOCTU MPOBOAUJIHN Ha YCTAHOBKE, OMU-
caHHo#t paHee [20], Tpu MOCTOTHHOM paboueil TeM-
neparype B auanasone ¢t = 300500 °C. beuiu uccne-
JOBaHbBI OTKJUKHM pa3paboTaHHBIX HAMU TaTYMKOB K
BO3MIEICTBUIO psia ra3oB, a UMEHHO — MOHOOKCHIA
yIyiepojia ¥ TMOKCHUIa a30Ta B 9KOJOTUYECKY 3HAUM -
MBIX KOoHLeHTpauusax [1]. KoHKpeTHbIe XxapaKTepu-
CTUKHM MaTepHaJIOB Ta30BBIX HaTYMKOB, CO3MaHHBIX
Ha OCHOBE CUHTE3UPOBAHHBIX HAHOIIOPOILIKOB, TTPH-
BeIeHBI B Ta0I. 1.

Peaynbrartbl u ux 06cyxaeHue
Pesynbratbl POA

Ha puc. 1 mpeacTaBieHB peHTTeHOBCKIE TU(ppaK-
LIMOHHBIE KapTUHBI 00pas3ioB N1—N6. Ing obpasiia
N1 B KauecTBe OCHOBHOI (ha3bl ObIJIa onpeneeHa ¢ga-
3a Kyouueckoro Hukens (kaprouka JCPDS 04-0850) c
napameTpoM a = 0,3524 um. IuppakumoHHbIe KapTU-
HBI 06pa3moB N2—N5 noarBep:KIaioT IPUCYTCTBUE B
MIaHHBIX 00pa3liax B KaueCTBE OCHOBHOM (ha3bl YUCTO-
ro pombosnpuyeckoro NiO (kapta JCPDS 44-1159) ¢
nmapaMeTpaMHy 3JIeMeEHTapHOM sueiikn a = 0,2955 HMm n
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Tabnuua 1. YcnoBus cuHTe3a u HeKoTopbie GU3UKO-XMMUYECKUE XapaKTepUCTUKN
HUKEeJIbCOAEepXalLMX HAaHOYaCTUL, Nony4YeHHbix MmeTogom JICC

O6paselr YciaoBus cuHTE3a d, HM NiO, 06.% E,, 9B S M2/T
N1 500 /9 He; 1 /g Ni 23 17 2,22 29,8
N2 1000 11/4 He; 200 1/4 O,; 1 r/u Ni 8 100 2,72 103,0
N3 1000 s1/4 He; 100 51/4 Oy; 0,4 r/u Ni 7 100 3,28 117,0
N4 NiO (TY 6-09-5095-83) 230 100 3,18 3,77
N5 NiO (Aldrich 6-67) 37 MKM 100 1,50 23,6
N6 500 /9 He; 9 /4 Bo3myxa; 2 r/a Ni; 3,5 r/u Fe 31 0 - 36,3
l ®opma yactui y N6 Obliia IpeMMyIIeCTBEHHO reKca-
I TOHAJNbHOM. 3HAYCHU S TIJIOIAIN YICIEHOU ITOBEPX-
5 L HOCTH (Sy;) IUTsI MCCIIENOBAHHBIX MOPOLIKOB yKa3aHbl
g J\‘ . A N6 B Tabx. 1.
£ wimtoni Satprraset™ o PesynbTathl MICCeA0BaHMiA MOPOLUKOB
§ . ¢ nomolybto PPI-cnekTpockonum
;;; " “J\W“W Pa3zHooOpa3Hble MpakTUYECKU 3HAYMMble (U3U-
§ .’/‘\‘ YyecKue CBOMCTBA HAHOYACTHUIL Ha ocHOBe Ni 00yC10B-
é \ RN JICHbl JOMMHUPYIOIIUM BKJaIOM B MX HIe(heKTHYIO
N\ A N5 CTPYKTYpy BaKaHCUII KaTUOHOB (N12+) U aHWUOHOB
N4 (02_), KOTODBIE SIBJISIIOTCSI OCHOBHBIMUY UCTOYHUKAMU
40 50 60 70 80 nedexktoB B NiO [23]. Hannuue kaxaoii 13 BaKaHCHUIA

26, rpan
Puc. 1. PeHTreHOBCKME CIIEKTPHI
00pa310B HAHOIIOPOIIKOB, IOJYyYeHHBIX B pexkume JICC

Homepa 06pa3iioB cOOTBETCTBYIOT HOMEHKIIATYpeE,
MpeacTaBIeHHOM B TaoI. 1

¢ = 0,7228 um. Ipyrue mpumecHsble ¢a3bl B 00pa3iax
oOHapyxeHbl He Oblnu. ITopomkoBas aUdpaKMOH-
Has KapThHa obpasiia N6 COOTBETCTBOBaIa CTPYKTY-
pe HaHodepputa Hukenst NiFe,0, (JCPDS 44-1485)
co cTpyKTypoit mnuHeau ¢ a = 0,8339 um [22].

PesynbTaThbl 3/1eKTPOHHO-MMKPOCKONUYECKUX
uccneaoBaHuiA M n3yYeHUs nokasarenen
yAeNbHOW NOBEPXHOCTHU NOPOLLIKOB

MukpodoTorpadpuy HaHOYACTUL HUKEIHCOIALP-
KaIIMX TTOPOIIKOB, TIOJIYyYeHHBIE C MCTIOJIb30BaHUEM
MPOCBEUYMBAIOIIETO Y CKAHUPYIOLIET0 3JEKTPOHHBIX
MUKPOCKOITIOB (puc. 2), MOATBEPAMIN HAINUNEe KyOu-
yeckoil MOp(doJIorun Co CpenHUM pa3MepoM YacTUII
d < 100 1M Bo Bcex ob6pasiax Ni/NiO. MckitoyeHu-
eM ObLI KoMMepuecKuii Marepras N6, yacTUILBI 110-
poOIlIKa KOTOPOTO UMEIU OBajibHYIO popmy u d > 10
MKM. Mopdonorust obpasua NiFe,O, (N6) (puc. 2,
€) 3HAYMTEIbHO OTIMYaeTCsS OT TakoBoil y NI—NS.

Ni%" B UX CTPYKType IPUBOAUT K MPEBPALICHHIO IBYX
cocenumx noros Ni2™ B monst Ni*t mist oGecrieueH st
HEHTpaJIbHOCTHU 3apsija, TeM CaMbIM BbI3bIBasi MCKa-
XeHue pelieTku. Hanuuume MoHOB Ni** B oOpa3sinax
OBLJIO TIOATBEPXIEHO ¢ MoMolnibio PODC, pesynbra-
Thl KOTOPOI MpuBeAecHBI Ha puc. 3. JIBa sipko BbIpa-
XeHHbIX TTKa npu U = 854,0 u 872,7 3B B criekTpe
Ni 2p coorserctByioT ay6sety Ni2p3,, u Ni2p; ),
(cM. puc. 3, a).

B pesynbrare mmpoTeKaHMs B 00pa3iiax IMpoIecCcoB
IepeMelINBaHUs, B UX CIIEKTPaxX TaKkKe MPUCYTCTBY-
tot muku npu U = 879,4 u 861,0 3B [24]. B cnekTpax
O 1s (puc. 3, 6) o6pasua N2 muku npu U = 529,5 u
532,0 3B cOOTBETCTBYIOT HAJMUUIO B €r0 CTPYKTYpe
nonoB O~ ceszanubix ¢ NiZ™ u Ni** coorsercrsen-
Ho. s ob6pasua N3 coOOTBETCTBYIOUINE ITUKU OBLITU
3apeructpupoBaHbl npu U= 529,7 u 533,5 3B cooTBeT-
ctBeHHo. [locie cpaBHeHUsT UHTEHCHMBHOCTEH COOT-
BETCTBYIOIIMX MTUKOB B 3THX ABYX 00pa3iiax CTaio sc-
HO, uTo rpucyTcTBue Ni'™ B 06pasie N3 3HA4NTETbHO
yMeHbIIMIoch [23]. TakuMm o6pa3oM, MOXHO cleiaTh
BBIBOJ O TOM, 4TO B oOpa3siie N3, 1mo cpaBHeHUIO ¢ N2,
HECKOMIIEHCHPOBAaHHBIX BakaHcuii Ni2' MeHbime, a
KOHLIEHTpaLusi BaKaHcHit O~ CylecTBEHHO GOblLe,
Kak 1 B ob6pa3sue dheppurta (N6).
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Puc. 2. Muxkpodororpaduru od6pa3iioB HAHOMTOPOIIKOB,

ITIOJIYYCHHBIC C TIOMOIIBIO HpOCBe‘II/IBaIOH.[Cﬁ n CKaHI/IpyIOH.[eﬁ BHCKTpOHHOﬁ MUKPOCKOIINUN

a—NI1,6—-N2,6—N3,2—N4,0—N5,e— N6
Howmepa o6pasiioB 1 mapaMeTpbl CUHTE3a TTPUBEACHBI B Ta0I. |

Puc. 3. POB-cnexkTpsl Ni 2p (@) u O 1s () uccnemoBaHHbIX Ni-comepxXallnX HAHOMOPOILIKOB

Pe3ynbratbl uccnenosaHuii NOPOLLKOB
C NOMOLLbIO CNEKTPOCKONMUK
KOMOMHALMOHHOIO paccesHus

CrnekTpocKkonuss KOMOWHAIIMOHHOTO pacces-
Hus (KPC) oyeHb 4yBCTBUTEJbHA K COCTOSIHUIO
MHUKPOCTPYKTYpPHl HAHOKPUCTAJIUYECCKUX Ma-

tepuanoB. KP-crmektp umcroro NiO, monyyeH-
HBI NIpU KOMHATHOW TeMIieparype, COCTOUT U3
HECKOJIbKUX MOJIOC: MSTU KoJebaTeabHbIX IMOJOC
onHopononuoir (1P) Momer TO (mmpm ~400+440
eM™Y) u LO (mpu ~560 cm™'), nByxdoHoHHo# (2P)
moxbl 2TO (mpu ~740 cm~!), TO + LO (pu ~925
CM_]) n 2LO (npu ~1100 CM_l) 1 IBYXMAarHOHHOM
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Puc. 4. CriekTpbl KOMOMHAIIMOHHOTO pacCesTHUS

MTOPOIIIKOB HAHOPa3MEePHBIX MaTEePUAJIOB,
nonydeHHBIX MeTogoM JICC

(2M) momocer mpu ~1500 cm~! [25]. BOJBIUIMHCTBO
CIIEKTPOB MoJiyuyeHHbIX o0pa3uoB NiO (puc. 4) ne-
MOHCTPUPYIOT HaJMYMe MOJOC KOMOMHAILIMOHHOTO
paccedHUsI, pacnojoxeHHBIX npu 380, 520, 710,
880 u 1080 cM~' cooTBeTCTBEHHO. DTH CABUTH B
CIIEKTpaX COOTBETCTBYIOT CTPYKTYpPe HaHOpa3Mep-
Horo NiO [26]. Bel1o oTMedeHO, YTO MHTEHCUBHO-
ctu aByx KP-moxoc (520 u 1080 cm™') yBenuuu-
BalOTCs C POCTOM CpeJIHEero pasMepa HaHOYaCTHII.
B cnmexTpe KOMOMHAIIMOHHOTO pacCesIHUS HAIIUX
00pa310B OTCYTCTBOBaJla MarHOHHA ToJioca, KO-
Topasi 00bIYHO Habiomaercs npu 1500 cm~'. On-

R, %

500 600 700 800

A, HM

200 300 400

Puc. 5. YO-cniektpsl 1uddy3HOTO OTpaXkeHU ST B BUTUMOI

HaKo uccJieoBaHME CIIeKTpa hheppuTOBOTO 0Opasa
(N6) mpoIeMOHCTPUPOBAJIO HAJIUUYME IPKO BbIpa-
XKeHHON 2M-MOJIOCHl, TOTIa KaK OPYTHE ITOJOCH
OBIIM McHee BhIpaXXCHHBIMMU.

Pe3ynbratbl nccnesoBaHuii NOPOLLKOB
¢ nomMoLybio YP-cnektpockonum
B BUAUMOM ANanasoHe

YO®-criekTpel AudOY3HOro OTpakeHUS I HEKO-
TOPBIX 00Pa310B MPeACTaBACHBI HAa pUC. 5, . AHaIU3
puc. 5, a TokasaJj, 4YTO IJIsI KPYIHBIX HAHOYACTHIL
HabJIomacTcs MOBHIIICHNE 3HAYCHWM OTpaxkKaromiei
CIOCOOHOCTU C YBEJMYEHUEM JJMHBI BOJHBI IO
CPaBHEHMUIO C COOTBETCTBYIOIIMMMU 3HAYCHUSIMU IS
YaCTHII MaJIoTO pa3Mepa, 4TO SIBIISIETCS CJICACTBU-
€M paCCEeTHHOIo M3Jy4YeHUs KJIaCTePOB HAHOYACTMIL
NiO. Bce cnekTpbl ObIIM MpOaHAIU3UPOBAHBI C HC-
nonb3oBaHneM GyHkuun Kyoenkun—Mynka F(R) [27],
CBsI3aHHOU ¢ NUMDY3HBIM OTpakKEHUEM CJIEIYIOIIUM
BBIPAXXCHMEM:

F=(1-R?*(QR. (1)

3aech R — abcomoTHas oTpaxaTeabHast CIOCOOHOCTD,
F — xo3ddu1ineHT, 5KBUBaJeHTHBINA KO3(POUIIUEHTY
nornoiieHus. Haubonee 3hGdEKTUBHBIM TMOAXOAOM
MpY aHaJIM3e TaKUX CIIEKTPOB SIBJISICTCS OIpenesieHUe
TIOJIOCHI ITepexoza JUts esu E,, KoTopast 6bl1a oLeHe-
Ha IyTeM NOCTpoeHU s rpacduka (FE)O’5 KakK GyHKIUU
sHeprum ¢otoHa E (puc. 5, 6) [28]. JIuHeliHbIe YacTu
COOTBETCTBYIOIIMX KPUBBIX OBIIM 3KCTPAINOIUPOBA-
HBI O HYJIS C LEJbI0 ONpeaeeHUs 3HaYeHU S 3arpe-
LLIEHHO1 30HHI [29].

(FE)”
5040

40 -

N3
304 7 -

204

101

3.0 35 40 45 50 55

E,»B

0 T T
1,5 2,0 25

00y1acTy (@) ¥ 3HAUYCHU S ITMPUHBI 3aITPEIeHHON 30HbI

B CIIEKTpax psia HAaHOYACTHII, OIIpeleIcHHBIE C UCIToJIb3oBaHueM ¢yHKIMH (1) (6)
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UccnepoBaHne raso4yBCTBUTENIbHOCTU
AaTYMKOB HAa OCHOBE HUKENbCOoAepXaLmxX
NOPOLLKOB

B nanHoIT paboTe OBIIM UCCIIeNOBaHbI ra304yB-
CTBUTEJbHBIC CBOICTBAa JAaTYMKOB, CO3HAHHBIX Ha
ocHoBe HaHomnopowkosB NiO u NiFe,O4, noayuen-
Hbix MeTonoM JICC. Kpome Toro, ObIJI0 TIPOBEACHO
CpaBHEHUE IIOJYUYCHHBIX pE3yJbTAaTOB C Ta3049yB-
CTBUTEJLHOCTBIO NaTYMKOB Ha OCHOBE KOMMeEpYe-
ckux nmopomkoB NiQO. JJaTuyuku ObIIN UCCEIOBAHBI
B YCJIOBUSIX BO3ICHCTBUS pa3INMYHBIX KOHIICHTpA-
M Ta30B MPM ONpeNesIeHHBIX pabodyux TeMIlepa-
Typax C LeJIbI0 YCTAHOBJICHUS ONTUMAabHBIX IKCIIe-
PUMEHTAJBHBIX YCIOBU IS KaXXI0T0 KOHKPETHOTO
npubopa.

WzBectHO, uTo MOII-gaT4nkm B OCHOBHOM Olie-
HUBAIOTCSI ¢ TOYKM 3pCHUS MX MAaKCUMaJIbHON UyB-
CTBUTEJIHOCTU TIPU BO3ACHCTBUU TECTUPYEMOTO ra3a
M HarpeBe IO TeMIepaTyp, OOBIYHO HAXOMSIIUXCS B
nuarma3zone 200—500 °C [30]. [Tpu 5ToM IPUHSATO CUU-
TaTh, YTO UBMEHEHUE JIEKTPOCOIIPOTHUBIICHU S TaTYNKa
MMeEEeT MECTO JIM0O M3-3a HaJIMYMS MPOCTPAHCTBEHHO-
ro 3apsaa, 3p(PeKToB U MOBEPXHOCTHBIX KOJIEOAHUI,
BBI3BAHHBIX MOHOCOPOUPOBAHHBIMH Ta3000pa3HBIMH
MpUMECSIMU, UM B pe3yJbTaTe M3MEHEHUS KUCJIO-
POIHOM CTEXMOMETPHUH MCIIOIb3yeMOTO Ta309yBCTBH-
TeabHoro Matepuasa [31]. O6bIYHO NOAYMPOBOIHUKO-
BbI€ MaTepuajbl #-TUIIA PEarupyroT Ha IMPUCYTCTBUE
B armocdepe ra3a-BOCCTAHOBHUTEIS YMCHBIIICHUEM
COIPOTUBJICHUS TaTYMKa U, COOTBETCTBEHHO, YBEIH-
YeHUEM 3JEKTPUUYECKOro CONpoTuBiaeHUs R/R, npu
noxave raza-okuciutens [3]. [TonynmpoBoTHUKOBEIE
MaTepuaabl p-TUIa JAEMOHCTPUPYIOT THPOTUBOIIO-
JoxkHoe moBeaeHue. NiO sgBasieTcs MOJyIpOBOAHM-
KOBBIM MaTepHaJIOM p-TUIIAa W JOCTATOYHO IITUPOKO
MMpUMEHSIEeTCSI B KayecTBe pabouyero Marepuana Jjs
JaTYUKOB pa3IM4YHBIX ra3oB. Hanuuue ynoBieTBO-
PUTEIBHBIX Ta309yBCTBUTEIBHBIX XapaKTePUCTUK
mnuHenbHoro geppura (NiFe,0,4) Takxe ObLIO MOA-
TBEPKJACHO B HUCCAEAOBAHUSAX APYTUX aBTOpoB [32].
OOBIYHO 3TO IOJYIPOBOAHWK p-TUIIA, IOBEICHUC
KOTOpPOTro OOYCJIOBJIEHO HAJMUYMEM JBIPOK MEXIY
Ni?* u Ni*" B okTasapuueckux y3nax cOOTBETCTBY-
OIMX pemeTok [33].

B Hamem wmcciienoBaHUM AaTYMK, CO3MaHHBIN Ha
0asze kKoMmMepueckux mopoiikoB NiO, a Takxe gat-
YWKHU, U3TOTOBJICHHBIC C MCIIOJh30BAHMEM HAHOIIO-
pouikoB NiO — mpoaykroB JICC, mpoaeMOHCTpU-
pOBaJIM HaJU4Ue p-TUIIA MPOBOAUMOCTH, TOINIa KakK
JaT4uK Ha ocHoBe depputa Hukens (NiFe,0,4) xapak-

TEepU30BajCs n-TUIIOM MPOBOAUMOCTH, MOITOMY €ro
OTKJIMK ompeaensnu Kak Ry/R.

MoBeneHne ra3osbIX AaTYNKOB
B MPUCYTCTBUWN MOHOOKCHAA Yriepoaa

H3rotoBneHHbIE NaTYNKKU OBLIM WCCIENOBAHBI B
MPUCYTCTBUM MOHOOKCHUJA YIJIepona B KOHIIEHTpaIlU-
ax ot 50 go 500 ppm, a TakxXke MPU pa3aAUYHBIX TEM-
neparypax (B muamazoHe 300—500 °C). Jdaruukwn
MIPOJAEMOHCTPHUPOBATIA HE3HAYUTEIBbHYIO peaKIIuIo
Ha 9TU TECTOBbIE KOHLEHTPALlUU B UCCIENyeMON 00-
JIACTH TeMIepaTyp (Tabi. 2). AHaJTOTUYHBIC pe3yJIbTa-
Thl OBUIM TIOJyYeHBI B padote [34] mpu Bo3meicTBUU
koHHeHTpauuu CO < 500 ppm Ha ra3oBbIi JAaTUUK,

Tabnuua 2. OTKNUKKM AaTYUKOB, CO3AaHHbIX HAa OCHOBE
matepuanos — npoayktoB JICC, Ha Temneparypy (£)
M KOHLEeHTpauumIo (c) MOHoOKCUAa yriepoaa

R/Ry (Ro/R)
t,°C | ¢, ppm
N1 N2 | N3 | N4 N5 N6
50 0,021 0,029 0,016 0,024 0,031 0
100 0,034 0,043 0,031 0,034 0,052 0
300 200 0,043 0,057 0,034 0,041 0,063 0
300 0,05 0,065 0,035 0,045 0,075 0
500 0,057 0,072 0,035 0,046 0,087 0
50 0,077 0,144 0,044 0,087 0,107 0
100 0,033 0,064 0,006 0,035 0,081 0,008
350 200 0,037 0,065 0,002 0,031 0,103 0
300 0,044 0,073 O 0,03 0,121 0,008
500 0,056 0,081 0,001 0,034 0,143 0,033
50 0,092 0,141 0,089 0,103 0,107 0
100 0,054 0,079 0,041 0,053 0,107 0
400 200 0,065 0,099 0,039 0,055 0,142 0,003
300 0,078 0,114 0,042 0,06 0,165 0,014
500 0,095 0,127 0,042 0,067 0,195 0,032
50 0,05 0,068 0,066 0,054 0,055 0,014
100 0,059 0,089 0,046 0,052 0,093 0,02
450 200 0,081 0,102 0,054 0,063 0,128 0,033
300 0,096 0,117 0,054 0,073 0,154 0,033
500 0,116 0,144 0,057 0,181 0,087 0,042
50 0,092 0,127 0,184 0,114 0,049 0
100 0,062 0,075 0,107 0,061 0,069 0
500 200 0,08 0,109 0,115 0,076 0,102 0,006
300 0,107 0,135 0,123 0,089 0,128 0,01
500 0,130 0,169 0,127 0,106 0,162 0,008
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co3fnaHHbli Ha 0ase NiFe,O4 3HaueHUS OTKIMKOB
JaTYUKOB HECKOJIBKO YBEJIMYUIUCH TIPU IIPOBEAECHUU
9KCIEePUMEHTOB ¢ KoHleHTpauusimu CO, mpesplLIalo-
mwumu 1000 ppm [34].

MoBeaeHMe ra3oBblx AaTYMKOB
B MPUCYTCTBUM AMOKCMAA a30Ta

IIpn OTHOCHUTENBHO HEBBICOKMX KOHIIEHTpPALUIX
NO, (ypoBHS ppb) moBeaeHue NAaTYMKOB ObLIO Ciie-
JOYIOLIMM: B JaTYMKax n-Tuma B npucytcteuu NO, no-
BBIIIAJIOCH DJICKTPOCOIPOTUBICHHUE, a B T€X, KOTO-
pble M3HAYAIbHO IpUHALJIEXAIN K JaTYMKaM p-TUIIA,
3JIEKTPOCOITPOTUBJIEHNE CHUKAJIOCh.

JlaT4yuKd B OCHOBHOM IE€MOHCTPMPOBAJM JOCTa-
TOYHO cjabylo peakluio Ha mpucytctsue NO,, 3a
OTHUM MCKJIIOYEHUWEM — JaTyuka Ha 6a3e dbepputa
Hukens (puc. 6). IMocmeguuit npu ¢ = 350 °C Havan
MPOSIBASATh OTKJIUK B MpUCYTCTBUUM NO, B KOHLEH-
Tpauuu 50 ppb, KOTOPHI 3HAYUTENBHO YBEIUUYUJICS
nmpu cHukeHuu temneparypsl 10 300 °C. IIpu mogaue
rasa B KoHeHTpauuu 500 ppb Ben1nynHa MaKCUMyMa
NMMKa Ha TpaduKe OTKJIMKA JaT4yWKa YMEHbIIauach,
YTO MOTJIO OBITH OOYCIOBJIEHO PSIIOM MPUIIOBEPXHOCT-
HBIX OOMEHHBIX PeaKIINiA.

CrnenyeT oco0O OTMETUTh MOBBILIEHUE YPOBHS
OTKJIMKa gaTynka N6, co3maHHOro Ha 0ase eppurta
HUKeJs, K nTpucyTcTBuio B atMochepe NO, B KOH-
ueHTpauuu 500 ppb Gosiee yueM Ha MOPSAOK B CpaB-

HEHMHU C aHaJOTMYHBIMM TOKa3aTeJsSIMU JaTYUKOB,
M3TOTOBJICHHBIX Ha OCHOBE KOMMEPUYECKOI'0 OKCHIa
HuKensd. [loBEIIIEHNEe YPOBHS OTKJINKA TaKXe OBLIO
CYIIECTBEHHBIM B CPABHEHUH C APYTUMU JaTYNKAMU,
CcO3IaHHBIMU Ha 06a3e HaHouyacTu1l NiO, ToJydYeHHbBIX
B pexxnme JICC.

B aHaMOrMYHBIX MCCIIENOBAaHUSIX IPYTUX aBTOPOB
COoO00IIIaJI0Ch O ra309yBCTBUTEIBHOCTU HAHOYACTMII
Ha ocHOBe NiO K NO,. B Hux 0bL11 0OHapyKeHbI MO-
xoxue 3(pPexTH, MoATBepKIaoIIre, YTO 3TU MaTe-
puanbl ObIIM CI1a00 YyBCTBUTEIbHBI K IPUCYTCTBUIO
B atMocepe NO,, naxe nNpu ypoBHE ero KOHLIEHTpa-
uuu Ha ypoBHe 10 ppm [35, 36]. Takum oGpa3om, co-
3MaHHBI HAMU Ta30BbIA TaTYUK HA OCHOBE TMOPOIIKA
dbeppuTa HHKEIS, TEMOHCTPHUPOBAJ BBEICOKYIO CTa-
OMJIBHOCTH PabOTH MPU BO3IEWCTBUU HE3HAYUTEb-
HBIX KOHILIEHTPALM il UCCeNYEMBbIX Ta30B, YTO TOBOPUT
0 XOPOIINX MEePCIIEKTUBAX €r0 MUCIIOJb30BAHUS C TOU-
KW 3peHMS CEJIEKTUBHOCTH.

CrnenyeT Takke OTMETUTb, UTO ra304yBCTBUTEIb-
HOCTB TaTIMKa Ha 6a3e heppuTa HUKEIS, TOTyICHHO-
ro B pexxume JICC, Obl1a ropasao Jydlie, 4yeM APyTrux
MaTYMKOB Ha OCHOBE HAHOYACTMUII, ITOJYYEHHBIX B pe-
xume JICC (NiO), IpuroToBIeHHBIX B 3TOM UCCIICIO-
BaHWHU, a TAKXKe IO OTHOIICHUIO K XapaKTepucTuKam
IlaTyuKa, CO3MaHHOTO C UCMOJb30BaHUEM KOMMEpUe-
ckux mopomkoB NiO. Tatuuku N1 u N2 takxKe mpena-
CTaBJISIOTCS TIEPCIIEKTUBHBIMU JJIs1 TIPOBEIEHUS Te-

Puc. 6. Otkauku garunkoB N1—N6 Ha mpucyTcTBUE B aTMOochepe JUOKCHIA a30Ta
B pa3nuuyHbIX KoHIIeHTpanusx (50—500 ppb) npu paboueit remnepatype 300 °C (@)
M YBeJIMUYEHHBIM MaciTab rpadvka, IpeIcTaBIeHHOTO Ha puc. 6, a, ISt OTKINKOB 1aTdnkKoB N1—N35 (6)
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CTOBBIX HCITBITAHWUI B aTMOCchepax pa3IMIHBIX Ta30B.
WUHTepecHO OTMETUTD, UTO, XOTs JaTuyuku N2 u N
MMEIOT CXOTHBIE MHKPOCTPYKTYPHI M MOP(OIOTHIO
YaCcTHII, OHW pearupyloT Ha MPUCYTCTBHE HCCIEHye-
MBIX Ta30B IIO-Pa3HOMY. DTO MOXET ObITh pe3yjbTa-
TOM OITpeNeJICHHBIX OTIMYMII B YCIOBUSIX IIPOBEACHU S
JIC-cuHTEe3a /MW pe3yabTaTOM BIMSTHUS CIICKaHUS
MaTepHajoB yXe Ha 3TallaX HElMoCPeACTBEHHOI'O M3-
TOTOBJICHUS JaTYMKa. BO3MOXHO, 3TO cKa3aJloch U Ha
MUKPOCTPYKTYpE Ta309yBCTBUTEIHHBIX MaTepUaOB
TaKKUM 00pa3oM, YTO JAOCTYII Ta30B Yepe3 MPUIIOBEPX-
HOCTHBIE CJIOM OBLI HECKOJBKO OrpaHMYEeH (HAIIpH-
Mep, I gatuuka N3).

3akKn4yeHue

1 KOHTPOJIUPYEMOTO (C TOUYKHU 3peHU ST MOP(POJIO-
TUH 1 pa3MePOB HAHOYACTHII) CHHTE3a HAHOTIOPOIIIKOB
OKCHJIOB METaJIJIOB Ha OCHOBE HUKEJIS (B TOM YUCTIE U
CJIOXKHOTO OKCHUJHOI'O MaTepuaja — IIIUHEIbHOIO
deppuTa HUKES) C HEIbI0 OLIEHKW UX BO3MOXHOIO
WCTOJIb30BaHUSI B KAYECTBE OCHOBBI JJ151 CO3IaHMSI ra-
3049YBCTBUTEIbHBIX TaTUMKOB ObLJI HCHOJb30BaH Me-
TOI JIeBUTAIIMOHHO-cTpyiiHOro cuaTte3a (JICC). Mare-
puabl, cuHTe3upoBaHHbIe B pexkxume JICC, u naTuuku
Ha X OCHOBE B CpPaBHEHUU C JaTYMKaMU, CO3TaHHBIMU
Ha OCHOBe KoMMepueckoro mMarepuaja (NiO), meMoH-
CTpUPYIOT O0Jiee BBHICOKYIO MTPOU3BOAUTEIBHOCT. [a-
30BbIii JaTuMK Ha ocHoBe NiFe,O4 naBasn camblii criib-
HBIA OTKJIMK Ha IIPUCYTCTBUE MCCICIYEMBIX Ta30B, B
TOM YHCJIE U B TIpeeIbHO HU3KHNX UX KOHIICHTPAIIM X,
HECMOTpS Ha HaJlMuyue BMECTEe C HUM B OJIOKE IPYyTUX
JIAaTYNKOB, KOTOPHIE 00J1a1aJIN Jaxe 00Jiee pa3BUTHIMU
MMOBEPXHOCTSIMU paboumx MarepuanoB. bonee Toro,
MaHHBIM JaTUYMK MPOSIBISI Pa3IUYHYIO CTeIIeHb YyB-
CTBUTEIBHOCTU IO OTHOIICHHWIO K MCCICIYeMBIM ra-
3aM, IEMOHCTPHUPYSI TEM CaAMBbIM BBICOKU 1 ITOTEHIINAI C
TOUKM 3PEHUS CEeIEKTUBHOCTU. TakuM 00pa3oM, Moj-
TBepXaaeTcs nepcrekKTuBHOCcTh MeTona JICC mrs mpo-
HM3BOICTBATIPOCTHIX M CIOKHEBIX OKCHAHBIX MATECPUAJIOB
C OTHOBPEMEHHBIM 00ecrieYeHUEM TOUHOI'O yIIpaBJe-
HUsS pa3MepaMu, OpMOIl M COCTaBOM HAHOYACTHIIL,
4YTO, B CBOIO 0UYepe/lb, 1A€T BO3MOXHOCTH ITOBBIIIIEHU ST
MPOM3BOIUTEIBHOCTHY T'a30BbIX NaTYMKOB, CO3/aBac-
MbIX Ha ocHOBe JICC-maTepnaioB. JlaTanku JaHHOTO
TUTIA SBISIOTCS MEPCIEKTUBHBIMY AJISI OYIYIINX 9KO-
JIOTUYECKUX U KOMMEPUYECKUX MPUIOXKEHUM, Mpeny-
CMaTPHWBAIOIINX IIPOBEACHUE HEIPEepPBHIBHOTO aHa-
JIM3a cocTaBa, KayecTBa M YPOBHsI 3arps3HEHHOCTH
OKpYXaloIllero Bo3ayxa, naxe Mpu JJIUTEIbHOU UX
SKCIITyaTally.
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Knyazeva Zh.V., Yudin P.E., Petrov S.S., Maksimuk A.V.
Application of metallization coatings for protection of submersible electric motors of pumping equipment
from influence of complicating factors in oil wells

The paper provides a review of results obtained when using metallization coatings to protect the outer surface of electric centrifugal
pump (ECP) equipment against the complicating factors in oil wells. Metallization coating is applied by thermal spraying using the
method selected based on the chemical composition, materials used and properties of the finished coating. The most common
coatings on the Russian market are Monel and alloys based on austenitic stainless steel applied by methods of electric arc
metallization or high-speed spraying. Traditional coatings obtained by thermal spraying feature by insufficiently high level of physical,
mechanical and chemical properties. The studies of failed cases of submersible motors show that most critical shortcomings of the
coatings used include insufficient resistance to mechanical impact and abrasive wear, higher electrochemical potential in relation
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to the base metal, application technology violations, and significant coating porosity. One of the main reasons for the observed
shortcomings is the limited number of traditionally used methods and materials. In order to solve the problem of using protective
coatings for submersible motors, significantly improve their properties, service life and economic efficiency, it is necessary to use
modern achievements of science in the development of coatings to protect metal surfaces from wear and corrosion, namely: to
expand the number of methods and materials for coating application; to develop a methodology for coating quality assessment; to
develop a methodology for assessing the economic efficiency of protective coatings. Solving these tasks will enable a reasonable
technical and economic choice of a specific submersible motor coating for specific operating conditions.

Keywords: metallization coating, thermal spraying, submersible motors, corrosion, wear, mechanism.

Knyazeva Zh.V. - postgraduate student, Department «Metallurgy, powder metallurgy, nanomaterials» (MPMN),
Samara State Technical University (443100, Russia, Samara, Molodogvardeiskaya str., 244), senior researcher of LLC «<NPC «Samara»
(443022, Russia, Samara, Garage passage, 3E). E-mail: Knyazeva@npcsamara.ru.

Yudin P.E. — Cand. Sci. (Tech.), senior lecturer, Department of MPMN, Samara State Technical University, director of science

of LLC «NPC «Samara». E-mail: Yudin@npcsamara.ru.

Petrov S.S. — Cand. Sci. (Phys.-Math.), head of analytical Department of LLC «<NPC «Samara». E-mail: Petrov@npcsamara.ru.

Maksimuk A.V. — head manager of LLC «<NPC «Samara». E-mail: Maximuk@npcsamara.ru.

Citation: Knyazeva Zh.V., Yudin P.E., Petrov S.S., Maksimuk A.V. Application of metallization coatings for protection

of submersible electric motors of pumping equipment from influence of complicating factors in oil wells. Izvestiya Vuzov.
Poroshkovaya Metallurgiya i Funktsional’nye Pokrytiya (Universities’ Proceedings. Powder Metallurgy and Functional
Coatings). 2020. No. 1. P. 75-86 (In Russ.). DOI: dx.doi.org/10.17073/1997-308X-2020-75-86.

BeeneHue

PazButue HeTIHON TPOMBIIIIJIEHHOCTH BKJIIOYa-
€T HECKOJIbKO 3TaroB, KOTOpPblE OTpaXarmT KaK Mac-
mTabel MOTpebacHUS HedTH W Ta3a, TaK M CTEICHb
CJIOXHOCTU UuX A00bYu. COBpEMEHHOE COCTOSHUE
He(dTsaHOI nmpoMbilieHHOocTH Poccuiickoit Menepa-
UM XapaKTepH3YeTCs] OCIOXHEHHBIMU YCIOBUSMU
pa3pabOTKU MECTOPOXIEHUI, YTO 0OYCIOBJIEHO Ma-
JIBIMM TeMIIaMU T1O0ObIYM BCJIEICTBHUE BHICOKOM BSI3KO-
cTu He(THU, BEICOKOI arpeCCMBHOCTBIO 1 OOBOTHEH-
HocThio cpen. [lpakThdecku Bech (POHI CKBaXKWH
9KCIUIYaTUPYeTCsI MEXaHM3UPOBAaHHBIM CIIOCOOOM,
MPEUMYIIECTBEHHO MPH ITOMOIIM YCTAHOBOK 3JIEK-
TpoleHTpoOexXHbIX HacocoB (YBIIH) [1]. MHorocek-
HuoHHBINM DIIH npuBonuTcs B AeiicTBME NOTPYXKHBIM
anekTponBurateiaeMm (I13/]) m momaer HedTecomep-
XAyl XUAKOCTh (Daona) U3 CKBaXWHBI B HAcCO-
cHo-koMIpeccopHbie Tpyosl (HKT) [1].

Hanee mpencraBiaeH 0030p CIOCOOOB 3alUTHI TTO-
TPY>KHOTO HACOCHOTO 000PYIOBAHUS OT BO3AEHCTBU S
OCJIOXHSIOIIUX (DaKTOPOB, CIIOCOOCTBYIOIIUX CHUXKE-
HUIO pecypca M IIpexXaeBpeMeHHOMY oTKa3y. [Ipume-
HEeHUEe MeTaJUTM3allMOHHBIX NoKpeiTuit (MII) B cuny
CBOMX BBICOKUX (PM3UYECKUX, MEXaHUYECKUX U XUMU-
YeCKHUX CBOWCTB SIBIISIETCST Hanboliee 3¢h(heKTUBHBIM
cnoco0oM 3aluThl. TeM He MeHee HaOIIodaIuch He-
OIMHOKpATHBIE ClIydyau YMEHbBIIEHUSI pecypca 00opy-
IOBaHU S, CBSI3aHHEIE C ITpolieccamMu pa3pymeHuss MIT
[2, 9]. CornacHo nMpoBeAEHHBIM UCCIEAOBAHUSIM, K OC-
HOBHBIM IpuuMHaM paspyieHus MIT kopmycos I[TD]]
OTHOCSITCS: MEXaHMYECKHE ITOBPEXKICHUS, HU3KHUE

OapbepHBIe CBOICTBA, aOpa3uBHBII U3HOC, HECOOJII0-
JIEHUE TEXHOJIOrMK HaHeceHus1. I1pu BbIOOpE TOro Uin
WHOT'O THUTIA ITOKPBITUSI HEOOXOOUMO YACIATh 0c000e
BHUMaHWE BO3MOXHOCTH MOKPBITUSI ITPOTUBOCTOSTH
yKa3aHHBIM MEeXaHU3MaM pa3pylLIeHUs, IJIs Yero He-
0o0xoaMMa, B IEPBYIO O4Yepelb, pa3paboTKa METOIOB
KOHTPOJISI, MOACIMPYIOIIMX pa3pylialoniee BO3Iei-
CTBHE.

Oco0eHHOCTH YyCNOBUIA 3KCNAyaTaLum
OcnoxHsilowme pakTopbl

Cpenu OCHOBHBIX (haKTOPOB, IIPUBOISIIINX K OT-
ka3zy YOIIH, npeobaanaoT 3acopeHre MEXaHUYECK -
MU TIpUMECSIMH U cojicoTiaoxeHus [2]. Cratmctmka
npuuuH oTtkaszoB YOIIH nokasbiBaet, 4To 1Jisl Bbl-
COKONEOMTHBIX CKBaXXUH BBICOKOE COIEpKaHUE Me-
XaHUYICCKUX IpUMeceil SIBISeTCS OIHON M3 IIaBHBIX
nmpo6Jem npu goowiue [3]. Ux Hanuuue peacTaBaser
3HAYUTEJbHYIO MPo0JIeMy IJIs1 JOPOTOCTOSIIEro 000-
PYIOBaHUS IIpH ero adpa3MBHOM U3HOCE, 3aKJIMHNBA-
HUM U 3aCOPEHN U paOOYMX OPTaHOB TBEPABIMU YaCTH-
LaMu.

BnusiHMe OTIOXEHUI Cojieii pacCMOTPEHO B pa-
oorte [4]. ConeoTnoxkeHHe, KaK MPaBUJIO, TPOUCXOIUT
BCJIEICTBUE TEPECHILIEHUSA BOAbI TPYAHOPACTBOPU-
MBIMH COJISIMU IIPU MU3MEHEHUSIX TeMIIepaTyphl, JaB-
JgeHus, pH unu npu BeIaeseHUU ra3a. Haubosbiiee
BO3JelicTBUE coieii HabMoaaeTcs Ha paboynx Kojecax
VYOIl H, Ha TOBEpXHOCTH KOTOPBIX IIPU HAaTrpeBe B IIPO-
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1iecce IKCIuIyaTaluu o0pa3yroTcs CoJIeHbIe HaleThl U
HaKUIMb, KOTOPbIC, YBEIMUYMBASICh, YMEHBIIAIOT IIPO-
XOIHBIE TUAMETPHI OTBEPCTHIA.

BosmoxkHOCTh BbIMazeHUs1 acdabrocMojonapa-
¢uHoBbIX oTioxeHuit (ACIIO) 3aBuCUT OT XMMUUeE-
CKOT'O COCTaBa He(pTH, TeMIlepaTypbl, 0OBOTHEHHOCTH
MPOAYKIIUY, UHTEHCUBHOCTY I'a30BbIACIIEHUS 1 320011~
Horo gaByieHus1. Beimanenue ACI1O 3HaunTEIbHO CHU-
kaeT npoxogHoe ceueHrne HKT BMIOTh 10 OCTAaHOBKU
JOOBIYM, YTO OOYCJIOBJIEHO OOpa30BaHMEM OTJIOXe-
HUI B IpU3a00HOM 30HE IJacTa, CTBOJIE CKBaXKUHHI,
YCTbEBOM apMaType U BBIKUIHBIX TUHUAX [3, 6].

Ecnu mpu HU3KOI TeMIiepaType Bo3pacTaeT Be-
possTHOCTh BbinmageHust ACITIO [6], To MOBBIIIEHHAs
TeMIepaTypa Ha 3a0051X CKBaXWH (MOXET HOCTUTATh
>140 °C) BauseT Ha MokKa3aTeJb HaJleXXHOCTU 000opy-
noBaHus. [lo HEeKOTOpPHIM JaHHBIM [7], HaIEXHOCTH
000pyIOBaHUS TIPM MOBBIIICHUN TeMIIEpaTyphl MO-
KET CHMXaTbCcd B 1,5 pa3za M3-3a MHTEHCU(DUKALIUU
KOPPO3UOHHBIX IIPOIIECCOB (MaKCMMaJibHasl CKOPOCTh
KOPPO3UM YIJICPOOUCTBIX U HHU3KOJETMPOBAHHBIX
cTaJjieil HaxoAUTCSl B MHTepBaJie TemiepaTtyp oT 50 no
100 °C [8]). [IpobaeMa KOppO3MOHHOTO pa3pylLIeHU S
norpyxxHoro obopynoBaHusi YOIH saBnsietcsa oco-
OeHHO akTyaJibHOI. Ha mpoTekaHue KOppO3MOHHBIX
IIPOILIECCOB BIMSIET KOMILJIEKC (haKTOPOB — TaKMX, KaK
BBICOKasI OOBOMHEHHOCTD, IIPUCYTCTBHE CEPOBOIOPO-
Jla ¥ YTJIIEKUCJIOTO ra3a B IIACTOBOM XKMAKOCTHU, HaJIU-
yye MEXaHUUYECKUX IpUMeceil. DKCIepuMeHTaIbHO
JMIOKAa3aHo, YTO M3-3a MEXaHUYECKUX IIpUMeceit ITpoTe-
KaHMe KOPPO3MOHHBIX MTPOLIECCOB YCKOPSIETCS 10 2—
3 pa3 |3, 8]. Koppo3noHHEbIe MOBpEXACHUS Yallle HOCST
JIOKAJILHBIH XapakTep [2, 3, 9], pe3yabTaToM KOTOPOTO
SIBJISIETCS pa3pyllleHre MeTaJljla B TTyOUHY, BILUIOTH JI0
MOSIBJICHU I CKBO3HBIX OTBEPCTHUM.

Koppo3noHHOMY  paspylleHHWIO ITOABEpPraroT-
cs pasznuuHble y3abl YOI H: BHYTpeHHSS MoBepx-
HOCTh HACOCHO-KOMIIPECCOPHBIX TpyO, HapyxXHas
MOBEPXHOCTh paboumx opraHoB YDOIIH, HapyxHas
noBepxHocTh [1D]/1, MeTannuueckas oboaouka Kabe-
JIs1, obcagHasi KoJioHHa. Ilo craTucTuUKe NpPUMEPHO
70 % 0TKa30B IO MPUYMHE KOPPO3UU IPUXOISATC
Ha KOpITyC MOTPYXXHBIX 3jeKTpoasurarenein [9]. Ha
OCHOBAaHUM NaHHBIX HapaboTku Ha oTka3 [1D]] Ha
npennpustusx «Camapanedreras» 3a 2013—2017 rr.,
HaOJIIomaeTcsl TeHIASHIIUST MTOCTEIIeHHOTO0 CHUXXEHUS
BeJIMYMHBI HapaboTKM Ha oTka3 ¢ 601 mo 503 cyrok.
IIpencraBiaeHHBIE TaHHBIC CBUACTEIBCTBYIOT O 3HAUM -
TEJIbHOM M3HOCE 3JIEKTPOABUTATENIE M YMEHBIIICHUN
MX OCTaTOYHOIO pecypca, UTO IMPUBOAUT K OoJiee ya-
CTBIM KAITUTAJBbHBIM PEMOHTaM OOOPYIOBaHUS, CO-

KpallleHWI0 MEXPEMOHTHOIO Ilepuoja. YCTpaHEHHe
OTKAa30B MOTPYXHbIX 3JIEKTPOABUTraTesIeil B mpoLecce
SKCIIJTyaTalll ! SIBJISETCS JOCTATOYHO CIOXHBIM U JI0-
POTOCTOSIIIMM IIPOLIECCOM, BKIIOYAIOIIUM PabOTHI 11O
noabeMy 000PYAOBaAHUS; SKOHOMUYECKHE YOBITKU OT
IIPOCTOSI CKBa>KMHBI; PEMOHT MJIM 3aMEeHY OTKa3aBIIlc-
ro I13]1 [10]. M3 Bcero BhIIENEPEYUCTEHHOTO MOKHO
cIeaTh OMHO3HAYHBIM BEIBOX O TOM, 9TO 3amuTa [18]]
OT KOPPO3WH M U3HOCA ABJISETCS KpaiiHe aKTyaJIbHOM
3a1ayei.

CnocoObl 3awWuThI
I10I'py)|(H bIX 3N1IEKTPpOABMU raTenev“l

Hist cHUXKeHUST KOPPO3MOHHOTO BO3ICUCTBHS U
YBEJIMUEHUSI pecypca TMOrpPy>KHbIX 2JIeKTPOJABUraTe-
JIel IPUMEHSIIOTCS pa3IMYHbIe CIIOCOOBI 3aIIUTHI OT
KOPPO3UH, KOTOPBIC KIACCUGUIINPYIOTCS Ha XUMHUYE-
ckue, Gu3nyecKkre U TexHoJoruyeckue [2].

XuMuryecKas 3alluTa IpeanoiaracT UCrojab30oBa-
HHE XUMUYECKHNX pearcHTOB — MHTUOUTOPOB KOPPO-
311 — NMyTeM 3aKauyKHu yepe3 3aTpyOo UK 103UPOBaAHU S
Mo KanWJUISIpHBIM TpyOKaMm. IlpuMeHeHue maHHOro
cnocoba cumTaeTrcss ManodddeKTUBHBIM [9] BBUIY
OBICTPOI'0 BBIHOCA MHTUOMTOpPA U3 T1J1acTa U ObICTPOro
CpbIBa IJICHKU MHIMOMTOpPA ¢ 3alllMIacMOl MOBEpX-
HOCTH MeTaJlJIa IIPY BEICOKMX AeONTaX CKBaXXMUHEL.

TexHoJiornyeckue MeTonbl 3allUThl OT KOPPO3UU
o0ecrneyrBaloT yrpaBjeHMEe MPOLIECCOM KOPPO3UU U
€ro KOHTPOJIb M BKJIIOYAIOT MEPOIIPUSITHUS, HAIlpaB-
JIEHHbIE Ha BOAOU3OJISILMOHHBIE PA0OTHI U CHUXKEHUE
CKOPOCTHU MOTOKa, KOTOpPhIC SIBIASIOTCS HOCTAaTOYHO
3(OEKTUBHBIMA TP WX TPAMOTHOM IIPOBEICHWU.
OnHako JaHHbIE METOAbl UMEIOT OMNpeaesieHHbIe pU-
CKU BBUAY X OTHOCUTEIBHO HEIOJITOTO MOJIOXKUTEIb-
Horo pesyabrara [11].

Haubonblliee npuMeHEeHHE TMOJYyYUIU (unue-
CKMe MeTOAbl 3alIUTHI: Ucroyib3oBaHue [1D]] B Kop-
PO3MOHHO-CTOMKOM HMCIIOJTHEHUM (M3 HepKaBeroIIei
CTaJiv); KaToAHasl 3allliTa; MpUMEeHEeHMe 3alIUTHBIX
MOJIMMEPHBIX U METaJJIM3AIIMOHHBIX TIOKPHITHU [2, 9].

Hcrionp3oBanne 000pyoOBaHUS B KOPPO3MOH-
HO-CTONKOM UCMOJHEHU U MOKa3bIBaeT BHICOKYIO 3¢h-
(eKTUBHOCTD U MPAKTUYECKU MOJHOCTHIO UCKITIOUAET
0TKa3bl TT0 IpUYnHEe Koppo3uu [2]. HecMoTpst Ha BBI-
COKYI0 3(p@dEKTUBHOCTh METOJ MeHee BOCTpeOOBaH
BBUIY BBICOKOI CTOMMOCTH 000PYIOBaHMSI U3 HEpXKa-
Belollell cTalau.

KartonHas 3amuTa ¥ NpyMeHeHUe 3allUTHBIX MO~
KPBITUI SBJISIOTCS METOAAMM BJIEKTPOXUMUYECKOM
3alIUTHI, aKTHUBHAsA (opMa KOTOPOUM PaHXKUPYETCS
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Ha MPOTEKTOPHYI0O U KaToaHylo. KaTomHas 3amuTta
OCYIIECTBIISIETCSA C TTOMOIIBIO Ha3eMHBIX CTAaHIMNA U
cuurtaercsd 3P@PEeKTUBHBIM CITIOCOOOM, OJHAKO UMEET
JIOCTaTOYHO CYILIECTBEHHBI HEOOCTATOK — OTCYT-
CTBUE JAHHBIX II0 pacIipele/IeHUIO MOTeHIIMAI0B Ha
nHe ckBaxuHbl [12]. [Ipouecc NpoTeKTOPHON 3aliu-
Thl OCHOBaH Ha MpeBpallleHUU aHOAHOU 30HbI [1D]]
B KaTOAHYIO MyTeM YCTaHOBKM B XxBocToBuKe I1D]]
IIPOTEKTOpAa, KOTOPHIM M3rOTABIUBACTCS U3 CIIJIABOB
IIBETHBIX METAJIJIOB Y CTAHOBUTCS aHOIOM, OTBJIEKasI
Ha ce0s IIpoliece AIEKTPOXUMHUUECKOoi kopposuu [13].

Hawmbosbliee pacrmpocTpaHeHHWe TOJydHWJia I1ac-
CHBHas 3JIEKTPOXUMMUYECKas 3alluTa, CYIIHOCTb KO-
TOPOM 3aKJIFOYAETCSl B HAHECEHU M aHTUKOPPO3UOHHO-
ro 3alIMTHOTO MOKPBITUS HAa MOBEPXHOCTH 000PYHO-
BaHUSs. 3allMTHOE MOKPbITHE 3(PHEKTUBHO MPOTUBO-
CTOMT BO3JIEHCTBUIO BCEI'0 KOMIIJIEKCA OCIOXHSIOIIMX
(axTOpOB: arpecCUBHON Ccpenbl, MEXaHUIECKOTO M3-
Hoca, 6akTepuii, otioxeHui coneit u ACIIO, crioco6-
CTBYET CHUKEHMIO TMAPAaBINYECKUX TTOTEPS [14].

st obecriedeHUST KOPPO3ZUOHHOM CTOMKOCTH MC-
MOJIb3YIOT pa3JIMUHbIe 3alllUTHBIE MOKPBITUS, B YaCT-
HOCTHU TIOJIMMEpPHbIE MM MeTalau3allMoHHbIe [4].
BB160p KOHKPETHOrO THMA MOKPHITHS 3aBUCUT IIpe-
XJIe BCEro OT YCJIOBUM 3KCILTyaTalluu 000pyIOBaHUS.
TeM He MeHee MPUMEHEHNE METaJIU3allMOHHBIX I10-
KpBITUI sBjsieTcsl 0ojiee MPennouYTUTENbHBIM [9)],
MOCKOJIBKY JJISI MOJIUMEPHBIX CYIIECTBYET LEABIN Psi
OrpaHUYECHUIN — TaKHUX, KaK TEPMOCTOMKOCTh, CTOM-
KOCTh K MEXaHMYECKUM BO3IECHCTBUAM (4TO OCOOEH-
HO BaXHO MPU HaJMYWU B CKBaXXMHE MEXaHUYESCKUX
IIpUMeCeii), a TaKXXe BBICOKAsl CTeNEeHb 3aBUCUMOCTU
JIOJITOBEYHOCTH ITOKPHITHS OT Ka4yeCTBA UCIIOJIb3yeMO-
I'0 MOKPBITUS U TEXHOJOTUU HaHeceHus [15].

MpumeHeHne MeTannnM3auMOHHbIX
NOKPbITUIA

[IpuMeHeHNEe MeTaIN3alIMOHHBIX IIOKPBITUH IS
3alUThl KoprycoB [13]] 3HaUUTEbHO MOBBIILIAET U3-
HOCO- 1 KOPPO3UOHHYIO CTOMKOCTb, YTO B CBOIO OYE-
penb CIIOCOOCTBYET YAYUYIICHUIO SKCIITyaTallHOHHBIX
CBOICTB U3AeNUI, YBEIUUYCHUIO pecypca padoThl, MO-
BBIIIICHUIO HAAEXXHOCTU M3AENUI, CHUXEHUIO cebe-
CTOMMOCTH MX U3TOTOBJICHUS M 00CayXKuBaHuA [16].

TexHosorust ra3oTepMrUIECKOro pacnblieHUs SIB-
JIsIeTCs ONHON M3 HamboJjiee paclpoCTpaHEHHBIX IS
MPOU3BOACTBA METAIIMYECKUX TOKPBITUI BBULY CBO-
€l HUBKOU CTOMMOCTHU OTHOCUTEILHO APYTUX METOJIOB
1 BO3MOXHOCTM HaHECEHUSI MOKPBITUS Ha U3ACIUS
pa3snIMYHON KOH(MUTYPAIIMH, YTO HECOMHEHHO ITO03BO-

JISIET pacIIMpPUTh 00JIacTh ee MpuMeHeHMs [16—18].
B o01eM cydae cyniHOCTh MPOIECCOB ra30TepMuye-
CKOTO pacITblJICHUS 3aKJTI0YaeTCsl B 00pa30BaHWM Ha-
MpaBJIEHHOI'0 MOTOKA JUCIIEPCHBIX YaCTUIL HATbLIsIE-
MOro MaTepualia, 00ecreunBaloIIero ux MepeHoc Ha
MOBEPXHOCTh 0OpabaTbiBaeMoOro usaenus u GopmMu-
poBaHue cyos MOKpbITUS. EanHas kiaaccudukanus
CIOCOOO0B ra30TePMUYECKOTO HAIBLICHUST OTCYTCTBY-
€T, X TPUHIUITNATHEHOE OTINYNE OTPENesSIeTCsS BU-
JIOM UCTOYHMKA 3Hepruu. Tak, B MPOMBIIIJIEHHOCTH
WCTIONb3YIOTCSl TaKW€ METONbl, KaK ra3oriaMeHHast
HaTUIaBKa, 2JIEKTPOAYTOBas MeTalan3alns, a TaKxXe
HaIlblJIeHWe — IJIa3MEHHOe, NeTOHAIIMOHHOE, BhICO-
KOCKOPOCTHOE rasoIlaMeHHoe U xojomHoe [17—20].
Buibop MeTonma 3aBUCUT OT 00JaCTM NPUMEHEHMUS,
XMMUYECKOI0 cocTaBa MOKPHITUS U MaTepuasa Moj-
JIOXKH, TEOMETPUU U3ACNIUS, TPEeOyeMbIX CBOWCTB K
(bopMurpyeMOMy MOKPHITUIO, a TAKXKE IKOHOMUUECKOMN
1esecoodbpasHocTu. Haubosbliee pacrnpocTpaHeHue
Jist 3Tl [19]] moay4yuiu sneKTpoayropast MeTa-
JIU3aLUs U BLICOKOCKOPOCTHOE HaIbLIeHMe [16].

Anekrpoayrosas Meraiusauus (BJAM) npen-
cTaBJsieT coboii Tpolecc pacrjaaBieHUs] ABYX MPO-
BOJIOK TIOCPENCTBOM TOPEHUS 3NEKTPUUYECKON IyTru
MEXIy HUMM, AUCIEPrupoBaHUs pacrljiaBa U Iepe-
HOCa YaCTHUIl CXKAThIM BO3AYyXOM. DTO Hauboiee 3¢d-
(beKTUBHBINT METONI Ta30TEePMUUYECKOTO HaTbIJIEHUS,
MO3BOJISIIOIIMI TMOJIydaTh TMOKPBITUS C BBICOKUM
YPOBHEM MeXaHUYECKUX, GU3NUECKUX U XUMUUECKUX
CBOWCTB (aaresuisi, TMOPUCTOCTb, MUKPOTBEPAOCTH)
[16]. K ocHOBHBIM HemocTaTKaM 2JIEKTPOAYTOBOM Me-
TaJJIM3allMU OTHOCSTCSI: BO3MOXHOCTh Tieperpesa u
OKWCJIEHUSI HaIbLIsIeMOro Marepuana; (opMmupoBa-
HU€ MOKPBITUH C OOJBIIMM KOJTUYECTBOM OKCUIOB U
BBICOKOIl MOPUCTOCTHIO; 3HAUYUTEIbHbIE MOTEPU Ha-
mbLIsieMoro Marepuana [20].

ITpu BBICOKOCKOPOCTHOM Ta30IlJIAMEHHOM Hallbl-
neHnun (HVOF) mopolnkoBbIli MaTepuaa pa3orpe-
BAaeTCS M HAHOCUTCS CTPyeil ¢ BBHICOKOW CKOPOCTHIO,
MpeBblialolleil CKopocThb 3ByKa B 7—9 pa3. [l Bcex
MOKPBITH, CO3IaBaEMbIX TAKUM METOJIOM, XapaKTep-
HBI BBICOKASI aire3usi, TPOYHOCTh CLUETIJICHUS U HU3-
Kast TIOPUCTOCTH [16, 18].

ITpu BEIOOpPE TOTO UM MHOTO CITOCO0a HAHECEHU S
HEOOXOMMMO YUYUTHIBAaTh OCHOBHBIE XapaKTePUCTUKU
MoJjiyyaeMoro nokpoitTusi. B Hactosiiee Bpems K 4yuc-
JIy TEepCTeKTUBHBIX OTHOCSTCS MJIa3MEHHOE W ra3o-
TUJIaMEHHOE METOAbl HaHECEHU S, TTO3BOJISTIONINe TIPU
MPaBUJILHOM ONTUMMU3ALlMM PEXMMOB HAaIlbLICHUS
MOJTy4aTh 3alIUTHBIE MOKPBITUSI C TOCTATOUHO HU3KOMN
TIOPUCTOCTHIO M BBHICOKOM aiT€3MOHHON MTPOYHOCTHIO
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[20]. Eciu mpuMeHeHUe TJIa3MEHHOI'O METOAa MEHee
BOCTpeOOBaHO BBUY 3HAYMTEJIbHBIX 3HEPro3arpar, TO
ra3orulaMeHHOE pacITblJICHIE XapaKTepu3yeTcsl OTHO-
CUTEJILHOW TPOCTOTOM, HAACXKHOCThIO U MOOUJIBHO-
CThI0 O0OPYAOBaHUS, a TAKXKE HAUMEHBIIUMU CPEAU
BCeX TeXHOJIOTUt sHepro3arpatamMu. [Ipu aToMm ontu-
MaJIbHO ITo100paHHbIe PEXXUMBI Ta30IJIAMEHHOTO pac-
MBIJICHY S TO3BOJISIIOT IMOJAYYaTh 3allUTHBIEC TOKPBITUS
C BBICOKMMM TTOKa3aTeasIMU (PU3NKO-MEXaHMISCKUX
CBOWCTB, COIOCTABUMBIMU C XapaKTepPUCTUKAMM TIO-
KPBITU, HOPMUPYEMBIX BBICOKOCKOPOCTHBIM U I1JIa3-
MEHHBIM criocobamu [20].

K nambonee pacmpocTpaHeHHBIM Ha pbiHKe PO
MaTtepuajgaM MHOKpbITUI KoprmycoB IIDI oTHocATcs
MOHeJIb, HAHOCHMAasi Ha TTIOBEPXHOCTh MeTajljla MeTO-
JIOM 2JIEKTPOAYTOBOI METaJUIN3AlluK, U ayCTCHUTHbBIE
CILIaBbl HAa OCHOBE XKeJjie3a, yallle XPOMOHUKENIEeBbIT
cIiaB ¢ 100aBJICHUEM Pa3IMYHbBIX KOMIIOHEHTOB, Ha-
HeCeHMe KOTOPOTO MOXET OCYIIECTBISATHLCS 3JTEKTPO-
IYTrOBOM METaJIM3alUEN MU BBICOKOCKOPOCTHBIM
HanblJIeHWeM (cM. Tabauny) [16].

MoHenp — 3TO TpyIla CIUIaBOB, COCTOSIIMX W3
Hukes (10 67 Mac.%) U Meau ¢ HeOOIbIINM KOJIMYe-
CTBOM JIPYTUX 3JIEMEHTOB. MOHeIb 00J1a/1aeT BBICOKOM
KOPPO3MOHHOMW CTOMKOCTBIO U KHUCJIOTOCTOMKOCTHIO,
XOpOIIO ITPOTUBOCTOUT BO3IECKMCTBUIO COJICHOM BO-
IIbl, B HEUTpaJbHBIX U IIEJIOYHBIX pacTBOpax IMpak-
THYecku He Koppoaupyet [20]. HecmoTps Ha To, 4TO
MJaCTUYHAS U KOPPO3ZMOHHO-CTOMKAS MEIb SBJISICTCS
HE caMBIM TBEPOBIM MaTepHalioM, €€ IPUCYTCTBHUEC B
cocTaBe MOHEJM 00ecIeuYnBaeT IIOTHOCTD M CILIONI-
HOCTh MOKPBITUSI, €0 KOPPO3UOHHYIO CTOMKOCTDH, a
TaKxXe cMa3bIBaloInii 3¢ (heKT, 9TO, B CBOIO OUepelb,
00YCJIOBJIMBAET TIOBBIIIEHHBIE HM3HOCOCTOMKOCTH M
aHTU(PUKIIMOHHBIC CBOMCTBA.

AyCTeHWTHBIE HepXKaBeloIWe CIIIaBhI Ha OCHO-
BE XeJjie3a MOTYT MCITOJIb30BaThCsl KaK HaITbLISIEMbIA
MaTepuraJj B BUAe MPOBOJOKM MM Iopoilika. [Toxyya-
eMbIe TTIOKPBITUSI XapaKTepPU3YIOTCS BBICOKOI KOPPO-
3UOHHOM CTOMKOCTBIO U kKapocToiikocThio [20]. Jo-

OaBjieHUE PA3JIMYHBIX JIETUPYIOIIUX 3JEMEHTOB IO-
3BOJISICT BapbUpPOBATh CBOMCTBA CO3IaBaCMOIO IIO-
KPBITHUSL.

OQHUM U3 OCHOBHBIM JIETUPYIOIIUX 3JIEMEHTOB B
HEepXKaBEIOIIMX CIIJIaBax sBJsgeTcs MoiaubomeH. Cum-
TaeTcs, 4To Mo OKa3bIBaeT OJIATOTBOPHOE BIIMSTHUE
Ha KOPPO3MOHHYIO CTOMKOCTh cIliaBa. Bo-mepBbiX,
Mo u3MeHsIeT TOJSIPHOCTh MACCUBHOM TJIeHKH [21],
BO-BTOPBIX, OTMEUEHO MOJIOKUTEIIbHOE BIUsSHIE Mo
npu B3aumMoaencTBuu ¢ xpoMoM. IMocaeagnuii appekt
MIPOSIBIISICTCST CHACAYIOIIMM 00pa3oM: IIPUCYTCTBUE
MosinbaeHa B criaBe Ha ocHoBe Fe—Cr crmocoO6c¢cTByeT
oboraleHuIo MacCUBHOM MJIEHKU XpoMa HOHAMU MO-
JmbneHa, KOTOphIe, 3aHMMAas IIYCTOE IIPOCTPAaHCTBO,
JIeJaloT MJIeHKY 0ojiee KOMITAKTHOW U, CJIeJOBaTEb-
HO, TTOBBILIAIOT €€ 3alUTHBIE cBoiicTBa [21, 22].

JpyruM JIETUPYIOMIUM 3JIEMEHTOM ayCTEHUTHBIX
HepKaBeIOINX ITOKPHITUI SBJSIETCS MapraHem, IO-
0aBJieHUE KOTOPOIo CIIOCOOCTBYET YBEJIMUYEHUIO CTOM-
KOCTH K MUTTUHTOBOM KOppo3uu. IlodoxXmTenpHBIN
apdexktT Mn cBs3aH ¢ 06pa3zoBaHUEM CYJIb(PUIOB Map-
raHia, KoTophble, Kak U3BeCTHO, aHOIHO IOJISIPU3YIOTCS
B 00J1aCTU TTACCUBHOCTH HEPXKaBEIOIINX cTaieil [21].

Eme omHWM NeTMpYIOIIMM, ayCTEeHUTOOOpa3ylo-
IIMM DJIEMEHTOM SBJISIETCS HUKEb, BBEIECHUE KO-
TOPOrO TIOBBIIIAET CTOMKOCTh K PacTPEeCKUBAHUIO,
KOPPO3MOHHYIO CTOMKOCTh M M3HOCOCTOMKOCTh. OH
obJlagaeT camMoil BBICOKOW KOPPO3MOHHON CTOMKO-
CTbIO, KOTOpasi o0ycJoBJeHa 0O0pa3oBaHUEM 3allUT-
HBIX okcnaoB NiO,. [lobasieHnue Ni crmocoOcTByeT
CHM3KEHUIO IIJIOTHOCTH aHOJHOTO TOKA M M3MEHEHUIO
MnoTeHIMana Kopposuu [23].

AyCTeHWTHBIE HEpXaBeIOIUe TOKPHITHS 00e-
CIIEUYMBAIOT 3aIllUTy CTaJM B arpecCHBHBIX Cpelax.
B pa6ote [24] paccmarpuBanack cucrema, %: 17Cr—
12Ni—2,5Mo—(2+3)Si—0,03C (ocT. Fe). [lopomrkosbrit
MaTepraj HaHOCHUJICS METOIOM BBEICOKOCKOPOCTHOTO
ra3orlaMeHHOI'O HallbLIEHMs. DBbLIO yCTaHOBJIEHO,
yto nipu BosneictBuu 3 % NaCl mokpbiTe obiana-
€T KOPPO3UOHHOM CTOMKOCTBIO B TeUeHUe 7 AHEN, a B

HaubGonee pacnpocTpaHeHHble Ha POCCUMCKOM pPbIHKE 3aLUTHbIE METaNNN3aLNOHHbIE NOKPbITUS

U UX XapakTepucTuku

Mersoe: e |nawccema| roer e | 1P0mma |l |
MoHenb Ni70Cu30+A316 3IM 5-10 BrokcuaHas 110—120 HB 3—4
Hepxxageroias craib 06X19H10T 5IM 5—-10 OnuroHaaIbHO 220-270 3—4
TC3IT-BC-013 (superstainless) 200X28H16M5C1 HVOF <1 OnuuoHalIbHO 500—570 >17
TC3I1-BC-016 200X14H7C3P3 HVOF <1 OnumoHaIbHO 650—800 > 7
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cllyyae MHOrocjoiitHoro HaHeceHus (3—4 cios) a¢dh-
(GEeKTUBHOCTh MOKPBITUS TIPOTUB KOPPO3UU HAOJIIO-
najiach 48 mHEN.

I[ToMuMO ayCTEHUTHBIX CIIJIABOB IIMPOKOE IIpH-
MEHEHVEe HAllUIM (peppUTHBIC HEpXKaBEIOIIUe CILIaBBI
[25, 26]. OHM XapaKTepU3YIOTCSI HU3KUM COAEPXKAHU-
€M ayCTEeHUTOOpPa3yIoIuX 3JIEMEHTOB — TaKWX, KakK
Mn, Ni. B paborax [25, 26] paccMaTpuBaJIOCh BIUsHUE
Io0aBIIEHNUSI HUOOMS Ha KOPPO3MOHHYIO CTOMKOCTH
3TUX CIUIaBOB. BBeneHue HebosbIioro koinyectsa Nb
CIOCOOCTBYET MOBBILLIEHN 0 KOPPO3UOHHON CTOMKOCTU
crnijaBa GoJiee yeM B 2 pasa [26], B 4aCTHOCTH TIpH Ya-
CTUYHOM 3aMellieHuu Mo. YacTuuHoe 3aMellieHrne 00b-
SICHSIETCSI 00Jiee BBICOKOI KOPPO3MOHHOI CTOMKOCTHIO
CTLJIaBOB, conmepxXaniux o6a atu anemedTta (Mo u Nb),
10 OTHOIIIEHUIO K CIJIaBaM, UMEIOIITUM JIMIIb ONUH U3
HuX. OddekT nodaBneHnss Nb MOXXHO ITpoaHaJIM3UPO-
BaTh C TOYKM 3PEHUS U3MEHECHU I XapaKTepUCTHUK I1ac-
CUBHOM TJIEHKY XpoMa: Koria MoHbl Nb BKTI0YaIoTCs B
nmaccuBHbI cyioii Cr, TpouCXonuT ee (pU3NIECKOe U3-
MeHeHHe. B 37eKTpOXUMHUYECKOM OTHOIICHUM HaJIM-
yuie 1oHOB Nb ciocoOCTBYeT YMEHbILIEHUIO MJIOTHOCTHU
0OMEHHOr0 TOKa, YTO, B CBOIO OYepelb, 00eCIeYnBaET
CHUKEHHE CKOPOCTH Koppo3uu [25, 26].

Bonblioit nHTEpec NpeacTaBiasioT coboil amopd-
HbIE CIIJIaBbI HA OCHOBE XeJe3a 01arogapsi CO4YeTaHUIO
Pa3IUUYHBIX (U3NUECKUX, MEXaHWUYECKUX M XHMMU-
YEeCKMX CBOMCTB — TaKWX, KaK BBICOKAsI TPOYHOCTb,
TBEPAOCTh, U3HOCOCTOMKOCTh 1 KOPPO3UOHHAS CTOM-
KOCTb [27, 28]. AMOpHBIE CTIIaBhI SIBJSIIOTCSI METacTa-
OMJIPHBIMU MaTepuaJaMM U, KaK M3BECTHO, HE UMEIOT
TakuxX nedeKToB, KaK, HAIpUMep, IPaHUIILI 3€PeH.
K umciay Hambojee pacnpoCTpaHESHHBIX OTHOCSITCS
crniaBel Ha ocHoBe Fe—Cr. bonee moapoOHO Baus-
HHE pa3IUYHBIX 2JIEMEHTOB Ha CBOMCTBA aMOPGHBIX
MOKPBHITUI TIpencTaBiaeHo B paboTax [27, 28]. Meran-
nouasl B, C u P BBOgSITCI B OCHOBHOM JIJIsl CO3JaHUS
aMOp(HOI CTPYKTYPbl METaNIMYeCKUX CTEKOJI, 00-
JlaJaroleil yay4yleHHON KOPPO3UOHHON CTOMKOCTBIO
10 CpaBHEHUIO CO crjaBoM Ha ocHoBe Fe—Cr, Kor-
na oHu yactTuyHo 3ameHs10T Fe. Jlo6asku B, Cu P B
craBax Fe—Cr ycKopsTIOT akTUBHOE PacTBOPEHUE 0
00pa3oBaHU s ITACCUBHOM IMJIEHKH U, COOTBETCTBEHHO,
MIPUBOIST K YBEJIMUCHUIO KOJTUYECTBA ITOJE3HBIX Ya-
ctul (TaKUX, KaK XpoM) B ITACCUBHOM IJICHKE, a Clie-
JIOBATeJIbHO, TIOBBIIIIAETCSI KOPPO3MOHHAS CTOMKOCTD.
Ho6aBku Si B cmaBax Fe—Cr, moMUMO yaydIlIeHUS
CIIOCOOHOCTH K CTEKJI000pa30BaHUIO, TTOJIOXUTEIBHO
BJIMSIIOT HAa COCTaB 1 OAHOPOIHOCTb ITAaCCUBHOM TIJIEH-
KM XpoMa, 4TO CIIOCOOCTBYET MOBBILICHUIO KOPPO3U-
OHHOW CTOMKOCTH.

HoctaTouHO BOCTPeOOBAaHHBIMU SIBJISIOTCS TIO-
KPBITHSI Ha OCHOBe anoMHUHUSA (Al) BBUIY BBICOKOU
KOPPO3MOHHOM CTOMKOCTH B BOTHBIX cpemax. Kpome
TOro, B OTJIMYME OT OPraHUYECKUX MOKPBITUI, alo-
MUHHEBBIE 00€CIIeYMBAIOT 3aIIUTY HE TOJBKO IIpU
IIEJIOCTHOM cCUCTeMe, HO U B ClTyvasiX, Korja cTaJibHast
MOJJIOXKKA MOJBEPraeTcs YaCTUYHOMY MOBPEXICHUIO.
Bynyuu Oojee aKTHMBHBIM 3JIEMEHTOM B TajlbBaHU-
YEeCKOM PSAY IO OTHOIICHUIO K CTalld, IMOKPBITHE Ha
OCHOBE aJIIOMUHMUS, pa3pyllasch, o0ecreyrBaeT 3a-
IMUTy, paboTasi KaK paBHOMEPHO pacIpeaeeHHBIN
aHopa [29]. AJNIOMUHMEBBIE TOKPBITUSI HAHOCUJIUCH
MeToJaMM 3JIEKTPOAYTOBOM MeTalau3auuu [29] uau
xosiogHoro HanbLteHud [30, 31] u xapakTepu30BaIuCh
PaBHOMEPHOU OJHOPOAHOM CTPYKTYPOU C HU3KOM IO~
PUCTOCTBIO M AOCTATOYHO BBICOKOM M3HOCOCTOMKO-
CTBIO IO CPAaBHEHUIO C METAJIJIOM MOIJIOKKH.

PaccMoTpeHHBIE BEINIE METONBI HAHECCHUS M CO-
CTaBbl MeTaJJIM3allMOHHBIX MOKpbITUM Ha [1D]] s1B-
JISTIOTCST TPAIWIIMOHHBIMU M, KaK yXe OTMeYaJioCh,
He Bcerma 0o0ecIeYnBaoT BBICOKMI pecypc paboThI
MOTPY>KHOTO 000PYIOBAHUS B HEPTSIHBIX CKBAXKMHAX.
[MosTOMYy HECOMHEHHBI MHTEPEC TPEACTABIISCT IIPU-
MeHEeHHe 0oJice COBPEMEHHBIX METONOB HAaHCCEHUS 1
COCTaBOB MeTaJlJIM3AlLIMOHHBIX MOKphITUil Ha I1D]I.
TexHonorms ra3o0TepMHUYECKOTO HAITBUICHUS TI03BO-
JISIET HAHOCUTD Pa3IUIHBIE 10 COCTABY MOKPHITHS —
OT MJIacTMAacCC 0 TYromjJaBKuUX coeauHeHuii [17, 32].
B mpakTuke HAITbIJICHUSI IIOMUMO OOHO(MA3HBIX Ma-
TepHaJioB (YMCThIE METAJIJIBI M WX CIIJIaBhl, TTOJIME-
DbI, K€paMHUKa, UHTEpMETaJUIMIbl) UCHOJb3YIOT Ie-
TepOreHHbIE — KOMIO3UIIMOHHBIC, a TAKKE MX CMECH
[17, 32].

KoMno3uiinonHble MaTepraibl 3aHUMAIOT 0coboe
MECTO U MPEeACTaBISIOT COO0M coueTaHWEe MUHUMYM
IBYX pa3HOPOIHBIX KOMIIOHECHTOB C YeTKOM rpaHUIICH
pasnesia i CBOMCTBaMU, KOTOPLIMU HE MOXET 00J1a1aTh
HU OJWH U3 KOMIIOHEHTOB B oTnenbHocTH [32]. Ilep-
CIIEKTUBHO IIPUMEHEHUE B TTOKPHITHSIX TaKMX HOBBIX
KOMITO3UIIMOHHBIX MaTepuajoB, KaK HAHOCTPYKTYp-
HbIC MaTepHUajibl, — MOKPHITHS IPUOOPETAIOT 3HAYM-
TEJILHO JIYYIIIUe 3aluTHbIe cBoMcTBa [33]. boabimumu
BO3MOXHOCTSIMU IJIS1 TIOTYYEHUS] KOMITO3UIIMOHHBIX
W HAHOCTPYKTYPHBIX TOKPBITUI 00JamaeT ITpocCTast
sHeprocoeperaroliasi TEXHOJOTUS caMopachpocTpa-
HsI0LIerocs BoicokoTemneparypHoro cuHresa (CBC)
TYTOILUIaBKUX COeTMHEHU (KapOUI0B, HUTPUIOB, 60-
PUIOB M Ap.) U MaTeprajioB Ha UX OCHOBE B pEeXKMME
ropeHus [34, 35]. HaHOCTpyKTypHbIE TTOKPBITUS MO-
I'YT OBITH TOCTATOYHO JOPOTOCTOSIIIIUMU, HO MCIIOJIb-
30BaHUE, HAIPUMED, pecypcocbeperaromieili TeXxHoI0-
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ruu CBC MoXeT caenaTh UX BIOJAHE peHTa0eIbHbIMU.
[IpoMmpllIIeHHOe  HaHECEHHE  HAHOCTPYKTYPHBIX
MMOKPBITUI BIIOJIHE peaan3yeMo, ITOCKOJIBKY KOPITYC
I19/1 nMeeT NpocTyo HUAUMHIApUUYecKYo ¢hopmy. Ona-
HUM 13 3PPEeKTUBHBIX MyTeil CHUXKEHU S KOIPHULIU-
€HTa TPEHUSI IIPU COXPAaHEHWHU BBICOKOM TBEPIOCTH U
M3HOCOCTOMKOCTH SIBJSICTCSI pa3paboTKa HAaHOKOMTIO-
3UIIMOHHBIX MOKPBITUI, B KOTOPBIX HAPSIAY C TBEPAOM
¢azoil u3 KapOMUIOB M HUTPUIOB IEPEXOTHBIX ME-
TaJIJIOB CONEPKUTCI «MsATKash» (pa3a, BHITOJTHSOIAS
POJIb TBEPIOM CMa3KM MJIM CIIOCOOCTBYIOIIAsi 00pa3o-
BaHMIO caMOCMa3bIBalomuxcs ¢a3 B Mpoliecce Harpe-
Ba: cepedpo, 30J10TO, IUCeJIeHU A MoauodaeHa, pochu
Kanplus, yriepond u np. [36]. K cambIM mociaemHuM
TOCTUXKECHMSIM CJIEIYeT OTHECTH Pa3paboTKy COBpe-
MEHHBIX (PYHKIIMOHAJIBHBIX W WHTEIIEKTYaJIbHBIX
TaK Ha3bIBa€MbIX Smart-MOKPLITUI IJISI OBBIILIEHHOM
3aIIUTHI OT KOPPO3UH METAIJIMUSCKUX MOAJI0XeK [37].
Ocoboe BHUMaHUE YIAEISIETCS CaMOBOCCTAHOBJICHUIO
MOKPBITUI HAa OCHOBE MOJUGMYHKIIMOHAJIBHOCTU 3a
CUeT WHKAICYJINPOBAHUSI WHIUOUTOPOB KOPPO3UMU,
MPOTUBOOOPACTAIOIINX CPEACTB U N00aBOK, obecme-
YUBAIOLIMX CO3aHKE CYyNepruapoGOOHBIX TOBEPXHO-
CTell MMOKPBITUS, a TAKXKE ITOCPEICTBOM XUMUUECKOMN
MoaudUKaIUU TMOPUAHBIX MAaTPULL TOKPBITUIA. Oye-
BUIHO, UTO pa3paboTKa U MPUMEHEHUE MePEeUNCICH-
HBIX COBPEMEHHBIX IMOKPBITUI MOTYT CYIIECTBEHHO
MOBBICUTH cTOMKOCTh [ID]] K M3HOCY U KOPPO3UU U
pecypc paboTHI MOTPYKHOTO 000pYA0BaHUS B HEDTS-
HBIX CKBaXXMHax.

MexaHu3Mbl pa3pyLueHus
MeTaNNn3aLMoHHbIX NOKPLITUNA
Pe3ynbTaThl 3KCnnyaTauum

IMoapo6HO MeXaHM3MBI Pa3pyIICHUS 3aIIUTHBIX Me-
TaJJU3ALMOHHBIX MOKPBITUN C MpUBEACHUEM OOJb-
1LIOr'0 KOJIMYECTBa UJIJIOCTPALlMii paCCMOTPEHBI B pa-
6orte [38]. ITo pe3ynbTaTaM IIPOBEICHHBIX UCCIEIOBA-
HUIt aBapuifHbIX KoprycoB [1D]] ocHOBHbBIE TPUYKUHBI
pa3pylLIeHU I paHXUPYIOTCS Ha HECKOIBKO TPYIIIL:

Mexanndyeckue MOBpexIeHHda. MexaHuuyecKue
TMOBPEXJIEHUSI TIPENCTABISIOT COO0OW HapylIeHUs
CIJIOITHOCTU TIOKPBITUSI B BUIE IIYOOKUX DPUCOK,
HampaBJCHHBIX BIOOJb KOpIyca 3JICKTPOIBUTATEIIS.
TloBpexaeHUus MOKPBITHUS B 3aBUCMMOCTU OT MHTEH-
CUBHOCTHU NPUBOAST K «OTrOJICHWIO» MeTaJlla U ero
PAacTBOPEHMIO MPU B3aMMOICUCTBUU C arpeCCHUBHOM
cpeloii Mo MeXaHU3MY 3JEKTPOXMMUYECKONH KOppo-
3uu. KpoMe Toro, MexaHuuyeckue MOBPEXACHUS MO-
KPBITHUS HEOIATONPHUSITHO CKAa3bIBAIOTCS Ha CBOMCTBAX

MOKPHITHSI, CHOCOOCTBYIOT CHUXXEHUIO OapbepHBIX
CBOMCTB Y IPOHMKHOBEHUIO arpeCCUBHOM Cpeabl K
OCHOBHOMY METAaJIJIy C €T0 IMOCIeAYIOIMUM KOPPO3H-
OHHBIM pa3pylLIeHUEM.

AOpa3uBHBIIf H3HOC. AOPa3UBHBIN M3HOC TOKPBITUS
SJIEKTPOABUTATEJICHI COIPOBOXIACTCS W3MEHCHUEM
LIBETA M «CTUPAHKMEM» YIACTKOB IMOKPHITHS ¢ 00pa3o-
BaHUEM JIOKAJbHBIX 04aroB KOPPO3HMOHHBIX ITOBPEXK-
IeHni. AOpa3sWBHOE M3HAIIMBAHUE IMOKPBHITHUS IIPO-
HWCXONUT B pe3yjbTaTe lapamnarmouiero Ujiu pexyuiero
BO3ICHCTBUS TBEPABIX YACTHUIl, IMPUCYTCTBYIOIIUX B
CKBaXXMHHOM XUIKOCTH. Pe3ymbraTamM TakKoro BO3-
NEWCTBUSI Ha TIOBEPXHOCTh KOpIyca SIBISIETCSI BO3-
HUKHOBEHUE 09aroB KOPPO3UH.

Huskue 6apbepHbie cBoiicTBa. Huskue 6aphepHbie
CBOICTBA MOKPHITHS HE 00ECTIEUMBAIOT IMOJHOLICHHO-
ro OrpaHMYCHUS MOCTYIa arpeCCUBHOI cpenbl yepes
CITOl TIOKPHEITUS. B pe3yibTaTe 3JeKTpOXUMHUYECKOTO
B3aUMOJICHCTBUSI KOMIIOHEHTOB TPaHCIOPTUPYEMOM
cpenbl, nudGyHIUpOBaBIIeil yepe3 CI0i MOKPHITHS,
C OCHOBHBIM MeTajusioM kopmyca [13]1 mpoucxogut
KOPPO3UOHHOE pa3pyliueHue Metania. Jlajsee oopaso-
BaHHE M POCT IMPOAYKTOB KOPPO3UM IO IMOKPBITUEM
MIPUBOMSAT K YBEJIMUCHUIO BHYTPEHHMX HATIPSIsKEHU,
HapylIeHWI0 alre3MOHHBIX CBSI3ed M OTCIaMBaHUIO
MTOKPBITHUSI.

HecoBepmencTsa TexHojoruu Hanecenus. Kauecr-
BO HANBUISIEMOTO MOKPBITUS HANpPSIMYIO 3aBUCHUT OT
COOJIIONEHMSI TeXHOJOTUM HaHeceHHUs. OHa COCTOUT
W3 psiia MOCJaeIoBaTeIbHBIX Olepalnii, Hald KOTOPHI-
MU JOJIKEH OCYIIECTBIISIThCS IMMOCTOSIHHBIN KOHTPOJIb
IUIS MCKJTIOUEHUST BO3MOXHBIX €¢ HapylneHui. s
HCCJICIOBAHHBIX IMOTPYKHBIX 3JIEKTPOABUTATEIICH HE-
COBEPILEHCTBA TEXHOJOIMM HAaHECEHMs] MOTYT IpO-
SIBJISITBCS B BHUIC JIOKAJBHOI'O CHUXKEHMS TOJIIMHBI
MMOKPBITHS UJIX €T0 OTCYTCTBHS Ha TPYTHOAOCTYITHBIX
IUTST HAaITbIGHMs ydyacTKax. JIaHHBIA BUJ pa3pylie-
HUS XapaKTepeH I peMOHTHBIX KopmycoB [19]1, mo-
BEPXHOCTh KOTOPBIX YK€ ITOABEprajach KOPpO3UOH-
HOMY pa3pyllIeHUI0, BCIEACTBUE Yero oHa obyjagaeT
3HAYMTEJIbHOW HepaBHOMEpPHOCThIO. HaHeceHHOE Ha
Hee TIOKPBITHE OyIeT UMETh Pa3HOTOJIIIMHHOCTD, TaK
KaK OHO OyJeT MOJHOCThIO MOBTOPSATH Tororpaduio
noBepxHocTu Kopryca [1D/. K TpymHOOZOCTYHMHBIM
IS HaNBUICHUSI y9acTKaM OTHOCSITCS CTEHKU IIO-
JIOCTel MW YIAayOJeHUl, KOTOpble MIPU HATbIJIEHUU
HaXOISITCS B OMHOM IJIOCKOCTH C TMHUEH HAabLJICHUS
TTOKPBITHUSI.

PestoMupys Bhillecka3aHHOE, HEOOXOAMMO OTMe-
TUTh, YTO IIPM MHOXECTBE TOCTOMHCTB METOIA HC-
MMOJIb30BaHME 3alIMUTHBIX MOKPHITHU HE pelraeT I0JI-
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HOCTBIO MpOOJeMYy 3alllUThl 3JEKTPOJABUTATENIE OT
BO3ACUCTBUSA OCIOXHsMUX pakTopoB. K Hanbomee
CYIIECTBEHHBIM HEeIOCTaTKaM IIPUMEHSIEMBIX ITOKPHI-
TUW OTHOCSITCS:

— HeIoCTaTOYHAasI CTOMKOCTh K aOpa3svBHOMY U3-
HOCY, BO3HHMKAIOIIEMY IIPY KOHTaKTe C XUIKOCTHIO,
coepxalieil abpa3uBHbIC YACTUILIBI;

— HeIoCTaTOYHAasI CTOMKOCTD K yIapHBIM MEXaHU-
YeCKUM BO3ICHCTBUSM;

— 0oJiee BBICOKM I 2JIEKTPOXUMUYECK U TTIOTEHIIY-
aJI 110 OTHOIIIEHMIO B 3alIMIIIAEMOMY METaJLIy;

— HapylIIeHWsI TEXHOJOTMM HaHECEHUS, IIPOSIB-
JISTIOIIMECS B BUJIE JIOKAJTLHOTO CHUKEHU S TOJIIMHBI
TMOKPBITUS WX €0 OTCYTCTBUS Ha TPYIHOIOCTYITHBIX
yJ4acTKax;

— 3HAYUTEJIbHAS IOPUCTOCTh MOKPHITH S, HATUUUE
KOTOPOM CYIIIECTBEHHO BJIMSET Ha Ka4eCTBO IMOKPHI-
THS U B IIEPBYIO OYepeab 3aBUCHUT OT IIPUMEHSIEMOT0
MeToJa M PEXXMMOB pacItbIeHUsI [16].

PekomMeHaauum no oueHKe KayecTBa
I10Kpb|TVII7I ANng 3alunTbl NOrpy>XHoro
o0opyaoBaHus

HequHCHCHHBIe BbIIIC pE3YJIbTaThl I/ICCI[CI[OBaHI/IfI
OBLIIY UCTIOB30BaHbI HAMU JJI pa3pa60TKn METOAUK

IIpOBCOCHUA WCIIBITAHUM 1 IIOCTPOCHU A pCﬁTHHFa Ka-
Y€CTBAa aHTUKOPPO3MOHHLBIX HOKpBITI/Iﬁ.

PexoMeHganmu no BIOOPY TOTO UJIM MHOTO THUIIA
MOKPBITUS AOJXKHBI ObITh OCHOBAHbBI Ha pe3yjabTaTax
J1abopaTOPHBIX MCCIEN0OBAHUM, METOAbl KOTOPBIX
MOTYT B MOJHOW Mepe OTpa3uTh KayeCTBO MOKPHI-
TS, a TAKXK€ CIIOCOOHOCTb MPOTUBOCTOSTH BO3ACH-
CTBUIO pa3pyuatomux ¢paktopoB. Ha cerogHAmHMI
JIeHb CYIIECTBYET BCEr0 HECKOJbKO AEWCTBYIOIIUX
CTAHIapTOB, PACIPOCTPAHSIOLIMXCS HAa ra30TepMu-
YyecKue TOKPBbITHUSI, HAaMNblAsIeMble Ta30IJaMeHHBIM,
MJa3MEHHBIM, 3JeKTPOAYTOBbIM MeTodamMu. JlaH-
HBIe CTaHAaPThI BKIIOYAIOT JOCTAaTOYHO Y3KUI HA0OP
METOJIOB U OIPaHUUYUBAIOTCSI TPEOOBAHUSIMU K TOJI-
IIMHEe, TTPOYHOCTU CLENMJIEHUS, TOPUCTOCTHU, IIEPO-
XOBAaTOCTU U KOPPO3UMOHHOM CTOMKOCTU ITOKPBITHS.
YKa3aHHBIX METOMOB SIBHO HEIOCTATOYHO AJISI MOJIe-
JIMPOBAaHUSI OMMCAHHBIX BBIIIE MEXaHU3MOB pa3py-
IIEHUS MOKPBITUS, B CBSI3M C YEM BO3HUKAET HEOO-
XOIMMOCTb B pa3zpaboTKe KOMIUJIEKCHOU MEeTOAMKU
OLICHKM KayecTBa.

MeToguka TIpoBedeHUS J1abOpaTOPHBIX MCCIe-
JIOBaHUU pa3pabaTbiBajach B COOTBETCTBUM C KJac-
cudbukanueid MPUYWH TOBPEXACHUN TOKPBHITUN U
COIEPXHUT TP 0a30BBbIX OJIOKA MCIBITAHUI (CM. pU-
CcyHOK). KoMmruiekc ucnblTaHM MeTaJJIM3allMOHHbIX
TOKPBITUI MPEICcTaBJIeH METOAAMU KOHTPOJS UX OC-
HOBHBIX (PU3MKO-MeXaHUUYECKNX CBOMCTB B UCXOAHOM
COCTOSIHUM U TIOCJIE MOJENMPOBaHUS IKCMJyaTalv-
OHHBIX BO3JIEICTBUN.

HcnpiTanus kauecTBa NOKPbITHH
broxk I Bbrox I1 Bbnoxk I1I
Bueurnuii Bug AJre3suoHHas IPOYHOCTH CTOHKOCTb K PacTBOpaM KHCJIOT
[IlepoxoBarocTh MuxkpotBeprocTs o Bukkepcy CTOHMKOCTB K pacTBOpaM IIEI0YH
o CTOHKOCTb K IEPEMEHHOM
TommmHa M3HOCOCTOMKOCTE o P y
BO3JIEHCTBHUIO TEMIIEPATyp
. CTOMKOCTB K JIEKOMIIPECCHOHHOMY
ITopucrocts CTOMKOCTB K IPSIMOMY yZAapy
OTCIIaNBaHUIO
[IpouHocTs cuenienus CTOHKOCTb K BO3JCHCTBHIO
CrutomHoCTh
METOJOM HAHECEHHMS CETKH LlaparuH CO,uH,S
KauectBo criermenns [IpouHoCTs PH H3rHOe CrolKOCTh K JUTHTENBHOMY
C METaJIJIOM U3/eNus BO3/JICHCTBUIO

CTpyKTypa MEeTOIOB UCTTBITAHU I
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B mepBoM 0j0Ke MpencTaBJeHbl METOAMKU IO
KOHTPOJIO TEXHOJIOTMYECKHUX IoKa3aTelsiell MOKpPhI-
TUS B ICXOMHOM COCTOSIHMU: OIleHKA BHEIITHETO BUIA
MOKPBITUSI U ero (pU3uKo-MeXaHUYECKUX CBOWCTB,
BKJIIOYAIONIUX IIIEPOXOBATOCTh, TOJIIUHY, MOPHUC-
TOCTb, CIIJIOITHOCTh 1 KAYeCTBO CIUEIIICHUS C METall-
JIOM TTOJIJIOXKH.

Bropoii 00K MCIBITAHUN COCTOUT M3 METOJNOB,
OLICHUBAIOIIUX CTOMKOCTh IOKPBITUII K BHEIIHUM
MEXaHMYECKUM BO3ACUCTBUSIM: ONPENEISIIOTCS Kaye-
CTBEHHBIE U KOJIMUECTBEHHBIC XapaKTePUCTUKU aAre-
3MOHHOUW MPOYHOCTH, MUKPOTBEPOOCTH, a0pa3uBHOMK
CTOMKOCTH, CTOMKOCTH K MPSMOMY YAapy U MPOYHO-
CTU CUETJICHU S TIPU HAHECEHU U CETKH LaparuH.

Tpetuit 610K UCITBITAHUA BKJIIOYAET METOIBI YCKO-
PEHHBIX UCTIBITAHU M B MOIEIbHBIX Cpeaax Il OUeHKU
3alIMTHBIX U OapbepHBIX CBOMCTB MeTaJIM3allMOH-
HBIX IIOKPBITUI IPU BO3AECUCTBUH KUCJIOT U IIEJIOUCH,
BOIHBIX PACTBOPOB (IJMUTENbHO), IEPEMEHHBIX TEM-
nepaTyp, nepernagoB AaBJeHUsI, aTPECCUBHBIX CPe C
BbICOKMM coaepxanuem CO,, H,S.

TTockonbKy MJisi OLIEHKU KauyeCTBa HCHBITYEMBIX
MOKPHITUI TPUMEHSIETCS OOJbIIONH HAO0OpP METOHOB
HCCICIOBAaHMSI, UMEIOIINX KaK KOJMYECTBEHHYIO, TaK
U KaYeCTBEHHYIO OLIEHKY, /IS TOCTPOEHUS peThUHTa
pPaboTOCIIOCOOHOCTY U HaJAEXKHOCTU MOKPHITUI TIped-
JlaraeTcsl HMCIIOJb30BaTh METOOUKY WHTETpaJIbHOM
OLIEHKU CBOWCTB MOKPBITUS, YUUTHIBAIOILYIO PE3yJib-
TaThl BCeX MPOBEICHHBIX MCNbITaHUI. B Hacrosiiee
BpeMsI BeleTcs anpoOaiius pa3paboTaHHON MeTOmM-
KU, TTOJIyUeHHBIM 3KCIIepUMEHTAJbHBIM JaHHBIM OYy-
JeT TOCBSIIeHA OTACbHAS CTaThsI.

PesynpraTel mHTErpaibHOM OIICHKM KadecTBa IT0-
KPBITUI C YUETOM OCJIOXHSIOUUX (HaKTOPOB B KOH-
KPETHBIX YCJIOBMSIX OKCIJyaTallud, YyBeJIWUYCHUE
pecypca pa6botsl I19]] B 3THX YCIOBUSIX, SKOHOMUYE-
ckuii apdekT ot ucnonbzoBanus [13]/1 ¢ nokpbITHEM
MO3BOJISAT CHeJiaTb OOOCHOBAaHHBIM TEXHUKO-3KOHO-
MUYECKU BBHIOOP KOHKPETHOTO MOKPHITUS 1D/ nis
KOHKPETHBIX YCIOBU I KCILTyaTalluH.

3aknio4yeHue

IIpoBenaeHHEBI 0030p MOKa3bIBaeT, YTO Haubojee
3G GEKTUBHBIM U 9KOHOMUYECKHM BBIFOJHBIM CIIOCO-
OGOM 3aIIMTHI TOBEPXHOCTH ITOTPYKHOTO 3JCKTPOIBH-
raTeiss B He(TSIHON CKBaXKMHE SIBJISIETCSI TPUMEHE-
HUEe MeTaJJIM3allMOHHbBIX TOKPBITUii. TpaauLiMoHHas
TEXHOJIOTUS TEPMUUYECKOIO0 HAITBIICHUS TO3BOJISET
HAHOCHTb pa3jMYHbIE TUIIBI MeETaJUIM3allMOHHBIX
MOKPHITUA. B IpPOMBIIIIEHHOCTH IIHMPOKO MCIIOIb-

3yI0TCSl pa3jJiMyHble CIUIaBbl, obOJlafalolie BbICOKON
KOPPO3UMOHHOM CTOMKOCTBIO, M3HOCOCTOMKOCTHIO
U aHTUPPUKLUMOHHBIMU cBoiicTBaMu. K Haubonee
pacpocTpaHeHHBIM Ha peIiHKe P® TOKPBITUSM OT-
HOCSITCS MOHEJIb U CIIIaBbl Ha OCHOBE ayCTEHUTHOM
HepXKaBeIOIel cTaJli, HAHOCUMBIC METOIAMHM 3JICKT-
pPOMYTOBOM MeTalJIM3allMi WU BHICOKOCKOPOCTHOTO
HanblieHus. [Ipu MHoXecTBe JOCTOMHCTB ITaHHOI'O
croco0a 3aIUTEH IpUMeHeHHe TTOKPHITUI He pelraeT
MOJTHOCTBIO MPOoOJIeMY 3allUTHl JIEKTPOABUTaTEIEH
OT BO3JICUCTBUS OCIOXHAOMMUX (pakTopoB. K ynciy
HamboJiee CYIIECTBEHHBIX HEOOCTATKOB MCIIOIb3Y-
eMBbIX TTOKPBITUI OTHOCSITCS: HEAOCTaTOUYHAsI CTOM-
KOCTh K YIapHBIM MEXaHMUYECKUM BO3ACUCTBUSIM U
abpa3uBHOMY M3HOCY, 00Jiee BBICOKHMII IO OTHOIIE-
HUIO K OCHOBHOMY METaJlJly 3JeKTPOXUMHYECKUA
MOTEeHIIMAJ, HapyLIeHUS TEeXHOJOTMM HaHECEeHMS,
3HAYMTEJIbHAs IMMOPUCTOCTh MOKPBITUI. OTpaHWYEH-
HOE YMCJIO TPAAWIIMOHHO TIPUMEHSIEMBIX METOIOB 1
MaTepHuasoB SBISETCS OMHOM M3 OCHOBHBIX MMPUYUH
HabJII0gaeMbIX HeZOCTATKOB. [103TOMY IJIS pelIeHU S
npob6aemMbl 3amuThl [13]I, cylmecTBEeHHOro IOBbI-
LIEHUSI CBOMCTB MCIIOJb3YEMBbIX IMOKPHITUMN, YBEIU-
YyeHHus pecypca paboThl U 9KOHOMMUUYECKON 3 dek-
TUBHOCTH HEOOXOAMMO TpUBJIEKATh COBPEMEHHBIE
IOCTUXEHUS HAayKW B pa3pabOTKe MOKPHITUI IS
3aIMTHI METAJINYECKUX ITOBEPXHOCTEI OT M3HOCA U
KOPPO3UMU:

— pacIIMPUTh YUCIO TIPUMEHSIEMbIX METOIOB Ha-
HECEeHHUS MMOKPBITUI;

— YBEJIWYUTh KOJIWYECTBO MCIIOJIb3yeMbIX Mare-
pUAajIoB IJ1s1 HAHECEHUS IOKPHITUS, CO3IaBaTh KOMIIO-
3UIMOHHBIC, HAHOCTPYKTYpPHBIE, QYHKIIMOHAIBHEIC 1
WHTEJUIEKTYaJIbHbIE TOKPHITHS,

— oTpaboTaTh METONMKY MHTETPaJbHON OILEHKU
KauecTBa MOKPBITHIA;

— pa3paboTarb METOOUKY OIIEHKM 3KOHOMUYE-
CKOil 3(pPeKTUBHOCTU MPUMEHEHUS 3alIUTHBIX I10-
KPBITHUI C YUETOM BCEX 3aTpaT Ha UX HaHECEHUE U J0-
XOJIOB OT MpOoAJIeHUs pecypca padoTsl [1D/1.

PesynpraTel MHTErpaJibHOM OILICHKU KadecTBa I10-
KPBITUI C YUETOM OCJIOXHSIOIINX (PAaKTOPOB B KOH-
KPETHBIX YCJIOBUSX OJKCIUIyaTalluM, TIOBBIIIEHUE
pecypca pabothl I18]] B 3TUX yCIOBUSIX, SKOHOMUYE-
ckuii acpdexT oT ucnonpzoBanus [1B]] ¢ mokpsITHEM
MO3BOJISAT clejaTh 00OCHOBAaHHBIA TEXHUKO-3KOHO-
MUYECKUI BBIOOP KOHKPETHOTO MOKphITUsA 1D/ nnsa
OIIpenelIeHHBIX YCJIOBUI 3KcILTyaTanmuu. [Ipemcrtas-
JICHHBI 0030p CBUAETEIBCTBYET O LIEJeCO00Pa3ZHOCTHU
MpOBeACHUS NaJIbHEHIINX UCCIeIOBAaHU B BEIOpaH-
HOM HamlpaBJICHUU.

—_ .
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