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AHHOTALUA

Ipenmer uccaenoBanus. [IpencraBieHbl pe3yinbraThl XapaKTepU3aldH HAHOIOPOIIKOB HTTPHH-aJIIOMHHHEBOIO TpaHaTa,
neruposasHOro HeomumoM — YAG:NA**, Metonom cxamupyroleii snextporHoii Muxpockorui. Meron. Cuntes YAG:Nd®"
OCYIIECTBIISUTH 3071b-T€NIb METOJOM M3 HUTPATHBIX MM alleTaTHO-HUTPATHBIX PACTBOPOB C 100ABIEHUEM Psja OPraHUUECKHX
COeIMHEHHMH, a Takke aMMHaKa. B kauecTBe HCXOIHBIX BEIIECTB UCIOIb30BATIN OKCUJBI HEOAUMA U UTTPHS C COAEPKAHHEM
ocHOBHOTO BemecTBa 99,999%; opranndeckue COeANHEHHS — JINMOHHYIO KHCIOTY C COAEPKAaHHEM OCHOBHOTO BEIIECTBA HE
meree 99,0%; stunenmmmkonb (99,5%); maypuicymsdar ammonus (99,0%); moueBuny (99,0%) ¢upm Alfa Aesar, Fluka,
Aldrich. Oxcunp! nrtpus u Heoxguma (5 at.%) pactBopsui B 50% yKCyCHOM KHCIIOTE, JOOABIISUIN a30THOKHCIIBIN aTIOMUHIN B
pacyere Ha KOHEUHbIH MPOXYKT Y;¢sNdy 15Als ¢Oy,, pacTBop nepememusanu, Harpesanu 10 60 °C 10 DOCTHXKEHHUS €ro mpo-
3payHOCTH M OAHOPOAHOCTU. Macca HaBeCKU, COOTBETCTBYOIIEH o crexuomerpuu YAG, cocrasisiia 2,0 . B BogHble pac-
TBOPBI, MOMEIICHHBIE B CTEKJISTHHBIC CTaKaH4YMKH, 100aBisuiin 50% BOJHBIC PAacTBOPHI OPraHMYECKUX BEIIECTB WM 5%
NH,OH B BecoBoM cooTHomeHnH 1:1 k Becy rpanata. PacTBOpsI TIIATEIbHO MEpPEMEIIUBAIN CHAaYalla C TIOMOILBI0 OOBIYHON
MEIIAJIKH, 3aTeM Ha YJIBTPa3BYKOBOH YCTaHOBKe NpH opHoBpeMeHHOM 60 °C HarpeBe B TeueHHe 2 yacoB. CyIIKy pacTBOPOB
JI0 KOHCHCTEHLIUH TOPOIIKa WK rycToro reis nposoauiu npu 110 °C. lanee oOpa3isl moMenaayl B IJIaTHHOBBIC CTaKaHUH-
KH M OTXHTald B TpyOuatoit meun npu 9501050 °C B Teuenune 0,5-2 gacos. C 1enbi0 OCBETICHUS OPOIIKOB IS YIAICHUS
OCTaTOYHOTO0 aMop(hHOTO yIIepoAa NPOBOAWIM JAOTOJHHUTEIBHBI OTXKHI MOPOIIKOB Ha Bozayxe mpu 950-1060 °C.
OcHoBHBIe pe3yJbTaTbl. CHHTE3NPOBAHHBIE ITOPOIIKOOOPa3HBIE MPEKYPCOPHl M MOPOLIKH ITOCIE OTKUra HCCIISNOBAIM C
TIOMOIIBIO HOJIIPU3ALMOHHOTO MUKPOCKOIIA C LIEJIBIO BBISIBICHUS] aHU30TPOIHBIX KpHCTaIHIeckux ¢as. Penrrenoda3onsrit
aHanmu3 npoonuid Ha audppakromerpax JIPOH-4 u V/IP-63, usnyuenue ACu Ka. /Iy mpoBeneHus: ucciaeI0BaHUNA METOIOM
CKaHHPYIOIIEH JIEKTPOHHOW MUKPOCKOIHMH HCIOIb30BAIN 3eKTpoHHbBIN Mukpockon Carl Zeiss NVision 40. [TonyueHHbie
pe3ybTaThl CBUAETENBCTBYIOT O CyLIECTBEHHOM BIHMSHHU J100aBOK B MCXOAHBIE alleTaT-HUTPATHBIE PACTBOPHI HA pasMep U
MOP(OJIOTHIO YaCTHI] IPH CHHTE3€ HOPOIIKOB UTTPHI-aIIOMUHUEBOTO IPaHaTa 30JIb-Tellb MeTOOM. CPaBHUTEIIBHO KPYIIHbIC
YaCTHI[BI, HE CKJIOHHBIE K B3aHMHOMY CIEKAHHMIO, TTOTYyYCHBI NIPH HCIIONB30BAaHWU B KadeCTBE JOOABOK STHICHIIMKONIS U
naypuincynabdara amMmonus. IIpakTnyeckast 3HauMMoOcTh. CHHTE3MPOBAaHHBIE 30/1b-T€Ib METOAOM IIOPOIIKM HTTPHH-
QIIOMUHHEBOTO TpaHaTa ¢ HUCIIOIb30BaHHEM B Ka4eCTBE JTOOABOK JTHJICHIIMKONS U JIaypHiCynb(para aMMOHUS MOTYT IIpen-
CTaBIIATh HAHOOJBIINN HHTEPEC ISl CO3/IaHMS JTA3EPHON KEPAMUKH YAG:Nd*".
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Abstract

Subject of Study. The paper presents results of characterization for neodymium doped yttrium aluminum garnet
nanopowders - YAG:Nd** by the method of scanning electronic microscopy. Method. Synthesis of YAG:Nd*" was carried
out by sol-gel method from nitrate or acetate - nitrate solutions with addition of some organic compounds and ammonia as
well. Such substances were used as the source ones: oxides of neodymium and yttrium with the content of the basic substance
equal to 99.999 %; organic compounds: citric acid with the content of the basic substance not less than 99.0 %; ethylene
glycol (99.5%); the ammonium lauryl sulfate (99.0 %); urea (99.0 %) of Alfa Aesar, Fluka, Aldrich companies. Oxides of
yttrium and neodymium (5 at. %) were dissolved in 50% acetic acid, nitrate aluminum was added with a view to the
resulting product Y;gsNdy 15Als 9Oy, the solution was stirred and heated to 60°C before reaching its transparency and
uniformity. The weight of the portion corresponding to the stoichiometry YAG was 2.0 g. 50 % aqueous solutions of organic
substances or 5% NH4OH in a weight ratio of 1:1 to the weight of the garnet were added in aqueous solutions, placed into
glass cups. The solutions were thoroughly mixed first using a conventional stirrer, then on ultrasonic installation with
simultaneous 60 C heating for 2 hours. Drying of solutions to the consistency of a powder or a thick gel was carried out at
110 °C. Then the samples were placed into platinum cups and annealed in a tube furnace at 950 - 1050 "C for the period from
0.5 to 2 hours. Additional annealing of the powders in the air at 950 - 1060°C were carried out for the purpose of powders
clarifying for residual amorphous carbon removal. Main Results. The synthesized powder precursors and powders after
annealing were examined using a polarizing microscope to identify anisotropic crystalline phases. X-ray analysis of the
synthesized samples was carried out on a DRON - 4 and UDR - 63 diffractometers, radiation ACu Ka. Carl Zeiss NVision 40
electron microscope was used for the study by scanning electron microscopy (SEM). The results indicate significant effects
of additives in the original acetate - nitrate solutions on the size and morphology of the particles during the synthesis of
powders of yttrium aluminum garnet by sol-gel method. Relatively large particles not susceptible to the mutual sintering were
obtained by using ethylene glycol and ammonium lauryl sulfate as additives. Practical Relevance. Powders of yttrium
aluminum garnet synthesized by the sol-gel method using ethylene glycol and ammonium lauryl sulfate as additives can be of
the greatest interest for creation of YAG:Nd*" laser ceramics.

Keywords

yttrium aluminum garnet, precursor, laser ceramics, nanopowders.

BBenenue

Urtpuit-amromuaneBsiid Tpaat — Y3AlsO1, (YAG), nerupoBaHHBIA JTaHTaHOMJAMH WA TEPEXOIHBIMH
MEeTaJIaMu, SBIISIETCS HanOoJee MHMPOKO UCIIONB3yEeMbIM MaTEpPHAIOM JUI U3TOTOBJICHUS aKTHBHBIX AJIEMEHTOB
TBEPAOTENIBHBIX JIA3€POB OIMKHET0 U CPEJHEro NHPPAKPACHOTO TUANa30HOB, pa0OTAIONINX KAK B HEIIPEPHIBHOM,
TaK U B IMIYICHOM pexnMax. MoHokpuctamisl YAG MMEIOT BBICOKYIO MEXaHHYECKYIO IPOYHOCTh, XOPOLIYIO
XMUMHYECKYIO0 CTaOMILHOCTD, IIPEBOCXO/HBIE TEPMHUYECKHE U ONTHYecKue Xapakrepuctuku [1-3]. Ongnako npu
Pa3BUTUH TBEPAOTENIBHBIX Ja3€PHBIX CHCTEM Pa3pabOTUMKK CTOJKHYJIUCH C TE€M, YTO MOBbIILIEHNE MX 3 derTrB-
HOCTH ¥ MOIIHOCTH OTPaHUYUBAETCS CBOMCTBAMH MOHOKPHCTAJUIMYECKOH MaTpHUIbI — B IEPBYIO OYepelb 3TO
OTHOCHTCS K MTTPHii-a/IFOMHHHEBOMY TPaHATy, JerupoBaHHoMy HeomumoM, YAG:Nd®". Monokpucranis YAG,
HECMOTpsI Ha 3HAUYMTEIbHOE COBEPIICHCTBOBAaHME TEXHOJOIMH MX BbIpamuBaHus (Merox Hoxpaibckoro u fp.),
MMEIOT PsI/I HEJOCTATKOB, CBA3aHHBIX C HEPAaBHOMEPHBIM JIETUPOBAHHEM (30HATBHOCTh KPUCTAIUTMUECKHUX OYITb U
Ip.). DTO MPUBOANT K HEOMHOPOAHOCTH ONTHYECKHUX XaPAKTEPHCTUK, TeM OOIBIIEH, YeM OOIbIIe pa3Mephl OIl-
THYECKHUX JIEMEHTOB.

OnHo n3 HanboJsiee 3HAYUMBIX AOCTHKEHMH IOCIEAHUX JIeT B 00JacTH JIa3epHOTO MaTepUaIoBEeIeHHs —
CO3JIaHHUE JIa3ePHON KepPaMHUKH Ha ocHOBE YAQG, IO CBOMM CIIEKTPaJIbHO-TCHEPAIIOHHBIM XapaKTEPUCTUKaM He
YCTYTAONIe MOHOKPHCTAJIaM, a [0 PSAY HapaMeTpoB MPeBOCXOomsei ux [4—9]. BaxHbpIM MOMEHTOM B cO3/1a-
HUHU na3epH0171 KEpaMUKHU, 06yCﬂOBHI/lBa}OHJ,l/IM Ka4€CTBO KOHEYHOI'O U3ACIINA, ABIACTCA NPOLCCC IMMPUTOTOBICHUA
MOPOIIKOOOpa3HbIX NpeKypcopoB [10-14].
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B paGote [15] onucaHsl IpoBeIeHHbIE ABTOPAMHU CHHTE3bI HaHOMOPoLIKoB YAG:NA®" 30/1b-rens Metomom
C MCIIONIb30BaHUEM psilia 10OABOK, B YACTHOCTH, IIOBEPXHOCTHO-aKTUBHOTO BEIECTBa — JIaypuicyabdara amMMmo-
HUs. B HacTosmeil paGoTe mpencTaBieHsl pe3ysbTaThl XapaKTepU3aliK 9THX MTOPOIIKOB METOIOM JJIEKTPOHHOM
MHKPOCKOITUH.

Metoanka 3KcepUMeHTOB

B kauecTBe MCXOIHBIX BELIECTB MCIIOJIb30BAIM OKCHJIBI HEOIUMa U MTTPHUS C COIAECPIKAHHEM OCHOBHOIO
BemiecTBa 99,999%; oprannueckue COeAUHEHUs — TMMOHHYIO KUCJIOTY C COAEPKAHUEM OCHOBHOI'O BELLECTBA HE
menee 99,0%; stuneHrukoib (99,5%); naypuncynsdar ammonus (99,0%); moueBuny (99,0%) dupm Alfa Aesar,
Fluka, Aldrich. OTeyecTBEeHHBIE HCXOHBIE PEareHThl — HUTPAT AJIOMUHMS KBATM(HUKAMK X.4., a30THAsI KHCJIOTa
KBaNMM(HUKALNK 9.7.3., YKCYCHAS KHCIO0Ta KBATU(PHUKAINN X. 4.

Jlnist IpoBEZIeHNsT SKCIIEPIMEHTOB OKCHIIBI UTTPpHSI B HeoguMma (5 at.%) pactBopsim B 50% yKCycHOW KH-
cloTe, 100aBIsIM a30THOKHCIIBIN alllOMHHUM B pacyeTe Ha KOHEUHbIH MPOAyKT Y;gsNdg15Als 012, pacTBOp TIE-
pemermBany, HarpeBanu 10 60 °C 10 TOCTHKEHUS €0 MPO3payHOCTH U OJHOPOIHOCTH. Macca HaBeCKH, COOT-
BETCTBYIOIEH 1o crexuomerpun YAG, coctaBisiia 2,0 . B BomHbIe pacTBOPHI, IOMENICHHBIE B CTEKIITHHBIC CTa-
KaH4MKH, 100aBisun 50% BOIHBIC PacTBOPHI opranuueckux Bemiects win 5% NH4OH B BECOBOM COOTHOIICHUA
1:1 k Becy rpanara. Tonmbko B ciaydae nodasnenust 5% NH4OH pacrBop umen pH = 11-12, Bo Bcex ocTanbHBIX
pactBopax 3HaueHue pH BapbupoBanock OT 5 A0 7. PacTBOphI THIATENBHO NIEPEMENIMBAIN CHAYala ¢ OMOILIbBIO
OOBIYHOW MEIIaJIKH, 3aTe€M Ha YJIBTPa3BYKOBOH yCTaHOBKE NpH onHOBpeMeHHOM 60 °C HarpeBe B TeueHHH 2 4a-
coB. B ycranoBke ucnosnb3oBanu uznydarens Y3/H-A npu Hanpsokenun nuranus | kB u gactore Bo30OyxaeHHs
7-9 xI'n. Cymiky pacTBOPOB JI0 KOHCUCTEHLIMH MOPOILIKA WK rycToro reist nposoawny npu 110 °C. Jlanee 06-
pas3mpl MMOMEIaid B IUIATWHOBBIC CTAKAHYMKH W OTXKUTaNW B TpyOuaroil meun mpu 950-1050 °C B TeueHme
0,5-2 gacoB. C menpi0 OCBETIECHHS MOPOIIKOB Ul YAAJCHHS OCTaTOYHOTO aMOpP(HOTO yIiIepona MpOBOIMIH
JIOTIOTHUTEIBHBIA OTKUT TIOPOIIKOB Ha Bo3ayxe mpu 950—-1060 °C.

CuHTE3npOBaHHBIE TOPOIIKOOOPA3HBIE IPEKYPCOPHI U MOPOLIKH MOCIE OTKUTA UCCIIEA0BATIH C IIOMOLIBIO
MOJAPU3ALHOHHOTO MUKPOCKOIIA C IIEIbI0 BBISBICHHS aHW30TPOIHBIX KpHcTayumueckux ¢a3. Pa3zoBblii cocTas
MTOPOIIIKOB OIPENIEISUIA METOIOM peHTreHoBCcKoW nudpakunu. Perrrenodaszoerit ananu3 (PDA) npoBoauinu Ha
mudpaxromerpax JIPOH-4 u Y/IP-63, uznydenue ACu Ka. [TapameTpbl peHTT€HOBCKHX ITUKOB — ITOJIOXKEHHUE MaK-
CHMyMa, ONpeJielieHNe U0 U IIMPHHBI — OLEHUBAIIM C MCHOJIb30BaHHeM nporpamMbl «MicroCAL Originy.
ITorpemHocTs pacyera napaMeTpoB peuieTku (a), Kak mpaBuio, He npesbiaet 0,0002 M.

[To ymumpeHuto JIMHNI Ha PEHTTEHOIPaMMax 3a BBIYETOM MHCTPYMEHTAIBHOM IOIIPaBKU OBUI OIpelelieH
pa3mep obnacteil KorepeHTHOro paccestus (D), KOTOPbIH MOXKHO COITOCTABUTH CO CPEAHHM Pa3MepoM HaHOKPH-
CTAJUIMKOB TpaHara. Kpome Toro, rmo ymmpeHWIO JHHUI OLCHWBAJIM BEIMYMHBI MHKpoxedopmManuii (e), oTpa-
JKAOIIMEe CTPYKTYPHOE COBEPILIEHCTBO HAHOYACTHII TPaHaTa, MOIYYEHHOTO OT>KUTOM IpeKypcopos [15].

J1st mpoBeneHusT HCCIEeNOBaHUM METOJOM CKAHUPYIOLIEH 3JIEKTPOHHOM MHKPOCKONMH HCIIOJIb30BaIN
anekTpoHHbINA Mukpockon Carl Zeiss NVision 40.

Pe3syabTaThl 1 00CyXK/AeHUE

XapakTepUCTHKH UCCIEAOBAHHBIX 00pa3IOB MPEACTaBIeHBl B Tabuie. PeHTreHOrpaMMa MmopoIika rpa-
+
nara Y3Al;0,,:Nd** nponnmocrpuposana Ha puc. 1.
DJIEKTPOHHO-MUKPOCKOIHUeckue ororpaduu 00pa3IoB NpeACTaBICHbI Ha pUC. 2—0.

Ne Komrutekcoobpa3zoBateinb a, HM t,°C D, am e, 1073
1 JIuMoHHas KucIoTa 1,2018 1050 52 <0,1
2 DTUIEHTIINKOIIb 1,2017 1050 46 0,45
3 | Jlaypuncynbdar aMMoHus 1,2054 1050 95 1,0
4 10% pacTBOp aMMHuaKa 1,2026 950 66 <0,1
5 | MoueBuHa 1,2044 1050 32 <0,1

Tabnuua. XapakTepncTuk/ NOpOLLKOB MTTPUN-anioMMHUEBOrO rpaHaTa

HccnenoBannsie 00pasipl rpaHaToB 1o gaHHbBIM PDA conepskar ogHy KyOuueckyto ¢a3y — THIA IpaHara.
KapTuHBI 311eKTPOHHON MHUKPOCKOIIMH HECKOJIBKO OTIMYAIOTCS ApYT oT Apyra. Jums oOpasma Ne 1 (tabmuma) Ha
MuKpodoTorpadun pasnuuuMbl OTACIbHBIC YACTUIBI Pa3MepoM OKoJO 50 HM, Y4TO COOTBETCTBYET PAaCUETHOM
BenimunHe D. OmHAKO 3TH YaCTUIBI YAaCTHYHO CIEKINCh C O0pa3oBaHMEM I[OPUCTOro ariomepara. Puc. 3
(obpazerr Ne 2, tabnuna) GUKCHpPYET CIEAYIOUIYIO CTagHIO ATOTO MpoIlecca: CIUSHHUE YaCTHIl IPOTPECCHpPYET.
BuauMmeiii pazmep OTIENbHBIX YacTUIl B 2—3 pa3a NpeBbIIAET pa3Mep 00JaCTH KOTEPEeHTHOro paccesHusi D.
IIpencrasnennsiii Ha puc. 4 obpasen Ne 3 (Tabnuia) CynieCTBEHHO OTIIMYAETCS OT MEPBHIX ABYX.
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Puc. 1. PeHTreHorpamma nopotluka rpaHata Y3Als012:Nd>* (kyBuyeckasi cuHroHus, np.rp. /a3d).
M3anyyeHne ACu Ka; | — MHTEHCUBHOCTb pacCcesiHHOTO 06pa3LIOoM M3MydYeHns, OTH. ed.; 20 — auanasoH yrros, rpag.

Puc. 2. SnekTpoHHO-MuKpockonuyeckne doTtorpacdun obpasua Ne 1 (tabnuua): ysenuyeHune 200 Hwm (a);
ysenndeHne 1 mkm (6). TemnepaTtypa TepMmoobpabotku — 1050 °C

Pwuc. 3. SnekTpoHHO-MuKpocKkonuyeckme doTtorpacdun obpasua Ne 2 (tabnuua): ysenuyenune 200 Hwm (a);
ysenuderne 1 mkm (6). TemnepaTtypa TepMmoobpabotku — 1050 °C
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Puc. 4. OnekTpoHHO-MUKpocKkonuyeckne doTtorpacdum obpasua Ne 3 (tabnuua): ysenuyeHune 200 Hm (a);
yBenuyeHve 1 mkm (6). Temnepatypa Tepmoobpabotku — 1050 °C

a o ‘ 0
Puc. 5. OnekTpoHHO-Mukpockonuyeckme coTorpacdum obpasua Ne 4 (tabnuua): ysenuueHue 200 Hm (a);
yBenuyeHve 1 mkm (6). Temnepatypa Tepmoobpabotkm — 950 °C

Puc. 6. OnekTpoHHO-MUKpocKkonuyeckne doTtorpacdumn obpasua Ne 5 (tabnuua): ysenuyeHune 200 Hwm (a);
yBenuyeHve 1 mkm (6). Temnepatypa Tepmoobpabotku — 1050 °C

Bunasr nanmuBuAyansHee 9acTrisl pasmepamu 150-200 am. TIpu 3TOM mporiecc cpacTaHus 4acTHI] BEHI-
paxeH cnabo. [Ipencrasnennslii Ha puc. 5 odpasen Ne 4 (tabnuia) ananoruueH oopasity Ne 2 (Tabnuna), oaHAKO
XapaKTepU3yeTcs CyIeCTBEHHOH HEOHOPOIHOCTHIO 3epeH. Obpasen Ne 5 (Tabnuna) Ha puc. 6 XapakTepu3yercs
HEYETKOH KapTUHOM CPOCIIUXCS 36PEH Pa3HBIX Pa3MEPOB.

3akjoueHnne

[Tomy4deHHbIe pe3yNBTaThl CBUIETENBCTBYIOT O CYIIECTBEHHOM BJIMSIHMM JI00AaBOK B HCXOJHBIEC arerar-
HHUTpaTHbIE PacTBOPHI Ha pa3Mep W MOP(OIOrHIO YacTUIl IPH CHHTE3€ HOPOIIKOB UTTPHUI-aJIFOMHHHUEBOTO I'paHaTa
30J1b-TeJIb MeTooM. CpaBHHUTEIBHO KPYITHBIE YacTHIbI, HE CKIOHHBIC K B3aUMHOMY CIIEKAHHIO, ITOJY4YEHBI TIPU HC-
IOJIb30BAHUM B KauecTBE J00ABOK ATHJICHIIUKOIL U Jaypuicy/ib(ara aMMoHuUs. IMeHHO Takue nopouku (06pasLibl
Ne 2, Ne 3, TaGuIia) MOTYT NPeJICTABIIATH HAHGOMBIIMIT HHTEPEC Il CO3AHHs JTasepHoii kepamuku YAG:Nd™.
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