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AHHoTamusa: B pabore paccMmarpuBaeTcs MONyYE€HHE IOPOIIKOB
raHaTOB  €BpOMHUS, JUCIPO3Ws, JIAHTAaHA © CcaMapus METOJOM
MEXaHOXMMHUYECKOIO0 CHHTE3a M UX MOCJEIyIoee UCKPOBOE IJIa3MEHHOE
criekanue. 3ydeHBl TEXHOJOTHYECKHE CBOWCTBA IIOPOIIKOB TrayHATOB
eBpOIUs, AWCIPO3WS, JaHTaHA W camapus, a UMEHHO CPEJHHH pazMep
YaCTHUI, TEKy4YeCTb, HACBIMHAS IUIOTHOCTb. METOJOM HCKPOBOTO
TUTa3MEHHOTO  CIIEKaHWA TONy4deHbl o0pas3mpl radHATOB  €BPOIHS,
JTUCTIPO3US, JJaHTaHA W caMapus C OTHOCHUTENBbHOH IUIOTHOCTRIO 92-98 %.
HckpoBoe mia3zMeHHoOe criekaHue npoBouin npu Temmeparype 1200 °C B
Bakyyme, naBieHuu 350 kH u BBIACPKKH MOA JOaBlICHUEM |SMUHYT.
IIpoBemeHo  mWccnemoBaHWE  YAENbHON  TEIUIOEMKOCTH  ITOJYYE€HHBIX
HUCKPOBBIM ITUIA3MEHHBIM CIICKaHUEM O00pa3loB rapHATOB EBPOIIUS,
JIACTIPO3US, IAaHTAHA U caMapus.

KiwoueBble ci1oBa: MEXaHOXMMHUYECKHWA CHUHTE3, TOPOILIKH,
radHaTHl €BPOMUS, AUCIIPO3UA, JAaHTaHA U CaMapHs, HCKPOBOE IIa3MEHHOE
CIICKaHUe, yAelbHas TeII0OEMKOCTh, CBOMCTBA
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Annotation: The paper considers the production of hafnate
powders of europium, dysprosium, lanthanum and samarium by
mechanochemical synthesis and their subsequent spark plasma sintering.
Technological properties of europium, dysprosium, lanthanum and
samarium hafnate powders were studied, namely, average particle size,
fluidity, bulk density. By the method of spark plasma sintering samples of
europium, dysprosium, lanthanum and samarium hafnates with relative
density of 92-98 % were obtained. Spark plasma sintering was carried out
at a temperature of 1200 oC in a vacuum, pressure of 350 kN and holding
under pressure for 15 minutes. The specific heat capacity of europium,
dysprosium, lanthanum and samarium hafnates obtained by spark plasma
sintering was studied.

Keywords: mechanochemical synthesis, powders, europium,
dysprosium, lanthanum and samarium hafnates, spark plasma sintering,
specific heat capacity, properties

Beenenue

CrnoxHbIe OKCHIBI JTAHTAHOUOB MMEIOIINE CTPYKTYPY MHPOXIOpa,
BEI3BIBAIOT OOJBIION MHTEPEC U3-3a WX BBICOKOH CTPYKTYpPHOW THOKOCTH,
KOTOpasi MOXKET OBITh M3MEHEHA IyTeM OOpaOOTKH W/WIIU JICTUPOBAaHUSI.
OHM WMEIOT IIUPOKUHA CHEKTP XUMHUYECKHX U (U3NYECKHX CBOICTB
MIPEICTABJISIONNX HAYYHBIH W TEXHOJIOTMUYECKUH HMHTEPEC, KaK HampHUMep
BBICOKAsl HMOHHAs MPOBOJUMOCTh, BBICOKAs TEPMOCTOHKOCTh, BBICOKAS
TePMOXUMHYECKAst CTAOMIBHOCTD U Ap. [1-3].
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CnoxHble OKCHIBI  JAHTAHOWJIOB MOTYT TPUMEHATHCS B
JNEKTPOXUMUH, KaK TEIUIOU3OJSAIMOHHBIE W ONTHYECKUE TIOKPBITHS,
BBIIEP)KMBATH JUTUTENFHOE BO3JEHCTBUE palWaIldH, COXPAaHSS MPU ITOM
COXpaHAA LIEJIOCTHOCTD KPUCTAJTHYECKOM CTPYKTYPHI, OHH
paccMaTpuBaIOTCA W JUISL XpaHEHUS M MOCIEAYIOUIeH HMMOOWIH3aLUH
BBICOKOAKTUBHBIX OTX0A0B [4-6]. Taxke B HayyHOM JuTepartype
BcTpedaeTcss mHopMaIus 00 WX CTPYKTYPHBIX OCOOCHHOCTSIX [7, 8], K
COXAJICHUIO HEJJOCTATOYHO MHPOPMALUH 0 UX (PU3NUYECKUX U XUMHUUECKUX
cBoicTBax [9, 10].

Lems  mamHOM  paboOTHI  3aKimoyasiach B HCCICIOBAHHUH
TEXHOJIOTHYECKUX W (U3NUECKHX CBOWCTBAX MEXaHOCHHTE3WPOBAHHBIX
MOPOIIKOB Ta)HATOB €BPOMHMS, JWUCIPO3Ws, JIAHTAaHA W camMapus W
MOCTIEAYIONIee IMONydYeHHe W3 JAaHHBIX IOPOIIKOB  BBICOKOIUIOTHBIX
0o0pa3oB KepamMHK METOJOM MCKPOBOTO IDIa3MEHHOTO CIIEKaHUS W
WCCIIEIOBAHNH UX YIIEIbHON TETIIOEMKOCTH.

MexaHOXUMUYECKHA CHHTE3 SIBJISICTCS MEPCIEKTHBHBEIM METOIOM
TIONTyYEHHs] TTOPOIIKOB CIOXHBIX OKCHIIOB JIAHTAHOWJOB, JAHHBIA METOJ
OPOCT B peaIM3allil U SIBISIETCS SKOHOMHYHBIM M C TIOMOIIBIO JaHHOTO
METOJIa MOKHO TOJTyYaTh JOCTATOYHO OOJbIIue 00beMbl mopomka [11, 12].
Ho nmeroTces n onpeeneHHbIe HETOCTATKY, HAIIPUMED ATO HEPAaBHOBECHBIH
MeToZ. MexaHOXMMHUYECKH CHHTE3 YacTo JaeT HeoObIYHBIE |
BBICOKOJe(peKTHBIC MeTacTaOmIbHBIE Qa3bl. bojee Toro, mpeobpasoBanue B
HanOosiee craOmIbHBIE (Da3bl, BBHI3BAHHOE MOTOJHUTEIHHOW 00pabOTKOM
(HampuMep, OTXKHATOM), TIO3BOJIICT M30JIMPOBATH JOCTATOYHO CTAOHMIILHBIC
NPOMEKYTOUYHBIE  COCTOSIHMSI, KOTOpBIE HEINOCTYMHBI 1y OoJjee
TPaJULHUOHHBIX METOJ0B 00paboTku. Takxke MEXaHOXUMHUYECKHH CHHTE3
MO3BOJISIET  AJAaNTHPOBAaTh  XapaKTEPHCTUKH  JIIOOOTO  Marepuarna,
NPEACTABIAIONIETO MHTEPEC Ul BBINOJIHEHUS KOHKPETHOH (yHKIHH C
ONTUMHU3UPOBAHHBIMH XapaKTCPUCTUKAMU.

MarepuaJsbl 4 000pyI0BaHue

Jia cuHTEe3a HCMOJB30BAIMCH CIEMYIOIIE IMOPOIIKA: TOPOIIOK
Dy,03 knacca XY(conepxanue npumeceit He 6oiee 0,2 %), HfO, kmacca
XY (comepxanme mpumeceir He Oomee 0,4 %), EwO; xmacca XY
(conmepxanne mpumeceit He 6omee 0,4 %), La,O3 xmacca XY (comeprkanue
npumecerd He Oomnee 0,3 %). Mopdosiorust HCXOAHBIX MOPOLIKOB ObLIa
n3ydyeHa MetonoM POM. Mopdonorus 4acTuil mopoIiKa OKCUAA €BPOMHs
MIpeICTaBIICHA HA PHCYHKE la.
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pi

Pucynok 1 — COM- n300pakeHHe 4acTHUI] IIOPOIIKOB
(a - oxcun eBpomusi; O - OKCHJ TAaHTAHA; B - OKCHJ] caMapusi; T - OKCHT
JUCTIPO3US; 11 - OKCHUJ radHus)

HcxoaHpliii MOPOIIOK — OKCHI €BPOIHS UMEET OCKOJOUYHYIO (POpMy
u pasmep 1-3 MrM. Mopdomnorus dvacTui MOpOLIKa OKCHAA JIaHTaHa
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npeicTaBieHa Ha pUcyHKe 10. VMcXOmHBIH MOPOIIOK — OKCHI JIaHTaHa
UMeeT OCKoJouHyo (opmy u pazmep 500 HM — 1 MKM, arJoMepupoBaH.
Mopdonorus 4acTull HOpOILIKa OKCHIA caMapus NIPeCTaBIeHa Ha PUCYHKE
1B. Ilopomiok okcHI caMapusi UIMEET OCKOJIOUHYyI0 (hopmy 1 pasmep 1 — 3
MKM. Mopdoorust yacTul] MopouiKa OKCHIa JUCTIPO3Us MPeACTaBIcHa Ha
pucynke Ir. TIlopomxum Dy,O;  XapakTepu3yroTcsl  OCKOJIOYHOMN
Mopdomorueid. YacTumpl okcuma ragHUS HUMEIOT IUTACTHHYATYIO (GopMmy,
MUMeeTcsl CHIIbHBIA pa3Opoc mo pazmepam yactuil oT 200 MkM 10 40 MKM.
U3obpaskenne yacTull NpeAcTaBIeHO Ha pucyHke la. TexHomormueckue
CBOWCTBA MCXOJHBIX [TOPOLIKOB IIpeACTaBiIECHbI B Tabauue 1.

Tabmuia 1 — TexHOIOTrHYECKHE CBOMCTBA UCXOIHBIX TIOPOIIIKOB
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Oxeun | o euer 1,02 3.5-5.4 80 4-10
[[I/ICHPO?;I/IH
Oxcnn He teuer 0,95 23-24 50-60 2-6
€BpoMnus
OKCHL | e rever 0,89 32-34 20-40 5-10
JJAaHTaHa
OKCUA 1 e rener 11 18-21 40-50 2-4
camapusi
Oxena He Teuer 1,87 0,9-1,1 5-50 2-10
radHus

MeXaHOXUMHUYECKU CHHTE3 TPOBOAMIM C  HCIOJIb30BaHUEM
TUIAHETapHOM MmapoBoii MenbHULBI «AKTHBaTOp-2C» C OapabaHamu u
apaMu W3 OTOXOKEHHOW cramd. [l wm3MepeHus pacmupeneleHus o
pasMepaM  dYacTHIl Topomrka radHaTa JIaHTaHa,  MCIOIH30BAIU
YHUBEPCAIBHOE YCTPOMCTBO uIsi m3Mepenms pasmepa dactuil FRITSCH
ANALYSETTE 22 MicroTec plus ¢  yCTaHOBKOW  MOKPOTO
nmuctieprupoBanus. [Ipeaensr m3mepenus cocrtapistior ot 0,08 mo 2000
MKM, ITOTPEITHOCTh H3MepeHus cooTBeTcTBYeT ISO 13320.
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Haceimuas motHocts m3Mepsmace mo I['OCT 19440 — 94 ¢
nmomoIeio BomoMoMmetpa Ckorra. Tekydects m3mepsiiack mo ['OCT 20899
—-98.

CkaHupyromud dIeKTpoHHBI Mukpockon Hitachi  S-3400N,
OCHAIICHHBIH  DHEPrOAUCIIEPCHOHHBIM  cliekTpoMeTpoM  NORAN,
WCTIONB30BANICA U1 MCCIIEOBaHUS MOP(OIOTUN UCXOTHBIX MOPOIIKOB H
CHHTE3UPOBAHHOTO MPOAYyKTa. /|71t mpeccoBaHUs MOPOIIKOB MCIIOIB30BaIN
CTATRPHYI0  IHIMHAPWYIECKYI0  Tpecc-hopMy  OHaMEeTpoM 8  MM.
IIpeccoBanne mPOBOAWIM TIO JBYXCTOPOHHEW CXEMe IPIIOKEHUS
Harpy3ku npu oceBoM nasieHun 600 MIla Ha rumpaBiamueckoMm mpecce
2I0I" — 125. OTHOCHTEIbHAS IIOTHOCTh 00pa3ioB onpeneastiack mo FOCT
18898 —89.  HckpoBoe ma3sMEHHOE CIEKaHME TMPOBOAMIMA  Ha
yctanoBke Spark Plasma Sintering - Labox 650 nmpu temmepatype 1200 oC
napnenue 350 xH wu Bpemenu Boigepxkku 15 wmuH. M3mepenue
TEIJIOEMKOCTH  TpoBoamnd  Ha  mpubope  Linseis ~ THB-100
(TransientHotBridge), TemnepaTypHbIii [uanazoH mpuoopa OoT KOMHATHOM
temrrepatypsl 1o 300 °C.

Hosyyenne mnopomkoB radHATOB e€BpONHs, AUCIPO3US,
JIaHTaHa u camapus u npoBeaeHue UIIC 1aHHBIX NOPOLIKOB

Mexanoxumudecknii  cuaTe3  (MXC)  radmHata  aHTaHa
OCYIIECTBISUIA C WCTOJB30BAaHWEM IIapOBON IUIAHETAPHOW MEIbHHUIIBI
«AxtuBarop 2S» IpH CKOPOCTH BpAIECHUS TUIAHETapHOTO aucka — 500 —
900 06/MuH, CKOPOCTH BpamieHus 6apadanoB — 1200 — 2200 o0/MuH., Ipu
OTHOIIIGHUU MacChl MIapoB kK macce mmxThl - 30 - 45: 1 B atmocdepe
aprona rmpu P =3 - 5 atMm. B Teuenue 5-120 MuHYT.

Kak yka3wiBaeTcs B padotax [3, 5, 8, 11] monHOe mpeBpalicHHe
UCXOJHBIX OKCHJIOB B HAHOKPUCTAJUTMYECKUE MOPOIIKH CIIOKHBIX OKCHJIOB
JAHTAaHOWJIOB, a MMEHHO TadHAT NaHTaHa, radHAT AMCIPO3Ws, TadHAT
eBpormusi, TaQHTAT caMapus MPOUCXOIUT MPHU 00pabdoTKe cMeceil okcuaa
rahHUS W OKCHJA JIAHTAHOWJA B3SATBIX B  CTEXUOMETPHUYCCKOM
cooTtHomeHn# B TedeHue 30-60 MuH.

COM-m300pakeHns] TIOPOITKOB CIOKHBIX TaQHATOB JTAHTAHOWIIOB
MIPEJICTABJICHBI HA PUCYHKE 2.

[TomryueHHple MEXaHOCHMHTE30M TOPOIIKH CIIOXKHBIX OKCHIOB
JAHTAHOWIOB, a WMEHHO radHAT JIaHTaHa, radHAT aUCHpO3ws, TadHAT
eBporus, raHaT caMapwust SIBJISIOTCS YIbTPAMENKOIUCTIEPCHBIMHU.
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2 TAdEATA ARCIPOIE

B radHara TaHTana

Arpbp camapuy

# rpbpat cvponus 3

PI/ICYHOK 2 - MCX&HOCI/IHTGSI/IPOBaHHBIe TOPpOLIKKN l"a(bHaTOB JJAaHTaHOHU 0B

B Tabnuue 2 mnpuBeNeHbI OCHOBHBIE TEXHOJIOTMYECKUE U
¢usnyeckne CBOICTBA MEXaHOCHHTE3MPOBAHBIX IOPOIIKOB TradHATOB
JUCTIPO3Usl, EBPOIHNS, CBMBpPHS U JIAHTaHA.
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Tabmuna 2 — CBoiicTBa MOPOIIKOB Ta(HATOB JIAHTAHOUIOB, TOJTYYCHHOTO

MEXAHOCHUHTE30M
© . A &
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Eu,HfOsmexcunre3 | He teuer | 1,75-1,77 18-28 300 - 400 40-70

Dy2HfOS He teuer | 1,87-1,89 |  16-24 2.5 60-95
MEXCHHTE3.

La2HfO5mexcunte3 | He tewer | 1,85-1,87 18-26 200 - 400 50-80

Sm2Hf207 He Teuet | 1,92-1,95 20-24 300-500 15;) (_)

C mOMOIIIBIO MPOLIEcca UCKPOBOTO IUIA3MEHHOTO CIIEKaHUS MOXKHO
MojiyyaTh TOTOBBIC H3JCNIMSA M3 IIOPOIIKOB Pa3JIMYHBIX MaTepHaioB
MPaKTUYCCKU 3a OJHY OIepariuio. B 3ToM citydae mporecchl (hOpMOBaHHS U
CIICKaHUS OCYINECTBISAIOTCS OJHOBPEMEHHO, 4YTO OJIarONPHATCTBYET
MOJIYYCHHIO 3arOTOBOK C MaJIoi OCTaTOYHOM IOPUCTOCTBIO. bBhBIIO
MPOBEICHO HCCIICIOBAHUE II0 ONPCIACICHHIO BO3MOXXHOCTH HCKPOBOTO
IUIA3MEHHOTO CICKAaHHSd MEXaHOCHHTEC3UPOBAHHBIX ITOPOIIKOB Ta(HATOB
JAHTAaHOMJOB. VCKpoBOe IUIa3MEHHOE CIICKaHHE IPOBOIWIOCH Ha
ycranoBke Spark Plasma Sintering - Labox 650 mpu temnepatype 1200 °C
B BakyyMme, AaBieHuM 350 kH W BBIIEpKKH TIOA JaBicHUEM |S5SMUHYT.
OTHOCUTENIbHAS IUIOTHOCTh OOpa3lloB IIOCEC IPOBEICHHUS HCKPOBOTO
TJIa3MEHHOTO CIICKaHUS MPUBEeHa B TabmuIie 3.

Tabmuia 3 — OTHOCHTENBHAS MIIOTHOCTE 00pa3ioB mociue UIIC

IHopomok OTHOcHTeIbHAs IVIOTHOCTB, %o
rajHaT eBpOIus 92
radHAT AWCTIPO3US 96
radHaT JJAaHTaHA 98
radHaT camapusi 94

Ha pucynake 3 mpencraBnensl COM-M300pakeHHS HM3JIOMOB
00pas3IoB Mmocie UCKPOBOTO THIA3MEHHOTO CTIICKaHHUS

ISSN 2713-0010 HAYYHOE CETEBOE M3[IAHVE

~23 ~




RESEARCH ISSUE N2 3-2(27) March 2023

INNOVATIVE SCIENTIFIC RESEARCH

TaMHAT eEPOIHA

TaHAT JHCTIPO3SHA

radisar camapus
Pucynok 3 — COM—u300pakeHus U3J0MOB crieueHHBIX MeTogoMm UIIC
00pas3I1oB ra¢HaTOB JTAHTAHOUIOB

Ta(DHAT TaHTAHA

Ilocne mnposenenuss WIIC Owbma ompeneneHa — yAenbHas
TEIJIOEMKOCTh TOJYYEeHHBIX 00pa3loB TadHATOB €BpONHsA, AMCIPO3US,
JaHTaHa W caMapwus, Pe3yibTaThl ONMPEIENCHUs YAeNbHas TeIIOEMKOCTH
MIPEJICTaBICHHI B TabmuIle 4.

Tabnuna 4 — Y aenbHas TEIIOEMKOCTh TaQHATOB AUCTIPO3HS, JIAHTAHA,
caMapus U €BPOIIHSI

yaeJbHast yAeJbHast yAeJbHast yaeJbHast
TEeIJI0EMKOC | TeMJIOEMKOC | TEIUIOEMKOC | TeMI0eMKOC
Temmnepary | Tb ragpuara | Tb raguara | Tb rapuata | Tb radguara
pa, °C eBponus, | AMCIPO3M, camapus JIAHTaHa,
Mok MoJib” Jx Mosb Jx Mosb Mok MoJIb”
IK-I IK-I IK-I IK-I
75 370 320 340 380
100 380 330 360 390
150 390 340 375 400
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yaeJabHast yaeJabHast yaeJabHast yaeJabHast
TEIUIOEMKOC | TEMJ0EMKOC | TeIIOEMKOC | TeMJI0eMKOC
Temnepary | Tb rajpuara | Tb radpuara | Tb radpuaTra | Th radgHarTa
pa, °C eBponus, AMCIIPO3us, camapus JIAaHTAHA,
Mok MoJib” Jx Mosb Jx Mosb Mok MoJIb”
IK-I IK-I IK-I IK-I
200 400 360 390 410
250 420 380 400 420
300 430 400 410 440
BriBoabI:

IIpu cpaBHeHUHU 3HAYEHUMN yIEIBHOM TETUIOEMKOCTH, MOJIYUYEHHBIX
JUTsE 00pasIloB HCCIEeIyeMbIX TadHAaTOB, BCe 00pa3ibl JEMOHCTPUPYIOT
AHAJOTUYHYI0  TEMIIEPaTYpHYI0  3aBUCHUMOCTH C  COIMOCTaBUMBIMHU
3HaYEHUSAMH i1 00pa3ioB Ta(HATOB €BPONMS, AWCIPO3WsS, JaHTaHA W
caMapusi TOJNYYCHHBIX  CIUIABICGHHUEM U  HMMCIOMIMX  H3HAYaJIbHO
KPUCTAJUIMYECKYIO PEHIETKY. YCTaHOBJIEHO, YTO 3HAYCHUS YJEIbHOU
TEIUIOEMKOCTA TadHATOB €BPOMUS, AWCIPO3WA, JaHTAaHA M caMmapus C
MOBBIIIICHUEM TeMIIepaTypPbl MOHOTOHHO yYBEITUYHBAIOTCA.
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