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JOCIIKEHHA ®OPMYBAHHSA CTPYKTYPU
HPEKYPCOPIB JJIA OTPUMAHHA HAHOIIOPOILIKIB HA
OCHOBI ®A31 TUITY HEPOBCKHUTY

Tuemumym npobaem mamepianosnascmea im. I M. @panyesuua Hayionanvroi akademii nayk Yxpainu
syn. Kpoiwcusrcarnoecvkoeo, 3, Kuis, 03142, Vkpaina, E-mail: chudinovych_olia@ukr.net

Memodom 2emepozeniiozo ocadaicenns cunmesoeano npekypcopu na ocnoéi La¥YOs:R, de R = Yb’*, Nd**, Ev’*
07151 OMPUMANHS HAHONOPOWIKIG (hasu muny nepogckumy. AocopOyitino—cmpyKmypui 00CIiONCeHHsT ROKA3AU, WO
CUHME308aHI NPEKYPCOPU € OOHOPIOHUMU, ME30NOPUCIUMU, HAHOOUCHEPCHUMU NOpouwiKkamu. B 3anesicnocmi 6i0
npupodu mominecyenmnoi 0obasku (Yb*', Nd**, Eu’*) ma ymos cummesy, numoma noeepxms cunmesosanux
npexypcopis cknadae 6i0 50 0o 200 m*/z npu cepednvomy diamempi mezonop npiopumemnozo dianasouy 3.3-3.5 ma
6 Hm. Becmanoeneno, wo memnepamypa cunmesy 6NAUBAE HA (OPMYSAHHS NOpUcmoi cmpykmypu npexypcopis. Ilpu
CNiBOCAOIICEHH] 3 DI3HOI0 MEeMNEpamypor0 po3UUHY YMEOPIOIOMbCSA NOPOWKY 13 PISHUM MUNOM HOPUCmoi
CMPYKMYpuU. KOPRYCKYIAPHOI 4l NOUApOE6Oi.

Makcumanbna numoma nNoGepxXHsA CUHME308AHUX NPEKYPCOPI8 3anedcumsv 8i0 KiIbKocmi ma muny
JroMinecyeHmHoi 000asxku. Hum menwutl ioHHUL padiyc moMinecyeHmHoi 0o0baexu, mum Oinrbuwie ii nompioHO
oooamu 0N OMPUMAHHS MAKCUMANbHOI numomoi noeepxui npexypcopa. Tax, npu oooasanni Yb*' maxcumym
numomoi nosepxii docsizacmoca npu 4 06. %, 6 moti uac ax ona Nd°* oocmammwo 1 06. %.

B 3anescnocmi 6i0 xinbkocmi niominecyenmuoi 0obasxku Yb>T npu oonaxosux ymosax cummesy npexypcopis
opmyromocs nopucmi cmpykmypu pisnozo muny: wapysami (3 06. % Yb>") i kopnycxynapui (4 06. % Yb>*). Ilpu
YbOMY NUMOMA NOBEPXHS CUME306AHUX NPEKYPCOPIE 3 pisnum sidcomkoeum emicmom Yb>" maiioce oonaxoea, ane
3aeanvHuil 06°em nop 3uauHo piznumscs. Ilpu cnieocadoicenni 3 pizHOI0 MeEMNEPamypoio po3uury YmeopoiomsCs
aznomepamu i3 piznoto winvricmio. Tax, npu 40 °C ymeoproemucs wintoHa cmpykmypa 3 po3mipom nop 3-5 Hm Midic
yacmunxamu 17-20 um, a npu 80 °C ymeoproecmuvcs aznomepamua cmpykmypa, 8 AKiil nopu i 4acmuHKy Maroms
onuzbKull po3mip, a 06’em nop 3pocmae oinvus Hioe empuui. Kpim moeco, niosuwenHs memnepamypu cunmesy
npexypcopie LaYO3:Yb 3 gidcomkoeum emicmom YB3 pisnum 4 06. % npuszeodume 00 Qopmyeanns nepeeaicho
nowapogoi 6yoo8u, wo xapaKxmepuzye OmpuManuti Mamepian K maxkuil, wo mMac WinuHHi nopu yu noOyo0osanuil 3
NJIOCKONAPAiebHUX YaACMUHOK.

Knwwuosi cnosa: npexypcopu, 2emepoceHne 0CaOdlCeHHs, NUMOMA NOGEPXHsl, HAHONOPOWIKU, NEPOBCKUM,
izomepmu copoyii

BCTVYII PI3HOMAHITHUX EJEKTPUYHUX (BHUCOKE 3HAYCHHS
KOHCTAHTH  [Ji€NEeKTPUYHOI  MPOHHMKHOCTI),
MarHiTHUX  Ta  ONTHYHHUX  BIIACTHBOCTEH
(amizoTporrHa omrtmka) [7, 8]. s oTpumaHHS
MatepiaiiB Ha ocHOBI P3E 3i ctpykTyporo ¢a3
TUITYy TIEPOBCKUTY 3aCTOCOBYIOTH Pi3HI METOIU B
3QJIKHOCTI  BiJf HEOOXIAHOI KpPHCTaIidHOCTI
3paskiB. Tak, ajist oiepIKaHHs MOJIKPUCTATIYHAX
3pa3KiB 3aCTOCOBYIOTH TBepHo(dazHy peakiiro
MpH  MEXaHIYHOMY  3MilllyBaHHI  BHXIJIHUX
okcuniB (LaREOs;, RE =Er-Yb) mpu 1723 K
MpOTATOM 36 TOJ; OCa/KEHHS CyMIllli OKCHIIB
gy okcamariB (LaREO;, RE=Ho-Lu) mpu
873-2073 K; mmaBimeHHS CyMiIli  OKCHIIB
(LaREOs, RE =Ho-Tm) mpu 1273, 1473 um
1673 K [16]. MoHoOKpUCTamiyHi  3pa3Ku
OTPUMYIOTh TiAPOTEPMAIFHUM CHHTE30M IIPH
483 K mporsirom 10 ni6 (LaHoO;, CeLuOs,

HeoOxigmicte y  HOBHX  MaTepianax
30UTBIIYEThCS BHACIIJOK PO3BUTKY iICHYIOUHX Ta
MMOSIBM HOBHUX Taiy3eil TexHiku. Marepianm Ha
OCHOBI OKCHIIIB piIKICHO3EMEIIbHUX EJIEMEHTIB
(P3E) € mepcriekTHBHUMH JUTS TIMPOKOTO CIEKTpa
BHUKOPHCTAHHS: y pamioeneKTPOHIIIi,
OTITOCJIEKTPOHII, TpWUIano0yayBaHHI, aTOMHIH
Ta JasepHill  TexHili, MamUHOOYAyBaHHI,
XIMI4HIA TPOMHUCIIOBOCTI, METaIyprii, MeIUIINHI
tomro [1-15].

B ocraHHi poku BeNWKWI TpaKTHYHHUNA
IHTepeC BUSBISIIOTH O MaTepialiB Ha OCHOBI
P3E 3i crpykryporo ¢a3z THIY TIEPOBCKUTY.
VYTBopeHHs ckiaaHuXx okcuaHuxX (a3 LnLn'Os
(Ln, Ln'=P3E) 31 CTPYKTYPOIO TUITY
MEPOBCKUTY CHpUSE OTPUMAHHIO MaTepialaMH
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CeYbOs3, CeTmOs;, PrLuOs), Ta rereporeHHUM
OCaUKeHHSM 3 pO3UMHIB Yy NPUCYTHOCTI YTy
(Nd**:Y,03) [15-16].

KoxeHn 3 1iux MeTo/iB Ma€ CBOI MepeBaru Ta

HENOJIKK. Y JnTepaTypi ONHCAaHO METOIH
OTpHMaHHs MaTepialiB Ha OCHOBI  (a3u
MEPOBCKUTY JUTS OJTHO-, JIBO- i

TPUKOMITOHCHTHHX CHCTEM, TIPOTE BiIOMOCTI
PO CTPYKTYPY, BIIACTHUBOCTI, (a30BUH CKIIax
NPEeKypcopiB, AK MPOMIKHUX NPOIAYKTiB, He
HaBeJICHO.

OCKUIBKY KiHIIEBHM MPOJYKTOM MalOTh OyTH
MOHOKPHUCTAJIUHI 3pa3Kd, TOMYy OOpaHO came
METO/ TeTEPOreHHOI0 OCAKCHHS, SKUH [Jae
MOXKIIMBICTh OTPUMATH HAHOPO3MIpPHI TIOPOIIKH.
Jlanuii  MeTOoJ BKIIIOYAE BEJIMKY KIJIbKICTh
¢daxTOpiB  (KOHIEHTpamis  po3umHiB, pH,
TeMIiepaTypa i T.XI.), SKi BIUIMBAIOTh Ha PO3MIp
YaCTHHOK. 3MIHIOIOUH 1X, MU MOYKEMO OTPHUMATH
HEe JHUIIEe IHIHMKA PO3Mip YacTHHOK, a U pi3Hy
ixHi0 QopMmy. 3a IOMOMOroO0 aacopOIiitHIX
METOMIB  BHEpIIE  IOCHIMHKEHO  CTPYKTYpPY
NpeKypcopiB, 3 SKUX B MoAanbLIOMYy Oyne
OTPUMaHO HAHOPO3MIpHI TOPOIIKA Ha OCHOBI
P3E 3i cTpykTyporo (a3 THITY TIEpOBCKHUTY.

[lepmmM  eramoM  OTpUMaHHS  TaKHX
MartepialiiB € po3poOka MpeKypcopiB, TepMiuHe
pO3KJIaZaHHs  SKUX  JIO3BOJIUTH  OTPUMATH

HAHOIIOPOIIKH CKJIAJHUX OKCUAHMX (a3 LnLn'O;
(Ln, Ln'=P3E) 3i CTPYKTYpPOIO TUILY
MIEPOBCKUTY. Y TOMEPEeAHIX JOCTIHKEHHIX HAMU
OyJI0 BCTAHOBJICHO O0JACTh TEPMOIAMHAMITHOI
cTabinpHOCTI (ha3u THITy TIEPOBCKUTY HA OCHOBI
niarpam crany cuctem okcuais P3E [17].

Meroto gaHoi poOOTH €  OTPUMaHHS
HAaHOPO3MIPHUX MPEKypcopiB Ta BUBYCHHSI
iXHBOI CTPYKTYpH 3a JOMOMOror  (i3uKo-
XIMIYHUX METOIB JOCIIIKEHHS.

MATEPIAJIN I METOU JOCIIIJPKEHHSA

Jis oTpuMaHHS HAHOMOPOIIKIB CKJIATHUX
okcumauXx ¢a3z LnLn'O; (Ln, Ln'=P3E) 3i

CTPYKTYpOIO THITYy IE€POBCKHTY  CHHTE30BaHO
MPEKYPCOpH METOIOM TeTePOreHHOTO
OCaKEHHS. Sk BUXIIHI PEYOBHHU

BUKOPHCTOBYBAllM PO3YMHM HiTpatiB Ln’*, sxi
OTPUMYBAJI PO3UYMHEHHSM Y HITpaTHIH KHUCIIOTI
OKCHIIB  PiIKICHO3EMENbHUX  €JIEMEHTIB 3
BMICTOM OCHOBHOTO KOMIIOHEHTY 99.99 %. I3
PO3YMHIB HITPATIB TOTYBAJIW CYMIII 3 Pi3HUM
BMiCTOM JFOMiHecueHTHOI mno6asku: Nd**, Yb",
Eu’*. Sk ocamxyBau BukopucToByBamm 1M
pPO3YMH aMOHIaKy i CEYOBHHH y CIIiBBiIHONICHHI
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9:1. Ocan mpekypcopa, 1o OTPUMAaHO, BiUILISIN
METOZIOM TPUKPATHOTO NEeHTpU(yryBaHHS i3
JTUCTUIILOBAHOT BOJU i OJTHOKPaTHUM
LHEHTPU(YTYBaHHSAM Yy TNPHCYTHOCTI €THIOBOTO
criupry, BucymyBamu mpu 120 °C  mpotsrom
24 rom.

OTpuMaHi 3pa3Ku MPEKypCopiB JOCHTIHKEHO
32 JOMOMOTOI0  (Di3UKO-XIMIYHHX  METOJIiB:
a/IcOpOLIHO-CTPYKTYPHUX METOJIB, PEHTTEHO-

¢azoBoro  anamizy (P®A), enexTpoHHOI
MIKpPOCKOITii Ta iH.

HocnimpxeHHs nopHCTOl CTPYKTYpH
OTPUMaHHX 3pa3KiB MPOBOAMIOCH aACOPOLiiiHO-
CTPYKTYPHHMH METOJJaMHu: JUHAMIYHEM
METOJOM  BH3HAYECHHS IHTOMOi  ITOBEPXHI
MOpOIIKiB  (EeKCmpec  METOAOM  TEeIIOBOI
necopOmii  aszory) Ha mpumagi [X-1 Ta

CTaTUYHUM OO0 €MHHM METOJIOM Ha TIpHIaii
ASAP 2000M (Accelerated Surface Area and
Porosimetry System), o npu3HauYeHUN IS

OTPUMaHHA 130TepM ajacopOIlii Ta3iB: a3or,
aproH, KpUIITOH Ta IiHII HEarpecHWBHI Ta3u.
[3orepMu  iHTEpHpeTyoOTH 1 N[O  HHUX
pPO3paxoBYIOTh  3arajibHi  XapaKTEPHUCTHUKU
TTOPHUCTOCTI:

— cymapHuit 06’eM mop (Veyw, cM/T);

— IUTOMY MOBEPXHIO SBET, M,
po3paxoBany wmetrogom BET  (Brunauer S.,

Emmett P.H., Teller E.);

—cymapHi 06'eM (Vye, cM'/T) i MOBEpPXHIO
(Swe, M?/T) Me3omop, a TakoXk auepeHIiiHi
po3moaiii  o0’eMy 1 TIOBEpXHI  ME30TOp,
po3paxoBaHi 3a TEOPIEI0 Barrett E.P.,
Joyner L.S., Halenda P.P (BJH);

— CepenHii eKBIBaJCHTHWM IiaMeTp TIop,
po3paxoBanuii 3rigHo ganum teopii BET i BJH
(Dep.)-

Jliama3oH BHUMIpIOBAHHS JAHOTO METOJY
3HaXOMUThCS B  IHTEPBall  CKBIBAJCHTHUX
po3mipis mop Bix 0.3 7o 300 um [18-20].

PenTtrenodazoswuii aHai3 3paskiB
MIPOBOJIMIN METOIOM ITOPOIIKY TPH KiMHATHIH
temnepatrypi Ha ycraHoBni JJPOH-3M y CuKy-
BUIIPOMIHIOBaHHI.

PE3VJIbTATHU TA IX OBT'OBOPEHHS

[Tonepenni mocimimkeHHsT TUTOMOI TTOBEPXHi
OTPUMAaHHUX  3pa3KiB  TMPOBOIWIN  €KCIIPEC
MetogoM (tabim. 1). Sk BumnHo i3 Tabmumi 1,
MUTOMAa TIOBEPXHS TIPEKYPCOPiB 3MIiHIOETHCS
HEMOHOTOHHO B 3aJIEKHOCTI K BiJ KUIBKOCTI
BHECEHOI JTIOMIHECHEHTHOI MO0aBKM, TaK i Bif
TUIY caMmoi J00aBKH. MakCUMyM NOHTOMOI
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MOBEPXHI OTPUMAHHX MPEKYPCOPIB JAOCATAETHCS
npu 4 00.%  Jerywo4oi  JIIOMIHECIICHTHOI
nobaBku  Yb®'. 3actocyBaHHS SAK JIeryodoi
JroMiHecieHTHOT n00aBku Nd>* MIPU3BOJIUTH JI0
MOSIBY MaKCHMyMy THTOMOi TTOBEPXHi BXKE IMPH
100.%. Y Bumagky 3 Eu®* MaKCHUMYM
mocsiraeTbess npu 2 00. %, a mpu 30inbIIeHHI
BMicTy KinbkocTi Eu’’ 3HaueHHs 3MeHImyroThCS.

3pa3ku 13  MaKCHMaJbHOI  IHTOMOIO
nosepxHero (4 06. % Yb**, 2 06. % Eu*", 1 06. %
Nd*") mocnimxyBamm ancopOLiiHO-CTPYKTYpHUM
MeToJOoM  Oumbln  JeransHO.  PesymbraTh
JOCITIKEHb TIPEACTABICHO B TaONWI 2 Ta Ha
puc. 1.

Tabauus 1. TluTomMa NoBepXHs CMHTE30BaHUX 3paskik peKkypcopis Ha ocHoBi LaYOs3:R, ne R = Yb*', Eu’t, Nd**

(R), SBET, MY/T
00. % R =Yb*" R =Nd* R =Eu*
1 7.1 121.1 27.4
2 2.4 4.4 165.0
3 28.2 31.3 4.6
4 439 12.4 14.3
5 16.0 3.8 35.7

Tabauusa 2. 3araqbHi  XapakTEPUCTHKA  HMOPHUCTOCTI

JIFOMIHECLIEHTHOIO 100aBKOIO

CHHTE30BaHUX  3pa3KiB MIPEKypcopiB 3  PI3HOIO

BET BJH
Ne V; Dq
CKJ'IEII[ )3:; SBET, Dcp.BET, > Vme, Sme, Dcp.(Me),
3paska evir m%/r Hm HM eM/r m2/T Hm
1 LaYOs: Yb 0.0992 56.47 5.1 17.7 0.0983 77.11 5.1
2 LaYOs;: Nd 0.1727 142.65 44 7.0 0.1672 163.32 4.1
3 LaYO;: Eu 0.4242 193.29 8.2 52 0.4269 276.45 6.2
300
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Puc. 1. [Borepmu copbuii azory (@) Ta audepeHuildHi posmoninum 00’emiB (6) Ta HOBEpXOHb Me3omnop (8) 3a

pO3Mipamu Ha AOCIIIKEHHUX 3pa3kax
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AncopOuiiHO-CTPYKTYpHI JTOCITPKEHHS
MoKa3anu, IO 130TepMH copOmii a30Ty Ha
OTpUMaHHUX 3pa3kax HalexaTb 10 IV Ttumy
i3otepMm  3rimHo  kiacudikarii  Bpynayepa,
Jeminra, Heminra i1 Temnepa (BAJT), mro
XapakTepusye iX sk me3onopucti Tina (puc. 1 i
Tabn. 2). Tum merens ricTepe3nucy i3oTepMm
srigao Knacudikamii IUPAC MoxHa BiTHECTH 10
H2, mo  xapakTepHO  KOPIYCKYJSPHUM
cucreMaM. SIK BUIUIMBaEe 3 IuQepeHmianbHUX
po3nofiniB 00’€MiB Ta MOBEPXOHb ME30IOp 3a
po3MipaMu, BBEACHHS Pi3HOI KiIJIBKOCTI 100ABOK
Yb** i Nd** cnpusiors yTBOpeHHIO MOmiGHEX
HOPUCTUX CTPYKTYP 3 BY3BKHUM DO3IOILIOM
Me3ormop B miama3oHi 3.1-3.7 HM, Ha SKHH
npumnanae 10 60 % muTOMOI MOBEPXHI ME30MOp Y
pasi Yb*" i o 42 % y pasi Nd*". ITpu nerysauui
npexypcopa Ha ocHOBI LaY O3 oKCHIOM €BpOTIiT0
MPiOPUTECTHUIH JiarazoH YTBOPIOBAHOT
MOPHUCTOCTI  3MIIIyeThC B OUIBII  BHCOKY
o6mactp 4.9—7.1 um. Iluroma moBepXxHs Me30TIOP
maHoro nmiamazoHy gocsrae 70 % mmTomoi
MOBEPXHI ME30II0P.

Crig 3a3Ha4yuTH, IO TPU BHUIAJAHHI OCaIiB
KOKHa PEYOBHHA XapaKTePH3YEThCI  CBOIM
NMEBHUM  3HAYCHHS  130€JIEKTPUYHOT  TOYKH.
OCKiNbKH  CITIBOCAIPKEHHS TMPOBOAWIIOCH TIPH
omHOMY i ToMy X pH, TO i30eNeKpuYHI TOYKU HE
Oynu BHpPIBHSHI, $SK HACHiOK — TiAPOKCHIU
Yb**, Nd* i Eu’* ocimators HepiBHOMipHO.
HecniBnaninaa 3amaHoro B ekcnepumeHTi pH
CEepeIOBHINa, B SIKE MPOBOIMIOCS OCAJUKEHHS, 1
130€TICKTPUYHIX TOYOK BHMAJAHHS  OCaliB
rigpokcunie Yb**, Nd** i Eu*" npusBomuts 10
TOTO, IO TIUTHHICTh OCady, SIKWH BHUIAJAa€ HE B
130eJIeKpUyHii To4lli OyAe pi3HOI0, BiAMOBITHO
pi3Ha IMUIBHICTH OCaAy MPU3BOAUTH A0 PI3HHX
3HaueHb TOPHUCTOCTI 1 po3momiry Top 3a
pO3MipaMu.

[Ipu 3acrocyBanHi fK Jeryrodoi moOaBKU
Yb** i Nd** wactuHku, 1m0 yTBOPIOIOTBCH,
310paHi B WIIBHY yIaKOBKY, OCKUIBKH CEepeqHii
PO3Mip YacTUHOK OiNbINNH, HiXK CEpeAaHIH PO3Mip
nop. Ilpu nomaeammi Eu’" cepenmiit po3wmip
YaCTMHOK MEHIIMHA 3a CepeaHili po3mip Imop,
TOMYy OTPUMaHUH TOPOLIOK MaThMe OilbII
arperoBaHy CIPYKTypy. TakuMm YHHOM, B
3aJIKHOCTI BiJ THITY JIFOMIHECIICHTHOI H00aBKH
YTBOPIOIOTECS TIOPOIIKH MPEKypCOpiB Pi3HOTO

pO3Mipy YAaCTHHOK Ta pi3HOI MIUIBHOCTI.
MakcumalbHUN po3mip YaCTHUHOK
CIOCTEpIraeTbCcs MPH  JOJaBaHHI Yb* i
CTaHOBUTHL 17.68 HM, MiHIMAJIbHI 3HAYE€HHSA

pPO3MIipiB YaCTHHOK OTPHUMYEMO IIPH IOJIaBaHHI
Eu’" — 7 um.

Jns momanbIioro JOCHIIKEHHS BHOpaHO
3pa3KH MPeKypcopiB, SAKi MicTATh 100aBKy Yb*',
ockinbku Yb®" Mae BnacHMit MarHiTHHIT MOMEHT,
a TakoXk BBejeHHA Yb'' crpuse minBumenHio
Temrepatypu posmamy ¢dasum LaYO;, ska
YTBOPIOETHCSI TIPH  TOAATBIIOMY TEPMITHOMY
po3knaganHi mpekypcopis. Lle cnpustiuBo ams
MaiOyTHBOrO  (DOpMyBaHHS  CTPYKTypU B
MPUCYTHOCTI ~ MAar”HiTHOTO  TONMA 1 TIpH
BHUCOKOTEMIIEPATypPHOMY CITIKaHHI KepaMIiYHUX
MaTtepiaiis. AncopOuiiHO-CTPYKTYpHi
JOCTIDKEHHS. TPEKyPCOpiB 3 PI3HUM BMIiCTOM
JTIOMiHecleHTHOI no6aBku Yb®' mokasamm, o
3aJICKHO Bif 11 KIIBKOCTI TPH  OJHAKOBUX
yMOBax CHHTE3y (OPMYIOTBCS pPI3HOTO THITY
TIOPHUCTI CTPYKTYpH TPEKypCOpiB: IIapyBarti
(3 06. % Yb*") i xopmyckynsapHi (4 06. % Yb®")
(puc. 2 Ta Tabmn. 3). [Ipo ne cBiAUNTH HAsBHICTH
pI3HMX THITIB TETENb TICTEPE3UCy 1i30TepM
copbuii  azory Ha  OTpPHUMaHHX 3pa3Kax
npekypcopiB: H3 i H2. Ilpm mpomy mnuToma
MOBEPXHsI TOPOMIKIB TMPEKypCOpiB 3 PI3HUM
BincotkoBuM BMmictoM Yb®' maibke onmaxosa,
aJie 3araJibHU 00’ €M TIOp 3HAYHO Pi3HUTHCS.

Tadauusa 3. 3aranbHi XapaKTEPUCTUKH MOPHCTOCTI CHHTE30BaHHX MHpeKypcopiB Ha ocHOBI LaYOs:Yb 3 pizHum

BMicToM Yb**

Yb, Ve, BET D, BJH

00. % em’/r SBET, MY Dep.BET, HM HM Ve, CM3/T Shie, MY/T Dep. () HM
3 0.1546 53.08 8.7 18.8 0.1519 58.59 8.7
4 0.0992 56.47 5.1 17.7 0.0983 77.11 5.1
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I3otepmu copbuii azotTy (a) Ta mudepeHmiiiHI po3mominu 06’eMiB (0) Ta MOBEpXOHH Me3omop (8) 3a

PO3MipaMy Ha CHHTE30BaHMX 3pasKax IpeKypcopid Ha ocHoBi LaYO;:Yb i3 pisaum Bmictom Yb*" (3 06. %

Ta 4 06. %)

st oTpuMaHHs IPo30poi kepaMiku OakaHO
MaTH HaHOIMOPOIIKK 3 cepuyHor (HOpMOIO
YacTUHOK. ToMy Ul MOAanbLIMX AOCIHiIKEHb
BUKOPUCTOBYBAJIN 3pasKu IPEKypCcopiB
LaYO;:Yb i3 KOpHyCKYyJSIPHOIO CTPYKTYpOIO Ta
BmicToM Yb*" 4 06. %. JocmimkeHHs mokasaio,
0 OTpPUMaHi pe3yJIbTaTd imeHTHYHi (puc. 3 Ta
Tabm. 4). Pi3HULSA MK eKCIIEpUMEHTaMH MOJISTae
B TOMy, IIO B IEPUIOMY BHIAIKy PO3UYUH

nojaBaiy y ke Harpite no0 40 °C cepenoBwige,
a B JpPYroMy BHUIJKy pO3YHH JOJABajH B
CepeloBHIIe, SKE IOCTYIIOBO HAarpiBajiocs [0
40 °C, T00TO (pOpMyBaHHS OCAJIB 3aJCKUTH BiJ
YMOB cHHTe3y. Tak, NpH OJHAKOBOMY THII
MeTeNnb TicTepe3ncy i30TepM copOIii 3araimbHi
XapaKTePUCTHKH MOPHUCTOI CTPYKTypH MAalOTh
pi3Hi 3HaYCHHSI.

Tabanus 4. 3arajibHi XapaKTEPUCTHUKU IMOPUCTOCTI CHHTE30BaHUX IpeKypcopiB Ha ocHoBI LaYOs;:Yb npu pizHuX
TEMIIepaTypax CepeIOBUINA, Y SKOMY ITPOBOAMIN CITIBOCAIXKEHHS

BET BIH
3p£;-l(a T’ °C CI\I;%;F SBET, Dcp. BET, f[)l:l, Vme, Sme, Dcp. (Me)y
M2/r Hm eM3/r M3/r HM
204060564 50.83 3.76 1964 00529  46.70 453
HarpiBanus
2 T=40 00992 5647 5.12 17.68 00983  77.11 5.1
3 T=60 00337  17.50 5.83 52.00 00329  17.95 73
4 T=80 03432  131.80 9.38 7.57 03432 169.98 8.1
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Puc. 3. [3otepmu copOrmii a3ory (a¢) Ta mudepeHmidHi posmonimi 06’emiB (6) Ta MOBEPXOHb Me30mOp (8) 3a
po3MipaMu Ha 3pa3Kax CHHTE30BaHMX TpeKypcopiB Ha ocHOBi LaYOs:Yb mpm pisHEHX yMmoBax

CKCIIEPUMEHTY

TakuM YWUHOM, ONHI€I0 13 YMOB CHHTE3Y
NPEeKypcopiB € BIUIMB  TeMIEpaTypu Ha
(opMyBaHHS OCaiB 1 BIIACTHBOCTEH MOPOIIKIB
IPEKypPCOpiB. Temmepatypy cepeoBHIIa
sminoBasn Big 40 mo 80 °C 3 xpokom 20 °C.
OTtpumaHi pe3yabTaTH HaBeneHO B Tall. 4 Ta Ha

puc. 4.
Hani ancopOUifHO-CTPYKTYPHOTO METOIY
MOKa3add, 1[I0 MiABHIICHHS TeMIEpaTypH

cuHTe3y npekypcopiB LaYO;:Yb 3 BigcoTkoBum
BMmictom Yb** piBaEM 4 00. % TpPU3BOAUTH O
(opMyBaHHSI TEPEBaXHO MOLIAPOBOI MOPHUCTOT
ctpyktypu. [Ipo 1e cBimuuTh 3MiHA THUIY TETIi
ricrepe3ucy izorepmm 3 H2 ma H3, mro
XapakTepu3ye OTPUMAHHMN MaTepiai sSK Marouui
HIJTMHHI rnopu qu o0y J0BaHUH 3
IUIOCKONIApaJIeIbHUX YaCTHHOK.

Crnim  3a3Ha4MTH, WO TMNpH  PIi3HIA
TEeMIIepaTypi pO3YMHY, B SIKOMY IPOBOIMIN
CHIBOCAKCHHS, YTBOPIOIOTHCS arioMeparu i3
pI3HUM THIIOM IOPHUCTOI CTPYKTypH. Tak, mpu
40 °C  yTBOpIOETbCA WIBHA CTPYKTypa 3

324

po3MmipoM mop 3-5HM MDK YaCTHHKaMHU
17-20mM, a mpu 80°C  yTBOPIOETHCS
arjoMepatHa CTpPyKTypa, B sKiii mopu i

JaCTUHKU MAlOTh OJMM3BKHUI po3Mip, a 00’eM Top
3pocTae OB HIXK YTPUYI.

TakyuM  YMHOM,  PO3BHTOK  TMOBEPXHI
BiIOYyBA€ThCS TIPH MIABHIICHUX TeMIIEpaTypax
OCa/DKEHHS  3aBISIKH  [BOM  KOHKYPYHOYUM

¢dakTopaM — MaJoMy pPiBHOBRXHOMY pO3Mipy
CTIMKOTO 3apojiKa, BUCOKOI IMIBUAKOCTI peakiii i
LIBUJKOMY 11 3aBEPILEHHIO.

JaHi enexTpoHHOI MIKpPOCKOIIii MPeKypcopiB
Ha ocHOBI LaYOs:Yb (puc.5) mokaszamu, 1o
criBocampkeHHs (Qurokyssis) riapokcunis P3E
BiOyBa€ThCSl Y BUIIIALI ariioMepariB Pi3HOTO
po3mipy, ¢dopmu i migbHOCTI. OKpeMO B3ATi
arJIoMepaTH Pi3HOI HIUTHPHOCTI CKIIAMAIOTHCS 3
HAaHOYACTHHOK, SKi MamTh (GopMy OIHU3BKY 10
chepuuHoi (puc. 5 a). Koxna yacTmHKa Mae
JIeKibKa 3apOAKiB, MK SIKHMH CIIOCTEPIraeThCs
Mexa.

ISSN 2079-1704. X®TI12020. T. 11. Ne 3



LocnidxeHHs hopMy8aHHSI CmpyKmypu rpeKypcopie 05151 ompuMaHHsi HaHOMOPOWKI8 Ha OCHO8I gha3u murny

250
—8—T=40°C
200 | ——T=60°C
—+—T=80°C
150
2
B
= 100
50

1200
—=a—T=40°C
1000
800
a a
& 2 600
s =)
- 7]
= = 400
200
4 o - 0
10 100 1000
D, A D, A
6 B

Puc. 4. [3otepmu copbuii azory (@) Ta audepeHuildHi posmoxiim 00’eMiB (6) Ta HOBEpXOHb Me30mnop (8) 3a
PpO3MipaMH Ha 3pa3Kax B 3aJIeKHOCTI BiJl TeMIepaTypu OTpUMAaHHS

a

Puc. 5. 3o0paxeHHs ariomepariB npekypcopis Ha ocHoBi LaYO3:Yb

Binpii yacTHHKY CKIIANAOTHCH 13 JEKIIBKOX 500 aM — 1 MKkM. OKpeMo B3SITi YACTHHKH MarOTh
3apOAKiB, MDK  SKHMH  CIIOCTEPIraroThCs orpaHeHy, piIBHOBaXHY (GopMy.
BHYTpIIIHI MEXi, TOOTO ¢dopmyBaHHS HasBHicTh cBiTIMX Kin Ha audpakrorpami
chepuIHUX YaCTHHOK MPOXOIUIIO B KOHKYPEHIIT CBIIYUTH TPO Te, IO AOCHII)KyBaHa CTPYKTypa
MDK IpoLecaMy 3apOUKEHHS 1 POCTy 3apOAKiB. amop(dHO-KpHCcTaTiYHa (puc. 6). IIpo
[Hmi armomeparn MarTh UIUIBHY YNAKOBKY MOHOKPHUCTAJIIUHICTD YaCTUHOK CBITYHUTH
YaCTHHOK 3 Maibke OIHAaKOBHMHU pO3Mipamu puc. 6 a, Ha SKOMYy BHIOHO, IIO pedIeKcH
15-17am.  Cepennii  po3mip  arjomeparis 3HaXOAATHCS Ha OXHIM ysBHIM miHii. Posmwuri
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peduekcu Ha Mikpoaudpakmii cBimyaTh PO
HEBEJMYKY KIJIbKICTh KPUCTANIYHHX 3apOJKiB
MaJioro po3mipy (puc. 6 6).

[Ipu 36inbieHHi BmicTy iTep6ito 10 3 06 %.
MIKpPOCTPYKTypa  TIPEKypcopa  3MIHIOETHCS.
Po3mip armomepaTiB 3MeHIIyeThCs. YacTHHKH

a

MaloTh H1apyBaTy CTPYKTYpY, 110
MiATBEPIKYEThCS JaHAMU aacopOIiHO-
CTPYKTYpHOTO METONy JIOCHiKeHHs. Po3mip
YacTHHOK ckiamae 25-50HM, a ixHS ¢opma
macTuHYacra (puc. 7).

Puc. 6. Judpaxuis yactunokx LaYO;:Yb: (a) Yb*" =1 06. %; (6) Yb*" =3 06. %

Puc. 7. MikpocTpykTypa npekypcopa Ha ocHoBi LaYO3:Yb (Yb** = 3 06. %) 1npu pizHUX 30iIbIIEHHAX

BHUCHOBKMU
TakuM YHHOM, OJCpXKaHI MPEKypcoOpU
LaYOs:R, ne R=Yb*", N&*, Ev*" 3 pisaum
BMICTOM  JIIOMIHECIIEHTHOI  J00aBKM,  sIKi

CHUHTE30BAHO JUISI OTPUMAHHS HAHOMOPOIIKIB Ha
OCHOBI (pa3u TUIy MTEPOBCKUTY, € OJHOPITHUMH,
ME30MOPUCTUMH, HAHOAWCIIEPCHUMH, aMOp(HO-
KPUCTIIYHUMH MOpOoLIKaMu. B 3amexHocTi Bix
YMOB CHHTE3y Ta TMPUPOIU JIFOMIHECIICHTHOT
nobasku  (Yb*', Nd**, Eu’") yrBoproooTscs
NPEKYpCOpPH 3 Pi3HOI0 MOPUCTOIO CTPYKTYPOIO:

326

KOPIMYCKYJISIDHOIO YW MNOIIapOBOIO, 3 MHTOMORO

nosepxHero Bix 50 ;o 200 m%/r. Ilpm
3aCTOCYBaHHI K JIFOMIHECIICHTHOI JOMIIIIKU
Yb**, Nd** cepemmiii miamerp Mme3omop
MPEKypCOpiB  3HAXOOWUTHCA y  Jliala3oHi

3.3-3.5 um. 3acrocysanns Eu’" mpusBomuts 10
3pOCTaHHSl CepeIHbOro Jiamerpa A0 6 HM.
3riqHO pO3paxyHKIB CepeHiil po3Mip YaCTHHOK
MOPOIIKY OTPUMaHUX NPEKypCOpiB CKIanae
17-50 uMm.
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Study on the precursors structure formation for obtaining nanopowders
with perovskite structure

T.F. Lobunets, O.V. Chudinovych, O.V. Shyrokov, A.V. Ragulya

Frantsevich Institute for Problems of Materials Science of National Academy of Sciences of Ukraine
3 Krzhizhanovsky Str., Kyiv, 03142, Ukraine, chudinovych_olia@ukr.net

For obtaining perovskite-type nanopowders LaYO;:R, where R = Yb**, Nd**, Euw’* nanopowders under different
conditions of precursor synthesis and with various luminescent additive content were synthesized and investigated.

The obtained LaYOs:R, where R = Yb’*, Ew’*, Nd*" precursors are homogeneous, mesoporous, nanodispersed,
amorphous crystalline powders. Dependent on the synthesis conditions and on the nature of the luminescent additive
(YB**, Eu’*, Nd**), precursors with different porous structure (corpuscular or layered), and specific surface area
from 50 to 200 m*/g are formed. If luminescent additives Yb**, Nd*" are used, the average diameter of the mesopores
of the precursors is 3.3-3.5 nm. The use of Eu’" results in an increase of average diameter up to 6 nm. According to
the calculations, the average particle size of the obtained precursor powders is 17-50 nm. The LaYOj3:R precursors
are formed as agglomerates of various sizes, shapes and densities. The average size of the agglomerates is 500 nm —
1 um. The agglomerates have a dense particles packing with almost identical sizes of 15—17 nm.

The maximum specific surface area of the synthesized precursors depends on the amount and type of
luminescent additive. The smaller the ionic radius of the luminescent additive, the more it must be added to obtain
the maximum specific surface area of the precursor. Thus, when adding Yb*", the maximum specific surface area is
reached at 4 vol. %, while with N&** it is at 1 vol. %.

Dependent on the amount of Yb>" luminescent additive, porous structures of different types are formed under the
same precursor synthesis conditions: layered (3 vol. % Yb>*) and corpuscular (4 vol. % Yb**). The specific surface
area of the synthesized precursors with different percentages of Yb** is almost the same, but the total pore volume is
significantly different. Co-precipitation with different solution temperatures produces powders with different
densities. Thus, at the temperature of 40 °C a dense structure with the pore size of 3—5 nm between the particles of
17-20 nm is formed, and at 80 °C a structure is formed in which the pores and particles are close in size and the
pore volume increases more than three times. In addition, raising the synthesis temperature of LaYO3:Yb precursors
with the content of Yb’* 4 vol. % leads to the formation of a predominantly layered structure that characterizes the
obtained material as having slit pores or constructed from plane-parallel particles.

Keywords: precursors, heterogeneous deposition, specific surface, nanopowders, perovskite, sorption isotherms

HccaenoBanue popMHPOBAHHUS CTPYKTYPhI NPEKYPCOPOB /IS NMOJYy4eHUS] HAHOTIOPOIIKOB
Ha OCHOBe (pa3bl THNIA IEPOBCKHUTA

T.®. JIo0ynen, O.B. Yynunosny, A.B. lllupokos, A.B. Paryis

Hucmumym npobaem mamepuanosedenus um. U.H. @panyesuna Hayuonanvrnoii akademuu Hayxk Yxpaunol
yi. Kporcusicanoscroeo, 3, Kues, 03142, Yrpauna, chudinovych_olia@ukr.net

Memodom 2emepozennozo ocadcoenus cunmesuposanvl npexypcopul na ocrnose LaYOs:R, 20e R = Yb*', Nd**,
Eu’™ ona nomyuenus namonopowkoe ¢hasei muna neposeckuma. AOCopOYUOHHO-CMPYKMYPHbBIE UCCIE006aAHUA
NOKA34NU, 4MO CUHME3UPOBAHHLIE NPEKYPCOPbl AGIAIOMC OOHOPOOHBIMU, ME30NOPUCHUMY, HAHOOUCHEPCHbIMU
nopowxamu. B zasucumocmu om npupodvi momunecyenmuoti dobasku (Yb’', Nd**, Eu’') u ycnosuii cunmesa
VOenbHas No6EPXHOCb CUNMEIUPOBAHHBIX NPeKypcopos cocmasniem om 50 oo 200 m?/z npu cpeduem ouamempe
Me30nop npuopumemnoco ouanasona 3.3-3.5 u 6 um coomeemcmeenHo. Ycmawnoeneno, umo memnepamypa
cunmesa eausem Ha DOpMUPOSAHUE NOPUCMOU CMPYKMYpbl npeKkypcopos. Ilpu coocaxcoenus ¢ pasHou
memnepamypoi pacmeopa 06pazyromca NOPOWKU ¢ PASHLIM MUROM HOPUCIMOU CIPYKMYPbL. KOPRYCKYIAPHOU Ul
croucmot.

Makcumanvhas yoenvHas NOGEPXHOCHb CUHMEIUPOBAHHBIX NPEKYPCOPO8 3ABUCUM OM KOIUYeCmed U Mmund
nomunecyenmuou 0odasku. HYem menvuie UOHHBIL paoUyc TOMUHECYEHMHOU 000asKu, mem Oonbuie ee HYHCHO
00basumvb OAs NOTyUeHUs MAKCUMATbHOU YOenvHou noeepxnocmu npexypcopa. Tax, npu Oobaenenuu Yb**
Makrcumym yoenbHoll nogepxnocmu docmuzaemcs npu 4 06. %, 6 mo epemsa kax lkz Nd** oocmamouno 1 06. %.
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B 3asucumocmu om xoauwecmea momunecyenmuoii 0obaexu Yb’' npu odumnaxoewix ycnrosusx cummesa
npeKypcopos GopmMupyiomcs nopucmoie Cmpykmypol pasino2o muna. cioucmoie (3 06. % Yb>') u xopnyckyaapuoie
(4 06. % Yb*'). Ipu smom yoenvHas no6epxnHocnb CUNME3UPOSAHHBIX NPEKYPCOPOE C PATUYHBIM NPOYEHMHBIM
cooepocanuem Yb3" noumu odunaxosa, no obwuii 0bvem nop smauumensho omauuaemcs. Ipu coocasicoenuu c
PA3HOU meMnepamypol pacmeopa oopasyiomes aziomepamol paziuynou niomuocmu. Tax, npu 40 °C obpasyemcs
nromuas cmpykmypa ¢ pasmepom nop 3-5 wm mexcoy uacmuyamu 17-20mm, a npu 80 °C obpaszyemcs
aznomepamuas Cmpykmypa, 8 KOmopou nopul 4 yacmuysl umerom OIu3Kull pazmep, a 06vem nop pacmem 6onee 4em
smpoe. Kpome mozo, nosviuienue memnepamypuvl cunmesa npexypcopos LaYOsz:Yb ¢ npoyenmuvim cooepoicanuem
YB3*, pasnoiv 4 06. %, npueooum x GopmMupoeanuio npeumMywecmeento NOCIOHO20 CIMPOCHUS, XapaKmepusyiouui
HOJLYYeHHbLI MAMEPUAL KaK UMeIOWull ujesiegble Nopubl Ul ROCIMPOEH U3 NIOCKONAPALLENbHbIX YACTUY.

Knrwouegvle cnosa: npexypcopul, 2emepoceHHoe 0cadcoeHue, YOeubHas NOBePXHOCHb, HAHONOPOWIKU,
neposCKuUm, usomepmbvl copoyuu
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