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MHUKPOBO.JIHOBBI CUHTE3 U UCCJIEJJOBAHUE ITOBEJEHUS
I'maPOCHUINKATA HUPKOHUSA ITPU HAT'PEBAHUN

B.B. barpamsn, A.A. Caprcsin, H.B. I'yprensin, A.C. Caprcsan, H.b. Kuszsan

Hnemumym obwen u neopeanuuecxoul xumuu um. M.I". Mansensna HAH PA

PazpabotaH  ruApOTEpMATbHO-MHUKPOBOJIHOBBIH ~ METOA  CHHTE3a  T'HAPOCHIINKATa
LUPKOHUS W3 BOJOPACTBOPUMBIX COCAMHEHUH IUPKOHUS W CHIMKATa HATPHs, MOJYyYEHHOTO
MHUKPOBOJIHOBOII 00paboTkoi TopHbIX mopoX. McciemoBaHO moOBeIeHHE  T'MIPOCHIMKATA
LUPKOHUS TIPU €ro BBICOKOTEMIIEpaTypHOol o0paboTke. Ha oOCHOBe rpaBUMETpUUYECKHX,
pPEHTreHO(a30BBIX W TEPMOTpaMUECKUX HCCIEIOBAHWH YCTAHOBIEHO, YTO CHHTE3
TUAPOCUIIMKATa [UPKOHUA U3 BOJOPACTBOPUMBIX conen MHUKPOBOJIHOBBIM ~ ME€TOJAOM
crocoOCTByeT 00pa30BaHMIO LHUPKOHA TEPMOOOPAaOOTKOH TIHMAPOCHIINKATA LUPKOHHS MU
Oonmee HUBKMX  TemrepaTrypax. Mukpo6oinogeiti MeTox oOecreuynuBaeT MOJTy4eHHe
HAHOJHUCIICPCHOTO TIOPOIIKA THAPOCHINKATA IUPKOHNS.

Kniouegvie cnoea: ruapoTEpMaIbHO-MHUKPOBOJIHOBBIN CHUHTE3, THUIPOCHUIIHKAT,
TEepMHUYECKNI aHaN3, PEHTTeHO()a30BbIA aHATN3, IIUPKOH.

Beeoenue. bonpuioll uHTEpEeC K CHIMKAaTaM LUPKOHUS U LHUPKOHOBBIM
MUTMEHTaM Ha ocHoBe mpkoHa (ZrSiO;) B mociemHue Toapl OOYCIOBIEH HX
LEHHBIMU (PU3UKO-XMMHUYECKUMHU cBoMcTBaMu [1]. CuiIMKaThl IUPKOHUS U IUPKOH
Omarofapss CBOMM  CHEIM(UYESCKHM CBOWCTBAM B HACTOAIIEE BPEMS ITOIYIHIH
IIMPOKOE TPUMEHEHWE B KaueCTBE IIOTJIOTHTENEH, OOECIBEYMBAIOIINX AareHTOB,
KaTajau3aTopoB, HAIOJIHUTENEH as KpacoK, MHUTMEHTOB, B IPOU3BOJICTBE CTEKIIA,
KEpaMUKH, a TaKKe JUIsl TOHKOCIOHHOTO XpOoMaTorpauuecKkoro pas3lieleHus cMeceit
BEIIECTB, W3BJIEKAEMBIX H3 OHONOTHUYECKUX O0BeKTOB. OHH XapaKTepH3yITCS
WCKITIOYNTEIFHONW CTOWKOCTBIO K JIEWCTBUIO BHICOKOH TEMITEpPaTyphl, PacIUIaBICHHBIX
rmazypeir U QmrocoB. Cpeam pa3zHOOOpa3HBIX CIIOCOOOB TONYYEHHS ITUPKOHOBBIX
IIUTMEHTOB  CIEAyeT BBIACIUTh CIEAYyIONIME: MPOKAJIMBAaHUE TPU  Pa3HBIX
TEeMIIepaTypax COJeH WM TUIPOKCHIOB COOTBETCTBYIOIIMX METAJJIOB, COBMECTHOE
CIUIaBJICHUE COJE€H C MOCIEeNyIOUUM IPOKAJIMBAHUEM CMECH, 30Jb-T€lb METOJBI,
COBMECTHOE IMPOKAMBAHUE OKCUIOB C J00ABJICHUEM OTAEIBHBIX MHHEPAIN3aTOPOB
[2-4]. OnmHo#t W3 BakHEHIIMX 3a7a4 COBPEMEHHOW HEOPraHMYECKOW XUMHU |
MaTepUaNIOBEICHNs SBJSETCS pa3paboTka HOBBIX METOJOB CHHTE3a BEIIECTB,
TTO3BOJISIONINX CHU3UTH DHEPro3aTpaThl U COKPATUTH BPeMs 00pa30oBaHUS KOHEUHBIX
MpoAyKTOB. K TakuM MepcreKTHBHBIM METOAaM OTHOCHTCA MUKpoBOIHOBEIH (MB) NO
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index entries found.narpeB peaknMOHHBIX CMeCel, B TOM YHCIIE M IIPH CHHTE3E
THIPOCUIMKATa LUPKOHUS M IUpKOHA. [Ipn 3TOM CyIIECTBEHHO CHHXKAIOTCS
9HEPIreTUYECKUE 3aTPaThl 10 CPABHEHUIO C TPAIULMOHHBIMU CIIOCOOaMU IIPOBENCHUS
aTUX mporeccoB [5-9]. MukpoBosHOBas 00pabOTKa MMEET Psa MPEHMYIIECTB IO
CPaBHEHMIO C OOBIYHBIMU METOAAMHU HarpeBa KOHAEHCHPOBAHHBIX cpell (TBEPABIX Tel
U JKUAKOCTEH): ObICTpOTa U MaJlasi MHEPLUUOHHOCTh HAarpeBa, OAHOPOJHOCTh Harpesa
MaTepHaia Mo BceMy 00beMy, BO3MOKHOCTh N30MPATEIbHOTO HAarpeBa KOMIIOHEHTOB
CMECH BEIIECTB W BBICOKHH KOX(PGOHUIIUEHT MOJIE3HOTO NeHcTBHs. [ mmporepmanbHO-
MukpoBotHOBEIH (I'TMB) cuHTE3 THUAPOCHIMKATOB IIMPKOHUS W IHUPKOHOBBIX
NUTMEHTOB M3 BOAHBIX PACTBOPOB CHJIMKATa HATPHUS U PACTBOPUMBIX COJEH LIUPKOHMUS
HauOoJee MepCreKTUBEH, IPOCT B OCYIIECTBICHUHU U SKOHOMHUYECH. MUKpPOBOIHOBAS
o0paboTka - »¢¢eKTUBHBIM CHoco0 TMONMy4YeHHS HEOPTraHMYECKHX MaTepHaIOB
Onaroznaps paBHOMEPHOMY M OBICTPOMY HarpeBy, KOHTPOJIIO 32 BpEMEHEM Ipoliecca, a
TaKXXe YCJIOBHSIM BBICOKOI 4HCTOTHI mporecca. KoHLEHTpanus SHEPTud MUKPOBOIH
MOXKeT OBITh HWCIONB30BaHA TaKXKE TMPH TEepMOOOPabOTKE CHHTE3WPOBAHHBIX
MPOAYKTOB, TJI€ BBICOKAs CTENEHb YIaKOBKH CTPYKTYPHBIX MOTHBOB €IUHUIL] MOKET
OBITH TIOCTUTHYTa B KOPOTKHE BPEMEHA, COXPaHsis pa3Mephl 3epeH B HaHOIpeAeax.
Hens manHOM pabOTHI — TUAPOTEPMAIBHO-MUKPOBOJIHOBBIM CHHTE3 CHIJIMKATa
IUPKOHUSA M LMPKOHA U3 MPUHIUIHAIBEHO HOBOTO CHIPbS - KPEMHE3EMCOAEPIKaINX
TOPHBIX MOPOJ APMEHHH, B YACTHOCTH, NIEPIUTOB, AMATOMUTOB, KBAPIIUTOB U JIp.
Ikcnepumenmansvnaa uacmp. CHUHTE3 CHIMKAaTa IUPKOHUS OCYIIECTBISITH
B3aMMO/IEHCTBHEM PAaCTBOPOB OKCHUXJIOPUAA IUPKOHUS U CUJIMKATa HATPHUS.
Tonyuenue cunuxama Hampus u3 SOPHbIX NOPOO U €20 OYUCIKA OM KPACAUJUX
npumeceti. B KauecTBe CBIpbS U1 TIONYYEHUS pAcTBOPOB CHUJIMKAaTa HaTpHs
UCIIONB30BAIM AUATOMHUT JIKpaj30pCcKOro MECTOPOXKICHHS, MEPIUT Aparaikoro
MmectopoxaeHus U kBapuut [llaxnazapckoro mecropoxaenust PA. TTMB o6pabotky
nepinTa, AUATOMUTa M KBapluTa OCYIIECTBISUIM B TEe(IOHOBBIX  aBTOKJIAaBax B
MYJIBTAUMOJIOBOM MHUKPOBOJIHOBOH meun mapku MC-6 ¢upmer  “BOJITA”. T'TMB
00paboTKy MOpOJ MPOBOJMIM PACTBOPOM THAPOKCHAA HATPUS TpU TemIepaTypax
100...200 °C, gacrortoit mukpoBosnH 2,45 I'Ty wu momHOocThi0 50...80 Bm [10-14].
TemnepaTypa W JaBieHHE aBTOMAaTHYECKH KOHTPOJIUPOBAIKNCH YCTPOHCTBAMHU
MOHHTOpa TeMmepaTypsl U pgaBieHus.  OYHCTKY CHJIMKATHBIX pacTBOPOB OT
COETMHEHHH >Kene3a MPOBOIWIM IPOITyCKAaHWEM €ro d4epe3 3JIeKTPOMArHUTHYIO
YCTaHOBKY, a TOTOM BBEJECHHEM B PAcTBOP CBEKENPHUTOTOBIEHHOTO H3BECTKOBOTO
MOJIOKA B KaueCTBE OCaAMUTENs COeIMHEeHUN xene3a [15] B ycnoBusx MB Harpesa.
Ilonyuenue  zudpocunuxkama  YupKOHUS. Hns  cuHTE3a  HMCHOJIB30BAIH
okcuxiyopuna 1upkoHus ZrOCl,-6H,0 mapku “X. 4.” W OYMINEHHBIH OT KpacCSIIMX
npuMecell COeIMHEHHMH JKele3a pacTBOp Meracwiumkata Hatpus Na,O-SiO,.
KonnyecTBa HCXOAHBIX peareHTOB PACCUUTAHBl COTJIACHO PEaKLUU
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ZrOC|2+Na20-SiOZ—> 710y SlOZ + 2NaCl.

CuHTE3 rUIpOCHINKATa [UPKOHUSI OCYIIECTBIISIIM B MUKPOBOJIHOBON II€UN MapKH
“CE1073AR” ¢upmbr “Samsung”, B OTKPBITOH CTEKISHHOW KOJIOe, CHaOXEeHHOM
00paTHBIM XOJIOAMIBHUKOM M MELIAJKOW. YCJIOBHMS CHHTE3a. 4YacTOTa MUKPOBOJH —
2,45 I'Ty, temmieparypa - 95...100 °C, nasienue - armocdeproe, Bpemst — 30 mun.
CuHTE3 OCYLIECTBISAIM B3aMMOACHCTBUEM DPACTBOPOB OKCHXJIOpHAA LUPKOHHUA H
cunuKaTa Hatpus, nognepxusas pH cpeasr 7,0. CuHTE3 rHAPOCHIMKATA UPKOHUS
OCYILECTBIISUIM TaKXKe B TE(PJIOHOBBIX aBTOKJIABaX B MYJIbTUMOOBON MUKPOBOJIHOBOM
nieun mapku MC-6 ¢upmer “BOJITA”. YcioBus cuHTe3a: 9acToTa MUKPOBOJH — 2,45
I'Ty, Ttemmeparypa 220...240°C, nmaBnenwe — 27...33 amm, Bpemsa - 30 mun.
[IpunuBanue nepsoix xe nopruii ZrOCl, k pacTBOpy cWimKaTa HATpHUS MTHOBEHHO
MIPUBOJIMIIO K 00pa3oBaHuio Oeoro XimombeBHaAHOTO ocanka. [locie Bermepsxku 30 mun
0CaZioK OT(HUIBTPOBBIBAIIN Ha JIA0OPATOPHOM HYTU-(OMIIBTPE U TLIATEIBHO OTMBIBAIN
ot noHoB Na" u CI” ropsueii Boz1oii myTeM pemy/blalyy, Mocje Yero BhICYIIMBAIK B
MuKpoBoiHOBOM meun Mapku CE1073AR ¢upmbr “Samsung” 10 BiIakHOCTH
8...10%. Iocne cymku MpoBOIWIN TEPMOOOPAOOTKY THAPOCWIMKATA IUPKOHHS B
anekTpuyeckoii neun mapku LHT 08/17  ¢upmer “Nabertherm” npu Temneparypax,
°C : 880, 1000, 1100, 1200, 1300, 1400, 1500, 1600, 1650 B TeueHue ABYX YaCOB.
Hns ycranoBneHus: oOpa3zoBaBIIMXCS (a3 MpPOBENEHB PEHTTeHO(hA30BhIC AHAIU3HI
(PDA) TepmooOpaboTaHHBIX 00pa3IOB.

Memoowvt ananusza. Onpenenenne SiO; m ZrO, B pacTBOpax W B OCajJKe
MIPOBOJIMIIA BECOBBIM METO/IOM, onpezaenenue Na,O - auanMeTpruuecKiuM METOAOM,
KONM4YecTBeHHOe  ompenenenne Fe,0; B cuimkatax -  XUMHYECKHMM |
CHEeKTpOo(HOTOMETPUIECKUM METOAaMHU aHanu30B. CIIeKTPOPOTOMETPHUUECKHII aHAIN3
npoBoaui Ha crekrpodoromeTpe AAS-1, POA  TepmMooOpaboTaHHBIX 00pa3IoB
cunukara  ZrSiO, - mopomikoBeiM MetozoM Ha mpubope “URD-63” B CuKao-
nsnydeHun, a auddepeHnpanbHo-TepMUdeckuii 1 TepMorpaBumerpuueckuit (ITA u
TIr'A) amammsel - g0 Ttemmeparypsl 1500°C Ha mpubGope “Jlepusarorpad”
BeHrepckoit pupmer MOM.

Pesynomamot u ux obcyycoeHue. XUMUYECKUNA aHAN3 TIOKa3aj, YTO COCTaB
MOJIyYEHHOT0 THAPOCHIMKATA IMPKOHUS COooTBeTCTBYeT (opmyine ZrSiO4nH,0,
BIIAXXHOCTH — 83...85%, a mocne cymku - 1o 10%.

Pe3ynbraThl TEPMHUYECKOTO0 aHaiM3a BbICyHIeHHBIX oOpasnoB ZrSiO,.nH,0
npuBesicHbl Ha puc. 1. DHporepmudeckue 3P@eKkThl 00YCIOBIEHBI MOCTEIIEHHBIM
ynaneHueM Bonbl. LInpokuid TemrepaTypHbI HHTEpBall yJaJeHHUS BOJIBl yKa3bIBAcT
Ha TO, YTO BOJAa B CHHTE3UPOBAHHBIX THIPOCHIMKATAX HAXOAUTCS B CTPYKTYpPHO
HE’KBUBAJICHTHBIX MO3MLMAX. Kak BUIHO M3 MPHUBEAECHHON TEPMOTPAMMEBI, B PEKUME
HENPEPHIBHOTO IOBBILIEHUS TEMIIEpPaTyphl HcclelyeMblii oOpasel] BHavaje TepsieT
a/ICOpOLIMOHHYIO BOZy. AHalU3 KPUBBIX MOTEPh Macchl 00pa3loB yKa3bIBaeT Ha TO,
YTO CTPYKTYpHO CBSI3aHHAs BOAA yAauseTcsl NpU Ooyiee BBICOKHX TeMIIEpaTypax.
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[Moreps Maccel oOpa3ma BcneactBue ynaneHuss OH rpymm  HpoHCXOAuT 10
temneparypsl 1200°C. [lpu BBICOKHX TeMmIlepaTypax HaOIIONAITCS K303 HEKTH,
CBSI3aHHBIE ¢ TBepAO(Aa3HBIMH  TPEBPANICHUSMH,  CONPOBOXKJIAIOIIAMUCS
KpHCTaUTH3aIei 00pa3IoB.

Puc. 1. J]TA eudpocunuxama yupxonus

AHanmu3 peHTreHorpaMM 00pas3loB, TEpMOOOPaOOTaHHBIX MPH PA3TUUYHBIX
TeMIIepaTypax, [O3BOJISIET CIEOUTh 32 OOpa30BaHMEM KpPUCTALIMYECKUX a3 Hu
(ha30BBIMM TPEBpPAIICHUSIMH NPH HAarpeBe CHHTE3MPOBAHHOIO CHJIMKATa LHUPKOHHSL.
Comnocrasnenne JITA u POA nokaseiBaet, 4to 3k30Tepmudeckuii sdpdexr npu 885°C
COOTBETCTBYET PA3JIOKEHUIO aMOP(HOro MeTacHJIMKaTa LUPKOHHUA ¢ 0Opa3oBaHHEM
KpPHCTAIUIMYECKOH (ha3pl TeTparoHaJbHOrO OKcHia LMpKoHus. IIpu TemmepaTypHOM
untepBasie  1055...1240°C  oOpasyercss KpucTauthdeckas (a3a [UPKOHA C
makcumymom  1190°C, uro moarBepxmaercs PDA (puc. 2). DTHM 0OYCIOBIEHBI
SPKO BBIP@XEHHBIE 3K30TepMudeckue 3Gdexts mpu Temmeparypax 1190 u 1365 °C
(YYuTBIBas TPAKTHYECKH MOCTOSHHBIN ypoBEHb Macchl 06pasios Beime 1200° C). Ha
JMarpaMMme CocTosiHust 6e3BoHoM cucteMbl Zr0,-Si0, B mcClie0BaHHOM 001acTH
COCTaBOB CYILIECTBYET TOJBKO OJHO OMHApHOE COeIuHEHHe, 00pa3oBaBILEECS IPH
temnepatypax Bbimie 1300 °C, coctaB kotoporo cootBercTByer (opmyie ZrSiO,
[16,17]. OtcyrcTBHE HOBBIX pedIEKCOB HAa PEHTTCHOTpaMMaXx, MOATBEP)KIAIOIINX
o0pa3oBaHHe HOBOW KpPUCTAJUIMYECKOW (ha3pl, JaeT OCHOBAHHE MpEArNoJiaraTb, YTO
ak303ppexr B obmactu 1240...1640 °C ¢ makcumymom mpu 1365°C cBsizan ¢
YIUIOTHEHHEM W CTa0WiInM3alMeil CTPyKTypbl paHee oOpasoBanHoro ZrSiO, u
yMEHbIIIEHHEM BHYTpeHHeH sHeprun cuctembl. Kak mokazamn POA mpoaykToB, mpu
TEPMUYECKOH 00pabOoTKe CHHTE3MPOBAaHHBIX THJIPOCHIMKATOB MPHU TEMIlepaTypax
Boite 1100°C ocHOBHOW KpHCTAIHUECKOl (asoii sBisietcss ZrSiO,, KOTOpbIid 1pu
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1650°C pasnaraercs ¢ o6pa3oBanreM MOHOKIMHHOTO ZrO, 1 cTekaooopaszHoro SiO,

(puc. 2).
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Puc. 2. Penmeenozpammbl mepmooopabomantulx cunukamos yupkouus (Z — yupxon, T —
mempazonanvhvlii. ZrQy M — monoxnunnwiti ZrO,)

Takum 00pa3oM, MUKPOBOJHOBBIH CHHTE3 CHIIMKATa IUPKOHHS CIOCOOCTBYET
o0pa3oBaHMi0 HUpKOHA npu Temneparype 1100 °C, 4yTo HAMHOIrO HYDKE, YEM IIPU
MOJTYYeHUH IMPKOHA N3BECTHBIMHU METOJIaMH.

3aknwuenue. Pazpaboran THIPOTEPMATHHO-MUKPOBOJIHOBBI METOJ] CHHTE3a
THJIPOCHIIMKATA IIUPKOHUS U3 BOJIOPACTBOPUMBIX COCJMHEHHI ITUPKOHUS ¥ CHIIMKATA
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HATpHSL. HUccnenoano MOBEJICHHE THJIPOCHIIMKATA UPKOHUS npu
BBICOKOTEMIIEpATyPHOI obpaborTke. Ha OCHOBE TPaBUMETPHUIECKUX,
peHTreHO(a30BBIX M TEPMHUYCCKHX UCCICIOBAHUA YCTAHOBICHO, YTO CHUHTE3
THJIPOCHIMKATA [TUPKOHUS W3 BOJOPACTBOPHMBIX COJNEH MUKPOBOTHOBBIM METOIOM
crocobcTByeT 00pa30BaHHUIO MMPKOHA TpH OoJiee HU3KUX TeMIeparypax, 4eM MIpu
MOJYYECHUN ITUPKOHA NU3BECTHBIMU METOJIAMH.

[IpoBeneHHbIC WCCIENOBAHUS MTOATBEPKAAIOT 3P PEKTUBHOCTH MHUKPOBOIHOBOTO
HarpeBa Npu MONYYCHUH CHIIMKATA [IUPKOHUS U ITUPKOHA.

Paboma evinonnena 6 pamxax Ilpoexma A-2133 npu ¢punancosoii noooepocke MHTI].
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MICROWAVE SYNTHESIS AND INVESTIGATING THE BEHAVIOR OF
ZIRCONIUM HYDROSILICATE AT HEATING

V.V. Baghramyan, A.A. Sargsyan, N.V. Gurgenyan,
A.S. Sargsyan, N.B. Knyazyan

A hydrothermal- microwave method is developed for the synthesis of zirconium
hydrosilicate from water-soluble compounds of zirconium and sodium silicate, obtained from
the microwave treatment of rocks. The behavior of zirconium silicate is studied at its high
temperature treatment. It is found, on the basis of gravimetric, X-ray and thermographic
studies that the synthesis of zirconium hydrosilicate from water-soluble salts with microwave
method promotes the formation of zircon by the heat treatment of zirconium silicate at lower
temperatures. The microwave method provides of nanosize powder of zirconium silicate.

Keywords: hydrothermal - microwave method, hydrosilicate, thermal analysis, X-ray
analysis, zircon.
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