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Mesomopucteie MaTepuansl THiia SBA-15 MOryT OBITh UCIIOJNB30BaHBI B KAYECTBE aTbTCPHATHUBEI
CUIIMKAreJio U APYTHuM cOpOeHTaM B XpoMaTorpaduveckux mporeccax U s COPOIIMOHHOTO KOHIICHTPUPO-
BaHUS U BBIICIICHUS TOMH(EHOIBHBIX BEIIECTB. BOJBIIOE KOTMYECTBO PA3NUYHBIX IMOIXOIOB CHHTE3a IS
MONyYCHUSI HAHOCTPYKTYPHUPOBAHHBIX COPOSHTOB OBLTH OMYOIMKOBAHBI B JUTEPAType C MOMEHTa IMEpBOit
pa3pabOTKH ME30MOPHUCTHIX MaTepranoB. [0OBEIIIEHNE CENEKTUBHOCTH, yBeamdeHne 3PpPEeKTUBHOCTH pa3ze-
nenust pIaBoOHOMOB MOXKET ObITh JOCTUTHYTO MYTEM CO3/[aHUsI BRICOKOCEJICKTUBHBIX MaTepUaliOB HA OCHOBE
CHCTEM, «CTPYKTYPHO OPHEHTHPYEMBIX» Ha IeleBoi copbar. C HCIOIB30BAHWEM METOI0B HU3KOTEMIIepa-
TYpHOH afcopOuu/aecopOuu a30Ta, pEHTTeHOCTPYKTYPHOTO aHAIN3a TIPOAEMOHCTPUPOBAHA BO3MOKHOCTh
00pa3oBaHusl BBICOKOYIIOPSIOUEHHON TeKCAarOHAIBHON CTPYKTYPBI, €€ U3MEHEHUS MPU CUHTE3€ MaTepuajoB
B IIPUCYTCTBUH (PIaBOHOMIOB. Ha OCHOBE TaHHBIX TEPMOTPABUMETPHUH, MOKA3aHO BIIMSHUE YCIOBUI CHHTE3a
HA IMMOBEPXHOCTHYIO IIOTHOCTh CHJIAHOJIBHBIX IPYIIT ¥ THAPO(HOOHOCTh MaTEPUAIIOB.

KaroueBsie ciioBa: BAB, dnaBoHouIbI, cCHHTE3, ME30OPUCTHIN MaTepuair, SBA-15.

Influence of flavonoids on porosity and structure
of mesoporic materials type SBA-15 in their synthesis

Belanova N.A.", Karpov S.I.!, Sinyaeva L.A.!, Selemenev V.F.", F. Roessner’

"Voronezh State University, Voronezh
University of Oldenburg, Oldenburg, Germany

Mesoporous materials such as SBA-15 can be used as an alternative to silica and other sorbents in
chromatographic processes for the sorption preconcentration and recovery of polyphenolic substances. A
large number of different synthesis approaches for the preparation of nanostructured sorbents have been
published in the literature since the first development of mesoporous materials. An increase in selectivity,
and in the efficiency of separation of flavonoids can be achieved by creating highly selective materials based
on systems "structurally oriented" on the target sorbate. The purpose of this work was to study the features of
the structure of mesoporous silica of SBA-15 type, synthesized in the presence of flavonoids.

The materials were synthesized in the presence of flavonoids by sol-gel method with the addition of
varying amounts of quercetin or (+)-catechin (0.00025 + 0.00250 mol) to the reaction mixture containing
Pluronic P123, H20 and HCI.

Using the methods of low-temperature nitrogen adsorption/desorption, X-ray diffraction analysis,
the formation of a highly ordered hexagonal structure and its changes in the synthesis of materials in the
presence of flavonoids was demonstrated. Based on the data of thermogravimetry, the influence of the
synthesis conditions on the surface density of silanol groups and the hydrophobicity of the materials are

Benanoean np. / COp6HI/IOHHI>Ie u xpomarorpaduueckue mporecchl. 2018, T. 18. Ne 2



161

shown. The variation of the nature and concentration of flavonoid allows to obtain sorbents with high ordered
structure, and different hydrophobicity while high sorption capacity maintains.

Sorption of quercetin by mesoporous materials such as SBA-15 is considered under static
conditions. On the basis of sorption data of quercetin from acetonitrile solutions under static conditions
distribution coefficients are obtained.

Keywords: BAS, flavonoids, synthesis, mesoporous material, SBA-15.

BBegeHue

B Hacrosiee BpeMsi CUHTE3 U UCCIIEJOBAHUE ME30CTPYKTYpPUPOBAaHHBIX HAHOMATe-
pHaJIOB Ha OCHOBE OKCHJA KPEMHHS IOJyUYMJIM LIMPOKOE pacipocTpaHeHue. M3BecTHble
Marepuansl Tuma: MCM-41, MCM-48 (Mobil Composition Material), SBA-1, SBA-15
(Santa Barbara Amorphous), MSU-1 (Michigan State University), HMS - (Hexagonal Me-
soporous Silica) u ap. [1-5] otnuuaroTcs pazHOOOpa3eM ME30CTPYKTYp. DTOT KJIACcC Ma-
TEpUAJIOB XapaKTEepPHU3YyeTCs] BHICOKMMHU 3HAUEHHUSMM YJIENbHOM IUIOIIAAM MOBEPXHOCTH,
HAaHOpPa3MEpHBIM YIIOPSIIOYMBAHUEM CTPYKTYPHBIX 3JIEMEHTOB, PABHOMEPHBIM paclperie-
JeHueM mop 1o pasmepy [2]. brarogaps sToMy, ME30MOPUCTbIE MaTepHasbl HAILIN MIHPO-
KO€ MMPUMEHEHUE B KauecTBe aJcopOeHToB [6-12] u kaTanuzatopos [13, 14]. Ux ucnons3o-
BaHHUE CBS3aHO C HEOTPAaHUYEHHBIMU MEPCHEKTHUBAMM, MOCKOJIbKY MMEETCsI BO3MOXHOCTb
pEeryIupoBaHusT MX MHKPO- U ME30MOPHCTOW CTPYKTYphl [10], (QHU3MKO-XMMHUYECKHX
CBOICTB B mpoiiecce cuHTe3a [15-17] u mocneayromero moguduiupoBanus [10, 18-23]
JUTS IPUAAHUS UM TpeOyeMoi (hyHKIIMOHATBHOCTH.

CuHTE3UpyYIOTCS ME30MOPUCThIE MaTepHallbl HA OCHOBE KPEMHHUSI, KaK MPaBuiIo, ITy-
TEM NOJUMEpPU3AIMHU U KOHJEHCAIMU JTUOKCH/Ia KPEMHUS B IMIPUCYTCTBUU MOBEPXHOCTHO-
aktuBHOTO BemecTBa (ITAB), koTopoe melicTByeT kak mMaTpuyHas Mosekyna [10]. B cBs3u
C 3TUM Me3onopucTsle Marepuansl Tuna MCM-41 MOXKHO paccMaTpuBaTh Kak MaTepUallbl
CIOoCOOHBIE K MOIEKYJSIpHOMY pacro3HaBaHuio [24]. BapeupoBanue mpupozst I[IAB, a
TaKXXe COCTaBa PEaKIMOHHOW CMECH T03BOJISIET CHHTE3MPOBATh Pa3HOOOpa3HbIE MO pa3Me-
py Iop, NpUpPOJE AKTUBHBIX LIEHTPOB, COCTABy KapkKaca M JIPyrMM XapaKTE€pUCTHKaM IO-
PUCTBIE BEIIECTBA, IPUTOIHBIE JUIsl BKIOYEHHS PA3IMYHbIX OpPraHUYECKUX MoJeKys [15].
CuHTE3 ME30MOPUCTBIX MaTEpPHaIOB MOKHO IPOBOJUTH B IPUCYTCTBUM 1I€JIEBOro copbara
[25]. U3meHeHne CTpyKTypbl Marepuajga B NMPUCYTCTBUU TEMIUIaTa U MOTEHLUAIbHOIO
copbarta crocoOCTBYeT M3MEHEHHUIO CEJEKTHBHOCTU MaTepuaia (pa3MepHO-CEIeKTUBHOM
aacopOuun) [24]. B HacTosIee BpemMsl MaTepuaibl ¢ MOJEKYJSIPHBIMU OTIIE€YaTKaMU Bbl-
3bIBAlOT OOJIBIION MHTEpec uccnenopareneil. OgHako, BCTpeyaronuecs B JaHHOM Halpas-
JeHUH MyOIMKaUKU MPaKTUYECKH HE 3aTParuBalOT BO3MOXHOCTh PEryJIUPOBaHUS CBOWCTB
BBICOKOYTIOPSA0UCHHBIX MaTepualnoB [24]. ['onbiioB u coaBT. [26] B cBoeil paboTe cuHTe-
3UpPOBAIM ME30MOPUCTHIA MaTepua B MPUCYTCTBUM INIFOKO300KCHJIA3bl, C YAEIBHOM IJIO0-
Magd IOBEPXHOCTH Sy;,=943 M7/T, Y3KUM pacIpelelieHueM IIop [0 HUX pasMepy
(Viop=1.0 eM’/T, dyop=3,4 HM).

Bnusinue n06aBku (prraBOHOMIOB B MpOLiECCE€ CHHTE3a ME3OMOPUCTHIX MaTepHaioB
tuna MCM-41 Ha cTpyKTypHBIE XapaKTEpUCTUKN MaTepuaia uzydeHa B padore [25]. [Ipo-
JIEMOHCTPUPOBAHO 3HAUUTENHLHOE M3MEHEHUE YJEeNbHOW IUIOTHOCTH MOBEPXHOCTHBIX CHU-
JAHOJBHBIX TPYII U, KaK CJIEACTBHE, U3MEHEHUE aICOPOLIMOHHON CIIOCOOHOCTH IO OTHO-
IIEHUIO K TOJSIPHBIM MOJIEKyJaM (BOJa, STAHOJI) M HEMOJISIPHBIM BEIIECTBaM.

CuHTe3 MaTepuajioB C YHNOPSJOYEHHBIMH ME30IIOpaMU Ha CUJIMKATHOM OCHOBE B
HACTOsIIlee BpeMsl MEPCHEKTHBHOE HAlpaBlieHHE B O0JIACTH COPOLIMOHHBIX MaTepHalloB.
WX 0cOOEHHOCTBIO SBISETCS MPOYHOCTh, OTCYTCTBUE HaOyXaHWs, TEpPMHUUYECKas CTaOMIIb-
HOCTb, peryJyiipHasl MOpUCTasl CTPYKTypa M BBICOKOE 3HAUYECHUE YJENIbHOW IJIOIIAau IO-
BEPXHOCTU. YHUKAIBHOCTh TAaKMX MAaTE€pPUAJIOB COCTOUT B BO3MOXKHOM YIydIlIEHHOU 3(-
(EeKTUBHOCTH MPOLIECCOB MacCOOOMEHa 3a CUET PEryJIIPHOCTU UX MOPUCTOrO MPOCTPAHCT-
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Ba U BBICOKOW COPOIIMOHHON €MKOCTH 3a CUeT BBICOKOW yAeNbHOW moBepxHOCTH [9, 10,
25]. OpgHako BIMSIHME YCJIOBHI IOJIy4E€HHs MaTEpUalioB, B TOM YMCJIE HCIIOJIb30BAHUE B
KayecTBe TEMILJIATOB MOTEHIIUAJIbHBIX COPOATOB MaJIO U3YUYEHO.

Lenbto nanHON pabOTHI SBUIOCH M3ydYEeHHE OCOOEHHOCTEH CTPYKTYpbI ME30IOpH-
CTOTO OKcHua KpeMHus Tuna SBA-15, CHHTE3UpOBaHHBIX B MPUCYTCTBUU (DIIABOHOUIOB.

AKCNepuMeHT

CuHTE3 ME30MOPUCTOro MaTepuana. B ocHOBE CHHTE3a ME30MOPUCTOrO MaTepuana
(ananmor SBA-15) HaxoauTcs B3auMOJICHCTBHE KpEMHE3eMa B BHJIE PacTBOpa MOJIUKpPEM-
HUEBBIX KHUCIOT ¢ HeumoHoreHHbIM [IAB (tpubnoxcomomumep Pluronic P123 cocraBa
(EtO)20(PrO)79(EtO)20, rne EtO — monomep monustuinenokcuaa [-CH,CH,O-], PrO — mo-
Homep nosmnponuienokcuaa [-CH(CH3;)CH,O-]; Mr.,=5800) B kucnoii cpeze [3].

B HacTosmiel pabote cuHTE3 ME30MOPUTCHIX MaTepuanoB SBA-15 npoBoaniau aHa-
normauo pabote [15]. 4.0 r Pluronic P123 pacreopsum B 130.0 em® H,0 u 20.0 cv® HCL
3arem noGapmsumm 9.14 oM’ terpasrokcucuiana (TO0OC) u nepememBanyu B Te4eHue 7.5
yacoB nipu temmneparype T=318 K. B pesynbrare mosiydanu peakiiMOHHYIO CMECh, XapakK-
Tepuzytomytocss MosibHbIM cooTHomeHueM: 1.0TEOC:0.017P123:5.87HCI:194.0H,0 [15].
Jlanee mpoBOIMIIN THAPOTEPMATBHYIO 00pabOTKY, IJIsl YeTO PEaKIIMOHHYIO CMECh TIepeHO-
CHJIU B MPOIMMJIEHOBYIO €MKOCTh M TEPMOCTATUPOBANIM B aBTOKJIaBe 0e3 MepeMelIBaHus B
teueHue 48 wacoB npu temneparype T=353K. Teepayro a3y BbICylIMBaIU U yIalsuid
teMIuiat npu remneparype T=723 K B Teuenue 6 yacos.

CuHTE3 MaTepHalioB B MIPHUCYTCTBUU (HIIaBOHOUIIOB MPOBOAMIIH TI0 TOH K€ METO M-
ke [15], ¢ nobaBkoii k pactBOpy, conepxauiemy Pluronic P123, H,O u HCI paznuunoro
KonuuecTBa kBepueruHa M (+)-karexuHa (0.00025+0.00250 mons). Takum oOpazom, B
Xo7ie paboThl ObIITM CUHTE3UpOBaHbl 5 00pa3ios: SBA-15, SK1 — me3onopuctsiii MaTepu-
aJl, CUHTE3UpOBaHHbIH B mpucyTtcTBuM (+)-katexuHa (0.00250 mosp); SK2 — me3onopu-
CTBIIl MaTepual, CHHTEe3UpOBaHHbII B mpucyTcTBuM (+)-karexuna (0.00025 mons); SK3 —
ME30IOPUCTBIN MaTepuai, CHHTE3UpOBaHHbIN B mpucyTcTBUM KBepueTuHa (0.00250 mob);
SK4 — Me30nopHCThIi MaTepual, CHHTE3UPOBaHHBIN B pucyTcTBUU KBepueTtuHa (0.00025
MoJib). Cxema cuHTe3a puBeieHa Ha puc 1.

Puc. 1. CunTe3 Me30mopucToro Marepuana B IpucyTCTBUH (DIIaBOHOUIOB
(DJI — pnaBonoOMT)

HccnenoBanme GU3MKO-XUMHYCCKAX CBOWCTB ME30HOPUCTHIX MarepuanoB. CTpyk-
TYpHBIE 0COOCHHOCTH TTOJyYEHHBIX MAaTEPHAIOB H3Y4YaIl METOIaMH HU3KOTEMIIEPAaTypPHOIt
ajicopOIMK a30Ta, peHTTeHO()a30BOTO U TEPMOTPABUMETPHUECKOTO aHAIIN3A.

PentrenodasoBblii aHaIM3 MONTYYEHHBIX MATEPHAIOB MPOBOJMIM HAa PEHTI€HOB-
ckom mudpakromerpe ARL X'TRA (IlBetinapusi) ¢ Cu/Ka TpyOkoit B oOmacTi OpIrros-
CKHUX yrJIoB 20=1-8°.

W3yueHne NOBEPXHOCTHBIX U 00BEMHBIX CBOMCTB ME30MOPUCTHIX MAaTEPHAIOB PO-
BOJIMJIM METOZIOM HHU3KOTEMIIepaTypHO# ancopOrmu/aecopOun azora npu 77 K n otHOCH-
TeIBHOM NABICHHHM B Iuarmasone p/py 10°+0.99 Ha mpubope ASAP 2020 (Micromeritics,
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CIIA). Pacuer yaenpHOU TJIOMIAIH TTOBEPXHOCTH, 00BbEMa, TUaMETpa Mop U pacmpeese-
HUS TIOp 110 pa3MepaM ME30MOPHUCTHIX MAaTePHAIOB U KOMITO3UTOB Ha UX OCHOBE MPOBEICH
C HCIIOJNB30BAaHUEM H30TEPM aJCOPOIMH/ACCOPOIMU a30Ta IMPU TEMIIEpaType >KUIKOTO
azoTa [27]. YnmenpHas TUIOIMIA s TOBEPXHOCTH ObLTA BBHIYHCICHA TPU MOMOIIN YpaBHEHUS
bpynayaspa-Ommerta-Temnepa (BOT) [28]. Pacuer pacnpenenenus mop mo pasmepam Impo-
BEJICH C ucnoJyib3oBanueM mozenu bapperra-Jxoitnepa-Xanenna (61X (BJH)) [29].

OrnpenenieHne THIPATAIMOHHBIX XapaKTEPUCTHK CHHTE3UPOBAHHBIX 00pa3iioB MM,
peructpupoBasin Ha Tepmoananuzarope TGA/SDTA 851e (Mettler-Toledo GmbH, Ger-
many) B atMocdepe azota. MakcuMmalibHasi CKOPOCTh HarpeBaHus coctaBisuia S°C B MU-
HYTy B auamnasoHne remmneparyp 25-1000 °C.

Pacuer macchl ancopOrpoBaHHON BOBI TIPOBOIMIH 11O (OopMYyIIe:

Mu,0 = (M2s — Mi60)/M 1000, (D)

e Mp,0 — Macca BOJBI, MI, s — Macca npobsl npu 25°C, mjs — Macca mpobbl pu

160°C, m9090— macca npo0Osl ipu 1000°C.
KonnuecTBo ancopObupoBaHHON BOABIL:

m
Mo =0 )
H,0

TJI€ 17,0 — KOJIMYECTBO BEIIECTBA BOABI, MOIIb; Mr,0 — MOJISIpHAsE Macca BOJIbI, /MOJIb

KomunuectBo OH-rpynm:
2(WTO - WT/in )
Nop =2y =
: 100-M,, , (3)

rae Wy, WTﬁn — [oTepsi Maccel B Temneparypaom untepsaie 7y - Ty, Yo, My,0 — MoIsIp-

Hasi Macca BOJIbI, T/MOJIb; noy — KomrmdecTBo OH-rpymm, Mob.

Ypcio moueky Bogsl 1 OH-rpymm (V) Ha | HM:

n-N,-107"

S )

rze, n — 4ucao mMojiei Boasl wiu OH-rpymnm, Monbs Ha rpaMM copOeHTta; Ny — unuciao ABo-
rajpo, Moyb Syo — yA€IbHAA IUIOIIA/b IOBEPXHOCTH, M/T,

N =

O6cyxaeHue pe3ynbTaToB

Jlyis monaTBepKJIeHUS! BBICOKOM YHOPSAOYEHHOCTH MaTepuasia ObUl HCIOJB30BaH
METOJI HU3KOTEeMIIepaTypHOi amcopOmmu/necopbimn azota. Kak moka3ano B paborax [1,
30, 31], u3MEeHEHHUE YCIOBHI CHUHTE3a, COOTHOIICHUS TEMIUIaTa U CHJIMKATHOW OCHOBBI,
HaJl4ue 100aBOK, BIUSIOMIMX Ha Mpouecc (GopMUpOBaHHS MaTPUIlbl MaTepuaia, Crocoo-
HBI 3HaYUTENbHO U3MEHUTh KaK CTPYKTYpy MaTpHIlbl (00pa3oBaHHE MaTEpHANIOB C Jamell-
JSIPHOU, KyOMUYECKOM, reKcaroHaJbHOW CTPYKTYpOii), Tak M copOLMOHHBIE cBOWCTBa. Ha
puc. 2-3 mpuBEIEHBI M30TEPMBl HU3KOTEMIIEPATYPHOU amcopOumu/mecopomuu azoTa 00-
pasuamu MM.

AHanu3 TaHHBIX PUC. 2-3 TOKA3bIBAET, YTO BAPbHUPOBAHUE KOJIMYECTBA KBEPIETUHA
u (+)-xkarexuna (0.00025/0.00250 mMoib) K peakiMOHHONH CMECH MPHU CUHTE3E ME30IMOpH-
CTOr0 Marepuaia BIUseT Ha HAHOCTPYKTYPY U MOPUCTOCTh. /[ BCEX CUHTE3UPOBAHHBIX B
HacTosiel paboTe KpeMHe3eMOB XapakTepeH IV Tum wu3oTepM Mo KiacCUpUKAIUH
IUPAC, 4dro yka3piBaeT Ha UX Me30nOpucTOCTh [32, 33]. MOXHO mojiaraTh, 4TO JIaHHbBIC
KOMIIO3UTBl UMEIOT YIOPSAJOUEHHYIO CTPYKTYypy, aHamorndnyro SBA-15. B to xe Bpems
00 U3MEHEHUH YIMOPAJ0UYEHHOCTH MaTepuaia, KOppelIupyromend ¢ pa3inyHbIM THIIOM TOp
MOJKHO TaK)K€ CyIUThb 110 BUJy NE€TJIM TUCTEPE3UCa.
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Puc. 2. U3oTepmsI asicop6- Puc. 3. 3oTepmsbl ancopOiun/aecopOruu a3ora
u/necopouuu azota SBA-15 (1), SBA-15 (1), SK3 (2), SK4 (3)

SK1 (2), SK2 (3)

OMmnupuyeckas kiaccupukanus nerens rucrepesuca 6suta gana [IUPAC [27] u ocHoBaHa
Ha Oonee panHeil knaccuduxanuu ae boepa [34]. dns marepuanos SK2 (puc. 2, kpuBas 3)
u SK4 (puc. 2, kpuBas 3) aacopOIIMOHHBIN MOABEM B 00s1acTh p/po < 0.6 ncuesaer, u MosB-
JSIETCsl METIIA TUCTEpe3uca, KOTopas sBJISETCS NMPU3HAKOM YMEHBIIECHUS CTENEHU YIOps-
JIOYCHHOCTH CTPYKTYphL. [ 'ncrepesuc tuna H1, HabmromaeMplid 111 CHHTE3UPOBAHHBIX Me-
3onopucThix MarepuanoB SBA-15, SK1 u SK3 (puc. 2, kpussie 1, 2; puc. 3, kpussie 1, 2),
yKa3bIBaeT Ha arjioMepaThl UiIU TabJaeTKHU r7100y1 YHU(ULIMPOBAHHBIX 110 pa3Mepy U OJIHO-
poaHo ynakoBaHHBIX [27, 34]. [Ipodunb ructepesuca npu 3TOM yKa3bIBaeT Ha LUIMHIPU-
YECKHH THM TOp Il JaHHBIX oOpa3ioB [27]. Hms SK2 (puc. 2, xpusas 3), SK4 (puc. 3,
KpuBas 3) TUCTEPE3UC MOXKHO OTHECTH K THIy H3, KOTOpHBI CBUIETENLCTBYET 00 00pa3o-
BaHHUH JTMOO MIEJIEBUIHBIX TTOP, TUOO MIOCKOTApAIIICIbHBIX YacTuIl [27].

Jnist 06pa31oB, CHHTE3UPOBAHHBIX B MIPUCYTCTBUU (PIIABOHOUIOB, CTOUT OTMETHUTH
HEOJIHO3HAYHOE U3MEHEHHUE U 00beMa mop auamerpa mnop (tadm. 1).

Ta6mmma 1. IloBepXxHOCTHBIE M 00BEMHBIC CBOWCTBA CHHTE3WPOBAHHBIX MAaTEPUAJIOB

[Mapametp SBA-15 SK1 SK2 SK3 SK4

VY nenpHas mwiomans noBepxuoctu S(BET), M>/T 650 580 520 600 740
O65BEM 1Top, cM’/T 0.81 0.75 | 0.54 0.75 |0.83

Jwnamerp mop (BJH), am 5.9 6.5 6.1 5.5 5.5

MakcuMyM pacnpeneNieHds Top Mo pasMepy Uit o0pa3loB, CHHTE3UPOBAHHBIX B
NPUCYTCTBUH (hITaBOHOUIOB CMeNIaeTcsi B 001acTh MEHBIINX 3HaYeHUH (puc. 4). JlobaBka
pa3HBIX KOJIHYECTB (+)-KaTeXWHA W KBEpPLETHHA CKa3bIBACTCS W HA U3MEHEHUU yNEIbHOU
TUTOINAN MTOBEPXHOCTH U 00beMa nop. [loBepXHOCTHBIE 1 00BEMHBIE CBOICTBA 3aBUCAT HE
TOJILKO OT KOJIMYECTBA MOMU(EHOIa, a TAKXKE OT ero mpupoasl. HeogHo3HauHBIN XapakTep
BIIMSIHUS KBEPIETHHA U (+)-KaTeXHHa Ha MOPUCTOCTh (Tabymua 1) u pacmpeneneHue mnop
no pasmepy (puc. 4) cBsi3aH C B3aUMOACHCTBUSIMH B CHUCTEME TEeMILIAT-(JIaBOHOU/I-
cunukart. Tak ans oopasua SK1, SK2, SK3 ynenbHas miomaas NOBEpXHOCTH yYMEHbIIAET-
cs 1o cpaBHeHUIO ¢ SBA-15 u coctaBnsier coorBerctBeHHO 580, 520, 600 MZ/F, a s 00-
pasua SK4 yBemmauBaercst 10 740 M7/

O0beM U quameTp Mop MpH STOM BapbUPYIOTCS MO CPABHEHHUIO C UCXOAHBIM Mate-
puanom (puc. 4). Haubonee cymiecTBeHHas pa3ynopsi04YeHHOCTh CUCTEMBI TIOp (00pa3iibl
SK3 u SK4 puc. 4, xpusble 3 u 5) xapaktepHsl npu cuaTe3e MM B npucytcTBuu (piaso-
HOMJIOB C OOJIBILIMM KOJMYECTBOM. YKa3aHHas 3aKOHOMEPHOCThb IMO3BOJISIET TOBOPUTH 00
U3MEHEHUSX B CTPYKType cuiukarta. [IpucyrcrBue hiaBoHOMa B peaKIIMOHHOM cHCTEME C
kommaecTBoM mosuderonoB 0.000250 Moab MOXKET CIIOCOOCTBOBATh HE TOJIBKO BapbUPO-
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BAHUIO MPOCTPAHCTBEHHOM CTPYKTYpbl MM, HO U pacnipeeIeHUIO CUIIaHOIBHBIX TPYIII HA
MOBCPXHOCTU KPEMHE3CMOB, ad, CJIICAOBATCIIBHO, UX MOJSAPHOCTH U C0p6I_[I/IOHHI>IX CBOﬁCTB,
4TO OyAET paCCMOTPEHO HUKE.

0.8 1 Aviad,
CM3/r*HM "\

0,7 1
0,6
0,5
0,4
0,3
0,2
0,1

0

Puc. 4. Pacnipenenenue nop no pazmMepam
SBA-15 (1), SK1 (2), SK2 (3), SK3 (4), SK4 (5)

dopMupoBaHUE TeKCarOHAIBHOU CTPYKTYphl MM ObUIO M3y4€HO METOJOM pPEHTIe-
HOCTpyKTypHOTO aHanu3a [15]. LllecTtuyronbHas CTpyKTypa ME30MOPUCTBIX MaTEpUATIOB
tuna SBA-15 noarBepxaaeTcst HATMYUEM TpeX AU(PPaKIIMOHHBIX MMUKOB MIPU MAJbIX yTIiIax
0.9, 1.44 u 1.76° cootercTBytomux miockoctsM (100), (110) u (200) [3] Ha puc. 5-6
NpUBECHBI TU(PAKTOrpaMMbl CHHTE3UPOBAaHHBIX 00pa3noB. Ilpu cunreze MM marepua-
JIOB B IPUCYTCTBUM ()JIABOHOU/A IOJIOKEHHE MHMKA CMELIAETCs B 00JIaCTh HU3KUX YIJIOB
(puc. 5-6, kpussbie 2-3).

30 1 .
Intensity

- 25 A
30 Intensity

25 4 20 A

3 4 5 20,° 6 ° 1 2 3 4 5 20,° 6
Puc. 5. JludpakrorpamMmmer 00pasios Puc. 6. ludpakrorpammsr 06pas3ion
SBA-15 (1), SK1 (2), SK2 (3) SBA-15 (1), SK3(2), SK4(3)

JuddeperunanbHbie TEpMOrpaBUMETPUUECKHE KPUBBIE, CHATHIE B aTMOc(epe a3o-
Ta, MPEJICTaBICHB Ha PUC. 8, T/Ie HAOIIOMAIOTCS HECKOJIBKO MaKCHMYMOB ITOTEPH MacCHhl.
I[TepBeiii muk npu Temmneparype 55-110°C oTBevaeT yaaneHHuo Boabl U3 obpasua (puc. 7-
8), KaKk 3TO HEOJIHOKPATHO OTMEUAJIOCh B JINTEPATypE AJIsl aHAJIOTMUHBIX MaTtepuanoB [35].
OO11ee KOIMYECTBO CHIIAHOJIBHBIX I'PYMIT PACCYMTHIBAIOCH O MOTEPE MAcChl NIPH Harpe-
BaHWU 00pa3noB B quana3zone ot 200-1000°C (tabim. 2). M3menenue ruapodoOHOCTH Ma-
TEpUaoB, KOJMUYECTBA COPOMPYEMOM BOABI CBsI3aHbI C KOJMYECTBOM HMOBEPXHOCTHBIX CHU-
JAHOJIBHBIX TPYII TSI K&KIOT0 00pasia, KOTOpOe MOKET OBITh paccuuTaHo 1o (hopMyiam
(1-4) [35, 36].

B tabmuiie 2 nmpuBeAeHBI pe3yNbTaThl MO0 PacyeTy KOJIMYECTBA aAcOpOHMpPOBAHHOM
BOJIbI U KOJIMYECTBY CHJIAHOJIBHBIX I'PYMI Ha MOBEPXHOCTH CHHTE3HMPOBAHHBIX ME30IOpH-
CTBIX MaTEpPHAJIOB.
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Tabmmia 2. Pe3yapTaThl TEPMOTPAaBUMETPUUYECKOTO aHATIN3A

O6pasen nHzo’ MMOJIB/T n . MMOJIB/T NHZO’ MOJICKY1/HM’ NOH, MOIEKyJ/HM
SBA-15 2.9 7.1 2.9 6.6
SK1 2.7 7.2 2.7 7.5
SK2 1.8 5.0 1.8 5.8
SK3 3.9 7.4 3.9 7.5
SK4 3.6 1.2 3.6 9.9
\\Si—O o “Si——0 ——H
0/ A 1{”;3;(:'(: O/
—8——0 —H —si—0 —H
/

-0,002

-0,004

-0,006

-0,008 -

-0,01
Puc. 8. luddepenumanbable TEpMOrpaBUMETPUUECKUE KPUBBIE,

6

00 800 1000

|

<4 dm/dt

SK2 (3), SK3(4),

Puc. 7. Y nanenue Bojbl I[IpU HArp€BaHnuu ME30IMOPHUCTOTIO MaTCpHraJia

1200

1 1

S g

SK4 (5)

T, °C

NoJTydeHHBIC B aTMocdepe azota oopasmoB SBA-15 (1), SK1 (2),

Jlnst 00pasioB, CHHTE3UPOBAHHBIX B MMPUCYTCTBHUU MOTH(EHOIOB HAOIIOACTCS H3-
MEHEHHE KOJIMYeCTBa (PU3UYECKU ancopOMpyeMOd BOABI M KOJMYECTBA CHIIAHOJBHBIX
IpYyMII 10 CPaBHEHUIO ¢ UCXOAHBIM SBA-15 (puc.8, Tabin. 2). 310 MOXKET ObITh OOBSICHEHO
TEM, YTO TIPU CHHTE3€ MPOMCXOJUT B3aUMOICHCTBUE MEXTY CBOOOTHBIMH CHIIAHOIHHBIMH
rpyInaMy CHIIMKaTHOW OCHOBBI M TUIPOKCHIIBHBIMH Tpymnamu (iaaBoHOunoB. Vi3MeHeHue
KOJINYeCTBA TONH(EHONa MO3BOJISIET BAPHHPOBATH YICIBHYIO IUIOTHOCTh CHIIAHOJIBHBIX
rpynn (Tab. 2), 4TO MOXKET CKa3bIBaThCS Ha COPOIMOHHOM CIOCOOHOCTH MaTepuasioB MO
OTHOINICHHUIO K (uraBoHOMIaM. [ e cchuika Ha puc. 97

600 1

500 1

400 7

300 1

SBA-15 SK1 SK2

SK3 SK4
Puc. 9. 3aBucumocts K03(h(HUIIMEHTOB pacrpeaeIeHns: KBepLeTHHA ITPH ero

COp6III/IOHHOM H3BJICUCHUHN aAlICTOHUTPUIIBHBIX paCTBOPOB ME30IMMOPUCTEIMU MaTCpHaIaMU
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Ha ocHoBe nmaHHBIX 1O COpOIMM KBEpIETHHA M3 AIlCTOHUTPHIBHBIX PAacCTBOPOB B
CTaTUYECKUX YCIOBUSAX OBLIM paccuuTanbl Koduirentsl pactpenenenus (D) (puc. 9). B
pany SKA4<SBA-15<SK2 mnabOmromaercsi yBEIWYEHHE CpOJICTBA CHHTE3HMPOBAHHBIX
MaTepHaJoB [0 OTHOIIEHHIO K (PJIABOHOMTY.

3akntoyeHue

B pabote mpencTaBieHsl yCIOBHUS MOMYYEHHS HAHOCTPYKTYPHUPOBAHHBIX ME30IIO0-
pucthix copoenToB tuna SBA-15 B npucyrcTBun dhaaBoHONIO0B. MeTomaMu HU3KOTEMITE-
patypHOil agcopOuum/necopOunu a30Ta U PEeHTIEHOCTPYKTYPHOI'O aHAJIM3a yCTaHOBJICHO,
YTO CHUHTE3UPOBAHHbIE MAaTEpHalbl UIMEIOT IT'€KCArOHAIBHYIO CTPYKTYpY, Y3KO€ paclnpese-
JeHHe Top Mo pa3MepaM. BapbupoBaHue Npupo bl U KOHIEHTpauu (JiaBOHOMIA MO3BO-
JSIET MOdy4YaTh COPOEHTHI C PETYIUPYEMOM CTPYKTYpOH, THAPOPOOHOCTHIO MPU COXPAHE-
HUH BBICOKOM COpPOILIMOHHOM CIIOCOOHOCTH.

Penmeenocmpykmypnwiii ananuz oo6pasyoe Me30nopucmvlx Mamepuailos nPposeoeH
8 YeHmpe KOJLIeKMUBHO20 NONb308AHUSL HAYUHbIM 0Dopyoosanuem (LIKTIHO)
@I'FOY BO «Boponesicckutl 20Cy0apcmeeHHblil VHUBEPCUMEN .
Paboma evinonnena npu noooepoicke Munoopnayxu Poccuu 6 pamkax eulnonneHust
2ocyoapcmeenno2o 3aoanus BY3am 6 cipepe nayunoii desmenvrnocmu na 2017-2019 200w..
IIpoexm Ne 1.4539.2017/8.9.
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