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B pa60Te npegnoXeH NoAxon K Nony4YeHuo NNacTuH Ang TOHKOCNONHOW XpoMaTtorpadun ¢ MOHOSTUTHBLIM
TOHKMM CJioeM KpemMHe3eMa. Pa3p360TaHa METOAMKA 30Jb-reflb CUHTE3a TOHKMX MOHOMUTHLIX croes. Me-
Toaammu UK-cnekTpocKonmm 1 anekTpoHHOM CKaHVIpleLIJ,eVI MUKPOCKONUN UccnenoBaHbl CBOMCTBA CODGGHTa.
I'IonyquHble nnacTuHbl Gbinn yCcneLwHo npuMeHeHbl Ana pasgeneHna cmecen KpaCMTeﬂeVl.

YmpasneHue CTpyKTypol KpeMHe3eMa Ha MUKPO- M HAHOYPOBHE MO3BOJISIET MOTyYNUTh HOBBIE CTa-
HoHapHbIe (Ba3bl Ui XxpoMaTorpadun. B mocnennue rolsl yaaioch CyHIeCTBEHHO MOBBICHTH Y deK-
TUBHOCTH XpOMaTOrpadupoBaHus, 3aMEHss B KOJIOHKAX WM Ha IJIACTUHKAaX IPaHyJIMPOBaHHBIA KpeM-
HE3eM ero MOHOJUTHON Moaudukanueii. MOHOIUT KpeMHe3eMa Ipe/ICTaBIsseT co0O0# CIUTOMHOM (He-
TIPEPHIBHEII) OJIOK ITOPHUCTOTO MaTepraja ¢ OMMOJAIbHBIM PAaCTIPECIICHHEM pa3MepoB IOpP — MaKpo-
nopsl U Me3omopsl. [loayuenne Takoro matepuana B Hagaje 90-x roJjoB MOJOKMIJIO Hadalo U3TOTOB-
JICHUIO Y TIPOMBIIIJIEHHOMY MTPOWU3BOACTBY MOHOJUTHBIX KOJIOHOK Ha OCHOBE KpeMHe3eMa Ui BhICO-
K03(hPeKTUBHON KUAKOCTHOU Xpomarorpadum [1]. s momydeHHss MOHOTUTHBIX KOJIOHOK HCIIOJb-
3YIOTCS 30J1b-T€JIb TEXHOJOTHHU [2], BKIIIOYAIOIIKE BHIOOP MCXOIHBIX MaTepHANIOB, IPUTOTOBICHUE U
THIPOJIU3 301151, BBIOOP JOOABOK, YCIOBHSI CO3PEBAHHA U BHICYIIMBAHUS MOHOJUTA. MHOTOYHCIEHHBIM
MIPUMEHEHHUSM MOHOJUTHBIX KOJIOHOK, MJUTIOCTPUPYIOIINM MX PENMYIIECTBa, MOCBsIeH 0030p [1].

IlepBBle MOMBITKY MOMYYUTH 30JIb-T€Ib METOJOM TOHKHE MOHOJINTHBIE TUIEHKH KpeMHe3eMa, Ipu-
TOAHbIE AN IUIaHapHOW Xxpomartorpaduu, otHocATces K 90-m romam [3]. Ha 24-m mexayHapogHoM
cumnosuyMe 1o xpomarorpaduu B 2002 roxy Obiio OpUIMATBEHO OOBABICHO O BOSHUKHOBEHHH HO-
BOHM Pa3sHOBHIHOCTH TUTAHAPHOW Xpomartorpaduu, CBI3aHHOW C MPUMEHEHHEM YJIbTPATOHKHX MOHO-
JIUTHBIX CJIOEB KpeMHe3eMa, MOJy4YHBIIeH Ha3BaHUE YJIbTPATOHKOCIOWHONW xpomarorpaduu (YTCX)
[4,5]. TlosBneane YTCX crano ogHuM w3 Hauboyiee 3aMETHBIX yCOBEPIICHCTBOBAHWH ITAHAPHOU
xpoMarorpadun mociae BHenpeHus B 70-x romax BBICOKO3(P(EKTUBHOW TOHKOCIOWHON XpoMarTorpa-
¢un.

Ha nnactuHKax ¢ yJIpTpaTOHKHUM CIIOEM pa3jielieHHe KOMIIOHEHTOB JOCTUTaeTCsl IPH JIMHE Po0e-
ra smoeHTa 1-3 cM, 4TO B IATh pa3 MEHBIIE, YeM B TPaIUIIMOHHONW TOHKOCIOWHOW Xpomarorpaduu
(TCX). IIpu aTom Bpemst xpomaTorpapupoBaHus cokpamaeTcs B 8 pa3 (10 1-6 MHHYT) U pacxos KOM-
ITOHEHTOB MOABIKHOU (pa3el ymeHsbIaercs B 50-100 pa3 [4]. OcBoeH HPOMBIILICHHBIN BBITYCK T1Ia-
ctu s YTCX, ofHaKo OHU ellle He MONYYHIN IIUPOKOTO PAaCIpOCTPAHEHHS W WX aHAJUTHYECKHE
BO3MOXKHOCTH TIOKa Majo M3y4YeHBI, TIPEX/Ie BCETO M3-32 HEMPHUBBIYHOMN ISl MCCIENOBATENS TEXHUKH
HaHECCHUS TPOOBI 00HEMOM B HECKOJIHKO HAHOIUTPOB [6].

HenaBHo mpenoxkeH OpUrHHAIBHBIA METOJT MOTyUeHUs] HAHOCTPYKTYPUPOBAHHBIX TOHKUX IJICHOK
KpeMHe3eMa, COCTOAIINI B HAIllPaBIIEHHOM OCQKIEHHH TOTOKAa PACIBUIEHHOTO BEIIECTBAa IO CIICIH-
anbHOI TexHuKe [7]. Bmecte ¢ Tem, MpoaoiKaeTcsl MOUCK MPOCTHIX U Ha/IeKHBIX METOJIOB TOTYUYSHHS
MOHOJIUTHBIX CIIOE€B COPOEHTa, MPUTOIHBIX U XpoMaTorpagupoBaHusi. XoTs (GOpMHPOBaHHUE IIIICHOK
SIBIIIETCS] TPATUIIMOHHON 00JIACThIO 30JIb-T€Ih TEXHOJIOTHH, TIOJTyYeHHe MOHOMUTHBIX cioeB mis TCX
CBSI3aHO CO CNENU(UICCKIMH TPYAHOCTSIMH, KacCAIONIMMHUCS YTPABICHUS MaKpOMOPUCTON CTPYKTY-
PO, IpeIOTBpAIlleHNs] paCTPECKUBAaHUS MOHOJINTA U 3aKpeIUIeHUs MIeHKH Ha Hocutene [3]. Ha usro-
TOBJICHUE MOHOJIUTHBIX CJIO€B HEJb3s aBTOMATHUYECKH IMEPEHECTH METOIUYECKHE TIPUEMbI, HAKOTLICH-
HBIE TIPH U3TOTOBJICHNH MOHOJHUTHBIX KOJIOHOK, K TOMY K€, Kak OTMe4eHO B 0030pe [1], MHOTHE aBTO-
PBI TIBITATIUCH BOCTIPOM3BECTH OIMYyOINKOBaHHBIE METOIUKH MTOJTyUYE€HUSI MOHOJIIUTHBIX KOJIOHOK, HO 3TO
peAKo ynaercs.

Uens nannHO# paboThl — pa3paboTaTh HalEKHYIO METOAMKY 30JIb-T€Ih CHHTE3a IS MONyYeHUS
MOHOJIUTHBIX TOHKHX CJIO€B KpeMHe3eMa Ha HOCHUTENe, MPUTOJHBIX JUIsI TOHKOCIOWHOM Xpomarorpa-

¢un.
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2. DKCnepuMeHTaJibHaA YacTb, pe3y/ibTaTbl U 06Cy)xaeHne

2.1.0cnoenvle cmaouu 301b-2eJ1b CUHME3A U 3A0A4U UCCIE006AHUS YCI06UIL NOTYUEHUSA MOHO-
JIUMHBIX C110€6 KPEMHe3eMa

[NomyueHne HAHOUCTIEPCHOTO KPEMHE3eMa 30J1b-TeIbh METOJJOM OCHOBAHO Ha PEAKIUSAX ITOJIMKOH-
JICHCAIIMA KPEMHHEBBIX KHCJIOT, KAHHETHKAa KOTOPBIX KOHTPOJHPYET 00pa3oBaHHe Mex(a3Hoil mo-
BEPXHOCTH IMPH MEPEX0Je WCTHHHBIX PACTBOPOB B 30JIM, TEM CaMbIM, OIMPEIEIIsisi CBOMCTBA rejied u
CTPYKTYpy KOHEUYHBIX MaTepuayioB [2]. B kadecTBe mpeKkypcopoB KPEMHHEBBIX KHUCIOT MCHOIB3YIOT
CHITUKAT HATPHS, TAJIOTCHUIBI, CIOXKHBIC 3PUPDI, ATKOKCHIBI KpeMHHs. Harbomnee 4acTo UCIONB3YIOT
AITKOKCUIBI KpeMHMs obmmeit dopmynoit Si(OR)y, Tme R — ankwIbHBIN pamuka, TakoH Kak METHII,
ATUJI UIIN HpOHI/IJI. Hpouecc HOHy‘-IeHI/ISI HaHOCTp}/KTypI/IpOBaHHOI‘O MaTepI/IaJ'Ia, B TOM YHUCJIC MOHO-
JUTHOTO, COCTOUT M3 CICAYIONINX CTAIHIM.

Cramus 1. T'maponu3 mpekypcopa (ypaBHeHHE 1) U TONHKOHJCHCAIMS KPEMHHEBOW KHCIOTHI
(ypaBHenus 2,3):

=Si— OR + HOH — = Si — OH + ROH (1)
=Si—- OR +OH-Si=—=Si-0-Si=+ROH )
=Si—-OH+OH-Si=—=Si-0-Si=+HOH 3)

O6pasyrommecs OIUIroMepsl U3-3a HU3KOM pacTBOPUMOCTH MOCTENEHHO MEPEXOIAT B KOJUIOUIHBIH
pactBop. Konnonanbsie yacTUIBI MOTYT O0BEOUHATHCS 3a CUET 00pa30BaHMsI KOBAJICHTHBIX CBS3EH, a
TaKKe 32 CUET MEKMOJICKYJISIPHBIX B3aUMOJICHCTBHIA, 00pa3ys TpeXMEpPHYIO CETKY [8].

Cranus 2. ®opMoBaHHE — 3016 3AIHBAIOT B (HOPMY, B CIIydae MOJYYCHUS MOHOJHMTHOTO CJIOS —
Ha MOJVIOKKY, GPUKCUPYIOLTYI0O MOHOJIUTHBIN CIIOH.

Cragus 3. O6pazoBanue rens. B TpexMepHO MpOCTpaHCTBEHHON CTPYKType Tellsl OCTalTCs BOJa,
crupT, obpasyromuecs B peakiusax (1)-(3), a Taxke couu.

Craaus 4. Crapenue (co3peBaHue) Teisl ¢ YIULIOTHEHHEM €r0 CTPYKTYPHI.

Cragus 5. Cymka — yaaneHue KUAKOCTH U3 IPOCTPAHCTBEHHON CTPYKTYpPHI Tellsl.

KaranusaTtopamyu peakiiy TMapoJiu3a MOTYT BBICTyHaTh kak HoHbI H', Tak u nonsl OH', mOCKoJIb-
Ky CKOpOCTh THIPOJIN3a yMeHbIaeTcs B uHTepBasie pH 0—7 u yBenuuuBaercs B uHTEepBasne pH 7—
14. CxopocTh MOJMKOHAEHCAIMM CUJIBHO 3aBUCUT OT pH CHCTEMBI, OJTHAKO COOTBETCTBYIOIINE JKCIIe-
pPUMEHTAIBHBIE JAHHBIE TOCTATOYHO MPOTHBOPEUYMUBHI [2]. MUHHMaIbHOE 3HAUYEHHE CKOPOCTHU IOJIHU-
KOH/ICHCAIINH COOTBETCTBYET M303JIeKTpuueckoMmy uHTepBany pH 2-3, npu 3Hauenun pH>11 monu-
KOHJICHCAITUS HE MPOUCXOIUT [2].

B kauecTBe KaTtanu3aTopoB HA CTAAWU | UCIONB3YIOT CHJIbHBIC U ClIa0ble KUCIOTHI, aMMHAK, aMH-
HBI U JPYTHE OCHOBAHHA, TaKHe KaKk N-METHIMMHIA30JI WM TUMETHIAMUHOIIUPHINH, a TAKKE OKCH-
IIbl BaHAIUS, TUTaHa U Ap. DPPEKTHBHBIMU KaTanu3aTopaMu siBisitorcest gpropuasl B Buae KF nim HF.
MexaHHu3M FHIPONIN3a C UX YYacTHEM IpeArnoaraeT o0pa3oBaHHue MATH- U MIECTUKOOPAMHUPOBAHHBIX
HHTEpMeanaToB [9].

MononuTHbI cnoit copbenta st TCX mommkeH WMETh MOAXOMSINYI0 TONIIUHY U MOPUCTOCTD,
OBITH OJHOPOIHBIM U MEXaHHUYECKH yCTOWYMBBIM, HE PacTPECKUBATHCS M HE OTCIAMBATHCS OT IMOJ-
noxku. U3 cneun(uKy OTAEIbHBIX CTaIUi 30JIb-T€NIb CHHTE3a CIEAYET, YTO VIS MOUCKA ONTHMAlb-
HBIX YCJIIOBHUH HEOOXOJUMO H3YyYHUTh CBOWCTBA IOJNYYa€MBIX CIIOEB B 3aBHCHUMOCTH OT (DaKTOpOB,
BIIMSIOIINX HA CTPYKTYPY U MPOYHOCTh MPOAYKTOB CUHTE3a Ha Ka)KJJOW CTalnu, a UMEHHO:

Ha CTaguM | — mpHpoJa pacTBOPUTENS M NPEKypcopa, THUI THAPOIHU3a (KUCIOTHBIH MM OCHOB-
HBII), KaTaJIU3aToOPhl U IpyTUe yiIydIIarouye 100aBKy;

Ha CTaJuH 2 — MaTepuaj U MpeaBapuTeIbHas MOJArOTOBKA MOIOKKH;

Ha cTajguu 3 U 4 — JUIMTENBHOCTH Mpoliecca U U3MEHEHHUE TEMIIEPaTyPhl;

Ha CTaJuH 5 — TEeMIEPaTypPHBINA PEXUM H CKOPOCTb UCIIAPEHUS PACTBOPHUTEIIS.

2.2 Peaxkmueul u o60opyoosanue

B kadecTBe mpeKypcopoB HcIoONb30BaMHCh TeTpasTokcucminan (TOOC) m TeTpaMeTOKCHUCHIIaH
(TMOC). B paboTe BCTIOIR30BaHbI TAKXKE CIEAYIONINE PEAKTHUBHIL:

YkcycHas KucioTa (4.J1.a); MOUEBHHA (X.4.); aMMHUaK (X.4.); XJIOPOBOJOPOIHAS KHCIOTA (X.4.); TO-
JTyon (X.4.); pacTBOp (hTOPOBOIOPOIHOM KHCIOTHI C MaccoBor moneit 25% (X.4.) mpousBonctaa Lllo-
CTKWHCKOTO 3aBOJ]a XUMHYECKAX PEaKTHBOB.

Homustunenriukons (I1917) M=1000, x.4., Fischamend, Bena, Asctpusi.
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UHermmmpunuanit xmopua (LX) (98.6 %); nomeumncynbdar varpus (I1C) (94.6 %); meraHon
(0.c.1.) (96.6 %); stanon (o0.c.u.) (96.6 %); N,N-numerundopmamuyg (JIMDA) (x.4) mpou3BoacCTBa
Merck, I'epmanus.

Bpomkpesonoseiii myprypHseiid (BKIT) (4.m.a.); OpoMKpe30ioBbIid 3eneHbld (4.1.a.); OpHILTHaHTO-
BBIH 3€NIeHBIN (U.7.a.); METUJIOBBIA OpamKeBHIN (4.1.a.); GpeHompTaaenH (X.4.); METHIIOBBIA KPACHBIH
(u.n.a.) mpousBozcTBa Peaxum.

st monmyyeHns: MaTOBOM MOBEPXHOCTH CTEKJISTHHOW MOAJIOKKH HCTIONB30Ballll MAaTHPYIOIIHUK pac-
TBOP, IPUMEHSIEMBII B POMBIIIIICHHOM MTPOM3BOJICTBE MaTOBOTO CTEKIIA.

B pabote ucnonap30Banoch 0OBIYHOE aHATUTHYECKOE 000pyIOBaHUE; TEPMOOOPAOOTKY MPOBOIUIN
C UCTIONIb30BaHuEM My(enbHoro mkada. B kauecTBe momiokek UCIOIb30Ball CTEKISIHHBIC TUIACTHH-
ku pazmepoM 10x4 cM, TITACTHHKH U3 ATFOMUHHEBOM (OJBIH M MONUITHICHTepedTaIaTa, HCIOIb3ye-
Mbie B kommepuecknx TCX-mmactunax. s GopMOBaHHS CIOSB Ha MMOBEPXHOCTH TUIACTHH 3aKPeTUIs-
JM PaMKH U3 CaMOKJICIOILICICS JICHTHI.

MHUKpPOCTPYKTYPY MOHOJIUTHBIX COPOCHTOB HAOJIOATH C MOMOIIBIO 3JEKTPOHHOTO CKAaHUPYIOIIe-
ro mukpockona JSM-840; MK-cnekTpsl peructpupoBain Ha crekrpomerpe Thermo Nicolet Avatar
360 FTIR.

2.3. Ponb mamepuana u npedsapumenbHol HOO20MOEKU NOOTONCKU

Jlyig moytydeHus: TOHKOI0 MOHOJIMTHOTO CJIOs, mpeaHasHayeHHoro it TCX, HeoOXoauma 3Hauu-
TeJbHAS aJre3usi MEXAY IMOIOKKON U PEaKIIMOHHON CMEChIO, KOTOPYH) MOXKHO JOCTHUYb, H3MCHSIS
CBOWCTBA IMOJJIOKKH WIIH YMEHbINAS MOBEPXHOCTHOE HATSDKEHUE CMECH 32 CUET J00AaBOK IMOBEPXHOCT-
HO-aKTHUBHBIX BEIIECTB. Ha MOBEPXHOCTH aIFOMHUHHEBOHN (POIBIH W MOMUATHIICHTEpe(TaIaTa peakiiy-
OHHAs CMeCh 00pa30BBIBANIA OTACIBHBIC KaIlTd M HE pacTeKallach, HEOCTATOYHOE pacTeKaHWE Ha-
OIoaNIOCh M Ha TIIaJKOM TOBEPXHOCTH CTekia. PacTekaHue ymydmiajaoch IMOCIe MPOTPaBIMBAHHS
CTEKJITHHOM TUTACTHHKYU pacTBOpoM 7 M runpokcuaa HaTpusa. OmHako Hanbojiee paBHOMEPHOE pacTe-
KaHHUe PeaKIMOHHOW CMECH HaOIIOAAIOCh, €CIU CTEKIITHHBIC TNIACTUHKY TPEIBAPUTEIIHFHO MaTHPOBa-
T CHCNHAaIbHONH CMeEChio, cojepixkaiied ¢ropunasl. Bo3MokHO, Ha TOBEPXHOCTH MAaTOBOIO CTEKIA
o0Opa3zyrTcs GpTopcoaepKalie COeUHEHNs, KOTOPhIe MOTYT BBICTYINAaTh KaTaM3aTOpaMH Ipolecca
noaukoHaeHcaruu [10].

Jlyis ynpaBiieHUs TOBEPXHOCTHBIM HATSDKEHUEM Ha CTaauu (JOPMOBaHMS B PEAKIIMOHHYIO CMEChH
BBOJIWITM TIOBEPXHOCTHO-akTHBHEIE BetmecTBa ([IAB). 13 tpex BumoB [IAB — anmonnoro JJIC, He-
noHoreaHoro TBuH-80 m katnonHoro LIITX HamOollee MOAXOASIINM OKa3alloCh MOCIEIHEE; BO BCEX
OCIEYIOMHMX CHHTE3aX B HCXOJHYIO PEaKIHOHHYIO CMeCh BBOIHMIM 100aBKH pactBopa 7107 M
HITX.

2.4. Bruanue ycnoguii 30716-2e1b CUHME3A HA CEOTICIMEA NOYUACMBIX C10€8

st momy4eHusl TOHKMX MOHOJHMTHBIX CJIOEB KpeMHE3eMa HUCHBITAaHBl U MPU HEOOXOOUMOCTH MO-
IUGUIUPOBAaHBI ONMCAHHBIC B TUTEPAType METOIUKH MOTYYECHUs] MOHOJIUTHBIX CJI0EB [3] 1 MOHOJUT-
HBIX KOJIOHOK [11], Bcero 6 METOMMK KUCIOTHOTO M 1 METOJMKa OCHOBHOTO THApoin3a. Hike m3io-
YKEHBI OCHOBHBIE TTOJI0KEHHU METOJUK, BHECEHHBIE HAMH U3MEHEHUS U pe3yJIbTaThl CHHTE3A.

KucaoTHBIN THAPOIIN3

Crioco6 mosTy9eHusT MOHOJTUTHBIX KOJIOHOK, OMUCaHHBIN B [11], mpeaycmarpruBaeT UCTIOIL30BaHUE
peakimonHoi cmecu coctasa: 1 mi TMOC, 0.5 mit 0.01 M ykcycHOM KHCIIOTHI, 54 MI' TONUITHIIEHT -
mukons (M;=10000), 30 mr moueBunsl, 0.57 r LIIX u 0.2 M MeTaHODa, KOTOPYIO IepeMEIINBaIl Ha
MarHUTHOM Memmaske B TedeHue 40 MuH. B Hamell paboTe Takylo peakIMOHHYIO CMECh pacipenessuin
[0 TPEBAPUTEIHBHO MOATOTOBIECHHON MOJUIOKKE M CYIIWIM NMPU KOMHATHOM Temmeparype 24 4, 3a-
TeM, Kak U B [11], Temnepatypy mnosbimanu a0 300°C u BeIAEpKUBaJIM B JaHHOM TeMIIEpaTypHOM
pexxume 2 4. [lomyueHHBIH ciol copOeHTa ObUT HE MPO3pavyeH, PACTPECKUBAJICS U OTCIAMBAJICS OT
IOJUIOKKU.

Crnioco6 momy4eHuss MaKpOIOPUCTHIX TOHKUX TUICHOK JJIS TUITAHAPHOM XpomaTorpaduu, ONMCaHHbIH
B [3], ocHOBaH Ha ucnonb3oBanuu MetmiTpuMmerokcucuiana (MTMOC) B kadectBe npexypcopa. Jis
TIPUTOTOBJICHHSI PEAKIIMOHHON cMecH cMemuBaiy 15 mur meranona, 0.5 mm MTMOC u 0.18 r BKII B
KUCIIOH (hopMe; B HEKOTOPBIX CITydasx AOTONHUTETbHO ao0aBmsiu pactsop 11 M HCI. PactBop sHep-
THYHO NIEpEeMEIINBaIN B TeueHHe 4 MUH U cpa3zy HaHocuiIH 0.2 MJ Ha CTEKJISTHHYIO MOJJIOXKKY pa3Me-
poM 25x75 mM. Cymunu B TEUEHHE CYTOK IMPU KOMHATHOH TEMIIEpaType, 3aTeM NMPOMBIBAIIUA 3TaHO-

162



®ponosa A. M., Uyxned M. A., JIpo6ot A. B., Kpoxmans A. I1., boituenko A. I1., Jlorunosa JI. I1.

JIOM, TIOy4ast 0eyioe Hempo3pavyHOe TOHKOIUIEHOYHOE MOKpHITHE. MBI MCIOJIh30BAIM aHAJIOTHIHYIO
peakuoHHyio cMmech, 3amMmeHuB MTMOC na TMOC u go6asus L{I1X. CMech pacnpenensuiy mo moi-
noxke u cymwin npu 40°C 24 u. OnHako Noidy4yaeMblil clloil KpeMHe3eMa HMeN KPacHYH0 OKpacky,
nockoibKy BKII atanonmom He BeiMbIBasics. CII0¥ pacTpecKnuBajcCs U OTCIAUBAIICS OT TOJUIOXKKH.

JlanpHeimas MoauduKamus mpeasIIyeld MeToIUKH 3akodaiack B 3aMmene MTMOC wa TOOC, a
nByxuserHoro naaukaropa BKII Ha GecuBeTHblit B kucioi cpeae ©D. PeaknmonHyro cMech cocraBa
1.5 mn metanomna, 0.6 mn TOOC, 0.18 r ¢penondranenna, 0.0144 v HIIX u 3 xarum 11 M HCI nepe-
MEITUBAIM B TeueHUEe 4 MUH, (OpMOBAIM U CYIIMIN TIPH KOMHATHOU TeMmIieparype 24 4, 3aTeM TeM-
nepatypy nosbimany 10 300°C v BeIAEpKUBAIN B JaHHOM TemmepaTypHoM pexume 120 muH. [lomy-
YEeHHBIN CJI0H cOpOeHTa OBLT MYTHBIM, PACTPECKUBAJICS H OTCIAUBAIICS OT MOJIOXKKH.

B 1984 1. nnsa ycrpaneHus pacrpeckuBanus Obi1 mpemnoxeH meron DCCA (Drying Control
Chemical Additive — KOHTPOJIb BHICYIIIMBAHUS MTOCPEICTBOM XUMHUIECKOW m00aBkm) [12, 13]. PykoBo-
nctBysick pekomenmanusamMu DCCA, mbl BBoaunu B peakiuoHHyio cmech JIM®A. Cmech cocrtaBa
0.8 M1 TDOC, 0.3 M1 pacTBOpa ¢ MaccoBoii noneit HF 25%, 0.4 M pactsopa 7:107° M LIIIX B 3TaHo-
ne, 0.4 mur JIM®A nepememBany B TeueHue 4 MuH, GopMoBaIH U cymmmm 120 MUH TIpH TeMItepary-
pe 40°C, 3areM TemmepaTypy mocTerneHHo MmoBsiany A0 80°C u BBLAEPKUBATM B JaHHOM TeMIIEpa-
TypHOM peskume 120 muH. CopOeHT Oenoro 1BeTa ObUI MIOTHO 3aKpeyIeH Ha MOJJIONKKE M HE pac-
TPECKHUBAJICSI.

Bunousmensisi MeTouKy ¢ ucmonb3oBanueM JM®DA, mbl uckmounnu no6asky HF u BBemm mis
coznanus kucnoi cpeasl 0.2 ma 1 M HCIL. Bee octanbHble onepanny BBIIONHSIIMCH KaK B MPEIbIAY-
meM ciydae. [lomydeHHbIi crnoit copOeHTa OBLT IJIOTHO 3aKperieH Ha TOJUI0KKE, He PaCTPECKUBAIICS
Y, B OTJIMYHE OT MPEIBIIYIIETO CITydasi, OKa3aJics MPO3padHbIM.

[MomwiTka 3amenuts LIIX u JIM®A npupoansiMm [TAB kenaTuHOM HEe yBeHUanach ycrexom. Pe-
aKklMoHHas cMmech coctaBa 0,4 mi stanona, 0.2 mu 1 M HF, 0.8 mn TOOC, 0.12 mn 3% pacTtBopa xe-
JaTWHA 3arycTeBana B TedeHue 5 MuH. He moxmpmasce 3arycreHus, ee ¢GOpMOBAIN M CYIIMIN TIPH
KOMHATHOI1 Temnepartype 24 4, 3areM Temrneparypy nosbimaiu 10 300°C u BeIIepKHUBaJIN B JaHHOM
TemrepaTtypHoM pexxume 2 4. [lomydeHHBIN cloil copOeHTa ObUI He Mpo3paueH, PacTPECKUBAJICS U
OTCJIAMBAJICS OT TIOJIOKKH.

OCHOBHBIH TUAPOTU3

Peakiuonnyio cmech coctaBa 0.4 M pactsopa 7107 M IIIIX B sranone, 0.4 ma1 pactBopa 3 M
NH;, 0.8 mn TOOC nepemermBanu B TedeHrne 4 MuH, (JOpMOBAIIM U CYIIWINA 2 9 TIPH TEMIIEpaType
40°C, 3atem TemrepaTypy HocterieHHO nopblmanu 10 80°C U BRIIEP)KUBAIA B TAaHHOM TeMIIEpaTyp-
HOM pexume erte 2 4. CopOeHT 6esioro mBeTa ObUT IJIOTHO 3aKPEIUICH Ha MOJIOKKE, HE PacTPECKH-
BaJsCsl.

Takxum 00pa3oM, OTyUYeHHE MPOYHBIX OJHOPOIHBIX MOHOJHUTHBIX CIOEB KpeMHe3eMa oOecrieyrnBa-
et kucioTHslil ruaponn3z TOOC B mpucyrctBun JM®PA u LIIX. W3 nutepaTypsl H3BECTHO, YTO
AM®A sBnsieTcsa mydmieid 100aBKOW Uil KOHTPOJSI CTaAMW BHICYIIMBAHMS W MPEAOTBPAILECHHS pac-
TpeckuBanus [12]. B oTnuuue oT Apyrux pacTBOpUTENCH U OPraHUYECKUX COCAUHEHUU, MPUMEHse-
MBIX B KaduecTBe 100aBok B Meroge DCCA, JIM®DA ymadHo codeTaeT HU3KOE MOBEPXHOCTHOE HATSI-
JKCHHE M BBICOKYIO TeMIIepaTypy KHIIEHHs, Ojarogaps KOTOpPOH ocTaeTcsi B mopax COpOeHTa MpH Mo-
BBIIIEHHBIX TEMIIEpaTypaxX BBICYIIMBAaHHSA, 00ECIIEUNBasi CHIDKEHHE MMOBEPXHOCTHOTO HATsDKEHUsS. B
STHX YCJIOBHUSAX YMEHBIIAIOTCS KaMWUIIpHBIE 3QQEKThI, CO3MaroIre pacKIMHUBAIONIee daBlIeHUE, U
MOHOJIUT HE PaCTPECKUBACTCH.

g yMeHBbIIeHHsT CKOPOCTH UCHApEeHUsl pacTBOPUTENS Ha dTale BBICYIIMBAaHUS MOAJIOKKY C peak-
IIMOHHOW CMEChI0 HAKPHIBAIN CTEKJIOM Ha BECh TIEPHO/T TIOBHIIIICHUS TEMITepaTyphl (METOTUKHY 4 U 5).

2.5 Hccneoosanue ceoiicme u MUKpoCmpyKmypol RpOOYKmo6 30/16-2€/1b CUHME3d, NOIYYEeHHbIX
N0 PA3HBIM MEMOOUKAM

BimsiHue ycnoBWi 307b-TeNb CHHTE3a Ha MUKPOCTPYKTYPY MPOAYKTOB H3ydaldd METOIOM JJIeK-
TPOHHOU CKaHHPYIOUIEH MHUKPOCKOMHUH. JIJIsl 3TOrO MO0 COOTBETCTBYIOMIMM METOAMKAM OBbLIH TMOTyde-
HBI MOHOJIMTHBIE OJIOKM KpeMHe3eMa IyTeM (OpPMOBaHHMS B TPyOKe MEITUIMHCKOTO IIMPHUIIA THAMET-
pOM 5 MM, TIOCTIe BBICYIIMBAHMS MOHOJIHUT pa3fiaMbIBalId, OTACIbHBIE (pparMeHThl OABEPTraId TepMO-
o0Opabotke mpu moBbIIeHHOU TemmepaType (650 u 900 °C) u HaOIrOAaMN BHYTPEHHIOIO CTPYKTYPY C
MTOMOIITBIO 3JIEKTPOHHOTO CKaHHUPYIoMIero Mukpockona SEI—840 mpu manpshxkenuun 5 kB.
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CrtpyKkTypa mpoayKTa, MOJydeHHOTo 10 Meronuke 4 (puc. 1), COOTBETCTBYeT HAaHOCTPYKTYpPHPO-
BaHHBIM 00pasliaM MOHOJIMTOB KpeMHE3eMa, OMKMCaHHbIM B juteparype [3]. [lopucrocts Marepuaina
YMEHbIIIACTCS BOJIM3U OBEPXHOCTH pa3zeiia, YTo HAOIIONaIH U Jpyrue aBTopsl [3]. JlonomHuTenpHas
TepMuieckas 00paboTka MoHoIHTa TpU Temrepatype 650 °C mpUBOIUT K HEKOTOPOMY YMEHBIICHUIO
pasMepoB mop (puc. 2), u Oojee 3aMETHOMY yMEHBIIEHHIO TOPUCTOCTH Tpu Temmepatype 900 °C
(puc. 3). Ormerum, gyto mpu Temneparype 1050 °C mpoucxoauT criekaHne HaHOCTPYKTYPHPOBAHHOTO
kpemHeszema [13].

MeTtoauka 7 OCHOBHOTO THAPOJIM3a MPUBOIUT K MOIYYCHHUIO 00Jiee MOPUCTOTO MPOYKTa, YeM Me-
TOJMKA KACIOTHOTO THIpOJu3a (cp. puc. 2 u 4).

— ]

5kV x5k 1pm SEI  5kV x5k 1pm
o Ho. = 5650 WD =15 Date: 30.07.2008

SEI
Kharkiv National University, Ukrsine " No.=5697 WD =15 Date: 30.07.2008 DA Sl v o,
Puc. 1. 3J‘I€KTpOHHO-MPIKpOCKOHI/I‘IECKOG M306pa>1<e- Puc. 2. 3J'ICKTp0HHO-MI/IKI)OCKOHI/I‘-ICCKOG M306pa>Ke-
HUC CTPYKTYPbl KPpEMHE3€Ma, MOJYUYCHHOI'O MO METO- HHC CTPYKTYPblI KPEMHE3CMaA, MMOJYYCHHOI'0 MO MCETO-

Juke 4 u BeicymeHHoro npu 80 °C. Juke 4 u BpicymeHHoro npu 650 °C.

SEI  5kV x5k 11a_m SEI  5kV x5k 1lpm

Kharky Nationsl University, Ukraing. "3 Mo, = 5606 WD = 16 Date: 30.07.2008 Khariche National University, Ukraing - Mo, w5480 WD = 15 Date: 30,07.2008

Puc. 3. DnexTpoHHO-MHUKpOCKOMHYeCKoe wu300paxe- Puc.4. DeKTPOHHO-MHUKPOCKOIHMYECKOE H300paxke-
HHUE CTPYKTYPbl KpeMHe3eMa, ITOJIyYeHHOTO [0 METO- HHE CTPYKTYphl KpeMHe3eMma, IOJIy4YEeHHOTO MO METO-
nuke 4 u BpicymeHHoro npu 900 °C. nuke 7 u BpicymeHHoro npu 650 °C.

Te e cnenuanbHO MOMTyYeHHbIE 00pa3Libl MOHONMTA HccnenoBand MeronoM MK-cnekrpockonuy.
B MK-creKkTpe MpoayKTa, HOMy4eHHOro Mo Metomuke 4, mpu 960 cM™' HaGmoaercs b He3HAYH-
TEJNBbHOE yBEeIMUCHHE MOTJIOMICHHUSI, HCUe3arollee ocie TePMOOOPaOOTKH MPOAYKTa TIPU TeMIlepaType
650 °C (puc. 5, 6). 3aMeTHas MONOCA CHITAHONBHOM rpymnmsl pu 960 cv™' HaGmonaercs B UK-crekTpe
IIPOAYKTa, MOJYYEHHOTO OCHOBHBIM THIPOJIU30M 110 MeToauke 7 (puc. 7), OJHAKO OHA MCYE3aeT €CIU
npoaykT BeicyuTh ipu 650 °C (puc. 8). Bmecre ¢ Tem Bo Bcex MK-cniekTpax HabmromaeTcst mmpokas
nosoca mornouesus mpu 3400 e, KOTOPYIO OTHOCST K PasIHUHBIM M30IHPOBAHHEIM U BOJIOPOIOC-
Bsi3aHHBIM rpymmnaMm SiO-H. Taxoke B 3TO# 001acTH MTOTIOMIAIOT BOAOPOIHBIE CBSA3U BOJIBL.
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Puc. 8. UK-cnekTp MOHOINTA, TOJYYEHHOTO IO METOAMKE 7 U BbIcylieHHoro mpu 650°C.
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2.6 Hcnoimanue noayueHHbIX MOHOTUMHBIX C/10€8 KpemMHe3ema KaK CayuoHapHuxX (a3 01a
TCX

MoHonuTHBIE COPOSHTHI, TOTYYEHHBIE 0 METOAUKAM 4 U 7, UCTIONB30BAINCh ISl Pa3AeNCHHs Tec-
TOBBIX CMecel KpacuTenell. B kadecTBe MoIBMXHOHN (pa3bl MPUMEHSITN CMECh METAHOI:TOJYOJI B 00B-
emHOM cootHomeHnn 20:80. XpomaTorpadgupoBaHrue MPOBOJAWIN B BOCXOISAIIEM PEKAME B OOBITHBIX
Kamepax ¢ IpeJBapUTEIbHBIM HACHIIIIEHHEM KaMephl apaMy KOMIIOHEHTOB TIOJBIDKHBIX (a3. Pe3yiib-
TaThl XpoMaTorpadupoBaHusl GUKCUPOBAIN C MOMOILBIO IH(poBoit horokamepsl Canon 570. Ilomy-
YeHHBIC N300pakeHns 00padaTeIBasIMCh B porpamme Photoshop 7.0 mist momydeHHst IEHCUTOTPaMM.

Ha puc. 9 mpencraBnensl xpomaTorpamMmma M J€HCUTOTpamMMa, MoJyuyeHHbIEe TIPY pa3ieleHnH Kpa-
cuTenell OpUITIMaHTOBOTO 3€JIEHOTO W HEHTPaTbHOrO KPacHOTO Ha MOHOJIIMTHOM CJIO€ COpOCHTa, CHH-
Te3npoBaHHOM M0 Metoamke 7. [lomHOro pasmeneHus KpacuTened yaanoch AOCTHYb HA AWCTAHITHH
JUTHHON 1 M, TIpH 3TOM BpeMs XpoMmaTorpadupoBaHus COCTaBIWIO 5 MuH. OQHAKO TIATHA KpacHUTelekH
HUMEeNU HeMpaBUWIbHYIO GopMy (puc. 9), a MATHO HEUTPAIBLHOTO KPACHOTO CYIIECTBEHHO Pa3MbIBAJIOCH.
DT0 MOXET OOBACHITHCA HAMWYHEM OoJiee KPYIHBIX MOp B COPOEHTE, MOITyYeHHOM METOJOM OCHOB-
HOTO THAPOJIN3a, W, BO3MOXKHO, OOJBIIEH ero HeoTHOPOTHOCTHIO.

Jlyumme pe3ynbTaThl XpoMaTorpadrpoBaHus HAOIIONAINUCH JJISi MOHOJIMTHOTO COpOCHTA, CUHTE-
3UPOBAHHOTO METOAOM KHCJIOTHOTO THApPONM3a 1Mo MeToauke 4. TunmyHas XxpoMaTorpamMMa paszaese-
HUSL OPOMKPE30JIOBOTO 3€JIEHOTO, METHIIOBOTO KPACHOTO M METHIIOBOTO JKEJITOTO Ha MOHOJIUTHOM CJIOE
TaKoro copOeHTa nokazaHa Ha puc. 10. TecToByI0 cMech KpacuTesel yaaaoch NOJTHOCTHIO pa3/ieiuTh
Ha aucTaHimuu 1.5 cm 3a 7 muH. [lpu 3TOM mATHA MMeENH MPaBUIBHYIO GOpPMY, a MUKW Ha JEHCHTO-
rpaMMe TIPUOIMHKAIOTCS K MIPABIIILHON (hOpMe U XOPOIIIO pa3/ieeHbI.

B pesynbpTrare mucciegoBaHus MOTYYSHHBIX MOHOJUTOB Kak cTanuoHapHbIX ¢a3 st TCX oOHapy-
JKUJIACh €Il OJ[HA MPAKTUYECKHU Ba)kKHAs OCOOCHHOCTh. XpoMarorpaduuecKue msaTHa MOJTHOCThIO yia-
JISUTACH TIPU TIPOMBIBAaHHUH TUTACTHHKY TTOABIDKHON (ha30i M BHICYIIMBAHUM MPH KOMHATHOH TemIepa-
Type. OUHnIeHHble TaKUM 00pa3oM IUTACTHHKH OKa3aJIMCh MPHUTOIHBIMA IS TIOBTOPHOTO HCITONB30-
BaHHA: PE3YNbTaThl XpOMAaTOrpadUpOBaHUS XOPOIIO BOCHPOM3BOAMIHMCH JAaxe Tocie 3-4 IUKIOB
XpoMaTorpagpupoBaHie-pereHepars.
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Puc. 9. Jlencutorpamma n xpomatorpamma Opwuman- Pue. 10. [leHcurorpamMma n xpomarorpamMmma OpOMKpe30I1o-
TOBOTO 3eneHoro (1) u HelTpampHOTO KpacHOTO (2), Ha  BOTO 3€JeHOTO (3), METHIIOBOTO KPacHOTO (2) ¥ METHIOBOTO
copOeHTe, TOTYIeHHOM 10 METOAUKE 7. xenroro (1), Ha copOeHTe, MOTyYeHHOM 10 METOJHKE 4.

3. BLiBoabl

B paboTe npeanoxkeH MoaXxoA K MONyYSHHIO TIACTUH ¢ MOHOJIIMTHBIM TOHKHM CJIOEM KpeMHe3eMa
IUIsl TOHKOCIIOWHOW xpomarorpadun. [lonxon BKiIroyaeT 30b-TreJb CHHTE3 MOHOJIUTHBIX CIOEB KPeM-
He3eMa IyTeM KHCJIOTHOIO I'MAPOJIM3a TETPadTOKCUCHIIaHa (PTOPOBOIOPOJHOM KUCIOTOM B IPUCYTCT-
Bun N,N-auMmeTtuiagopMmamuna, HETWINMUPUANHUN XJIOpHAa M 3TaHONa; (opMOBaHHWE MOHOJHMTA Ha
MOJUIOKKE U3 CTEKJa, MPEABAPUTEIBHO 0OpabOTaHHOTO MAaTHPYIOLIEH CMEChlO; BBICYIIMBAHUE IPHU
80 °C.

[onmy4yeHHBIE TIACTUHBI C MOHOJIUTHBIM TOHKHAM CJIOEM KpeMHe3eMa YCIECITHO POTECTUPOBAHbI Ha
puMepe paszaeNieHHsl TpeX KpacuTelleil 1 UMEIOT CIeayIoUIre NPEUMYIIECTBa [0 CPABHEHHIO C TPaH-
[MOHHBIMH TUTACTUHAMH JJII TOHKOCIIOWHON Xxpomatorpaduu: (i) BRICOKast CKOPOCTh pazaeneHus; (ii)
Manasi JJIiHa rpodera MOABMKHOM (a3bl, HeoOXoArMas AJs TIOJHOTO pa3jieieHUs] aHauuToB; (iii)
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BO3MOKHOCTb PEreHECPAllU U MHOT'OKPATHOI'O UCIIOJIb30BAHUS IIJIACTUH; (lV) 3HAYUTCIIBHOC COKpallc-
HHUEC pacxoJa TOKCHYHBIX OPTaHUYCCKUX paCTBOpHTeHeﬁ.

Aemopul svipadicaiom Oaazooaprocmy Munucmepcmasy obpazosanus u Hayku Ykpaurnvl 3a ¢punan-
cuposanue HUP 15-15-06, Kynukogy A.1O. 3a cnexkmpockonuueckue ucciedosanus, A.ILb. 6razooa-
pen UHTAC 3a npedocmasnenue epanma 06-1000019-5962, nossorusuieco no3sHakomMumscs ¢ mexuo-
JIO2UAMYU NOTYYUEHUS MOHOIUMOS.
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