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PaspaboraH cocras nactsl s cTpyitHoit 3D-neyatu Ha ocHoBe Kommnosura NiO-Ce (Gd,, ,O, u usro-
TOBJIEHA aHOHAs1 3arOTOBKA TBEPIOOKCUIHOIO TOIUIMBHOTO 3JIEMEHTA IJIAHAPHOI reOMETPUU C TIpUMe-
HEHMEeM MeToJa NpsiMoii cTpyiiHoi 3D-nevaru. MccnenoBaHo BIMsHYE peskMa TIe4aT! ¥ TEPMUYECKOTO
OTXHTa Ha MOP(HOJTIOTMYECKNE U CTPYKTYPHBIE XapaKTepHCTUKK 00pa3uoB. [IpoBeneHo BoccTaHOBIEHUE
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A paste composition for inkjet 3D printing based on the NiO-Ce, (Gd, ,0, composite was developed
and an anode billet for a solid oxide fuel cell of planar geometry was made using direct inkjet 3D print-
ing. Effect of the printing mode and thermal annealing on the morphology and structure of the samples
has been studied. The anode billet was reduced and the resulting sample was characterized by a number
of physicochemical methods.
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BBEJIEHUE ayieMeHTHI (TD) IBISAIOTCS NEPCHEKTUBHBIMU KaH-

IuaaTaMu sl 9HEPreTUUeCKOoi UHPpPacTpyKTyphl

B cBsi3u ¢ pacTyliuM B MUPE MHTEPECOM K YU-  Gynymiero [1]. TD nmpencTapisiioT coboii 3IeKTpo-
CTOI, HU3KOYTIJIEPOAHOM YHEPreTUKE, TOMJIMBHbBIE XUMUYECKUE YCTPOMCTBA, CIIOCOOHBIE HAIIPSIMYIO

! My6nukyerca no marepuanam IX Bcepoccniickoit KOH(pEPEHINN ¢ MEXIYHAPOAHBIM yyacTueM “TOIIMBHBIE SIE€MEHTHI
M 9HEProyCcTaHOBKM Ha UX ocHoBe”, YepHorojoBka, 2022.
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npeoOpa3oBhIBATh XUMHUIECKYIO SHEPIHUIO TOILINBA
B anekTpudeckyio ¢ BeicoknM KIIJI. CymectByer
HECKOJIBKO TUIIOB THD: TBepaOMOIUMEPHBIN, IIIe-
JIOYHOH, METaHOJbHBIN, C IPOTOHHO-OOMEHHOM
MeMOpaHOIi, Ha OCHOBE pacIljlaBJIeHHOTO KapOoHaTa
n pochopHokucabiiit TO. OgHUM 13 NepCHEeKTUB-
HBIX TUTIOB T SBJISTIIOTCSI TBEPAOOKCHUIHBIE TOIIIIAB-
Hele aseMeHThl (TOTD), KoTopbie 00amaI0T PSIAOM
3HAYUTEJIbHBIX IPEUMYILECTB, TAKUX KaK YHUBEP-
CaJILHOCTH B BBIOOpPE TOIJIMBHOTO ra3a (6arogaps
BBICOKOM paboyeii TeMIiepaType), 0€30IacHOCTh
JUUISI OKPY>KaroIIel cpelbl 1 OTHOCUTEIbHO BBICOKAsI
XUMHUYecKast yCTOMUMBOCTE [2]. OmHAaKO TTpH BBICO-
kux temneparypax (800—1000°C) xummueckoe B3a-
nMogeiicteue MatepuaiaoB TOTD cokparaeT cpok
CITy>KOBI TaAKMX YCTPOMCTB, a TaKXKe 3HAYUTEIbHO
MOBEIIIAET CTOMMOCTD SKCILTyaTaIldM.

Ha ceromusHmii 1eHb OOJIBITMHCTBO IIPOU3BO/I-
ctBeHHBIX TOTD gBISIIOTCS aHOI-HECYIIIUMH, 9TO
00BSICHSIETCSI HEOOXOMMMOCTBIO YMEHBIIIATh TOJIIIN -
HY BJIEKTPOJINTA IJISI CHIDKEHUSI OMUYECKUX II0TePh
MpHu Iepexoae K CpeaHeTeMIIepaTypHOil 001acTu
(500—800°C) [3]. ITpu BeIOOpPE MaTepuana aHoAa
Ba>KHBIMU XapaKTEPUCTUKAMU SIBJISIIOTCSI BEICOKAs
3JIEKTpOKATaJIUTUIEeCKass aKTUBHOCTh B peaKIu
OKMCJICHHSI TOIIJINBA, BBICOKASI CMeIllaHHasl 3JIeK-
TPOHHAs U UOHHAS MPOBOIUMOCTb, TepMHUYECKas
YCTOMYUBOCTh B YCIOBUSIX paboyeil TeMmepaTyphl,
BBICOKAs MOPUCTOCTh U MaJbIi pa3Mep yacTull [4].
OTUM TpeOOBaHMSIM OTBEYAIOT KEPMEThI: HUKEIb —
TUOKCHI IIUPKOHUS, CTAOMIM3UPOBAHHBIN OKCUIOM
uttpust (Ni-YSZ), HUKeIb — OKCHI LIEpHsl, JIETUPO-
BaHHBII okcunoMm ragonuaus (Ni-GDC) u np. [5].
DJIeKTPOTHBIE KOMIIO3UTHL HA OCHOBE HUKEIIS ITOIY-
yaroT cmemmBaHueM NiO ¢ YSZ unu GDC. 3atem
NiO BoccTtaHaBauBalOT 10 Ni, YTOObI MOJYUYUTH
KaTaIMTUYECKY aKTUBHYIO METaJINUECKYIo (a3y.

Kepmet Ni-YSZ TpaagulIMOHHO UCHOJb3YETCS
B KauecTBe aHOTHOTO MaTepHaia B BEICOKOTEMIIEpa-
TypHbiX TOT3, B To BpeMs Kak GDC ucnoinb3yercs
B cpeaHeTemiiepaTypHbix. Kommnosut Ni-GDC ume-
€T XOPOIIIYIO OOIIIYIO 3JIEKTPOIPOBOIHOCTH AHOTHOTO
cios, kortopas ipu 850°C pasHa 400 Cm cM~!. Kpome
atoro, Bo Bpems padotel TOTD kapkac uz GDC 3a-
IIMIIAET YaCTULIBl HUKEJIS OT arjloMepallvu, 4To SIB-
JISIETCSI OCHOBHOM NMPUYMHOM Jerpajaluy aHoaa [6].
ITo Tuny xoHctpykuuu TOTD MOXHO pa3geluThb
Ha TTaHapHbIe U (MUKpO-)TpyouaTteie. [TocnenHue
00JIaIal0T TAKMMU IIPEeUMYIIIeCTBaMU, KaK BHICOKAS
MPOYHOCTDH, YCTOMYMBOCTh K T€PMOLIUKINPOBA-
HUIO, BBICOKASI CKOPOCTH 3arycka u ap. [7]. OmHnM
3 OCHOBHBIX JIMMUTHUPYIOIINX (PAaKTOPOB B pa3BH-
T TOTD aBasIeTCs CIOXKHOCTD UX IIPOU3BOJICTBA,

SJIEKTPOXUMUA Ttom 60 Ne3 2024

175

a TaKXKEC I1J10Xad MaCIJ_ITHGI/IpyeMOCTb 1N BbICOKaA
CTOMMOCTD IIPOU3BOACTBEHHLIX ITPOLIECCOB.

B mociremHme roabl akTUBHO Pa3BUBAIOTCS alIu-
tuBHBIe TexHoJioruu (AT) usrorosnenuss TOT3, ko-
TOpPBIE SBJISIOTCSI JOCTOMHON albTepHATUBOM TpaIu-
LMOHHBIM METOJaM, TaAKUM KaK JIEHTOYHOE JIUThE,
BKCTpY3Us U TpadapeTHas 1edats [8]. ALIUTUBHEIE
TEXHOJIOTUH (TEXHOJOTWHU ITOCIIONHOTO HapallliBa-
HHUSI OOBEKTOB) IMO3BOJISIIOT COKPATUTh KOJIMYECTBO
TEXHOJOTM4YecKux ctaauii npoussoactsa TOTD,
YBEJIMYNTD KO(POUIIMEHT UCIIOIB30BaHMSI MaTepH-
aja, yay4dlluTh 9KCIUIyaTallMOHHbIC I MOIIIHOCTHbBIE
xapaktepuctuku TOTD, ycoBeplIeHCTBOBAaB T'eoMe-
TPUIO ¥ MUKPOCTPYKTYpPY, a TaKxKe C(OpMUPOBATh
YHUKJIBHYIO TEKCTYpYy U hopmy uzaenus [9].

MoauduurpoBaHHBIE TEXHOJIOTUU CTPYHNHONI
revyaTd MO3BOJISIIOT MOJy4aTh 0ObEKThl pa3HOO-
O6pasHoit ¢popmel. Tak, aBTopamu padotsl [10] ¢ uc-
MMOJIb30BaHMEM BHOPAIIMOHHOTO COILJIA ITOJIYYeHBI
3D-00BEKTHI C BLICOKOM TOUHOCThIO 1 MUHUMAaJTb-
HOM MOTPeOHOCTHIO B TOIIOJIHUTEIBHBIX OMOpaXx.
HekoTopble TeXHOIOIMY UCIIOAb3YIOT IJIsl U3TOTOB-
JIeHUsI HecKoJibKux KomnoHeHToB TOTD. Hanpumep,
CTPYHHYIO IeYaTh MPUMEHSIIA ST M3TOTOBJICHUS
pa3IMYHbBIX (PYHKIMOHATIBHBIX ¢loeB [11]. ABTOpamu
paboThl [12] U3roToBAEHBI CUMMETPUUHBIE STUEHKU
TOTD ¢ moMmomiwio TMOpUIHON 3D-TIeyaTi: TOHKHIA
BJIEKTPOJIUT (2.8 MKM) TTOTyYaIu CTPYIHOM MeYaThio,
a TIOPUCTBIC DIIEKTPOIBI — POOOKACTUHIOM C TIOCIE-
IYIOIIMM COBMECTHBIM cliekaHueM. [lomydyeHHas
si9eiika IPOIEeMOHCTPUPOBAIa XOPOIINE SJIEKTPOXH-
MHMYECKHE XapaKTepUCTUKH.

BaxxubiM atariom usrotosiieHus TOTD gaBasieT-
cs TepMuYecKast 00paboTKa KepaMUKH, ITOCKOJIBKY
B TIpoliecce o0xkura (hoOpMHUPYIOTCS e CBOICTBA, Ta-
KHe KaK IPOYHOCTh, IIOPUCTOCTh, TBEPAOCTh U .
B c¢Bs3u ¢ 3TUM HccienoBaHWe BIMSHUS YCIOBUI
TepMUYECKON 00pabOTKM Ha MUKPOCTPYKTYPY, MO-
PHUCTOCTD, DIIEKTPUUYCCKIE XapaKTepPUCTUKHU, CTa-
omnbHOCTh TOTD B yCIIOBUSX BKCIUTyaTallMU SIB-
JIIeTCS aKTyalbHOM 3amadeil. Takue MccienoBaHuUs
MIPOBOIWINCH IUISI KEPMETOB: HUKEJIb — OKCHII IIUP-
KOHUSI, CTAOMJIM3UPOBAHHBIN OKCUIOM UTTpus (Ni-
YSZ) [13] u HUKeNnb — OKCHUJ, LIepHrsl, CTaOUIU3UPO-
BaHHbIN okcunoM camapust (Ni-SDC) [14], koTopsie
HCIIONIb3YIOTCS B KauecTBe aHomoB TOTO, omHako
B IUTEpaType He COOOIIAIOCh O CUCTEMAaTUIECKUX
HMCCJIEAOBAaHUSIX, CBI3aHHBIX C OIITUMM3alUel TeM-
nepaTypHoOro pexxuma rnoiaydeHus kepmera Ni-GDC.

Llenblo mjaHHOI PabOThI SBJSIOCH MOCIOMHOE
usrotopiaeHue aHona TOTD ¢ npuMeHeHUEM Me-
Tona crpyiHoi 3D-neuatu [15] 1 ucciegoBaHue
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BIMSHUS PeXrMa TEPMUIECKOTO CIIEKaHUs Ha MU-
KPOCTPYKTYPY, IIOPUCTOCTh U 3JIEKTPUUECKUE Xa-
PaKTepUCTUKU aHOJA.

OKCITEPUMEHTAJIbBHAA YACTb
Mamepuanut

J11sl CMHTE3a KOMIIO3UTHBIX MaTEPUAJIOB UCIIONb-
3oBanu okcun Hukeasd(Il) (SOFCMAN, Kuraii,
299.5%), okcun Lepusi, CTaOMIM3UPOBAHHBIA OK-
cunom rapomuHusg 20 mon. % GDC20 (SOFCMAN,
Kurait, >99.5%), oyrunrnukoiab 99% (Sigma
Aldrich), moauMep moimBuHWIOYyTUpPanb (PVB)
(Sigma Aldrich), mu6ytuncdranat (DBF) 99% (Sigma
Aldrich), nucniepcant BYK (BYK Chemie).

Memoouka noay4eHus nacmol ons newamu

st momyyeHUs KoMno3utHoro matepuana NiO/
GDC npoBogmim TpeaBapuUTeIbHOE U3MEIbUYSHNE
nopoiikoB okcuaa Hukeynsa(Il) u GDC B na6o-
paTOpHOM TMOrpyXHoi OucepHoil MeabHULle APS
(VMA-Getzmann, I'epmaHus) ¢ UCITOJIb30BAHUEM
MEJIIOIINX TeJ U3 OKCUIA IIUPKOHMS, CTAOMIU3K-
POBAHHOTO OKCUAOM UTTpuUs YSZ8. M3MenabueHue
TMPOBOJIWUIJIOCH B 3TaHOJI€, 00BEMHOE COOTHOIIIEHNE
NiO : cniupr : mapsl paBHo 1 : 1.5 : 2. ITomydyeHHBIH
MOPOIIOK CYIIMIN B CYIIMJIBHOM IIKady IPU TeMIIe-
parype 100°C go mosHoro ucnapeHus cnupra. s
npuroToBieHus nactel nosumep (PVB), miactudu-
karop (DBF) u nucnepcant BYK pactBopsiiu B Oy-
TWITJIMKOJIE W IIOMeIIadd B OMCEPHYIO MEJIbHUILY
C MEJIOIIMMU TeaaMu u3 YSZ8, 3aTteM n100aBIsIn
nopowku NiO u GDC (60/40 mac. %) v nucriepru-
pOBaJiv IIpU CKOPOCTU BpaIllEeHUM POTOPA METbHUIIBI
4500 06/MMH B TeueHHe 2 4, 3aTEM MACTy OTHOCISIN
OT MEJTIOIIUX TeJl.

Annapamypa u ¢usuueckue memoost
uccnedosauus

Ileyats 0Opa3LOB MPOBOAMIN Ha JaOOPATOPHOM
3D-npuHTepe, U3rOTOBJEHHOM 10 MHAUBUIYaIbHO-
My 3aKa3y. IIpuHTep SBIsgeTCS TMOPUIHBIM U COYETa-
eT B ce0e BO3MOXKHOCTh MCITOJIb30BaHUST Pa3INnIHbBIX
CHUCTEM J03MPOBAHUST HU3KOBI3KUX M BEICOKOBSI3KUX
KOMITO3ULIMIA IS TIPSIMOM CTPYHAHOM TIe4aTH pas3ind-
HBIX MaTepuaios [16]. Bce akcrepuMeHTHI 1O eya-
TH TIPOBOIMIIM C UCIIOIb30BaHUEM ITHEBMAaTUUICCKO-
ro JO3UPYIOLIETo KjaraHa ¢ COIUIOM AUaMeTpoM
0.25 MM (Nordson Corporation, I'epmanus — CIIA).

Penrrenodasosniit aHanus (PPA) npoBoau-
JIM Ha TOPOILIKOBOM audpaktomeTpe D8 Advance

ACMEJIbSIHOBA u np.
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Puc. 1. KpuBble pacnipeaeaeHus YacTULL OKCUaa HUKE-
JISI TIO pa3MepaM J0 U TOocJie U3MeJIbYeHUsT B OMCepHOM
MeJIbHULIE.

(Bruker, I'epmanus) ¢ CuK -u3nyyeHuem Inpu pe-
TUCTpallMU OJHOMEpHBIM AeTeKTopoM Lynx—Eye
C HUKEJIeBBIM (pMIILTPOM, Iar ckaHnupoBaHus 0.02°,
BpeMs1 HakorieHusT B Touke 35.4 ¢. MccnegoBanue
00pa3oB METOAOM CKAHUPYIOLIEH 3IEKTPOHHOMN
MuKpockonuu (CHOM) IIpoBOIMIIN C UCITOIH30BaA-
HIEM CKaHUPYIOIIETro 3JIeKTPOHHOIO MUKPOCKOTIA
TM1000 (Hitachi Ltd., SImonus). st nu3amepeHUs
MUKHOMETPUUIECKO INIOTHOCTU TBEPIBIX 00pa3lioB
ncnoab3oBany ra3oBuiii TmkHOMeTp UltraPyc 3000
(Anton Paar, ABcTpus), B KaueCcTBE MHEPTHOTO Ta-
3a-uU3MepuTesis oo0bemMa oopasiia UCIOAb30BaIN Te-
qmii. [loprcTocTh paccuynThIBaIaCh MyTEM CpaBHE-
HUS MMKHOMETPUIECKON IJIOTHOCTH CO 3HAYCHM -
€M TeOPeTUUYECKOM ILUIOTHOCTU Komitozuta NiO/
CGO, paBHoii 6.67 r/cM?. BA3KOCTb IacT U3MEPSIIU
¢ momo1ibio Bucko3dnuMeTpa Brookfield DV3T-RV
(Brookfield Engineering Labs Inc., CIIIA) B reo-
MeTpuM KoHyc/tutactuHa npu 25°C. s ananm-
3a IPaHYJIOMETPUIECKOrO COCTaBa MCIIOJIb30Ba-
JIM JTa3epHBIM aHanm3aTtop yactul Microsizer 201
(Microsizer, Poccus). s onpeneneHust ONTUMAITb-
HBIX ITapaMeTPOB CIIEKAaHUS NCIIOJIb30BaIMN IIPUOOP
cHMHXpOHHOTO Tepmudeckoro aHainusa STA 449 F1
Jupiter (NETZSCH, I'epmanus). HamegaTanHbIi
obpasew HarpeBaiau B atmocepe 0.20, — 0.8Ar
co ckopoctbio 5°C/muH no temmeparypsl 1000°C.

PE3VJIBTATHBI 1 OBCYXIEHUE

OnHYM 13 BaXHEUIIMX TpeOOBaHUN, IMPEIbSIB-
JIIEMBIM K KOMITO3UTHBIM MaTepuaiaM, sSIBISIETCS
OIHOPOIHBIN I'PaHYJIOMETPUUYSCKII COCTAB YACTHII.
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Mg sroit nemm nexonabie mopomku NiO n GDC n3-
MeJIBYAJIN C MCITOTE30BaHMEM KUIKOTO TIOMOJIa B O1-
cepHOI MeJIbHUIIE B TeueHMe NByX YacoB. Ha puc. 1
M 2 IpeAcTaBJCHBI paclpeneaecHUs YacTUll 1o pa3-
mepam st ucxogHbix yactul, GDC u NiO u ya-
ctul GDC u NiO nocne uzmenbueHusi. Kak BugHo
W3 PUCYHKOB, UCXOIHBIE U KOHEYHbIe Mopoluku NiO
n GDC umeroT MoHOMOJAJIbHOE pachpeaeaeHue
o pa3MepaM, IPU 3TOM KPUBBIE paclipeaeieHuUs
M3MEJIbYEHHBIX 00pa310B CMEIIAIOTCS BJIEBO, YTO
yKa3bIBaeT HA YMEHbIIIeHUEe pa3Mepa yacTull. Tak,
nocJie U3MeJbUeHUST B OMCEpHON MeJIbHUIIEe Cpe-
Huit pasmep gactuil NiO yMeHbinaercsa ot 1.48 mo
0.07 MxMm, a cpeganii pasmep yactug GDC — or
0.14 1o 0.03 MKM.

Ha ocnoBe nonryaentoro kommnoauta NiO-GDC
roroBusu nacry. st atoro nonumep PVB, nucnep-
canT BYK u muoyrundranar (DBF) pacTtBopsnmu
B OYTHJITJIMKOJIE ¥ ITIOMEIaIi B OMCEPHYIO MEJIbHM -
1y ¢ METIOIMUMH TeaMu 13 YSZ8, 3aTeM 100aBIIsIn
nopowku NiO u GDC. Ins neyaty UCIOJb30BaIn
nacty, cogepxaiyio 11.5% BYK or macchl opranu-
YyecKoil cocTapisitoleii mactel. YToObI COOTBETCTBO-
BaTh TPeOOBAHMSIM IIJIsI CTPYMHOM MeYaTH MpU KC-
MOJAb30BaHMU JO3UPYIOIINUX COTEJT pa3HOro AuaMe-
Tpa, COCTaB OPraHMYECKOM MACThI ObLT CIIEIYIOIINM:
MaccoBoe coiepxkaHue TBepaoit dasel <60 mac. %,
pa3Mep YacTUll C MPOUEHTUIbHBIM COAEpKaHUEM
D50 < 3 MkM (cpenmHuUit pa3Mep YacTULI JOJKEH ObITh
npumepHo B 100 pa3 MeHbIIe nuameTpa coruia [17]).
IlonyyeHHyI0 CMECh AUCIIEPTUPOBAIU IIPU CKOPOCTHU
BpallieHun poropa MeabHUILI 4500 00/MUH B Tede-
HHUE 2 4, 3aTeM I1acTy OTAC/ISUIM OT MEJIOIINX Tel.
HccnenoBaHa 3aBUCHUMOCTD TMHAMUYECKOM BSI3KO-
CTU TOJIyYECHHOM ITACTHI OT CKOPOCTHU cBura (puc. 3).
Kaxk BugHO 13 prcyHKa, 3Ta 3aBUCUMOCTD SIBJISICTCS
HEJIMHEWHOM, YTO yKa3bIBAET HA HEHBIOTOHOBCKUM
xapakTep ee TeueHus. [1pu ckopocTu caBura, paBHOI
6,20 u 75 ¢!, Ba3KocTH macT cocTasBiasioT 560, 396
1 300 ITa ¢ cCOOTBETCTBEHHO.

Hist BBIOOpa ONTUMAJIBHOTO peXuMa TIpSIMOii
cTpyitHOI TiedaT 3D-00beKTOB BBIMOIHSIACH TE-
CTOBas MeyaTh C pa3HbIMU peXXUMaMU MO YacToTe
M BpeMEHU OTKPBITUS KJlaraHa Ievyararolleil rojioB-
ku. [Inametp coruia coctaniasii 250 MmkM. OcobeHHO-
CTU TIpOLIeTypHl ITeYaTy ¥ ONITUMU3ALUU TapaMEeTPOB
CTPYMHOM TTeYaT pacCMOTPEHBI B cTaThe [14], aBTO-
paMU KOTOPOIl YCTAaHOBJIEHO, YTO ONTUMAaIbHBIMU
MapaMeTpaMH ISl paboueli IacThl SIBJISTIOTCS 4acToTa
oTKphITUA KinanaHa 20 'l ¥ [IMTeTbHOCTh OTKPBITUS
kianmana 700 mc. CnenyeT OTMETUTD, 4TO, B OTJIMYMIC
OT ITh€30CTPYMHOI IIe9aTH, KOTOpasl IIO3BOJISIET (hop-
MUpPOBaTh JuIb ToHKHE cjiou (0.05—5 MKM) IUIEHOK,
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Puc. 2. Kpussie pacupenenenust vactui; GDC 1o pas-
MepaM JI0 U TI0CJie U3MeJIbYEeHUsI B GMCEPHOI MEJIbHULIE.
BOCCTaHOBJICHMSI aHOJTHBIX 3aTOTOBOK.
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Puc. 3. 3aBUCUMOCTb TMHAMUYECKOMN BI3KOCTU IMACThl
NiO-GDC ot ckopocTH cliBura.

B HallIeii clIyyae, Ipu UCIOJIb30BaHUY ITHEBMaTHUYe-
CKOI'0 TO3MPYIOIIEro KjaaraHa, MOXHO I10J1ydaTh
0oJiee TOJICTBIE CIIOU TOJIIUHOM OT 1 10 50 MKM, 4TO
SIBJISIETCSI BaXKHBIM TpeOOBaHUEM, IIPEIbIBIIEMbIM
K aHop-mogaepxxuBatomumM TOTD (TommmHa npu-
MepHO 1 MMm) [18]. [Tomumo 3TOTO, CCTEMBI ITHEB-
MaTU4YeCKOro JO3MPOBaHMS, B OTJIMYME OT KjIac-
CUYECKOM MbE30CTPYMHOM II€4aTh, UMEIOT MEHEE
JKECTKME TpeOOBaHMS K XapaKTepHCTUKAM IIe4aTHOM
KOMITO3UIIMH, B TOM YHCJIE TTIO3BOJISIIOT MCIIOIb30-
BaTh MaTepHAaJIbI IJISI Ie9aTH ¢ OoJiee IMIMPOKUM JTH-
ara30HOM BSI3KOCTSH M KOHIICHTpaIei HAIIOJIHU-
TeJist, GopMUPOBaATh Kariu 0oJiblero pamepa [19].
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D48 x180 500 Mmxm
DATAVES (1)

TM-1000_4233

D5.0 x150 500 Mmxm

D49 xi8k 50MKkM

D51 x1.8k

TM-1000_4237 S0 MkM  TM-1000_4239

Puc. 4. MukpodoTorpaduu aHOTHBIX 3arOTOBOK, IMOJYYEHHBIX METOAAMU JIUThS (2, B) U CTPYHHOU neyatu (0, I'), MpH ABYX
YBEJTMUEHUSIX.

Jlnst ompenenieHUsl BAMSHUS MIapaMeTpoOB U pe- 100 -
KUMOB 3D-IedyaT Ha MUKPOCTPYKTYPY aHOIHBIX 03 |
3aroTOBOK METOAOM JINThS ObIa U3TOTOBJIEHA Ce- X i
pust pedepeHCHbIX 00pa3uoB. s 3Toro B Ted- s % i
JIOHOBYIO (hOpMY 3aJIMBaJIN IACTy, KOTOPYIO 3aTeM § 94 -
MoMelaay B CyIIWIbHBIN 1Kad mpu TeMnepaType = o i
100°C. Ha pwuc. 4 mipuBeneHbsl MuKkpodoTorpadumn z -
00paslioB, U3TOTOBJIEHHBIX METOJIOM JINTh (a, B) E N0
M CTpyiHOM nevyaTtu (0, T) ¢ UX MOCHEAYIOIIUM OT- 5 88r
xwurom. M3 MukpodoTtorpaduii BUTHO, 4TO B 000X g g6 L
CITy4asix 0Opa3Lbl MMEIOT CXOXYI0 MUKPOCTPYKTY- O a
Py, OIHAKO Ha CKOJIE BUIHO, YTO CTPYKTypa 00pas3- sar
11a, MMOJYYEHHOI'0 METOIOM CTPYIHOI meyaTtu, 0oJjee 82 s ! s ! s !
nopucras. B o6oux ciaydasix pacnpenesneHue MUKpo- 0 200 400 600
[TOp OIHOPOIHO, HO B 00pasLie, U3rOTOBJIEHHBIM Mé- Temmeparypa,“C
TOJIOM CTPYIHOI1 IeYaTy, IPUCYTCTBYIOT MaKPOITOPHI,
KOTOpbIe (DOPMUPYIOTCA B pe3yIbTaTe yOaJIcHUS Puc. 5. Tepmorpamma anonHoit 3aroroBku NiO-GDC.
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OPraHNYCCKMUX KOMITIOHCHT IIpMU CYIIKE C ITOCJIC-
AYIOIIUM TEMIIEPATYPHOM OTKHMIOM.

Hnd onTMMuU3alMyd HapaMeTpOB CIIEKaHUSI aHO-
nmHoi 3arotoBkn NiO-GDC OBl IpOBeieH eTo Tep-
MOTpaBUMETPUYECKUN aHaU3 (pUc. 5). Pe3yabTaThl
TEPMOIrpaBUMETPUU MOKa3aau, YTO OCHOBHAs I1OTe-
pst Macchl oopasta NiO-GDC nporcxoaut npu TeM-
nepatype 300—450°C. MaxkcumaibHas oTepsl Mac-
CHI B XOJIe TEPMHUYECKOIO OTXHUTa JOCTUTAETCS IIPU
~450°C u cocrasisieT 84%, a ripu 6oJiee BLICOKMX TEM-
nepaTypax KpuBasi [IOTEPU MAacChl BBIXOAMT Ha IIATO.
TakuM 00pa3oM, TSI TIOJIHOTO yAaJeHUs OPTaHUKH
13 00pa3loB, YTO HEOOXOIUMO IS TIPENOTBPAILICHUS
nedopMalu IIpy ycaake, Hamo BhIISPXKUBATh X Ka-
KO€e-TO BpeMsI B yKa3aHHOM JIMara3oHe TeMIIeparyp.

JUst oNTUMU3aLMK PeXUMa OTXKUTa aHOJHBIX 3aro-
TOBOK BapbHPOBaJi CKOPOCTh Harpepa (1—2°C/MuH)
U TeMrepaTypy MPOMEXYTOYHOM BBIIEPKKHU, HEOOXO-
JTUMYIO JUTSI OTSKUTA OCHOBHBIX OPraHUYECKUX KOM-
noHeHT nacthl (300—500°C). Bce uccnenoBaHHbie
PEXUMBI TEMIIEPATYPHOTO OTXXKMIa aHOMHBIX 3aro-
TOBOK TIpeNICTaBJIeHbl Ha puc. 6.

BHemHuii Bua aHOOHBIX 3arOTOBOK, M3TOTOB-
JICHHBIX JIMTbeM U CTPYMHOI TeuaThlo, peacTaBieH
Ha puc. 7.

HccrenoBaHo TakKe BIUSTHAE METOIA U3TOTOB-
JIEHUSI U pexXuMa CIieKaHUs Ha MOPUCTOCTD TOJIy-
YeHHBIX 00pa3noB (Tabi. 1). B pe3ynbsraTe mipoBe-
JEHHbIX UCCIeNOBAHUN HalAEeHbl ONTUMAaJbHbIE
YCJI0OBUS CIIEKaHUSI aHOIHBIX 3arOTOBOK: TeMIIepa-
Typa IPOMEXYTOUYHOM BBIIEPKKHN HaredaTaHHBIX
o00pazioB 250 n 420°C, ckopocTh Harpesa 1°C/MuH.
DTO MO3BOJISAET YBEIUUYUTh ITOPUCTOCTh aHOIHBIX
3aroTOBOK BCJIEICTBUE Oojiee MEIJIEHHOIO pexXnuma
HarpeBa-oXJaXIeHUs 1 ABYXCTYIIEHYaTON BBIAEPXK-
KM TSI HAYaJIbHOTO OTXKUTA OPraHMIECKUX KOMIIO-
HeHT nacThel. [ToMrMoO 3TOrO, MPU UCIMOJb30BAHUU
CTPYMHOM I1€4aT MOPUCTOCTb AHOJIHOM 3arOTOBKU
yBeanuuBaeTcs (Tabji. 1), 4To, BEpOSITHO, CBSI3aHO
C M€Hee IUIOTHOM CTPYKTYpPOIi MOJTy4eHHOIo 00pa3-
11a U3-3a 0COOEHHOCTE IIpoliecca IeJaTu.

O6pa3zel, MU3rOTOBJCHHBIN CTPYAHON TeYaThlo,
MOCJIe OTXKUTa MPHU ONTUMAJIBHBIX YCIOBUSX (TIpO-
rpaMma 3) OBIJT BOCCTAaHOBJIEH B TOKE BOJOopoaa. DTo
OBLJIO HEOOXOAMMO JIsl TOTO, YTOOBI MCCAEA0BATh
cBolicTBa 0Opasia B ycaoBusax padotel TOTH, korna
AHOJI HAXOIUTCS B BOCCTAHOBUTEIHLHOM aTMOcdepe,
B pe3yJIbTaTe Yero OKCUI HUKeJIsl BOCCTaHABJIMBACT-
cs 1o Metaiia. Ilpoluecc BoccTaHOBIEHUS IIPOBO-
JIWJIN B TIPOTOYHOM medyn IjiuHoM 20 CAaHTUMETPOB.
OO0pa3upl ToMellaan BHYTPh KBaplLEeBOil TPYOKH,
MOTOK Ta3a, COCTOSIIEro U3 BOOOpOJa U aproHa
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Puc. 6. PexxuuMbl TEepMUYECKOTO CIIEKAHUSI aHOIHbBIX 3a-
TOTOBOK.

(8)

Puc. 7. 300paxkeHrs KOMITO3UTHBIX aHOIHBIX 3ar0TO-
BOK, TTOJIyY€HHBIX METOIAMHU JIUThS (a), CTPYIHHOI TTeva-
™ (0) U TTocie OTXura 1o nporpamme 3 (B).

Taommma 1. 3HaueHUs TOPUCTOCTA AaHOIHBIX 3aTOTOBOK
NiO-GDC

Cnoco6 nevaru
ITopucrocts, %
U PEXUMBI CTIEKaHUSI
IIporpamma 1, nuThe 6
IIporpamma 1, cTpyiiHasi meyaThb 4
IIporpamma 2, nutbe 3
ITporpamma 2, cTpyiiHas nevyaTb 11
IIporpamma 3, nuTbe 15
ITporpamma 3, cTpyiiHas nevyaThb 25
Ileun
H, + Ar = obpaser =
—_—
KBapleBas TpyoKa

Puc. 8. [IpuHuMnIuanbHas cxema rnevu st BOCCTaHOB-
JIEHUST aHOIHBIX 3aTOTOBOK.
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Puc. 9. Pentrenorpammst o6pasioB NiO-GDC no crie-
KaHug (a), mocje crekaHus (6) U mocjie BOCCTaHOBJIe-
HUS criedeHHoro obpasua rmpu 600°C (B).

B 00BbeMHBIX COOTHOLIEeHUsIX 1 : 1, peryaupoBanu
C TIOMOIIIBIO TA30BOTO CMECUTEJISI, PACXO/[ F'a3a COCTaB-
Js11 30 mur/MuH. O0pasel] HarpeBajiyd CO CKOPOCThIO
300°C B yac g0 temnepatypsl 600°C. I1pu 3agaHHOR
TeMIiepaType KOMIO3UT BbigepKuBanu 1 4. Cxema
MPOTOYHOIO peakTopa MpHuBeIeHa Ha puc. 8.

Ha puc. 9 npuBeneHbl peHTIeHOIpaMMBbI Hare-
YaTaHHOTO 00pas3lia 0 CIIeKaHUs, MOCe CIIeKaHMS
B ONTUMAJILHBIX YCJIOBUSX (TIporpaMma 3) U rmocje
BOCCTaHOBJICHUS CIIeUeHHOro obpasna. Ha peHtre-
HOTpaMMax BUIHO, YTO IIUPUHA IUPPaKLIMOHHBIX
MMUKOB 00pasia Iocjie CIIeKaHWs yMeHbIIaeTCs,

L D2.7 x10k 10 Mmxm

TM-1000_7774

ACMEIBAHOBA n np.

CJIEIOBATEILHO, IIPOUCXOIUT YKPYITHEHUE YACTUII,
B o0pa3uax ncxogHol MacThl U Mocjie ee CrieKaHus
MIPUCYTCTBYIOT TOJBKO pedaeKChl, OTHOCSIINECS
K ¢azam NiO u GDC, Torma xak peHTreHorpamMmma
BOCCTaHOBJICHHOTO 00pasma CoIepXXuT peIeKCHI,
npuHamiexamue gazam Niu GDC.

Mopdonorust BoccTaHOBIeHHOTO obOpa3sia Ni-
GDC uccnegoBaHa METOIOM 3JIEKTPOHHON MUKPO-
ckornmuu. Ha puc. 10 mpuBeneHs MUKpodOTOrpa-
¢nu momygennoro anoga Ni-GDC npu nByx yBe-
mueHusx. CornacHo TaHHBIM PDA 1 3J1eKTpOHHOM
MUKPOCKOMNUY, MOXHO ClIeJaTh BBIBOJ O TOM, YTO
BOCCTAHOBJIEHUE MPOIIUIO MOJHOCTBIO MPU CoXpa-
HEHUM CTPYKTYPHOM LieJJOCTHOCTU obpasua. I1pu
3TOM BOCCTAHOBJICHHBII aHOJ Ha MUKPOYPOBHE JI€-
MOHCTPUPYET 36PHUCTYIO CTPYKTYPY, 4 Ha MaKpoy-
pOBHE — HaJM4Me CKBO3HBIX ITOP U HEOJTHOPOIHOE
pacrpeneneHne HUKes 1o CTPYKType.

IIpu BoccTaHOBIEHUN HAOIOOAETCS YBEIUUEHUE
MOPUCTOCTH; IETATbHBIE aHAIN3 TIOPUCTOCTU AaHOJIOB
W YUCJIEHHBIE 3HAYeHUsI OyayT IMIPUBEIACHBI B OTAEIb-
HOM CTaThbe.

SAKIIIOYEHUE

st uzrorosneHus anona ot TOTD paspabo-
TaH M UCCJIeNOBaH HOBBII COCTaB IIacThl HA OCHOBE
OKCHJIa HUKEJISI U OKCUIA LIepUsl, CTaOMIM3UPOBaH-
Horo ranoiauHueM. [IpoBeneHa meyaTh TPEXMEPHBIX
TECTOBBIX 00Pa3II0B C MCITOJIL30BaHMEM pa3pado-
TaHHOW Kepamuueckoli macthl. [lokazaHo, 4ToO,
WCIIOJIb3YSl CTPYMHYIO Me4aTh, MOXHO ITOCJIOUHO
¢dopmupoBath 3D-00BEKTHI M3 MACT C PAa3TUUYHBIMUI

L D2.7 x800 10 wmMKM

TM-1000_7765

Puc. 10. Mukpodororpadpun kommnoszutHoro anona Ni-GDC mnocie BoccTaHOBIEHHUS.
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HaAIIOJIHUTEJISIMHU, a ITOCJIeAylomasi TepMuiecKas
00paboTka 1Mo3BoJisieT chopMUPOBATH KOHEUHBIH
obOpazen. McciaenoBaHO BIMSIHAE pexXKMa TEPMUUIC-
CKOI'0 OTXH1Ta aHOTHBIX 3aTOTOBOK HAa MUKPOCTPYK-
TYypY U IIOPUCTOCTb. YCTAaHOBJICHO, YTO MCIIOIb30-
BaHUE CTPYMHON MeYyaTu 1M ONTHUMU3ALUS pexXuMa
TePMUYECKOI MOCTOOpadboTKHU (BhIAEpKKaA Ipu 250
n 420°C, ckopocTh Harpesa 1°C/MUH) MO3BOJISIOT
YBEJIUYUTDb NMOpUCTOCTh Komno3uTta NiO-GDC no
25%. BoccTaHOBIIEHME aHOMHOM 3arOTOBKM IpU
600°C B TeyeHUe 1 4 MPOXOIUT IMOJTHOCTBIO U O€3
BU3YaIbHBIX AeGhOpMaLvii.

OUHAHCHUPOBAHUWE PABOTHI

PaGoTta BBIMOJIHEHa B paMKax rocyjaap-
ctBeHHoro 3agaHusd UXTTM CO PAH (mpoexrt
Ne 122032900069-8).

KOH®JIMUKT MHTEPECOB

ABTODBI 3aBJISIIOT 00 OTCYTCTBUY KOH(IMKTA NH-
TepecoB. CIIOHCOPBI HE UTPaii HUKAKOM pOJIA B pa3-
paboTKe uccaeaoBaHus, B cOOpe, aHau3e WU UH-
TepIpeTalyu JaHHbBIX; B HAITMCAHUU PYKOIIUCH WJIN
B IIPUHATUHU PELICHUS O MyOIMKALUK PE3yIbTaTOB.
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