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AHHOTanMsA. METOIOM DIMIMH-HUTPATHOTO CHHTE3a MOJTYyYeHBl HAHOKPHCTAIUIBI POMOUYECKOro
oprodeppura ragommnus (0-GdFeO,) co cpenrnvmu pasMepaMu KpHCTAILTHTOB OT 1041 10 4945 1M,
MCHSIFOLIMMHECS B 3aBHCHMOCTH OT COOTHOIICHUS DIMIMHA U HATPATOB B peakunonHoii cmecu (G/N).
IToxazano, uTo cMmemeHne cooTHomeHuss G/N ot ctexuomerpuueckoro 3Haderus (0.56) B cTopoHy
n30BITKA TIIMLIHA WM HATPATOB IPUBOAUT K CHIIKECHUIO TEMIIEPATyphl B 30HE PEaKLUH U KaK CIIe/I-
CTBHE K ()OPMHUPOBAHMIO HAHOKpUCTAWIOB 0-GdFeO, ¢ MeHbImMMHU pasMepaMu ¥ 00pa30BAHUIO
PEHTreHoaMOP(HBIX NPOIYKTOB TOPEHHUS. YCTAaHOBJICHO, YTO HapsLy ¢ U3MEHEHHEM TeMIepaTypbl
TOPEHUS IIPOUCXOANT U3MEHEHUE OTHOCHTEIIBHOTO KOJIMYECTBA M COCTaBa ra3000pa3HbIX NPOLYKTOB
PEaKIHH, 4TO IPUBOIUT K (POPMHUPOBAHHIO MUKPOCTPYKTYPBI C Pa3IMYHBIMU pa3MepaMH I1op.

KiioueBrble ciioBa: OpTO(beppI/IT ragoJIMHUsA, HAHOKpHUCTAJUIbI, I‘J'II/IIII/IH—HI/ITpaTHHﬁ CHHTC3.

BBEJIEHUE

[Tosmryuenne HaHOKPHUCTAININYECKUX EPOBCKUTO-
MOAOOHBIX OPTOQEPPUTOB PEAKOIEMETBHBIX dIIEMEH-
ToB (P33), a Taxke TBepAbIX paCTBOPOB M KOMIIO3H-
IMOHHBIX MaTepHaiOB Ha WX OCHOBE, B HACTOSIIIEe
BpeMsl SIBIIIETCS OJHUM W3 HanOoliee MHTECHCHUBHO
Pa3BUBAIOIINXCSI HAIPABICHHUN HCCIEIOBAHUN HayK
o marepuanax [ 1—7]. UnaTepec kK ykazaHHOMY KJlaccy
HEOpPraHWYECKUX BEIIECTB BO MHOTOM CBSI3aH C BO3-
MOKHOCTBIO MTPAKTHYECKOTO MPUMEHEHNS TPUCYIITIX
oprodepputaM P30 mpakTHUECKH Ba)KHBIX CBOWCTB
B 00JacCTH XpaHEHUs JTaHHBIX, Ta30BBIX CEHCOPOB,
TOILIMBHEIX sTYeeK, (poTokaramm3aropos u ap. [8—13].

OnHMM M3 TUIHMYHBIX TpEACTaBUTENEH 3TOTO
KJIacca COCIMHEHHH SIBISIETCS OpTO(EPPHT raIoNuHus,
KOTOPBIM paccMaTprBaeTCsl B KA4eCTBE POAOHAYAITH-
HHKAa OJTHOUMEHHOM CTPYKTYpPHOU I'pYyHIIbl COEIUHE-
uuit GdFeO,-tumna (mpocTpancTBenHas rpynma Phnn)
[14, 15]. Hanokpucramibl opTodeppuTa ragoanHus
MPOSIBIISIIOT BBICOKYIO (DOTOKATAIMTHYECKYIO aKTHUB-
HOCTH B BUANMOU U OmkHel YO 061acTu U3 IydeHHs
[16, 17], oOnagatoT MarHUTHBIM YIIOPSI0YEHUEM
1 BBICOKOH KOApIUTHBHOU croi [18—20]. Harormo-
pouiku GdFeO, MoryT ObITh TOJTYy4EHBI C TOMOIIBIO
MeTolla coocaxaeHus [21], ruapoTepManbHOTO CUH-
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Te3a [22], 30ab-Tensb TexHoMoTuu [23] U Ipyrux Me-
TomoB [1, 24].

OpnHako CKIOHHOCTH K OBICTPOI aromMeparuu
B pacTBOpax MOIy4YaeMbIX TaKUM 00Opa3oM HaHOYA-
CTHII, KOTOpasi B IEJIOM TPUCYIIa OOJBIIMHCTBY H3-
BECTHBIX HAHOOOBEKTOB, SIBIISICTCS OJHOM M3 OCHOBHBIX
CIIOKHOCTEH Ha IyTH K UX MPAKTHIECKOMY IPUMEHE-
HUO. B mocnenHee BpeMs B 9TOM IJlaHE aKTUBHO
pa3BUBaETCs METOJ] pACTBOPHOTO TOPEHMUSI, U, B YACT-
HOCTH, TJIUIIUH-HUTPATHBIA CUHTE3, KOTOPHIHM MO3BO-
JISIT TOJTyYaTh OKCHJIHBIC BEIlleCTBa B (pOpME TOPH-
CTBIX TICHOOOPA3HBIX KOMIIO3UIIUH, KOTOPBIC B CHILY
CBOEH MUKPOCTPYKTYPBI JTUIIEHBI HEAOCTATKOB H30-
METPHUYECKUX IMTOPOIIKOOOPa3HBIX HAHOYACTHUI[. DTOT
METOJl Y€ yCHENIHO MPUMEHEH Ha MpPaKTHKE MpHU
CHUHTE3¢ HAHOKPUCTAJLIOB OPTO(EPPUTOB Pa3ITUIHBIX
PEIKO3EMENbHBIX AIEMEHTOB [25—29], B ToM umcie
1 GdFeO, [30]. OnHako 10 CUX MOp OCTAeTCsA HEU3-
YYEHHBIM BJIMSHUE COCTaBa MCXOIHOMN PEeaKIMOHHON
CMecCH Ha Tporecc GOPMHUPOBAHNS HAHOKPHCTAIUIOB
GdFeO,, ux pasmMep ¥ MUKPOCTPYKTYPY TOTydaeMoi
KOMITO3UIIMH. B 3T0ii CcBsI3M 0COOBI MHTEpeC mpej-
CTaBJISCT BIUSHUE UCXOIHBIX YCIOBUN CUHTE3a U CO-
CTaBa pearcHTOB Ha HAIIPABJICHUE U XapakTep (PU3UKO-
XUMHUECKHX MPOLIECCOB, COMPOBOXKIAIONIUX HOPMHU-
pOBaHNE HAHOKPHCTAIIIOB OpTO(heppUTa TaOTNHHIS.
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B nanHoli pabote uccieoBanbl 0COOEHHOCTH (POPMU-
POBaHMsI HAHOKPUCTAJUTHYECKOTO OpTOdeppuTa rago-
JIMHUS B YCIIOBHSIX CAMOPACHPOCTPAHSIONICHCS BOJIHBI
DIULIUAH-HATPATHOTO TOPEHHUS U YCTAHOBJICHBI OCHOB-
HbBIC 3aKOHOMEPHOCTHU MPOTEKAHMUS ITOrO MpoIiecca.

SKCHEPUMEHTAJIBHAS YACTb

Komnosunuu Ha OCHOBE HAHOKPUCTAIUIOB OPTO-
(depputa rafoauHUs ObLIH MONTYYEHBI METOIOM TITH-
IMH-HATPATHOTO TOpeHus. B kadecTBe NCXOMHBIX pe-
areHTOB OBLIM HCITONB30BaHbI HUTpaThI kemnes3a (I11)
uragomaus —Fe(NO,),-9H,0 (x. «.)uGd(NO,),-6H,0
(. v.) — KOTOpBIC OBLIH B3SITHI B CTEXHOMETPHUICCKOM
coorHomenuu, u ruiuH — H NCH,COOH (x. u.) —
KOJIMYECTBO KOTOPOTO MO OTHOUICHHIO K HUTpaTam
METaJIJIOB BapbUPOBAIOCH B IMana3one napamerpa G/N
ot 0.2 o 1.2. 3nauenne nmapamerpa G/N onpenensinock
o popmye:

..
G/N=——-

+ "
n.m; n,w)_;

rae — KOJIN4YECTBO MOJIEH INIMIIMHA; — KO-
JIMYECTBO MOJIEH HUTpPAT-IPYII U3 HUTpaTa xejes3a
(11D); — KOJINYECTBO MOJEH HUTpaT-rpyIIl U3
HUTpaTa rafoJuHUsL.

B3sTbie B BBIOpAaHHOM COOTHOIIEHWH HCXOTHBIE
peareHThl PacTBOPSIINCH B AUCTHILTUPOBAHHON BOjIE
IIPU NHTEHCUBHOM II€PEMEIINBAaHUU. 3aT€M 10Ty YEH-
HBIH paCTBOP HArpeBajics 0 KUIIEHUs], COITPOBOXKAAI0-
LIErOcsl aKTUBHBIM HcnapeHueM Bojbl. [locie ynase-
HUSI OCHOBHOM YacTH PacTBOPUTENST 00pa30BbIBAJICS
reseoOpa3HbIid MPOAYKT, KOTOPBIH 3aT€M CaMOBOCILIA-
MEHSJICA U cropajl ¢ 00pa3oBaHUEM KOPUYHEBOIO
BBICOKOIIOPUCTOI'O BELIECTBA. YPABHEHHE MIPOTEKAIO-
LIel Ipyu 3TOM PEeaKLK1 MOXKHO IPEICTaBUTb CIEIYIO-
MM 00pa3oM:

3Gd(NO,), + 3Fe(NO,), + 10C,H,NO, =
=3GdFeO, + 14N, +20C0, + 25H,0

CoracHo npecTaBIeHHOMY YPAaBHEHHIO CTEXHO-
METPHUYECKOMY ITPOTEKAHHIO PEAKIIMH COOTBETCTBYET
cootHotmrenue G/N = 0.56.

DeMeHTHBIN cocTaB 00pa3IoB OMpPeAesIICs Me-
TOJIOM SHEPTOAUCIIEPCHOHHON PEHTTeHO(ITyOpeCIIeHT-
Hoii criekrpockornuu (Shimadzu EDX-8000).

KagecTBeHHBI 1 KOMMYECTBEHHBIN peHTTeHOda-
30BBIH COCTaB 00PA3LI0B OIPEACIISIICS METOOM PEHT-
TeHOBCKOW audpakromerpun (Shimadzu XRD-7000)
C UCTIONIb30BaHUEM MOPOIIKOBOH 0a3bl JanHbIX [CDD
PDF-2 u metona Putsensna. Cpeauuii pasmep KpH-
CTANUTOB (00yacTel KOTepPEeHTHOTO pacCesiHUs)
OIIpENENSIICS HA OCHOBAaHWH YIINPEHHS JIMHUHA PEHT-
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TCHOBCKOHM JU(PAKIMK C UCIIOIb30BAHUEM MOAH(H-
npoBanHoi hopmynsl [lleppepa:
k-A
(B,- ﬁi)-cos(ﬂ) '

rae D — cpemHuii pasMep KPUCTALTUTOB; K— (aktop
(hOpMBI KPUCTAJUTUTOB; A — JYTMHA BOJIHBI PEHTTCHOB-
CKOTO H3JTy4€HHS; 3, — IKCIIEPUMEHTAJILHOE yIIHpe-
HUE JIMHUH PEHTIEHOBCKOM IM(pakiuu; 5, — UHCTPY-
MEHTaJbHOE YIIUPEHHE IMHUN PEHTTEHOBCKOW JH-
¢bpaxmym, § — yron bparra.

MHUKpPOCTPYKTYypa MOAYYSHHBIX KOMIO3UIIUN
OTpeIeNsIach ¢ MOMOIIBIO CKAaHUPYIOIEH IEeKTPOH-
Ho# mukpockomuu (FEI Quanta 200).

KauecTBeHHBII XUMHUYECKUI COCTAB MOJTYYEHHBIX
00pasIoB 1 HATMYME COPOUPOBAHHBIX HA TIOBEPXHOCTH
BelecTB onpenensuiuck Meronom UK dypoe-crek-
tpockonuu (@CM-12(2), npoBOAUMON B PEKHUME
MOTJIOIIECHHUSL.

D

PE3YJIBTATBI U UX OBCYXKJIEHUE

[TonydenHble KOMITIO3UIINH, COTIIACHO JAHHBIM
AJIEMEHTHOTO aHaju3a, B Mpejesiax MOTPEenTHOCTH
WCIIOJIb30BAHHOI'O METOAA COOTBETCTBYIOT 3aJI0KEH-
HOMYy TI0 cuHTe3y cootHomenuto Gd,O, u Fe,O,,
paBHOMY 50:50 % wmonbH. (Tabu. 1). I[Ipu 3ToM mx
(azoBelit coctaB (puc. 1) MEHsIETCS C U3MEHECHUEM
cootHomenns G/N B ucxomHoM pactope. [lpu cyre-
CTBEHHOM M30BITKE HUTPATOB B PEAKIIMOHHOW CMecH
(G/N = 0.2) 110 OTHOLICHUIO K CTEXUOMETPUIECKOMY
COCTaBY MPOUCXOIUT POPMHUPOBAHUE PEHTTEHOAMOP -
Horo nponykra. [Ipu yBennuenun cootHomenus: G/N
Ha nudpakTorpaMmax GUKCUPYIOTCS PEHTTCHOBCKHUE
pedIIeKChI, OTBEJAIOITIE POMONIECKOMY OpTOdeppHr-
Ty ragonunus 0-GdFeO, (JCPDS # 47-0067),

Tadauna 1. XuMudeckuii COCTaB MPOIYKTOB
IIAIH-HATPATHOTO TOPEHUS

XHUMUYECKHM COCTaB
G/N (Gd,0,:Fe,0,), % mon.
10 aHaIU3y 110 CUHTE3Y

0.2 51.2:48.8

0.4 50.7:49.3

0.56 49.7:50.3

50:50

0.8 51.0:49.0

1.0 50.4:49.6

1.2 50.7:49.3
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Puc. 1. PertrenoBckue AuhpakTorpaMMbl MPOYKTOB TIHIIUH-HUTPATHOTO TOPEHHSI, TOJYYCHHBIX MPH PA3TUIHOM COOT-
nomenuu G/N

WHTEHCHBHOCTD U YIIUPEHUE KOTOPBIX 3aMETHO MEHSI-
FOTCS TIpH M3MEHeHuu cootHoleHusi G/N ot 0.4 1o
1.0. B obnacTu CymecTBEHHOTO M30BITKA TIIHIMHA
(G/N = 1.2) IpomyKTOM TOPEHHUS SIBISETCS TPAKTHYE-
CKU peHTTeHoaMop(HAas KOMIIO3UIIUS, B KOTOPOH
HPUCYTCTBYET ClIe10BO€e KomuuecTBo 0-GdFeO.,.
3HaueHUsl CPEIHUX Pa3MEpPOB KPHCTAJUIMTOB,
OIpe/ieNIeHHbIC Ha OCHOBAHMH YITMPEHUSI IMHUI PEHT-
TeHOBCKOW AM(pakiuu opToQeppuTa TaloNHHHUS,
B 3aBUCHMOCTH OT cooTHOIIeHHsI G/N TIpuUBEACHBI Ha
puc. 2. CorntacHO 3TUM JIaHHBIM 3aBICUMOCTB CPETHUX
pasmepoB kpuctaumros 0-GdFeO, ot cooTHOMmIEHUS
[JIMIMHA U HUTPATOB MCXOAHOM CMECH MMEET SIPKO
BBIpQKEHHBI MAaKCHMYM B 00JIaCTH CTEXHOMETpHUYe-
ckoro cootHouieHust G/N = 0.56. Kak Obuto paHee
TTOKa3aHo B pabote [26] momoOHbIH X0/ 3aBUCHMOCTH
CBSI3aH C XapaKTepPOM N3MEHEHUS TeMIIepaTyphl rope-
HUS TJIMIHH-HUTPATHOH CMECH, MAKCHMYM KOTOPOU
TaKOKe MMPUXOAUTCS HA CTEXMOMETPUIECKOE COOTHOLIIE-
Hue G/N. CHIKeHHE TeMIepaTrypbl TOpeHHs IPH Tepe-
X0JIe B 001aCTh U30bITKA VIMIIMHA WM HUTPATOB MPHU-
BOJIUT K 3aKOHOMEPHOMY CHIYKEHHIO CPEIHET0 pa3Mepa
HaHOKPHCTAUTUTOB (POpPMHUPYIOLUXCS opTodheppuTa
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ragonunus. Ilpn nOCTHKEHUU KpallHUX 3HAYCHUU
TIHIAH-HATpaTHOTO cooTHomeHnus (G/N = 0.2
u G/N = 1.2) B pe3ynbpTare TOpeHUs IPOUCXOTUT (op-
MHUPOBaHHUE [IPEUMYLIECTBEHHO PEHTTEHOAMOP(QHBIX
HPOJIYKTOB.

Hecmotpst Ha ogHO(A3HBIA COCTAB MOTYyYEHHBIX
KOMITO3UIIMIA TI0 JIAHHBIM PEHTIEHOBCKOU Ar(paKTo-
METpPHH, Ha UX MTOBEPXHOCTH U B 00bEME COIEPIKUTCS
3aMETHOE KOJIMUYECTBO IIPUMECHBIX BEIECTB — pe-
3yJbTaTa B3auMOAEHCTBUA Ia3000pa3HBIX U TBEPIO-
(ha3HBIX IPOTYKTOB FOPEHHUS, O YEM CBUJICTEIbCTBYIOT
pesynbsTatel @ypre MK cnekrpockonuu (puc. 3,
Tab. 2). CormmacHo MOMyYeHHBIM JaHHBIM OCHOBHOM
NPOIYKT CHHTE3a — OPTO(EpPUT TaA0IMHHIS — TIPH-
CYTCTBYET BO BCEX IOJIY4YEHHBIX 00pa3Lax 3a UCKIIIO-
yenreMm G/N = (.2, Ha YTO yKa3bIBaET HATHMYHUE TTOJIO-
ChI TIOIJIOLIEHHSI ¢ MAKCUMYMOM TIpu 556 cM ', oTBe-
yarotei nedopMaiioHHOMy KojiebaHuto cBs3u Fe-O
B kucnoponanom okraspe [FeO,] opropeppura. On-
Hako nomumo 0-GdFeO, B mony4enHbix 0Opasuax
TaK)Ke IPUCYTCTBYET P/l IPUMECHBIX BEIIECTB, KOTO-
pble MOXKHO pa3fesIuTh Ha TPU TPYMIIbI, CONIACHO
NPUPOJIE UX IPOUCXOKACHUS:
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1. nenpopeazuposasuiue peazernmvl — ABE OCHOB-
HBIC TOJIOCHI MOTJIONMICHUSI C MaKCUMyMaMu Tipu 834
u 1386 cM™', oTBeUaroIe COOTBETCTBEHHO CUMME-
TPUYHBIM J1e()OPMALIIOHHBIM M BaJECHTHBIM KojeOa-
nusm ceaszeit N-O B murpar rpymne (3, u v,), CBujie-
TENILCTBYIOT O HaJIMUUK B 0Opasuax ¢ G/N = 0.2—0.4
n 1.0—1.2 HenpopearnpoBaBIINX HUTPATOB;

2. eazoobpasnule sewjecmed, copouposasuitecs Ha
nOGepXHOCIMU NPOOYKMOG 20peHisl — HAINUNE XapakK-
TEPHBIX IUPOKUX U HHTCHCUBHBIX I10JIOC HOMJIOLICHUS
¢ makcumymamu mipu 1619 (8) u 3430 em' (v, v
CBHUJIETENILCTBYET O HAJMYMH BO BCEX 0Opaslax cop-
OuposanHbIX Monekya H,O, a 1monocel nomomeHus

60

50

npu 2054 1 2200 cM ! yKa3hIBAIOT HA Pe3yJIbTaT COpO-
1uu Mostekys CO TBep1o(a3sHBIMU POTYKTaMHU rope-
HUA B Cly4asx W30BITKA TIHIIMHA B PEAKIIMOHHON
cmecu (G/N =1.0—1.2);

3. IPOOYKMbI XUMUUECKO20 83AUMOOCUCIEUs 2a-
3000pA3HLIX U MEEPOOPAZHBIX NPOOYKMOB OPEHUSL —
P TIOJIOC TIOTYIONIEHUSI ¢ MaKCUMyMaMu Tipu 994—
1122,1410—1416 1 1489—1579 cM ! cOOTBETCTBYIOT
BaJICHTHBIM CUMMETPUYHBIM U aCHMMETPHYHBIM KO-
nebanuam cpsaseit C-O B kapOonar-rpynmnax COZ,
pasaMyHas KOOPAWHAIMS KOTOPhIX K KarnoHam Gd**
u Fe’ npuBOAUT K paclieIUICHUIO YKa3aHHBIX MOJIOC
MOVIOIIEHHS.

RN

0.2 0.4 0.6

0.8 1.0 1.2
GIN

Puc. 2. Cpennue pazmepsr kpuctammros 0-GdFeO, B 3aBucnMocTn ot cooTHomenus G/N B peakIIMOHHOK CMeCH

[TomMuMO yKa3aHHBIX OCHOBHBIX MOJIOC TIPAKTHYE-
cku Ha Bcex MK criekTpax mpucyTCTBYIOT MaJOMHTEH-
CHBHBIC TOJIOCHI Mmoriomenus npu 2346—2365
n 2856—2928 cM™!, oTBeyaromye KouebaHusIM CBI3U
C-O B yrmekucnom rase Bosayxa (CO,), mosnenue
KOTOPOT'0 Ha CHIEKTPax CBSA3aHO C IPOBEICHUEM ChEM-
KH CIIEKTPOB B BO3AYIIHOW atMocdepe.

Takum 06pazoM yCTaHOBJIEHO, YTO TIOMHMO OCHOB-
HOTO mporiecca — (GOPMHUPOBAHKS OPTOPEPPHUTA TaT0-
JIUHAS — B XOJIe TIMIIMH-HATPATHOTO CHHTE3a TaKkKe
MIPOTEKAIT (PU3UKO-XMMUYECKHE MPOIECCHI, CBSI3aH-
HBIE C B3aUMOJICHCTBHEM I'a3000pa3HbIX U TBepAohas-

KOHJEHCHUPOBAHHBIE CPE/Ibl 1 MEX®A3HBIE 'PAHUILBI, Tom 18, Ne 3, 2016

HBIX POLYKTOB ropeHus. [Ipuuem HanGosbIIee Kou-
YeCTBO MPUMECHBIX BENIECTB HAOIIONACTCS B CIIyJasiX
CYIIECTBEHHOTO OTKJIOHEHHs cOOTHOMECHUSI G/N OT
CTEXHOMETPHIECCKOTO 3HAaYCHMUS. Tak B 007acTH N30BIT-
ka munuHa (G/N = 1.0—1.2) B o0pasuax npucyTCTBy-
€T 3HAYUTENILHOE KOJINYECTBO COPOUPOBAHHOMN BOABI,
MOHOOKCH/Ia YIJIEpo/ia U MPOLYKTOB KapOOHATH3ALUH
okcuoB ragonunus U kenesa (I1I). B To Bpems kax
U1t obnmacTr n30bITKa HUTparoB (G/N = 0.2—0.4) xa-
PaKTepHO HAJIMYHE 3HAYUTEIHHOTO KOINYeCTBa HETPO-
pearupoBaBIIMX HUTPATOB, COPOMPOBAHHOM Ha MTOBEPX-
HOCTH 00pa310B BOJBI U MTPOAYKTOB KapOOHATH3ALINH.
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Puc. 3. UK ciekTpsl IpOAyKTOB IIHIMH-HATPATHOTO TOPEHUS, TOTYICHHBIX IIPH Pa3InIHOM COOTHOIIeHNH G/N
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Taoauna 2. Ocuosuele nojockl MK criekrpos 00pa3iios

BomHoBoE umCIHO0, CM ! OmnucaHue MoJoCkl OtHeceHne BemectBo
3430 br, s v(H,0), v, (H,0)
copbuposannas H,O
1619 br, m 8(H,0)
2856—2928
23462365 w v,(CO,) CO, u3 armocheps
2200 br, m v(CO) .
copOHUpOBaHHKII Ha
nosepxuoctu CO
2054 w v(CO)
1489—1579 br, m v,(COY) pacm.
1410—1416 b 5 KoopauHHpoBaHHbIe K Gd**
- LS vi(COT) u Fe** kapGonar-
pOOHAT-TPYIIIIBI
994—1122 br, w v(CO?) pacm.
1386 sh, s v(NO,)
HeMpopearupoBaBIIHe
HHUTPAT-TPYIIIIBI
834 br, m 3,(NO,)
556 br, s v(FeO) oprodeppHT raIoIHHUSL
6 GdFeO,

OnHaKo COCTaB M KOJUYECTBO OOPa3yIOIINXCS
B XOJI€ IIMIIMH-HUTPATHOTO TOPEHHUS Ta30B BIIUSCT HE
TOJIBKO Ha XUMUYECKUI COCTAB MPOILYKTOB 3TOT'O MPO-
1ecca, Ho TakyKe OKa3bIBaeT BIHMSIHAE U HA KX MUKPO-
cTpykTypy. Ha puc. 4 npuseensl Mukpogororpapuu
MPOIYKTOB TIIUIIMH-HUTPATHOTO CHHTE3a OPTO(eppH-
Ta raJoOJIMHUsL, IPOBEIICHHOTO ITpU cooTHOWEeHuU G/N
pastom 0.2 (puc. 4a), 0.56 (puc. 46) u 1.2 (puc. 4s).
CoracHo IMMOJIY4YCHHBIM JaHHBIM HE3aBUCHUMO OT CO-
otHotieHust G/N morydeHHbIe 00pa3iibl KMEIOT TOPHU-
CTYIO TIEHOOOpa3HyI0 MHUKPOCTPYKTypy. OmHaKo 1o-
PHCTOCTh MOJYYCHHBIX 00PA3I0B CHUKACTCS B PSIY
sHaueHnit G/N 0.2 — 1.2 — (.56, kak 3To clieayeT u3
JaHHbIX puc. 4. Takum 00pa3oM HavMEHbILIEH MOpPU-
CTOCThI0 00J1azaeT oOpasell, MOJyUYCHHBIH PU HAN0O-
Jiee BBICOKOW TeMIleparype TOpeHHUs W ¢ Hambolee
BBICOKUMH 3HAYCHUSIMH CPEITHUX Pa3MEPOB HAHOKPH-
cramios GdFeO,. Ilpu 3TOM GonbIIas MOPUCTOCTH
00pasIoB, MONYYEHHBIX MPH M30BITKE TIUIUHA WIIN
HUTPATOB, MO-BUIUMOMY, CBSI3aHA C YBEIUYCHUEM
Y/ICJIBHOTO KOJTMYECTBA BBIICISIOINXCS Fa3000pa3HbIX
MIPOJYKTOB FTOPEHHSI 110 OTHOIIICHHUIO K TBEPAO(Da3HOMY
MPOIYKTY.

6)

Puc. 4. Pe3ynasraTsl CKaHUPYIOIIEH 3TEKTPOHHONW MHKpO-
CKOMHU 00pa3loB, MOIYyUEHHBIX MIPU Pa3INYHOM COOTHO-
menun G/N:

a—G/N=02;6—G/N=056;6—G/N=12
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3AK/IIOYEHUE

B pesynbrare npojenanHoN paboThl ObLIA TIOKA-
3aHa MPUHIHIHATbHAS BO3MOXKHOCTh MOITYUYCHHUS
HaHOKPHUCTAIOB pOMOHYECKOTO opTodeppuTa ramgo-
JIMHUSL CO CPETHUMH pa3MepaMi, W3MEHSIOIIUMUCS
B IIMPOKOM Juamna3oHe 3HaueHuil — ot 10+1 nmo
49+5 HM — B 3aBHCHMOCTH OT YCIIOBUH CHHTE3a.
YcTaHOBIIEHO, YTO 00pa3oBaHWE HAHOKPUCTAIIOB
0-GdFeO, ¢ MmakcuMabHBIMK Pa3MepamMu KpUCTATLIH-
TOB MPOUCXOIUT MPH 3HaUeHUAX G/N, ONIU3KUX K CTe-
xuomeTpudeckomy. [lokazaHo, uTo Ha mporecc Gop-
MHUPOBaHHs HAHOKPUCTAJUIOB OPTO(EppUTA I'a0TMHUS
ompenersonee BIUsSHUE OKa3blBaeT COOTHOLICHHE
[JIMIIMHA U HUTPATOB B McxonHo# cMecu (G/N). B 3a-
BHCHMOCTH OT yKa3aHHOTO cooTHOIIeHus: G/N mapai-
JIENBbHO ¢ 00pasoBanneM HaHOKpucTauios 0-GdFeO,
MIPOUCXOMAT CaTeIUTUTHBIE TIPOIECCHI COPOITHH BOMISI-
HOTO Mapa ¥ MOHOOKCHJIA YITIEPO/Ia, a TAKKe XUMHUYe-
CKO€ B3aMMOZICHCTBHE YITIEKUCIIOTO Ta3a ¢ TBepAodas-
HBIMH ITPOIyKTamu ropenus. [lenooOpasHas mopucrast
MHUKPOCTPYKTYpa MOIYYSHHBIX 00pa3IoB TaKKe KOp-
PEIAUPYET C COCTABOM UCXOHOM peaKlMOHHONW CMECH
Y KaK CIIEICTBUE C KOJIMYECTBOM U XUMHUYECKUM CO-
CTaBOM ra3000pa3HbIX MPOIYKTOB INIMLUH-HATPATHO-
IO TOpPEHUsL.

Paboma svinonnena npu punancosoti nooodepoicke
Poccutickoeo ¢onoa ghynoamenmanvHuix ucciedosa-
Huti (npoexm Ne 16-33-00345)
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GLYCINE-NITRATE COMBUSTION SYNTHESIS
OF GdFeO, NANOCRYSTALS
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Abstract. Direct solution combustion synthesis of oxide nanoparticles has been of great interest in
recent years because of its rapidity, simplicity and cost effectiveness. Nanoparticles obtained by
mentioned method, as a rule, possess comparatively narrow size distribution and high surface area,
which provides the possibility for its industrial and technical use. Investigation of orthoferrites of
rare-earth elements is one of the most intensively developing directions of materials science. Gado-
linium orthoferrite nanocrystals show high photocatalytic activity in visible and near UV area, possess
magnetic order and high coercive force. However, there is a lack of data on influence of initial reac-
tionary mixture on formation process of GdFeO, nanocrystals, as well as size and microstructure of
the produced composition.

Therefore, the data investigation aims at studying of the formation processes of nanosized per-
ovskite-like GdFeO, oxide under direct solution combustion synthesis.

GdFeO, nanocrystals have been synthesized by glycine—nitrate combustion method. As starting
materials Fe(NO,),-9H,0, Gd(NO,),-6H,0 of stoichiometric amounts and H,NCH,COOH which
quantity in relation to nitrates of metals varied in the range of G/N parameter from 0.2 to 1.2 are used.
The phase composition and sequence of phase transformations of GdFeO, are characterized by pow-
der X-ray diffraction (PXRD) using Shimadzu XRD-7000 with monochromatic CuKa radiation
(L=1.54186 A). Crystallite sizes of the obtained powders are calculated by the X-ray line broaden-
ing technique based on Scherer’s formula. The elemental composition and the composition of sepa-
rate phases are analyzed by means of scanning electron microscopy (SEM) using Quanta 200, coupled
with EDAX microprobe analyzer. The IR spectroscopic investigations of samples are carried out on
FSM-1202 Fourier-transform spectrometer in the optical range 400—4000 cm™.

As a result of the data research the principal possibility of synthesis of orthorhombic GdFeO, nano-
crystals with the average sizes in the wide range of values from 10£1 to 49+5 nm, depending on
synthesis conditions, is shown. In addition to a basic reaction, mainly, orthorhombic GdFeO, forma-
tion, during glycine-nitrate synthesis the physical and chemical processes connected with interaction
of gaseous and solid-phase combustion product are also taken place. The greatest number of impu-
rity substances is observed in cases of an essential deviation of G/N ratio from stoichiometric value.
The composition and quantity of formed during glycine-nitrate combustion gases influence on the
obtained powders microstructure. It is shown that porosity of the received samples decreases as G/N
values are changed 0.2 — 1.2 — 0.56.

Keywords: yttrium orthoferrite, nanocrystals, glycine-nitrate synthesis.
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