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Cunre3 n AUATHOCTHUKA MOPUCTOIo CTEKJIA ¢ YaCTHULIaMHU 30J10Ta

C.0. Yeprkacosa, A.1l. Byonuxk

FOoicnviti pedepanvruviii ynusepcumem, Pocmos-ua-/[ony

AnHoTanusi: B mnpencraBneHHoil paboTe ¢ TOMOIIBIO 30Jb-T€lIb METOAa OBLT MONy4YeH
ME30IMOPUCTBIA MPO3PAUYHBIA MOHOJUT KpeMHEe3EMa C YACIbHOU IJIOMabi0 moBepxHocTH 650
M>/r. BBeieHHe COMM 30710Ta B PEAKIIMOHHYIO CMECh IMO3BOJIMIIO TOBBLIIICEHHEM TEMIIEPATypPhl
chopmMupoBaTh B 00bEME MOHOJIUTA MHKPO- U HAHOYACTHUIIBI 30JI0Ta. [loTydyeHHBIH KOMITO3UT
ObLT cTaOMIM3UpPOBaH OTKUTOM Ha Bozayxe mpu 600 °C. On sBhsieTcss yI0OHON MOJENbIO AJs
WCCJICTOBAaHUIA ONTHYCCKUX M KaTATUTUICCKUX CBOMCTB YaCTHUI] OJIaropOaHBIX METaJIOB.
KiroueBble cjioBa: HAHOYACTHUIIBI 30JI0TA, 30J1b-T€JIb CHHTE3, TOPUCTOE CTEKJIO.

Beenenne

B ocHOBe 30i1b-renb METO/IA JIEKAT MPOLIECCHl KOHTPOJIMPYEMOIO THAPOIN3A
QJIKOKCUJIOB METAJUIOB B BOJAHOW WJIM OPraHUYECKOW cpene, € IMOCIEAYIOUIUM
(dopMupoBanreM TBepJOW (a3zbl MOCPEICTBOM IOCTEIEHHOW MOJUMEpU3AIUU U
nonukoHaeHcauuu [1-3]. B yacTHOCTH, METO MO3BOJSET MOJYYUTh ONTHYECKHU
IPO3pavyHOE CTEKJIO, 00Jajaroee pa3BUTON MOPUCTOCThIO. Takol KpeMHEe3EM B
BU/JIE TOHKOTO CJIOS Ha MOJUI0XKKE HAXOAUT CBOE MPUMEHEHHE B KaUeCTBE COpOeHTa
B aHaJUTHUYECKOoW Xpomarorpadhuu u TBepAodazHoil skcrpakiuu [4]. Menss
COOTHOILIEHWE KOMIIOHEHTOB PEaKLIMOHHON CMECH U YCIOBHUS €€ TEpPMHUYECKOU
00pabOTKH, MOXKHO pEryJHpOBaTh MHUKPOCTPYKTYPY NPOIYKTa, a T€OMETpHs
peakTopa ornpeaenseT GopMy MoIydaeMOoro MOHOJIUTA.

[TopucThlii XUMHUYECKH MHEPTHBIN KPEMHE3EM SIBIISIETCS] CTAOMIBHON CPeIoi
st (opMupoBaHMs W UMMoOOWIM3auuu B Hel HaHoudactun (HY) meramnos,
npearas yJoOHYI0 MOJAENb JIJsl MCCIEIOBAaHUS ONTHYECKUX M KaTaTUTHUYECKHX
CBOMCTB HAaHOPA3MEPHBIX CTPYKTYpP CIEKTpalbHbIMU MeTOoAamMu. Tak, B padote [5]
cooburaercss o mnoinydenuu HY 3omotra B mopax Me30MOPUCTOTO MOHOJUTA
KpeMHe3EéMa IIyTEM IOIPYKEHHUsI TOTOBOIO MOHOJIMTA B PacTBOP COJIM 30JI0Ta C
MOCJIEYIOUIMM OTXHUTOM B MOTOKEe Bogopona. MccnemoBarensimu Habmomancs
KPAaCHBIM CIIBUT MAKCHMYyMa IUIa3MOHHOT0 noriomenus HY 3010Ta, mpunrcaHHblii

nux BBaHMOHeﬁCTBHIO CO CTCHKaMH I10p KpECMHE3CMaA.
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B nactosiieir pabote Hamu Obul pa3paboTaH NpOCTOil, HO 3PPEKTUBHBIMN
30J1b-T€JIb MPOTOKOJ I MOJIY4YEHHUs KOMIIO3UTa, cojepskaiiero 3onoteie HY B
HOPUCTOM MOHONUTE KpemHezéMa. [IpoBeseHa KOMIUIEKCHAsh XapaKTepu3alus
MOJyYEeHHBIX O00pa3loB pPAa3IUYHBIMA METOJAMH, I[IO3BOJIMBINAS BBIABUHYTH

MPEANnoiIoKeHus 00 0cobeHHoCTAX hopmupoBanus 3010TeIXx HY B kpemHe3EMe.

JKCIePUMEHT

Jlns cunTes3a ucnoias3oBaiuchk TerpodTokcucuiian (TO0C (C,Hs0),S1, Alfa
Aesar) BbICOKOM 4YHMCTOTHI (99%), NUCTUIUIMPOBAaHHAs BOJA, ITHJIOBBIA CHUPT
(90%), xucnora HCI (paz0asnennas 1:10, Curma Tek), conb mpekypcopa 30510Ta
AuClyNa-3H,0 (Alfa Aesar). TOOC, Bomy W CHUPT CMEIIAIM B CTaKaHEe B
mostsipHoM cootHotennu (C,Hs0)4Si:H,0:C,HsOH = 1:10:6. 3aTtem nmonusunu pH
1m0 2 mobGamieHWEM pa30aBICHHOW COJITHOW KUCIOTHL. Ha 3TOM 3Tame pacTBOp
CTAHOBUTCS MPO3PAYHBbIM, CBUJIETEIILCTBYSI O MPOTEKAHUM PEaKLUU ruapoiausa. B
Cllyyae MpPUrOTOBJIEHUs 0o0paslia ¢ 30JI0TOM, B CMECh NMPWJIWJINA BOAHBIA PACTBOP
AuClyNa u3 pacyera nomyuenus Au 3 Bec.% 1o oTHOMIEHUIO K KoHeyHOMY Si0».
CMech ocTaBUIIM TIEpeMEIInBaThCs B TedeHUH vaca. [Ipurorosiennyto cmeck (Puc.
la), umeronyto KENTHIN LBET COJIM 30JI0Ta, MEPETMINA B IUIACTUKOBBIN KOHTEHHED
Y TEPMETUYHO ynakoBajiu. KOHTEHEp NOCTaBUIM B BEHTUIMPYEMBIN CYyIIUIbHBIN
mkad npu 60 °C ans nanbHeime TepMooOpadboTKH.

[To nmpomecTBun 2-x AHEH B KOHTEHEpax 0Opa3oBajcs reib U TeMIeparypa
obuta noBeimieHa 10 70 °C pis obecnieduenust crapenus rens. [lo ucreuenun 4-x
CYTOK B KOHTEHWHEpax MpoJesiajidi OTBEPCTHUS U Hayajau MOCTEIECHHO YBEJIMYUBATh
temriepatypy a0 120 °C B TeueHUHU HEJENH, YTO CIIOCOOCTBOBAIO MOCTEIIEHHOMY
VAQJICHUIO pacTBOpUTENss W cylke rens. I[lomydeHHBbI Kceporeinb HMeEN
opamkeBbiii 11BeT (Puc. 10); oH OBIT W3BJICUYEH W3 KOHTEWHEpAa W TOMEIICH B
KepaMUYeCKylo 4airy s orkura. Omxur odpasiia Oblul MpoBeaeH B My(PelbHON
MEYU TMOCTENEHHBIM MOBBIIICHUEM TEMIIEPATYphl B TE€UEHUHU 9 U JO JOCTHKCHUS

600 °C, c nocnenyroieil BEIAEPKKON IPU 3TOM TeMIepaType B TEUEHUU Yaca.
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[Tonydennslii MoHOMUT ¢ 30si0TOM (mainee Au@SiO,) uMen KpacHo-
pyOunoBsiii niBeT (Puc. 1B), B TO BpeMs Kak 4MCThIi MOHOIHUT KpemHe3éMa (S10,)
ObL1 6eciBETHRIM U Mpo3paunbiM (Puc. 1r). OnieHeHHas moTepst Beca OT KUIKOCTH

K CyXOMY BEUIECTBY MPH MOJYYEHUH MOHOIUTA KpeMHe3éMa coctaBuia 90 %.

Puc. 1. (a) — ucxonmubiii pacTBop *ENTOro mseta, (0) — OpaHX EeBBI KCEpOTelb

nociie 120 °C, (B) — moHomuT Au@SiO, nocne orxura npu 600 °C, (r) — MOHOJIUT
gucToro nmopuctoro SiO,, (1) — oNTHYECKAss MUKPOCKOIHS 30JI0THIX MHUKPOYACTHUIT
B Au@Si0,, (e) — npoctas mozaenb Au@SiO,: 6onbime Kpyru — yactuibl Si0,,

MAJICHbKHEC — HAHOYACTHUIbI 30JI0TA, & MHOI'OYT'OJIbHUKHW — MUKPOYaCTHUIIbI 30J10Ta.

CrpykTypHas XxapakTepu3saiys o0pa3IoB B BUE MOPOIIKa Oblia MPOBEICHA
Ha mudpakromerpe ARL X’TRA (Thermo Electron Corp., CIIA). U3mepenus
nposoamick ¢ marom 0,02° ucmomb3ys msaydenne CuKa (A= 1,540562 A).
VYaenpHas mnomans nosepxuoctu no bOT [4] u pa3zmep nop s ucciieyeMoro

oOpasiia omeHnBaICs 0 U30TepMaM aacoporiu/aecoporuu azora mpu —196 °C Ha
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ananmuzatope ASAP 2020 (Micromeritics Corp., CIIA). Ontuyeckue CHeKTpbl
peructpupoBanuch Ha Y®-Bun cnexrpodoromerpe UV-2600 (Shimadzu Corp.,
SAnonust) B reomerpuu Auddysuonnoro orpaxenus (%R ot BaSO,) Ha
CIPECCOBAaHHBIX TOPOMIKOBBIX 00pa3lax C HCHOJIb30BAaHWEM HHTETPUPYIOIIEH
ctheprl. Ucnonp3zoBanuck ontuueckuii mukpockon Mwukmen-6 DV100 (JIOMO,
Poccust) u ckanupyromuii 31eKTpoHHbIM Mukpockon (COM) Supra 25 (Zeiss,
®PT"). UK cnektpsl cuarel Ha Dypoe-criekrpomerpe PCM 1202 (Mudpacnex,
Poccust), obpasupsl cmemmBanuch ¢ KBr. PamanoBckue cnekTpsl MmoiyyeHbl Ha

InVia Raman Microscope (Renishaw, Utanus) ¢ anuuoi BosHbl 785 HM.

Pe3yabTaTtsl n 00Cy:KR1eHUs
N3otepma copbumu azora st oopazna Au@SiO, npeacrtasieHa Ha Puc. 2a.
E¢ mpoduns moxno orHectu k Tumy 4 mo knaccudpukauuum [UPAC [7],
XapaKTEPHOU ISl ME30MOPUCTHIX MaTepuanoB. Halbmomaemas netiis rucrepesuca
oTHocuTcs K Tumy H2, u accomuupyercs ¢ KanWwUIIpHOM KOHJEHCALMEN Tra3a B
Me30I0pax. BOoNBIIMHCTBO MOp MMEIOT auaMerp ~4-5 HM, OJHaKo ux Qopma
HeoJIMHakoBa. Pacuer yaenbHOM miiomaau noBepxHoctu 1no bOT maer 650 Mz/l“,

YTO SIBJSIETCS OOJIBIIUM 3HAUEHUEM U COBMAAAET C JINTEPATYPHBIMU JAHHBIMU [5].
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Puc. 2. M3otepmel copOumu azota (a) u audpakrorpamma (0) mist Au@SiO,. Ha
BKJIJIKE (@) pacmpeiesieHue mop Mo JaHHBIM aacopOiuu u aecopoiuu; Ha (0) as

CpaBHEHUS MpUBEJEHA AUPPAKTOrpaMMa 30J0TON (HOJIBTH.

HudpakrorpaMma peHTreHOBCKUX Jyuel Ha Puc. 26 mns oopazna Au@SiO,
JEMOHCTPUPYET TaJI0 Ha MaJIBIX yTriaX, 9TO 0XKHIAEMO JIJIs CTEKJa; a BOT HAJIMYNC
pednekcoB Ha yriax 20, COOTBETCTBYIOIIUX TPAHEIEHTPUPOBAHHON KyOMYECKOM
pelIeTKe 30JI0Ta, YKa3bIBaeT Ha MPHUCYTCTBUE 0OBEMHOTO MeTallia B 00pasie. ITo
MUKPOUYACTHUIIBl 30JI0Ta pa3HOH (OpMBI, KOTOpHIE XOPOIIO HAOIIOAAIOTCS B
ontrueckuit Mmukpockon (Puc. 11) u Moryt ObITh OOHAPYKEHBI YK€ B KCEporele.
[TpuunHO# UX OPMUPOBAHUS MOXKET OBITh YACTHYHOE BOCCTAHOBIICHUE 30JI0TA B
BOJHO-CITUPTOBOM CMECH B TEMIIEPATYPHBIX YCIOBHUSIX ATAIMOB rejeoOpa3oBaHus U
crapenus. Takoil MexaHu3M yKe ObLIT MPEJIJIOKEH B CXOIHOM ciryvae [8].

Ha Puc. 3a mpencraBnena mukpodororpadus COM obpazuna Au@SiO,,
MO3BOJISIONAS M3YyYUTh MOP(HOJIOTHIO MOPUCTOr0 KpeMHe3éma. Ha Heli BUAHBI
CJIMIIIITUECS] CHIIMKATHBIE TI00yIbl nopsiaka 10-20 HM, 9TO XOpOIIO COBIAIACT, C

U3BECTHOM MoJenbio [1] gopmMHupoBaHUS HOPUCTOTO Teida B 30Jb-I€Jb METOAE

myTeM moaumepusaiuu riooyn (Puc. 1e).
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Kak yxe ynomuHanoch, KpacHbli 1[BET oOpasel] mpuoOpeTaeT mocie oTKura
npu temiepatype cBoiiie 120 °C. [losiBieHre KpacHOTO LIBETA OYEBUIHO CBSI3aHO
¢ (opmupoBanuem B mopax MoHosiuTa 3050ThiXx HY mipu BbICOKO#M TemiepaType.
OnTtuyeckuii criektp obpasma Au@SiO, mpeacrasien Ha Puc. 36. B cpaBHeHN™ ¢
9UCTBIM  MOHOJUTOM Si0O, OH HMEeT IMHMPOKYK TOJIOCY IIOTJIOMICHHUS C
MakcuMyMoM Ha 550 HM. DTa moJioca BbI3BaHa SIBJIEHUEM IJIJA3MOHHOI'O PE30HAaHCa
B 3010TbiXx HY [9]; mo MojoXeHHI0 MakCHMyMa IOJIOCHI C Y4YE€TOM JaHHBIX
mutepatypbl [10] MOXHO NpPEANONOXKUTh, YTO CpedHU pa3mep 3010Tbix HY
aexuT B wuHTepBaie 20-50 HM B ciaydae cdepudeckod (OpMBI  YaCTHIIL.
HccnemoBanusi ¢ MOMOIIBIO MPOCBEYMBAIOIICH 3JIEKTPOHHOM MHUKPOCKOIIMM HE
Jay pe3ysibTaTa B CUJIY YPE3BBIYAHO MajiOTO KOJWYECTBA YACTHUIl HA €IUHHUILY
o0beMa oOpasia.

C yueToM MHOKECTBA HAMPaBICHUN MCTIOIB30BaHus d(hPeKTa Mmia3sMOHHOTO
pesonanca HY 3omora [11], nuarnoctuka kommno3zuta Au@SiO, Oblia J0MOoJHEHA
xapaktepusanueir ¢ momombio MK u pamanoBckoil criekTpockonuu. B mpoduiie
UK cnexktpa Ha Puc. 4a moMunHupyroT mojiockl morjomieHuss Si0O, TeTpa’apos
mmke 2000 cM', a B JIeBOil YaCTH NPUCYTCTBYIOT MOJOCHI MOBEPXHOCTHBIX
CUJIAHOJIBHBIX TPYIII U aJCOPOMPOBAHHBIX B MOpPaX MOHOJIMTA MOJIEKYJ BOJbL. Bo
Bpe3ke Ha Puc. 4a mpenacraBiieH NMpUMEP pPa3IoKEHUS KOMIUIEKCHOM IOJIOCHI
Si—O-Si koneGaHuWli Ha KOMIIOHEHTHI MOMEPEYHBIX M MPOAOIBHBIX KOJICOaHHI
¢dbononos. [Tnockuit npodumis MK criekTpa OTKphIBaET MIMPOKKE BO3MOKHOCTH IS
U3YyYEeHUS aJCOPOIMH Pa3IMYHbBIX MOJIEKYJI Ha TOBEPXHOCTU KOMITO3UTA.

HK-kapTuny KonebaHuit KpeMHe3EMa JOMOTHIET CIEKTP KOMOWHAIIMOHHOTO
paccesiHus CBeTa Ha oOpasiue, nmpuBeAEHHBI Ha Puc. 406, a onucanue koneOaHuit
umeercs B auteparype [12]. OTMeTuM, 4To 3TOT BUJA CHEKTPOCKONHUU IO3BOJISET
HaOmoaaTh A(G(EKT TUTAHTCKOTO YCWJICHUS KoJiebaHuW ancopOUpOBaHHBIX

MOJICKYJI 32 CUET Mepejadun SJHEPTUH OT IIa3MOHHOTO0 pe3onanca HY 3osoTa.
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Puc. 4. UK (a) u pamanoBckuii (6) cmektpsl mias Au@SiO,. B Bxiagke (a)
MPEACTaBICHO pa3IOKeHHEe KOMIUIEKCHOW moJiockl Si—O-Si konebanuii (3) Ha

KOMITOHEHTHI nonepednbix (1) u npononbHeIX (2) konedanuit poHOHOB.

3akiaoueHune
C ydeToMm BBIIIECKAa3aHHOI'O, B HaIlleM 00pa3lie ME30MOPUCTOr0 MOHOJIHUTA
KpeMHe3EMa B TIpOIecCe TEPMUYECKOH 00paboTKH (POPMHUPYIOTCS 30JI0THIC
YJaCTHUIIbI B IBYX Pa3MEPHBIX HHTEpBAJIaX — MUKPO U HaHO. [lepBrie popMupyroTcs
NyTEM XUMHUUYECKOTO BOCCTAaHOBJIEHHS 30JI0Ta B BOJHO-CIIUPTOBOM CMecH, a

BTOPBIE — BCIIEICTBUE BBICOKOTEMIIEPATYPHOT'O PA3JIOKEHUS COJIU IPU OTHKUTE.
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