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AHHOTauumsa: iccnenoBaHbl CNOCOOLI NONyYEeHUs MaTepurana c rpagMeHTHON Pa3HOYPOBHEBOW MOPUCTOCTLIO MyTEM CNeKaHus no-
CJIONHO pacnpeeneHHbix HaHO- 1 CyBMMKPONopoLLKOB a-Fe,03. HaHonopoLuku co cpegHmM pasamepom YacTtul, 12 Hv Gbinm nony-
YeHbl METOLOM COOCaXAEeHMS, a CyOMUKPONOPOLLKK, NpeacTassiowme coboi nonsle cdepsl, — cnpen-nuponndom. KoHconnpa-
LLIMSi NOPOLLKOB OCYLLECTBAIANACH CIEKaHNEM B MY EbHOM Neyun, ropsyMm NpecCcoBaHMEM N MCKPOBbLIM M1a3MEHHbIM CNekaHnem
(SPS) npu pasnnyHbix TeMmnepartypax, Harpy3kax 1 BpeEMeHM BblAepXkun. NMokasaHo, 4TO MEeToAbl CrekaHus B MydesnbHOM neyn n
ropsiyvM NPeccoM He NO3BOJISIOT MNONYYNUTb KOMMAKTHbIA 06paseL, LOCTaTOYHOM MPOYHOCTU NO NPUYMHE PA3JINYHON aKTUBHOCTM
HaHO- N cybMMKpPOoNopoLLKoB. MeToo0M MCKPOBOro Niaa3MeHHOro cnekaHns Oblav NosyyYeHbl MOPOLKOBbLIE MaTepualsbl Npu TeM-
nepartypax Boigepxku 700, 750, 800 n 900 °C B TedeHne 3 MUH. YCTaHOBIIEHO, YTO Cepusi 00PasLLOB, NMOy4YEHHbIX MeToAoM SPS
npu Temnepatype 750 °C, o6nagaet 4OCTATOYHOW MPOYHOCTbIO U OTKPbLITON nopucTtocTbto 20 % npu obwe nopmuctoctn 37 %.
YBenuyeHne Temneparypbl Npy UCNOAb30BaHUK MeToaa SPS npnBOaUT K yBEMYEHUIO pa3dMepa 4acTuL, B 06bemMe HaHOMOPOLLKOB
0,0 MMKPOHHOI0 pa3mMepa 1 4aCcTUYHOMY pPas3pyLLEHMIO Nosbix cybmMukpocodep. Mpu nccnenosaHmm pa3oBoro CocTaBa NMoy4YeHHbIX
06pa3uoB BbISIBIIEHO, YTO OH MAEHTMYEH HAa30BOMY COCTaBY MCXOOHbIX MOpOLLKOB. OAHaKo Ans cepuii 06pasLLoB, M3rOTOBJIEHHbIX
MeToLaMu ropsavero npeccoBaHus u SPS, B 06beMe HaHOMOPOLLKOB HablogaeTcs HanpaBAeHHbIN POCT KPUCTAN0B B HAanpasnie-
HUM Hanbonblueli aNekTpo- 1 TennonposogHocTy [001] No ocx nyaHCOHOB. 3TO CBA3aHO C TEMMNEPATYPHbLIM MPAANEHTOM MEXY
06bEMOM MOPOLLKA M MyaHCOHAMWN M HAUMEHbLLUUM 3HaYeHMEM MOBEPXHOCTHOW aHeprum nnockocTu (110), BkNovatowen B cebs
HanpasneHue [001].

KntoueBble cnoBa: o-Fe,Oz, HAHONOPOLLKK, Nosibie cybMukpocdepel, MCKPOBOe NNa3MEHHOE CrekaHue, ropsiyee npeccoBaHue,
pasHOypOBHEBAs NMOPUCTOCTb.
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Production of o.-Fe,0; powder material with multilevel gradient porosity
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Abstract: The paper studies methods for obtaining a multilevel gradient porous material by the layer-by-layer sintering of dis-
tributed o-Fe,O3 nanopowders and submicron powders. Nanopowders with an average particle size of 12 nm were obtained
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by the coprecipitation method, and submicron powders, which are hollow spheres, were obtained using the spray pyrolysis
method. Powders were consolidated by sintering in a muffle furnace, hot pressing, and spark plasma sintering (SPS) at various
temperatures, loads, and holding times. It was shown that muffle furnace sintering and hot pressing methods cannot provide
a compact of enough strength due to the different activity of nanopowders and submicron powders. Powder materials were
obtained by spark plasma sintering when holding at 700, 750, 800, and 900 °C for 3 min. It was found that a series of samples
obtained by SPS at 750 °C has sufficient strength and open porosity of 20 % with a total porosity of 37 %. Rising temperature in
this method leads to an increase in the particle size in the nanopowder volume to a micron size and partial destruction of hollow
submicron spheres. It was found during the study that the phase composition of samples obtained is identical to the phase
composition of initial powders. However, for a series of samples obtained by hot pressing and SPS in the nanopowder volume,
there is a directed growth of crystals towards the highest electrical and thermal conductivity [001] along the punch axis. This
is due to the temperature gradient between the powder volume and punches and the lowest value of the plane surface energy

(110), which includes direction [001].

Keywords: a-Fe,O3, nanopowders, hollow submicrospheres, spark plasma sintering (SPS), hot pressing (HP), multilevel porosity.
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BeeaeHue

HucnepcHsblit rematut (o-Fe,0;) ucnonbayercs B
M3TOTOBJICHUY TTOPOIIKOBBIX MaTepUajoB IJIsI Ta30-
BBIX JaTYMKOB [1], GUIABTPOB ra3oB U XUAKOCTEN [2,
3], karaauzaTopoB [4—6], GOTORIEKTPOIOB IS T10-
JIy4eHHUsI BOJOpOaa MyTeM pacllenaeHus Boabl [7—9]
u ap. [MoBbieHre 3P PeKTUBHOCTU MOPOLIKOBBIX Ma-
TepPHUAaJIOB Il pabOTH B KauyecTBe (PUIBTPOB U DOTO-
3JIEKTPOIOB MOXKET OBITh JOCTUTHYTO ITyTEM CO37aHU ST
B HUX pa3HOYPOBHEBOI MOPUCTOCTH IIPU UCIIOIb30Ba-
HUU B KA4eCTBE CHIPbS ITOPOIIKOB Pa3JIMUIHON IHC-
MePCHOCTU — OT HaHO- A0 CyOMUKPOHHOTO pa3Mmepa
[10]. Takast cTpyKTypa oOecneuyuT BhICOKME (PUIbTpa-
IMOHHBIE CBOMCTBA MaTepHalia, a TaKXXe MOXET yBe-
JIUYUTH €ro Ko3¢hGUIMEHT aAcopOIMU COTHEYHOro
CcBeTa 3a CYeT HaJau4us HaHomop [11] ¢ omHOBpeMeH-
HBIM TTOBBIIIICHUEM CMauMBaeMOCTH MaTepraia BOIOU
CO CTOPOHBI CyOMUKpoMop [12], 4To CMOCOOCTBYET IO~
BBILLIEHU10 3 OEKTUBHOCTU (POTOBJIEKTPOIA.

Llerplo MaHHOTO WMCCICOOBAHUS SIBJISJICS BBEIOOD
MeToJla U ONTUMAJILHOTO peXXrMa TOJIydYeHUs] MaTe-
puajia ¢ pa3HOYPOBHEBOU MOPUCTOCTbIO MyTEM CIie-
KaHUS TOCJIONHO pacIipele/icHHOro B IIpecc-¢dopMe

nopouika o-Fe,05 paznuuHoit nucnepcHoctu. Mccne-
IoBaHBI (a30BBIN cocTaB, MOPGOJIOTUS U TIOTHOCTH
KOMITaKTHBIX 00pa3lioB, M3TOTOBJICHHBIX METOIaMU
crieKaHusl B My(eIbHOM [Te4n, TOPSTYEero IpecCoBaHuU s
Y UCKPOBOrO IJ1a3MeHHoro criekaHus (SPS).

MeToauka
npoBeAeHUs 3KCNEepPUMEHTOB

s ¢dopMupoBaHUS MaTepuajia ¢ pa3HOYPOBHE-
BOM TTOPHUCTOCTHIO MCIOJIb30BAJIMCh MTOPOIIKY HAaHO-
U CyOMUKPOHHBIX pa3mepoB. HaHomopoliku ObLIU
IMOJIYYEHBI METOIOM XMMUYECKOTO COOCAXICHUS
10 %-nbIx BonHbIX pacTBopoB conu Fe(NO;); u menoun
KOH npu nocrositnHom 3Hauenuu pH = 10,5 [13]. TTo-
JIYYEHHBI TIOCJIe COOCAXKICHUS IOPOIIOK OTMBIBAJI-
Cs OT aHWOHOB TyTeM (PUJIBTPAIIMU CMECH TTOpOIIKa
U OIUCTUIIMpOBaHHON Bombl. ComepXaHUE aHUOHOB
KOHTpoaupoBaiaoch pH-merpom. Otepaiiusi IOBTO-
psiiachk 1o poctuxeHusi pH, paBHoro 3HaueHuio pH
JUCTUJUIMPOBAaHHOUW Bombl. [lonydyeHHBIE MOPOIIKU
orxuranuck mpu temneparype 500 °C B TeueHue 3 4 ¢
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LIEJIBIO IIPEBPallleH NS THIPOKCH 1A Xene3a B o-Fe,Os.

IMopoimkn cyOMUKPOHHBIX Pa3MEepOB CUHTE3UPO-
BaJICh METOJAOM crpei-nupoan3a u3 10 %-ro BogHO-
ro pactsopa Fe(NO); ¢ ncronb3oBaHueM YIbTPa3By-
KOBOTI'0 reHepaTopa a3po3o.s [14].

®a30BHII COCTaB TMOPOIIKOB M CIIEYCHHBIX 00-
pas3loB ONMpPEnessiicsI METOIOM PEHTTEHOBCKOM maud-
pakToMeTpuu Ha gudpaktomerpe dudpeit-401
(CrK,-nznyuenue). AHanus (a3 nIpoBOAMIICS MyTeM
CPaBHEHUSI MEXIUJIOCKOCTHBIX PAcCTOSTHUIA ¢ Oa3ou
naHHbeiXx ICDD-PDF-2. JludpakuuoHHble MUKW Ha
audpakTorpaMMax OT HAaHO- U CYOMHKPOIIOPOIIKOB
(puc. 1) aHamOrMYHBI APYT APYTY U COOTBETCTBYIOT
o-Fe,O5 (mpocTpaHcTBeHHas rpynna R-3c).

ITo dopmyne Lleppepa ObLIM paccUUTaHBI 00JIa-
cTu KorepeHTHoro paccesiHus (OKP), kotopsle cocTa-
BuaAU 12 1 135 HM [JI TOPOILIKOB, PUTOTOBJICHHBIX
METOIaMM COOCAXICHMS U CIIPEe-ITUPOIN3a COOTBET-
CTBEHHO.

BennyuHa yneabHOl MOBEpXHOCTH (Sy,) MOPOLIKOB
ompenensiiack Ha aHanu3aTope NOVA 1200e («Quan-
tachrome Instruments», CIIIA) MHOrOTOYEYHBIM Me-
TomoMm BOT. B kauecTBe raza-agcopOeHTa MCIIOIb30-
BaJCs a30T. 3HaueHus Sy, cocrapuau 98 u 6,29 M2/r
JUTSI TIOPOIITKOB, TIOJIYYEHHBIX METOIOM COOCAaXIEHU ST
U CIIpEeN-IIMpPOJIM3a COOTBETCTBEHHO.

W3 mpenmoioxeHusI, YTO YaCTUIIBI UMEIOT cde-
puyeckylo ¢GopMy W TOPOINIKM MOHOIMCIIEPCHHI,
ObILJIM paccuMTaHbl CpelHUE 3HAYeHUs AuaMmeTpa
YaCTHUIL TTOPOIIKOB, MOJTYUYSHHBIX METOJIOM COOCAX-
JeHUus U crnpeli-nupoausa, — 12 u 191 HM cooTBeT-
CTBEHHO.

Mopdosorus mopoikoB U CIeYeHHBIX 00pa3lioB
HccleoBalach METOIOM CKAaHUPYIONIIEH 3JIEKTPOH-
Hoit Mukpockonuu (COM) Ha MuUKpockore Vega 3
(«Tescan», Yexus). Ilopomku, mosydyeHHbIE METOIOM
Crpeii-muposn3a, MpeacTaBlIsIioT co0O0i ToJibie cy0-
Mukpochepsl (puc. 2, a) [15]. Obcuetom COM-u3o-
OpaskeHM I IMOJyYeHO pacipeaesieHue MoIbiX cdep 1o
pa3Mepam (puc. 3), MOTPeIIHOCTb U3MEPEHUS pa3Mepa
YacTUIIBI cocTaBiuia 25 HM. PacmpeneneHue jora-
pudMUYeCKH HOpMaJIbHOE, CpeIHee TeOMETPUIECKOe
3HayeHue d, = 971 HM NpU CTAHAAPTHOM I'eOMETpH-
9EeCKOM OTKJIOHEHUH G, = 1,3. OTiamune cpepHero re-
OMETPUYECKOTO pa3Mepa CyOMUKPOYACTUIL OT 3HaYe-
Huit OKP u cpemHero pasmepa 4acTMII, pacCUYMTaH-
HOTO W3 3HAUYCHUS YIOeJIBHON ITOBEPXHOCTH, CBA3aHO
C OCODEHHOCTSIMU CTPYKTYPBI YacTUI] CyOMUKPOIIO-
pouika. [Tonast cyoMmukpocdepa npeacrasisieT coooit
arJaoMepart U3 MeJIKUX 9acTHII (pHuc. 2, 6).

IMopomkn pa3IMYHOTO YPOBHSI JIUCTIEPCHOCTH
YKJIaAbIBAJMCh TIOCJIOMHO B Ipecc-¢hopMy CIOSIMU
Maccoii 1o 2 T ¥ MOANPECCOBBIBAIMCH IIPU HArpy3ke
10 MITa. CnekaHue MOPOIIKOB MPOBOJUIOCH TPEMS
pa3INYHBIMU CIIOCODAMMU:

— B MydenbHoit neun 6.7/1300, SNOL npu Tem-
nepatype 900 °C B TeueHue 15 mun (06p. MIT900) 6e3
MPUJIOKEHM I TaBJICHUS B ITPOILIecCe CIIEKaHU S,

— METOIIOM TOpsIYero IpecCOBaHUS Ha YCTaHOBKE
HPW 200/250-2200-180, KCE (puc. 4) ¢ KOCBEHHBIM
HarpeBoM nipu ¢ = 900 °C u gaBienuu P = 10 MIla B
teuenue 10 mun (06p. I'T1900);

— TI0 TEXHOJIOTMU MCKPOBOTO IIAa3MEHHOTO CIie-
kanus (SPS) Ha ycraHoBke Labox 650 («Sinter Land»,
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Puc. 1. lucdpakTorpaMMbl TOPOIIKOB, IOJYYeHHBIX METOIAMM COOCAXKACHUSI (@) U cripei-Imupoin3a (6)

Fig. 1. XRD patterns of powders obtained by coprecipitation (a) and spray pyrolysis (6) methods

Powder Metallurgy and Functional Coatings = 2021 = Vol. 15 = N22

)



W3Bectns By308. [lopoLikoBas METanayprus v (yHKLUMOHabHbIE nokpeiTusg - 2021 - T. 15 - N2 2

Puc. 2. COM-u306pakeHu s YaCTULI ITIOPOLIKA, TOJYYeHHOTO METOAOM CIepi-IIMPOoIn3a,

nipu yBeanyeHnu 5000* (@) u 20000* (6)

Fig. 2. SEM images of powder particles obtained by spray pyrolysis at 5000 (@) and 20000* (6) magnifications
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Puc 3. PacnipeneneHue nojbix cdep 1o pazmepam

Fig. 3. Distribution of hollow spheres by sizes

Puc. 4. Cxema paboueii Kamepbl ropsiuero rnpecca
HPW 200/250-2200-180

Fig. 4. Diagram of HPW 200/250-2200-180 press working
chamber

Anonug) npu £ =700, 750, 800 u 900 °C u P= 10 MIla
B TeueHue 3 MmuH (06p. SPS700—SPS900).

TeMmepaTypHbIe pEeXWUMBI CIIEKAHUS TTPUBEICHBI
Ha puc. 5. [ToBepxHOCTU TpaUTOBLIX MAaTPULI, KOTO-
pBIe COIPUKACAIUCH CO CIIEKAeMBIM IOPOIIKOM, TIO-
KpbiBaiuch o-BN 1151 mpenoTBpaiieHus: B3auMoeii-
ctBus ¢ o-Fe,0O3. B MeTomax ropsyero npeccoBaHus
¥ CKPOBOTO IIA3MEHHOTO CIIEKaHMsI Temreparypa
n3Mepsijach MMPOMETPOM C TTOBEPXHOCTH TpacuTO-
BOM MaTpUIIbI.

I'mopocraTndeckass MJIOTHOCTH CIIEYCHHBIX O00-
pasuoB onpenensiiaach no 'OCT 18898-89 Ha ycra-
HoBKe AD-1653 (AND, fnonus). INukHOMETpHYE-
CcKas MJIOTHOCTH IOPOIIKOB M CIIEYCHHBIX 00pa3IioB
olieHMBajnach Ha YycraHoBke Ultrapycnometer-1000
(«Quantachrome Instruments», CIIIA). O6mas nopu-
crocthb onpegensiaack mo FOCT 18898-89, a orkpriTast
(3 dexTuBHas) MOPUCTOCTh PACCUUTHIBAJIACh U3 OT-
HOIIIEHU S Pa3HOCTU MMKHOMETPUYECKON U TUIPOCTa-
THYECKOM TUIOTHOCTH K €€ TEOPETUUYECKOM BEITMUMHE.

Pe3ynbTatbl U X 00CyXaeHune

OOpa3sipl, NMojay4yeHHbIe cleKaHWueM B Mydeb-
Hoit meuu (MII900) u ropsgyuM mpeccoBaHUEM
mpu kocBeHHoM Harpepe (I'T1900), mMerOT CXOXyI0
Mop¢oa0ruio: B 00beMe HaHOMOPOIIKOB 00pa3oBa-
JIUCh MEPELIEUKN C COXPAHEHUEM BBICOKOIIOPUCTOM
CTPYKTYpBI (pucC. 6, @ U 6), a B ciiy4ae CyOMUKpPO-
ITOPOIIIKOB TIePEIIeKOB MEXAY YacTUIlaMU He Ha-

! 3nech 1 manee B KauecTBe TEMIIEPATYPbl CIICKAH ST TTPH-
BelleHa TeMmIlepaTypa Ha IOBEPXHOCTHU I'padUTOBON MaT-
PUILLBL.
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Puc. 5. PexxuMbl u3MeHEHU s TeMIiepaTyp Npy criekaHuu B MydenbHoii neun (MIT),
MeTonamu ropsiuero npeccoanust (I'T1) u nckposoro miasmMeHHoro crnekanus (SPS)

Ywucno B 0003HaUEHUH METOA CTIIEKaHUST — TeMIiepaTypa Beiaepxku, *C

Fig. 5. Temperature variation modes when sintering in a muffle furnace (MF), by hot pressing (HP) and spark plasma
sintering (SPS) methods

Number in the sintering method designation is holding temperature, °C

omromaiock (puc. 6, 6 M &), 9YTO SIBJISIETCS MPUIYNHOM CpaBHEHUIO ¢ Oojiee KPYHMHBIMHM YacTHIaMU, Gop-
HM3KOM MPOYHOCTH ITOJYYEHHOTO Marepuajia. DTO MHpPOBaHUEM Iepelneiikos [16].

CBSI3aHO C Pa3IMIHON aKTHMBHOCTBIO ITPU CIICKAHUU VYBennueHUe TeMITepaTyphl 1 BpeMEHU CIIEKaHUS
HUCIOJIb3YEMBIX HAHO- U CYOMUKPOTIOPOIIKOB U Xa-  IUISI JAHHBIX METO/OB, OCYILIECTBIISIEMOE C LIEJbIO TTO-
pPakKTepHBIM [JII HAHOIOPOIIKOB YCKOPEHHBIM, IO  BBHIIICHUS IPOYHOCTH KOMITAKTa, IIPHUBOIMIIO K 0Opa-
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HOpMCTbIE' marepuarel 1 6UOMaTepnarbl

30BaHUIO TIJIOTHOM CTPYKTYpHI MaTrepuajia B o0beMe
HAHOIOPOIIIKA, YTO HMCKJIIOYAaJIO0 BO3MOXHOCTb €ro
WCTIOJIb30BAaHUSI B Ka4eCTBE (DUIBTPOB U BBICOKOTIO-
pucTtoro poTosyeKTpoaa.

TexHonOTMsI UCKPOBOTO TJIA3MEHHOTO CIEKaHUS
MO3BOJISIET TIOJyYaTh MaTepUaibl Pa3IMIHON TOPU-
ctoctu [17] ipu 6oJiee HU3KKUX TeMIIepaTypax U MEHb-
11eM BpeMeHHU criekaHus [18], yeM B onmrcaHHBIX BbIIIIE
MeTofax.

B obpasnax, monyyeHHbIX MeTomoM SPS mpu ¢ =
=700 °C, B 06beMe HaHOITOPOIIKOB 3aMETHO HaJIU4YUe
nepeleikos (puc. 6, d), Ipu 3TOM B 00beMe CyOMU-
KPOITOPOIIKOB YacTUIIbI pa3aesieHbl (puc. 6, e). Ilpu
t = 750 °C ¢ppmupoBaHue nepeueiikoB HabaomaeTCs
B 00beMe 000MX MOPOLIKOB (puc. 6, xc u 3). Ilpu t =
= 800 °C mepBUYHBINA 00bEM HaHOYACTHUIL 00pa3yeT
IJIOTHYIO CIIEYEHHYIO CTPYKTYPY C pa3MepoM 3epeH
okosio 1 MKM (puc. 6, u), B 06beMe CyOMUKPOHHBIX
YacTUIl UCXOIHBIE TTOJIbIe chepbl YaCTUIHO pa3pylie-
HBI U TIOBCEMECTHO 00pa3yioTcs nepelieiiku (puc. 6, k).
IMpu ¢ = 900 °C B oObemMax 00OUX crieKaeMbIX MaTe-
puanax opMupyeTcs IJIOTHASI CTPYKTypa, XapaKTe-
pusylolasics IIacTUHYaTOM (GopMoii 3epeH, cdop-
MUPOBABIIMXCS U3 HaHOYacTUIl (puC. 6, 4), a TaKXe
HaOJIomaeTcsT HEKOTOpOe W3MeJbUYeHUEe 3epeHHOMI
CTPYKTYPBI, BOOBEME CyOMUKPOHHBIX YaCTHLL (pUC. 6, M).
DddexT nsmenpbueHus: CBsI3aH, MO-BUIUMOMY, C pa3-
pYIIEeHWEM IOJIBIX CyOMUKpocdep B pe3yabTaTe Tep-
MOOaprUUyecKOro BO3IEUCTBUS IPU CIIEKAHUU.

AHaJN3 MTOTy4YeHHBIX Pe3yJIbTaTOB IaeT OCHOBAHUE
CUMTaTh, YTO MeToa SPS mpu Temriepatype crieKaHus
750 °C u BpeMeHU BBIIepKKHU 3 MUH 00eCIieurBaeT J10-
CTAaTOYHYIO TPOYHOCTh CIEYEHHOTO Marepuasa st
MPOBENEHUS NaJTbHEUITNX (hOTORIEKTPOXUMMUIESCKUX
WUCIBITAHUI U JaJIbHEMULLETO €TI0 MCII0Jb30BaAHU B Ka-
yecTBe (HOTOINEKTPOAA NI (PUIBTPYIOIIETO JIEMEH-
Ta 3a CUET HaJIWYUS TIePEIIeiKOB MEXIY YacTUIlaMU
B 00beMe KaK HaHO-, TaK U CYOMUKPOHHBIX YaCTHUII.
[Tpu aTOM B 00BEMAX ABYX PA3TIUYHBIX TTIOPOIIKOB CO-
XpaHseTCs 3HaYUTeJIbHAs [IOPUCTOCTD, JaHHBIE O KO-
TOPOM NPUBEICHBI HUXKE.

®akT 0o0siee MHTEHCUBHOTO CIIEKAHUSI HAHOIIO-
poikoB B mpouecce SPS mo cpaBHEHUIO C CyOMUK-
POHHBIMU YacTUIIAMU, OTMEUYEHHBI! BbILIE U MPOSIB-
JISoIIeiicss B 00pa3oBaHUU TIEPElIeiikoB B o0beMe
HaAHOIIOPOIIIKOB, a TaKXe WX OTCYTCTBHE B cCllyyae
CyOMUKPOHHBIX YacTUll (IIpU OMpeAeIEHHbIX TeMIIe-
paTypHBIX peXUMaX CIIeKaHUsl) C YYETOM BO3MOXHO-
ro MexaHu3Ma CleKaHUs, CBSI3aHHOTO C BEJIMYMHOMN
3JIEKTPUUYECKOT0 TOKa, TMPOXOMSIIEro 4yepe3 00beM
MPECCOBKU, MOXET ObITh OOBSICHEH BIUSTHUEM Da3-
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MEpHOro (hakTopa Ha 3JIEKTPOIIPOBOIHOCTh CIleKae-
MO IIPECCOBKM B 00J1aCTM HAHOYACTHII 34 CYECT OOJIb-
1€ KOHTaKTHOM MOBEPXHOCTH.

Kpome sToro, yBeandyeHue 371eKTPONPOBOIHOCTU
B HAHOCHCTEMaX MOXET OBITh CBSI3aHO C BIIMSTHU-
eM pa3MepHoro ad@exTa Ha MJIOTHOCTb CBOOOJHBIX
aJIeKTpoHOB. Tak, B pabote [19] Obl10 MOKa3aHO, YTO
IIpY YMEHBIICHUH pa3Mepa JacTHUIl reMatuta co 140
10 50 HM 3JIeKTPOIPOBOMHOCTb CUCTEMBI BO3pacTaeT
B 5,4 pa3a. IIpu npoxoxXxaeHUM UMITyJbca TOKa JI0-
CTaTOYHOM BEJIMYMHBI Yepe3 IMOPOIIOK ITPOMCXOMUT
KpatkoBpeMeHHBI meperpeB nmo 10000 °C B Toukax
KoHTakTa 4yactul [20]. DTo mpuBOAUT K Mpoleccam
cyOonmMManuy 1/Wid TUIABJICHHUSI WX ITOBEPXHOCTHO-
ro cios. O6pa3oBaBLIMiiCSI aTOMapHbIA MOHU3UPO-
BaHHBIN Map M paciijiaB B MPOMEXYTKaxX MEXIY UM-
ITyJIbCAMHU B pe3yJIbTaTe PE3KOro OXJIaKICHUS 00beMa
TOpOIITKa M3-3a Tepefavyy Terja MyaHCOHY KOHIEH-
CUPYIOTCS/KPUCTAJIM3YIOTCS B 00JIAaCTSIX KOHTaKTa
YacTUIl ¢ obpa3oBaHueM TiepemreiikoB. [Ipu MHOro-
KpPaTHOM BKJIIOUCHUN—BBIKJIIOUCHUN TOKa BBEICOKOM
MOILIHOCTHU, KOTOPOE€ peaiu3yeTcs MPU KOHTAaKTHOM
HarpeBe MMITYJIbCHBIM TOKOM, IIPOIIECCHI CyOJIMMa-
LIUM/TUIaBIICHUST W KOHICHCAIIWM/KPUCTAJIN3a NI
MOBTOPSIIOTCSI, YTO IPUBOAUT K 3aJICYMBAHUIO TIOP.
OmHako B ciyd4ae ¢ IOJYNPOBOOTHUKAMU M IHUJICK-
TPUKaMM TaHHBIN IIPOIeCC BO3MOXEH TOJIBKO, KOrma
yIeJibHas 3J1eKTPOIPOBOIHOCTD CIIEKAEMOI'0 CJIOSI CO-
crasister 1078—107° Om~-em™! [21].

Taxum obpazom, nipu TeMriiepatype 700 °C siek-
TPONPOBOTHOCTh MOTJIa JOCTUTAaTh YKa3aHHBIX 3Ha-
YeHUil B oObeMe HAHOYAaCTUI[ M3-3a BJIMUSHUS Ha
Hee pa3MepHOro 3¢ dekTa, B To BpeMs KaK B 00beMe
CYOMHMKPOYACTHUIL JIEKTPOIIPOBOTHOCTL OBIJIa HUXE
«IJITA3MEHHOT'0 OKHa».

CymiecTBeHHOe M3MeHeHHne Mopdonaornu obpas-
LIOB TIPY YBEIWYCHNH U3MEPSIEMOM TeMITepaTyphel Ma-
TpUIIbI Ipecc-popMbl B Xxoae mpoiecca SPS ot 700 no
900 °C MoOxXeT OBITh CBSI3aHO C JIOKAJIBHBIM TIeperpe-
BOM B 00beMe CITEKaeMOro IMOpOIIKa 3a CYeT yBeaIude-
HUS reHepauuu >xoyjeBa Teria U3-3a BO3pacTaHU s
ITPOXOSIIETO TI0 HEMY TOKa. DTOT 3(p(eKT CBsI3aH ¢
YBEJIMYUBAIOIIECHCS SKCIOHEHIINAIBHO 3JIEKTPOIIPO-
BOJHOCTBIO TeMaTHUTa ITpy Harpese cBbiie 650 °C [22].

Ha puc. 7 mpuBeneHs 1uppaKTOrpaMMBbl, CHSITBIC
TSI UICXOMHBIX TTIOPOIIKOB U IS KaXXKIOT0 M3 00HEMOB
CIeYeHHBIX 00pa310B, cHOPMUPOBAHHBIX U3 HAHO-
1 cyOMUKpoOIopomKoB. CheMKa IIPOM3BOANIACH HA
n3jioMe o0paslloB, IapajjieIbHOM OCHU TIpeccoBa-
Hug. CneyeHHbIe 00pa3lbl UMEIOT (Pa30BBIl COCTaB,
AHAJIOTUYHBII crieKaeMblM nopoiwkaM o-Fe,O05. IIpu

99



W3Bectns By308. [lopoLikoBas METanayprus v (yHKLUMOHabHbIE nokpeiTusg - 2021 - T. 15 - N2 2

Puc. 7. IndpakTorpaMMbl IIOPOIIKOB U CIICYEHHBIX 00pa31ioB

a — B 006beMe HaHOTIOPOIIIKa; § — B 00beMe CyOMUKPOMOPOIIIKa

Fig. 7. XR D patterns of powders and sintered samples
a — in nanopowder volume; 6 — in submicropowder volume

5TOM Ha JUdpaKTOrpaMMax CIeYeHHOTro MeToJaMu
I'lT u SPS HaHomoOpoIKa HabMOMAETCS CYIIECTBEH-
HOE YBEJMYEHUE OTHOCUTEJIbHOM WMHTEHCUBHOCTHU
muaun (110) mo cpaBHeHMIo ¢ auHueit (104), koTo-
pasi UMeeT MaKCUMaJIbHYI0 WHTEHCUBHOCTD JIJIST MC-
XOJHOro HaHomopoiuka. [Ipy 3ToM cooTHoIleHUe
nHTeHcuBHOCTed nuHUN (110) u (104), CHITHIX Ha
U3JIOMaX, TMEePHeHIUKYISIPHBIX OCU IPECCOBAHUS
(puc. 8), He oTIMYaeTcsd OT AMPPAKTOrPaMMBbl UCXO/ -
HOTO TIOPOIIKA.
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Puc. 8. JludkpakrorpaMMbl, CHSThIE TTapajijeabHO (a)
U TIePHEHAUKYJISIPHO (6) OCU IIpeCCOBaHUS
B 00beMe HaHomopoitiika SPS700

Fig. 8. XRD patterns taken parallel (@) and perpendicular (6)
to pressing axis in SPS700 nanopowder volume

[MomydeHHBIE pe3yJabTaThl CBUIACTEILCTBYIOT O Ha-
IIpaBJIeHHOM (POPMUPOBAHUM 3€PEHHOM CTPYKTYPHI B
00beMe HaHOIIOPOIIIKa CIIeKaeMOoro Marepuaia B Ha-
TpaBJICHUY IPUJIOKECHUS YCUIINS IIPECCOBAHMUS Yepe3
nmyaHcoH mpecc-popMbl. Hanpasienue [001], Bxoas-
mee B TI0CKOCTh (110) KpUCTaIIMUEeCKOM CTPYKTYPhI
o-Fe,03, o6nagaeT HauGONbBIIUMY 3HAYEHUSIMU TETI-
JIO- U 3JIeKTpornpoBogHocTH [23]. OueBUaHO, 06pa3o-
BaHMe TeKCTyphl B odpasnax 'T1900, SPS700 — SPS900
CBSI3aHO CO CITOCOOOM CITeKaHUS ITOPOIITKOB. OOIIIMMU
IUTST JTAaHHBIX METOIOB SIBJISIOTCS TPHUIIOKCHHOE IaB-
JICHWE W HajJu4ue TeMIepaTypHOIro rpaaueHTa, oly-
CJIOBJICHHOTO TEIJIOOTBOAOM M3 O0JIACTH CIIEKAeMOTO
o0beMa K TTyaHCOHaM.

B oOpa3siax, M3roToBJIEHHBLIX METOIOM TOpPSYEro
IIPeCcCOBaHMs, HAJTWUME TEKCTYPHI BEIpaxKeHO OoJiee sip-
Ko (puc. 7, oop. I'TI900), yeM y moay4eHHBIX TyTEM HUC-
KpoBoro 1uiasmMeHHoro crnekaHus (SPS700— SPS900),
YTO MOKET OBITH CBSI3aHO C OOJIBIITNM TPAIUEHTOM TEM-
neparyp B oobeme rnopoiuika B xone I'Tl mo cpaBHeHUIO
¢ SPS, o0ycioBIeHHBIM pa3HMIIEH B CIIOCOOe Harpena.
IIpu ropstyeM IIpeccOBaHWM TEILJIO OT HarpeBarelieit
nepenaeTcs MPenMYyIIeCTBEHHO MaTpHIle U3-3a pacro-
JIoXXeHUsI TpacUTOBBIX HarpeBaTesieil B paboyeit Kamepe
(cM. puc. 4), a mpy peaan3ay KCKPOBOTO IIJIa3MEHHO-
IO CITEKaHUS TOK ITPOITyCKaeTcs Yepe3 IMyaHCOHBI 1, KaK
MOKAa3bIBaIOT pacyeThl [24], HanboblIasl TeMIeparypa
JMOCTUTACTCS B CIIEKaeMOM O00BbeMe, a ITyaHCOHBI UMEIOT
Temneparypy Huxe Ha 150—200 °C.

AHaJIOTU4YHbIe pe3yJbTaThl (POPMUPOBAHUU TEK-
CTYpPHI IIPU CHHTE3¢ YaCTHUI] TeMaTUTa B 3aBUCUMOCTH
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OT TEeMITepaTyphl Mpolecca ObIIKU MOTYyUYeHBI B padoTe
[25]. ABTOpaMu ycTaHOBJIEHO, YTO IPU MUHUMAaJILHOM
TeMIiepaType CuHTe3a (hOPMUPYIOTCS YACTUIII BHITSI -
HyTOI opMbI BioJb HanpaBiaeHus [001]. Ha ocHoBa-
HUU OMUCAHHOTO BbIIIE, MOXHO MPEANOJOXHUTh, YTO
MeXaHU3M 00pa3oBaHUs JAHHOW TEKCTYpPhI CBSI3aH C
HaIlpaBJeHHBIM YKPYITHEHHEM YacTHIl, 00YCIOBJICH-
HbIM HaJIMYMEM TPaJueHTa TeMIiepaTyp U HauboJiee
SHEPTeTUYECKU BBITONHBIM HaTpaBJIeHUEM pPOCTa.
B o6beme cyOMuKporopomka maHHBbIA 2ddeKT Ha-
omomaeTcs Toabko s odpasua SPS900 (puc. 7, 6),
B KOTOPOM CcyOMUKpocdepbl ObUIM MOTHOCTBIO pa3-
pyiIeHsl (puc. 6, 4). DTO MOXET OBITH CBSI3aHO C TEM,
YTO B 00beMe CYOMUKPOITOPOIIKA C LIeAbIMU chepaMu
WMEIOTCSl 3aKPBIThIE TOPHI, 3aKJIIOUEHHbIE B 4aCTH-
I1ax, YTO MOXET CYIIECTBEHHO CHUXKATh TEIJIOIPOBO-
JHOCTb JAHHOTO 00beMa U, CIe0BaTeNbHO, YXYAIATh
TEIJIOOTBOM U3 3TOM obaactu [26].

M3ydeHune MOPHUCTOCTU CIIEUCHHBIX MaTepuaioB
moxkasajo, 4YTo 0O0lIasi MOPUCTOCTb IJs1 00pa3loB
MI1900, TTI1900 u SPS700 mpuMepHO OAMHAKO-
Ba, HECMOTPS Ha pa3jiMuus B CIIOCOOaX U pexXumax
crieKaHWusl, U cocTaBiseT mopsaka 55 u 51 % nns
obnacrteit, copMUpPOBAaHHBIX Ha OCHOBE HAHO- W
MMKPOMNOPOILIKOB COOTBETCTBEHHO (puc. 9), oqHaKO
C YBeJIUMUYEHUEM TeMIlepaTypsl B mpouecce SPS oHa
nagaet u npu t = 900 °C gocturaer 14 u 17 % coor-
BETCTBEHHO.

O01as mopucToCTh, %

601-

_____ “—————ﬁ\
50- ¢ N
40+

O0bem
cyoMuKpochep
30 O6BeM
HAHOIOPOIIKA
204
N )

10 T T T T T

MII900 TITI900 SPS700 SPS750 SPS800 SPS900

Puc. 9. 3HaueHus1 0011Iei TOPUCTOCTU

st oopasios MI1900, T'TI900 u SPS700—SPS900
Fig. 9. Total porosity values for MF900, HP900
and SPS700—SPS900 samples
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D dexTnBHAsS TOPUCTOCTH, %

t\ Oo6bem

\\\ HaHOIIOPOIIKa

20+ N
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SPS700  SPS750 SPS800 SPS900

Puc. 10. 3HaueHU ST OTKPBITOM MOPUCTOCTU
IUIsE 00pa3lioB, IMOJYyYeHHBIX MeTomoM SPS
TP pa3INYHBIX TEMIIEpaTypax

Fig. 10. Open porosity values obtained
by nitrogen transmission for samples obtained by SPS
at different temperatures

OtkpoiTasi (3pekTuBHas)) MOPUCTOCTh MJISA 00-
pa3loB, MOJYYEHHBIX MeToAOoM SPS, BIJIOTH A0 TeM-
nepatypsl criekanus 800 °C cHukajnach JUHEIHO C
38 mo 14 % (puc. 10). B o6pasue SPS900 B o6beMax
HAaHO- U CYOMUKPOHHBIX YacCTWUIl OTKpbITasl MOPU-
CTOCTb YMEHbIIUJIACh MPUMEPHO Ha 2 % OTHOCUTEJb-
Ho SPS800. I1pu aToM 0011as1 MOPUCTOCTH B 0ObEME
00p. SPS900 npumepHo Ha 6 % Huxke, yueM B SPS800
(cM. puc. 10), u3 yero MOXHO caenaTh BBIBOM, 4YTO
YIUIOTHEHME MOPOIIKOBOTO MaTepuasa npu yBeauye-
HUU TeMIIepaTypbl BbI3BAHO YMEHBILIEHUEM HOJU 3a-
KPBITBIX TIOP (32714 BAHUEM).

3aknioyeHue

ITonydensl 1 uccienoBaHbl KOMHIAKTHl O-Fe,O;
C Ppa3JMYHBIM YPOBHEM TMOPUCTOCTU MO OOBEMY,
chopMUpOBaHHBIE MYyTeM CIEKAHUSI TPU KOCBEH-
HOM HarpeBe 0e3 MPUJIOXKEHUS AaBJICHUS, TOPTIUM
MPECCOBAHUEM M HCKPOBBIM TJIa3MEHHBIM CIeKa-
HUeM (OPMOBOK M3 TOCJIOWHO pacIpenesieHHOTO B
npecc-¢gopMe HAHOIMCIIEPCHOTO U CYOMUKPOHHOTO
nopoiinkoB. Pa30BbIii aHAJIU3 UCXOMHBIX MOPOUIKOB
U TOJIYyYEHHOTO MaTepuasa CBUAETEIbCTBYET 00 OT-
CYTCTBUU M3MEHEHUI €ro coCTaBa 1Mo BceMy 00beMy
o6pasua. Ilpu 3ToM B CTpyKType MaTepuaa, chop-
MUPOBAHHOTO U3 HAHOTIOPOIIIKA MIPU TOPSYEM TTpec-
coBaHuM U B xoae SPS, obHapyxeHO oOpa3zoBaHUe
TekcTypbl B HanpaBjaeHuu [001]. Ee nosgBaeHue mo-
JKET OBITH CBSI3aHO C HATUYMEM TEMTIEPATyPHOTO I'pa-

a7/
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IVeHTa M HAMMEHBIIUM 3HaYeHHEeM TOBEPXHOCTHOM
SHEPrUU.

YcTaHOBJIEHO, UTO B CUJTY Pa3HON aKTUBHOCTHU KC-
TTOJIb3yeMbIX MOPOIIKOB TIPU CIIeKaHWM METOIBI KOC-
BEHHOI'O Harpepa 1 ropsiyero NpecCoBaHMU s He IMMO3BO-
JISTIOT TIOTYYUTh TPOYHBIE KOMTAKTHI C COXPAaHEHUEM
WX MPOHUIIAEMOCTU: B 00beMe, COPMUPOBAHHOM U3
HaHOMOPOIIIKOB, IIPOMCXOAUT 3aMETHOE YILJIOTHEHUE,
B TO BpeMs KaK B 00beMe CyOMHKPOHHBIX TTOPOIITKOB
Mpouecc KOHCOMUIauu (00pa3oBaHuU S MepPelIeHKOB)
He HabJogaeTcsl.

YcTaHOBIEHO, YTO METOJ KICKPOBOTO MJIa3MEHHOTO
crnekaHus nipu Temmeparype 750 °C mo3BoJisier cop-
MUPOBaTh KOMIAKTHI C JOCTaTOYHOI MPOYHOCTHIO 32
cueT 00pa30oBaHMS MEPEIICHKOB MEXIY CIIeKaeMbIMU
yacTUIIaMM B 00beMax KaK HaHO-, TaK 1 CyOMUKPOH-
HbIX yacTull. [1pu 3TOM 0011128t TOPUCTOCTH 3aTOTOBKU
coctaBnsieT 35 %, a oTkpbiTast — 23 %.

VYBenuueHue Temmeparypbl mpoliecca SPS Beilne
750 °C comnpoBoxXaaeTcsl MOBBIIIEHHON YIJIOTHEH-
HOCTBIO 00beMa HAHOIIOPOIIKOB C (DOPMUPOBAHM-
€M TUIOTHOM CTPYKTYPBI, MPUBOISIIENH K CHUXEHUIO
MPOHUIIAEMOCTU BCEil MPECCOBKU MPU YMEHbIIEHUU
o061ueii mopuctoctu A0 14 % u orkpbiToit — g0 11 %.

Hccnedosanue eoinoanero npu gunarncosoit noooepicke PODPU
8 pamkax Hayuroeo npoekma No 20-38-90166.
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