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301b-2e16 MEMOOOM ABMOLOPIHHA HA OCHOBI BOOHUX PO3UUHIE KpUcmano2iopamie Himpamis impiro ma 3aniza ma
JUMOHHOI Kucnomu 3 pisnum pienem pH cumnme306ano 6uxiowny cucmemy O noOAnbULO20 OMPUMAHHA 3A7i30-
impiegoco ecpanamy. Po3eunena noeepxus HAHOUYACMUHOK OKCUOI6, OMPUMAaHux i3 pozuuny 3 pienem pH=1, dana
3M02y OmpumMamu GUCOKOOUCHEPCHUL 3aNi30-impiceuli epanam npu memnepamypi nooanbuio2o i30mepmiuHo20
sionany >973 K ¢ ammocghepi cmamuunoeo nogimps. Bcmanogieno, wjo npu i30mepmiuHoOMy 6ionani 6 0ianazoHi
memnepamyp 9731373 K ¢popmyemuvcs mezonopucma cmpykmypa Y3FesOq,, ocnosnuii énecox 6 nopucmuii 06’em
AKoi 6HOCAMb nopu 3 posmipamu 5 ma 30 M 3 ROCMYNOBUM 3HUKHEHHAM MEHWUX NOP 3 NIOBUWEHHAM MeMnepamypu
sionaiy.

Knrouosi cnosa: 3anizo-impiesuii epanam, 301b-2eb Memoo a8mo2opiHHs, nokasuuk pH, izomepmiunuil sionar,
Mopgonoeis nosepxHi.

3onb-ecenb Memooom asmo2openus ¢ 0OHbIX PACMEOPO8 KPUCIAIOSUOPANO8 HUMPANO8 UMMPUsL U Jcene3d ¢
pasuvim yposwem pH cunmesupoeannas ucxoouas cucmema Oisi OANbHeUwe20 NOAYYEHUs IHCeNe30-Uummpuesoeo
epanama. Paseumas nosepxmocms HaAHOYAcmuy OKCUO08, NOJYYEHHbIX U3 pacmeopa c yposwem pH=I, noseonuna
NOAYHUMb BLICOKOOUCNEPCHBLUL JICENE30-UMMPUEBbLIl 2PAHam npu memnepamype OalbHelue20 U30mepmMuiecKo2o
omacuea >973 K 6 ammocgepe cmamuueckozo 6030yxa. OOnapysiceno, umo npu uU30mMepMU4ecKkoM Omicuee
UCXOOHOU — MUKPONOPUCMOU  OKCUOHOU — cucmemvl 6 Ouanaszone memnepamyp 973+1373 K popmupyemcs
mezonopucmas cmpykmypa YzFesO1p, ocrosHOtl 6K1a0 6 nopucmolii 06vem KOMOPOoU 8HOCSM NOPbL C pamepamu 5 u
30 M ¢ nocmenenHbiM UCUEIHOBEHUEM MEHLLUUX NOP NPU NOGBIULEHUU MEMNEPANYPbl OMICU2A.

Knwouesvie cnosa: oicenezo-ummpuesvlii  2panam, 301b-2elb  MemMoO asmo2openus, nokazameiv pH,
U30MePMUYECKUl OmiACUe, MOPHOI02UsL NOBEPXHOCIU.

By epy sol-gel-autocombustion method from solutions with different pH were synthesized the initial system to
receive further yttrium iron garnet. Developed surface of oxide nanoparticles obtained from the solution of pH=1
allowed to obtain high dispersed yttrium iron garnet at temperature of subsequent isothermal annealing >973 K
under static air. ¢ has been found that at isothermal annealing in the temperature range 973+1373 K mesoporous
structure YsFesO;, is formed, the pores with dimensions of 5 and 30 nm make the main contribution to the porous
volume of which with the gradual disappearance of smaller pores with increasing annealing temperature.

Keywords: yttrium iron garnet, sol-gel-autocombustion method, pH, isothermal annealing, surface morphology.

Beryn MarepiaiiB 1 BIIKPUTH Ul HUX 3aCTOCYBaHHS B HOBHX

IHTepec 1O HAHOCTPYKTYp B Iiepuly uepry
MOB'SI3aHUH 3 MOXIIMBICTIO OTPHMYBAaTH MaTtepiayu 3
HOBUMH, BIIMIHHUMH Bil MIKDOKPHCTAJIIYHOTO CTaHy,
(GI3UKO-XIMIYHUMH ~ BJIACTUBOCTSIMHU. Haii6inbm
IpUBalINBOIO 0co0uBiCTIO HaHOCHCTEM €
MOJKJIMBICTh PETYJIOBaTH (Gi3WYHUI BIATYK MaTepiary
3aJIe)KHO  Big pO3Mipy dYacTOK. TakuM YHHOM,
OYEBHIHO, IO KOHTPONb pPO3Mipy, a B OaraTpox
BHIIAAKaxX 1 (OpMM UYACTHHOK Ha HAHOPIBHI MOXe
MIPUBECTH A0 3MiHM BIIACTHBOCTEH 0Ope 3HAHOMHX

ranyssx [1]. Tomy HaHOMaTepiany 3HAXOAATH [IUPOKE
3aCTOCYBaHHS B CyYacHMX Taily3siX TEXHIKH 1
TEXHOJIOTII. 3okpema, BOHHU BiZIMiHHO
3apeKOMEH/IyBalH  cede B EIIEKTPOXPOMHHX
npucTposix, (OTO- Ta  eJeKTpoKatamizi 1  sK
aHTH(PUKIiHHI Marepiann. B ocranHi pokm 3Ha4HA
yBara IpUAIISETHCSA 3aCTOCYBAHHIO IIMX MaTepiajiB B
EHEepPronepeTBOPIOIOUNX TMPHUCTPOSX 1 HPU PO3poOIi
HOBHX €HEPrOaKyMYIIOIOUUX CHUCTEM [2].
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B 3BS3Ky 3 UM IPEICTaBISETHCS BaXKIMBUM
BUBUYCHHS (DI3MKO-XIMIYHUX BJIACTUBOCTEH HAHOPO3MIpPHUX
YaCTHHOK 3aJ1i30-1TPi€BOro rpaHaTy B 3aJIeKHOCTI BiJl YMOB
CHHTE3Y 1 BCTAQHOBJICHHS TEXHOJIOTIYHUX (HaKTOpiB, IO
MaroTh BU3HAYAIbHUH BIUIMB Ha SKICTh OTPUMAaHUX 3pa3KiB.

AHa%i3 cy4YyacHUX 3aKOPAOHHUX i BITYM3HAHUX
AocaimKeHsb i myoaikaui

Bimomi B JiTeparypi METOIH CHHTE3Y
TOJIKPUCTAIIYHAX MaTepialliB MalOTh HETaTHBHI CTOPOHH,
SKi TIOJIATAIOTh B CKIATHOMY armaparypHoOMy O(OpMIICHHI,
TPHUBAJIOCTI  MpOIeCy OJACpKaHHS  BHACIIZOK  HOro
OararocTaJiifHOCTI, IMOBIPHOCTI KOHIJIOMEpaIlil 4aCTHHOK
YTBOPEHOTO MPOAYKTY. AKTYaJIbHHM TIOCTA€ 3aBHaHHS
PO3pOOKHM HOBHX JOCTYIMHHMX Ta HECHEPrOEMHUX METOIB
CHHTE3y HaHOMarepialliB, OCKUIbKH YCHIXH B HayKOBOMY
JOCIIIJDKEHHI Ta BHKOPUCTaHHI HaHOMaTepiajiB 3Ha4HOIO
MIpOI0 3alie)KaTh BiJl MOXMIJIMBOCTEH METOHIB CHHTE3Y,
TOOTO BiZ TOTO, UM AO3BOJISIE OOpaHUH CIIOCIO OTPUMYBATH
YaCTHUHKH, SKi 33J0BUIBHIIOTH BUMOTH JAHOI HayKoBoi abo
NpaKTUYHOT 3a/1a4i.

Haii0inpm nommpernm criocoboM cuaTe3y YzFesOq, €
tBeprodazanit. OpmHak U1 peami3amii IBOTO METOIY
MOTPIOHI BUCOKI TEMIEpaTypH CHHTE3Y, IIPH LbLOMY
OTPUMYIOTh ~YaCTUHKM 3  BEIMKHMH pO3MipaMu i
OOMEXeHHM CTymeHeM omHopiaHocti. Tak, aBropu [3]
orpumainu noporniku YzFesOp, micns Bimmany mpu 1573 K
npotsiroMm 8 Tox 3 po3MmipamMu 4YacTUHOK 2-10 MKM.
[IpoananmizyBaBmin  poboru  [4-9], wMoxHa 3pobuTH
BHCHOBOK, III0 CEPel METOIIB TPYIH «3BEpXy-BHH3» (tOp-

down) edeKTHBHHM  BHABHBCS  MEXaHOCHHTE3 i3
HoTnepeHIM TIepeMeTIOBaHHIM CHCTEMH
TPaHATOYTBOPIOIOYHMX OKCHIIB mpoTsrom 100 rom Ta

YTBOPEHHSIM TPAHATOBOi CTPYKTYpH MPU HACTYITHOMY
Bigmani 3a temneparypu 1273 K mporsrom 12 rog. OxnHak,
METOJIM TaK 3BaHOI TPyNH «3HU3Y-BBepX» (bottom-up) —
CHIBOCA/DKEHHSI B MIKPOEMYJbCii Ta 30JIb-Tellb METOJ
MOKa3aJIi Kpamuid pe3ysibTaT, OCKUIBKA JaJld  3MOTY
oTpuMatd MOHO(ha3HUH HAHOIMCIIEPCHUHN 3a1i30-1TPiEBHA
rpaHat 3a temmeparypu Biamany 1073 K, mo na 500 K
HIDKYE, HDK 3 JOMIOMOTOK TPATUIHHOI KepaMidHOT
texHoiorii. OTKe, 3acCTOCYBaHHSI METOIIB IIi€i TpymH
JIO3BOJISIE peasTi3yBaTH MEHII €HeproeMHHUN TEXHOJIOTIUHUH
Ipouec, a TakoX Jae MOXJIMBICTh J€M0 KepyBaTh
MPOIIECOM CHHTE3Y, MiAOUparodn HEOoOXiTHI TEXHOIOTidHI
ymoBu (pH po3umHy mpekypcopiB, artmocdepa Ta
TeMIeparypa HOAaJIbIIOTO BiIamy).

3agaui Ta MeTOIU AOCTIIZKEHHSA

Mertoro nmaHoi poOOTH Oyno OTpUMaHHS 30JIb-Tellb
METOJIOM 3  HACTYIHUM  i30T€PMIYHHM  BiAmajgom
BHUCOKOAMCIIEpCHUX 3pa3kiB  YsFesOp;, Ta 3’scyBaHHs
BIUIMBY YMOB 30JIb-T€JIb CHHTE3y Ta TEMIIEpaTypu Bianany
Ha (i3UKO-XIMIUHI mNapaMeTpu YTBOPEHOTO Marepiaiy,
30KpeMa SIKICTh TIOBEPXHi Ta MOPUCTICTh CTPYKTYPH.

Jnst  BCTaHOBJCHHS ONTUMAaJbHUX TEXHOJIOTTYHHX
YMOB CHHTE3y TMpOBEICHI JAOCIJUKEHHS Mopdoorii
MOBEPXHI ~ Ta  CTPYKTYpM  BHUXIZHUX  OKCHAHHUX
IPaHAaTOYTBOPIOIOYMX CHUCTEM, OTPHMaHUX 30Jb-TeJb
METOJIOM aBTOTOPIHHS 3 PEaKIiiHOrO CepeloBUIa 3
pizHUM  piBHeM ToOKa3HMKa pH, Ta aucmepcHOro
MOJIIKPUCTATIYHOTO 3aJTi30-ITPIEBOTO TpaHaTy, OTPUMAHOTO
IIPY Pi3HHUX TEMIIepaTypax i30TepMI4HOTO BigIamy.
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3acTOCyBaHHSI KOMIUIEKCY METOJUK MaJlOKyTOBOTO
PO3CisSTHHS X-TIpOMEHiB, CKaHYI0401 €JIEKTPOHHOL
MIKpOCKOMIi Ta Y-pe30HAHCHOI CHEKTPOCKOIII JI03BOJIMIIO
MIPOaHaJi3yBaTH PO3MIPH YAaCTUHOK SIK BHXIJHOT OKCHIHOI
CHCTEMH, TaK i yTBOPEHOI I'PaHATOBOI CTPYKTYPH, @ TaAKOX
imeHTHQIKyBaTH MIKPOIIOPH BHXIZHOI Ta ME30MOpPH
TPaHaTOBOI TUCIIEPCHOI CUCTEMH.

MeTooM MallOKyTOBOTO X-TIPOMEHEBOTO  aHAII3Y
Oymno OTPHMaHO po3momin PO3CifOBaBHIX
HEOTHOPITHOCTEH 3a po3MipaMH B JaHUX CHCTEMax.
BuMiproBaHHS ~ CIEKTPiB  MajJOKyTOBOTO  PO3CISTHHSA
MIPOBOAMIINCH Ha PEHTreHiBcbkoMy nudpaxtomerpi JJPOH-
3 B Cu-Ka BUIIPOMIHIOBaHHI (A=1,5418 4),
MOHOXPOMaTH30BaHOMY BifOMBaHHSM Bij rutonuHu (200)
MOHOKpucTany LiF, B pexuMi TPOXO/KCHHS MydYKa
PEHTIeHIBCHKOTO BUIIPOMIHIOBaHHS Yepe3 3pa3ok.

CTpykTypa TOBEpXHi 3pa3KiB IOCHI[KyBaJach 3a
JIOTIOMOT0I0 CKaHYIOUOTO €JIEKTPOHHOTO Mikpockorry JSM-
6700F (JEOL, Anowis). 3iioMKa BHKOHYBaJach 3a
MpHUCKOpIoBaNbHOI HampyTu 15 kB, ctpymi 3081y 0,75-10°
WA Ta nIiameTpy 30HAY 1 MKM.

MecbayepiBcbKi  JOCHIKCHHS  TPOBEICHO 3
BHKOPHCTAHHSAM  crekTpomerpa  MS-1104Em (Co°’:Cr).
BukopuctanHs Ii€l METOIUKH JO3BOJWIO YTOYHHTH
pO3MipH  3alli30BMICHAX YaCTHHOK BHXITHOI OKCHIHOT
CHCTEMH, SIKI TIepeOyBaloTh B CTaHi CyneprnapaMmarHeTu3mMy,

KONM TemIoBl (uIyKTyauii MarHiTHOro MOMEHTY He
JIO3BOJISIFOTH ~ CIIOCTEPIraTd  MAarHiTHO  BIIOPSIKOBaHY
CHCTEMY.

CuHTe3 BHXIZHOI OKCHAHOI cHCTEeMH Ta 1l

Mop¢o10riyHi XapaKTepUCTHKH

B naHmit uwac U1 CHHTE3y IOPOIIKIB CKIIaJHHUX
OKCH/IIB BEJIMKHH I1HTEpeC BHUKIIMKAE 30JIb-TEIb METOJ
aBroropinns. Lleil meron 3abe3neuye HIKUIY TeMIlEpaTypy
CHHTE3Yy, HDK TpajauuiiHi Texuoisorii. IlepeBara mporo
Croco0y TOJsArae TakoX B TOMY, LIO uepe3 3Ha4yHe
ra30BUIIICHHS YTBOPIOETHCS BUCOKO/IMCIIEPCHUI
c1aboarjJoMepoBaHuid MOPOIIOK, B SKOMY OKCHUIM METAalliB
3MilllaHI MPaKkTHYHO HA MOJIEKYJSIpHOMY piBHi. Tomy
moJaNbIa TepMOOOpOOKa 3a TOPIBHSIHO HU3BKHX IS
YTBOPEHHS TPAaHATOBUX CTPYKTyp Temmeparyp (973-1273
K) moxe mpuzBecTn 10 yTBOpeHHs ogHO(]a3HOI rpaHaTOBOL
cucremu [10]. Tlonpu mpocTOTy 1 yHIBEpCAlbHICThH INi€l
CXEMH BIJIACTUBOCTI OKCHIHOTO Matepialy BUSBISIOTHCS
Ha/[3BUYaiiHO YyTIMBHMH /10 YMOB IIpOIECy Ha BCIX HOTO
eramax. CucremMaTnyHe  JOCH/DKCHHA  pEaKIiHUX
mapaMeTpiB, TaKMX SK 4Yac peakiii, KOHIEHTpamig i
XIMIYHMIA CKJIaJ] pPEareHTiB, TemIepaTrypa TOaIbIIOro
Bimasy 103BOJISIE KOHTPOJIIOBATH PO3Mip, popMy i SKICTh
HAaHOKPHUCTAJIB.

Byno cuHTe30BaHO TpHW TPaHATOYTBOPIOIOUI OKCHIHI
CHCTEMH, LIO0 BiIPI3HINCSI M cOOOI0 yMOBaMH CHHTE3Y,
a came piBHeM pH po3umHy mpekypcopiB, BiANOBiTHO
pH=1, 3.5 i 7. Cucremu, orpumasi i3 pH=3.5 1 7 ¢paxTnano
HE BiJpI3HSUINCS 332 CBOIMM BJIACTHBOCTSIMM, TOMY Hajaii
OynemMo po3rIaaTH /B CUCTEMH, OTPUMaHi 3 PO3YMHIB i3
pH=117.

Sk mouaTkoBI  peareHTH OynmHM  3aCTOCOBaHi:
Y(NO3)3-6H20, Fe(NO3)3-9H20  (kpucranoriipatu
HitpatiB Y i Fe Bigmosizno), C6H8O7-H20 (MoHoTigpaT
muMmoHHOT kucioTH) Ta NH4OH (amiauna Bojaa).
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Ha mepmromy erari ToTyBaiM BOIHI pO3YHMHH JaHUX
npekypcopis. Ilicast pOro KpamenabHAM METOJOM PO3YHHHU
HiTpaTiB Y 1 Fe BBOAWIM y pO3YMH JTUMOHHOI KHCIIOTH.
AMiauHa BOJa 3acCTOCOBYBajach JJS MigHATTSA piBHA pH
peakmiifHoro  cepemoBmmia.  Ilicms — mepemimryBaHHS
YTBOPIOETHCS 30T ITUTPATIB iTpito Ta 3amiza. OXHOPIAHICT
po3unHy  3a0e3neyyBajd ~ MAarHiTHUM  3MillyBadeMm.
®dopmyBaHHs B’s13k0oro remo BinOysamock mpu 343 K B
npoueci HEIepepBHOTrO HepeMilIyBaHHs. Jami
MIPOBO/INIIOCH BUCYIYBaHHs 30110 ITpu Temneparypi 353 K,
B PE3yJIbTAaTI 4Oro OTPHMAal KCeporenb — ryOKornoiOHa
Maca, sKa 4YacTo MOxe Matu Qopmy miBchepu, II0
YTBOpHJIaCS BHACHIZOK CHJI TIOBEPXHEBOTO HatrAry. llpm
MoJajblIoMy mifBHIIEHHI Temneparypu mpo 403-473 K
BiOyJIOCH aBTOTOPIHHSA KCEPOTEIIO 3 YTBOPEHHAM BHXiTHOT
mmxTa [11].

Ha puc.1 npexncrasineni CEM 300pakeHHS BUXiTHIX
MOPOILKIB, OTPUMAHMX 13 PO34MHIB 3 pi3HUM piBHeM pH. Sk
BUJHO 13 300pakeHb, YaCTMHKH OKCHUIHHX CHCTEM
B32€EMOJIIIOTh MK CO0O0I0, 110 NMPHU3BOJIUTH 10 YTBOPEHHS

armoMepariB. [lopucricth arjoMepariB  MOB’s3aHa i3
BUBIJIBHCHHSIM  BEJIMKOi KUIBKOCTI Tra3y B  Ipoleci
aBTOTOPIHHSI.

Vac-High PC-Std. 15kV x 40000 006646
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Pucynok 1 — CEM 306paxeHHs] BUXiTHUX OKCHAHUX
CHCTEeM, OTPUMAHUX i3 po3unHiB i3 pH=1 (a) Ta pH=7 (0)

500 nm 006632

Buxigauii 3pa3ok cuCTeMH, OTPUMAaHOI 3 KHCIIOTO
CepelOBHUIlla BHSBHUBCA OLIbII APIOHOAMCICPCHHUM, HIXK
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OTPUMAHUN 3 HEUTPAIBHOIO CEPENOBUINA, IO IpH
MOJANTBIIIOMY 130TEPMIiYHOMY BiAmIali JO3BOIMIO OTPHMATH
rpaHaToOBy cucTteMy Bxe mpu 973 K.

JocmimkeHHst ITHTOMOT TTOBEPXHI METOIOM
BHUMIPIOBaHHS 130T€pM aAcopOIii-necopOIiii a30Ty TakKok
MiATBEPIKYIOTh, IO BHUXIOHA CHCTEMa, OTpPHMaHa i3
posunny 3 pH=1 Oinbm npiOHOAMCHIEpCHA | Mae MUTOMY
MOBEPXHIO 35 M/T, Tofi AK BiAMOBiIHA CHCTEMa, OTPHMAHA
i3 po3umnny i3 pH=7 mae nutomy nosepxsio 20,3 M2,

igasarrs piBEs pH mpusBeno 0  MiJBUINCHHS
TEMIIepaTypyd II0YaTKy aBTOTOPIHHS Ta 30iIbIICHHS
BUBIJIBHEHOI  €HEprii, ImM0, OYEBUAHO, 3yMOBUIIO
(opMyBaHHS OKCHIHOi CHCTEMH 3 YacTKaMH OLIBIIOTO
PO3Mipy Ta MEHIIl PO3BHHEHOIO TIoBepxHEro [12].

Ha puc.2 mpencraBneHi pe3ynbTaTH HOCIHIIKEHBb
BUXIJTHIX CHCTEM METOJOM Y-PE30HAHCHOI CIEKTPOCKOIIl.
BuxizHa TrpaHaTOyTBOPIOIOYA OKCHIHA CHCTEMa, OTpUMaHa
3 KUCIOrO CEpelloOBHUINA, XapaKTepH3YEThCS  ABOMa
napaMarHiTHUMH nybneramu Ta BIZICYTHICTIO
3eeMaHiBCboro  cekcrumiera  (puc.2 a).  HasBhicTh
CKJIQJIHOTO  MapaMarHiTHOro  ayOyiery,  OYEBHJHO,
oOyMmoBiieHa  TimpookcuaoM  3amiza FeOOH  ta
y-Fe,03, po3Mipu YacTOK SKOro 3a0e3leuyroTh CTaH
cyrepriapaMarHeTu3My i CTaHOBIATE <6 M [13].
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Pucynok 2 — MecOayepiBchbKi ClIeKTpH BHXiIHHX
OKCH/HHMX CHCTEM, OTPUMAHUX i3 PO3YMHIB 3 pi3HUM
pisnem pH: a) pH=1, 6) pH=7.

ba i i g 0]

Jnst BUMNAAKY OKCHAHOI CHUCTEMH, OTpPUMAHOI i3
HEHTPaJBbHOTO CEpelOBHILNA HAsBHICTH MecchayepiBChKOl
IIECTIPKM B CKJIAQAOBIH MeccOayepiBChbKOrO CIeKTpa i3
CepelHIM 3HAYCHHAM INUpWUHM JHIA 1,16 mm/c Ta
marHiTHUM noneM 481 kE  Bkasye Ha  HasBHICTb
3QTI30BMICHHX YacTKOK, PO3MIpH SIKHUX 3HaXOJIAThCS B
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obmacti ~6-7HM (puc.2 6). Omxe, cepenHiii po3mip
3ai30BMICHUX 4YaCTOK € MEHIIMM JUId  BHUXIZHOIL
IPaHaTOyTBOPIOIOYOi CHUCTEMH, OTPHUMAHOI i3 PO3UUHY 3
pH=1, HiX y BUIIaZKy CHCTEMH OTPUMAHOI 3 peaKLiitHOro
cepenosuia 3 pH=7.

Ha ocHOBI KpWBUX IHTCHCHBHOCTI MAaJIOKyTOBOTO
po3cisHHS X-TIPOMEHIB Ha BHUXIIHUX I'PaHATOYTBOPIOIOYHX
cucreMax OyJ0 OTPHUMAaHO PO3MOIIN  PO3CIFOBATIBHHUX
HEOJHOPITHOCTEH 3a po3MipaMu

SAx BumHO 3 KpWBOi posmomimy mop (puc.3), y
BUXITHOMY 3pa3Ky, 10 OTPUMAHUHN 3 KUCIIOTO peakIiifHoro
CepeNlOBHUINA, NPUCYTHIN BY3bKUI MK 3 MaKCUMyMOM IIpH
Ry.=2 Hm, mo cBimunTH TPO (HOPMYBAHHS OIHOPIIHUX
MIKPOCKOMIYHHUX TOp, HASABHICTb SKUX MiATBEPKYETHCS
TaKOX METOJOM BHMIDIOBaHHA i30TepM  ajcopOuii-
Jgecopbiii  azoty (puc.4). MakcumyM, JIOKaTi30BaHUI
OJIN3BKO 4 HM, OTpUMaHUI BIIT 3aJ1130BMICHUX
HAaHOYACTHHOK, SIK1 mepe0yBarTh B CTaHi
cylepriapaMarHeTU3My, a HaIbIuB B Miama3oHi 5-20 HM Bix
YaCTHHOK OKCHIY ITpifO.

Fy(R)
0.015 -

0.012
0.009 A
0.006

0.003

0.000 —/—F————T—T T T
0 5 10 15 20
R, Hm
Pucynok 3 — ®@yHKuis po3noaity 3a po3mipamMu
MOpP Ta YACTUHOK BMXiAHOr0 MaTepiany, OoTpuMaHa
MeTOA0M MAJIOKYTOBOI0 po3cisHHSA X-NIPOMeHiB
(peakuiiine cepenoBuine — pH=1).
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dS (R), M*/um/2
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R, Hm
Pucynok 4 — ®ynkuis posnoainy paaiycis nmop
BHUXIHOT0 MaTepialy, OTpMMaHa METOA0M NOpOMeTpii
AJIs1 BUXITHOT OKCH/IHOI CHCTeMH, OTPUMAHOI i3 pO34HHY
3 pH=1.
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Sk BHIHO 3 puC.S, y BUXITHIA cHCTeMi, OTpUMaHIi 3
HEWTPaJbHOTO CEPEeIOBHINA, OCHOBHHMH BHECOK B YHCIIO
HEOJHOPIMHOCTEH BHOCSTH MIKPOIIOPH 3 PajiycoM 2 HM
(puc.5,a). Makcumym B oOmacti posmipiB  4-8 HM
BIAIIOBia€ 3a1130BMICHUM YacTKaM.

Crin BiA3HAYMTH, 10 OCHOBHHI BHECOK B 3arajbHHI
00’eM HEOTHOPITHOCTEH CIOCTEPIraeThCs BiX KIacTepiB
(MOHATTS ~ KiIacTepa  BUKOPUCTaHE  SK  MOJENbHE
MIPECTaBICHHS o0OacTi BIIXWIECHHS 3HAYEHHS
€JIEKTPOHHOI TYCTHHH BiJl CEpEeTHBOTO M0 00’ €MY), pamiycu
SIKIX CHMETPHYHO po3monireHi B iHtepBami 10-50 HM 3
HaOlTbIl ~ HMOBIpHUM  paxmiycoM  R=254uM, 1m0
3aJI0BUILHO KOpENoE 31 3HAYCHHSAM pajiyca iHepuii
Ry=22.6 um. 1li BenmWuumHM $K 1 y BHNAAKY KHCIIOTO
CepellOBHUINA, MOXKHA CITIBCTABUTH 13 PO3MipaMH 4aCTHHOK
okcupy iTpito (puc.5, 6).

Fr(R)

1 -
0.9 4
0.8 -
0.7 -
0.6 4
0.5 -
0.4 -
0.3
0.2 -
0.1 -

0

F(R)

0.005 -
0.004 1
0.003 A
0.002 1

0.001 A

0 10 20 30 40 50
R, um

PucyHnok 5 — ®@yunkuii po3noginy paaiycis nmop ta
YaCTHHOK 3a KUJIbKICTIO (2) Ta BHECKOM B 00’ €M (0) ast
BHUXI/IHOT0 MaTepiajly, OTPUMAHOI0 B HEHTPAJILHOMY

cepeaoBMIILi.
Mopdoaoriuni XapaKTePHUCTUKHU OTPUMAHOI
TPAHATOBOI CHCTEMH
CuHTE30BaHI  307b-T€NIb  METOJIOM  aBTOTOPIHHSI
BHUXIIHI CHCTEMH Ui OTPHMaHHS MOJIKPUCTATIYHOTO
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Y3FesO, B momanpuiomy Oynu BiAmaleHi NpH  Pi3HUX
TeMIepaTypax.

B mpomeci Bimmamy ©Oe3mocepenHiii KOHTaKT Mix
YaCTUHKAMH BHXIJTHOI OKCHIHOI CHCTEMH MOXKJIABUMN
TITBKH B TOYAaTKOBHH MOMEHT dacy. lloTiM pearyrodi
KOMIIOHEHTH PO3IIISIOTECS IPOMIAPKOM MPOIYKTY PEeaKilii
1 mojaiblIe NPOTIKAHHS MPOLECY MOXKIMBE TUIBKH HIISIXOM
MacoIlepeHocy 4epe3 Iiel mpomapok. SKIIo po3rIsHYTH

0e3po3MipHE  CHIBBIIHOIICHHS TIOTOKIB pPEYOBHHH B
007aCTh KOHTAKTHOTO TMEPEIIMKKA, SKi BiIMOBIIAIOTH
MeXaHi3MaM  TIOBEpXHEBOi Ta  00’eMHOi  mudy3ii:

x=3J,..13,:=D,.aR/ D06X2, TO B

130TEpPMIYHOTO BiJlIaly TPH JOCATHEHHI MEBHOTO CTYIEHS
cmikaHHs C=X/R ponp mnoBepxHEBOi Audy3il Oyae THM
Oinbllla, 4YMM MEHIUMH JIHIHHMHA pO3MIp YaCTHHOK,
ockimeku y ~ (C?R)™. Skmio posrmsHyTH 1B CyKymHOCTI
cepuyHUX  YaCTHMHOK, [OYAaTKOBI  pajiyCHm  SKUX
Bimpisustorecst B K pasiB, ToO6TO Rpp=kRg;, TO
B3a€MO3B’SI30K MIJK YacaMHu, HCOOXIJHUMHU IS 3AiHCHEHHS
OJTHAKOBOTO CTYIICHS CITKaHHSA 1 IEPETBOPSHHA MOXKHA
OpEACTaBUTH HACTYIHHM dHHOM: 7,=K'7y. 3HaueHHs
BEJIMYHMHH Y 3JIC)KUTH BiJl MEXaHI3My MEPEHOCY PEUOBUHH:
Yy BUII3JKY NEPEHOCY PEUOBHMHH uepe3 rasoBy dazy y=2,
00’emuoi nudysii y=3, noBepxHeBoi audysii y=4. Takum
YMHOM, OCKUIBKM pO3MIPH YacTOK BHXIJHOI CHCTEMH,
OTPHMAaHOI 3 KHCIIOTO CEpeIOBHUILA MEHIII, HDK y BUMAIKY
HEWTPaNbHOIO CEepeIOBHIIA, TO 1€ aKTHBI3yBaJO IIPOIEC
mudy3iiiHOro MmepeHocy pedyoBHHH IiJ| Yac CIIKaHHS, IO
JO3BOJIWJIO 3HAYHO TOHHM3UTH TEMIIepaTypy OTPUMAaHHS
IpaHaTOBOi CTPYKTYpH.

3HIMKM ~ CKaHyIO4Ol  €JEeKTPOHHOI  MIKpOCKOMii
OTPUMAaHOI JUCIIEPCHOI I'PAHATOBOI CTPYKTYpH IIOKa3aily,
o nipu 973 K GpopMyeThest MOPOIIOK, SIKMA CKIIQTAEThCA 13
arJoMepariB 3 MOPHUCTOI0 T'yOYaCTOMOAIOHOI0 CTPYKTYpOIO
(puc.6 a), sixka hopMmyeThcst KpucTagitTamu 3 po3mipamu 40-
50 um (puc.6 6). PesynpraTté A0CHiKEHH MAaJIOKYTOBOTO
po3cisiHHs X-TIPOMEHIB TO0Ka3ylTh, 1[0 TOPUCTUI 00’eM
JAaHOTO 3pa3ka (HOPMYETHCSI ME30IMOpaMH, 3 HaHOUIBII
iMOBipHUMH po3mipamu 5 uM Ta 30 HM (puc.6 B).

[pn nmixBumensi remnepatypu Bignary go 1073 K ta
1173 K ¢yskuis posnoairy mop mMajao 3MIiHIOETHCS, JEHIO0
3MEHIIYeThCs iX 3aranpHui 00’em (puc.7, a). CEM-
300pa)XeHHsI BKa3yIOTh Ha Te, 10 IIPU JTaHUX TeMIlepaTypax
(OpMyIOTBCSI YaCTHHKM 3 CEpeJHIMH po3Mipamu 55 Ta
70 M, BimmoBimHO (puc.8, a, ©0). [3 migBUIIEHHIM
TEMIIepaTypud  BiAmany  BigOyBaeTbCsi  arjomeparis
KpucTamiTiB.  JIBOXMOIanmbHHH  xapaktep  (QYHKIT
posmominy mop 3a  po3MmipaMH  3MIHIOETBCS  HA
omHOMOaNbHUN (puc.7, 6, B). 3a Temreparypu Bimmamy
1273 K cepenniii po3mip dacTHHOK cTaHOBUTH 110-120 HM.
Pa3oM i3 yKpyHHEHHSM YaCTHHOK 3MEHIIYEThCS KUIbKICTh
op 3 po3MipaMu 5 HM 1 GOpMYy€eThCS CTPYKTypa, OCHOBHHUH
BHECOK B MOPHUCTHH 00’€M 5IKOi BHOCSTH NMOPH 3 HAHOLIBII
iMOBipHIM pajiycoM 30 HM.

3a Ttemmeparypu Binmamy 1373 K cdopmyrorecs
YaCTMHKN 3aJli30-ITPiEBOrO0 TpaHaTy OLIBII IPOTSHKHOL
(dbopMH, TONMEPEYHUH pO3MIp SKUX CTAHOBHUTH OJH3BKO
300 um (puc.8, r). Meronom BbpyHnayepa-Emmera-Temnepa
(BET) 3 1i3orepm axacopOuii-necopOuii azory Oyuia
BU3HAYECHA MMTOMAa ILIONIA IIOBEPXHI 3pasKiB 3aji30-

yMOBax
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ITpi€BOTO TpaHATY, BiAMAICHUX IPHU Pi3HUX TeMIepaTypax.
Binkputa  mOBepXHS ~ TOPOMIKIB  3MEHIIYETHCS 31
30UIBIIIEHHSAM T y i3 6 10 2,5 M?/l“.
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Pucynok 6 —. CEM-300pakeHHsI MOPOIIKY
Y3FesOy,, chopmoBaHoOro BimmasoMm BUXITHOI cCHCTEMH,
orpumMaHoi 3 po3umny i3 pH=1, npnu 973K (a -
30inbmenns 20000, 6 — 36iabmenns 70000); B —
po3noai mop 3a po3MipamMu, OTPUMAHUI MeETOIOM
MAaJIOKyTOBOI'0 po3cisiHHs X-npomeHiB.
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Fy(R) Fy(R) Fv(R)
0.45 5 0.2 5 0.9
0.4 3 0.18 3 )
0.8
3 —1373K
0.35 4 — UMK 0.16 — 17K 0.7
03 0.14 3
- 3 0.6
025 1 0.12 3
) 0.1 0.5
0.2 3 0.08 3 0.4
0.15 3 0.06 3 0.3
0.1 § 0.04 3 0.2
0.05 3 0.02 3 0.1
0 . r . . . 0 . r r . . 0 3 f T r . y
0 10 20 30 40 50 0 10 20 30 40 50 0 10 20 30 40 50
R, HM R, am R, HM
a) 0) B)

PucyHnox 7 — Po3noais nop 3a po3mipamu s 3pa3skiB YzFesO;,, oTpuMaHuX npu pisHUX TeMnepartypax Bignasy: a)
1173 K, 6) 1273 K, B) 1373 K Ha ocHOBi BUXiTHOI cHCTeMH, 0OTPUMAHOI 3 PO34UHY npekypcopis 3 pH=1

JSM-6700F 100nm WD 8.0mm

JSM-6700F 150kV X35000 100nm WD 8.3mm

69.1nMm

€

f 64.4nm

N %%5.6nm
73.7nm

JSM-6700F 15.0kV X70,000 100nm W

[

JSM-6700F 15.0kV  X30,000

pes

100nm WD 8.1mm

Pucynox 8 — CEM-306pa:kenns 3pa3kiB Y;FesO;p, oTpuMaHux i30TepMivHEM BiAnaaoM NpH pPi3HHUX TeMImepaTypax:
a) 1073 K, 6) 1173 K, B) 1273 K, r) 1373 K.

BucHoBku
305b-Tellb  METOJIOM aBTOTOPIHHS B  KUCIOMY
CepeI0BHII MPEKypCopiB, 3aB[SIKH  MEHIIOMY

CHEPrOBUJIUICHHIO IIiJ] YaC aBTOTOPIHHS, OTPHUMYETHCS
OUTBII BUCOKOIMCIIEPCHA CHCTEMAa IPAaHATOYTBOPIOIOYHX
OKCH[IB 3alli3a Ta ITpit0, aHIX B HEUTPATBHOMY.

Cunre3oBaHi 3a1i30BMicHI yacTku y-Fe,03 nepedyBaroTh
B cTaHi cynepnapamarnetnamy. OKcuaum 3ajisa Ta iTpito
3 po3MipaMy 4YacToK 5 HM Ta 15 HwM, BigmoBimHO, Ta
MOPUCTOK CTPYKTYPOIO YTBOPEHOK MIKpOMOpaMu 3
cepelHiM po3MipoM 2 HM 3a0e3nedyroTh (hOpMyBaHHS
PO3BHHEHOI BUIBHOI IIOBEPXHI BUX1THOTO MaTepiaiy.
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[30TepMmiuHMM BignanoM B Jiana3oHi TemIepaTyp
973-1373K B arMoctepi  CTaTHYHOrO  MOBITPS
OTPUMaHUil ME30HOPUCTHH  3adi30-iTpieBUil TpaHaT
pizHOi Mopdoorii 3 po3mipamMu wactok Big 40 10
300 HM, a OCHOBHHI BHECOK B ITOPUCTHI 00’€M BHOCATH
nopu po3Mipamu 5 HM Ta 30 HM, BiTHOCHHH BMICT SKHX
3aNIeKUTh  BiL  Temmeparypu Bigmamy. Bimkpura
MOBEPXHS TMOPOIIKIB 3MEHIIYETHCA 3  IiABHIICHHIM
TeMIepaTypH Bixmany i3 6 10 2,5 M%/r.

[ToxasaHo, 010 BHCOKa IOBEpXHEBA CHEPris
OKCHIHOI CHCTEMH, OTPUMaHOI i3 PO3YMHY NPEKYypCOpiB
i3 pH=1, aktuBi3ye mnpouecu nudy3idiHOrO mHEepeHocy
PEYOBHHHM MiJ Yac 130TEPMIYHOTO BiAmNaly, IO CIPHSE
(hopMyBaHHIO CTPYKTYPH 3ajli30-ITPi€BOro rpaHary Bke
npu Ttemmneparypi 973 K. Ile mo3Bommio peanizyBatu
MEHII eHepro3aTpaTHUH NPOLeC CHHTE3Y.
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