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AHHOTanus1. YHOpsiJO4eHHbIE ME30IIOPUCThIE KPEMHE3EMBI MOTYT OBITh HCIIOJIb30BaHbI Kak d((EeKTUBHBIE
a,ucop6eHT1)1 JJIA BBIACJICHUS U OYHUCTKH BCUICCTB pa3ny1qH0171 TOJIAPHOCTH. Panee ObL10 II0Ka3aHO, YTO TaKHeC
Matepuralibl ABJIAIOTCA MNCPCHEKTUBHBIMU IJISI BBIJACIICHUA W KOHICHTPUPOBAHUA HOJ'II/Iq)eHOHbH])IX BCUICCTB.
OnHaKO CUCTEMAaTHYECKOE PACCMOTPEHHUE BIIMSHUS YCIOBUI CHHTE3a Ha COPOIIMOHHBIE CBOMCTBA KpEeMHe3e-
MOB HE NPOBOJMIIOCH. B CBSI3M ¢ 3TUM 1enbio HacTosmeil paboThl IBUIIOCH M3YUEHHE BIUSHUS YCIOBHH CHH-
Te3a KpemHe3eMoB (aHanoroB MCM-41, SBA-15) Ha ux copOIuro moimpeHONbHBIX BEIIECTB.

Pa3paboTaHs! cr1oco0BI CHHTE3a ME30TIOPHCTHIX KPEMHE3EMOB 30JIb-T'€Ih METOJOM ITPH BapbUPOBAaHUHU HCTOY-
HUKa CHJIMKATa, IPUPOJIBI IAbI0Ha, TeMIepaTypbl 00pazoBaHus 30is1. PaccMoTpeHa posib cocTaBa pacTBOpH-
TeJIsl 3TAHOJI-BOJA M 100aBOK KBEPLETHHA HAa MHUIIEIIIO00pa30BaHUE TEMIUIATOB, a TAKXKE CTPYKTYpPy M CBOM-
CTBA YIMOPSAAOUYCHHBIX KPEMHE3EMOB, TIOJTyYCHHBIX IIPH UX THAPOTEPMAIEHOM TEMILIATHOM 30JIb-T'€JIb CHHTE3E.
MeTtomaMu HU3KOTEMIIEpaTYPHOI amcopbunu/mecopbunu azora 1 UK-criekTpockonny n3ydeHo BIUSHHE I0-
6aBOK KBEpLIETHHA HAa CTPYKTYPY ¥ MOPUCTOCTh CHHTETHYEeCKUX aHasoroB SBA-15, MCM-41 u MCM-48. Ot-
MEUEHO CYIIECTBEHHOE CTPYKTYPHPYIOIEe M YIOpsI0YHBaroliee ASHCTBUE MOJICKYJ MOJu(EHONbHON No-
0aBKH, B TOM YHCJIC Ha COPOLIMOHHBIC CBOWCTRA MO OTHOIICHHIO K (praBoHonaaM. [Toka3aHo, 4TO yBeIUYCHHE
TEMIIEpaTypbl THAPOTEPMATLHON 00paboTKH CIIOCOOCTBYET (POPMUPOBAHUIO MATPHIIEI KPEMHE3EMOB C Y3KUM
pacpezieleHIeM TI0p [0 pasMepy, INIOAbI0 ToBepXHOCTH Bhie 1500 M%/r 1 06beMoM mop Gonee 1.0 cv/r.
Boiee BbIcOKast cTeneHb ynopsIOYeHUS! CTPYKTYPBI ¢ MAaKCUMAIBHON yIEJIbHOM TUIOLIAIbI0 TOBEPXHOCTH U
00BEMOM IOpP AOCTUTAETCS IPU THAPOTEPMATBHOM 30JIb-T€JIb CHHTE3¢e aHanoroB MCM-41 B mpucyTcTBUM TO-
m(EHOIOB 1 3TaHOJA Ha CTa X (POPMUPOBAHUS 30JI51.

PaccmoTtpena copOunst B CTAaTHUECKHUX YCIOBHSAX KBEPIETHHA, +(-)KaTeXUHA U HAPUHTHHA CHHTE3UPOBAHHBIMHU
MaTepuanamu. [IpoBesieHO comocTaBieHne COPOIIMOHHBIX CBOMCTB KPEMHE3EMOB C MX CTPYKTYPOH M MPUPO-
JI0M COPOIIMOHHBIX HEHTPOB. OTMEUEHO, YTO CHHTE3 YHOPSIJOUEHHBIX MAaTEPUAIIOB C UCTIOIb30BAHUEM HEHOHO-
TeHHOTO [1a0JI0Ha He IPUBOJUT K M3MEHEHUIO COPOLIMOHHON eMKOCTH IIPH BapbHUPOBAHUH TeMIIEPaTypsl (op-
MUPOBAHUA 30JI1 U UICTOYHHKA OKCHUJIa KPCMHUS. B sTtoMm CJIydac€ OTCYTCTBYIOT UBMCHCHUA COp6LlPIOHHOI71 CM-
KOCTH TIPH M3MEHECHUH YAEIbHOMN TUIOLIa 1 MMOBEPXHOCTH KpeMHe3eMa. Y CTAHOBJICHO, YTO Ha COPOIOHHYIO
€MKOCTh B OOJIBbIIICH CTENEHU BIMSIOT npupojaa COp6HI/IOHHI)IX HCHTPOB U UX Ir'UapaTanus.
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Abstract. Ordered mesoporous silicas can be used as effective adsorbents for the extraction and purification
of substances with varying polarity. It was demonstrated earlier that such materials are promising for the ex-
traction and concentration of polyphenols. However, the effect of the synthesis conditions on the sorption
properties of silicas has not been thoroughly studied yet. Therefore, the purpose of our study was to investigate
the effect of the conditions of silica synthesis (MCM-41 and SBA-15 analogues) on their sorption of polyphe-
nols.

The article suggests synthesis methods of mesoporous silica using the sol-gel method with various sources of
silicates, the nature of the template, and the temperature of the sol formation. It also considers the influence of
the composition of the ethanol-water solvent and quercetin additives on the micelle formation of templates as
well as the structure and properties of the ordered silicas obtained by means of hydrothermal assisted sol-gel
synthesis.

Low-temperature adsorption-desorption of nitrogen and IR spectroscopy were used to study the effect of the
quercetin additives on the structure and porosity of the SBA-15, MCM-41, and MCM-48 synthetic analogues.
The study demonstrated that the molecules of polyphenol additives have a structure-forming and ordering ef-
fect on the sorption properties towards flavonoids. An increase in the temperature of hydrothermal treatment
results in the formation of a silica matrix with a narrow pore-size distribution, the surface area of over 1500
m2/g and the pore volume of over 1.0 cm3/g. A higher degree of order and maximum specific surface area and
pore volume is obtained by hydrothermal sol-gel synthesis of MCM-41 analogues in the presence of polyphe-
nols and ethanol during the sol formation.

In our study, we considered the sorption of quercetin, +(-)catechin, and naringin on synthesised materials under
stationary conditions. The sorption properties of the silicas were compared to their structure and the nature of
the sorption centres. The synthesis of ordered materials based on the use of a nonionic template does not result
in changes in the sorption capacity at different temperatures of sol formation and with different sources of
silicon oxide. There are also no changes in sorption capacity when the specific surface area of the silica
changes. The sorption capacity is mostly affected by the nature of the sorption centres and their hydration.
Keywords: ordered mesoporous silicas, flavonoids, sol-gel synthesis, sorption.
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BBenenune

CopOIMoHHBIE METOBI HAXOJSAT IIHPO-
KO€ MMPUMEHEHHE B U3BJICYCHUH U OTIpeierie-
HUU BEIECTB B Pa3IMYHBIX 00bekTax [1,2],
CHUCTEeMax J0CTaBKH JiekapcTs [3] u np. Tpa-
JTUIIMOHHO HWCIIONIb3yeMbIE CHIIMKAredn |
MOJIMMEPHBIE COPOCHTHI HE 00JIa/IaloT YIIO-
PSAIOYEHHOCTHIO, YTO MPUBOJAUT K JUCIIEP-
CUU COPOLMOHHBIX CBOICTB M OrpaHHYe-

HUSIM HCIIOJIb30BaHUs COPOEHTOB KakK B CTa-
TUYECKUX, TaK U B IMHAMHYECKUX YCIOBUSX.
VYnopsimoueHHbIE ME30IMOPUCTBIE KPEMHe-
3eMBbl XapaKTePU3YIOTCS OOJBIION YIelb-
HOM IJIOIIaZbI0 MOBEPXHOCTH, Y3KUM pac-
MpeACIICHUEM TIOP 0 pa3Mepam, 4yTo MOTEH-
IMATbHO MOXET O0O0yClaBIMBaTh HMX YHHU-
KallbHBIE COpPOIMOHHBIE cBoWcTBa [4,5], a
CJIeIOBaTeNbHO, BIUATH HA CPOJACTBO K IO-
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nudeHoIaM U COpOITMOHHYIO €eMKOCTh. YTIO-
PSAAOYEHHOCTh CTPYKTYpPBI HE TOJIBKO CHU-
)kaeT Au¢ @ y3MOHHbIE OTPAHUYCHHS, HO H
crocoOCTByeT 0Oojee paBHOMEPHOMY pac-
NpelelIeHNI0 COPOLMOHHBIX IIEHTpoB. B
HacTosIee BpeMs pa3paboTaHO HECKOJIBKO
MOJIXOJIOB TIO CO3/IAHUIO0 HAHOCTPYKTYPHUPO-
BaHHBIX KpeMHe3eMOB. Cpeau HUX MOKHO
BBIIETIUTh MaTepHUalIbl, CAHTE3UPOBAaHHBIE C
WCIIOJIb30BAHUEM HMOHOTEHHBIX [6] W He-
MOHOTEHHBIX TMOBEPXHOCTHO-aKTUBHBIX Be-
mectB [7]. Hanbomnee u3y4eHsl CTpyKTypa u
HEKOTOpbIe (PU3UKO-XHMUYECKHE CBONCTBA
ynopsaodeHuslx  MCM-41,  MCM-48,
SBA-15.

B nureparype ykazaHo, 4TO CBOWCTBA Ta-
KHUX KPEMHE3eMOB CYIIECTBEHHBIM 00pa3om
3aBUCAT OT TeMIEpaTypbl (OpPMUPOBAHUS
30q4 [8,9], mpupoasl Temruiata [10], coot-
HouIeHUs1 KoMnoHeHToB [10] u npyrux ¢ak-
topoB. [Ipu BapbUpOBaHUU YCITOBUI MEHSI-
eTcsi MOp(OJIOTHS YACTHII, YAEIbHas TIOT-
HOCTb  TIOBEPXHOCTHBIX  CHUJIAHOJBHBIX
Tpynn, yaeiabHas IUIOMAAbh MOBEPXHOCTH
KPEMHE3EMOB, UYTO HE MOXXET HE CKa3bl-
BaThCs HAa COPOLIMOHHBIX cBOMcTBax. Nassi ¢
coaBT. [11] mokasamu, 4TO COPOIMOHHYIO
€MKOCTh MaTepualia u Apyrue paBHOBECHbBIE
napaMeTpsl COpOIUU OIpEAeNsioT BeJu-
YUHBI ITOMIAIN TOBEPXHOCTH. 3aBUCUMOCTh
COpPOIIMOHHBIX CBOMCTB OT pacIpeaeiacHus
COpPOLIMOHHBIX IIEHTPOB Ha IOBEPXHOCTHU
KpEMHE3eMa BbI3bIBAET HEOOXOAUMOCTh
ydera TakKe M TPUPOIBI CHIAHOJIBHBIX
Ipynn U UX YAEIbHOM IUIOTHOCTH HA TO-
BepxHOCTH copbenTa. 3BecTHo [12], uTo Ha
MOBEPXHOCTU KpEMHE3eMa HaXOSITCsl CHla-
HOJIbHBIC TPYIIIBI HECKOJIBKUX THUIIOB — CBO-
00JHbIE U CBS3aHHbBIE BOJAOPOJHON CBSI3BIO
MEXy COOOH WM C MOJIEKYJIaMH PaCTBOPH-
tenst. KoHTponb conmepikaHus U TPUPOIBI
CHJIAHOJIBHBIX TPYII OCYILECTBIISETCS Me-
tonamu MK-cnekrpockonuun u AMP-criek-
Tpockonuu [13]. YcnoBus cuHTe3a npero-
JaraloT IMOJIy4eHHE COpOEHTOB B IMPHUCYT-
CTBUU HEMOHOTCHHOTO TEMILJIaTa B KUCIION
cpene (mpu pH=2) [12], uTo B 3HAYUTEIHHOU
CTETICHH MOXET U3MEHUTH THApATAINI0 Ma-

Tepuaia. MOXXHO OTMETUTh CHUXXEHHE J0-
CTYITHOCTH COPOIIMOHHBIX [IEHTPOB MPH yBE-
JUYEHUU TuIpatauud Martepuana. Kpome
TOTO, BIUSHUE KUCIOTHOCTH PEaKIMOHHON
cpenpl Ha cTaauud (HOpMHUpPOBAHMS 307 Ha
CPOACTBO KpeMHe3eMa K MOJU(EHOIBHBIM
BEIIECTBAM IMPOSBISAETCS 3a CUET YMEHbIIIe-
HUS AUCCOIUAINY CUIAHOIBHBIX TPYII MPH
cuHTe3e ¢ pH peakIMOHHON CUCTEMbI MEHEE 8.

B npemmectBytomux paborax [4,5,14]
OblIa MOKa3aHa MEePCIEeKTUBHOCTh UCHOJIb-
30BaHUs yIOPSI0YCHHBIX KPEMHE3EMOB ISt
BBIJICJICHUS] U KOHLIEHTPUPOBaHUS moynde-
HOJIBHBIX BemiecTB. ABTopamu [14] mpose-
neHa TBepaodazHas SKCTpakius (GIaBOHOB
copbentom Tuna SBA-15. Iloka3zansl mpe-
MMYILECTBA MO CPABHEHUIO C TPaTUIMOH-
HBIMH COpPOCHTaMH, a TaKXe YIOpPSIOYCH-
HbIMH KpemHezemamu tuna KIT-6, cBs3an-
HBIE C JIOCTHXCHHEM OOJIbIIEH CTETICHN H3-
BJICUEHUS U BO3MOKHOCTBIO MHOTOKPATHOTO
ucrnonb3oBanusa. OIHAKO CHCTEMATHYECKOe
paccMOTpeHHE BIIMSHUSA YCIOBUN CHHTE3a
Ha COPOLIMOHHBIE CBOMCTBA KPEMHE3EMOB HE
MIPOBOAMIIOCH. B CBSI3U € 3TUM 1€/1bI0 HACTO-
sIeld padoThl SBUJIOCH M3YUYCHHUE BIUSHUS
YCIIOBUHM CHUHTE3a KPEMHE3eMOB (aHAJIOroB
MCM-41, SBA-15) Ha ux copOuuto noju-
(heHOTBHBIX BEIECTB.

3KCHepl/IMeHTa.ﬂbHaﬂ 4acTb

Cunte3 kpemHeszemoB. [lonyuenune mes-
OTIOPHUCTHIX MAaTePUaIOB MPOBOAMIN METO-
JIOM 30J1b-T€JIb CHHTE3a C KUAKOKPHUCTAIIN-
YECKUM TeMIuiaTupoBaHueM [15]. B nacros-
el paboTe B KauecTBe 1ab0Ha UCIIOTB30-
Baly TPUOJIOKCOTIOTUMED TONTHITUICHOK-
CU/I-TIOJIUTTPONTUICHOKCHUI-TIOJTMATUIICHOK-
cuna (EO)20(PO)70(EO)20 Pluronic P123
(Sigma, 'epmanus) 1 GpoMuT IETUITPUME-
tunammonus (LITAB, Panreac), s dopmu-
pOBaHMsI MAaTPUIBl KpEMHE3eMa - KOJUIOU/-
HBIA menoyHoi pactBop SiO2 ¢ ToproBoit
mapkor Ludox HS-40 u terpasTokcucunan
(T20C). CunTe3 mpoOBOAUIN U3 PEAKIIUOH-
HBIX CMECEH, XapaKTepU3YIOLIUXCS MOJIb-
HBIM COOTHOIICHHEM, MPUBEJICHHOM B Ta0-
e 1.
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Tabmuna 1. CooTHOIIEHHE KOMIIOHEHTOB (B MOJIb) PacTBOpa IPU CUHTE3€ KPEMHE3EMOB
Table 1. Ratio of the components (in mols) of the solution during the synthesis of silicas

O06o3HaueHNE
CooTHoIIeHE KOMIIOHEHTOB
KpeMHe3eMa
PT 1.0 SiO»: 0.016 P123: 0.91 HCI: 190 H,O
PL 1.0 SiO; (Ludox-HS-40): 0.017 P123: 1.4 HCI: 0.33 Nay0: 95.0 H,O
KMC 1.00 Si0,:0.263 IITAB: 0.123 Na,O: 30.0 H,O
KMCEQ.3 1.00 Si0,:0.263 IITAB: 0.123 Na,O: 30.0 H,O: 0.3 EtOH
KMCE1 1.00 Si0,:0.263 IITAB: 0.123 Na,O: 30.0 H,O: 1.0 EtOH
KMCE2 1.00 Si0,:0.263 IITAB: 0.123 Na,O: 30.0 H,0:2.0 EtOH
KMCQEO0.3 1.00 Si0,:0.263 IITAB: 0.123 Na,O: 30.0 H,O: 0.3 EtOH: 2.0-10"* Quer
KMCQE1 1.00 Si0,:0.263 LITAB: 0.123 Na,O: 30.0 H,O: 1.0 EtOH: 2.0-10™* Quer
KMCQE2 1.00 Si0,:0.263 IITAB: 0.123 Na,O: 30.0 H,0:2.0 EtOH: 2.0-10* Quer

I/ISVLIGHI/IG CTPYKTYPBL W THApATAlluN

N3yuenune COPOIIMOHHBIX CBOWCTB

KpeMHe3eMoB. M30TepMbl HU3KOTEMIEpaTyp-
HOM afcopOImm/necopOum a30Ta MoJTyqain
npu temneparype 77 K Ha anamuzartope
Micromeritics ASAP 2060 B uHTEepBaje ot-
HOCHUTEJIBHOTO JaBIIEHUSI P/pPo OT 107 mo
0.995. Ilepen kaxabIM U3MEPEHUEM IIPOBO-
WA JIeTazaliio o0pas3loB IMpH TeMIepa-
Type 150°C B TeueHue 8 4 Ipu OTHOCUTEIIb-
HOM JaByieHuu 6-8 mOap. [lnomanp moBepx-
HocTH (SBET), muametp (dp), 066EM Top (V)
U pacrpeziesieHue mop 1Mo pa3Mepam OLEeHH-
BaJM IO JAaHHBIM aJICOPOIMOHHON BETBU
M30TepMbI aicopOLnu a3ota Meronamu bpy-
Hayspa-Ommerta-Temnepa (BOT, BET) u
bappera-/[oitnepa-Xanenna (bJAX, BJH)
[16].

CrpyKTypy ¥ THUApATaldi0 CUHTE3UPOBAH-
HBIX KpeMHE3EMOB mu3ydanu metogom MK-
CIIEKTPOCKONIUU (D PY3HOTO OTpaKESHUS
(DRIFTS) na cmnekrpomerpe Shimadzu
IRAffinity-1S, o06opymoBaHHOM TpPHCTaB-
koif Harrick Praying Mantis B auana3one
BoHOBBIX uncen 400-4000 cm™! ¢ marom 4
e, Tlepen usmepeHneM uccieayeMble 00-
pasusl qucneprupoasii B KBr (Merck, Ger-
many) B cooTHouieHuu 1:4. Bo Bpems uzme-
peHus uepe3 o0paser] HepephIBHO MPOXO-
JTAJT TIOTOK a30Ta CO CKOPOCTHIO 60 MII/MHUH.

st cpaBHEHMSI MHTEHCUBHOCTEW CIIEK-
TpPaJbHBIX JIMHUWA TPOBOAUIN 00pabOTKY
HK-cniekTpoB MeTo/10M 0a3uCHOW JIMHUU C
HOPMHUPOBKOW Ha HMHTEHCUBHOCTH CIICK-
TpanbHOro Makcumyma npu 1080-1100 cm!
(BastenTHBIC KoneOanus Si-O-Si).

KpeMHe3eMoB. V3yueHue paBHOBecHs copO-
LMK KBEpLETUHA, +(-)KaTexuHa W HapUH-
I'MHA MPOBOAMIM B CTaTHUECKUX YCIOBHUSX
npu temneparype 2512°C. Hasecku mpen-
BapUTENIbHO BhICylIeHHOro npu 120°C B Te-
yeHue 2 4 kpemHe3zéma maccor 0.1000 r
npuBOAMIH B KOHTAKT ¢ 10.00 cM? pacTBopa
¢naBoHOUJA B AllETOHUTPUIIE KOHIEHTpa-
nueii 0.14 MM. Tlocrne ycTaHOBICHHS paBHO-
BecHs OTOMpanu TpoObl 00BEMOM 2 cm’.
KonuenTpanun copbara B KOHTaKTHPYIO-
IIEM PacTBOpE OMpPENEIIsUIM Ha CIEeKTpodo-
tomerpe Shimadzu UV-1800. I'pagywmpo-
BOYHBIC 3aBHUCHUMOCTU ISl OINpE/eIeHus
KBEpLETUHA, +(-)KaTeXuHa W HapUHTMHA
CTPOWJIM TIPU IJMHAX BOJIH 367, 280 u 282
HM, COOTBETCTBEHHO.

O0cy:xneHne pe3y1bTaTOB

HuskoremmeparypHasi  agcopOrwst/sie-
copOrwms azora. OIHO U3 MOBEPXHOCTHO-AK-
THUBHBIX BEIIECTB, TIO3BOJISIFOIIUX MOIyYaTh
KPEMHE3€MbI C OTHOCHTEIBHO IIUPOKHMHU
OTHOPOJHBIMH TIO pa3Mepy Me30I0paMH,
saBigeTcs  TpubOnokcomnoiaumep  Pluronic
P123. B nuteparype [8,9] nmokazano, 4to
Temriepatypa (GpOpMHUpPOBaHUS 3015 CyIIe-
CTBEHHBIM 00pa30M BIIHSAET Ha MOP(]OIOTHIO
U pa3Mmep 4YacTuIl copOeHTa. B cBs3u ¢ aTum
OBUTY CHHTE3HPOBAaHBI KPEMHE3EMbI B IMPH-
CYTCTBUH TPHOJIOKCOTIONIMMEpa TPH Bapbu-
poBaHMM  TeMmmeparypsl  (OPMHPOBAHHMS
3014. Kak BUOHO M3 TAaOIHUIBI 2, 3HAYECHUS
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Tabnuua 2. [ToBepXHOCTHBIE H aICOPOLMOHHBIE CBOICTBA KPEMHE3EMOB, CHHTE3UPOBAHHBIX C
HEHMOHOTEHHBIM TEMILIATOM
Table 2. Surface and adsorption properties of the silicas synthesised using a nonionic template

O6pazert Sgi, MY/T dp, HM V,.cM/T Q, MKMOJIB/T
PL17 199 12.6 0.63 0.95
PT21 395 3.5 0.35 0.97
PT35 609 6.8 1.03 0.91
PT45 527 54 0.71 0.92

Seyn, M2/T — yJebHas TUIOMaab NOBEPXHOCTH KPEMHE3EMA, OlleHeHHast MeTo oM BJH U3 1aHHBIX BETBH
azncopbmu; Vy, cM?/T — 00beM 1op KpeMHe3eMa, OLeHeHHbIH MeTo oM BJH 13 nanHbIX BeTBH ancopOuny;
dp, HM— IIMpUHA TIOp TP MAKCUMYME paclpeeseHus mop 1o paszMepam;Q, MKMOJIB/T — COPOIIMOHHAs eM-

KOCTb KPEMHE3EMOB TP COPOINHY KBEPIIETHHA.

YAEIBbHOW IUIOIIAAN TIOBEPXHOCTH, JAHa-
MeTpa U 00beMa Mop MOTYyYEHHBIX KpEeMHe-
36MOB HEMOHOTOHHO 3aBUCAT OT TeMIEpa-
Typbl. AHalu3 CTPYKTYpbl KpPEMHE3EMOB,
CUHTE3UPOBAHHBIX B IPHCYTCTBUN HEOHOT€H-
HOTO 111a0JI0Ha TPHOJIOKCOMONMMMEpPA TTOIHITH-
JICOKCHI-IIOJTUIPONMIIEHOKCUA-TTOIUATUIIE-
HOKCH/JI, IPUBEJICH B MPEALIECCTBYIOIIEH pa-
oote [17].

[lo nuteparypHbiM agaHHbIM [11] u3-
BECTHO, YTO YBEJIMYEHHUE YJEIbHOW IUIO-
IIaJd TIOBEPXHOCTH MOXKET MPHUBOIUTH K
BO3pacTaHHI0 COpPOLMOHHOM emMKocTH. Of-
HAKO, KaK BUJIHO U3 TaOIUIBI 2, pa3nuius B
YAEIbHON TUIOIIA i MOBEPXHOCTU CUHTE3U-
POBAaHHBIX KPEMHE3EMOB HE OTPAXKAIOTCS Ha
copOIMOHHBIX cBolicTBax. Hapsay ¢ yaens-
HOM TIIOIIAJBI0 TOBEPXHOCTH Ha COPOIIMIO
O (EHOIBHBIX BEIIECTB MOTYT OKa3bIBATh
BJIIMSTHUE MPUPOAA COPOIMOHHBIX IEHTPOB.
Kak ormeueno Xohdpmannom [18], B 3aBu-
CUMOCTU OT MPUPOJIBI TEMILIaTa U KUCIOT-
HOCTU CpeJibl, B3aUMOJIEHCTBHE MEX Ty 111a0-
JIOHOM H MIPEKYPCOPOM pealln3yeTcs 3a CueT
AJIEKTPOCTATUYECKUX CUJI WJIM BOJOPOIHBIX
CBsI3€l. DTO MOXKET NMPUBOJUTHh K HM3MEHE-
HUIO MPHUPOJBI COPOLMOHHBIX LEHTPOB, MX
KOHIICHTpPAIlMU Ha MMOBEPXHOCTU U TUpaTa-
1M, YTO HE MOXKET HE CKa3bIBAaThCS HAa COPO-
IIMOHHEIX CBOMCTBAX.

s yBenu4eHMsl CEJIEKTHMBHOCTH COp-
OEHTa MO0 OTHOIICHHUIO K MOJIM(EHOIbHBIM
BEIIECTBAM MOXXHO BIIMATH HA MPHUPOIY
COpOIIMOHHBIX IIEHTPOB M UX YAEIbHYIO
IUIOTHOCTh Ha IIOBEPXHOCTH KpPEMHE3EMa.
[TonmudenonbHBIE TPYIIIBI CIIOCOOHBI HOHU-

3UpOBATHCS U Y4aCTBOBAThH B AJIEKTPOCTATHU-
YECKUX B3aMMOJICHCTBUSIX C MOBEPXHOCTHIO
copOeHTa, YTO MOXKET CIIOCOOCTBOBAThH yBe-
JUYEHUIO CENIEKTUBHOCTH COpOEHTa MO OT-
HOILEHUIO K LieJeBbIM Moiiekyiam. C yue-
TOM 3TOTO Ba)KHA pa3pabOTKa U COBEPIICH-
CTBOBaHME CIIOCOOOB CHHTE3a U3 MOHOIEH-
HbIX [TAB. OgHuM 13 MIMPOKO MCHOJIB3YIO-
nxcs [19,20], B TOM yucie npu CHUHTE3E
MCM-41 [18], sBnsercs OpoMuI ETUITPHU-
metun-ammonus (LITAB). lanbueiimume uc-
cleI0BaHus ObUTH MPOBEICHBI C €T0 UCTIONb-
30BaHUEM B KaUeCTBE TEMILIATa.

Ha puc. 1 npuBeneHsl M30TepMbl HU3KO-
TEeMIIepaTypHOU ajcopOiuu/necopounu
a30Ta 00pa3loB, CHHTE3UPOBAHHBIX B BOJI-
HOM cpene mnpu Temmeparype TUApoTep-
ManbHOM 00padotku 100°C B Teuenue 48 4.
Oo6pazenr KMC100-2 sBusieTcst JIBa)Ibl
kansuuHupoBaHHEIM KMC100-1. Bun uzo-
TepM (puc. 1) NOATBEPKAAET HATUYUE YIIO-
PAIOYEHHOW ME30MOPHUCTON  CTPYKTYPHI.
Pe3koe yBenmuueHHe KOJMYECTBA COPOUPO-
BaHHOTO a30Ta Bbllle p/po=0.8, a Takxke
HaJM4ue TMCTEPE3NCa, YKA3bIBAIOT HA KOH-
JeHcaluio afgcopbara B MEK3EPEHHOM IPO-
CTpPaHCTBE.

[Ipennonaraercs HCIIOJIb30BaHUE
KpEMHE3eMOB B COPOIIMOHHBIX MpoLIeccax B
TUHAMHYECKUX yciioBusix. [loaTomy HeoO-
XOJUMO YYHUTHIBATh Pa3Mep YacTHI] M HX
MOP(OJIOTHIO, MOCKOJBKY 3TH MapaMeTphI
BJIMSIIOT HA COMPOTUBIICHUE MACCOMEPEHOCY
U U3MEHEHUue JaBjeHus B KojoHke. [lo nu-
TepaTypHbIM JaHHBIM [21] U3BECTHO, YTO
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Puc. 1. M30Tepmbl HU3KOTEMIIEpaTypPHOI
agcopOuu/necopoumu azora: 1 — KMC100-
2;2 - KMC100-1
Fig. 1. Low-temperature adsorption-de-
sorption of nitrogen isotherms: 1 — KMC100-
2;2 - KMC100-1.
pasMep YacTuI] KpeMHE3eMOB B UX Mopdo-
JOTHUS MOTYT CYIIECTBEHHO 3aBHUCETHh OT
TeMIiepaTypbl cuHTe3a. Kpome Toro, nosbl-
HIEHHE TeMIIepaTypbl THAPOTEPMaIbLHON 00-
paboOTKH MOKET 3HAYUTEITHHO COKPATUTH
BpEMs CHHTE3a.

C yueroM 3TOro CHHTE3 KPEMHE3EMOB
Obu1 TIpoBesieH mpu Temmeparypax 100 wu
140°C. B ycnoBusix TupoTepMaibHOil 00-
pabotku npu 140°C BpeMsi CUHTE3a MOXKHO
cokpatuth 10 16 4. Kak BuaHO U3 puc. 2,
U30TEPMBI afcopOLInu/ IecopOmu a3ora s
BCEX KPEMHE3E€MOB, CHHTE3UPOBAHHBIX B
npucyrctBuu LITAB npu temnepartype rug
porepmanbHOit 00paboTku 140°C, umeror
CXOJHBIX BUJ, OTHOCAIMMCA K TUIty IV co-
TJIACHO KJIacCU(DHUKAIMH, PEKOMEHIOBAaHHON
HIOITAK [16]. Takoil BUI M30TEPM Xapak-
TEPEH M1 ME30MOPUCTBIX MAaTEpUANIOB C

800 -

700 A
/|

600 - /%—‘J

500 -

400 A

300 A

V(N,), eM3/T

200 A
100 +

0

0 0:2 0:4 p/Po 0:6 0:8 I1
Puc. 2. VI3oTepMbl HU3KOTEMITEPATYPHOM
aJIcopOIu/ necopOoImy a30Ta KpeMHE3EMaMH:

1 - KMCEQ0.3; 2 - KMC; 3 - KMCQEQ0.3

Fig. 2. Isotherms of low-temperature ad-
sorption-desorption of nitrogen on silicas:

1 — KMCEQ0.3; 2 - KMC; 3 - KMCQEDQO.3.
YIOPSAIOYECHHOW CTPYKTypoH. Paccuuran-
HBIE BEJINYMHBI yI€JIbHOM IIJIOIA TN IOBEPX-
HOCTH MIPUBEACHBI B Tabmuie 3. MOXXHO OT-
METUTb, YTO BEJINYMHA yJIEIbHOMN IUIOLIAAN
MOBEPXHOCTH 3HAYMUTEIIBHO BBILIE 10 CpaB-
HEHUIO C KpEMHE3eMaMM, CHHTE3UpPOBAH-
HeiMu  npu 100°C  (Sy«(KMC100-1)=
700 M%/r, Sy(KMC100-2)=760 mM*/r).

CuHTE3 ME30MOPUCTBIX KpPEMHE3EMOB
00BIYHO MPOBOJAT B BOJAHOM cpene. B nure-
patype [22] oTmeueHO, YTO AOOABKU CIIUP-
TOB, U3MEHSISI CBOMCTBA CPEAbl, OKa3bIBAIOT
BIIMSIHUE HA CTPYKTYPY KpeMHe3eMOB. bouin
CHHTE3UPOBAHBI KPEMHE3EMbl B MPUCYT-
ctBuu L{TAD B BOAHO-3TaHOJIBHBIX PACTBO-
pax TpH BapbHPOBAHUH KOJIMYECTBA J100aB-
JIEHHOTO 3TaHona. Bupa wmzorepm aacopO-
UH/IecopOoMy  a30Ta KpeMHEe3eMaMH He
HU3MEHSETCA IIPU BApbUPOBAHUU KOJIMYECTBA

Ta6muna 3. CopOIHOHHAS EMKOCTD H IUTOIIA (b TOBEPXHOCTH KPEMHE3EMOB, CHHTE3HPOBAHHBIX
B MPUCYTCTBUH OPOMH/IA [IETHITPUMETHIAMMOHHS
Table 3. Sorption capacity and surface area of silicas synthesised in the presence of cetyltrime-

thylammonium bromide

Q, MKMOJIB/T Su. wYr
Ksepuetun Karexun HapuHrus e

KMC 7.9 6.6 6.4 1685
KMCEO0.3 8.4 6.2 6.2 1756
KMCEI1 10.5 6.2 8.6 1944
KMCE2 9.4 7.3 6.0 1807
KMCQEQ.3 11.2 8.9 9.0 1521
KMCQEI1 9.6 7.8 8.7 1505
KMCQE2 8.6 6.6 6.5 1903
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Puc. 3. UK-cnexTps! auddy3HoTo oTpaxeHus kpemuezemoB: a) 1 — KMC; 2 — KMCEOQ.3;
3 —KMCEL; 4 - KMCE2; 6) 1 - KMC; 2 — KMCQEO0.3; 3 - KMCQE1; 4 - KMCQE2.
Uureppan BomHOBbIX urcen 900-1300 cm™'.
Fig. 3. IR spectra of the diffuse reflection of silicas: a) 1 — KMC; 2 - KMCEQ.3;
3 -KMCEI; 4 - KMCE2; b) 1 - KMC; 2 - KMCQEQO.3; 3 - KMCQE1; 4 - KMCQE2.
Range of wave numbers 900-1300 cm™.
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Puc. 4. UK-ciekTpsl auddy3Horo oTpakeHus kpemHe3zeMoB: a) 1 — KMC; 2 - KMCEO0.3;
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3 —KMCEI; 4 - KMCE2; 6) 1 - KMC; 2 - KMCQEO0.3; 3 - KMCQE1; 4 - KMCQE?2.
Uureppan BomHOBBIX uncen 2400-4000 cm™'.
Fig. 4. IR spectra of the diffuse reflection of silicas: a) 1 — KMC; 2 - KMCEOQ.3;
3 - KMCEI; 4 — KMCE2; b) 1 - KMC; 2 - KMCQEQO0.3; 3 — KMCQEI; 4 — KMCQE2.
Range of wave numbers 2400-4000 cm™.

nobGasiieHHoro 3tanHona (puc. 2). [omyuen-
Hble MaTepHayibl 00Ja/1al0T YAEIbHOM IUIo-
11a/1bI0 MOBEPXHOCTH, NpeBbimatomiet 1500
M%/r (Tabmuna 3). 3aBHCHMOCTb yENbHOM
IJIOILA/IU IOBEPXHOCTH KPEMHE3EMOB OT CO-
Jep>KaHusl dTaHOoJa B PEaKIMOHHOW CMecH,
HOCHUT 3KCTpeMaJbHBIN Xapakrep (Tabm. 3).
ITpuuem mia cepuit KMCE u KMCQE Bnu-
STHE TIPOTHBOIMONOXKHO. [Ipu yBenmueHun
cootHomenust Si02:EtOH no 1:1, mpowucxo-
JUT BO3pacTaHUE, a MpU COOTHOIIEHUH 1:2
CHIDKEHHE Syp JUIsl MaTepHUajoB, MOJTy4YeH-
HBIX 0e3 mo0aBok (QuiaBoHOMIA. BemuauHb

yIeIbHOM TUIOIIA N MOBEPXHOCTU COpOEH-
TOB, CHHTE3HUPOBAaHHBIX B MPHUCYTCTBUU
KBEpLIETUHA, IIPU coAepxKaHusIX 3TaHona 0.3
u 1.0 6mu3ku mexnay codoit, Syn KMCQE?2
IpeBbIIIAET ABa Apyrux Ha 400 M>/T.

Kak nokazano aBropamu [22,23], sTaHON
B MaJIbIX KOHLEHTPAIUSAX BBICTYIIAET B POJIH
co-ITAB, npeBsbIlIeHUE HEKOTOPOIl KOHIICH-
Tpallud TPUBOIUT K  MPeoOdiagaHuio
CBOWCTB copacTBOpUTENs. IHBIMU CllOBaMHu,
WU3MEHSETCS MPEUMYIIECTBEHHAs JIOKaJIU3a-
LUs ATaHOJNA OTHOCUTENBHO MHUIEIUT: MpU
MaJIbIX KOHILIEHTPALUAX MOJIEKYJIbI 3TaHOJa
y4acTBYIOT B 00pa3oBaHUM MULEII, a MpU
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BBICOKMX — HaxOJfTCS B COJbBAaTHOW 000-
nouke. OTMEUYEHHBIE SIBICHUS MPUBOIAT K
HEMOHOTOHHOI 3aBUCHMOCTH BEJTUYMHBI
YACJIbHOW IUIOLIAAN TOBEPXHOCTH OT CO-
CTaBa pacTBOPUTEIISL.

OauH U3 MOAXO0J0B, MO3BOJIAIONINX YBE-
TUIUTh 3P(HEKTUBHOCTH COPOIIMOHHOTO W3
BJICUCHHUSI BEIIECTB — CHUHTE3 COpPOCHTOB B
NPUCYTCTBUM TOTEHUHUAIbHBIX COPOATOB.
beutn  cuHTE3UMpOBaHBI  YNOPSAOUYEHHBIE
KpEMHE3eMbl B MPUCYTCTBUU KBEpLIETUHA B
BOJIHO-ITAaHOJBHOM cpene. MOXHO OTMe-
TUTh, YTO TaKUE KpPEeMHE3eMbl 00JIaJaloT
MEHBIIMMH BEJIMYMHAMHU YACIBHOW ILIO-
1a/Id TOBEPXHOCTHU MO CPAaBHEHUIO C COOT-
BETCTBYIOIIMMH 00pa3liaMu, MOJTyYCHHBIMU
0e3 mo6aBok ¢raBoHoua (Tabnuma 3).

UK-cnekrpockonus. Meron WK-cnek-
TPOCKOIUU IIMPOKO UCIIONIB3YETCS I U3Y-
YeHUS TUIpATAlUU COPOCHTOB, TOHUMAHUS
MIPUPOJIBI B3aUMOJICHCTBUN MEXY (PYHKITH-
oHanpHpIMM rpynnamu. Ha HK-cnektpax
MaTepuajoB, MOJYYEHHBIX B MPHUCYTCTBUU
LTADB (puc. 3), npucyTcTByeT UHTEHCUBHAS
nosnoca npu 1070 cM™' u MeHee MHTEHCHB-
Hag npu 1240 cm’!, coorBercTByIONIIME ac-
CUMMETPUYHBIM BAJICHTHBIM KOJIEOaHUSIM
Si-O-Si [24]. Kak 6bu10 0TMEueHO B paboTe
[17], HaMuKMe MaTpUIBI C BHICOKOM yHopsi-
JIOYEHHOCTBIO TOJITBEPKIAACTCS IOJIOXKE-
HueM Makcumyma npu 1070-1080 cm™!, ko
TOPBI COOTBETCTBYET BaJCHTHBIM KoJeba-
HUsAM cBsizeld Si-O-Si B CTPYyKType KpemHe-
3eMa C TOHKMMH CTEHKAMHU T'e€KCaroHAJIbHBIX
nmop. OTMeUYeHHBIN (HaKT COMPOBOXKIACTCS
CHIDKCHHEM THUpaTallii MaTepuayia B Mpu-
CYTCTBUH 3TAHOJIBHBIX PACTBOPOB (hJIaBOHO-
una ans oopasuoB KMCEL u KMCE2. Ha
puc. 4 BUJHO YMEHbIIIEHUE HHTEHCUBHOCTHU
MOTJIONICHHST MH(PPAKPACHOTO U3ITYUYCHUS
NpU BONHOBBIX ymciax 3625 cm™!, 3100-
3500 cm! AHanorudHble 3aKOHOMEPHOCTH
OTMEUYEHBl U ISl TOJIOC TOTJIOIIEHUS MPHU
980 cm! (mepopmaiuonHBIe KOneOaHUs
OH-rpymm, puc. 3). Ilomoca ¢ yka3aHHBIM
BOJIHOBBIM YHUCJIOM OoJyiee pa3MmbiTa U CO-
MIPOBOXKIAETCSI OOJBIIIECH ONTUYECKON TUIOT-
HOCTBIO TPU YMEHBIICHHUH BOJIHOBOTO
yucna 10 950 cm™'. MoXHO Tonararh, 4To B

YCIIOBUSIX CHHTE3a KpeMHe3eMa ¢ O0NbIIUM
COJICpKAHMEM JTaHOJIa YMEHbBIIACTCS OIS
M30JIMPOBAHHBIX Map COCEAHUX (BUIMHAIIb-
HbIX) OH-rpynm, cBsI3aHHBIX BOJAOPOAHBIMU
CBSI3SIMHM, M CHI)KAETCS KOJIUYECTBO aJCcop-
OMpOBaHHBIX HAa HUX MOJIEKYJl PacTBOPH-
Tensl. BbIsBIEHHBIE 3aKOHOMEPHOCTH I103-
BOJISIFOT MHTEPIPETUPOBATH TAKXKE U H3Me-
HEHUE TOJIOCH C MAKCUMYMOM OTHOCHUTEIb-
HOI onThYeckoi mioTHocTH mpu 1180 cm!
(BanenTHbIe Konebanus Si-O-Si). Xapakrep
nu3MeHeHHs nHTeHcuBHOCTH MK-n3nyyenus
B YKa3aHHOM JHara30He aHaJIOTMuYeH 3aKo-
HOMEPHOCTH HW3MEHEHUSI HHTEHCHUBHOCTH
nosockl pu 3620-3650 cm!, KoTOphle MH-
TEPIPETUPYIOT [25] KaK IPUCYTCTBUE BULIU-
HaJbHBIX CHUJIAHOJBHBIX TPYII Ha MOBEPX-
HOCTH KpeMHEe3eMa.

[IpencraBisier UHTEpEC aHAU3 3aBUCH-
moctu ruapatanuu (v=3100-3500 cm) n
YAETbHOW TUIOTHOCTH MOBEPXHOCTHBIX CH-
NaHoIBHBIX rpyn (v=3746 cm™') npu Bapb-
HMPOBAHUHU KOJIMYECTBA 3TAHOJIA B PEAKI[OH-
Hoit cmecu. AHanmn3 UK-criektpoB copOeH-
TOB, IMOJYYCHHBIX 0€3 J00aBOK KBEpIETHHA
(puc. 4a, 5a), MO3BOJISIET OTMETUTH HEMOHO-
TOHHBIE W3MEHEHHUS TUIpATAlUU U YIelb-
HOW MJIOTHOCTH MOBEPXHOCTHBIX CHIJIAHOJb-
HBIX TPYIII MPY BapbUPOBAHUM COCTaBa pac-
TBOpUTENs. OOBSICHEHNE TaKOM 3aBHCHUMO-
CTH yXe€ MPUBOAWIOCH B pa3jesie Mpu aHa-
JU3€ SKCTIEPUMEHTAIBHBIX JAaHHBIX, TONY-
YEHHBIX METOJIOM HU3KOTEMIIepaTypHOH aji-
copOrmu/necopOIuu a3ora.

Kaxk BusHO U3 puc. 4a, yBeIM4YeHUE JOJIU
9TaHOJIa MPUBOJIUT K HEKOTOPOMY CMelle-
HUIO MHKa CBOOOIHBIX CHIIAHOJIBHBIX TPYIII
oT 3745 10 3740 cm’! ¢ HekOTOPBIM yHIMpE-
HueM. B 1o xe Bpems nmpucyTcTBHe HEBOJ-
HOTO PACTBOPUTENS HE MO3BOJISET BHISIBUTDH
CTPOTYIO 3aKOHOMEpPHOCTb M3MEHEHHS KO-
JMYECTBA CBOOOHBIX CHJIAHOJBHBIX TPYIII
SiOH.

CylecTBEHHO  MEHSIeTCd  CTPYKTypa
KPEMHE3eMOB B MPUCYTCTBUU 3TAaHOJBHBIX
pacTBOpoB KBeplLeTHHA. BnusHue mo0aBok
Ha Mopdosoruro HanoyacTutl, (popmupona-
HUE cPepruuecKuX YacTUIl) UX pa3zMep ObLIO
paHee oTMeUeHO B paboTe [26]. bbuto Takxke
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Puc 5. UK-cniexktps! quddy3Horo oTpaxeHus kpemuesemosn: a) 1 — KMC; 2 — KMCEOQ.3;
3 —KMCEL; 4 - KMCE2; 6) 1 - KMC; 2 — KMCQEO0.3; 3 - KMCQE1; 4 - KMCQE2.
WurepBan BoIHOBBIX uncen 3720-3760 cm™'.
Fig. 5. IR spectra of the diffuse reflection of silicas: a) 1 — KMC; 2 - KMCEOQ.3;
3 —KMCEI; 4 - KMCE2; b) 1 - KMC; 2 - KMCQEO0.3; 3 - KMCQE!; 4 - KMCQE2.
Range of wave numbers 3720-3760 cm™.

yKa3aHo, 4TO TeMIeparypa (GopMUpOBaHUS
30J151 MOXKET TOBIUATH Ha pa3Mep TpaHys
KpEeMHE3eMa M UX yBEIWYCHHE 0 HECKOJIb-
KuX coTeH HM. dDraBoHOU I HapsAy C BIUS-
HUEM Ha CTPYKTYPY MHIICIUT TAKXKE MOMKET
OKa3bIBaTh CTAOWIM3HpPYIOIIEe BIMSHUE Ha
HAHOYACTHIIBI YIIOPSIOUYEHHOTO MaTepuana
B IIpoliecce ero (popMupoBaHUs B YCIOBUAX
30J1b-T€JIb CUHTE3a. JTO MOATBEPKIAET Xa-
paktep m3menenuss UK-cnextpos (puc. 5),
MOCKOJIbKY MPAKTUYECKU HE MEHSIETCS BUJT
criektpa B obmactu 950-980 u 3300-3650
eml,

Haubonee uHTepecHa 3aKOHOMEPHOCTh
U3MEHEHHUsI KOJIMYECTBA CBOOOJHBIX CHIIA-
HOJIBHBIX Tpyni (10J0ca BaJeHTHBIX KoJie-
6anuii SiOH mpu 3740-3745 cm'). Kak
BUJTHO U3 puc. 50, MaKkCUMallbHasi UHTEHCUB-
HOCTh TI0JI0Chl 3745 cm™' xapakrepHa s
obpaszma KMCQE2 ¢ Hanbonpmmm u3 pac-
CMOTPEHHBIX COJECpP)KAHUI 3TaHOIIA B pPeak-
MOHHON cMecH. MOXKHO mojaraTrb, 49TO
KBEPLIETUH OKa3bIBAECT CTPYKTYPHUPYIOILIEE
BJIMSIHUE Ha KPEMHE3EM, OJHAKO BCE €Ile
OCTaeTCsl HESICHBIM, OOYCIIOBJICHO I 3TO
BIUSHUEM Ha Muiemioodpazopanue [1AB
WIM Ha POCT HAHOYACTHIl KpeMHEe3eMa, U
TpeOyeT JanbHEeHUIIEero N3yueHusl.

PaBHoBecue copbumu ¢aBoHOMIOB. W3-
BECTHO [5], 4TO HAHOCTPYKTYpPUPOBAHHBIC

KpEMHE3EMBbI MPOSIBIISIFOT BBICOKYIO COPOIIN-
OHHYIO CIIOCOOHOCTH MO OTHOIIEHHUIO K T10-
Tu(EHOTBHBIM BeIllecTBaM. TeM He MEHee,
70 HACTOSIIETO BPEMEHU HE OMNpPENeTIeHO
BIIUSTHUE CTPYKTYPBI H MIPUPOIBI COPOITHOH-
HBIX LEHTPOB Ha COPOLIMOHHBIE CBOMCTBA
KpeMHE3eMOB. B 3TOii CBsI3M B HacTOALIEH
paboTte OBLTO BAKHO U3YYHTh XapaKTep BIIU-
SIHUSI CTPYKTYPBI COPOCHTA C YYETOM YyCIIO-
BHI €ro CHMHTE3a Ha COPOIMOHHBIE CBOM-
CTBa.

Kak Bugno wm3 tabmuiy 2-3, BEIWYHHBI
paBHOBECHOH  COpPOIMOHHOW  €MKOCTH
KPEMHE3EeMOB, MMOJIyYeHHbIX B MPUCYTCTBUU
Pa3HBIX TEMIUIATOB, PA3IMYAIOTCS MMOYTH Ha
nopsiiok. CopOIIMOHHBIE CBOMCTBA KPeMHE-
36MOB, CHHTE3UPOBAHHBIX B IMPHUCYTCTBUU
Opomuaa LETUITPUMETUIAMMOHUS, U3Y-
Yay Mpu COPOIMH HECKOIBKUX (PIIABOHOM-
OB (KBEplEeTHH, (+)-KaTeXWH U HapUHTHH)
W3 WHIWBUIYAIbHBIX aIleTOHUTPHIBHBIX
pacTtBopoB. BenumumHa COpOIMOHHON CIIO-
coOHOCTH n7isi TMONMU(EHONTBHBIX BEIICCTB
MPOIMOPLOHAIbHA  BEJIMYMHE  YJIEIbHOU
IUIONIAIM  TIOBEPXHOCTH KPEMHE3eMOB S
(Tabn. 3) mus cepun, CHHTE3UPOBAHHOUN B
BOJHO-ITAHOJIBHON CpeJie B MPHUCYTCTBUHU
LTAB. bonee BbICOKHE BEJIMYHMHBI yACib-
HOW TUIONIAJM TIOBEPXHOCTH COPOEHTOB
KMC o0ycnaBauBarOT pocT cOpOIHU MOJH-
(heHOITbHBIX BEIIECTB.

429



ISSN 1680-0613

4Copoyuonnsie u xpomamozpapuueckue npoyeccol. 2022. T. 22, Ne 3. C. 421-432.
Sorbtsionnye i khromatograficheskie protsessy. 2022. Vol. 22, No 4. pp. 421-432.

CopOuroHHbIE CBOWCTBA CUHTE3MPOBAH-
HBIX KPEMHE3EMOB COTJIACYIOTCSI C BEIHYH-
HAaMHU YJENbHON IUIOIIAAU TOBEPXHOCTH
HeoHO3HAYHO. COpOEHTHI, MONTyYCHHBIE
0e3 106aBoK (hr1aBoHOUIA, TAFOT COPOITMOH-
HYI0 €MKOCTh, U3MEHSIOIIYIOCS B COOTBET-
CTBUH C IJIOLIA/bIO TOBEPXHOCTH. B ciyuae
MaTepUajIoB, CHHTE3UPOBAHHBIX B MPHUCYT-
CTBUU KBEpIIETHHA, TaKas 3aBUCUMOCTb HE
npociexkuBaercs. HanpoTus, copOunoHHas
€MKOCTh 00pa3iia ¢ MaKCUMaJIbHOM BEIHYH-
HOU Syx MUHMMambHA. Jl00aBKH KBEpILIETHHA
B pEaKklUMOHHYIO Cpely Ha CTaauu
dbopMUpOBaHUS 30JIs1 TPUBOIAT K POCTY
copbuuu Bcex Tpex (maBoHouaos. C yue-
TOM CBOMCTB PacTBOPHUTEIIS, B KOTOPOM IIPO-
UCXOAWJI CUHTE3 KPEMHE3eMOB, MOXKHO I1O-
Jarath, 4YTO YMEHBIIEHUE JOJU STaHOJA
crocoOcTByeT nepexony (pyiaBoHOMIA B Me-
30(ha3pl MHIIETUI, B pe3YyIbTATE YEro Ha CTCH-
Kax Mop KpeMHe3eMOB (hOpMUPYIOTCSI OTIIe-
YaTKU TOTEHIIUAIBHOTO copbara.

s Bcex paccMaTpHUBaeMbIX KpeMHe3e-
MOB HMX CPOJICTBO BBIIIE K KBEPLETHUHY IO
CPaBHEHMIO C KaTEXMHOM M HApUHTHHOM,
YTO MOXKET OBITh CBS3aHO C Pa3TUYHUSIMH B
MOJIIPHOCTH U pa3Mepax MoJieKy (haBoHO-
UJIOB.

AHnanu3
MOKa3bIBAET,

UK-cnexktpoB  (puc. 3-4)
YTO MEHBINAsl TUApaTAIUI
COpOIIMOHHBIX  IIEHTPOB  CIIOCOOCTBYET
YBEIIMYEHUIO  copOuuu  (prlaBOHOMIIOB.
Meton MK-crniekTpoCKOnuu He MO3BOJISIET €
JIOCTaTOYHOM TOYHOCTb OTIPEICTTUTh
KOHIICHTPAIlMI0O  MOBEPXHOCTHBIX  CHJIa-
HOJIBHBIX TpyTIIL. Opnnaxko 1o
WHTEHCUBHOCTSIM II0JIOC, COOTBETCTBYIO-
UM KOJIEOAHUSIM CBOOOIHBIX CHJIAHOJIb-
HBIX TPYMI, MOXXHO OTMETUTh, YTO COPOIHS

q)HaBOHOI/II[OB TEM BBIINIC, YCM HHIKC
UHTECUBHOCTh Ha CHIEKTpax
COOTBETCTBYIOIIUX copOeHToB. B psmy
COpOEHTOB, TIOJYYEHHBIX C Jg00aBKaMu

Crmcoxk mmreparypsl/References

1.LiuJ.,, Wang J., Guo Y., Yang X. et al. Ef-
fective solid-phase extraction of chlorophenols

with covalent organic framework material as ad-
sorbent. J. Chromatogr. A. 2022; 1673: 463077-

(hmaBoHOM/TIA, C POCTOM YACIBHON TUIOIIAIN

HOBerHOCTI/I HaGJHO,Z[aeTCSI CHM>XXCHHC
copOITuu.
3aKk/IouYeHue
BapeupoBanne  mpuponasl  madiioHa

(MOHOTEHHBIX M HEMOHOTCHHBIX IOBEPX-
HOCTHO-aKTHUBHBIX BEILECTB) MPHU CUHTE3E
KPEMHE3EMOB CIIOCOOCTBYET IMpEBaTUpPOBa-
HUIO Pa3WYHbIX (PaKTOPOB, BIUSAIOIIUX Ha
COpOIMOHHYI0 crOocoOHOCTh. CHHTE3 yIo-
PAOYEHHBIX MaTEPUAIIOB C HCIIOJIb30Ba-
HueM HenoHorenHoro [TAB He mpuBoguT K
M3MEHEHHUIO COPOIIMOHHON €MKOCTH IIPU Ba-
PBUPOBAHUU TeMIEpPaTypbl (POPMHUPOBAHUS
30J151 U UICTOYHHKA OKCUAa KpeMHus. B aTtom
cllydae OTCYTCTBYIOT U3MEHEHHUS COPOIIMOH-
HOW €MKOCTH TpPU HM3MEHEHUH YIEJIbHOU
IJIOIIa 1M TOBEPXHOCTH KpeMHezema. Mero-
noM MK-crieKTpockonuu yCTaHOBIIEHO, YTO
Ha COPOIMOHHYIO €MKOCTh B OOJbIICH cTe-
MEHU BJIMSIIOT MpUpPOJa COPOLMOHHBIX LIE€H-
TpoB U uX rujapatanus. CUHTE3 KpeMHe3e-
MOB C HCHOJb30BAHUEM HOHOT€HHOTO
L TADB no3BosieT yBeIUYUTH COPOITMOHHYIO
CIIOCOOHOCTh HaHOCTPYKTYPUPOBAHHBIX
kpemHe3eMoB.  CopOIMOHHasT ~ €MKOCTb
KPEMHE3E€MOB, CHHTE3UPOBAaHHBIX B IPUCYT-
CTBUU MOHOTE€HHOTO TEMILIATa, BO3PACTAET C
YBEJIMYEHUEM YAEIbHON IJIOIIAN MOBEpPX-
HOCTH U COTJIaCyeTCsl C UBMEHEHUEM KOJIU-
YECTBAa CWJIAHOJBHBIX TPYNI HAa MOBEPXHO-
CTU HAHOCTPYKTYpHUPOBAaHHOTO KpeMHe-
3ema.

KoH}uukT uHTEpecoB

ABTOpBI 3asBIISIOT, YTO y HUX HET M3-
BECTHBIX (PMHAHCOBBIX KOH(IMKTOB HHTEPE-
COB WM JIMYHBIX OTHOIICHHUH, KOTOpPBIC
MorIM Obl IOBIUATH HAa paboTy, MpeCcTaB-
JIEHHYIO B ATOM CTaThe.

463087.
https://doi.org/10.1016/j.chroma.2022.463077
2. Ren X, Balavandy S.K., Li F., Bread-
more M.C. et al. Miniaturized 3D printed solid-
phase extraction cartridges with integrated po-
rous frits. Anal. Chim. Acta. 2022; 1208:

430



ISSN 1680-0613

Copbyuonnvle u xpomamozpaguueckue npoyeccol. 2022. T. 22, No 4. C. 421-432.
Sorbtsionnye i khromatograficheskie protsessy. 2022. Vol. 22, No 4. pp. 421-432.

339790-339800.
https://doi.org/10.1016/j.aca.2022.339790

3. Albayati T.M., Jassam A.A.A. Synthe-
sis and characterization of mesoporous materials
as a carrier and release of prednisolone in drug
delivery system. J. Drug Deliv. Sci. Technol.
2019; 53: 101176-10118].
https://doi.org/10.1016/}.jddst.2019.101176

4. Wang X., LiJ., X. Yang, X.-M. Gao et
al. A rapid and efficient extraction method based
on industrial MCM-41-miniaturized matrix
solid-phase dispersion extraction with response
surface methodology for simultaneous quantifi-
cation of six flavonoids in Pollen typhae by ultra-
high-performance liquid chromatography. J.
Sep.  Sci.  2019; 42(14):  2426-2434.
https://doi.org/10.1002/JSSC.201900227

5. Brezoiu A.M., Prundeanu M., Berger
D., Deaconu M. et al. Properties of salvia oft-
cinalis 1. And thymus serpyllum L. extracts free
and embedded into mesopores of silica and tita-
nia nanomaterials. Nanomaterials. 2020; 10(5):
2426-2434.
https://doi.org/10.3390/nano 10050820

6. Beck J.S., Vartuli J.C., Roth W.J., Le-
onowicz MLE. et al. A new family of mesopo-
rous molecular sieves prepared with liquid crys-
tal templates. J. Am. Chem. Soc. 1992; 114:
10834-10843.
https://doi.org/10.1021/JA00053A020

7. Zhao D., Feng G., Huo Q., Melosh N. et
al. Triblock copolymer syntheses of mesoporous
silica with periodic 50 to 300 angstrom pores.
Science. 1998; 279: 548-552.
https://doi.org/10.1126/science.279.5350.548

8. Letaief N.A., Lucas-Girot A., Ou-
dadesse H, Meleard P. et al. Effect of aging tem-
perature on the structure, pore morphology and
bioactivity of new sol-gel synthesized bioglass.
J. Non. Cryst. Solids. 2014; 402: 194-199.
https://doi.org/10.1016/}.jnon-
crysol.2014.06.005

9. Wang H., Rong X., Han L., Tang M. et
al. Controlled synthesis of hexagonal mesostruc-
ture silica and macroporous ordered siliceous
foams for VOCs adsorption. Royal Society of
Chemistry. 2015; 5(8): 5695-5703.
https://doi.org/10.1039/C4RA12553C

10. Mohamed Isa E.D., Mahmud L.S., Ah-
mad H., Rahman M.B.A. Dependence of meso-
porous silica properties on its template. Ceram.
Int. 2019; 4509): 12149-12153.
https://doi.org/10.1016/j.ceramint.2019.03.118

11. Nassi M., Sarti E., Pasti L., Martucci A.
et al. Removal of perfluorooctanoic acid from
water by adsorption on high surface area meso-
porous materials. J. Porous Mater. 2014; 21(4):
423-432.  https://doi.org/10.1007/s10934-014-
9788-5

12. Pirez C. Morin, J.C., Manayil J.C., Lee
AF. et al. Sol-gel synthesis of SBA-15: Impact
of HCI on surface chemistry. Microporous Mes-
oporous  Mater. 2018; 271: 196-202.
https://doi.org/10.1016/j.mi-
cromeso.2018.05.043

13. Ide M., El-Roz M., De Canck E., Vi-
cente A. et al. Quantification of silanol sites for
the most common mesoporous ordered silicas
and organosilicas: Total versus accessible si-
lanols. Phys. Chem. Chem. Phys. 2013; 15(2):
642-650. https://doi.org/10.1039/c2cp42811c

14. Cao W., Ye L.H., Cao J., Xu J.J. et al.
Quantitative analysis of flavanones from citrus
fruits by using mesoporous molecular sieve-
based miniaturized solid phase extraction cou-
pled to ultrahigh-performance liquid chromatog-
raphy and quadrupole time-of-flight mass spec-
trometry. J. Chromatogr. A. 2015; 1406: 68-77.
https://doi.org/10.1016/j.chroma.2015.06.035

15. Branton P.J., Hall P.G., Sing K.S.W. To
probe the unique adsorption characteristics of
M41S materials, adsorbates. Adsorption. 1994;
1: 77-81.

16. Thommes M., Kaneko K., Neimark
A.V., Olivier J.P. et al. Physisorption of gases,
with special reference to the evaluation of sur-
face area and pore size distribution (IUPAC
Technical Report). J. Pure Appl. Chem. 2015;
87(9-10): 1051-1069.
https://doi.org/10.1515/pac-2014-1117

17. Khludneva A.S., Karpov S.I. Structure
and sorption properties of mesoporous silica
synthesised using a varying temperature and
silicon source. Sorbtsionnyye i khromato-
graficheskiye protsessy. 2021; 21(5): 669-680.
https://doi.org/10.17308/sorp-
chrom.2021.21/3773

431



ISSN 1680-0613

4Copoyuonnsie u xpomamozpapuueckue npoyeccol. 2022. T. 22, Ne 3. C. 421-432.
Sorbtsionnye i khromatograficheskie protsessy. 2022. Vol. 22, No 4. pp. 421-432.

18. Hoffmann F., Comelius M., Morell J.,
Froba M. Silica-based mesoporous organic-in-
organic hybrid materials. Angew. Chemie. 2006;
45(20): 3216-3251. https://doi.org/10.1002/anie.
200503075

19. Rehman A., Usman M, Bokhari T.H.,
Rahman H.M.A.U. et al. Effects of nonionic sur-
factant (TX-100) on solubilizing power of cati-
onic surfactants (CTAB and CPC) for Direct
Red 13. Colloids Surfaces A Physicochem. Eng.
Asp. 2020; 586: 124241-124250.
https://doi.org/10.1016/j.colsurfa.2019.124241

20. Harichandran G., Divya P., Radha S.,
Yesuraj J. Facile and controllable CTAB-as-
sisted sonochemical synthesis of one-dimen-
sional MnWO4 nanorods for supercapacitor ap-
plication. J. Mol. Struct. 2020; 1199: 126931-
126940. https://doi.org/
10.1016/j.molstruc.2019.126931

21. Wang W., Wu C,, Sun R,, Li D. et al.
Simple and controllable preparation of SBA-15
microspheres by poly(vinyl alcohol)-assisted
P123 templating system. Microporous Mesopo-
rous Mater. 2020; 302: 120211-120220.
https://doi.org/10.1016/J.MI-
CROMESO0.2020.110211

22. LiuS., Cool P., Collart O., Voort P.V.D.
etal. The Influence of the Alcohol Concentration
on the Structural Ordering of Mesoporous Silica:
Cosurfactant versus Cosolvent. J. Phys. Chem.
B. 2003; 107(38): 10405-10411.
https://doi.org/10.1021/jp034410w

23. Costa F.O., Misael C.G.A., Silva AM.,
Sousa B.V. Textural analysis of SBA-15 molec-
ular sieve using ethanol as co-solvent. Adsorp-
tion. 2015; 21(8): 671-676.
https://doi.org/10.1007/s10450-015-9717-1

24. Almeida RM., Marques A.C. Charac-
terization of Sol-Gel Materials by Infrared Spec-
troscopy. In: Klein L., Aparicio M., Jiti-anu A.
(eds) Handbook of Sol-Gel Science and Tech-
nology. Springer, Cham, 2018: 1122-1134.

25. Lisichkin G.V., Fadeev A.Yu., Serdan
A.A., Nesterenko P.N. et al. Khimiya privityh
poverhnostnyh soedinenij. M. FIZMATLIT.
2002. 592 p. (In Russ.)

26. Roik N.V., Belyakova, L.A., Dziazko
M.O., Oranska O.L et al. Influence of azo dye
additives on structural ordering of mesoporous
silicas. Appl. Nanosci. Springer International
Publishing, ~ 2020;  10(8):  2547-2556.
https://doi.org/10.1007/s13204-019-01013-5

HNudopmanus 06 apropax / Information about the authors

A.C. XuyaHeBa — CTy/ieHT, Kadeapa aHaIuTHYe-
CKOM XuMuH, BopoHEKCKUil rOCy 1apCTBEHHBIN YHU-
Bepcuret, Boponex, Poccus

C.U. KapnoB — 1.X.H., JOIEHT Kadenpbl aHAINTH-
yeckol XUMHU BOpOHEXCKOro rocygapCTBEHHOTO
yHuBepcurera, Boponex, Poccus

A.S. Khludneva — student, department of Analyt-
ical Chemistry, Voronezh State University, Voro-
nezh, Russian Federation, e-mail: a-kh-01@yan-
dex.ru

S.1. Karpov — the senior lecturer of department of
Analytical Chemistry, Voronezh State University,
Voronezh, Russian Federation, e-mail:
karsiv@mail.ru

Cmambusa nocmynuna 8 pedakyuto 14.06.2022; o0obpena nocne peyenzuposanus 18.07.2022;

npunsama xk nyoauxayuu 01.08.2022.

The article was submitted 14.06.2022; approved after reviewing 18.07.2022;

accepted for publication 01.08.2022.

432



	Низкотемпературная адсорбция/десорбция азота. Одно из поверхностно-активных веществ, позволяющих получать кремнеземы с относительно широкими однородными по размеру мезопорами, является триблоксополимер Pluronic P123. В литературе [8,9] показано, что т...
	ИК-спектроскопия. Метод ИК-спектроскопии широко используется для изучения гидратации сорбентов, понимания природы взаимодействий между функциональными группами. На ИК-спектрах материалов, полученных в присутствии ЦТАБ (рис. 3), присутствует интенсивна...
	Конфликт интересов
	Информация об авторах / Information about the authors


