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AHHOTaNMA

IIpeamer ucciaenoanus. VcciaenoBansl npoLeccs NOMyUeHHs YABTPAAUCIEPCHOrO, TOMOreHHoro nopomka Sty Nd Fp.,
(x=0,003-0,2) ¢ ucromp30BaHNEM B KauecTBe (hTOPUPYIOIIETO areHTa (hTopuaa aMMOHHUS, B3STOro ¢ u30eitkoM 114-120%
oT ctexuomeTpun. MeTojl. B kauecTBe NCXOOHBIX BENIECTB HCIIOIB30BATH HATPAT CTPOHINS, IIECTHBOAHBIN HUTPAT HEOAUMA
C coziepKaHHEM OCHOBHOTO BemiecTBa 99,99%, a taike (GTOpHI aMMOHHS. AKTHBHPOBaHHBIE IOPOIIKK (ropuma CTpOHIUSL
TIOJTyYalll METOIOM OCaXJICHHEM M3 BOIHBIX PacTBOPOB C MPOMBIBAHHEM OCAajaKa pacTBOpOM (hTopuga aMMOHUS, B3SITOTO C
n30bITKOM 114-120% ot crexuomerpuu. OTMBITBIH 0Ca0K LEHTPU(YTUPOBAIH B TeUEHHE 5—7 MHH, BBHICYLIIMBAJIM Ha BO3IY-
xe mpu 30-35 °C. Tepmuueckyto 06pabOTKy BBICYIICHHOTO 0CajKa MPOBOIWIM B JIBE CTAJWU: MEPBYIO — MPU TEMIEpaType
200-250 °C B teuenue 0,5-1 u, Bropyto — mpu 550-600 °C B Teuenue 2—3 4. PeHTreHO(ha30BbIi aHAN3 CHHTE3UPOBAHHBIX
00pasioB ocymiecTBisUics Ha audpakromerpe Bruker D8 Advance, msinyuenne ACu Ko. Ouenka pa3mepoB 1 pOpMbI HacTHUI]
aKTHBUPOBAHHOTO (hTOpHIA CTPOHLIUS OCYIIECTBIIIACH C HCIIOIb30BaHIEM IEKTpOHHOTO MuKpockoma Carl Zeiss NVision 40.
Cozepkanne HEOQUMa B AKTHBHPOBAaHHBIX IIOPOINKaxX (TOPHAA CTPOHIUS ONPENETIOCh METOAOM CIIEKTPAIbHO-
SMHCCHOHHOTO aHanu3a Ha npubope LEA-S500. Xumuueckuii ananus Ha onpejiesienne copepxkanus nona ammonus (NH, ) B
MOTyYeHHBIX 00pa3nax mpoBoamny MeronoM Keenpmams. PacueTsl mapaMeTpoB pemeTky, pa3MepoB obnacTelt KOrepeHTHOTO
paccesHHsS M BEIMYUHBI MUKpoxedopManuii IpOBOAWINCE ¢ UcIonb3oBaHueM nporpaMMsel TOPAS. OcHoBHBIE pe3ybTa-
ThI. [Iporiecc momydeHus yapTpagucepcHoro, romoreHuoro mopoika SriNd,F,., (x=0,003-0,2) ¢ ucnomns3oBaHreM B
KaueCcTBe (PTOPUPYIONIETO arcHTa (GTopuaa aMMOHHS, B3ATOro ¢ u30bITkoM 114—120% oT crexuomeTpuu, 0OeCIeunBaeT mo-
mydenue TBepaoro pactsopa Sri_. ,Nd(NHy),F,.,., kybudeckoil GpmoopuToBoit CTpyKTyphl. YCTaHOBIEHO, YTO MOP(OIOTHs
U pazMep 00pasyIoIIerocs: MpoAyKTa 3aBUCAT OT BENUYUHBI U30bITKA (TOpHAa aMMoHus. IIpy BappupOBaHUM BEIUUHHBI U3-
obiTka (ropuna ammonus ot 114 go 120% BbIsIBIEHO M3MEHEHHE MOP(OIOTHUH YaCTHUIl — OT HAHO- U MUKPOKYOOB IO TIIa-
cTuHYaToi (opMel. Pasmep gacTuI] 3HAUNTEIFHO YMEHBIIANICS C yBEIHUeHNEM U30BITKA (Topraa aMMoHus oT 114 mo 120%.
Tocne TepM0O0OPaOOTKH IMOIYYEHHBIX IOPOIIKOB IIPOMCXOAMIO YKPYITHEHHE YAaCTHIl KyON4ecKoH MOp(OJIOTHI 0 pa3Mepa
50-350 amM 6e3 m3MeHeHHs1 uX (opMbl. YacTHIbl TIaCTUHYATOW (GOpPMBI MMOCIE TEPMOOOPAOOTKH MPHOOPETAIN OKPYTIYIO
¢dbopmy pasmepom 50-200 am. [IpakTHUeckas 3HAYUMOCTD. [1oTydeHHbBIC IMUXTHI PU U30bITKE (TOpuaa ammonus 114% u
120% nepcrneKkTUBHBI I UCIONB30BAHUS B TEXHOJIOTUH MOTYy4EHHs KepaMUKHU METOJO0M IOpsSYEro peccoBaHMUs.
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Abstract

Subject of Study. The paper deals with preparation processes of ultradisperse, homogeneous powder Sr;_Nd,F,., (x= 0.003-
0.2), with use of ammonium fluoride as the fluorinating agent taken over 114-120 % from stoichiometry. Method. Nitrate of
strontium, neodymium nitrate hexahydrate, with the content equal to 99. 99 % of the basic substance and ammonium fluoride
were used as the source of substances. Activated powders of strontium fluoride were obtained by the method of deposition
from aqueous solutions by washing the precipitate with a solution of ammonium fluoride, taken over 114 - 120% from
stoichiometry. The washed precipitate was centrifuged for 5-7 min, dried in the air at 30-35° C. Heat treatment of the dried
precipitate was carried out in two stages: the first stage at the temperature of 200- 250° C for 0.5-1 hour, the second one at
550- 600° C for 2-3 hours. X-ray analysis of the synthesized samples was carried out on a Bruker D8 Advance
diffractometer, radiation ACu Ka.. The size and shape measuring of the particles of activated strontium fluoride was carried
out by means of electron microscope Carl Zeiss NVision 40. The content of neodymium in activated powders of strontium
fluoride was determined by the method of spectral emission analysis on the device LEA - S500. Chemical analysis for
determination of ammonium ion (NH,") content in the obtained samples was performed by the method of Kjeldahl.
Calculations of lattice parameters, size of coherent scattering regions and the values of micro-deformations were carried out
by TOPAS program. Main Results. Preparation processes of ultradisperse, homogeneous powder Sr; Nd,F,. (x= 0.003-
0.2), with use of ammonium fluoride as the fluorinating agent taken over 114-120 % from stoichiometry, provides obtaining
the firm solution Sry_,,Nd(NH,),F,,., of the cubic fluorite structure. It has been found out that the morphology and size of
the resulting product depend on the quantity of excess ammonium fluoride. The changes in the morphology of the particles
from nano — and microcubes to a plate shape were made clear by varying the quantity of excess ammonium fluoride from
114% to 120%. The particle size significantly decreased with increasing excess of ammonium fluoride from 114% to 120%.
After heat treatment of the obtained powders agglomeration of cubic morphology particles to a size equal to 50-350 nm
without changing their shape occurred. The plate-like particles have got a rounded shape after heat treatment with size
between 50 and 200 nm. Practical Relevance. Obtained mixtures with ammonium fluoride excess over 114 % and 120 % are
promising for use in the technology of ceramics by hot pressing.
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BBenenue

B nocnename ronsl HabmOmaeTcs YKCIIOHEHITNATBHAS JHHAMUKA POCTa KOJMUYECTBA ITyOIUKaINT, ITOCBSI-
MICHHBIX CHHTE3y HEOPTaHMYECKUX (PTOPUIOB B HAHOKPHUCTAIIMYECKOM COCTOSHUH, YTO CBHICTEIHCTBYET O 3HA-
YUTETHHOM MHTEpEce K JaHHBIM BemecTBaM [1]. DTo CBsI3aHO ¢ X YHUKANBHBIMA (PH3UKO-XUMHUICCKIMH CBOH-
CTBaMH |, BCJIEJCTBUE ITOTO, C TAKMMH 00IACTAMU MX NMPUMEHEHUs, KaK CIMHTHILIATOPHI [2], 3D-aucmnen [3],
HMCTOYHHKH Oeroro cBeTa [4], kaTanu3aropsl [5], na3zepHas HaHOKepaMuKa [6] u meaumuHa [7, 8].

Ha monokpucramnax ¢ropuna crponmus (StF,), akruBupoBanHsix HeogumoM (Nd), momydena nazepHas
reHepanus, 4To MO3BOJIMJIO UCIIOJB30BaATh UX HJId CO3JaHHA aKTUBHBIX 3JICMCHTOB JIa3€pOB C HHOHHOﬂ HaKayKoM
[9-13]. Koaddunment pactnpenenenus (ky) Nd npu kpucTau3auu paciuiaBa paseH 1,74 U CyIIECTBEHHO OT-
JIMYaeTcsl OT eIMHUIIBI, YTO IPUBOAUT K HEOTHOPOAHOMY pactpenenennto Nd nmo o0beMy KpucTalia U rnorepe
ycroiunBocTH (hpoHTa KpucTammsanun [14, 15].

AnbpTepHaTHBOM KpUCTAJIaM SIBJISIETCS JIa3epHas KepaMuKa, reHepauroHHble [16] nu mexanuueckue [17]
XapaKTEpPUCTUKH KOTOPOM JIydllle, YeM y MOHOKpHCTa/UIOB. JlaHHBIe 00pa3ipl GTOpHIHOM JTa3epHON KepaMUKH
OBUTH TTONMYYEHBI METOIOM TOpsSdero (OpMOBaHHUS MOHOKPHCTAILIOB. JlasepHas KepamMHKa IperodTHTEIhHEe
KPHUCTAJUIOB Oaronaps €e BEICOKOH CTEIIEHH ONTHYECKON OJHOPOIHOCTH, OOYCIOBICHHON TOMOTEHHBIM pacipe-
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JICTICHUEM aKTHBATOpa, MOCKONbKY B kpuctamiax Sr; Nd,F,., 10cTaTo4HO CI0XKHO MONYYHTh PABHOMEPHOE pac-
npeeneHne akTuBaTopa. [IONbITKY TTOMYYEeHUs ONITHYECKH OJHOPOIHOM JIETMPOBAHHON KEPaMHKH METO/IOM TO-
pSIUETo MPECCOBAHMUS M3 MEXaHHMYECKOW CMECH KOMIIOHEHTOB BBICOKOKAYE€CTBEHHBIX MOPOIIKOB MPUBEIH K ITOJTy-
YEHHIO ONITUYECKH HEOAHOPOIHBIX 00pa3moB [18]. B cBs3u ¢ 3TUM NpH MOIyYEHUH KEPAMHIKH METOIOM TOpSIYero
MPECCOBaHUS HEOOXOIMMO HMCIIO0JIb30BaTh B KAYECTBE MCXOAHOW MIMXTHI OHO(a3HbIE MOPOIIKH TBEPIIBIX PacTBO-
POB 33JJaHHOTO COCTaBa.

Panee HamMu OBLIO MCCIICIOBAHO COOCAXKICHHE M3 BOJHBIX PACTBOPOB OAHO(A3HBIX YIBTPAJAUCICPCHBIX
nopomkoB Sty Nd,F,,, ¢ ucnons3oBanuem B kauecTBe Gpropupyromero areara ¢propuna ammonus: (NHyF), B3s-
Toro ¢ m30bITkoM 10% OT CTEXMOMETPUU, YCTAHOBICHBI ONTHMAIbHBIC KOHIICHTPAIIMH U TOPSIOK IOJa4YH pea-
renToB [19].

Lenbio naHHON pabOTHI ABISETCS UCCIIEIOBAHKE MPOLECCa TONYyUYCHUS YABTPAAUCIIEPCHOTO, TOMOT€HHOTO
nmopomika Sty ,Nd,F»., (x = 0,003-0,2), BKIF0OYarOmero CHHTE3 MIUXTH 331aHHOTO COCTaBa U3 BOTHBIX HUTPATHBIX
PacTBOPOB C UCIMOIb30BaHUEM B KadecTBe (ropupytoiero arenra NH,F, B3sitoro ¢ u3bsitkom 114-120% ot cre-
XHUOMETPHH, U CTYIIEHIATYI0 TEPMOOOPaOOTKY.

MeToauka 3KCIEPHMEHTOB

B kauectBe HCXOJHBIX BCHICCTB HCIOJIB30BaJIM HUTPAT CTPOHIIUA KBaJ'Il/I(bI/IKaIJ,l/II/I X.4., LHeCTHBOHHbIﬁ
HUTpAT HEOAMMA C COJEPIKAHUEM OCHOBHOTO BemiectBa 99,99%, a taxxe NH4F kBanu¢pukarmu x.4. PactBopsl
HUTpaToB cTpoHIws 1 Nd nepememBany B TeueHue 15—20 MUH C TOMOIIBI0 MATHUTHOW Memanki. OCHOBHBIMUA
y3J1aMH YCTAaHOBKH CHHTE3a SBIILIMCH PEaKTOP U3 MOJHMIIPOMUICHOBOTO MaTepraia, MarHUTHAs MEMIajaka ¢ To-
JIOTPEBOM, JI03aTOPBI MOAAYM MCXOAHBIX pacTBOpoB. Ocax/IeHHE BEJIM IyTEeM ITOKAIeJIbHOrO J00aBlIeHHs pac-
TBOPOB B peakTop ¢ BoAo#. [1o 3aBepiieHIH MOKareIbHOTo T0OABICHHUS TOIYIEHHYIO CyCIICH3UIO TIepeMeIInBa-
mm B Tederne 3 4. [locie oTcTanBaHus OcaKa MaTOYHBIA PAaCTBOpP JEKAHTHPOBAIIN, 0CAJOK IIPOMBIBAIIHN pa30aB-
neHHbIM pactBopoM NH,F, KOHTpoiupys 4McTOTY OTMBIBKM OT HUTPAaTHBIX MOHOB KauyeCTBEHHOM peakuueil ¢
TG CHUIAMIHOM.

OTMBITBIN OCaIOK HEHTPUYTUpOBaIK B TedeHue S5S—7 MuH npu ckopocTu Bpamenus: 10000 06/MuH, mo-
CJIe Yero meperpyaid B 4amKy U3 (roporracta u BeICyIIMBaiu Ha Bo3ayxe mpu 30-35 °C mox 3epKaibHBIMU
JJaMIIaMH1 HaKaJIUBaHUs. Tele/I'-IeCKyIO o6pa60TKy BBICYHICHHOI'O OCaJika IMPOBOJAUJIM B IJIATUHOBOM THUIJIE B IBEC
cranuu: nepsyro — npu temneparype 200-250 °C B teuenue 0,5—1 9 co CKOPOCTHIO HarpeBa 5—7 rpali/MuH, BTO-
pyto — ipu 550—600 °C co ckopocTthto HarpeBa 10—15 rpaa/mun B aTMocepe BBIACISIONIEIOCs P €ro pasiio-
JKEHUH Ta3000pa3Horo ropua BOAOpoa B TeUueHHE 23 .

B kauectBe ¢ropupyromero arenta Osu1 BeiOpan NHy4F, B3steiii B n30niTke 114-120% oT crexuomerpuw,
MOCKOJIBKY ATOT PEareHT JIETKO yHaJsieTCs IPH TepMUYecKor 00paboTKe ocanka, co3maBas IMpH 3ToM (HTOpH-
pyromIyto arMocdepy, KoTopas MpeaoTBpaIlaeT MUPOTHAPOIN3 M 00ECIeUNBaET IONHOE 00S3BOKHBAHUE IIPO-
IyKTa 1 MUHUMH3AIHI0 KACIOPOTHBIX ipuMeceit [20-23].

Penrtrenogazossiii ananmms (POA) cuHTe3npOBaHHBIX 00pa3IOB MPOBOAWIM HA mudpakromerpe Bruker D8
Advance, mnyuenne ACu Ka. Pacger mapaMeTpoB pemeTke mpoBoaiuIH ¢ moMorisio mporpammbel TOPAS. Taxoke ¢
noMorneio porpamMmbel TOPAS ObuTH BBIMKCIIEHBI pa3Mepbl obnacteil korepertHoro paccestaust (OKP) u Benmmam-
HBI MHKpozedopmMarmii (e). MeTonoM cKaHUpYIoImeH eKTpoHHoi Mukpockonuu (COM) oreHnBaiu pa3sMepsl 1
tdopmy uactun axtuBupoBaHHOTO (SrF,). s mpoBemenust mccienoBanuid MerogoM COM HCHONB30BaIM 3JEK-
TpouHbIi Mukpockon Carl Zeiss NVision 40. Conepxanne Nd B akTMBUpOBaHHBIX Mopomkax SrF, onpexensm ¢
TIOMOIIIBIO CIIEKTPATBbHO-3MUCCHOHHOTO aHanu3a Ha npubope LEA-S500. Xumuueckuii aHau3 Ha omnpesesieHne
conepranus MoHa ammonust (NHy') B nomyueHHbIX 06pasiax nposoauiu Metoaom Koenbaans [24].

Pe3yabTaThl 1 00Cy:K1eHTE

Ha ocHoBe pa3paboTaHHON METOOMKH OblIa IMPOBEAEHA CEpUsl CHHTE30B HKCIIEPUMEHTAIBHBIX 00pa3noB
nopoiukoB SrF,, akrusupoBannHoro Nd ¢ cogeprxannem ot 0,3 1o 20 moi.%.

Ha puc. | mpexncTaBieHsl peHTT€HOTPaMMBI TTOPOIIKOB TBEPIOTO PacTBOPA C HOMHHAJIBHBIM COCTaBOM
S10.993Ndg 007F2,007, CHHTE3UpOBaHHBIE ¢ pa3nuuyHOi BemmuuHON M30bITKa NH,4F. Pentrenorpaduueckne mokasa-
JH, YTO NPH COOCAXKICHUH 00pa3yloTcs onHO(a3Hble MPOAYKTH PEakLUK CO CTPYKTypoil ¢umooputa. Cienyer
OTMETHTH, 4TO NpH yBenmueHnu n3ositka NH4F 1o 120%, momymmprHa IHKOB B COOTBETCTBHUH C pHUC. | 3HA4H-
TEJIHO YBEJIWYUBAETCS, YTO TOBOPHUT 00 yMeHbleHnH pazmepa yactull OKP. Pesynbrarel mapameTpoB pemerky,
pasmepo OKP u MukposepopmMaIiuii moaydeHHbIX MOPOIIKOB MPEACTABICHbI B Ta0M. 1.

[Tocne crynenuaroro nmpokanuBanus npu temmeparype 200-250 °C, a 3atem npu temneparype 550-600 °C
TMOJIYIIMPUHBI TMKOB B COOTBETCTBUM C PHC. 2 CTAHOBSATCS 3aMETHO YK€, YTO TOBOPHUT 00 YKPYITHEHHH YacTHI] B
nporecce TepMooOpadoTKU. PeHTreHOrpaMMbl BceX OCTalIbHBIX CHHTE3MPOBAHHBIX 00pa3lloB MIECHTUYHBI PEHTIe-
HOTpaMMaM, MpeCTaBJIeHHbIM Ha puc. | ¥ 2, M OTIMYAIOTCS JMIIb HEOOJIBIIMMHI H3MEHEHHUSIMU B TIOJIOXKEHHUH TTH-
KOB M MX mmpuHe. ClieyeT OTMEeTHTb, YTO NpH ucnonb3oBaHny u30siTka NHyF 114% OKP oOpasma B cooTBeTcT-
BuHM ¢ Tabn. 1 cocrasnsna 89 HM, a npu yBenmuennn n30bTrka NH4F no 120% pasmep OKP ymeHbInancs npumMepHo
1o 20 am. TTocre Tepmrrdeckoir 00pabOTKH pa3Mep YaCTHUI] yBEITHIUBAIICS B HECKOJIBKO Pas3.
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Puc. 1. PeHTreHorpammbl NOPOLLKOB C HOMUHamNbHbIM COCTaBOM Srp 993Ndo 007F 2,007:
n36bITok NHsF 114% (onbiT F762) (a); n3bbitok NHsF 120% (onbiT F813) (6).
lo — VHTEHCMBHOCTL NagatoLero Ha obpasel U3nyyeHns, | — MUHTEHCMBHOCTb paccesHHOro obpasLom
nanyyenus, I/ly — ponsi paccesHHom No OTHOLLEHMWIO K NafatoLwent MUHTEHCUBHOCTU, OTHOpMuUpoBaHHoN Ha 100%

. [Mapametp perierku, a (HM) OKP Muxkponehopmanus
Ne HomuHanbHbIi N36bITOK ’ no/moce

(e), no/moce

OIIbITA cocraB oOpasua NH,F, % Cymika [IpokanuBanue | NpOKaIWBaHWs, A ——
35°C 550 °C HM

F762 | Srg993Ndg007F2.007 114 0,58004(5) 0,57999(4) 89/238 0,005/0,007
F798 Sto.50Ndg20F2.20 120 0,58033(2) 0,58016(1) 15/84 0,020/0,018
F799 S10.0sNdo 02F2.02 120 0,58014(2) 0,58001(3) 13/108 0,046/0,007
F812 | Sr997Ndo003F2.003 120 0,58007(2) 0,57996(3) 17/160 0,041/0,007
F813 | Srg993Ndg007F2.007 120 0,58006(2) 0,57999(3) 19/132 0,040/0,006
F814 | SryossNdooisFa015 120 0,58004(2) 0,57996(3) 26/103 0,006/0,001

Tabnuua 1. PesynbraThl NapaMeTpoB peLleTku, pasmepo OKP 1 mukpogedopMaumin NonyyYeHHbIX MOPOLLKOB

B pabore [25] npuBeaeHbl AaHHbBIE, KacalOIIMECs 3aBUCUMOCTH IIapaMeTpa pelIeTKH OT COCTaBa Juls
(mroopuToBBIX TBepabIX pactBopoB Sty R, Fo. (R = Yb, Er, Tm) ¢ paznu4yHbIMU peKO3eMeNbHBIMH 3JI€MEHTa-
mu. [Ipu oOpa3oBaHMu TBepABIX pacTBOpoB ¢ Nd mapamerpsl penieTKH MPakTHYEeCKH He MEHSIoTcs. JlaHHbIe
Tab1. 1 HaIAHO MOKA3bIBAIOT, YTO BBIYKMCIICHHBIHN MTapaMeTp PEIeTKH CHHTE3UPOBAHHBIX IOPOIIKOB COOTBETCT-
BYeT IapameTpy pemerku HeierupoBanHoro SrF, (a = 0,5800 am, kaprouka Ne 06-0262) 6a361 ganaBIX OOBEIH-
HEHHOTO KOMHUTETa 10 CTaHJapTaM mopourkoBoi audpakmmn — Joint Committee on Powder Diffraction (JCPDS).
OTOT pe3ynbTar MOATBEPIKIACT TOT (akT, 4To B TBepAoM pactBope Sri Nd.F,., mapamerp perretku He 3aBUCHT
oT KoHIeHTpanuu Nd.

Pesysbrarel POA noka3zainu, uto BenmunHa n3dbitka NH4F Biusier Ha pazmep u popmy gactui. [Ipu nzobit-
ke NH4F 114% ot crexroMeTpruaecKoro KoMuecTBa HabIIOAaI B COOTBETCTBUH € pHC. 3, a, (ombIT F762) wacTuirst
Kak KyOuueckoit gopmbl pazmepom 50—300 HM, Tak ¥ mracTuHYATOW (Gopmbl mmuHOH 100-200 HM U TONIMHON
oxoino 10 HM, KOTOpBIe 00pa3yloT arioMeparsl pazmepom 0,4—1 MKM.

[Tpu yBennuenun n3odbitka NH4F 10 120% oT crexuoMeTpr4eckoro KOJM4ecTBa YacTUIIbI HIMEIOT B COOT-
BETCTBUH C pHc. 3, 0, (ombiT F812) nimacturyaryto Gpopmy mmHoH 50-200 HM 1 TonmmHON okoso 10 HM.

HeobxomnmMo 0oTMETHTH, YTO OCaJKH, MONy4YEHHBIE NMPU HCMOJb30BaHWM pacTBopoB NH,F B m30bITKE
120%, ropa3no Xyke OTCTauBalllCh, YEM OCAJIKH, IOJydeHHBIE PU ncnonab3oBaHnu n3obitka NH.F 114%. Io-
Jy4EHHbBIH SKCTIEPUMEHTAIBHBI (DAKT OOBSICHSETCS MEHBIIEH IHCIEPCHOCTBIO OCAIKOB IIPH HCIIOIb30BAaHUU
n30biTka NHyF 120% 1 mopdonoruei — o6pazoBanueM dactuil riactuHuaroi ¢popmel. [Ipn m3deirke NH4F me-
Hee 120% BrIsBIEHA KyOHdecKkast MOp(OIOTHS.
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Puc. 2. PeHTreHorpaMmmbl NOPOLLKOB C HOMUHAIbHbLIM COCTaBOM Srg 993Ndo 007F 2,007 NOCNE CTyneHYaTOM NpoKarnku:
n36bITok NH4F 114% (onbiT F762) (a); VI36bITOK NH4F 120% (OI'IbIT F813 6)

Puc. 3. SJ'IeKTpOHHOMVIKpOCKOI'IVI‘-IeCKVIe (bOTOFpad)I/II/I 06pa3LI,OB HOMWHaNbHOIo coctaBa B 3aBUCUMOCTHU
OT n3bbITKa NH4FZ Sro,993Ndo,oo7F2,007 (OI'IbIT F762) (a) 7] Sl'o,gg7Ndo,oo3F2,ooa (OI'IbIT F812) (6)

a

Puc. 4. OnekTpoHHOMUKKpOCkonuyeckue dpotorpacmm 06pasLoB HOMWHAMBHOMO COCTaBa Nocne TePMUYECKO
obpabotku npu Temneparype 550—-600 °C B 3aBucuMocTm OT M3bbiTka NH4F: Srgg93Ndo 007F 2,007 (ONbIT F762) (a)
n Sro‘gg7Ndo,003Fzyo03 (OI'IbIT F812) (6)
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[Mocne Tepmuaeckoit 06padoTku npu Temreparype 550—600 °C y mopomkoB HaOMO#AMN YKPYITHEHNE Yac-
THI 3a cuer arperupoBanus. [Ipu u3derrke NHyF 114% wacTump! nmenn B COOTBETCTBHH ¢ puC. 4, a, (ombIT F762)
(hopMy IIIOX0O OrpaHEHHBIX HAaHO- H MUKPOKYy0O0B pasmepom 50-350 am. Ipu n36srtke NH4F 120%, mmactuHuarsie
YaCTHIIBI B COOTBETCTBUH ¢ puc. 4, 6, (ombIT F812) mpuobperanu okpyriyio ¢popmy pazmepom 50-200 HM.

JlaHHBIE pE3yNIbTAaTOB CIIEKTPAILHO-YMUCCHOHHOTO aHaln3a, MNpeJCTaBIeHHbIE B TaON. 2, MOKa3bIBAIOT,
yro copepkanne Nd B npokaneHHbIX npH Temmneparype 550—-600 °C nopomkax BIOJHE COOTBETCTBYET 3aJaHHO-
My KOJIMYECTBY, BBEZICHHOMY IIpU CHHTE3€, B Cilyyae ero koHueHtpauuu a0 1 mon.%. Ilpu yBennuenun conep-
xkanusg Nd Oonee 1 Mon.% (ombrter F798 u F814) mpoucxomut oboramienne tBepaoro pacrsopa Nd (B cpaBHe-
HHH C €ro KOHIIEHTPAlXeH B HICXOAHOM BOIHOM PAacTBOPE).

Ne ombrra HoMmuHanbpHEBIA cocTaB 3aaHHOE cofiepKaHKe YTouHeHHOE cofepKaHue
h oOpasma Nd, mo1.% Nd , mon.%
F762 Sr0‘993Nd0,007F2,007 0,7 0,74i0,02
F798 Sro.80Ndg20F 220 20,0 23,56+0,35
F812 SI'() 997Nd0 ()()3F2 003 0,3 0,29i0,02
F814 Sro‘ggsNdO,()lSFZOlS 1,5 1,78i0,03

Tabnuua 2. Pe3ynbrathl CNEKTPanbHO-9MUCCUOHHOTO aHarnM3a nonyyYyeHHbIX MOPOLLKOB Noce NpokanuBaHus
npu Temneparype 550-600 °C

Panee [26] 6pu10 00HApYXEHO, 4TO McTONb30BaHue Oonboro n3oeitka NHyF (6onee 100% ot crexwo-
METPUYECKOTO KOJIMYECTBA), IPUBOAUT K OOPAa30BAHMIO M3 BOXHBIX PACTBOPOB IMOPOIIKOB TBEPIOTO PacTBOpa
Sri_v,R{(NHy),Fs:, (R =YD, Er, Tm) kybuueckoii ¢parooputoBoii crpykTypsl. [Ipr 3ToM MBI pefmonaraim, 4To
BHEJPEHHE HOHOB PEIKO3eMENbHBIX d1eMenToB 1 NH,  ocyllecTBisieTcst myTeM 3aMeleHusl HOHOB CTPOHIIH.
Jns moxTBepkAeHUs obpasoBaHus TBepaoro pacteopa Sty ,Nd,(NHy) F,., , ObUT npoBeneH XUMHUYECKHl aHa-
3 Ha conepxkanue NH, (oTronka ammumaka mertooM Kbenmbaans), pesylbTaThl KOTOPOTO MpPEICTABIEHbI B
Tabmn. 3. Ciemyer OTMETHTh, YTO TpU Hcnoib3oBaHuu M30bITKa NH4F 10% OT cTexmoMeTpudeckoro KoJmdecTBa
MbI He Habmonanu obpasosanus Teeporo pacrsopa Sri_ ,Nd(NHy),Fai,,, [19].

Ne HomunansHelil coctaB | M3061TOK Conepxanue NHI Iotepu macch1 06pasios noce
obira obpasua NH,F, % \ace.% vor% TEpMOOOPabOTKH npon 550-600 °C,
macc.%
F762 SI'() 993Nd0 ()()7F2 007 114 0,93 3,10 5,50
F798 Sro.50Ndg20F 220 120 0,36 1,36 3,64
F799 Srg.9sNdo 02F2.02 120 0,38 1,29 4,57
F812 SI'O 997Nd0 003F2 003 120 0,25 0,85 3,00
F813 Sr0.093Ndg 007F2.007 120 0,27 0,91 2,85
F814 SI'O 935Nd0 015F2 015 120 0,32 1,09 2,47

N
Tabnuua 3. Pe3ynsratbl XMMUYeCKoro aHanmaa Ha cogepxaHue noHa NHy

[Ipu cpaBHEHMM PE3yIbTaTOB XMMUYECKOTO aHANIM3a CHHTE3MPOBAHHBIX 00pasioB Ha comepxkanue NH,"

HEOOXOIUMO BBIJICIIUTH JIBE OCOOCHHOCTH.

1. IIpu ncnons3oBanuu n3dbiTka NH4F 114% nponcxonur oOpa3oBaHue KpyIHBIX YacTUI] KyOn4eckol (hopMel
¢ Gonpmmm cozepxanreM NH,' . Pa3Mepsl yacTHII IPH 3TOM JOCTHTAIOT COTEH HAHOMETPOB. M36brTrox NH,F
120% npuBOAUT K 00pa30oBaHUIO 0OJNee MEIKHUX YACTHIl OKPYIVIOH (POPMBI ¢ MEHBIIUM COJICPKAHHEM HOHA
NH,". ITo Bceit BeposTHOCTH, conepkanue nona NH, B MeNKux yacTHIaX OTpaXkaeT ero ColepkKaHue B 00-
PasyIONIMXCs TBEPABIX pacTBOpax. B To ke BpeMms BhIcOKoe conepikanue noHa NH, B KpymHBIX uacTHIax
OTpakaeT ero CyMMapHOE COIEepKaHHE KakK 3a CYeT 00pasyoIIerocsi TBEPJOro pacTBOpa, TaK U 3a CUET €ro
coJiepKaHUsl BHYTPH BECbMa BEPOSITHBIX IYCTOT/KaBepH, KOTOPBIE 3a49acTyI0 00pa3yIOTCs P POCTE KPYITHO-
OJIOYHBIX YaCTHII Pa3MEPOM COTHH HAHOMETPOB.

2. Puc. 5, orpakaromuii n3MeHeHne conepxanrne NH,' B 3aBucuMocTs oT koHIeHTpanun Nd B HCXOIHOM pac-
TBOpE, HAIVISITHO MILTIOCTPUPYET, YTO MPU yBENWYEHHH cojiepanur Nd MpOHCXOAUT JIMHEHHOE YBETHUeHNE
collep>)KaHue aMMOHHUS JI0 HEKOM MpeaenbHOM BETUYHMHBI, KOTOpasi BIOCIEACTBUM HE U3MEHSETCS Jaxe MpU
JIECATUKPATHOM yBeJMYeHUHU conepkanus Nd. B pesynbrare MOXXHO TOBOPUTH O CYIIIECTBOBAHUHU TPEICib-
HOM KOHILIEHTpaLuU NH," B KpHUCTAJNTNYECKON CTPYKType TBEPAOTO pacTtBopa
Sri_v,R{(NHy4),F2:, B komuyecTBe He Oonee 1,36 Mon.%. CyliecTBOBaHHE JAHHOTO Npesiesia He BIMSET Ha
npenensHoe cofepikanue Nd, KOTopoe IpoJoIDKaeT YBEIMIABAThCS IT0 MEPE YBEITHUYCHHUS €r0 KOHIICHTPALUU
B HCXOIHOM pacTBOpE, YTO MOATBEPKIACTCS B COOTBETCTBUH C TaOl. 2 JaHHBIMH CIIEKTPabHO-
SMHUCCHOHHOTO aHaJN3a.

Hay‘-IHO-TeXHI/ILIeCKI/Iﬁ BECTHUK I/IH(bOpMaLI,VIOHHbIX TEXHOMNOMNN, MEXaAHWKN N ONTUKN,
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Puc. 5. 3aBucumocTb conepxanus NH,* oT koHueHTpauumu Nd B TBepaom pacTeope
Sr1x—yRx(NH4)yF2+x—y npy n3bbiTke NHsF 120%

3akjoueHnne

HccnenoBanbl MPOLIECCHI TIOJTYYE€HHS YIBTPaIUCIEPCHOTO, TOMOT'€HHOTO MOPOILKA
Sry_Nd,F»,, (x=0,003-0,2) ¢ ucnonb3oBanueM B kauecte (ropupyromero areara NH,F, B3sgTOro ¢ u30sTkOM
114%-120% ot crexuomerpuu. Vcnonp3zoBanue NH,;F B m30biTke 114%—120%, obOecneumBaio moiydcHUE
TBepaoro pacrtsopa Sty ,Nd,(NHy4),Fsi,, KyOuueckoil (paroopuToBoii CTPYKTYphl, YTO MOATBEPKIECHO PE3YIib-
TaTaMH XUMHUYECKOTO aHann3a MeTonoM Kbenbrais.

YcraHOBIIEHO, 9TO MOP(HOJOTHS M pa3Mep O0pa3yroIIerocsi MPOAyKTa 3aBUCIT OT BEIHMYUHBI M30BITKA
NH,F. [Ipu BapeupoBannu Bemmuunb! n30siTka NH4F ot 114% mo 120% BbIIBIEHO M3MEHEHHE MOP(OIOTHI
YacTHIl — OT HAHO- U MUKPOKYOOB 10 IuacTuHuYaroi (opmbl. Pazmep dacTull 3HAYMTENILHO YMEHbIIAJICS C yBe-
nunuenreM u30biTka NH4F ot 114% mo 120%. Iocne TepMooOpabOTKH MOMYYCHHBIX MOPOIIKOB MPOUCXOIHIIO
YKpYITHEHHE YacTHll KyOuueckoil Mopdonorun o pasmepa 50-350 uMm Oe3 m3MeHeHUst uX (Gopmbl. YacTuiibl
IUTACTHHYATOW (POPMBI MOCIIE TEPMOOOPadOTKY pruodpeTanu oKpyriyo Gopmy pasmepom 50200 am. Obe mo-
JTy4eHHble muxThl, Ipu n30biTke NH4F 114% u 120%, nmepcneKTuBHBI 7151 HCHIOJIB30BaHKS B TEXHOJIOTHH TIOJTY-
YEeHUS KEPaMHUKH METOIOM TOPSTYEro IPecCOBAHMS.
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