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AHHOTANMSA
Ipeamer uccaenoBanus. VccienoBano BiausHue Cynb(hara aMMOHHUS, BBEJICHHOTO Ha PA3IMYHBIX CTAIUSIX TONyYCHHUS Kepa-
MHYECKUX MOPOIIKOB Ha COEPKAHUE MTpUMECeii, MOP(OJIOTHIO U CTEIICHB arioMEepaIlii MOPOIIKOB OKCUTHIPATOB M KEPaMu-
4ecKux nopoukos. Meroa. CHHTE3 HOPOIIKOB-IIPEKYPCOPOB OCYIIECTBISIICS METOIOM 00paTHOTO reTepoda3HOro ocaIeHuUs
13 XJIOPUAOB crocoOoM pacibiieHus. CHHXPOHHBIH TEPMUUYECKUI aHaIU3 TOPOIIKOB OKCUTHIPATOB MPOBOAMIICS METOIAMU
muddepeHnraIbHO-CKaHUPYIOIIEH KaTopuMeTpur B TepMorpaBuMeTpun. CopepkaHne MpUMEcei XJopa U cepbl B OPOIIKaxX
OKCUTHJIPATOB M KEPAMHUYECKUX MOPOIIKaX ONMPENCISIIOCh METOAOM DHEPTOAUCIIEPCHOHHOTO aHAJIN3a DJIEMEHTHOTO COCTaBa.
Mopomorus SKCIepuMEHTATBHBIX 00pa3lioB OLCHUBAIACH TI0 JAHHBIM PACTPOBOM 3IEKTPOHHON MUKpOCcKomuu. OrpeeieHne
BEJIMYUHBI CTEIICHH arIOMEePalliH KePaMIYECKUX IMOPOIIKOB BBITIOJIHEHO ¢ IIPUMEHEHUEM METOJIOB PEHTTEHO(DA30BOT0 aHAII3a H
ra3oBoi ajcopbiuu bpynayspa, Ommeta u Temiepa. OcHOBHBIE pe3yabTaThl. [lokazaH NONI0KUTETBHBINA 3(DPEKT MPUMEHEHHS
cynbdara aMMOHUSI Cpa3y Ha HECKOJIbKHUX CTAHUSAX MOMYYCHHUS] KEPAMUIECKOTO TIOPOIIKA: XUMUIECKOE COOCAXKICHHUE, OTMBIBKA,
ne3arperanys. C IpUMEHEHHEM yCOBEPIIEHCTBOBAHHON METOJMKH CHHTE3a MOTy4eHbI MaJI0arJIOMEPUPOBAHHbIE (CTEIICHD arvlo-
Mepaiuu MeHee 10) HAHOTIOPOIIKH C YAETbHOM TIIOIIA/IBI0 MOBEPXHOCTHIO 12,4 M2/T. [IpakTHYecKast 3HAYMMOCTD. [ToyueHb!
00pas3Ibl ONTHYECKOH KepaMHUKH CO CBETOIPOITYCKaHHNEM B BUAMMOM 1 OnmkHEM HH(pakpacHoM auamnazone 6omnee 80 % Ge3
ydeTa MoJ0C MOTIOMICHUS UTTEPOUSL.

KiioueBble ci0Ba
rpaHat, 00paTHOE COOCaKACHHE, UCIIEPCAHT, IPUMECHBIN COCTaB, KepaMIUEeCKHE MOPOIIKH, HaHomopomki YAG: YD, yaensHas
TOBEPXHOCTh, CTENICHb arJIOMEpaLluy, Ipo3payHasi KepaMuKa, ONTHYecKas: KepaMuKa

Baaronapuoctu

HUccnenoBanue ObLIO MPOBEACHO NpH mojaepkke DoHa MEPCIEKTHBHBIX HCCeA0BaHui, qoroBop Ne 6/023/2014-2017 ot
15 nexabpst 2014 1. KoniekTrB aBTOpOB BIpaxaeT OnarogapHocts corpyaaukam PXTY um. JI.W. Menneneesa H.A. [Tonooii
n npodeccopy E.C. Jlykuny 3a nomors B popMHUpOBaHUN HAYYHOTO 33/1el1a 10 TEMATHKE MOTy4YeHHs] HAaHOIOPOIIKOB Ha OCHOBE
YAG cnoco6oM pacibUIeHHs U1l ONITHYECKU MPO3PavHON KEPAMUKU.
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Abstract

Subject of Research. The paper considers effect of ammonium sulfate, introduced at various stages of ceramic powders
production, on the impurity content, morphology and degree of agglomeration of oxyhydrate powders and ceramic powders.
Method. Synthesis of precursor powders was carried out by the method of reverse heterophase precipitation from chloride salts
by spraying. Synchronous thermal analysis of oxyhydrate powders was carried out using differential scanning calorimetry and
thermogravimetry. The content of chlorine and sulfur impurities in oxyhydrate and ceramic powders was determined by the
method of energy dispersive analysis of the elemental composition. Morphology of the experimental samples was evaluated by
scanning electron microscopy. Determination of the agglomeration degree for ceramic powders was carried out by the methods
of X-ray phase analysis and gas adsorption of Brunauer, Emmett and Teller. Main Results. The research has shown positive
effect of the ammonium sulfate usage at several stages of the ceramic powder production at once (chemical co-precipitation,
washing, disaggregation). By applying an improved synthesis method, low-agglomerated (degree of agglomeration is less than
10) nanopowders with a specific surface area of 12.4 m2/g were obtained. Practical Relevance. Optical ceramics samples with
the light transmission in the visible and near-IR range of more than 80% without taking into account the absorption bands of
ytterbium were obtained.
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BBenenune

Hanomopomku UTTpHif-aIFOMIHIEBOTO TpaHarta, JerupoBanHoro urrepoueM (YAG:Yb), momydunu mmpokoe
pacmpocTpaHeHHE B KaueCTBE OCHOBBI TSI M3TOTOBIICHHS KEPaMUYECKIX aKTHBHBIX Tell Ja3epoB [1]. Haubomee
pacrpocTpaHeHHBIMHE CIIOCO0aMH CHHTEe3a HaHOMOPOIIKOB YAG:Yb, 06ecneqnBaromnMe BEICOKYIO XUMHUIECKYIO 1
(hazoBYIO OTHOPOJHOCTH, SBJISIOTCS pa3IMUHbIE BAPHALIMU METO/Ia XUMUIeckoro ocaxnenus [2—4]. K ero megocrar-
KaM CJIEAYET OTHCCTH BO3MOXKXHOCTD 3arpA3HECHNUA CUHTC3UPYCMbBIX ITOPOIIKOB MOOOYHBIMU IpOAYKTAaMU PCAKIIHU.
TexHOMOrHUs ONTHYECKH NPO3PAYHON KepaMUKHU TpeOyeT MPUMEHEHHs clIab0aroMepupoOBaHHbIX HAHOIOPOIIIKOB.
J1J1s1 BBIITOJTHEHHMS TAHHOTO YCJIOBUS MPUMCHSIIOT Pa3JIMYHbIC UCIICPTUPYIOIINE areHThI [, 6], B 4acTHOCTH, Cy/abhar
amMonwust. [IpuHIMIT ero JeHCTBUS 3aKIII0YaeTCst B yBEINYEHNH (-IIOTEHIMaIa TOBEPXHOCTH YaCTHI] 3a CUET aJIco0-
UM CYAb(AT HOHOB M ITOCIIETYIONINM YBEIHYSHUH CHJI OTTAJIKUBAHUS MEXAY YacThiami [ 7]. CHHTe3upOoBaHHBIE
B NIPUCYTCTBUU CyJb(]aTa aMMOHUS TIOPOLIKH, KaK IPABUIIO, MIMEIOT 0ojiee BBICOKYIO YIICJIbHYIO TOBEPXHOCTH U
MEHee arTIOMEPUPOBAHEI TI0 CPABHEHHIO C ITOPOITKAMH, ITOTYYCHHBIMA Oe3 aucnepcanTa [8, 9]. OqHako BIUSHIC
cynb(haTcomepKaIux JUCICPrUPYIONINX aTeHTOB Ha MIPUMECHBIH COCTaB HAHOITOPOIITKOB Ha OCHOBE MOJTYTOPHBIX
okcnoB U YAG B IHTEpaTypHBIX HCTOYHUKAX PACKPHITO HETOCTaTOYHO. Kpome Toro, cyapdar aMMOHHS 00BIIHO
JO0ABIIAIOT UCKITIOUNTEIFHO B PACTBOP COJICH MPH OCaKJCHUH, HE PAaCCMaTPHUBAasi BO3SMOKHOCTD €0 MTPAMEHEHHS
Ha IPYTHUX CTaIHIX.

B pamxax mpeaBapHUTEIbHBIX SKCIIEPUMEHTAIBHBIX HCCICAOBAaHUN OBLIO BBISBICHO, YTO B HAHOIIOPOIIIKAX
YAG:YDb npucyTCTBYIOT He)KelaTelbHbIe IPUMECH XJIOpa, KepaMU4eCKUe MOPOIIKH COIEPIKAT B CBOEM COCTaBe
JKECTKHE arlioMeparbl U XapaKTEePU3YKTCsS Majlol y[eJbHOM MOBEPXHOCTHIO M BHICOKON arnomepanueil. JlaHHbie
XapaKTEePUCTUKN HE COOTBETCTBYIOT TPEOOBaHUSM K ITOPOILIKAM JUIsl TPO3PAYHON KEPaMUKU M CYLIECTBEHHO
CHIDKAIOT CBETOMpOIycKanue o0pasios [10—12]. B ¢Bsi3u ¢ 3TUM 1ebI0 TaHHOH paboThl OBLJI0O MUHUMHU3HUPOBATh
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COZICPIKaHUC HEKCIIATCIIbHBIX HpHMeCCﬁ B NIOpOLIKaxX, YBEJINYUTH BEJINYNHY yI[eJ'II:HOﬁ TMOBEPXHOCTU C OJHOBPEC-
MCHHBIM CHUKXCHUECM K03(1)(1)I/I]_[I/I€HT2[ arjioMmepanuu.

Marepuajbl 1 METOIHKA IKCIEPUMEHTA

Jlist osTydeHusi HAaHOTTOPOLIKOB OBUTH MCIIONIB30BaHbI CIIEAYIOIINE MaTepralibl: aMMHaK BOAHBIN (25 %,
OCY, CurmaTexk), amomunuii xiopus rekcaruapar (99 %, Acros Organics), UTTpuii Xopus rekcaruapar (99,9 %,
Chemical Point), urtep6mii xmopux rexcarunpart (99,9 %, Chemical Point), ckarmuit xmopuz rekcaruapar (99,9 %,
3PM), cynbdhar ammonust (99 %, CraBpeaxum), cripT 3THIOBBIH (95 %, ®Pepeiin). s cuHTE3a MOPOIIKOB Ipe-
KypCOpOB MPUMEHSIN METo, 00paTHOTO rerepodaznoro coocaxkaeHus. OCHOBHBIE MapaMeTPhl SKCIEPUMEHTA
npezacTasieHsl B Tabm. 1. [Ipomecc Bean cmocoboM pacTblIEHUs FOPSYEro KOHIIEHTPUPOBAHHOTO pacTBOpa coseit
(120 &+ 5 °C) B oxnaxkaeHHbIi ocaautenb (0 + 5 °C, mecTuKpaTHBIA H30BITOK) MO/ IAaBJICHHEM CKATOTO BO3AyXa C
WCTIOJIb30BaHUEM CTEKIISTHHOTO JaboparopHoro pacnbumntens [13]. B kauecTBe criekarornieid 100aBKH UCTIONB30BAIN
COJb CKaH/MS CBEPX CTEXHOMETPHHM IpaHarta B KonuuecTse 2 aT. % [14]. B xauecTBe ocaguresns NpUMEHsIIM aMMHUaK
BozHbIN (A-01, A-02) nim 0,45M pactBop cynbdara ammonus B ammuake (A-03—A-06). Ocanok noasepraiu a-
KyYMHOI (DPMIIBTpAIN U OTMBIBAJIU JJIsI YA I€HHsI ITPOLYKTOB peakiyu Booi (A-01, A-02) mim BoaHBIM pacTBOPOM
cynbdara ammonust (A-03—A-06). O6bem pacTBopa cocrasisut oT 3,75 10 30 qm3 u3 pacuyera Ha 100 r rotoBoro
nopoika. [Topomky noxseprag MOKpOMy IIOMOJIY LIapaMH M3 JHOKCHIA LUPKOHUS B IUIAHETAPHOW MEJIbHHIIC
Pulverisette 5 B Teuenne 30 MmuH. B kauecTBe pasMonbHON cpesbl npuMeHsun 3tanoln (A-01-A-03) wn pactBop
cynbhara ammoHus (A-04—A-06). CycrieH3HI0 MOpOIITKa M Pa3MOIBHON CpelIbl TIOCTe e3arperaiy OTACIISIIH OT
mapoB u cymma pu 60 °C (A-01-A-04), mn6o oTAeNsuN JKUAKOCTE ¢ TIOMOIIBIO OTIEPAIiH ICHTPU(YTHPOBAHIS
u 3ateM cymmn ocanok (A-05, A-06). Cepus A-01 mpencrapisiia co00it 00pa3Isl CpaBHEHHS.

Tabnuya 1. OCHOBHBIC TapaMeTpPbI SKCTIEPUMEHTA

Cunres Jle3arperanus
Cepust Ocamurens IIpombIBOUHBIH O6beM pacTBopa, PazmonpHas Ierrpugpyruposass
capre pactBop am3/100 © cpena CHTPHOYTHPO ¢
A-01 AMMUAaK BOIHBII Bopa genonusosan- | 3,75 Dra”on Her
Has
A-02 To xe To xe 30 » »
A-03 0,45M p-p cynedara | 0,045M Bonnsrii p-p | 3,75 » »
aMMOHUSI B aMMHUaKke | cyibdaTa aMMOHHS
A-04 To xe To xe 3,75 0,45M BoaHBIH p-p | »
cynb(ara aMMOHUS
A-05 » » » » 3,75 To xe Ja
A-06 » » » » 10 » » »

Hanonopomku YAG:Yb nosyueHs! py MpoKaIMBaHUH Jie3arpernpoBaHHbIX okcuruaparos rmpu 1100 °C B
TeyeHue 2 4 B BeICOKoTemIiepaTypHoii neun Nabertherm 40/17. 3arem kepamudeckue nopomkn YAG:Yb m3mens-
YaJii B Cpejie STHIIOBOTO CIMpTA B IIaHeTapHOH MenbHune Pulverisette 5. [Tocie cymkn kepaMuiaeckne MOPOIIKH
MIPECCOBANIM B IUCKU U CIIEKATH B BaKyyMHOH meun mipu temreparype 1820 °C B Teuenne 20 4. 3aroTOBKH TOCIE
criekaHus oTxurany B meun Nabertherm 16/16, mumdoBanu i moampoBasi.

Jost otteHKH (ha30BOTO COCTaBa J1€3arpernpOBaHHbBIE TIOPOIIKN OKCUTHIPATOB JIOMOJIHUTEIBHO MPOKAIMBAIIN
npu temneparype 1600 °C B BeicokoTeMiieparypHoii ieun Nabertherm 40/17 B Teuenue 2 u.

CUHXPOHHBII TEPMUYECKHUIT aHAJIN3 TIOPOLIKOB OKCUTHJIPATOB OCYIIECTRISUIN MeToaMu quddepeHnnab-
Ho-ckaHupytoleit kanopumerpun (DSC) u Tepmorpasumerpun (TG) co ckopocTbio Harpesa 25 °C/MuH B auara-
3oHe oT 25 110 1150 °C na npudope Netzsch STA 449 F5 Jupiter (Netzsch, I'epmanust). B kauectBe nporpaMMHOro
00eCIIeYCHNUs UCTIONB30BaIH makeT nporpamm Netzsch Proteous-Thermal Analysis v. 6.1.0.

Mopdooruio u 31eMEeHTHBIH COCTaB 00pa3loB MCCIIEI0BAN C TOMOIIBI0 PACTPOBOTO JIEKTPOHHOTO
mukpockoria MIRA-LMH c cucremoii onpenenenus anementHoro cocrasa Aztec Energy Standard/X-max 20
(standard) — Tescan, Yexus. I'panynomerpuyeckuii cocTaB MOPOIIKOB OKCUTHIPATOB ONPEAEISIIM METOIOM JIa-
3epHoit qudpaxmrm (Analysette 22 MicroTec Plus). st onmpenenenst ha3o0BOTo cocTaBa U M3MEPEHUS TapamMeTpa
PEIIeTKH NCTIONB30BaId pEHTIeHOBCKHI nudpakromeTp Empyrean (PANalytical, Hunepnanmsr). Benmmanny obma-
ctn KorepeHTHoro paccestaust (OKP), mprMepHO COOTBETCTBYIONIYIO CPETHEMY ANAMETPY KPHCTALTHTOB (Dypp),
paccuuThIBAIM 10 JudpakTorpaMMe ¢ UCTIONIb30BaHNeM ypaBHeHHs Llleppepa. YnenbHyo miomans noBepxXHOCTH
MOPOIIKOB (Spg7) ONpENeNsiIi METOJOM ra3oBoi aacopOuun bpynayspa, Ommera u Tennepa (BOT) ¢ momomnrsio
3Flex (Micromeritics, CIITA). Ha ocHoBaHuM 1aHHBIX 00 yaensHO# moBepxHocTH (SBET), a Takke peHTreHOBCKOI
moTHocTH YAG:Yb (p) paccuuThiBaIy CpeJHUM AuaMeTp aromeparoB Dgpr o ¢opmyne (1):
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Dggr=6/(pSpgy)- (1)
3arem 1o Gopmysie (2) pacCUUTHIBAIN CTCIICHD ariioMmepaliuu (n, oTH. ex.) [15]:
n = (Dpg1/Dxpp)® - (2)

BenuuuHy cBeTONpOIyCKaHUsl 00pa3loB ONTHYESCKOH KepaMUKU ONMPEesisuld B AUAa3oHe JUIMH BOJH
500-1050 a™ (ciekrpodoromerp CD-56 JIOMO, Cankr-IletepOypr).

Pe3yabTarsl U MX 00CyKIeHUE

Ha puc. 1 npezacraBiieHbl pe3yabTaThl HCCIEIO0BAHUS JIEMEHTHOTO COCTaBa IOPOILIKOB IPeKypcopos. B
coCTaBe MOpOIIKa OKCUruaparoB cepun A-01, TOMUMO OCHOBHBIX KOMIIOHEHTOB, IIPHCYTCTBOBAJIO 3HAYNTEIBHOEC
KOIHYECTBO XJopa (5,5 ar.%).

Ha naganbpHOM STare sKcrepuMeHTa OLEeHUBAIN BO3MOXHOCTD ITOJTHOTO YAAJICHUS IPUMECEH XJ1opa IyTeM
TIIATEIEHON OTMBIBKH Ocajka. KauecTBO OTMBIBKM KOHTPOJIMPOBAIHN ITyTeM n3MepeHust pH MMpoMBIBHBIX BOZ Ha
BBIXOJIE U3 BOPOHKHU Broxuepa. IIpu yBennyeHnn o6bema poMbIBOYHOr0 pacteopa a0 10 am3/100 r (ctanaapTHbIH
00beM IPOMBIBOYHOIO pacTBopa 3,75 1m3/100 ) pH npoMbIBHBIX BOJ ObLI HERTpaibHbIM. OHAKO IPH IPOBEIE-
HUU Ka4e€CTBEHHOHN peakiuu (BbIMaeHIe OeNI0oTo ocaaka IMpH BO3IEHCTBHM pacTBOPOM HHUTpara cepedpa) ObLIo
3a()KCUPOBAHO NPHCYTCTBIE HOHOB XJIopa B pacTBope. [lpu nanbHelinem yBeIn4eHHH 00beMa IIPOMBIBOYHOTO
pactBopa BoTh 10 30 am3/100 (tabmn. 1, A-02) mo-npexHeMy HabIHONANI0CH IPUCYTCBUE TIPUMECH XJIOPa B Pac-
TBOpE (KaueCTBEHHAs peaklys) U B MOPOILIKE OKCUTuaparoB (2 at.% — A-02, puc. 1).

olo_ ECl Es //
i B %

A-01 A-02 A-03 A-04 A-05

>
]
(o

Puc. 1. IlpumecHBIiT COCTaB A€3arpernpOBaHHBIX MTOPOIIKOB OKCUTHIPATOB

HeB0o3MOXKHOCTD TOJHOTO YIAICHUsI TIPUMECH XJI0pa U3 MOPOIIKA OKCUTHJIPATOB MTYyTEM OTMBIBKH, BEPOSITHO,
CBsI3aHA HE TOJBKO C CHJIbHOM ajIcopOIMeil JaHHO# PUMECH Ha MOBEPXHOCTH MOPOIIKOB OKCUTHAPATOB, HO U C
(hopMoii 1 pa3MepoM YacTHll, TOJYYSHHbBIX IIPH CHHTE3e (puc. 2).
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Puc. 2. PacnipesiernieHre 4acTHII 10 pa3MepaM, MOJyYeHHOE METOIOM JIA3EPHOTO TUPPAKIHOHHOTO aHaIu3a (a),
U PacTpoBast AEKTPOHHASI MUKPOCKOIHS TIOPOLIKOB OKCHIHAPATOB (6)
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CoracHO JaHHBIM Jla3epHOro AU(PaKIMOHHOTO aHanu3a (puc. 2, a), paclupeeleHne YacTHIl 110 pa3Me-
paM IOPOIIKOB OKCUTHAPATOB OJIM3KO K MOHOJMCIIEPCHOMY, pa3Mep arperatoB He npesbimaer 100 MkM. AHanu3
MHUKpodoTorpaduii pacTpoBOi MEKTPOHHON MUKpocKkornuu (POM) mokasai, 4To arperarsl U arsioMepaTbl UMEIOT
MIPEUMYIIECTBCHHO chepruecKyro Gopmy, MO0 TPEACTABISTIOT CO00H «ocKoIKm» chep (puc. 2, 6). Takas hopma
o0ycIIOBIICHA MTapaMeTpaMH pacibUieHHs. [IOpOIIOK OKCUTHAPATOB COCTOSUT H3 CHIIBHOATTIOMEPUPOBAHHBIX HAHO-
gacTuIl co cpeqHuM pazmepom 30 HM. CHIIbHAS aryioMepaItis HAHOYACTHIT TIPETITCTBOBAJA YIAJICHHIO IPUMECEH,
HAXOISIIUXCS BHYTPH arperaroB. TakuM oOpa3oM, mpobieMa MPUMECH XJI0pa MOXKET OBITh PeIieHa TOIBKO MPH
KOMIUTEKCHOM TIOZIXO/IE K TTpodiiemMe 1 TpeOyeT Moau(HUKaIlii TOPOIIKOB OKCHTHIPATOB, 3aKTIOYAIONICIiCS B CHU-
JKCHUU CTENICHH UX arJIOMEpaIny.

J1J1st CHYDKEHUSI CTEeTIeHH ariioMepanyi ObUT IpUMEHeH cyiab(ar ammonust. [Ipu nodaBiennu cynbdara am-
MOHHMS Ha CTaJlU CHHTE3a KaK B OCATUTENb, TAaK U B IPOMBIBOYHBIN pacTBOp (A-03), 6bUIH MOTYUYEHBI TTOPOIIKH
OKCHUTHJIPATOB C OoJiee PhIXJION CTPYKTYpOii (pHc. 3, @) o cpaBHEHHIO ¢ Mopouikamu 0e3 nucnepcanra (puc. 3, 0).
OIHOBpPEMEHHO C 3TUM COJIEp)KaHUE XJIopa ObUIO CHUKEHO JIO TOTO )K€ YPOBHS, KOTOPBIM OBUI IOCTUTHYT NPH
HCIIOJIB30BaHUK OOJBIIOTO KOJIUYECTBA MPOMBIBOYHOTO pacTtBopa (puc. 1, A-02 u A-03).

JlanHblil 5 GeKT NpeAnoNnoXUTeNIFHO CBsI3aH Kak ¢ M3MeHeHneM Mopdosoruu gactur (puc. 3, 6), Tak u ¢
3aMelIeHIEM XJIOpa HOHAMH Cylb(ara B COOTBETCTBHH C 3aKOHOM a/ICOPOIIMOHHOTO 3aMEICHHS 3a CUET OOJIbIIETO
aJcopOIMOHHOTO cponcTra [16].

Puc. 3. PacTpoBast 2JIeKTpOHHASI MUKPOCKOIIHS JIe3arperHpPOBaHHbIX TOPOIIKOB OKCHIH/IPATOB, HOJYYEHHBIX 0€3 IPHMCHEHHUS
JicniepcanTa (a) U ¢ IpuMeHeHneM (6)

[TockosibKy MOPOIIKK OKCHTHAPATOB MOCI]E CHHTE3a COJEePIKAT B CBOEM COCTABE JOCTATOUYHO KPYIHbIE
arperatbl HAHOYACTHII, TPEIIOJIIOKHUTEIBHO UIMEHHO UX BHYTPEHHSSI TOBEPXHOCTH COACPIKUT B CBOEM COCTaBE
HeyfasieMble paHee opoOOBaHHBIMHU CIIOCOOaMK IPUMECH XJI0pa. J{yist Toro 4To0bI HACKITUTE CYIIb(aT HOHAMH, B
TOM YHCJIE ¥ BHYTPEHHIOIO TOBEPXHOCTD IIOPOIIKOB OKCUTHJIPATOB, a TAK)KE CHU3HUTH COJIep)KaHNe CHIIbHOAICOPOHU-
POBaHHBIX IPUMeECEH XJ10pa, ObLT OIPOOOBaH crOco0 BBEICHHUS JIMCTIEpCaHTa Ha CTNH Jie3arperaiy OpPOIIKOB
oxcuruaparoB. Cynb(ar aMMOHHS HEPACTBOPHUM B CTAHJAPTHBIX Pa3MOJIBHBIX CPEAaX, TAKMX Kak alleTOH U ATaHOI,
MI03TOMY B Ka4€CTBE PACTBOPUTEIIS TPUMEHSIIH ICHOHN30BaHHY0 Boxy. JloOaBneHne cyabdara aMMOHHS HA CTaIUN
Jie3arperayy Mpyu COXpPaHEHUH CTAaHIAPTHOM MPOIEeTyphl CYIIKHA HE 0Ka3ajo BIMSHHE HA COACPIKaHHUE XJIOpa B
MOpOIIKax okcuruaparax. OHAKO IIPU OTASICHUH PAa3MOIBHON CPEbl IyTeM HEHTPU(YrupoBaHis OblIN yaaIeHbI
BOJOPACTBOPUMBIE KOMIOHEHTBI, COJCPIKAILNE XJIOP, KOTOPbIE BEICBOOOXK/IAINCH C TOBEPXHOCTH TMOPOIIKOB BO
Bpems nesarperanun. Conepikanue xjaopa ObUIo CHIDKEHO 10 koiudectBa menee 0,5 at.%.

Ha 3aBepinaroineii crajuu 3KCIepUMEHTa ObLT yBeIrYeH 00beM OTMBIBKH ¢ 3,75 mo 10 1 (A-06), 9To B
KOMILJIEKCE C BBEICHHEM CyJb(haTa aMMOHUSI Ha CTAJMU CUHTE3a U Jie3arperaliu U yaajJeHueM BOJ0PaCTBOPUMBIX
npuMecei Tpu NeHTpU(YTHPOBAHUN MTO3BOJIMIIO CHU3HUTH COJep KaHue IpuMecH xJiopa 6oisiee uem B 100 pas ¢
5,5 10 0,05 at.%. Taxke ciemyeT OTMETUTb, YTO IPUMEHEHHE IEHTPH(YTHPOBaHUS U TOTIOTHUTEIBHON OTMBIBKH
TTO3BOJIMJIO YAJIUTH M30BITOYHOE KOJIMYECTBO cyibdara ammonus. Ero copepxanue B pesyabrare SKCIIEpUMEH-
Ta OBUTO 3aMKCHPOBAHO MPHUOIN3UTEIHHO HAa TOM K€ YPOBHE, YTO U IIPH MCIOJIB30BAHUM CyIb(]ara TOJIBKO Ha
CTaJM{ CHHTE3a, OTHAKO ILIONIA/(b IOBEPXHOCTH, OOOTalIeHHasl JUCIICPCAaHTOM B CIIydae MPUMEHEHNUs Cyabdara
aMMOHUS JIOTIOJTHNUTEIBHO U Ha CTaJINM Jie3arperann, Oblia BhIIIE, YTO TMOJOKUTEIBHO CKa3aJI0Ch HA CBOWCTBAX
KepaMHU9IeCcKuX MopommkoB YAG:Yb.

st onpenenenus Temneparypsl (pa3zoBoro nepexoja U periucTpariy IoTepru Macchl IPOBOIUIN CHHXPOH-
HBIIl TEPMHUYECKHUI aHAIN3 Ae3arperupOBaHHBIX HOPOLIKOB OKCHUIMAPATOB MeToAaMH JuddepeHInanIbHO-CKaHH-
pytorueit kanopumerpuun (DSC) u repmorpasumerpun (TG). Kpussie DSC/TG, MiutiocTpUpyIOIIne TEPMUYECKHE
MpEeBpaICHUs, ITPOUCXOAAIIHNE B IMTOPOIIKAX OKCUTUAPATOB, IPEACTABICHBI HAa pHUC. 4,

Amnanu3 kpuBoii TG moka3aj, 4To HauOOJIbIIIAs TIOTEPsT MACChl IPOUCXOAUT MPH Temieparypax 10 400—
450 °C. launblit 3¢ dexT 00yCIIOBICH MOTEPEi a1cOpOMPOBAHHOI BJIark U KPUCTAJUIN3AIMOHHO-CBSI3aHHOW BOJIBI.
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B o6pasiie, cunresnpoBaHHOM 0e3 cynb(dara aMMOHHs1, HAOIIOaeTCs JIOKaJIbHAS [TOTEPsI MAcChl IPH TEMIIepaType
(azoBoro nepexona (oxoiso 922 °C), BEpOsSITHO, CBSI3aHHAs C BEICBOOOKICHUEM YaCTH aJICOPOUPOBAHHOTO XJIOpa
B mporecce popMupoBaHus (a3sl rpaHara. B oOpasiie ¢ cyinb(aTtoM aMMOHHSI CYIICCTBCHHAS JIOKATIbHAS ITOTEPS
Maccol (okoo 10 %) mabmonaetcs B nuamna3one 960—1150 °C, 4ro cBS3aHO C TEPMHYCCKUM PA3IOKECHUEM U JIC-
copbumei cynb(aTHBIX TPYI. DTOT HPOLECC COMPOBOKIAETCS SHAOTEpMHYECKUM KoM Ha kpuBoit DSC. Ilpu
OoIree BBICOKHX TeMIIEpaTypax MOTEPH MacChl B 00pa3iax He HaOI0NAI0Ch.

100 2,0
922 °C
9 N 959 °C
B : [ 130
~
o\i 801 R 6e3 cynbdara \_ r §
E |¢ cynbdaTomy aMMOHHUS % g
ammonus [/~ /N 09
70 T 2 Q
/7 TV EER—— Q
60 - A
1,0
50 T T T T

50 250 450 650 850 1050

Temneparypa, °C

Puc. 4. CuaxponHblii Tepmuueckuii ananus (DSC/TG) ae3arperupoBaHHBIX MOPOIIKOB OKCUTHAPATOB, CHHTE3UPOBAHHBIX C
HPUMEHEHHEM Cylib(ara aMMOHUS U €3 Hero

Ha xpusoii DSC naGmonarorcest sk30TepMudeckue QEKThl, CBI3aHHBIE C Pa3JIOKEHUEM T'HJIPOKCHIO0B U
00pa3oBaHMEM OKCHJIOB MeTaIIOB B MHTepBajie Temneparyp 50-800 °C, a taxke (a30BbIM IEPEX0I0M IpaHaTa
(maxcumyMsl ipu 922 1 967 °C cootBeTcTBeHHO). CMeIeHne TOUKH (a30Boro repexoia B 001acTs 6osee BBICOKHX
TemIieparyp oOyCIIOBJIEHO BIMSHHEM Cylb(ara aMMOHUS, YBEINUUBAIOIINM CHIIbI OTTAIIKUBAHUS MEXKIY 4acTH-
LIaMH 3a CUET MPHUCYTCTBHA CyIb(aT HOHOB HA MOBEPXHOCTH YACTHII, YTO IMPUBOAMT K 3aMEUICHHIO NPOIIECCOB
(hopmupoBanus (asel rpaHarTa.

Ha puc. 5 mpeacraBieHbl JaHHbIE O BEIUYUHE y/IEIbHON MOBEPXHOCTH U CTEIICHU arJIOMEpAINy KepaMuie-
CKHX ITOPOIIKOB. YBEIMUCHUE KOJTUIECTBA PACTBOPA ISl OTMBIBKHU ITO3BOJIMIIO YMEHBIUINTh CTENIEHb arJIOMEPALUH
HAHOIIOPOIIKOB B 1IeCTh pa3. JlaHHbIi (aKkT MPeNoNoKUTENBHO CBSI3aH C TEM, YTO 3HAYUTEIIbHOE KOJIMYECTBO
MPUMECH XJIOpa B MOPOIIKAX OKCHUTUAPATOB COACPKUTCS B BUAC XJIOPUAA aMMOHHUSA, KOTOPHIHN 3a CUeT HU3KOH
TeMITepaTyphl IUIABJICHNS] MOXKET BBICTYIIATh B POJIM IUIABHS U CIOCOOCTBOBATH CIIEKAHUIO HAHOYACTHI B KPYITHBIE
arperarsl B X07ie TeMIepaTypHOi 00paboTKH.

a o
A-01 7 A-01 2964
A-02 7 A-02 517
A-03 7 A-03 157
A-04 ¢ A-04 ] 14
A-05 7 A-05 113
A-06 7 A-06 |9

6 B VIOIOOI ‘ VZOIOO] ' I3OI00'

2
VnenbHast TOBEPXHOCTD Sy, M7/T

CreneHb aroMepanuy #, OTH. e1l.

Puc. 5. VI3menenne ynelbpHOM IUI0IIA M HOBEpXHOCTH (Spy7) (a) ¥ CTENeHN arioMeparyy (7) KepaMIYeCKHX OPOIIKOB

B XOJIC DKCIIEpUMEHTA (0)

OJHAaKO MONYYEeHHBIH pe3y/bTaT He yA0BIETBOPSUT TPEOOBAaHUSM K HAHOTIOPOILIKAM ISl ONITHYECKH PO3pay-
HOM KepaMHKH, U CYIIECTBEHHOE YIIyUIIEHUE XapaKTePUCTUK OBUIO JTOCTUTHYTO TOJIBKO NMPU MPUMEHEHUH IUCTIEp-
rupytoiero arenra. HanGounpmmit addext Obl1 JoCTUTHYT Npu A00aBIICHUHN Cylb(ara aMMOHUS KaK Ha CTaJnuu
CHHTE3a, TaK ¥ Ha CTaJUH JIe3arperaliy OpOoIIKOB OKCUTHApaToB. [Ipu 5ToM ciieyeT OTMETHTh, YTO Pa3Indni B
Y/ICJIBHOM TIIOMIAIN TOBEPXHOCTHU U CTEIIEHH aroMeparin o0pasnos A-04 u A-05 oOHapyxkeHO He ObLI0, HECMOTPS
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Ha To uTO 0Opazen A-04 cozeprkall B CBOEM cocTaBe Oouibliiee KOJINYECTBO Cynb(ara aMMOHHSI BBUJLY OTCYTCTBUS
CTaJ UM IeHTpUuyrupoBanus rocie aesarperanuu (puc. 1). BepositHo, cymecTByeT npenenbHas 3 pekTuBHas
KOHIICHTpAINS AUCTICPTUPYIOLIETO areHTa JUIsl 3a/IaHHbIX [TapaMeTpoB cuHTe3a. JlaHHBII (haKkT XOpOoIIo KOppespyeT
C paHee IPOBEICHHBIMI HCCIIEJOBAHUSIMH T10 OL[CHKE BIIMSHUS KOHIIGHTPALUK Cy/Ib(aTa aMMOHHS, IPUMEHSIEMOT0
Ha cTaJuH cuHTe3a [17], cortacHO KOTOPBIM CYLIECTBEHHOE H3MEHEHHE COACPIKAHMS XJI0pa U yIelTbHOU IUIONIAIN
MIOBEPXHOCTH BOSMOXKHO TOJILKO B OIIPENICIICHHOM JIHalla30He, JalbHeIIee yBelMYeHIe KOHIICHTPaHu cyabdara
aMMOHUS HeAPPEKTUBHO.

Ha 3aximiounTenIbHOM 3Tare SKCIIepUMEHTa 3a cUeT NMPUMEHEeHNUs Cyiabdara aMMOHUS Ha TPeX CTagusixX M
yBeIUUEHHsI 00beMa OTMBIBKH IIOPOIIKOB OKCUTHAPATOB ¢ 3,75 10 10 11 ynemnbHast 1omaab HTOBEPXHOCTH KepaMu-
YeCKMX IOPOLIKOB Oblia yBenuueHa 10 12,4 M2/r, a cTerneHs arioMepaliu CHukeHa 10 Menee 10.

Pesynbrarhl aHanm3a y/eNbHO# TUIOLIA M TIOBEPXHOCTH M CTEIICHH aryIoOMepallii KePAMHUUECKHX MOPOIIKOB
noaTBepkaaoTcest MuKkpodortorpadusimu POM (puc. 6). Ha MomeHT Hauana skcriepumenTa (puc. 6, a, A-01) ke-
paMu4ecKre TOPOLIKH MPECTaBIISUIN COO0H KPYITHBIE aryioMepaThl, pa3Mep MHAWBUIYalbHBIX YaCTHIL JOCTHrall
HECKOJIKMX MUKPOMETPOB. B Xose skcrieprMenTa HabIi0/1a10Ch MOCIeA0BaTeIbHOE CHIDKEHUE CTETICHN arjioMe-
pauny 1 yMEHbIICHHE pa3MEPOB MHANBHUYAIbHBIX YaCTHI] TOPOIIKOB.

Puc. 6. PacTpoBast JIeKTPOHHAS MUKPOCKOIIHS KEPAMHUIECKHUX [TOPOIIKOB, MIOJYYCHHBIX B PAMKaX YKCIICPHMEHTA
(a—A-01; 6 — A-02; 6 — A-03; 2 — A-04; 0 — A-05; e — A-006)

[TonyucHHBIC Ha 3aBEPIIAOIICH CTAIUU SKCIICPUMECHTA KEpaMUYECKHe Mopouku (puc. 6, e, A-06) xapak-
TEPU30BAINCH BHICOKOW CTEIEHBIO OJIHOPOAHOCTH, OHM COJICPXKAJIN B CBOEM COCTaBE MaJloarJiOMEpHUPOBAHHBIC
HAHOYACTHIIBI CO CpeTHUM ruaMeTpoB 50—-60 HM; artoMeparsl ¥ arperarsl UM «MATKYI0» CTPYKTYDY.

Crnemyer OTMETHTB, YTO BBEICHHE CyTb(paTa aMMOHHS KaK Ha CTaJUH CHHTE3a, TaK U Ha CTAIHH Jie3arpe-
Talyy MOPOIITKOB OKCUTHIPATOB HE OKA3aJ0 BIHSHMAEC HA (Da30BBIH COCTAB KEPAMHUYCCKUX TTOPOIIKOB. THITHIHAS
IudpakTorpaMMa KepaMIIecKoro TIOpoIIKa IprUBe/ieHa Ha puc. 7 Ha mpuMepe obpasia A-06.

Br16op temmeparypst 1600 °C miast orieHkn (ha30BOro coctaBa KepaMHYISCKUX MOPOIIKOB OBLT 00yCIOBIICH
TeM, 4TO MIPH JAaHHOW TeMIIepaType BCe Mpoleccsl GopMHupoBaHus (a3, XapaKTepPHBIX JJIS CHCTEMBI Ha OCHOBE
YAG, yxe 3aBeprieHsl. Kpome Toro, pasmeps! 4acTHIl IOPOIIKA MIPHU 3TOW TeMIepaType MPEeBHIIAOT COTHU Ha-
HOMeTpOB. Takum obOpaszom, npu Temmeparype 1600 °C Bo3MOKHA UACHTU(GHUKALIMS B TOM YHCIIC TEX MPUMECHBIX
(a3, UHTEHCUBHOCTD Pe(IIEKCOB KOTOPBIX IPH 00Jiee HU3KUX TEMIIEpaTrypax CONOCTaBUMa C ypOBHEM IlIyMa U3-3a
YIIHPEeHUs peIeKCoB, BBI3BAHHOTO pa3MepHBIM 3 dekToM. B paMkax TaHHON pabOThI Aa)e IPH BHICOKOH TeMIIe-
parype npuMecHsie (a3bl 00HapyKEHbI He ObLIN; TApaMETPhI PEIIETKH KEPAMHYECKUX ITOPOIIKOB COOTBETCTBOBAIIN
ucxogaomy coctaBy YAG:Yb [18] .
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HMHTEHCHBHOCTD, OTH. €.
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15 25 35 45 55 65 75 85
20, rpan.

Puc. 7. ludpakrorpamma kepamuueckoro nopomuika A-06, moxyaensoro npu 1600 °C, u mtpux-guarpaMmma kaprouka YAG

H3menenne xapakrepucTuk HaHonopotikoB YAG:Yb B xofie 9KCIEpHMEHTa OTPa3uiioCh Ha ONTHYECKUX
CBOMCTBaxX 00pa3ioB kepaMukH. CIIEKTPbl CBETONPOITYCKaHHs B (OTOrpadui HEKOTOPBIX 00pa3lloB ONTHYECKH
MIPO3padHOll KepaMHUKH MPEACTaBIECHbI Ha puC. 8.

80 - A-06
I A-03
T -
40 e |
S A-01 A-03 A-06 E’i/“ ,’ lllil
2 YAG:¥b NCEU 2018 YAG:¥b f' fat
YAG:Yi NCFU 2018 YAG:Yb | : :
, | YAG:Xb NCFU.2018 YAG.vai
500 660 7(30 - 860 - 9([)0 - IOIOO -

A, HM

Puc. 8. CriexTpsl cBeTOIpOITyCKaHUs U (hoTorpadun 00pa3oB ONTHIESCKON KepaMUKI

Taxum oOpa3oM, B X0[e IKCIEPUMEHTA ObLIO 3a(UKCUPOBAHO MOCIEAOBATEILHOE YBEIUUCHUE BEIUUHHBI
CBETOIIPOITyCKaHHsI 00pa3IoB onTH4eckoi kepamuk ¢ 23 1o 80 % ua 400 uM u ¢ 54 10 83 % Ha 800 HM.

3aKjaroueHune

[Tpumenenue cynbhara aMMOHUS 3(P(HEKTUBHO HE TOIBKO B KAYE€CTBE JIMCIIEPCAHTA, HO TAKKE ISl yaJICHUS
MIPUMECH XJIOpa U3 TIOPOIIKOB. B X0/1€ 9KCTIepUMEHTAIBHBIX HCCIIEIOBAHUN COEpKaHNE XJI0pa B TIOPOIIKAX IIpe-
Kypcopax 0bu10 cHIKEHO ¢ 5,44 1o 0,05 at.%. Beian moaydeHbsl ManoarioMepUpOBaHHBIE (CTETIEHb aryIOMepaIiiy
MeHee 10) HAaHOIOPOILKK € YIETbHOM MIOIAbI0 TOBEPXHOCThIO 12,4 M2/T. TTonoKUTEIbHbIE PE3Y/IbTAThI ObLIN
JOCTHIHYTBI 32 CUET MCIIONB30BaHMs Cyb(aTa aMMOHHMSI Cpa3y Ha HECKOJIBKUX CTAAMSIX: XUMUYECKOTO COOCAKIEC-
HUS, OTMBIBKH U Je3arperamun.

W3 nanonopomkoB YAG:Yb Oblii H3roToBIICHBI 00pa3iibl ONTHYECKOH KepaMuKu. CpeHsis Beln4nHa CBe-
TomnpoIryckanus o0pasios B quanasoHe 500—-1050 um 6e3 yuyera nmonoc noromeHust UTTepOust Oblia yBeaudeHa
¢ 40 no 6onee 80 %.
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