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AHHOTaNMA

IIpenqmer uccienoBanusi. VccineqoBansl MPOLECCH MOMYUSHUS YIBTPAANUCIIEPCHOTO, TOMOTEHHOTO mopomka Sry_, NdyFp.,
(x =0,003-0,2) ¢ ucmosnp3oBaHKeM B KadecTBe (HTOPHPYIOLIEro areHta GTopuaa aMMOHHs, B3ATOr0 ¢ m36bpiTkoM 114-120%
ot crexuomeTpun. MeToj. B kauecTBe NCXOOHBIX BENIECTB HCIIOIb30BATH HATPAT CTPOHIINS, IECTUBOAHBIN HUTPAT HEOIUMA
¢ cozepxaHueM ocHoBHOro BemectBa 99,99%, a tarke (GTOpHI aMMOHHSL. AKTHBHPOBaHHBIE IOPOIIKK (Topuma CTpOHIHUSL
TOTyYall METOIOM OCAXJCHHEM M3 BOIHBIX PacTBOPOB C MPOMBIBAHHEM OCajKa pacTBOpOM (hTOpHIa aMMOHHS, B3SITOTO C
n30bITKOM 114-120% ot crexuomerpuut. OTMBITBIH 0Ca0K LEHTPU(YTUPOBAIH B TeUEHHE 5—/ MHH, BBHICYLIHBAIK Ha BO3IY-
xe npu 30-35 °C. Tepmuueckyro 00pabOTKy BBICYIICHHOTO OCajKa MPOBOIWIM B JIBE CTAJWU: MEPBYIO — MPU TEMIEpaType
200-250 °C B teuenue 0,5-1 4, Bropyto — mpu 550-600 °C B Teuenue 2—3 4. PeHTreHO(a30BbIi aHAIN3 CHHTE3UPOBAHHBIX
00pasuoB ocyuecTBisuics Ha audpakromerpe Bruker D8 Advance, usnyuyenne ACU Ko. Oruerka pa3mepoB U (HOPMBI YACTHIL
AKTHBHPOBAHHOTO (DTOpH/IA CTPOHIIMS OCYILIECTBISIACH C MCIIOIb30BaHIEM dIIeKTpOHHOro Mukpockoma Carl Zeiss NVision 40.
Cozepkanne HEOIUMMa B AKTHBHPOBAaHHBIX IIOPOIIKAX (TOPHAA CTPOHIUS ONPEAETIOCh METOAOM CIEKTPATbHO-
SMUCCHOHHOTO aHanu3a Ha npudope LEA-S500. Xumuueckuii ananus Ha onpenesienue conepxanus nona ammonns (NH;") B
MOTyYeHHBIX 00pa3nax mpoBoamiy MeronoM Keenpnams. PacueTsr mapaMeTpoB pemeTky, pa3MepoB obacTelf KOrepeHTHOTO
paccestHUsT ¥ BeIMYHUHBI MUKpofedopManuii mpoBOAMINCE ¢ HcTioib3oBaHHeM nporpaMMel TOPAS. OcHOBHBIE pe3yJibTa-
ThI. [Ipolecc mosjydeHus yiasTpaguciepcHoro, romorennoro nopomika Sri_NdFo., (x =0,003-0,2) ¢ ucnonb3oBaHreM B
KauecTBe (PTOPUPYIOIIETO arcHTa (GTopuaa aMMOHHS, B3ATOro ¢ u30biTkoM 114-120% oT cTexuoMeTpuu, 00eCIeunBaeT mo-
ydeHne TBepHoro pactTBopa SriyNd(NH,)yFoixy KyOuueckoii ¢ooputoBoii cTpyKTyphl. YCTaHOBIIEHO, 4TO MOpdoIorus
U pazMep 00pasyIoIierocst MpoayKTa 3aBUCST OT BENUYUHBI U30bITKA (TOpHaa aMMoHus. IIpy BappupoOBaHUN BENUHHBI 13-
obITKa (Topuma ammonus oT 114 no 120% BeIABIEHO W3MEHEHHE MOP(OIOTHH YaCTHIl — OT HAHO- U MHKPOKYOOB IO Iiia-
cTHHYAaTOH QopMBbl. PasMep yacTHIl 3HAUUTENBHO YMEHBIIAJICS C YBEIMUYEeHHEM U30bITKa (Topuaa ammonus ot 114 o 120%.
IMocne TepMo0OPaOOTKN MMOTYUYEHHBIX IOPOIIKOB IIPOMCXOAMIO YKPYITHEHHE YAaCTUIl KyON4ecKoH MOp(OJIOTHI 0 pa3Mepa
50-350 M 6e3 m3MmeHeHUs uX (GopMbl. YacTHIbl MIacTHHYATOH (OPMBI HOCHe TepMOoOpabOTKH NMPHOOpETaIN OKPYTIyIO
¢dhopmy pazmepom 50-200 am. [IpakTHUeckasi 3HAYUMOCTD. [1oTydeHHbBIC IMUXTHI PU U30bITKE GTopuaa ammonus 114% u
120% nepcreKTHBHBI JUIsl HCIIOJb30BaHMS B TEXHOJIOTUH HOJIYYEHHsI KEPAMUKH METOJIOM TOPSYEro IPeCcCOBaHUSL.
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Abstract

Subject of Study. The paper deals with preparation processes of ultradisperse, homogeneous powder Sr;_Nd,F5., (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.yNdy(NH,),F2.x, 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 mocenave ropl HabMonaeTCs SKCIMOHEHIIHATBHAS JHHAMUKA POCTA KOJMUECTBA ITyOIUKAIHiA, TOCBS-
MIEHHBIX CHHTE3y HEOPTAaHNUECKUX (TOPHUIOB B HAHOKPHCTAIIMIECCKOM COCTOSTHHH, YTO CBHIETENLCTBYET O 3HA-
YUTEIHHOM MHTEPECE K JAHHBIM BemecTBaM [1]. DTo CBA3aHO ¢ WX YHHUKAILHBIMU (QU3HKO-XUMHUIECKAMH CBOM-
CTBaMH H, BCJIEACTBUE 3TOTO, C TAKMMH OOJNACTSIMH UX TPHMEHEHHUS, KaK CUMHTHLIATOPSI [2], 3D-aucmen [3],
HCTOYHMKH Gestoro cBera [4], karamusaropsl [5], masephas HaHOKepamuka [6] n memunuHa [7, 8].

Ha monokpucramnax ¢ropunaa crponims (SrF,), akruBupoBanusix HeogumoM (Nd), momydena gazepHas
TEeHCpalus, 4TO MO3BOJIMUIIO UCIIOJIB30BaTh UX IJIA CO3JaHU aKTUBHBIX 3JICMCHTOB JIa3€pOB C [ll/[O[lHOﬁ HaKayKou
[9-13]. Koaddurment pacnpenenenuns (Ko) Nd npu kpucraumsanuu paciuiaBa paseH 1,74 u CyniecTBEHHO OT-
JIMYAETCS OT €AMHMIBI, YTO MPUBOIUT K HEOAHOpOoIHOMY pactpeneiaennio Nd mo o6beMy KpHcTajia 1 norepe
ycToitunBoCTH (poHTa KpHcTau3auu [14, 15].

AJIETEpHATHBOM KPHUCTAJJIaM SIBJIAETCS JlasepHas Kepamuka, reHeparmonnsie [16] n mexannueckue [17]
XapaKTEPUCTHKKA KOTOPOH JIydIlle, YeM Y MOHOKPUCTA/UTOB. JlaHHbIe 00pasibl (HTOPHIHON JTa3epHONH KEpaMHUKH
OBIIIM TIONYYEHBI METOMOM Topsiuero (popMOBaHHS MOHOKPHUCTAIIIOB. JlazepHass KepaMHKa TPENIOYTHTEIBHEE
KPHCTAJJIOB Ollaromapst ee BHICOKOM CTEIEHH ONTHYECKON OMHOPOMHOCTH, 00YCIOBIEHHOM TOMOTEHHBIM pacIpe-
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JCIICHUEM aKTUBATOPa, HOCKONIBKY B Kpuctawiax Sry_Nd,F,., 10CTaTOYHO CIIOKHO MOIYYHTh PABHOMEPHOE Pac-
npeneseHre akTuBaTopa. [1ONMBITKY MOTyYeHUsT ONTHYSCKH OJHOPOIHOM JISTUPOBAHHONW KEPaMHKH METOOM TIO-
PSYEro MPeccoBaHMS M3 MEXaHMYECKO CMECH KOMIIOHEHTOB BHICOKOKAaYECTBEHHBIX ITOPOILIKOB MTPUBEIH K HOJTY-
YEHUIO ONTHYESCKH HEOMHOPOIHBIX 00pa3uoB [18]. B cBsi3u ¢ 3THM MpH HOIYYCHHH KEPAMHUKH METOIOM TOPSIEro
NPECCOBaHUS HEOOXOIMMO HCIIOJIb30BaTh B KAYECTBE UCXOAHOW MIMXTHI OHO(a3HbIE MOPOIIKH TBEPIBIX PacTBO-
POB 33/IaHHOTO COCTaBa.

Panee Hamu OBUIO HCCIIEIOBAHO COOCAXICHUE M3 BOAHBIX PAacTBOPOB OAHO(DA3HBIX YIBTPaAUCIEPCHBIX
nopoukoB Sry_,Nd,F,., ¢ ucrnosp30BaHueM B KauecTBe Gropupyromero arenta ¢propuaa ammonus (NH4F), B3s-
Toro ¢ u30bITkoM 10% OT CTEXHOMETPHH, YCTAHOBJICHBI ONTUMAJbHbIC KOHLICHTPALUK U MOPSAAOK MOIa4u pea-
rexros [19].

Lenbro 1aHHON paOOTHI ABISETCS UCCIISIOBAHIE MPOLIecca MONYYCHUS YABTPaJUCIepPCHOTO, FTOMOT¢HHOTO
nopomika Sry_ Nd,F,., (x = 0,003-0,2), BKIFOYAIONIEr0 CHHTE3 MIUXTHI 3JaHHOTO COCTABA M3 BOJHBIX HUTPATHBIX
PacTBOPOB C UCIMOIb30BaHUEM B KadecTBe (ropupytoiero arenta NH,F, B3sitoro ¢ n3dsitkom 114-120% ot cre-
XHUOMETPHH, U CTYTIEHIATYI0 TEPMOOOPaOOTKY.

MeToauka 3KCIEpHMEHTOB

B kauectBe HCXOJHBIX BCHICCTB HCIHOJIB30BaJIM HUTPAT CTPOHIIUA KBa.Hl/Iq)I/IKaI_lI/II/I X. 4., LlIeCTI/lBOHH]:Jﬁ
HUTpAT HEoAMMa C cofepxkanueM ocHoBHoro BemiectBa 99,99%, a taxxe NH4F xBanmu¢pukamu x.u. PactBopsl
HuTparoB cTpoHims u Nd nepemenivBany B TedeHue 15-20 MUH ¢ MOMOLIBIO MATHUTHOM Meruankd. OCHOBHBIMU
y3JIaMH YCTaHOBKH CHHTE3a SBISUIMCH PEaKTOP M3 MOJIUIPOIMICHOBOTO MarepHana, MarHUTHAsT MellajKa ¢ I1o-
JIOTPEBOM, JI03aTOPBI MOJAYM MUCXOAHBIX PacTBOpoB. OcaxeHHE BENH MyTeM MOKAMEeIbHOr0 M00aBICHHUS pac-
TBOPOB B PeakTop ¢ Bopoi. 1o 3aBepiieHNH MOKaneIpbHOro JOOABICHNUS MONTYYSHHYIO CYCIICH3MIO TIepeMellInBa-
nu B TedeHue 3 4. [locie oTrcranBaHus ocaaKa MaTOYHbIA PACTBOP JEKAHTHPOBAJIH, OCAJOK NPOMBIBAIN pa3das-
JeHHbIM pacTBopoM NH,F, KOHTpOIMpysl YMCTOTY OTMBIBKM OT HUTPATHBIX MOHOB KaueCTBEHHOH peakuueil ¢
I eHIIaMUHOM.

OTMBITBIN 0CaJI0K IEHTPU(YTHpOoBaK B TedeHune 5—7 Mun npu ckopoctu Bpamienus 10000 o6/muH, mo-
CJie 4Yero Ineperpy’aiy B yaliky u3 (Toporuiacta u BeiCymnBanu Ha Bo3ayxe npu 30-35 °C moj 3epkaibHbIMH
JJaMIlaMH1 HaKaJIMBaAHUA. TepMI/I‘IeCKyIO 06pa60T1<y BBICYHICHHOT'O OCaJika IMPOBOJAUJIN B IJIATUHOBOM THUIJIC B ABEC
craguu: nepeyto — npu temneparype 200-250 °C B teuenue 0,5-1 4 co ckopocThio Harpea 5—7 rpaj/MuH, BTO-
pyto — npu 550-600 °C co ckopocteio HarpeBa 10-15 rpaa/mun B armocdepe BBIIEISAIOMIETOCS [IPU €ro pasjio-
KEHUH Ta3000pa3Horo Gropua BOAOpoAa B TeueHne 2—3 .

B kauectBe hropupyromiero arenrta 0bi1 Beiopan NH,F, B3sTh1i B n36b1TKEe 114-120% OT cTexnomerpum,
MIOCKOJIbKY 3TOT PEarcHT JIETKO yNASeTCsl IPH TepMUYECKol 0OpaboTKe ocaika, CO3aBasi IpU 3TOM (TOpH-
pyomyto arMocdepy, KoTopas NpeIoTBpaLiaeT MUPOTHAPOIN3 U 00ECIeUUBacT IOJHOE 00E3BOXKHBAHUE IIPO-
JYKTa ¥ MHHHMU3AIMIO KMCIOPOIHBIX TiprMecei [20—23].

Pentrenotasosiii anamus (PPA) crHTE3MpOBaHHBIX 00PAa3IOB TPOBOAMIH Ha audpakromerpe Bruker D8
Advance, marygenne ACu Ko. PacdeT mapamMeTpoB perreTKd IpOBOIMIA ¢ TIOMOIIEI0 porpammel TOPAS, Takxke ¢
noMortisio mporpamMel TOPAS GbuTH BBIYHCIEHBI pasMephl obmacteii korepentHoro paccesiaust (OKP) u Benmum-
HbI MuKpoaedopmartuii (¢). MeTomoM ckaHUpyroIel 3MeKTpoHHO# Mukpockormin (COM) oleHHBAM pa3Mephl U
¢dopmy dactur] aktuBupoBaHHOTO (SIF,). Jimst mpoBenenus wcciemoBanuii MetonoM COM HCIOIB30BaIM SIICK-
tpouHsIit Mukpockon Carl Zeiss NVision 40. Conepxanne Nd B akTHBHpOBaHHBIX TIOpoIKax SrF, onpemensiim ¢
MOMOIIIBIO CIICKTPAIbHO-AMUCCHOHHOTO aHanu3a Ha npudope LEA-S500. Xumuueckuii aHau3 Ha ONpeIe/iCHUE
conepxanust nona ammonust (NH;") B monmyuennsIx o6pasiax nposomunu MetoaoM Keenbaans [24].

Pe3yabTaThl H 00Cy:KI1eHIE

Ha ocHoBe pa3paboTaHHO# MeTOOUKH ObUla NPOBEICHA CEpHs CHHTE30B SKCIIEPHMEHTAIBHBIX 00pa3LoB
mopomikoB SrF,, aktusuposanHoro Nd ¢ comepskannem ot 0,3 mo 20 Moi.%.

Ha puc. 1 npencraBieHsl peHTTEHOTPaMMBI ITOPOIIKOB TBEPAOrO PacTBOpa C HOMHUHAJIBHBIM COCTaBOM
Sro,003Ndg 007F 2,007, CHHTE3MpOBaHHBIE ¢ pa3anuHON BenmuunHON n30biTka NH4F. PentreHorpadmyeckne mokasa-
JM, 9TO NPH COOCAXKICHUU 00pa3yloTcs onHO(a3Hble MPOAYKTH PEakLUK cO CTPYKTypoil dumooputa. Cinenyer
OTMETHUTH, 4TO NpH yBenuueHun n3dbitka NH,F 1o 120%, nonymmpina NMKOB B COOTBETCTBUM € pHc. 1 3HA4HU-
TEJILHO YBEJIWYMBACTCS, YTO TOBOPHUT 00 yMeHbieHnH pazmepa yactuil OKP. Pe3ynbrarsl mapaMeTpoB pemeTky,
pasmepor OKP u mukpoaedopmaliuii mojydeHHbIX MOPOIIKOB MPEACTaBICHbI B Ta0. 1.

[Mocne crynenuaroro npokanusanus npu temueparype 200-250 °C, a 3arem npu temneparype 550-600 °C
HOJIYIMPHHBI IMKOB B COOTBETCTBHH C PHC. 2 CTAHOBATCS 3aMETHO YK€, YTO TOBOPUT 00 YKPYITHEHWH YacCTHI[ B
nporecce TepMooOpabOTKH. PeHTreHOrpaMMBl BceX OCTAIBHBIX CHHTE3MPOBAaHHBIX 00pa3lioB MICHTHYHBI PEHTTe-
HOTpaMMaM, IPEeICTaBICHHBIM Ha pUC. 1 ¥ 2, ¥ OTINYAIOTCS JIMIIb HEOONBIIUMY U3MEHEHHUSIMHU B TIOJIOKEHUHN TTH-
KOB ¥ nX mupuHe. ClenyeT OTMETUTD, UTO IpH ucnonk3oBaHnd n30bTka NH4F 114% OKP obpasna B cooTBeTCT-
Buu ¢ Ta0m. 1 cocrapmsna 89 uM, a mpu yBenmmuennn m30sitka NH,4F no 120% pasmep OKP ymenbImancs mpuMepHO
1o 20 am. TTocne Tepmrrdeckoir 06pabOTKH pa3Mep YaCTHI] yBEITHIUBAIICS B HECKOJIBKO Pas3.
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Puc. 1. PeHTreHorpaMmbl MOPOLLKOB C HOMWHAMbHBLIM COCTABOM Sro 993Ndo,007F2,007:
n36bITok NH4F 114% (onbiT F762) (a); n3bbitok NH4F 120% (onbiT F813) (6).
lo — MHTEHCMBHOCTbL NagaroLlero Ha obpaseL, n3nyyeHus, | — UHTEHCUBHOCTb paccesiHHOro obpasLom
nanydeHus, l/lo — gonsa paccesHHOM NO OTHOLLEHWIO K NajatoLle MUHTEHCUBHOCTW, OTHOPMUpPOBaHHOM Ha 100%

[Mapametp peretky, a (HM) OKP Muxkpoaedopmarys
Ne HomuHasbHbIi N36biTOK ' nolmocie
(e), nolmocne
ombITa | COCTaB 0Opas3ia NH4F, % Cymka [IpokanuBanue | MpOKaTUBaHMA,
35 °C 550 °C . NPOKATHBAHUS
F762 | Srog93Ndooo7F2.007 114 0,58004(5) 0,57999(4) 89/238 0,005/0,007
F798 Sro.80Ndo20F2.20 120 0,58033(2) 0,58016(1) 15/84 0,020/0,018
F799 Srp.0sNdo02F200 120 0,58014(2) 0,58001(3) 13/108 0,046/0,007
F812 | Srog97Ndooo3F2.003 120 0,58007(2) 0,57996(3) 17/160 0,041/0,007
F813 | Srog93Ndooo7F2.007 120 0,58006(2) 0,57999(3) 19/132 0,040/0,006
F814 | SrogssNdooisF2015 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 pabote [25] mpuBeseHbI qaHHBIE, KacaloIIHECs 3aBUCHMOCTH IapamMeTpa PEUIeTKH OT COCTaBa Uit
(bIrOPUTOBBIX TBEPABIX pacTBOPoB SriyRyFoux (R = YDb, Er, TM) ¢ pa3nuyHbIMU penKo3eMeIbHBIMH 3JIEMEHTA-
mu. [Ipu obpasoBanuu TBepabiX pacTBopoB ¢ Nd mapaMeTpbl pelIeTKH MPaKTHYSCKH HEe MEHsoTcs. JlaHHbIe
Tabi. 1 HAIAAHO TTOKA3BIBAKOT, YTO BHIYMCIICHHBIN MapaMeTp PELISTKH CHHTE3UPOBAHHBIX TTOPOIIKOB COOTBETCT-
BYET TapaMeTpy peIeTkn Henernposanuoro Srk, (a = 0,5800 uwm, kaprouka Ne 06-0262) 6assr manabx O6Bequ-
HEHHOTO KOMHTETA 10 CTaHIapTaM TOpOIIKoBoi audpakunu — Joint Committee on Powder Diffraction (JCPDS).
DTOT pe3yisTar MOATBEPKIAET TOT (aKT, 9To B TBEPIOM pacTBope SriyNdyFo.y MapamMeTp pereTkn He 3aBUCHT
ot koHrerTparmu Nd.

Pesynerarer POA mokazanu, uro BemmanHa n30eiTka NHyF Bimster Ha pasmep u dpopmy wactuir. [Tpu u30sIT-
ke NH4F 114% ot cTeXxrHoMeTprUYECKOro KOJMYECTBA HAOMIONAIM B COOTBETCTBHH ¢ pHC. 3, a, (onbIT F762) yacTuiib!
Kak Kyouueckoit gopmbl pazmepom 50-300 HM, Tak ¥ iacTunuaror (opmbl mmuHOoH 100-200 HM ¥ TONMIIMHON
okoso 10 M, KoTopble 00pa3ytoT ariomepars! pazmepom 0,4—1 MkM.

[Tpu yBenuuennn n3obitka NH4F 10 120% ot crexuomMeTpru4eckoro KoJM4ecTBa YacTHIIBI UMEIOT B COOT-
BETCTBHH ¢ pHc. 3, 0, (ombiT F812) mnactunuaryio dopmy mmunoit 50-200 HM 1 TonmuuHO#Mi okoo 10 HM.

Heo0xoauMo OTMETHTB, YTO OCAIKH, IOJIyYEHHBIE NpH HCIoib30BaHMU pactBopoB NH4F B m30bITKE
120%, ropasmo Xy»e OTCTamBaJHCh, 4eM OCAIKH, IMONyYCHHBIC TIpU Hcmoib3oBaHun n30biTka NH,F 114%. Ilo-
JYYSHHBIA IKCHEPUMEHTAJIBHBIA (DakT OOBSICHSIETCS MEHbLICH IHCHEPCHOCTBIO OCAIKOB IPU HCIIOJIb30BAHHU
m30erTka NH4F 120% u mopdonorueii — o6pazoBanrneM dacTuil miactTuH4aToi ¢popmel. [1pu n3osiTke NH,4F Mme-
Hee 120% BeoisiBiieHa KyOuueckas Mopdosorus.
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6
Puc. 2. PeHTreHorpammbl NOPOLLKOB C HOMMUHAIbHBIM COCTABOM Sto g93Ndo 007F2,007 NOCNE CTyNEHYaTON NpoKanku:
n36bITok NH4F 114% (onbIT F762) (a); n3bbiTok NH4F 120% (onbiT F813) (6)

&

Puc. 3. 3nekTpoHHOMMKpOcKonuyeckue coTtorpacdum o6pasLioB HOMUHAMNBLHOIO COCTaBa B 3aBUCMMOCTU
ot n3bbliTka NH4F: Sro.993Ndo,007F2,007 (OMNbIT F762) (@) 1 Sro,997Ndo,003F2,003 (ONbIT F812) (6)

Puc. 4. OnekTpoHHOMUKpOCkonuyeckue dpotorpacmm 06pasLoB HOMWHAMBHOMO COCTaBa Nocne TePMUYECKON
obpabotkn npu Temneparype 550—600 °C B 3aBUCUMOCTM OT M36bITKa NH4F: Srg993Ndo 007F2,007 (ONbIT F762) (a)
n Srolgg7Ndovoo3F2,0()3 (OI'IbIT F812) (6)
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[Mocne Tepmuueckoit 06padotku npu Temmeparype 550—-600 °C y mopomkoB HabmMoOnaNM YKPyITHEHNE Yac-
THIT 3a cueT arperupoBanust. [1pu u3obitke NH,F 114% yacTuisr uMenu B COOTBETCTBHH C puC. 4, a, (ormbiT F762)
(hopMy ILIOXO OrpaHEeHHBIX HAHO- U MUKPOKYOOB pazmepom 50-350 um. [1pu u3dsitke NH4F 120%, nnactuHuarsie
YaCTHIIBI B COOTBETCTBHH C pHC. 4, 6, (omsrT F812) mpruobperanu okpyriyio popmy pasmepom 50-200 Hwm.

JlaHHBIC PE3yABTATOB CIEKTPAIBLHO-IMHUCCHOHHOTO aHAaNW3a, MPECTaBICHHBIC B TaONl. 2, MOKa3bIBAIOT,
uto conepkanue Nd B mpokaneHnsix mpu temmeparype 550-600 °C moporikax BIOIHE COOTBETCTBYET 3aaHHO-
MY KOJIMYECTBY, BBEJCHHOMY IIPH CHHTE3€, B Cilydae ero koHueHtpauuu 10 1 mon.%. [Ipu yBennuenun conep-
sxanust Nd Gonee 1 mon.% (ombrter F798 u F814) npoucxoaut oboramenue tBepaoro pactsopa Nd (B cpaBHe-
HUH C ero KOHIICHTPAIMeH B HCXOIHOM BOAHOM PacTBOPE).

Ne ombrra HoMuHaneHEBIA cocTaB 3aaHHOE cofepKaHKE YTouHeHHOE coJepKaHue
h oOpasma Nd, momn.% Nd , mon.%
F762 Sro.993Ndo 007F 2,007 0,7 0,74+0,02
F798 SrovgoNdo‘zonvzo 20,0 23,56+0,35
F812 Sro’gg7Ndo’003F2’003 0,3 0,29i0,02

Tabnuua 2. PesynbraTtbl CNeKTPanbHO-3MUCCMOHHOMO aHanm3a noflyYeHHbIX NOPOLLKOB Nocne NpoKanMBaHus
npu Temneparype 550-600 °C

Panee [26] 6b110 0GHapYXeHO, 4TO HCMOIb30Banue Gombiioro u3obirka NHyF (6omee 100% ot crexuo-
METPHYECKOTO KOIMYECTBA), IPUBOAUT K OOPa30BAHHMIO W3 BOJHBIX PACTBOPOB MOPOIIKOB TBEPAOTO PacTBOpa
Sr1yRx(NH4),F2.xy (R = Yb, Er, Tm) xyOuueckoit uroopuToBoii crpykTypsbL. IIpn 3TOM MbI IIpeIIoNaram, 4ro
BHE/IPEHHE MOHOB PeIKO3eMENbHBIX 31eMenToB 1 NH,' ocylecTpisieTcst myTeM 3aMelleHHs HOHOB CTPOHIIHSI.
Jist noaTrBeprkeHust oOpasoBanus TBepaoro pactsopa Sy yNd(NH,),F2.,y ObLI IpoBeneH XxuMuueckuii aHa-
i3 Ha conepxkanne NH," (oTronka ammuaka MeTonom Kbenbaans), pe3ylnbTaThl KOTOPOTO MPEICTAaBIEHbI B
tabn. 3. Ciexyer oTMeTUTh, 4To TpH Mcnonb3oBanun n30siTka NH4F 10% ot crexmomerprnieckoro KoamdecTna
MBI He HaOJtroziau 00pa3oBaHus TBEpAOTO pacTBopa Sri_, N (NH4),Foixy [19].

Ne Homunansuelii coctas | M306ITOK Conepare NHq T;_[ ;Toe(fgl 1:6212;:11:;0116 p;?;.éoola_gggzec
onbITa obpasia NH4F, % | macc.% Moi.% PO Macc.%/o ’
F762 Srg,99sNdo,007F 2,007 114 0,93 3,10 5,50
F798 SrolgoNdoyzon,zo 120 0,36 1,36 3,64
F799 Sro.0sNdo 0oF 200 120 0,38 1,29 4,57
F812 Srg,097Ndo,003F 2,003 120 0,25 0,85 3,00
F813 Sro’gggNdo’007F2’oo7 120 0,27 0,91 2,85
F814 Sro,985Ndo,015F2 015 120 0,32 1,09 241

N
Tabnuua 3. PesynbraTtbl XMMWYECKOro aHanusa Ha cogepxaHue noHa NHy

[Ipu CpaBHEHMM PE3yJbTATOB XMMHYECKOTO aHaIM3a CHHTE3MPOBAHHBIX 00pasioB Ha coxepkanne NH,"

HEOoOX0/IMMO BBIICIUTH JBE OCOOCHHOCTH.

1. Ilpu ucnonn3oBanuu u3obiTka NH;F 114% npoucxomur oOpa3oBaHue KPYMHBIX YacTUIl KyOU4eckol (hopMBI
¢ Gonbmmm cozepxanreM NH,'. PasMepbl 4acTHIl NP 3TOM JOCTHIalOT COTEH HaHOMETpoB. M36brTox NH,4F
120% mpuBoanT K 0Opa3oBaHUIO OOJIee MENKHMX YacTHIl OKPYIIIOW ()OPMBI C MEHBLIMM COJEp)KaHHEM HOHa
NH,". Tlo Bceil BeposTHOCTH, conepxanune nona NH," B MeKux gacTHax OTpaXkaeT ero couepkaHue B 00-
PpasyroIMXCcs TBEPABIX pacTBopax. B To ke BpeMms BhIcokoe cojeprkanue nona NH,' B KpymHBIX yacThIax
OTpaXkaeT ero CyMMapHOE COZEpKAaHUE KaK 3a CYeT 00pa3yIoIIerocsi TBEPIOro pacTBOpa, Tak M 3a CUET €ro
CoIepKaHUsI BHYTPU BECbMa BEPOSATHBIX ITyCTOT/KaBEPH, KOTOPHIC 3a4aCTYI0 00Pa3yoTCs IPH POCTE KPYIIHO-
OJIOYHBIX YACTHI pa3MEPOM COTHH HAHOMETPOB.

2. Puc. 5, orpaxaroniuii U3MEHEHHE COMIEPKAHUE NH,* B 3aBucumocTH ot koHrenTpanuu Nd B mcxomHoM pac-
TBOPE, HAIIIAHO MILTIOCTPUPYET, YTO NpHU yBenudeHuu copepkannu Nd mpoucxomut JvHEHHOEe yBEnndeHne
COZIep)KaHue aMMOHHS JI0 HEKOW TpeJIeNIbHOM BEINYMHBI, KOTOpas BIIOCIECICTBUM HE M3MEHSETCS JaXe MpH
JIeCATUKPATHOM yBenuueHuu comeprkanust Nd. B pesymsrare MOXHO TOBOPHTH O CYIISCTBOBAHHH MPEIEITh-
HOM1 KOHLICHTpaluu NH,* B KPUCTAJNIN4ECKON CTPYKType TBEPAOIO pactBopa
Sr1yRy(NH4),F24,y B KommuectBe He Gonee 1,36 mon.%. CymecTBoBaHHE NAHHOTO IIpeena He BIHACT Ha
npenenpHoe cofepxkanne Nd, KOTopoe MpoJoiKaeT YBeIMIUBATHCS 10 MEpe YBEIUYCHHUS €r0 KOHIICHTPALIMU
B HCXOJHOM pAacTBOpe, 4YTO MOATBEP)KIAAETCS B COOTBETCTBMM C TaOn. 2 JaHHBIMU CIEKTPaJIbHO-
9MHCCHOHHOTO aHAU3A.
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Puc. 5. 3aBucumocTb coaepxanus NHs" oT koHUeHTpauuu Nd B TBepoM pacTeope
Sr1x-yRx(NH4)yF21x—y Mpy n36biTke NH4F 120%

3akjoueHnne

HccnenoBanbl MPOLIECCHI TTOJTYYEeHHS YIBTPAIUCIIEPCHOTO, TOMOT'€HHOTO MOPOILKA
Sr,-Nd,F., (x= 0,003-0,2) ¢ ucnons3oBanueM B kadecte (propupyromero arenra NH4F, B3sitoro ¢ n3bsirkom
114%-120% ot crexuomerpuu. Mcnonp3oBanne NH;F B m30piTke 114%-120%, oGecrieunBano moiydeHue
tBepaoro pactBopa Sri_yNd(NH,),F2., Kybuueckoil GuroopuToBoil CIPYKTYpBI, YTO HOATBEPHKACHO PE3yIib-
TaTaMy XMMHYECKOTo aHaimu3a MeToxoM Keenbnans.

YcraHOBIIEHO, 4TO MOP(OIOTHS U pa3Mep 0Opa3yroIerocss NpoAyKTa 3aBUCAT OT BEJIWYMHBI M30BITKA
NH4F. TIpu BapsupoBanuu Benmuunbl n30biTKa NH4F ot 114% no 120% BeisBICHO HM3MEHEHHE MOP(HOIOTHH
YacTHIl — OT HAaHO- U MHUKPOKYOOB /10 TIIACTHHYATOH (opMbl. Pasmep yacThI] 3HAYUTEIFHO YMEHBIIAJICS C yBe-
nunueHreM u30biTka NH4F ot 114% no 120%. [ocne TepM0o0oOpabOTKY MOMYYCHHBIX MOPOIIKOB MPOUCXOIHIIO
YKpYITHEHUE YacTHll KyOuueckoit Mopdosorun o pasmepa 50-350 M 0e3 m3MeHeHHst UX (Gopmbl. YacTUIlbl
IUTACTHHYATOW (hOPMBI MOCIIe TepMOOOPabOTKH mpruobdperanu okpyriyo Gopmy pazmepom 50—-200 am. Obe mo-
JTydeHHble muxThl, Ipu n30bITke NH4F 114% n 120%, nmepcneKTUBHBI A1k HCHOJNIB30BaHKS B TEXHOJIOTHH TTOJTY-
YEeHUS KEPAMHUKH METOIOM TOPSTYEro IPEecCOBAHMS.
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