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AKTyanbHOCTb 1cCliejoBaHus 00YCI0BIEHa HEOOXOAMMOCTbIO YBENNYEHUS Paboyert TeMnepaTypbl 1 TEPMOLMKINHYECKOMN CTONKOCTY
TEnn03aLLYmMTHOro MOKPLITVS A1 3aLUMTbI OT MEPErPEBa TENIOHANPSXEHHbIX Y3/10B aBUALIMOHHOM, PAKETHOV TEXHIMKM, a Takxe A/1s Te-
I0M30/1ALMM CEKTOPOB-rEPMETU3ATOPOB DY POBbIX KOPOHOK /151 BYpeHusi CKBaxiH B FOPHbIX MOPOAAX.

Lenb nccnegoBaHus: hopmypoBaHme MeTofoM Mia3mMeHHOro HarblieH1s B Bakyyme HaHOCTPYKTYPHOIO rPalueHTHOro MoKpbITUS C
BEPXHUM CII0eM OKCYAA raHuIs, UMEIOLLEro M1aBHOe U3MEHEHME XMIMUYECKOro COCTaBa v KOI(ULIMEHTa TEMIOBOro pacluvpeHus.
OBBEKTBI: TPEXCIIONHBIE MOKPHITUS U IPAANEHTHbIE HAHOCTPYKTYPHBIE MOKPLITUS C BEPXHUM CIIOEM OKCuAa ragHus. OKcug ragHus sB-
JISETCA MPUBIEKATENbHbIM KEPAMUYECKMM KOMIOHEHTOM TEMI03aLyMTHOrO MOKPbITYS B/1arofaps BbICOKOM XUMUYECKON, MEXaHU4ecKou
CTabWIbHOCTY 11 €0 MOBbILIEHHBIM TEMIEPATYPaM (Ha30BbIX MePEXOIOB.

MeTtoabi: pacTpoBas 31eKTPOHHAA MUKPOCKOMUS, PEHTIEHOBCKMM MMKPOAHaN3, PeHTTeHOBCKas ANPaKLUMS 1 TEPMUYECKI aHam3.
Pe3ynbTatel. [1ofy4eHbl TPEXCIONHbIE HAHOCTPYKTYPHbIE MOKPbITUA TonwmHow fo 120 mMkm, cogepxawyme crov NiCoCrAlY,
7r0,=7 %Y,05 u Hf0,=9 %Y,0s, u rpaaneHTHble HaHOCTPYKTypHble nokpbiTus NiCoCrAlY — (ZrO,=7 %Y,05+NiCoCrAlY) —
2r0,=7 %Y,05 = (Zr0,=7 %Y,0s+Hf0,=9 %Y,05) — Hf0,9 %Y,0;. [loKka3aHo, 4TO B TPEXCIIONHOM MOKPLITUM HA rPpaHuLe C10eB
Z2r0,~7 %Y,0; v HfO,=9 % Y05 hopMupyeTcs crion CMELLIEHNS TOMLUMHOM ~5 MKM, XapaKTepu3yioLmi COEAHUM pa3Mep MUKPOYacTyL]
B MOKPbITYN. [1151 IPAAMEHTHbIX MOKPLITUL KEPAMUHECKIMI CIION OAHOPOAHBIV Y MPEACTaBSeT CObOU LienoCTHYIo CTPYKTypY. CIov oKCu-
213 rahH1s XapakTepu3yeTcs Kybudeckon Moamgukaumnen, cnov ZrO,=7 %Y,0s+Hf0,~9 % Y,0; = ncesnokybm4eckor MogrgukaLmes,
a Zr0,~7 %Y,0s — npeuMyLLecTBEHHO TETParoHa bHou (ha3omn. TEPMUYECKMI aHaIN3 BEPXHErO C/I0S OKCWAA raHUA MoKasan Haimume
3K30TEPMIMYECKOV peakumm B avanasoHe Temnepatyp 1300..1600 °C, conpoBoxaakoLLencs noTepesi Maccbl B 2 %, 4TO MOXET bbiTb CBA-
3aHO C YaCTUYHBIM BbIXOAOM CTaOUIM3UPYIOLLEro OKCYAA U3 KPUCTAIMHECKOV PELIETKM OKCUAA ragpHus, ero nepepacnpeaencHmem,
YMEHbLLIEHNEM [IeEKTHOCTY Y BHYTPEHHIMX HAMPSXEHWV B MOKDBITUN. PEHTreHOBCKas ANGPaKTOMETPYS oKa3ana CoxpaHeHme Kyou-
Yeckou CTPYKTYpbl OKCUAA raghHus Nocie TePMUYECKOro aHanm3a npu YMeHbLLEHMA MapamMeTpa KpUCTANINYEeCKOM PeLLETKH a.

KnioyeBble cniosa:
Okcug ragHvs, Tenno3alymTHoe NoKpPbITUE, HAHOCTPYKTYPHOE MOKPLITHE,
rpanmeHTHoe MOKPbITHE, M1a3MEHHOE HarlbleHue, TEPMUYECKMN aHan3.

BeepeHune

TemnosamuTHEe MOKPBITASI YACTO HCIIOJL3YIOT
IJIS 3AIUATHL OT IeperpesBa TeIIOHAMPIKEHHBIX Y3-
JIOB aBUAIIMOHHOW, PAKETHOW TEXHUKU W MAIIIHO-
crpoenns. Kpome Toro, Taxue IOKPBITUS IEPCIEK-
TUBHBI JJIA TEIJIOM30JANNY CEKTOPOB-TepPMeTH3aTo-
POB C IIeJBI0 YMEHBIIEHNSA I0TePh TEILIOBOM SHEPTUI
yepes MPOMBIBOUHYIO JKHAKOCTH OYPOBBIX KOPOHOK
It OypeHusa CKBasKWH B TOPHBIX IOPOZAaX, UTO 0CO-
0eHHO BayKHO Ipu OYPeHNM B YCIOBUAX APKTUKI.

Oxcuj rapHUS SBIAETCS IPUBJIEKATEIbHBIM Kepa-
MHYECKUM KOMIIOHEHTOM TeILJIO3AIIUTHOTO MOKPHITHS
OJ1arofaps BLICOKOU XMMUUECKOH, MeXaHUUEeCKOH cTa-

30

OMIBHOCTH U €T0 HOBBIIIEHHBIM TeMIepaTypaMm (aso-
BbIX Tlepexo0B [ 1-12]. Oxcup raduug ob1azaer 6osee
HUBKON TeIIONPOBOTHOCTHIO, YeM CTA0MIM3MPOBAH-
HBIA OKCHAOM UTTPUA JUOKCUJ IMPKOHUSA, M BBILEP-
JKMBAET TEPMOLMKINYECKIE UCIBITAHUS MPU TEMIIe-
parype 1o 2600 °C [7, 8]. Oxcuz raduus obmagaer 60-
Jiee HUSKVMU TTapIUAJIbHBIMY JABIEHUSME KHUCIOPO-
Il 1 epexoja MOHHOU TPOBOJUMOCTH B 9JIEKTPOH-
HYIO TPOBOJMMOCTD TT0 CPABHEHUIO ¢ OKCUIOM IIUPKO-
HUS, BCJEICTBHE Uero JeMOHCTPHPYeT 0ojiee HUBKIE
ckopoctu cuexanus [8]. B pabore [2] mokasaHo, uTo
JNYUIIYI0 TeMIEPaTypPHY CTa0UIbHOCTH MMEKT II0-
KPBITHUS 13 OKcua radHUsA ¢ 60JbIIIel 106aBKO OKCH-
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na urrpus (~20 moa. %). B pabore [3] moryuanu mo-
kperrre HfO,~7,5 % Y,0, MeTOZIOM 3JIeKTPOHHO-IyUe-
Boro ocakaerud (IJ10). IlokpeiTue temoHCTPUPYET OT-
HOCHTEIHHO TLIOTHYIO [0 CPABHEHUIO ¢ TIOKPLITHEM Ha
OCHOBE JMOKCHIA IUPKOHUA CTPYKTYPY, a TepMuye-
ckas croitkocts HfO,~7,5 % Y,0, HOKPHITHA TOBLIIIIA-
erca MuHEMYM Ha 100°C 1mo cpaBHeHHIO ¢
7Zr0,-8 % Y,0,. HaunyunruMu TerIon3onssiuOHHbIMA
cBolicTBaAMH 00JaJAl0T MOKPBITHS U3 OKCH/IA radHus,
IoJTyuaeMble TJIa3MeHHBIM HanblieHueM [8]. OxHako
HEJ0CTATKOM MCIIOIb30BAHU OKCH A Ta(HI IO CpaB-
HEHUWI0 C JUOKCHUIOM IUPKOHUA OCTAETCA MEHBIINI
Koa(unuenT TemtoBoro pacmupenus (KTP).

Perennem mpo6iemMbl TpUMeHeHUsA OKcuia rad-
HUS B KaUeCTBe BEPXHUX CJIOEB TEIJIO3AIUTHOTO II0-
KDBITUS MOKeT OBITH CO3JaHe TPAJUeHTHON CTPYKTY-
poI ¢ mocrenenHo u3meHAwmMEMca KTP. Ilokpeitus ¢
TIABHBIM I'PAIIEHTOM XIMUYECKOTO COCTaBa O3BOJIA-
IOT JIyuIlle geMI(IpPOBaTh TEMIEPATYPHBIE CXKATUA U
PaCIUINPeHNs MOKPHITHS IPH TePMOUUKINIYECKNX Ha-
rpyskax. MsBecTHBI MeTOAbI (DOPMUPOBAHUA T'Dau-
€HTHOH cTPYKTYphI OKPHITHI Tpu JI0 [13]. OHU MO-
I'yT OBITH MOJTYYEHBI KOHEHCAI[MeH 13 TTapoBo (pasb
IyTeM 3JEKTPOHHO-TYUEBOT0 MCIAPEHUA MHOTOKOM-
TIOHEHTHBIX CMECe! M3 OJHOT0 MCTOYHMKA, COZep:Ka-
IUX BEIeCTBa C PasJMYHON YIPYrocThbio mapa Ipu
TeMIepaType ucmapenus. McmapeHue IBYXKOMIIO-
HEeHTHBIX PACILIABOB BCET/Ia HAUMHAETCS C MCIIAPEHM
KOMIIOHEHTa, MMeIOIero 6oJiee BHICOKOE TaBJeHMe ma-
pa, a 3aTeM, 110 Mepe YBeJWUYeHUA KOJIUIeCTBA MCIa-
DUBIIIETOCA PACILIaBA, HAUMHAETCSA MCIAPEHNE KOMIIO-
HeHTa ¢ HU3KUM JaBjenunem mapa. @opmMupoBaTs rpa-
IVEHTHYIO CTPYKTYPY MOKPBITHS TIPH IIJIA3MEHHOM Ha-
TBIIEHUY BO3MOJKHO IMOCTETIEHHBIM H3MeHEeHWeM CO-
CTaBa II0/jaBaeMOro IOPOINKA M3 J03aTOpa B ILIA3MO-
TPOH, a TaKKe 0JHOBPEMEHHBIM UCII0Jb30BAHNEM HEC-
KOJIbKUX JI03aTOPOB, KaK IMOKasaHo B [14]. Viayumie-
HUI0 QYHKIIMOHAJBHBIX CBOMCTB CIIOCOOCTBYET TAKIKe
MoJTyueHre HaHOCTPYKTYPHOTO HOKPBITHA [15, 16].

B naumnoit pabore (hopMUpOBANUM W WCCIENOBAIIH
TPEXCJIONHbIE U TPAJVEHTHBIE MOKPBITUA TOJIIIMHON
no 120 MKM ITa3MEHHBIM HAIBLICHMEM IIOPOLIKOB
NiCoCrAlY, Zr0,-7 %Y,0, u Hf0,~9 %Y,0,. Hna
ymenbIrenusa pasuuilbl KTP Mexny mMerananuecKum
CBSIBYIOIIMM CJIOEM U BEPXHUM CJI0EM Ha OCHOBE OKCH-
Ia radHUS HAHOCUIN MTPOMEKYTOUHBIH CJI0i TMOKCH-
Jla MTUPKOHMS, TIOCKOJIbKY 9T OKCHUBI UMEIOT 3HAUN-
TeJbHBIE CXO[CTBA MO CTPYKTYPHOU MOAM(MUKAIINH,
XMMUYECKUM ¥ (QU3UUECKUM CBOMCTBAM U MOTYT 00-
Pa30BHIBATD TBEPABIN PACTBOP.

SKcnepuMeHT

I'pagueHTHBIE M TPEXCIOMHBIE IIOKPHITHA TOJYUa-
Jau Ha obpasumax BpX1 gmamerpom 30 MM M TOJIIH-
HO¥ 2 MM MeTOZ[OM IIJIa3MEeHHOTr0 HAIIBIJIeHNS Ha yCTa-
HoBKe BC-2 (THIL ®I'VII «Ilentp Kengpimma») mpu
nasnenny B kaMepe 100 Ila. [I1a HanblieHUA TOKPEHL-
THS WCIOJNb30BAJN IIJIA3MOTPOH, CO3JAIOIININ Beep
BoJIH paspe:xenus Ilpamariaa—Maiiepa [17, 18]. Co-
IJI0 CIIOCOOCTBYET KOHIEHCAIMM HAHOYACTHUI[ B De-
3yJIbTATe MOCTEIIEHHOTO OXJIAXAEHNUA MapoBoil (assl
HAIBLIAEMOTO MaTepHaja B OKDECTHOCTSX CEUeHUi

pasBopoTa comia Ha 6 u 27 rpagycoB 1 (OPMHUPOBA-
HUI0 HAaHOCTPYKTYpHOTo MOKphiThsA. Ilogaua moporr-
Ka HaTBIJISEeMbIX BEIeCTB B ILIa3MOTPOH OCYIIIECTBIIS-
JIach ¢ TOMOIIbLI0 mo3atopa (puc. 1). OCHOBHBIM KOH-
TPOJMPYEMBIM PAbOUNM TapaMeTPOM 03aTOPA ABI-
eTcs 9JeKTPUUecKoe HAIPAKeH1e, T0faBaeMoe Ha ero
motop. MoTop Bpamjaer Basa J03aTopa, KOTOPBIH, B
CBOIO OUepeflb, IOJHIMAET B KOPIYCe 103aTOPa IOpPO-
IIIOK Ha OTPeJIeJeHHYI0 BBICOTY U COPACHIBAET €r0 B
MaTHCTPAJIh II1a3M000Pas3yIoero ra3a. 3aTeM mopo-
IIIOK, TPAHCIIOPTUPYETCA B IIABMOTPOH, T/I€ TPOXOIUT
BMecCTe C IJIa3Mo00pas3yIoIuM ra3oM (a30ToM) uepes
IyTy, B KOTOPO¥ IIPOMCXOAUT HAarpeBaHue, IIaBIeHIe
M YaCTUYHOE HCIApeHHe HAIBIISEeMOro MOpPOIIKa.
Pacxop miasmoo0pasyoliero rasa — a3ora — COCTa-
Basn 0,85 r/c, pacxox mopomka — 0,23 r/c. Tox gyru
120 A, mampsa:xenue — 60 B.
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Puc. 1. Cxema [osatopa ropoLuka [Jisi Mia3mMeHHoro Hariblie-
HUS € 3acbinaHHbIMY ciosmu nopotkos: A = NiCoCrAlY,
b = Zr0,=7 %Y,0,+NiCoCrAlY, B = Zr0,=7 %Y,0s, I =
2r0,=7 %Y,0; + Hf0,=9 %Y,05, 4~ Hf0,=9 %Y,05. 1~
Bas [403aTOpa, 2 ~ BHELHWY KOPMyC, 3 ~ BHYTPeHHUN
Kopryc, 4 ~ rnopLueHb, 5 ~ MopoLLok, 6 ~ To/Katess nop-
LWHS, 7 ~ ravika TosIkaTesia opLUHs, 8 — yrop BHyTpeHHe-
ro kopryca, 9 — Tpybka nogaym HecyLero rasa, 10 — ka-
Mepa Bbixofa ropoLuka 13 josartopa, 11 — BbixogHoe
orBepcTve TpybKu Mofaym Hecylyero rasa, 12 = Bbixof-
Hoe oTBepCTUe U3 4o3aropa
Fig. 1. Scheme of powder doser for plasma spraying with layers

of powders: A = NiCoCrAlY, b = Zr0,=7 % Y,0s+NiCoC-
rAlY, B = 7Zr0,=7 %Y,0s, I = Zr0,=7 %Y,0; +
HfO,=9 %Y,0;, I — HfO,~9 %Y,0;. 1is the doser shaft,
2 is the outer casing, 3 is the inner casing, 4 is the piston,
5 is the powder, 6 is the plunger of the piston, 7 is the
piston pusher nut, 8 is the inner casing stop, 9 is the car-
rier gas supply tube, 10 is the exit chamber of the pow-
der from the doser, 11is the exit hole of the carrier gas
supply tube, 12 is the exit port from the doser
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IIpu monmyueHUM TPEXCIOMHOTO MOKPBITHASA HAIIBI-
JIeHVe TIPOBOJIMJIU B TPH 9Talla IIPH IIOJHON 3aMeHe Ha-
meiissemoro mopomka (NiCoCrAlY, ZrO,~T7 %Y,0,,
Hf0,-9 %Y,0,) B noszatope. Pasmep uacTut mopori-
KOB cocTaBaan H..40 mrm. Hambirenwe mpoBopmin
BO3BPATHO-TIOCTYIATENIbHBIM IepeMelleHneM IIIas-
MOTpOHA BJ0JIb BPAIAIONIETocs AepiKaTessa ¢ oopas-
IaMu.

Ilns mosy4yeHus rpafueHTHOTO MOKPHITUS B KOD-
ITyC Z03aTopa MOCJOWHO HACHITIAIY HANBLISIeMbIe I10-
pomku u ux cmecu (1:1) B mociemoBaTeNlbHOCTH
Hf0,-9 %Y,0,, Zr0,~7 %Y,0,+Hf0,-9 % Y,0,,
7Zr0,~7 %Y,0;, Zr0,~7 % Y,0,+NiCoCrAlY, NiCoCrAlY
(puc. 1). Hameuienne npoBoAuIIz IPY 3aChINKE B 103a-
TOP KaKJOT0 M3 IMOPOIIKOB CJIOAMMU 110 1 1 10 2 ¢M B
BBICOTY TIPYM BOBBPATHO-TIOCTYHATEIHHOM II€pPeMelre-
HUW IJ1a3MOTPOHA BJIOJIH BPAIIAOIIET0CH JePKAaTeNd
¢ 00pasIamu 0 IMOJHOTO PACcX0/ia IOPOIIKOB.

CTPYKTypy HOKDPBITUI HCCIEHOBATH C IOMOIIBHIO
pacTpPoBOii 31eKTPoHHOH MuKpockonuu (POM) (Quan-
ta 600, Versa 3D), peHTTeHOBCKOT'O MUKDOaHAIN3A,
perTresoBckoro au@paxrTomerpa (Empyrean PANa-
lytical, uzmyuenne Cu K,)) u cuEXpoHHOTO TepMuye-
cxoro ananusa (NETZSCH STA449F 1 Jupiter).

PesynbTatbl U 06CyXAeHMe
CTpyKTypa NOKPLITHIA

TonmuHaa TPEXCJIOMHBIX MOKPBITHH cocTaBUIIA
~30 u 110 mxm. Mzobpaskenne POM moBepxHOCTH
TOKPBLITHSA TOJIIITAHON 110 mgm (cmosa
Hf0,-9 %Y,0,), npuseneno ua puc. 2, a. Mopdo.o-
TUA TOKDPHITUA XapaKTepUayeTcd CTPYKTYPOH u3
ry100yJ1 ¥ BOTHYTHIX yuacTKOB. IIpu GosbIeM yBesu-
YEHUU BUHO, UTO MOKPHITHE SBJISETCS HAHOCTPYK-
TYPHBIM, B HEM IPeo0afaoT HaHOUACTHUI[HI pasMe-
pom 0,02...0,05 MM (puc. 2, 6). Harnume Hanoua-
CTHI B MOKPHITUM TIOKa3bIBAET, UTO B IpOIecce Ha-
TBLJIEHAA TTIPOMCXOAMIO 00pasoBaHMe MapoBoi (hassi
HAIBLIAEMOTO MaTepuaia, MOCKOJbKY CPeJHUN pas-
Mep HCXOAHBIX UYACTHI[ MOPOIIKA COCTABJSI
5...40 mxM. Ha puc. 2, 6 mokasaHa CTPYKTypa Ha II0-
ePeYHOM IIN(e HTOKPHITUA, COAEPIKAIIEr0 CJIOU

NiCoCrAlY, ZrO,~7 %Y,0, u Hf0,~9 % Y,0,. B mo-
KPBITUY BUIHBI Te(OPMUAPOBAHHBIE YACTHIIHI 1 0018~
CTH C MeJKOAMCIepPCHON cTpyKrypoit. Cioi
NiCoCrAlY (1) cocraBaser ~45 mxm. [[asg Hero xa-
paKTepHa IJIOTHAS 3ePHUCTASA CTPYKTYpa. Tomamuna
cpegunnoro cioa Zr0,~7 % Y,0, cocraBisger Goee
45 MKM, a BepxXHero cjod okcuia raduug (3)
~35 MKM.

CKOpPOCTb HANBLIAEMBIX YACTHIL IPU ILIA3MEHHOM
HATbLIEHUN 3aBUCUT OT UX pasMepa U MPK TaBIeHUAX
B BakyymHo# Kamepe ~100 Ila u ~10°Ila B mrasmo-
TPOHEe MOKeT mocTurath 1,5 kM/c. IloaTomy MOXKHO
IIPeAIOI0KUTE (POPMUPOBAHIE TOMOJHUTEIbHBIX IIe-
PEXOIHBIX CJI0EB CMEIIeHN HAa TPAHUIAX OCHOBHBIX
cioeB nokpeiTud [12, 19]. UccnenoBanue pacmpene-
JIeHUs 3JIEMEHTOB BIOJb JUHWY Ha TPAHUIE CJIOEB
Zr0,=T7 %Y,0, u Hf0,~9 %Y,0, 66110 TpPOBETEHO
IJIS TPEXCJONHOr0 MOKPBITHSA TONIUHON 30 MKM
PEHTTeHOBCKUM MHUKpoaHantu3oM. Ilomepeunslii cpes
TOKPBITHS OBbLI OJyUeH IPU TPABJIEHUY €TI0 BEPXHIX
cioeB woHamu rajua (puc. 3, a). IlorpaHUYHBIR
cioit mesxay caosamu Zr0,~7 % Y,0, u Hf0,~9 % Y,0,
XapaKTepusyeTcs CMENIeHHBIM COCTaBOM, B KOTOPOM
cofiep:KaHre IUPKOHUSA YMEHbBIIAETCSI € MOCTEMeH-
HBIM yBeJWueHueM cojep:kanud raduud. Tosnmuua
cyoa pocrturaer ~5 MKM (puc. 3, 0). TomuHa mepe-
XOJHOTO CJIOS, [0 BCeH BePOATHOCTH, XapaKTepUayeT
CpemHuil pagMep MUKPOUACTHI] B TIOKPLITUH MOCJIE UX
nedopManuy 0 HambLIAEMY0 TOBEPXHOCTS.

TonmwHa TPafMeHTHBIX IOKPBITUHA COCTABJIAET
60 1 120 mxM. Mop(oJI0ris 0OBepXHOCTH ITOKPBITHIH
XapaKkTepusyeTcs CTPYKTYPOit us 1eopMUPOBAHHBIX
YaCTHI ¥ ()parMeHToB uacTu (puc. 4, a). IIpu 607n-
IIIeM YBeIUYEHWN BUIHO, UTO MOKPHITHE B OCHOBHOM
copMupOBaHO II00yIaMK CYOMIKPOHHOTO pasMepa
(puc. 4, 6). B mokpeiTuu ToMIAHON 60 MKM IpHCYT-
CTBYIOT 2 OCHOBHBIX CJIOS: CBABYIOU[MAH IJIOTHBIN Me-
TaJIMIeCKUi cjIo# Toamuuon 1o 30 MKM (cieBa) u
KepaMuuecKuil cjoi rosmuuoi 1o 30 MKM (cmpaBa)
(puc. 4, 6). Ha rpanune KepaMuuecKuil CJI0i — CBA-
BVIOIIWA  CJOW 3aMeTeH IepPeXOXHBIH  CJIOH
Zr0y=T7 % Y,0,+NiCoCrAlY rommusoii 1o 10 Mmxm. Kepa-

Puc. 2.

CTpyKTypa noBepxHocTv (a, 6) v CTpyKTypa Ha MonepeqHoM Lwamge (B) TPeXCIONHOro MOKPbITUS C BEPXHMUM CI0EM OKChAa

ragpHms; 1= cnovi NiCoCrAlY, 2 = cnowi ZrO,=7 % Y,0s, 3 = covi Hf0,=9 %Y,0;

Fig. 2.

Surface structure (a, 6) and structure on the cross-section (8) of the three-layer coating with an upper layer of hafnium oxide:

1= NiCoCrAlY layer, 2 = ZrO,~7 %Y,0; layer, 3 = Hf0,~9 %Y,0; layer
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Puc. 3. CrpykTypa norpaHmndHos obnacti mexy cnosmm Zr0,=7% Y,05 u Hf0,=9% Y,0; (a) n pacnpenenerque Zr v Hf saosns marum (6)

Fig. 3.

MUYECKUH CIIOH TIPEJICTABIIAET COOOM TIETIOCTHYIO0 CTPYKTY-
py 0es Bummmoro pasmenenus Ha caou ZrO,—7 %Y,0;,
Hf0,~9 %Y,0; u Zr0,~7 % Y,0,+Hf0,~9 % Y,0;.

IIng TpagueHTHOTO MOKPBITUS  TOJIIUHOM
~120 MKM TakKe XapaKTepHbI 2 OCHOBHBIX CJIOS C
ronuuaamu ~50 MM (puc. 4, 2). TomimuHa mepexos-
HOTO CJIOS Ha IPaHuIle CBA3YIOINNI CJI0k (cjIeBa) — Ke-
pamuueckuii cioi (cmpaBa) cocraBiager 10 20 MKM.
CTpyKTypa MOKPHITUA B 00JACTH HEPEXOLHOTO CJIOS
npuBefeHa Ha puc. 4, 0. BUIHBI yYaCTKU KPYIHBIX

Vg

Fig. 4.

Structure of the interface of Zr0,=7%Y,0; and Hf0,=9 %Y,0; layers (a) and Zr and Hf distribution along the line (6)

PACILIABIEHHBIX YACTUI] MOPOIIIKA, IT0 IPAHUIIAM KO-
TOPBIX (PParMEHTAPHO PACIIOJIOKEHBI HAHOCTPYKTYP-
Hble obsactu. KepaMuueckuii cioit JoCTATOUHO OHO-
POJIHBIH, HE CONEPIKUT OTAEJbHBIX cioeB. [lns HEro
XapaKTepHBI 00,1aCTH U3 HAHOUYACTHII, 4 TAKIKE YaCTH-
II5I MEKPOHHOTO pasmepa (puc. 4, e).

Takum o0pasoM, yBeJIWUeHWE TOJIIMHLI CJIOEB B
rPaMeHTHOM IIOKPBITHY IPY OXHOBPEMEHHOM YBeJIH-
YEeHWH TOJIIIUHEI CJIOEB CMEIIIEHHOT0 COCTaBa He IPH-
BeJIO K 00pa30BaHUIO CJIOUCTON CTPYKTYPHL.

y
y 5 MKM
Puc. 4. W300paxeHus POM BO BTOPUYHbIX SEKTPOHAX CTPYKTYPbI MTOBEPXHOCTY [PAJMUEHTHOIO MOKPLITUS TONLLMHONA 60 MKM (a), ero
106YASPHOV CTPYKTYPbI Mpu GOsbLLIEM yBEmMYeH (6) 1 ero nonepeqHow CTpykTypbl (B); MONepeqHoN CTPYKTypbl PaaMeHT-

HOrO MOKpPbITUA ToALMHON 120 MKM (I), CTRYKTYPbI NOKPLITUS B 0651aCTV MepexoaHoro cios Zr0,~7 %Y,0s+NiCoCrAlY (a) n
CTPyKTYpbI BEpxHero cios Hf0,=9 %Y,0,

SEM Images in secondary electrons of the surface structure of a gradient coating with a thickness of 60 um (a), its globular

structure with a larger magnification (6) and its cross-section structure (8); cross-section structure of gradient coating with the
thickness of 120 um (r), the structure of the coating in the region of the transition layer Zr0,=7 %Y,05+NiCoCrAlY (a) and the

structure of the upper layer Hf0,=9 % Y,0;
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Puc. 5. CriexkTp peHTreHoBCKOM ANPaKLMM rPAANEHTHOTO MOKPLITAS TONLLMHON 120 MKM

Fig. 5.

(a30BbIN COCTaB NOKPLITUN

CIeKTp peHTTeHOBCKOH Au(PAKIIH, II0JTYUeHHBIH
JUJIs TPAaJMeHTHOr0 MOKPBITHA TOMmuHOA ~120 MKM
IpUBeleH Ha puc. 5. PeieKchl COOTBETCTBYIOT KyOu-
yecKoil Momupuranuu oxcuma radpuua. Hebosbirasa
acuMMeTpus pedeKrcoB, BOSMOKHO, BbI3BAHA HAJIM-
yreM (pas3 OueHb OJUBKUX IO CTPYKTYpe: (a3 OKCuaa
radHUA, OKCHU/IA IUPKOHUA U UX TBEPIOTO PACTBOPA.

JudpakToMeTprUUeCKe NCCIeNO0BAHMS IS CJIOEB II0-
kpbrtust ZrO,—7 %Y,0,, Zr0,~T % Y,0,+Hf0,~9 % Y,0;,
Hf0,~9 %Y,0, mpoBoguiu ¢ uCmoJb30BaHMEM 00pas3-
T[OB-CBU/IETEJIE C OHOCTONHBIMYU MOKPBITHAMU COOT-
BETCTBYIOIIIETO COCTaBa, MOJYUEHHBIX B IIPOIECCEe Ha-
IBLIEHUA TPAJIUEHTHBIX MOKDBITHHA. CpaBHEHUE Iu-
(dpaxTorpamMm pediierca (311) MOKPHITHIT IPUBEIEHO
Ha puc. 6. [IpucyTcTBre B paccMaTpuBaeMoit 061acTu
TosbKo peduterca (311) gia moxkpertus Hf0,—9 % Y,0,
TOATBEPIKIAET HAJIMYVME B HEM TOJBKO KYOMUECKOM
MopupuKanuy oxkcuna rapuusa (puc. 6, 6) ¢ mapame-
TpoM perieTkn a=5,18 A. CTpyKTypa NOKPBITHS
Zr0,~7 %Y,0,+Hf0,~9 % Y,0, nceBnorybuyeckas.
B nmanHOM ciiyuae TPOMCXOAUT yUIUpeHUe pediiexca
(311) mo KpasM ¢ mMpUSHAKAMM «pPa3[BAaMBAHUA» HA
pediexcsr (103) u (211), 4To CBUAETENLCTBYET TAKIKE
0 (HOPMUPOBAHWM TETPATOHAIBHON CTPYKTYDPHI
(puc. 6, a). Mo:KHO PEANOIOKUTL B IOKPBITUN Ha-
auure TBepporo pactBopa ZrO,-HfO,-Y,0,. ITapame-
TPHl KDUCTALIMUECKOH pemeTku c=5,157 A n
a=3,627 A. Ilna noxpsrrua ZrO,~7 % Y,0, B paccma-
TpUBaeMo# o06macTu AuGpPaKTOrpaMMbl HalbI0gaeTesa
ITUPOKUH UK, KOTOPBIA COOTBETCTBYET HAJOMKEHUIO
pediexcos (311) kyouueckoii assr u (103), (211) pe-
()JIEKCOB TeTparoHaJbHOU (hasbl, ogHako muk (311)
MeHee HHTeHCUBHBIMN, YeM B IPEABIAYIIEM CayUae, UTo
TOBOPHUT O OOJBIIEM COJAEPIKAHWM TeTPATOHAJIBHOMN
Mopuburamyy. ITapamerps! pemerku c¢=5,165 A u
a=3,674 A.
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Spectrum of x-ray diffraction of a gradient coating with a thickness of 120 um

TepmMur4eckni aHanu3 c1os okCuaa radHus

O6pasen; Hf0,—9 % Y,0, B Bujie mopoIIKa moIy4da-
JIA MeXaHWYECKUM yAaJIeHueM HOKDPBITHAS OT OCHOBHI.
Wsmepenue 06pasiia MPOBOJUIN HA TEPMOAHATIM3ATO"
Pe B KOPYH/IOBOM THTJIE€ B TEMIIEPATYPHOM MHTEPBAJIE
ot 40 10 1600 °C co ckopoctsio 5 */mun. Cpega BHyTpH
KaMephl TeYW: BAIIUTHBIM Ta3 — aproH, MOTOK
50 MJI/MUH; TPOAYBOUYHBIN ra3d — BO3AYX C PACXOJOM
50 mur/MuH.

Ha puc. 7 npuBejgeHsl Irpa@uKu 3aBUCUMOCTH
qudepeHuaIbHOl CKaHUPYIOIMe KaJopPUMeTPuu
(ICK), tepmorpaBumerpuueckoro anamusa (TT) m
nuaddepeHnaIbHOT0 TEPMOTrPABUMETPHUYECKOTO aHA~
ausa ([[TT) or Temmepatypsl.

KpuBaa morepu Macchl OT TemIepaTyphl (Kpu-
Bad 1) mMeeT BUJ ILIATO B MHTEpPBAJE TEMIEPATYP IO
1200 °C, ropu30HTaJIbHELN YUACTOK TOBOPHUT 00 YCTOM-
YMBOCTU XMMWUYECKOTO COeMHEHNS B JAHHOM TeMIIe-
PaTypPHOM MHTEPBAJE 1 OTCYTCTBAU XMMUUECKIX TIPe-
Bpairenuii. IIpu Gosiee BHICOKHX TeMIIepaTypax IIpo-
MCXOMUT YMEHbIIIeHNe Macchl mpuMepHo Ha 2 % . Bo-
Jiee TOUHO TEMIIEPATyPy II03BOJIAET OMPEAEJIUTh Tpa-
¢dur ITT (kpuBas 2) ~1412 °C. Iloreps maccsl Ha 2 %
MOKEeT OBITh CBfA3aHA C M3MEHEHWEM KDPUCTAJLIIYe-
CKOM CTPYKTYpBI, HAIIPUMED, IlepepacipejeseHnueM
CTa0MINBUPYIONIETO OKCUAA (OKCHUA UTTPUSA) U Ua-
CTUYHBIM BBIXOJIOM €0 M3 KPUCTAJINIECKOH pereT-
KU, MOCKOJbKY HANBLIAEMbIE TIOPOIIKY YACTO UMEIT
HEpaBHOMEDHOE pacIpe/iesieHre CcTa0uInm3aTopa, uTo
3aTeM UYaCTUYHO COXPAHAETCA B CTPYKTYPE MOKDHI-
tud. Ha xpusoit [ITT' MOKHO TakKe OTMETUTHL He-
gospmoi muk, npu temmeparype 209 ‘C. Illupoxue
sHporepmudeckue nuku Hmke 300 'C Moryr OBITH
CJIEICTBUEM BBIXO/la T'a30B M3 MaTepHaia MOKDPLITHS
(mapos Bozsr, CO,). Ha rpadure [ICK (xkpuBas 3) mpu-
CYTCTBYET MUK, COOTBETCTBYIOIIWH HK30TePMITUECKOM
peaxIuy B fuanasone remmeparyp 1300...1600 °C, 3a-



/13BecTns TOMCKOrO NOAWUTEXHUYECKOTO YH1BEPCUTETA. MHXMHUPUHT reopecypcos. 2018. T. 329. N2 10. 30—-39
CaBywkmHa C.B. 1 gp. GopmmnpoBaHme v UCCnefoBaHNWe NNa3MEHHOrO rPafMeHTHOrO MOKPLITMA C BEPXHWM CTIOEM OKCUAA raHms

Puc. 6. CpasHeHue PEHTreHOrpamm MOKPbITUM
7r0,=7 %Y,0;+Hf0,—9 %Y,0; (a), Hf0,=9 %Y,0; (6) u
Z2r0,=7 %Y,0; (B) B obnactv pegpnekca (311)

Fig. 6.  Comparison of x-ray diffraction patterns of the coatings
Z2r0,=7 %Y,0,+Hf0,=9 %Y,0; (a), Hf0,=9 %Y,0; (6)
and ZrO,=7 % Y,0; (B) in the reflex (311) area
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Puc. 7. pacpukn 3aBUcMOCTY TepMorpaBumeTpideckoro aHamvsa (Tr) (1), angpepeHLmansHOro TepMorpaBuMeTpUIeckoro aHasmm-
3a (ATr) (2) v auggpeperumansHon ckaHupyroLyen kanopumetpumn ([CK) (3) oT remnepartypbi

Fig. 7.  Graphs of dependence of thermogravimetric analysis (TG) (1), differential thermogravimetric analysis (DTG) (2) and differen-
tial scanning calorimetry (DSC) (3) on temperature
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BeplieHre KOTOPOU IIPOMCXOAUT MPH TOCTUIKEHUU
1600 °C, uro Takxe moxreep:xaer kpusas [ITT. Uc-
cliefloBaHUe C TIOMOIIBI0 METOJa PEHTIeHOBCKOM [Iu-
Gbpakmuu obpasiia TOKPHITHS IOCJIe TePMUUECKOTO
aHa/IM3a MoKas3amo, 4YT0 B OKPHITHY COXPAHUIACH KY-
Ouueckas Mogu(UKANKMA OKcuaa rapHud (IapaMmeTp
KpHCTaJLIHdeckoll pemetku a=5,137 A). Ilo Tepmu-
YeCKOT0 aHaTM3a IapaMeTp @ cocTaBianr 5,180 A.
VMeHbIlIeHNE TapaMeTpa d TaKKe CBUIETEIbCTBYET O
BO3MOKHOM UaCTHUHOM BBIXOf€ OKCHIA UTTPUS W3
KPUCTAJLINUECKOH PEeIeTKY OKCH/ia TahHMA, a TAKKe
MOJKeT OBITh CBA3AHO C YMeHbIIIeHneM Je(eKTHOCTH 1
BHYTPEHHUX HANPAKEHUN B MOKPHITUM, BHI3BAHHBIX
CUJIBHOM Jed)opManmel yacTuil OKcuaa ragHusa mpu
HATBLIEHN! CO CBEPXB3BYKOBBIMU CKOPOCTAMU. B pa-
6ote [20] mpuBesieHa 3aBUCUMOCTE [IapaMeTpa a@ OT CO-
nepskanusa oxkcupa urtpud B cucreme HfO,-Y,0, mo-
cie omxura. Ilapamerp a=5,137 A coorBercTByer
9 % comepaKaHMIO OKCH/IA UTTPHUS, UTO IOATBEPHKIAET
MCKAXKEHNS KPUCTAJINYECKOH PEIeTKH B IIOKPBITHN
o TepMuyecKoro aHajusa. [Iuk Ha rpadure [JCK
TaK:Ke MOKeT ObITh CBI3aH C KPUCTAJLIN3AITel aMop-
(hHOM COCTABJIAIONIEH B MOKPBITUN, HAIUYE KOTOPOI
MOKeT OBITh BBI3BAHO BBICOKMMY CKOPOCTAMMU HAIIBI-
JIEHUS U OXJIAKIEeHUSA TOKPBITUM.

BobiBObI

1. MeTomom mIa3MeHHOT'0 HATIBLIEHUS B BAKYYMe 110~
JIyYeHbl TPeXCJIOMHbIe HAHOCTPYKTYPHbBIE OKPHI-
s ToMKHOE 1o 120 MKM, cogepskaiiue CJIOU
NiCoCrAlY, ZrO,~T7 %Y,0, u Hf0,~9 %Y,0,, u
rpajueHTHble HAHOCTPYKTYPHBIE IOKPBITHA
NiCoCrAlY - (ZrO,~7 %Y,0,+NiCoCrAlY) -
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Hf0,9 % Y,0,.
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The relevance of the research is caused by the need to increase the operating temperature and thermocyclic resistance of the thermal
barrier coating to protect heat-stressed details of aircraft and rocket technology against overheating, as well as for thermal insulation of
sealing sectors of drilling columns for drilling wells in rocks.

The main aim of the research is formation of nanostructured gradient coating with an upper layer of hafnium oxide, that has a gradi-
ent of chemical composition and coefficient of thermal expansion, by the method of plasma spraying in vacuum.

Objects of the research are three-layer coatings and gradient nanostructured coatings with the upper layer of hafnium oxide. Hafnium
oxide is an attractive ceramic component of thermal barrier coating due to its high chemical, mechanical stability and its elevated tem-
peratures of phase transitions.

Methods: scanning electron microscopy, X-ray microanalysis, X-ray diffraction and thermal analysis.

Results. Three-layer nanostructured coatings with the thickness up to 120 um containing layers of NiCoCrAlY, ZrO,=7 %Y,0;,
Hf0,=9 %Y,0; and gradient nanostructured coatings NiCoCrAlY = (ZrO,=7 %Y,0s+ NiCoCrAlY) = ZrO,=7 % Y,0; = (Zr0,=7 %Y,0; +
Hf0,=9 %Y,0;) = Hf0,=9 % Y,0; were obtained. It is shown that a mixing layer with a thickness of ~5 um is formed in a three-layer co-
ating at the interface of ZrO,~7 %Y,0; and HfO,=9 %Y,0; layers. It characterizes the average microparticle size in the coating. The ce-
ramic layer of gradient coatings is uniform and has a holistic structure. The hafnium oxide layer is characterized by a cubic modification,
(Zr0,=7 %Y,0; + Hf0,=9 % Y,0;) layer by pseudocubic modification, and the ZrO,~7 % Y,0; contains predominantly a tetragonal phase.
Thermal analysis of the upper layer of hafnium oxide showed the presence of an exothermic reaction in the temperature range of
1300...1600 °C, accompanied by a mass loss of 2 %, that may be related to the partial release of the stabilizing oxide from the hafnium
oxide lattice, its redistribution, a decrease in defectiveness and internal stresses in the coating. X-ray diffraction method showed the
preservation of the cubic structure of hafnium oxide after thermal analysis with a decrease in the lattice parameter a.

Key words:
Hafnium oxide, barrer coating, nanostructured coating, gradient coating, plasma spraying, thermal analysis.
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