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Bnepsrie MeTooM TepMuueckoii 00pabOTKH PEeHTIeHOaMOP(HBIX MPOLYKTOB PACTBOPHOIO I'OPEHHs CHHTE3MPO-
BaH U (PU3MKO-XMMHUYECKH OXapaKTEPU30BaH HAHOMOPOIIOK HHKEJb-IIMHKOBOTO (heppura coctaBa Nig2ZngsFe, 4.
IMokasano, 4To 0OpasoBanue (eppura mporcxonut npu Temmeparype 465°C. HcciemoBaHine MarHUTHBIX XapakTe-
PHUCTHK HPOIEMOHCTPUPOBAJIO, YTO IIOJYYECHHBIH HAHOIOPOIIOK HHKEJIb-IIMHKOBOIrO (eppuTa 00sIagaeT THIMYHON
aHTH(EepPPOMarHuTHOI npuponoit. IlosyueHHBIE pe3ysIbTaThl ITOKA3bIBAIOT BO3MOXKHOCTb CHHTE3a HAHOIOPOIIKOB
(eppuTa METOOM TEPMHUYECKON 0OpabOTKH PEHTreHOaMOP(HBIX MPOXYKTOB T'OPEHHS HAHOCTPYKTYP CO CPEINHHM
pasmepom dactur 24.8 nm, creneHplo KpucTaummdHocTH mopsimka 100% ¥ 3HaueHMeM YIeSIbHOM IOBEpPXHOCTH,

paBHOii 34.6 cm®/g.
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1. BBepeHune

B mocnenHune rogbpl co CTOPOHBI HCCIeoOBaTecH U3
pas3yIMYHBIX CTpaH HaOmomaeTcd MOBBINCHHBI HHTEPEC
K chepe MOMyYeHHs HAHOCTPYKTYPUPOBAHHBIX (EepPpPHUTOB-
IIMIHESIeH Pa3JIMIHOTO COCTaBa, 9TO B TOM UHCIIE CIICIYeT
U3 POCTa 4MCJia cTaTell Mo JaHHOIH TeMaTHKe, KOJIUYECTBO
KOTOPBIX BO3POCJIO B HECKOJIBKO pa3 3a MOCJICHHE AECATb
ger [1]. Poct aktyanpHOCTH (DEPPUTOB MOXKHO OODBSCHHUTDH
B IEPBYIO o4epelb MX BaXKHOCTBIO A7 OOMBIIOrO YMCIIa
HpaKTHIeCKuX cdep mpuMeHeHus. Tak, GeppHuTH ocTaloTCs
BaXHBIMH M HE3aMEHUMBIMU MaTepHalaMu B TPOU3BOJCTBE
CEHCOPOB M JAaTYMKOB [2], PasiIMYHBIX PaHO3JICKTPOHHBIX
ycrpoiictB  [3,4] ¥ pamoNOINIOMAOIUX HOKpHITHE [5],
HECMOTpS Ha TO, YTO B 3THUX OTpaciaXx (GeppUTH-IINUHETN
ucrnone3yoTest yxe Gosbine 60 et [6]. OpHako ¢ Havana
2000-x IT. cTany pa3BUBaTbCA HOBBIE 00JIaCTH MPUMEHEHUS,
B KOTOPHIX OCHOBHOC BHHMAHHE YHEISIIOCH pPa3sMEPHBIM
XapaKTepHCTUKaM MaTepUasioB, 3a CYET 4ero HaHOYACTHULIBI
(beppuTOB CTaIM aKTHBHO HCIIOJIB30BAThCS HPH IIOJIyde-
HUM MarHUTOBOCCTAHABJIMBAaeMbIX Kataan3atopos [7], MPT-
KOHTPAcTHbIX areHToB [8], dorokaranusatopos [9], aHTH-
OaxTepranbHbiX MatepuasioB [10], 1Ist OTYHCTKH CTOYHBIX
Bon [11] u T. 1. Pacimpenue BO3MOXKHBIX chep MpUMEHEHHsI
(eppHUTOB NIPUBETIO K MIOCTOSTHHOMY ITIOUCKY HOBBIX METOJOB
UX TMOJIyYeHHs, IOCKOJIbKY Kjaccudeckasi TBepaodasHas
TEXHOJIOTHSI CHHTe3a ()eppUTOB XOTS W CIPABIISCTCS C
3aaveil MOTydeHNs] KePaMUUCCKIX MaTepHajIoB, HO IUIOXO
npucrnocodsaeHa s CHHTE3a HAaHOCTPYKTYP C BBICOKOIA
crenenblo (asosoit omHopomHoct: [11]. C 9T0it TOUKM
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3peHHs HOMCK HOBBIX METOIOB IIOJyYeHUS] HAHOIIOPOIIKOB
(eppuToB OCTaeTCsl BAYKHOW M aKTyaJIbHOW 3agadcii.
KonkperHast o6racTp npuMeHeHNs (pyHKIMOHAJIBHBIX Ma-
TEpUAJIOB Ha OCHOBE (hpeppHUTOB-IINMHEICH B IEPBYIO Oue-
penb onpenessieTcss UX XUMUYECKUM U (pa3soBBIM COCTAaBOM,
MOP(OJIOTUUECKUMU MJIM MHKPOCTPYKTYPHBIMU OCOOEHHO-
CTAMH U CTPYKTypHbIME Hapamerpamu [12]. Ilostomy mpu
BEIOOpEe MeTola CHHTe3a 0co0oe BHUMAaHME OOpaIlaoT Ha
BO3MOXKHOCTb OCYIIECTBJIATh HANPABJICHHBI CHHTE3 HAaHO-
CTPYKTYPp 3a CYET KOHTpOJIsi mapameTpoB cunresa [13]. K Ha-
CTOSIIIEMY MOMEHTY HM3BECTHO OOJIbIIOE KOJIMYECTBO pPas-
JIMYHBIX METOIMK CHHTE3a CJI0KHOOKCUIHBIX HAHOOOBEKTOB,
B TOM 4YHCJIe (PepPUTOB-LIIMIHENCH, CPEI KOTOPBIX dYalle
BCEro KCMONB3yeTcsi TBeproQasHas TexHosorus (rae mo-
JIlydeHHEe HaHOYACTHI[ IPOUCXOMUT 3a c4eT 0OpaboTKH B
[UTAHETAPHBIX WM BHOPAIMOHHBIX MesbHUIEX) [14], rumpo-
TepMasibHas TexHosorus [15], 3osb-resb-cunTes [16], Meton
coocaxcaenust [17] u MeTon pactBopHoro ropenns [18]. Kax-
Oblil U3 TEePEeUYUCIICHHBIX METONOB UMEeT CBOU INpeuMylie-
CTBa W HEIOCTATKH; TeM HE MEHEe C TOYKH 3PCHHUS BO3MOXK-
HOTO IIPOMBIIIJICHHOTO MacIiTabupoBaHusa TBeprodasHas
TEXHOJIOTHUS I0 CHX MOP OCTAeTCs ONTHMAIBHON, HECMOTPSI
Ha CJIOKHOCTbH IIOJIyYEeHHs YacTHUIl HeOOJbIIOro pasMepa U
CHHTE3a YHCTBIX ONHO(A3HBIX 00pasioB 0e3 MPUMECHBIX
okcumHbX (a3 [19,20]. OmHako B MOCTEIHEE BpeMsi CTAIH
TOSIBJIATBCS pabOTHl M MATEHTHI, MOKa3bIBAIOIINE BO3MOMK-
HOCTb IOJy4YEeHHs CYIIECTBEHHBIX O0BEMOB (eppUTOBOrO
MOPOIKA M C HCIOJIb30BAHNEM METONUKH PacTBOPHOTO
ropenusi [21]. Kpome Toro, Metomy pacTBOPHOTO TOpEHHS
MIPUCYIIN CYNIECTBEHHBIC JOCTOMHCTBA, TAKHAE KaK MPOCTOTa
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U CKOPOCTb IPOBEICHUS CHHTE3a, OTCYTCTBHS CIienrduye-
CKHMX TPeOOBaHMI K CJIIOKHOMY W JIOPOTOCTOSIIIEMY 00OpY-
IOBaHMIO U NIMPOKHUIT BEIOOP MTapaMeTPOB CHHTE3a, KOHTPOJIb
KOTOPBIX TIO3BOJISIET OCYIIECTBIIATH CHHTE3 HAHOIIOPOIIKOB C
3aJaHHBIMU (DYHKIIMOHAJIbHBIME XapaKkTepucTukamu [22].
Crexyer OTMETHTD, YTO TIOMAMO KJIACCHYECKOTO MPSIMOTO
METO/Ia pacTBOpHOro ropenmsi [23] ObuT paspabotadH HaboOp
YCOBEPIICHCTBOBAHHBIX METOMUK, C LIEJIbIO YBEJIMYCHUS YHC-
Jla KOHTPOJIMPYEMBIX IMapaMeTPOB CHUHTE3a U YITy4LICHHS
CTPYKTYpPHBIX XapaKTepUCTHK KOHEUHbIX MPORyKToB. Cpenu
HUX MOXKHO BBIISJTUTh LEJUTIONIO3HO- OYMa)KHBId MeETOx
pacTBopHOro ropeusi [24], MeTOn TOpPEeHHs C MHKPOBOJI-
HOBO# 00paboTKOii [25], COBMEILICHHBI 30JIb-TeJIb-CUHTE3 C
HOCJICYIOIIMM CKUTAHHEM TIOJTy4eHHOro renisi [26] u psin
Opyrux. ABTopamu Hactosimieit paboTel Obla pa3paboTaHa
OpHUI'MHAJIbHAs METOIMKA CUHTE3a, OCHOBaHHAs Ha TepMuye-
CKO#1 00paboTke PEeHTreHOaMOP(HBIX HMPOXYKTOB T'OPEHUS.
WcxXonHplii MOPOIIOK ITOyYaeTcsi MPU CYIECTBECHHOM M3-
OBITKE MJTM HEJOCTATKEe OPraHMYECKOro TOIUINBA, U3-32 9Ero
CHHTe3UpyeMblil oOpaser; obagaeT aMOpQHOH CTPYKTYypoOi
C HU3KOH J0JIell CTeleH! KpUucTaumyHocTH. [lanee amopd-
HBII IOPOLIOK OT)KUTaeTCsl B BOMYLIHON aTMochepe.
HanHasi MeToanKka OblIa ycIelHa arpoOrpoBaHa JIjIs 1o-
JIy4eHHUs] Pa3jIMYHbIX CJIOKHOOKCHIHBIX CHCTEM, B TOM YHC-
Jie (heppUTOB-IINUHENE 1 OPTOPEPPUTOB PEAKO3EMEIIBHBIX
aneMeHTOB [27-29]. B Hacrosimeii paGoTe BIepBbIC IPO-
BEIICHO NOAPOOHOE MCCIIeN0BaHNEe MeXaHu3Ma 00pa3oBaHus
HUKEJIb-ITMHKOBOTO (peppura coctaBa NigZnggFe;O4 1o
OITIICAaHHOI! BBIIIC TEXHOJIOTUH, IIPpOBeeHa Oa3oBasi (PH3UKO-
XAMHYECKast XapaKTepu3alys MOJyYeHHOIO HaHOIOPOIIKA,
oIpefiesieHsl ero ()YHKLHOHAIbHbIC XapaKTePUCTUKH U Cle-
JIaHBI BBIBO[BI O NEPCIEKTHUBE HCIIOIb30BAaHUS NAHHOU Me-
TONUKH JJIS TIOJIyYeHUs] MarHUTHBIX U 3JIEKTPOXUMHYECKHX
MaTepuasioB ¢ IPUMEHEHNEM pa3pabOTaHHONU TEXHOJIOIUH.

2. 3KCI'IepI/IMEHTaJ1bHaﬂ YyacTb

B KkadecTBe peareHTOB Ui CHHTE3a HCXOOHOTO PEHT-
reHOaMOP(HOT0 MOPOIIKA HUKEJIb-IIMHKOBOTO (eppHuTa HC-
MOJIb30BAIUCH KPUCTAJIOTHUAPATHl COOTBETCTBYIOIINX Me-
TQJUIOB W TJIMIMH B Ka4eCTBE OPraHUYECKOr0 TOIUIMBA
u xenatupyiomero arenta: Zn(NOjs); - 6HO  (xummye-
ckn unctbii, Hesa-Peaktus), Ni(NOj), - 6H,O (xummue-
cku wncthiil, HeBa-Peaktus), Fe(NO3)3 - 9H,O (xummuecku
gucthii, Hesa-Peaktus), CoHsNO, (XUMHYeCKH YHCTBHII,
Hesa-Peaxtus), HNO; (xumuueckn uucrasi, HeBa-Peaktus)
U IUCTHUTMPOBAHHAS BOA CO 3HAYCHUEM YIEJIBHOTO 3JICK-
TpUYecKoro conportusieHus Menbie 5MS2 - cm. Conep-
’KaHME BCEX OCHOBHBIX KOMIIOHEHTOB B HCIIOJIb30BaHHBIX
peaxkTHBax Haxonusochk B mpexaenax 99.9%.

Metonuka cuHTe3a HOAPOOHO ONMCAaHA B IPENBITYIIMX
paborax aBropos [18,29]. Ha mepBoil cragmu ObLT CHHTE-
3UPOBaH MOJIHOCTBIO PEHTTEHOAMOP(HBIII TOPOIIOK HUKEJIb-
IUHKOBOro (epputa cocraBa Nig2Zng gFe,O4 ¢ ucnosnszo-
BaHMECM HUTPATOB JKeJie3a, MHKA M HUKENS ¢ 100aBJICHHU-
€M TJIMIIHA B TAaKOM KOJIMYECTBE, YTOOBI OKHCIIUTEIBHO-
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BOCCTaHOBHTEJIbHOE COOTHOIICHUE () COOTBETCTBOBAJIO 3HA-
yeHuto 0.1. Bce HaBecku KpHCTaJUIOTHAPATOB U IJIMIMHA
ObLIM B3ATHl 10 pPacyeTHHIM 3HAYCHHUAM, IOJYYEHHBIM B
COOTBETCTBHH C peakuueil oOpa3oBaHMS IEJIEBOIO MPO-
OyKTa, U pactBopsumuch B 40 ml AUCTWIITIMPOBAHHON BOMBI
IPU TIOCTOSIHHOM IIepPEMENIMBAHNA. A30THAsi KHCJIOTAa HC-
MOJIb30BaJIACh JUUIS TOIKHUCIICHUS PEAKIMOHHOTO pacTBOpa
C IIEJIbI0 TPEIOTBPAICHUS BBIIAJICHASI OCajiKa, COmepIKa-
[IEr0 KOMILUICKCHBIC COCIMHCHHUSI IMEPEXOOHBIX METaJLIOB.
3aTeM MOTy4YeHHBI pacTBOpP HarpeBajics Ha KepaMHU4YeCKOil
IUTUTKE [0 TOCTYDKCHHST TOUKH CaMOBOCIUIAMEHEHHUs (IIOYTH
MOJIHOrO BBHIKUIIAHUSI BOABI M3 pacTBopa). B pesymbrare
ObLI TIOJydeH TBEpPABIA IPOOYKT Oyporo mBeTa, KOTOPBIA
MEXaHHYECKH TePeMAIIBIBAJIC U OTXKHTajcs B My(esbHON
meun B TedeHme Sh mpm Temmeparype 550°C mis mo-
JIy9CHUS] HUKEJIb-IIMHKOBOTO (eppuTa ¢ BBICOKOU [0JIei
KPHUCTAJUINYECKON (pa3bl.

Bei6op Temmeparypsl TepMudeckoil 00paboTKu OBUT Oc-
HOBaH Ha pe3ysbTarax Aud¢epeHrantbHOro TepMUIeCcKOro
ananmsa ([ITA, DTA), npuBenenHoro B HacTosimieil paboTe.
Hns mposenenus {TA u TepMorpaBUMETPUUECKOro aHAJIN3a
(TTA, TGA) 6su1 ucnosp3oBan npubop Shimadzu DTG-60
(pesxum JTA/TT). UccrenoBadust MOpPOIIKa IPOBOAWIOCH B
BO3MYIIHON arMocepe ¢ amama3oHoM TemrmepaTyp oT 30
1o 800°C, co ckopoctsio Harpesa 10°C/min.

Mopdosorust U 3JeMEHTHBII COCTaB CHHTE3UPOBAHHOT'O
(beppuTa aHATM3UPOBAJICS TPH MOMOINHM METO/Ia CKAaHUPYIO-
IEeH 3JIEKTPOHHON MUKPOCKOIIAXA W 3HEPro-IUCIEPCUOHHON
CIIEKTPOCKOIIMM C HUCIIOJIb30BaHUEM CKAaHUPYIOLIEro 3JIeK-
TpoHHOro Mukpockomna Tescan Vega 3 SBH u npucraBku
Oxford INCA. ®a3oBblil cOCTaB M CTPYKTYPHBI aHaIHU3
MIOJTyYEHHOT0 HOPOLIKA HCCJICHOBAJIC METOIOM IIOPOIIKO-
BOU TU(PPAKTOMETPHN C HCIIOJIb30BaHHEM IH(paKTOMeTpa
Rigaku SmartLab 3 ¢ CuK,;-usinydenuem (0.154056 nm)
mpu 40 kV m 30mA B mmamasone ot 20 mo 80° 20,
maroM 0.01° u BpemeHeMm HakomieHus 3s. {1 oues-
Ku (a3oBoro cocraBa ObUIa HCIIOIB30BaHA IOPOLIKOBAs
6asza mamubix ICDD PDF-2. Uudpakpacusie (MK) crex-
Tpbl MOIJIOIEHUs] ObUIM TMOJNyYeHBl C MCIOJIb30BaHUEM
metona UK-Pyppe-cnekrpockonm Ha npubdope Shimadzu
IRTracer-100 spectrometer B pmamna3oHe BOJHOBBIX YHCET
or 3600 mo 300cm~! ¢ umcnombzoBanuem Tabnetox KBr.
ANCOpOIMOHHO-CTPYKTYpPHBI aHan3 OBUT BBHIIOJHEH IS
MOJTy4eHUs U30TepM CcOpOIMU—aecopOIMy ¢ NPUMEHEHHU-
eM npubopa Micromeritics ASAP 2020. Pacuer 3HaueHuit
YEIbHON MOBEPXHOCTU OBUI BHIIOJIHEH C HMCIOJIb30BaHHEM
Mmomesn  Bpynayspa—Ommera—Temtepa (BOT), 3anoxeH-
HOM B NpOrpaMMHOe OOecCIeYeHHe aHaIn3aTopa. MarHur-
HBIC TIAPaMETPbl CMHTE3MPOBAHHOI'O MOPOINKA OBLIA OIpe-
IeJICHBI C HCIIOJIb30BAaHNEM BHOPAIOHHOIO MarHUTOMETpPa
Lake Shore 7410 npu xomHaTHO# Temmepatype (278K) B
muanasoHe nosedl o 60000 Oe ¢ ncnosnp3oBaHHEM CTaH-
IapTHOH KioBeTHl. KpuBble HUKJIMYECKOH BOJIbTaMIIepOrpaMm-
Mol (CVA) cauManmu B mienoyHoM aiektporure 1M KOH B
mranasoHe oT —1700 o 700 mV oTHoOcHTEBHO XJTOpCEpeod-
psiHOrO 3JIeKTpona. [ HaHeceHHs HA pabOYMil IJICKTPON
(B KauecTBe KOTOPOrO HWCIOJIB30BAJICS CHHTE3UPOBAHHBIN
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HOPOIIOK) OblTa IPHUTOTOBJIEHA CYCIICH3MS C HA()HOHOM
B M30IPOIIAHOJIC.

3. Pesynbratbhl n obcyxpaeHune

31. ATAu TrA

Ha puc. 1 npencrasnensl kpussie ITA/TT'A ucxomHoro
obpaslia HUKeIb-LIMHKOBOro (epputa 6€3 TepMHUYEeCcKoil 00-
pabOTKH C HU3KOH 10JIell KpUCTAJTNYECKON (ha3bL

JlaHHBI aHAaTM3 B IEPBYIO O4Yepeb ObUT HYXKEH JIJIs OIpe-
IeJICHNs] TeMITepaTypsl oOpa3oBaHus (eppuTa U, Kak Cief-
cTBHE, BEIOOpa NMOAXOAIIEH TemepaTypsl oTxura. [lepsbiit
sHgoTepMudecknii 3¢pext Hadmonmaercs npu 106.4°C n
COOTBETCTBYET MPOIECCY YAAJCHUSI aACOPOMpPOBAaHHOH W
KpucTautmdeckoil Bogsl. C ydeToM Majioii HHTEHCHBHOCTH
9TOro 3P PeKTa MOXKHO TIPEAIIOJIOKUTH, YTO B UCXOITHOM 00-
pasiie, HeCMOTpSI Ha OTCYTCTBHE TepMHUYECKON 0OpaboTKH,
MIPUCYTCTBOBAJIO HEOOJIBIIOE KOJIMIECTBO KPUCTAJLUIMICCKOM
Bombl. Crenytommit Habmomaemelii agdekr npu 280.7°C
ABJIIETCA 9K30TEPMUYECKHM M XapaKTepu3yeT Ipolecce
OKHCJICHUS] OCTaTKOB IUIMIIMHA, HE NPUHSABIIMX y4YacTUE B
peakuuu obOpasoBaHus ¢eppura. JJaHHBII mporecc conpo-
BOXJaeTcsl OOWJIbHBIM BbIIEJICHHEM ra3000pa3HBIX MPOTYK-
toB (CO, COy, NO, NO, u T.a) u moapoGHO ommcaH
BO MHOTHX PaboTax, NOCBSIIECHHBIX MOJYYEHHIO OKCHIHBIX
cucteM MeTomoM pactBopHoro ropenus [19,30]. Cremyer
OTMETHTb, 4YTO UIMEHHO B XOfI€ 3TOr0 Ipolecca HabJIIoaaeT-
cs1 TIOBBIIICHUE CKOPOCTHU MTOTEPH Macchl 00pasna, 9To TaKkKe
MOATBEPXIacT (PakT OKUCIICHNS TINIHHA.

Haxkonen, nociensmit 1 Hanbosiee MHTEHCUBHBIN K30TEp-
muuecknil 3¢ et npu 464.9°C cooTBeTcTBYET IMporeccy
PpassoKeHHsT HICXOTHON aMOP(HOM MacChl M KpUCTaJUIN3aIAN
¢eppura. HeOomnpmioe rajmo Ha KpHUBOH IOTEPH MacCHl
YKas3blBaET, YTO M3HAYaIbHO (mpuMmepHO mpu 440—450°C)
MIPOUCXONUT PA3JIOKEHUE HUTPATOB METAJUIOB, IOCJIE YETO
yKe TIPOTeKaeT KpucTaum3anus Gpepputa u3 amopdHoi da-

464.9°C

280.7°C

106.4°C

I —47.04%

100 200 300 400 500 600
T,°C

Puc. 1. Kpussie JITA/TTA ncxXomHOro peHTreHOaMOpP(HHOro Io-
POIIKa HUKEJIb-IIMHKOBOTO (heppura.

36l U cMecu IpeKypcopoB. C OKOHYaHMEM 3THX ITPOIECCOB
MIPONCXOANT (haKTUIECKass OCTaHOBKa HoTepu Maccel Ilpm
OTCYTCTBHH APYTUX Kakux-mbo a¢pdexroB Ha kpusoit JTA
MOXHO TOBOPUTb 00 OKOHYAHUM (HOPMHUPOBAHUS HHKEJIb-
LIMHKOBOT'O (heppHUTa U OTCYTCTBUS APYTUX (Ha30BbIX U3MEHE-
HUI B MCCJICNOBAHHOM MCXOmHOI Kommosunuu. CyMmapHas
IOTepsl Macchl B XOIE BCEX OIMCAHHBIX BbIIIE IMPOLEC-
coB cocraBisieT 47.04%. IloiaydeHHBle HAHHBIE IMO3BOJIH-
JI1 ONpPENeNUTh ONTUMAJIbHYIO TEMIIEPaTypy TepMHYECKOH
00pabOTKM MCXOOHOI'O PEHTTeHOAMOP(HHOro MOPOIIKa, HPH
KOTOPOIl IOJHOCTBIO 3aKOHYUTCA Ipoliecc oOpa3oBaHUA U
KPUCTaJUTU3allK HUKeJb-IIMHKOBOro (peppura — 550°C.

3.2. Xumunueckuii coctaB u mopdposnorusa

I ompernesieHUss COOTBETCTBHS IIOJMYYeHHOTO  (ep-
pHTa pacYCTHOMY COCTaBY OBbUI BBIIOJHEH 3JICMEHTHBIN
AQHAJIN3 METOIOM DHEPro-IHCIIEPCHOHHON CIEKTPOCKOIHI
(puc. 2,a). CoriacHO MPEICTaBJICHHBIM Ha PHCYHKE pe-
3yJbTaTaM, MOJYyYCHHBII COCTaB COOTBETCTBYCT HHKEIIb-
muaKoBOMY (epputy Nig2Zng sFe,O4 B mpenenax morper-
HOCTH MeTofa omperesicHusi. B Tabmmiie, npuBeneHHONH Ha
puCyHKe, Ui ynoOcTBa OBLI NpOM3BENCH IiepecdyeT 0Oe3
ydera kucsiopona (o6sacts okosio 0.5keV), koTopstit ompe-
OeJIseTCsl PEHTTEeHOBCKMMH METONaMH C JIOCTaTOYHO BBHICO-
KOii TIOrpEeIHOCThIO, U yritepona (obmacts okoso 0.4 keV),
MOSIBJICHHE KOTOPOI'O CBSI3aHO C MCIOJIb30BAHUEM YIJle-
POOMCTOrO CKOTYa NpH aHaiuse obpasua. [lndg mpoBepku
TOMOI€HHOCTU 00pasiia M0 CBOEMY XUMUYECKOMY COCTaBY
MOPOIIOK HCCJIEOBajICAd B IATH Pa3jIMYHbIX TOYKaX ILIO-
manbio 1.5 x 1.5mm?. Pe3ynbTaThi HccIeNOBaHNS TTOATBED-
IWJIM, YTO IOJTyYEHHbIE Pe3y/IbTaThl aHAJIM3a 10 OCHOBHBIM
9JIEMEHTaM BO BCEX MCCJIEOBAHHBIX 00JIACTAX OTIMYAIOTCS
He 6onee dem Ha 0.5%.

Ha puc. 2, b—d npencrasieHa Mop(hoJIoruss CHHTE3UPO-
BaHHOT'O HHKEJb-IMHKOBOTO (eppura. MukpodoTorpadumn
Ha puc. 2,b W ¢ [IEMOHCTPHPYIOT THIIMYHBIC IOPUCTHIC
MUKPOHHBIC arjloMepaThl, XapaKTepHbIe IS POIYKTOB Pac-
TBOPHOTO TOPEHNsI, COCTOSIIIIE U3 HAHOYACTHUII (YTO CIICYeT
u3 puc. 2,d). Puc. 2,d mo3BOISIET KOCBEHHO OILICHUTH
CpeIHMi pasMep MOJYYCHHBIX HAaHOYACTHI[ U IOATBEPIKIa-
etT, yto ux pasMep Menpme 100nm. C wncmnosp3oBaHEEM
mporpaMMHoOro komiiekca ImageJ Oputo 0OHapykKeHO, YTO
CpeIHMIi pa3Mep YacTHUIl B HCCIIETyeMOil 00JIaCTH COCTABJIs-
et mpumepHo 15—20 nm.

3.3. ®aso0Bblil cocTaB U CTPYKTYpPHble NapameTpbl

Hna monTsBepkaeHue (a3oBOro cocraBa IOJyYEHHOTO
HUKEJIb-IIMHKOBOTO (hbeppuTa ObUI BEIIOJIHEH PEHTreHo(as3o-
BBII aHaJIN3, pe3y/IbTaThl KOTOPOTO MIPUBEEHHl Ha PHC. 3.

CorylacHO pe3ysbTaTaM PEHTTEHOBCKOH an(pakToMeT-
pUH, CHHTE3WPOBAHHBI ITOPOIIOK IIPEACTABJIIET COOOM
onHO(ha3HBI HUKEIb-IIMHKOBEI (eppuT CO CTPYKTypou
mmmae  (MpocTpaHcTBeHHast rpymma  Fd3m, kaprou-
ka JCPDS #080234). VYTouHenume mapaMeTpoB 3Jie-
MEHTapHOH sYeiiKM OBLJIO BBHIIOJHEHO C WCIIOJIb30BaHH-
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14 | a
Ke
12
Fe
10 . .
Chemical composition, at.%
Fe | Ni | Zn

2 8T 67.08 | 6.35 | 26.56
3)
—_

Puc. 2. Duepro-nucnepcronHsiii criektp (a) u Mukpodororpadun oroxokeHHOro mpr 550°C HUKEIb-IIMHKOBOTO (hepprTa MPH YBEITICHHI

Sum (b), lum (c) u 100 nm (d).

eM Meroma PurBeibma, W Hano Cleylonme 3HAYCHUS:
a=b=c =8.425(3) A, 4ro nocTaTo4HO GJIM3KO K ITAJIOH-
HOMy 3Ha4yeHuoo. KadectBo yrounenusi R, = 1.32%. [lonst
KPUCTAJUTMYECKOI (pa3bl OIEHMBATACh C HCIIOJIb30BAHHEM
BHYTPEHHEro craHmapra (KyOmdeckoro kpemuusi @-Si) u
cocraBmia 99%. Pacuer cpemHero pasmepa KpHCTaJIUTOB
ObUT BBHINIOJIHEH C Hcmosb3oBanueM ¢opmynsl lleppepa n
OKasaJicss paBeH 22nm, YTO XOPOIIO COIJIACyeTCsi C pe-
3y/bTaTaMH, MOJIYYCHHBIMU IO METONY (yHZaMEHTaIbHBIX
MapaMeTPOB IS IIOCTPOCHHS pacIipeesICHIs KPUCTAILITATOB
no pasmepam (cpemHuii pasmep 24.8nm) U C [aHHBIMH,
MOJTy9eHHBIMA 13 MuKpodororpadumit (puc. 2,d, mops-
ka 20nm). PacnpenenieHne KpPHCTUIUTOB IO pasMepam
HPEICTaBIIsICT CO00I YHIMOIAJIbHOS PACIIPEICIICHIE U ITPaK-
TUYECKH CHMMETPHYHO.

®u3suka TBepaoro Tena, 2024, Tom 66, Boin. 4

Kpome ToOro, a1 moaTBep KaeHUs CTPYKTYpbl ObUT HOJTY-
yeH K-ciekTp oTOXKEHHOTo 00pasiia, KOTOPHI MPHUBEICH
Ha puc. 4. OTcyTCTBHE OJI0C TMorJIomenus B odsactu 3600
1 1600 cm ™! monTBep;xnaeT ynajaeHue ancopGUPOBAHHON U
KPUCTAJUINYECKOI BOIbl n3 obpasia (o manuem I TA, stoT
nporiecc nporekaer mpu 100°C). Kpome Ttoro, B obGpas-
[ax OTCYTCTBYIOT XapaKTEPHBIC IMOJIOCH IOIJIOMCHHUS ISt
BAJICHTHBIX U JedopMalMOHHBIX KosieOaHuil caseit N—O
B HHTpaTax, 4YTO TaKXe YKasblBaeT Ha 3aBepLIMBIIMIICA
mportecc obpasoBanus Gpepputa. J[Be eMMHCTBEHHBIX TOJIOCH
norsomenuss B obmactu 582 u 365cm~! oTHocsATCH K
BaJICHTHBIM KousteOanusM cBsizeit Ni—O nm Zn—O B oKTasf-
PUYECKHX M TETPadIPUUECKUX MO3UIUAX HUKEIIb- IIMHKOBOTO
deppuTa M HEONHOKPATHO OIMCHIBAJIMCH B IPEABITYIINX
paborax mo cxoxuMm cucteMam [31]. Takum oGpasom, pe-
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Puc. 3. [luppakrorpaMma M pachpelieieHHe KpPHUCTAJLIMTOB
0O pasMepaM CHHTE3HPOBAHHOTO M OTOXOKEHHOTO —oOpasia
Nip.2Zng gFe;Os.

NioizznoigFezoz‘

365 — Ni-O or Zn-O vibration mode
at octahedral site in Nij ,Zn,, gFe,O, ferrite

582 — Ni-O or Zn-O vibration mode
at tetrahedral site in Nij, ,Zn gFe,O, ferrite

00 1500 900 300
1

21
Wavenumber, cm™
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Puc. 4. UK-criekTpbl OTOXOKEHHOTO 00Opasiia HHUKEIb-IIMHKOBOIO
¢eppura.

3ysbratel UK-Dypbe-cneKTpoCKOy MOATBEPKAAIOT HaH-
HblE PEHTreHO(a30BOr0 aHaIM3a M CBUMIETEJILCTBYIOT 00
YCIEIIHOM CHHTE3€¢ HHUKEJIb-LIMHKOBOIO (peppuTa.

3.4. Apcop6uUMOHHO-CTPYKTYPHbI aHanu3

TexkcTypHBIE OCOOCHHOCTH CHHTE3HPOBAaHHOTO MOPOLI-
Ka OBUIM HCCJIENOBaHBl METOIOM HHU3KOTeMIlepaTypHOU
ancopbrmu—aecopoimu aszora. Ha puc. 5 mpusenena mo-
JIydeHHas M30TepMa, KOTOopas MO)KeT OBbITb OTHECeHa K TH-
ny IV no xnaccugpukammu UPAC. C ydeTom THIla H30TEpMBI
U pes3yJbTaTaM IOCTPOCHHS IOp IO pasMepaM MOXKHO
CIeJIaTh BBIBOJ O ME3OIOPHCTOM XapaKTepe CHHTE3MPOBaH-
HOro MaTepHajia. XapakTep paclpenesieHusi SIBHO yKasbl-
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Relative pressure
Puc. 5. Usorepma amcopOrmu—pecopOiuy a3oTa U pe3ysIbTaThl

MOCTPOEHHUS paclpeliesIeHus Top Mo pasMepaM, pPacCUMTaHHbIC Ha
OCHOBE JJaHHBIX 00 0O0BveMe mop mecopburm BIN.

BaeT, 4yro OoJbIIasi 4acTh IOP COCPENOTOYeHa B 00JacTh
ot 5 1o 10nm. 3HayeHUs1 yneIbHON MOBEPXHOCTU PacCUH-
THIBJINCH TIPU TIOMOIIY JIMHEHHOH (opmbl ypaBHeHHs BOT
u coctaBu 34.6 cm?/g.

AHanM3 NOJIy4eHHOU M30TEPMBI COBMECTHO C pe3ysibTa-
TaMU CKaHHUPYIOIIEH 3JIEKTPOHHOU MUKPOCKOIIUHU IIO3BOJIAET
IIPEOOJIOKUTh, YTO HAHOIOPOIIOK SBJIAETCA IEHUCTHIM
BCIIECTBOM, B MEKIIOPOBHIX MPOCTPAHCTBAX KOTOPBIX pac-
MOJIATAIOTCSl HAHOYACTHIB! (hepprTa, 4TO, B CBOIO OvYepelb,
TOJDKHO 00ECIeUMBATh MX TOCTYIHOCTb KaK IUIs KaTaJHTH-
YeCKHX, TaK U I SJIEKTPOXUMHUYECKHUX IPOLIECCOB.

3.5. MarHutHble cBOWCTBA

Marnutasie M—H-nem rucrepesnca ObUTH ITOTy9EHBI
C HCIIOJIb30BaHNEM BHOPAIIIOHHOTO MAarHUTOMETpa U Tpe-
CTaBJICHBI Ha pHuC. 6.

CorytacHO NOJTyYeHHBIM pe3y/IbTaTaM, BeJIMYMHA Hamar-
HUYEHHOCTH HachILleHus Ms, OCTaTOYHONH HaMarHW4eHHO-
cti M, u ko3puuTHBHOI critbl He coctaisiioT 20.72 emu/g,
2.87emu/g u 943 Oe, coorBercTBeHHO. Ilo cpaBHeHUIO C
YHACTHIM (pePPUTOM IIMHKA MAarHATHBIC BEJIMYMHBI HECKOJIBKO
U3MEHSIIOTCST B OOJIBIIYI0 CTOPOHY 3@ CY€T 3aMCUICHHUS
KaTHOHOB IIMHKAa Ha KaTHOHBI HHKEJ B OKTa3[pUYECKUX
U TeTPasIpUYECKuX MO3ULUAX KPUCTAJUIMYECKON PEIIEeTKU.
Taxoke Ha MarHUTHBIE CBOIICTBA OKa3bIBaeT BJIMSHUE pa3Mep
yactun ¢eppura. OmHAKO C YY4E€TOM TOro, 4YTO pasmep
9aCTHI[ CYIIECTBEHHO BHIIIE pasMepa OTHOrO JoMeHa (Iio-
psinka 11nm, mis Takoro TUma CHCTEM), CYIIECTBEHHOIO
CHIDKEHHUS KOIPLUTUBHON cuibl He Habsmopmaercsi. Taxkum
00pa3oM, CUHTE3UPOBaHHbII IOPOLIOK NPEACTaBIsgeT co0O0i
KJIACCHYECKHil aHTU(EePPOMarHuTHBIA MaTepHall, 9To Xapak-
TEPHO I CMELIAaHHBIX HUKEJIb-IIMHKOBHIX (eppuToB. Tem
He MEHee, CHIDKCHUE TeMIIepaTyphl CHHTEe3a 1 YMEHbBLICHAE
BpEMEHH TEPMUICCKOM OOpabOTKH IO3BOJIAIOT B TEOPHUHN
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Puc. 6. Marautabie M—H-metm rucrepesnca OTOXIKEHHOTO
HUKeJIb-IIMHKOBOTO (heppura coctasa Nig»Zng sFe, 04, momydeHHbIC
IpY KOMHATHOW TeMIlepaType.

0.04 Nij »Zn gFe,04
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Potential vs Ag/AgCl, V

Puc. 7. Lluximyeckass BoJbTaMIEpOrpaMMa CHHTE3HPOBAHHO-
TO0 HHUKEJIb-IIMHKOBOTO (eppura TEpMHUUYECKOTro, 00pabOTaHHOTO
mpu 550°C B Tedyenue 5 h.

INOJIYYUTb OAHOAOMEHHBIE YaCTULBI U TEM CaMbIM CylIie-
CTBEHHO HU3MEHHUTb IPHUPOAY MArHuTHOr'O IIOBEACHUA CHH-
TE3NPOBAHHOI'O MaTe€pHrasa, 4ToO ABJIACTCA JOIIOTHATEIbHBIM
MNpenMyeCTBOM Hpe)lJ'IO)KeHHOfI TEXHOJIOTHH.

3.6. dneKTpoxmmu4yeckue cBoiicTBa

DJICKTPOXUMHUYECKAE  XAPAKTEPUCTHKUA  HAHOMOPOIIKA
¢eppura Nig2Zng gFe;O4 Obmm m3ydeHsr meromom CVA
(puc. 7).

W3MmepeHusi MPOBOIWIIUCH B INEJIOYHOM 3JIEKTPOJIATE
1M KOH B gmamasone or 1700 mo 700 mV ortHOCHTED-
HO XxJIopcepeOpstHOro 3iekrpona. CKOpPOCTh CKaHMpPOBAHUS
cocraisiia 10mV/s B moreHumasbHOM OkHe —2—1.0V.

®dusunka TBepaoro tena, 2024, tom 66, Boin. 4

Inpoknit aHOmHBII MWK pacmonoxeH mpu —0.7V, Torma
kak kKaromueni — mpu —0.08 V. Ilo Bceit BummMMOCTH,
3apsii COXpaHseTCs 3a CYCT OOPATUMBIX OKHCJIMTEIIHHO-
BOCCTaHOBHUTEJIBHBIX ITPOLIECCOB Fe3t/Fe*t B asniekrpone. Ta-
KHM 00pa3oM, MOJTyYCHHBIH MOPOIIOK ABJIAETCA NEPCIECKTUB-
HBIM MaTepHaJioM ISl TIOJTyYeHHs BBICOKOA((PEKTUBHBIX Ka-
TOIHBIX MaTEPUaJIOB [JIs1 ZN-MOHHBIX CYIIEpPKOH/IEHCATOPOB.

4. 3akniouyeHune

Ilo pesynbTaTamM NPOBENEHHBIX HCCIICNOBAHUI BIICPBBIC
CHHTE3WPOBaH HAHOIOPOIIOK HHKEJIb-IIMHKOBOTO (eppuTa
coctaBa Nig2ZnggFe,04 B yciaoBusX TepMmieckoil 00-
PabOTKH PEHTTCHOAMOP(HBIX HPOIYKTOB PAaCTBOPHOIO TO-
penusa. CuHTe3 BKJIIOYQJI JABYCTAOUUHBIN Hpolecc C HC-
MI0JIb30BaHUEM IPSIMOTO METOfla PACTBOPHOI'O T'OPEHUs IpU
CYLLIECTBEHHOM HEOCTaTKe OPraHMYeCKOro TOIUIMBA JUIA
MOJTy4eHUs UCXOTHOr0 aMOp(HOro IOpOoIlIKa U ero Iocie-
IyIoIIeil TepMuIecKoil odpabotkn nmpu Temmeparype 550°C
B TeueHre 5 h. YcTaHOBIICHO, YTO P BEIOPAHHBIX YCJIOBUSIX
obpasoBanue peppura nponcxomut npu 480°C. BeiOpanHbit
TEeMIICPaTypHBI PEXUAM O00CCICUNBACT IOJTYYCHHE HaHO-
KOMIIO3UIIMI €O CpemHuM pasmepoMm okoio 20—24nm u
CTENEHBI0 KPUCTAJUTMYHOCTH mopsaaka 99%. Uccnenosanus
MarHuTHBIX U 3JIEKTPOXMMHUYECKUX CBOMCTB MOKa3ajd, YTO
CHHTE3MPOBAHHBIN QeppuT 00IamaeT THINIHON aHTH(hEppPO-
MarHUTHOW TPUPONOI MMOBENCHUS U SIBJIIETCS MEPCIICKTHB-
HBIM MaTepHajIoM JIUIs OTyYeHHsT Zn-HOHHBIX CYNepKOHICH-
CaTopoB.

BnaropgapHoctu

ABTOpBI CTaTbU BHIPAXKaIOT OJlarogapHocTh VHXUHUPHH-
rosomy neHTpy Cankr-IleTepOyprckoro rocynapcTBeHHOIO
TEXHOJIOTHYECKOro MHCTUTYTa (TeXHOIOrMYecKoro yHUBEp-
CUTeTa) 33 HOMOIIb B IPOBEIICHAH UCCIICIOBaHUsT MOpdoIto-
THA 1 CTPYKTYPBL
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