CpaBHUTEIbHAS OLEHKA CTPYKTYPHBIX 0COOCHHOCTEH
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[aHa cpaBHUTEnNbHasa oLeHKa pasMepoB 4acTuL, U TEKCTYPHbIX XapaKTepUCTUK ANOKCUAA KPEMHUS,
Nony4YeHHOro pasnuyHbiMn cnocobamm — metogom LLTobepa, a Takke TemMnnaTHbIM CUHTE30M C
MCMNOMb30BaHNEM LeTUNTpuMeTMnammonmst 6pomuaa (LUTAB) B WenovHol 1 aMMuadHol cpegax ¢
nocnegylowmMM yaaneHneMm ero aKkCTpakumen 3TUIMOBbIM CIMPTOM M TEPMOMM3OM Npu Temnepartype
650 °C. OnpeneneHo BnusiHne ynbTpa3BykoBol obpaboTku (Y30) peakunoHHOM cmecu B npouecce
nonyyeHns AMOKCMAA KPEMHUSI HA NepBOHAaYarnbHbIA pa3mep YacTul maTepuana, uccnefoBaHHbIN
cpady nocre ero noryYyeHus, U arperaumio YacTuL, C Te4eHNEM BPEMEHW.

Knroyeebie cnoea: TeMNnaTHbIA CUHTE3, OpraHn3oBaHHas Me3onopuctas CTPyKTypa, CTPyKTypo-
copMUpyOLWMIA areHT, rmapoTepmanbHbIN CUHTES, ynbTpa3BykoBas obpaboTka.

Particle size values and textural characteristics of silica prepared by using various methods — the
Stuber method and template synthesis using CTAB in alkaline and ammoniac mediums with subsequent
extraction thereof with ethyl alcohol or by thermolysis at 650°C — are comparatively evaluated. Effects
of ultrasonic treatment of reaction mixture in preparation process of silica on initial particle size values of
the material investigated immediately after preparation, and aggregation of particles with time are
ascertained.

Key words: template synthesis, organized mesoporous structure, structure-forming agents, hydrothermal

synthesis, ultrasonic treatment.

BBenenne

PabGoTel MHOTHX HcclieoBaTeNeH B MOCIEIHEe
JACCATUIICTHUC CBA3AHBI C TPAKTUYCCKUM UCIIOJIE30BAHUEM
BBICOKOAMCIIEPCHOTO KpeMHe3EMa. Tak, B COBPEMEHHOM
MaTCpUAIIOBEICHUN aKTUBHO PAa3BUBACTCS HAITPABJICHUE,
CBSI3aHHOE C PIMEHEHNEM HaHOMATepHaioB HA OCHOBE
SiO, B kayecTBe HANOJHUTENICH MOJIMYPETAaHOB, KaK
CPEICTBO YIIPABJICHUS CTPYKTYpOH MOIMMEpPA M €ro
cBoiictBamu [1, 2]. B MeaumuHe BHICOKOIUCTIEPCHBIN
erMHeSéM HaxXogUuT IMPUMEHCHHEC KaK BCTIOMOI'aTEJIbHOC
BEILIECTBO ITPY CO3JAHUH JIEKAPCTBEHHBIX ITPENapaTos, a
TaKXe KakK CyOCTaHLMs, KOTOpas caMOCTOSITEIBHO
MPOSIBIISACT JieueOHBIH S EKT.

B HacTosiiee Bpemsi BBICOKOIUCIIEPCHBIN KpeM-
HEe3EM paccMaTpHUBaeTCs KaK epCIEeKTUBHBIN aKTUBHBIN
KOMIIOHCHT B KOM6I/IHI/IpOBaHHBIX JICKApCTBEHHBIX

cpenctBax. OcoObIil HHTEpEC UCCieloBaTeNel BI3BaH
BO3MOXHBIM HCIHOJb30BAHUEM BBICOKOJUCIIEPCHOT'O
JUOKCHJIa KPEMHHMS ISl CO3JIaHHUS CHCTEM aJpecHOn
JIOCTaBKU CHJIBHOJEHCTBYIOIIUX IIPENapaToB B TEX
ClTy4asix, KOIza HeoOX0IMMO HX JIOKaJIbHOE BO3JICHCTBIE
Ha ouar 3a0oneBans [3 — 5. Takve TeXHOIOTUH BBEICHUS
MMO3BOJIAT HANIPAMYIO IPOHHUKATH JICKAPCTBCHHBIM
BEILIECTBAM CKBO3b KJICTOYHYIO MEMOpaHy B ITUTOILIA3My
KJIETOK, U3MEHSIS, TEM CaMbIM, X (papMaKOKUHETHKY U
OGuopacnpenenenue. Bc€ 3TO MO3BOIUT CYIIECTBEHHO
CHU3UTH JO3UPOBKY aKTHBHOW CyOCTaHIIMH M, KaK
CJIEACTBUEC, YMCHBIIUTD YaCTOTY IPOABJICHUA MOOOYHBIX
3¢ eKToB.

Bri0op B KauecTBEe HOCHTENS JEKapCTBEHHOMN
CyOCTaHITUH BBICOKOAUCIIEPCHOTO KpeMHe3EMa CBSI3BI-
BAaIOT C €r0 OTHOCHUTEIBHOI OMOJIOTMYECKON M XMMH-
YECKOM MHEPTHOCThIO. IIpucyTCcTBHE pEeaKIMOHHO-
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CTIOCOOHBIX CHUITAHOJIBHBIX TPYIII Ha TIOBEPXHOCTH YACTHI]
KpeMHe3eMa M03BOJIsIeT MO (HUIIPOBATH €ro pa3iny-
HBIMU METOZIaMH, PETYJIMPOBATH JIEKTPOIIOBEPXHOCTHBIE
CBOWCTBA, arperaTUBHYIO yCTOMYHUBOCTh, IOPHCTYIO
CTPYKTYpY, @ TaKXe BIMATH Ha IPOLECCH Iepexoaa
aMop(HOTO KpeMHe3eMa B KPHCTAJUIMYECKHE MOJIH-
(UKanMU ¥ NOTydYaTh COSANHEHUS C MINPOKUM CIIEKT-
POM (PYHKIMOHATBHBIX (parMeHToB [6 —9]. OCHOBHBIMI
KPUTEPUSMH MOTEHIIMATbHONH BO3MOXXHOCTH HCIOJb-
30BaHUs JHOKCHIA KPEMHHS B CHCTEMax aJpecHOi
JIOCTAaBKH TPENapaToB SBISIOTCS HAHOAMCIICPCHBII
pa3mep yactun Mmatepuana — menee 100 HM 1 BbIcOKast
yZACIIbHAS TOBEPXHOCTb.

HocrarouHo 6oibIoe KOIM4ecTBO padoT, IPUBO-
JUMBIX B JINTEpPAType, CBA3AHO C HCCIEIOBAHNEM
THAPO30JIeii IMOKCHIa KPEMHHSI, TOTyYEHHBIX METOJIOM
[lITobepa n ero pa3snaUIHBIMH MOAMGMHUKALHIMHI
[10—12]. 13 aHanu3a IUTepaTypHbIX IaHHBIX CIEIYET,
YTO CHHTE3 MOHOJIMCIIEPCHBIX KPEMHE3EMOB C pas-
mepamu yactul] MeHee 300 HM sIBIIsIETCs BeCbMa TPYIHOH
3amaueii [ 13]. [Ipencranennsiii B [ 14] criocob nomydeHus
HaHOPA3MEPHBIX CHCTEM JOCTaBKH JIEKApCTBEHHBIX
CPE/ICTB Ha OCHOBE JHOKCH/Ia KDEMHUS BBI3BIBACT PAL
Borpocos. [Ipexie Bcero, HacTopaxkusaeT pH kommona-
HOM CHCTEMBI, PEeHA3HAUYCHHOH JUISl ITapaHTePaIbHOTO
BBeaeHus — 10 — 12. 3asBiaeHHbINA pa3Mep 4acTHL]
6 — 10 HM ompeensIi Ha CTaIuH MOTyYEHUs TUAPO30II,
HO KOHEYHBIM NPOAYKTOM, ONMCAHHBIM aBTOpPaMHU,
SIBIISIETCS TOPOILIOK OEJIOT0 LIBETA, TOTYICHHBIN yIIapH-
BaHHEM KOJUTOMAHOM CHCTEMBI C TIOMOIIBIO TMO(MUITHLHOM
cymkd. Pa3mep gacTuil 3Toro npoyKTa He HCCIeIOBAIH.
[TosTomMy mosyueHHe BBICOKOJHUCIICPCHOTO JTHOKCHIA
KpEMHHsI, HanboJee COOTBETCTBYIOLIETO KPUTEPHUSIM
BO3MOJKHOTO HCIIOJIB30BAHMS €r0 B MEIUIIMHCKOM
TIPAKTHKE, SIBISIETCS aKTyalIbHOMU 3a/1a4eii.

enp nanHoOl pabOTBI — CpaBHUTEIBHAS OLIEHKA
pa3Mepa 4acTHIl U TEKCTYpHO-CTPYKTYPHBIX Xapak-
TEPUCTHUK JUOKCHJIAa KPEMHHS, TOJyIEHHOTO Pa3HBIMHU
METO/IaMH: TEMIUTATHBIM CHHTE30M C HCIIOJIb30BaHUEM
LTADB B mienoyHoil 1 aMMUAYHOI cpeax ¢ MoCieny-
OIINM yITAJICHUEM €T0 SKCTPAKIMEH STHIIOBBIM CITUPTOM
WM TepMOoNH30M Ipu Temnepatype 650 °C u MmeTogom
[IToGepa, a TaxsKe HCcieIoBaHNe BIMSIHNE BpeMeHH Y 30
PEeaKIMOHHOM cMECH B IpoLiecce MOIyYeHHNS ANOKCH A
KPEMHHS Ha NE€PBOHAYAIBHBIA pa3Mep 4YacTHIl MaTe-
pHaia M arperanuio YacTHIl C TCYCHHEM BPEMEHH.

O0BEeKThI M METOAbI HCCJIEIOBAHUS

Marepuansl sl UCCIETOBAHUS OBUTH TOTYYEHBI
TEMIUIaTHBIM CHHTE30M C MPUMEHEHHEM B KaueCcTBE
cTpykTypoobpasytomero arenta [[TAB (uetuntpu-
metunamMmonus 6pomuna, C,sHs3(CH;);NBr, Aldrich),

ucrogHuKa quokcuaa kpeMans — TOOC (TeTpasTokcu-
cunana, Si(C,Hs0), 98%, Aldrich). Cunres npoBoauiy B
IIEIOYHON ¥ aMMHMaJHON cpellax ¢ MOJIbHBIMH COOT-
HOILIEHUSIMHU OCHOBHBIX KOMITOHEHTOB— TOOC 1 : LITAB
(0,1 —0,5) : NaOH 0,4 : H,O 100 u TOOC 1 : ITAB
(0,1-0,5) :NH; 3,5 : H,O 100, coorBercTBeHHO. Tarke
JUISL TIOJTyYEHUs! IMOKCHIa KpeMHHS OBbIJT NCTIONIb30BaH
meroy LlITobepa, rae OCHOBHBIE KOMITOHEHTBI CHHTE3a
OBUTH B3SITHI B CIEIYIONIMX MOJIBHBIX COOTHOIICHHSX:
NH; 1 : H,0 20 : C,H;OH 11 : Si(OC,Hs), 0,14.
Marepuainsl noiydanu ¢ npuMeHenneM Y30 peak-
UOHHOU cMecH 1 0e3 He€. Y30 peakImOHHOW cMecH
MIPOBOAMIIY € ToMo1bI0 romoreHn3aTopa BANDELIN
SONOPULS HD 3100 (20 kI 'mr).

[Topucras cTpykTypa MOJXY4YEHHBIX MaTepHaIOB
HCCIIEJIOBAaHA METOJIOM PEHTTeHO(]a30BOro aHAIHM3a
(P®A) na mudppakromerpe XRD-7000 (Shimadzu,
SAnonus) npu ucnosubizoBaHuu Cuk -u3nydeHUs
(Ap=1,54184 A). Cxannpoanue npoBoIiM B Maso-
yroBoM uHTepBaiie 20 = 1,4 — 10° ¢ mrarom 0,01 —0,005°,
BpeMsl HaKoIUIeHus curHana 1,5 -2 c.

TekcTypHbIe TIOKa3aTeNId MaTepuaioB (yAeIbHYIO
MIOBEPXHOCTb, 00BEM, THAMETD TI0p, PacIIpeieNICHHE TT0p
[0 pasMepaMm) ONpeAesUIH HU3KOTeMIIepaTypHOI
copOnueit azora (mpu Temneparype ¢ = —196 °C) Ha
npubope ASAP 2020 (Micromeritics, CIIIA) mocne
Jlera3alyy UCCIIelyeMoro MaTeprana B BakyyMe Ipu
350 °C B Teuenue 3 4. YaenpHy0 HOBEPXHOCTH 00Pa3IoB
(Sggr) ¥ obmuit 066EM (V,,,) U3MepSANH METOJIO0M
Bpynayspa — Ommera — Teitniopa B 1uana3oHe OTHOCH-
TenpHbIX naBieHuil 0 — 0,3; pacnpeneneHue nop mno
pasMepaM ONpeNeIsUId 10 W30TepMaM AecopOuny,
ucnoinb3ys meroa bappera — [[xoiiHepa — XaneHabl B
uHTepBae pasmepos mop 1,7 —300 M.

Pa3mep wacTull oneHMBaIN METOAAMH TUHAMH-
YECKOTO CBeTopaccesHus Ha npudope Horiba LB-550
(SnonHwus) ¥ cCKaHUPYIOMICH MEKTPOHHON MUKPOCKOITHT
(COM) na npudope Hitachi S-3400N (Anonwus) c
HanpsDKEHUEM Ha yckopsitoeM annekrpone — 1 —20 kB.

Pe3yabTaTsl 1 uxX 00cy:KIeHUE

C uenpio BEIOOPA METOUKHU MOTYUYSHUS JUOKCH 1A
KPEMHHUSI C YaCTHLIAMH MaJTbIX PA3MEPOB U HAMITYUIIMHU
TEKCTYPHO-CTPYKTYPHBIMH MOKa3aTeISIMU TIPOBOJIUIIN
CpPaBHHUTENBHYIO OIIEHKY XapaKTePUCTHK 00pa3LoB, Oy
YEeHHBIX NPH pa3nu4HbIX cooTHoueHusX LITAB/TOOC
(0,1 —0,5) B menouHoi 1 aMMuayHoH cpenax. IlepBas
cepHst SKCIIEPUMEHTOB ObLIa BBINOJIHEHA CTaHJAPTHBIM
CII0COOOM — C HCTIONB30BAHUEM THAPOTEPMAIBbHOM
Beiiepkku (I'TO) mpu Temmeparype 120 °C, 48 g u
nanpHeiimuM ynanennem LITAB npokanusanuem npu
650 °C, 5 4 [15 — 18]. Bropas cepus o6pa3ios Obiia
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CpasHumersbHasi OUeHKa CmpyKmypHbIx ocobeHHocmel u pa3mepa Yacmud,...
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Puc. 1. PenrrenorpamMmMbl 06pa3iioB AUOKCHIA KPEMHUS,
MOJIyYeHHOT0 B LIEJOYHOI (@) U B aMMHUAYHOI cpejie
(6), ¢ mosbubIMU cooTHOomeHusmu IITAB /TOOC:
17—-01/1,2—-02/1;3—-03/1;4—04/1;, 5 —0,5/1.

TIOJTy9EeHA IIPH TEX e MOJIBHBIX COOTHOIICHHUSIX OCHOB-
HbIX KoMItoHeHTOB (LITAB/T30C) 6e3 ruapoTepmas-
HOM 00pabOTKM pEaKIMOHHON CMECH W yHaJIeHueM
HTADB TpéxkpaTHOH HKCTpaKIMEH TaHOJIOM, IMOIKHC-
JICHHBIM COJITHON KUCIIOTOM.

Hapuc. 1 npusenens! nanusie POA B manoyrinoBoi
obnactu 20, xapakTepH3yIoIIie CTPYKTYPHYIO OpraHH-
3aIMI0 00Pa3oB ME30IIOPHCTOr0 ANOKCHAA KPEMHHUS,
MTOJIyYEHHOTO THAPOTEPMAIbHBIM TEMIUIATHBIM CHH-
TE30M C Pa3iIMYHBIMH MOJbHBIMH COOTHOIICHUSIMH
HOTAB/T20C B mienodHOi U aMMHaYHOH cpenmax. M3
MIPEACTAaBICHHBIX PEHTIEHOIPAMM CIIEIyET, Y4TO B IIe-
JIOYHOH cpefie CTPYKTypa MaTepHalla ¢ reKcaroHaJIbHON
opraHHM3anuel CUIUKATHBIX KaHanoB (MCM-41) B
YCIIOBUSIX THAPOTEPMAIIBHOTO CHHTE3a 00pa3yeTcs JIHIIIb
nipu cootHomennn LITAB/T20C =0,1 (puc. la, perrre-
HoTrpamMa /), 4TO IOATBEP)KICHO HAIMYNEM 3-X ped-
JIEKCOB B MaJIOyIJIOBOM obnacTh 26, XapakTepHbIX JJIs
cTpyKTyp P6mm. O6pa3upbl, Moiy4eHHbIE IIPH COOTHO-
menusx HTAB/TO0C = 0,2 u 0,3 (puc. la, peHtreno-
rpaMMmbl 2 U 3), UMEIOT NEPEXOJHYIO0 CTPYKTYpY
ME30I10p — OT reKcaroHaIbHON K KyOndeckoi. Ysenu-
YeHHe KOHIIEHTPalMU TeMIulaTa B pacTBope (puc. la,
PCHTTEHOTPaMMBI 4, ) TIPHBOAUT K 00Pa30BaHHUIO KyOH-
YeCKOH IIOpHCTOI CTPYKTYphI MarepraiioB (MCM-48).

Ha penTrenorpammax Bcex o0pasios SiO,, momy-
YCHHBIX B aMMUAYHOM cpefie (puc. 16) 3apuKcupoBaHbl
pedrexchl B MaoyriioBoi obnactu 26, xapakTepHbIe 1Ist
MIPOCTPAHCTBEHHOM TPYTIITBI P6mm — 00pa3ibl HMEIOT
reKcaroHaJIbHYI0 OPraHN3alNI0 CHIIMKATHBIX KaHAJIOB C
otromrernsvu 1/d7 :1/d3 :1/dZ, pasmbivu 1: 3 : 4
[19], rme d — MeXIIIOCKOCTHBIE paccTosiHUS (puc. 10,
peHTTeHOrpaMMEI 2 — 5).

Jannasie POA coracytoTcs ¢ pe3yasraTaMu HCcile-
JOBAaHUSA TEKCTYPHBIX XapaKTEPUCTHK MaTEepHUaJIOB,
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Puc. 2. a, 6 — u3orepmbl coplimn, 6, 2 — pacrpesesieHue mop
no pasmepam D B 06pasiiax, MOJIYyYEHHBIX C IIPUMeE-
nenueM Y30 B teuenue, Mus: 1 — 0,2 — 2,3 — 3,4 —
5, B 1esI0uHOi (@, 6) n aMMuauHoii cpeae (6, 2).

NpeCTaBICHHBIX B Tabia. 1. 3amoiHeHne Me30mop B
obpazax MCM-48, 1moiay4eHHbIX ¢ COOTHOIICHUSIMHU
HTAB/T20C = 0,3 n 0,4, TpONCXOANT B Y3KOi 00acTi
OTHOCHTENBHBIX HasieHuin — 0,25 — 035 (puc. 2a, 6,
kpuBble /). Ha m3orepmax copOmmm oOpasnos, mo-
JyYEeHHBIX B IIEJIOYHON cpele ¢ COOTHOIICHHUSIMH
HTAB/T20C = 0,1 u 0,5, mosiBICHHE TUCTEpE3NCca B
oOnacti GoJsiee BBICOKMX OTHOCHTEIIBHBIX JIaBICHUH
MOATBEPXK AT IPUCYTCTBHE ME30IIOp OoJIee KPyITHOTo
JIaMeTpa — MaKCUMYM paclpe/ieIeHHs TPUXOINUTCS Ha
obnactp ~ 4 HM. OOpasen, Npu CHHTE3e KOTOPOTO
KOMIOHEHTHI Opaim B cootHomteHnu LITAB/TO0C=0,1,
UMeEeT Pa3ynopsANOYCHHYIO MOPUCTYIO CTPYKTYpY,
00JIBIIION AMaMETp TIOP U, CIICI0BATEIBHO, OOJIBIION X
0o0Imuii 00BEM.

®dopma U30TEpM COpOIMH 00Pa3IIOB, OITYUCHHBIX
B aMMHMa4dHOW cpeze, XapaKTepHa JJIsi MaTepHaloB
MCM-41, tae o0nacTh KamMUBIPHOTO MOIbEMa TIPHU-
XoauTcd Ha y3kuil aumanaszon P/P, — 0,35 — 0,4
(puc. 28, 2, kxpuBsbIe /).

OCHOBHBIE TEKCTypHBIE IOKa3aTean 00pasioB
ME30TIOPHCTHIX CHIIMKATOB, TIOJIyYEHHBIX B IEIIOYHON 1
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Taonuma 1

TeKCTypHO-CTPYKTYPHBIE XapaKkTepucTuku 06pasios SiO,, MOTyYeHHBIX B HIEJOYHON U aMMHUAYHON CPEIax ¢ PasiudyHbIMU
2
COOTHOIIEHUSIMU TIPU CUHTe3€e OCHOBHBIX KomiioHenToB — TOOC u I[TAD

Cpena MonbHBIE COOTHOMIEHHS VienbHas NOBEPXHOCTh O6uuii 006EM Cpennnii nuamerp | Tun mopucroit

CHHTE3a TDOC: LITAB + 0, MY/r nop, em*/r op, HM CTPYKTYPBI

NaOH 1:0,1 936 + 23 0,67 2,8 reKc.
1:02 1485 £ 65 0,90 2,4 rekc. + kyo0.
1:03 1725 + 82 1,01 2,4 rekc. + Kyo0.
1:04 1556 = 74 0,97 2,4 Ky0.
1:05 1235 + 48 0,87 2,8 Ky0.

NH,OH 1:0,1 720 £ 12 1,76 9,8 pasymnop.
1:02 1243 £ 21 0.91 2.9 reKc.
1:03 1118 £ 18 0,83 3,0 reKc.
1:04 961 + 16 0,78 3,1 reKc.
1:0,5 910 + 15 0,74 3,2 TeKcC.

0 — CpeIHeKBaJpaTHYHOe OTKIOHEHHE, TeKC. — IeKCaroHalbHas, Ky06. — KyOuueckas.

aMMMa4YHOM cpefax B YCIOBHSAX THAPOTEPMAIHHOTO
CHHTE3a IIpH pa3nn4HbIX cootHomeHusx LITAB/TO0C,
TIpe/ICTaBIICHBI B Ta0I. 1.

C 11e1610 yMEHBIICHHS pa3Mepa YacTHI] MATePHAIOB
ObUTM TOJTy4eHBl 00pa3ipl 6e3 ucronbs3oBanust I'TO
peakIoHHo cMecH, Tak kak I TO criocobeTByeT momnu-
MepHU3alny HEOPTaHNIECKOI COCTaBIISIONIECH TeMILIAT-
CHJIMKaTHOH Me30(ha3bl B POLIECce CHHTE3a THOKCH A
kpemuus. [IpoBenéHHble Mcciael0BaHUS TEKCTYypHO-
CTPYKTYPHBIX XapaKTEpPHUCTHK 00pas3loB, CHHTE3HPO-
BaHHBIX 0e3 I'TO B menoYHOM 1 aMMHAaYHOH cpesiax ¢
yZaJIeHUEM TEMITIATa SKCTPAKIMEH 3TaHOIIOM, TIOKa3aJIH,
4yTO npu MasioM conepxkanuu LITAB opranuzoBaHHoOI
ME30IOPUCTON CTPYKTYPHI AMOKCHAA KPEMHHUS HE
obpaszyercs (OTCYTCTBYIOT peiekChl B MaJlOyIJIOBOM
obiactr 20). KprBble pacnpenesieHust Hop o pazMepam,
HECMOTpPS Ha OTHOCHTEIILHO BBICOKHMH ITOKa3aTeslb UX
CPEIHETO IMaMeTpPa, yXOJIIT B MUKPOIIOPUCTYIO 00JIacTb.
Bonpmee comepxanue LITAB crocoberByer gopmu-
POBaHHIO ME30MOPHUCTOH CTPYKTYpPHI, O 4€M CBHUHE-
TENBCTBYET HAIMYNE Ha PEHTTCHOTpaMMaXx 3THX MaTe-
pHanoB ManoymnioBeIx peduexcoB. Ho, mpu aToMm, mo-
pucrtas cTpykTypa oOpas3loB HE MMEET JNajJbHETO
nopsiaka. I[lokazaTeny ynenbHOW IMOBEPXHOCTH CHH-
MKAIOTCS B 9TOM Cilydae Ipuoan3uTensHo Ha 20%, 00bEM
TI0p M IMaMETP TTOP HECKOJIBKO YBEINYHNBAIOTCSL.

Jia nanpHEMIIUX HCCIeAOBaHUN, IPUHUMAs BO
BHUMaHNE HAaWIydllee COYCTAaHHE TEKCTYPHO-CTPYK-
TYPHBIX XapaKTEPUCTHK MAaTEPHAIIOB, XOPOIIIO BOCIPO-
W3BOJMIMBIX ITPH OBTOPHBIX CHHTE3aX, OBLTH BEIOPAHbI
mosbHbIe cooTHOMeHUs [ITAB/TOOC = 0,4 B mienouHoi
cpene u LITAB/TO0OC = 0,2 B amMuagHoi#i cpere.

B pabote ObUIO MPOAaHAIM3UPOBAHO BIUSHHE
BpeMeHU Y30 peaklIMOHHOW CMECH Ha TEKCTypHbIE
XapaKTEepPUCTHUKU M Pa3Mep YaCTHI] CHIIMKATHBIX MaTe-
pHanoB, CHHTE3UPYEMbIX TEMIUIATHBIM CIIOCOOOM.
OO6pa31bl TOTOBUIIN C BHIOPAHHBIMH MOJIBHBIMHU COOT-

HOLICHMUSMH B LICJIOYHON M aMMHadHOW cpenax, Ha
cTaauu resieobpazoBanus ux noasepranu Y 30. Pazmep
gacThll 00pa3nos, monydeHHbIX 6e3 ['TO u ynaneaneM
LTAB »TaHONOM, IPEACTABISIIOINAX CO00H BOTHYIO
CYCICH3HMIO, HE JIOIyCKasi UCTIApeHHsl KUIKOH (a3bl,
ONPENEIsIIN ABAXABl — Cpa3y IMOcie MOTydeHHS
MaTepHasIoB 1 Yepe3 2 HEeEIH ITOCIIE UX TPUTOTOBIICHHS.

Pacripenenenne yacTui mo pasmepaM B HcCClie-
JlyeMbIX 00pa3max JHOKCHAa KpeMHUS (puc. 3) JeMOH-
CTPHpYET, UTO B IIETOYHON Cpeie, YBEINICHNE BPEMEHI
Y30 criocoOCTBYyeT YMEHBIICHHIO pa3Mepa YacTHI] —
camble Mekue gacTuisl (3,4 — 3,8 HM) ompeenstoTes
nocae natumuayTHOM Y30. Ho yxe mociae AByX-
HeJleJIbHOH BBIACPKKH 3TOT0 00pasiia CpeaHuii pamep
4acTHLl CTaHOBUTCA paBHbIM 220 HM. B ammuauHoii cpene
npoBoanTh Y30 HelenecoodpasHo — pa3Mep YacTHI]
M3MEHSEeTCsl He3HAUYMTEINBHO, a B 00pasIie, OITy4YeHHOM
6e3 Y30, pa3sMepsl 4acTUI] HMCIOT JakKe MEHBITNE
3HadeHus. CXOAMMOCTh PE3yJIbTAaTOB OIpeNeICHUS
pazMepoB yacTul B oopasiax SiO,, rne temmar (L{TAB)
YIAIISUTH 3KCTPaKIKEH 3TaHoIOM, ObLiIa MOATBEP)KICHA
TpeMsi apaJuIeIbHBIMU OTIPEACIICHUSIMH, PACX0XK/ICHHE
ME Ly KOTOPBIMH He rpeBbImalio 5 %. B atux obpasnax
METOJIOM >KHIKOCTHOM Xpomarorpaduu Ha mnpuodope
“Mumxpom A-02” (“Oxonosa”, HoBocnbupck) 0110
omnpeneneHo ocrarouHoe coaepxkanue LITAB, koH-
HeHTpanws koroporo cocrapmia 0,08 mr/mit. BozamoxHO,
npucytctBue CTAB, nake B HE3HAYUTENBHBIX KOJIH-
YeCTBaX, 0Ka3aJI0 CTAOMIM3UPYIOIIee BIMIHNE Ha HCClie-
JlyeMble CYCICH3HH, MPeI0TBpaIias arperaimoHHo-
CeIMMEHTAI[IOHHBIE IIPOLIECCHI.

[Tpu ompeneneHUN pasMEpoOB YACTHUI] METOJIOM
JMHAMHUYECKOT0 CBETOPACCESHUS B 00pa3Iiax JHOKCHIA
KPEMHHUSI, TTOIY4YE€HHBIX THAPOTEPMAIILHBIM CIIOCOO0M
u ynanenueM LITADB TepmMonn3oM, BOSHUKIM ONIPENEeIEH-
HbI€ TPYIHOCTH, CBSI3aHHBIE C OBICTPOTEKYIIMMH
nporeccaMu arperanuu. VccienoBaHusi IpOBOIMIN
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Puc. 3. PacnpezesnieHue yacTuil mo pazmepaM B 06pasiax
AUOKCH/Ia KPEeMHUs, IOJYYEeHHOTO TEeMIIJIaTHBIM
cunrte3om npu ynanennu IITAD skcTpakiueil sta-
HOJIOM: @ — IIEeJIOYHas cpela, 6 — aMMUavHasi Cpejia.
M3mepenusi HpOBOAUIM CPa3y MOCJe MOJYYEHUs
MaTepUasoB.

MOCJIC YIIBTPa3BYKOBOTO CYCIIEH3UPOBaHUs 00pa3IioB B
BOJIHOM cpezie. PacxoxkieHue pe3ysbTaToB ONpeesICHUs
pa3MepoB YacTHIl B 3TUX 00pa3iiax npy napajiebHbIX
a”Hanu3ax cocTtaBysiyio 10 10 %, HO TEHICHIIUU B

pacnpeieNIeHuH YacTHI] 110 pa3MepaMm MPOCISKUBAIINCH
Ha TPOTSHKCHUH IISITH MApaUICIIBHBIX ONpeAeIeHNH.
[TpoBenéHHbIC McCIeAOBaHNS IOKA3AJIN, YTO 00pa3IH,
CHHTE3MPOBAHHBIC KaK B IIEJIOYHOM, TAaK M B AMMHAYHOM
cpene ¢ npensapurensHod Y30 peakMoHHON CMecH,
MO CIIELYIOMIEH THAPOTEPMAIILHOM BBIIEPKKOH 1 yaase-
HueMm L[TAB tepmopasnoxenueM, uMeroT Ooiee
KPYIHBIE YacTHIIBI U IMIMPOKOE PaCIpesieNieHne UX 110
pa3MepaM 1o CpaBHEHHIO ¢ 00pa3LiaMu, ITPH IOy YeHUN
kotopsix Y30 He npumensumi. OOpasibl AeMOHCTPHPYIOT
3HAYUTEIBHYI0 MOJUIUCIEPCHOCTh U YKpyITHEHHUE
YacTHIl MATEPHAJIOB C TEYEHNEM BPEMEHH.

Ha puc. 2 npuBeneHs H30TepMbI COPOIMHK U pac-
peJieIIeHHe TI0p 10 pa3MepaM B 00pa3iax, HOIydeHHBIX
B LIEJIOYHON M aMMUAYHOM cpefiax ¢ mpuMeHeHneM Y30
B T€4YeHue 2, 3 U 5 MUH, Nocleayouel ruaporep-
MasbHOMU BeIIepkKoi 48 u u ynanenuem LITAB npoka-
mmBanueM 1ipu 650 °C, 5 4. B oOpasiiax, IpuroToBIeHHBIX
B IIEJIOYHOM Cpefie, XOPOIIO IPOCISKUBACTCS, YTO
HNPOAOIDKUTENBHOCT Y 30 CHIIBHO BAMSIET HA TEKCTYPHBIE
napameTpsl MaTepHaloB — IIOKa3aTeNH YACIbHON
MOBEPXHOCTH U 00BEMa IMOpP CHMIKAIOTCS, CPEeIHUIN
muameTp mmop pactér (tabn. 2). Pacmpenenernue mop
CTaHOBUTCS OMMOJaNBHBIM yxke mpu Y30 B TeueHne
2 muH. B 00pa3nax, mogy9YeHHBIX B aMMHAYHOU Cperie,
TaKOT'0 N3MEHEHUsI OCHOBHBIX TEKCTYPHBIX IOKa3aTesei
HE TPOUCXOJINT, HO pacIipeAeseH e 1op Mo pa3Mepam
TaKXe CTAHOBHMTCS OMMOAANbHBEIM Iocie 3 MuH Y30,
npu Y30 5 MuH mons nop ¢ GOJBIIMM JHAMETPOM
Bo3pacTaer. Takum oOpazoMm, npumenenune Y30 mis
MOJTyYSHHSI TIOPOIIKOBBIX CHIIMKATHBIX MaTepHajioB C
OpPTaHM30BaHHOW CHCTEMOH NOp HE UMEET CMBICIIA.

B pabote Takke 06110 HecneqoBaHo BusHIE Y30
Ha pa3Mep YacTUIl U TEKCTYPHbBIC XapaKTePUCTHKHU
00pasIoB JUOKCHIa KPEMHHS, TIOIyUYCHHBIX METOJIOM
[Tobepa. B aToMm ciydae npumenenue Y30 okas3pIBaeT
MOJIOKUTENBHOE BIUSHUE HA OJHOPOIHOCTH YacTHUI]
JIMOKcuJa KpeMHUs. Pasmepsl gacTui o0pasios,
MOJTy4EHHBIX Kak ¢ mpuMeHeHneM Y30, Tak u 6e3 Heg,

Tabauna 2

TekcTypHBIE XapaKTepUCTUKN 06pasiioB SiO,, MOMYYEHHBIX THAPOTEPMATBHBIM TEMILJIATHBIM CHHTE30M B MIEJOYHON 1
aMMUaJHOI cpenax, a Takxke metogom IlIToGepa, ¢ pasnuuabiM BpeMeHeM Y 30 peakImoHHOH cMecn

Bpems ynbTpasBykoBoit
Cpena cuHTe3a P YIBTPa3By

VaenbHas TITOBEPXHOCTH

O6uuii 00bEM CpenHuii tuamerp

06paboTKu, MUH + 0, M3/T nop, cM>/t nop, HM
NaOH, H,0, ITAb 0 1556 + 74 0,97 2,40
2 1144 + 48 0,81 2,80
3 1043 £+ 36 0,80 3,07
5 651 + 16 0,50 3,08
NH,OH, H,0, LITAB 0 1243 + 21 0,91 2,94
2 1172 £ 18 0,79 2,68
3 1048 + 16 1,14 4,33
5 1215 +£ 20 1,05 3,44
NH,OH, C,H,0H 0 355 + 3 0,39 4,38
5 60 = 0,2 0,25 16,82
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Puc. 4. COM 06pasioB AMOKCHIA KPEMHUS, MOJTYIEHHBIX Pa3HBIMU METO/IAMM: @ — TEMILJIATHBIM CHHTE30M B IMIEJOYHON Cpere,
6e3 Y30; 6 — TeMIIaTHBIM CHHTE30M B IeJ0YHOH cpene, Y30 5 MUH; 6 — TEMILIATHBIM CHHTE30M B aMMUAYHON cperie, 6e3
V30; 2 — TeMIIaTHBIM CMHTE30M B aMMHUadHOU cpene, Y30 5 mun; 0 — metonom IlltobGepa, 6e3 Y30; e — meTomom

Ito6Gepa, Y30 5 mum.

HW3MEpPEHHBIE Cpa3y I0Cie MONyYeHHUs MaTepHaoB,
OIpEAeIISIFOTCA B HAHOMETPOBOM Auana3oHe. [Ipuuém,
B 00paziie npomreamniemM Y30 5 MuH, pa3Mepbl 4acTHUI]
COCpENIOTOUCHHI B y3KoM HHTepBajie (~50 um). ITos-
TOPHOE OTIPEEICHHE Pa3MEPOB YaCTHII CITyCTS 2 HEIe!
IIOCJIe CHHTE3a 00Pa3IioB TAK)Ke MIPOJAEMOHCTPHUPOBAIIO
MO3UTUBHYIO posib Y30 npu MOJydeHUH AMOKCHIA
KPEMHHS 3TUM MeToloM. Pazmeps! yactui oOpasua,
MPUTOTOBJIEHHOTO C Hcmoib3oBanueM Y30, cocpe-
JOTOUYCHBI B Y3KOM JHAama3oHe ¢ MaKCUMyMOM pac-
npeaenenns 290 +4 HM, B TO BpeMs1 Kak CpeTHUMA JUaMeTp

4acTuI[ 00pasiia, mosryueHHoro 6e3 Y30 — 360 + 6 um.
Pesynprarhl onpeneiaeHuss 4acTUI] TUX MaTepHUaioB
UMEIOT XOPOIIYI0 CXOAUMOCTb. AHAJIN3 TEKCTYpPHBIX
XapaKTepUCTHK 00pa3IOB, CHHTE3UPOBAHHBIX METOJIOM
[To6epa, MOKa3bIBACT, UTO, KAK U B IIPESBIIYIINX CITyJasix
(TIpM TEMIIATHOM CHHTE3€ JUOKCHIa KPEMHUSI ), TIOKa-
3aTeId YASIbHOM MOBEPXHOCTH U 00bEMa op 00pasiia,
MTOJTyYEHHOTO ITPH NCTI0Ib30BAaHHH B ITPOIECCE CHHTE3a
V30, 3HaYUTENHEHO CHIKAIOTCS, CPEHUN TUAMETP TIOp
Bo3pacraet. M30TepMbl copO1pu 3Toro oopasiia UMErT
(hopMy, XapaKTepHYO I MAKPOTIOPUCTHIX MATEPHAJIOB.
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Ha puc. 4 mpuBeneHb MHKPOCTPYKTYPBI HCCIIC-
JIyeMBIX 00pa3IoB TUOKCHIA KPEMHHs, TOITYICHHBIX
pa3HbIME crioco0amu. VcenemoBaHs TPOBOAMIIA METO-
nom COM chycrs 2 Henenu nocie NojayyeHus: Marte-
puanos. Jlanasle COM noATBEpKIAIOT pe3yNbTaThl
HCCIICIOBaHUM, MPOBEASHHBIX HU3KOTEMIICPaTypPHOH
copOmueit a30Ta 1 METOJIOM JHHAMHYECKOTO CBETOpPAC-
cestHua — Y30 B npoliecce TEMIUIATHOTO CUHTE3a JUOK-
CHUJia KpeMHUSI B IIEIOYHON M aMMHAJHOU cpeliaxX CIo-
COOCTBYET MONMANCIICPCHOCTH U arperaiiy 4acTUI Ma-
TeprainoB. B o0pa3max, momydeHHbIX MeTogoM [lITobepa,
V30 npenoTBpalaeT arperaliMOHHbIE IPOLECCHI, YTO
MTO3BOJISICT COXPAHUTH C(hepHIecKyro PopMy MOHOPA3-
MEPHBIX YACTHII B TCUCHUE JITUTEIEHOTO BPEMCHH.

BruiBoabl

Meton lltobepa ¢ ucnonap3zopanuem Y30 B
rpolecce MONYUYCHHUsI TUOKCHUIA KPEeMHHUS MOXKHO
paccMaTpHuBaTh KaK HOTCHIMATBHBIN METO MOy YeHUS
CHCTEM aJJpECHOI TOCTAaBKH JIEKAPCTBEHHBIX IPETIapaToB
TIPY UX ApEHTEPATEHOM BBEJICHHU. DTHM METOJIOM OBLI
MOJTy4eH MaTepHal ¢ MOHOAUCIIEPCHBIMU YaCTHUIIAMU,
pa3Mepbl KOTOPBIX ONPENesUINCh B HAHOMETPOBOM
nuarmasone (< 100 am).

Hecmotps Ha BO3MOXHOCTH NMOJTYyYECHHUS HAHO-
JUCTIEPCHOTO TUOKCHJA KPEMHHS TEMIUIATHBIM CHH-
te3oM ¢ npuMmeHeHueMm L[TADB u mocnemyronmm ero
yIOaJleHHeM SKCTPaKIUed 3TaHoia, 3TOT METOA IMOy-
YeHHs JUOKCHAA KPEeMHHUS JJIS MCIIONB30BAaHMS €ro B
cHcTeMax aJpECHOI T0CTaBKH SBISIETCS HepaI[OHAb-
HBIM, Tak Kak TpeOyeT MpOBEAEHUS OMpenelEHHBIX
MEpPONPHUATHH 715 00ecTieueHNS YUCTOTH MaTepHaa, a
OBICTPOTEKYIHE MPOIECCHl arperauu MNpUBOIAT K
TTOJIMIUCTIEPCHOCTH CHHTE3UPOBAHHOTO ITPOIYKTA.

MeTton ruapoTepMaTbHOTO TEMIUIATHOTO CHHTE3a
JUOKCHIa KPEMHUS C yAaJIeHUEM TeMIUIaTa TepMopas-
JIO)KEHUEM TpU BBICOKOI TemmepaTrype Omaromaps
BBICOKOH YJI€JIbHOM IIOBEPXHOCTHU U, KaK CIIECICTBUE,
60JIBIIIOMY COJICPKAHUIO CHIIAHOIBHBIX TPYIII, TI03BO-
JISIOUMX MOIU(GUIUPOBATh MaTepUall pa3iIMuyHbIMU
(GYHKUMOHANBHBIMU (parMeHTaMHU, MOXKET OBIThH
MIePCIIEKTUBEH U CO3AaHUS JIGKAPCTBEHHBIX Iperia-
paToB C IEpOpaAILHBIM CIIOCOOOM BBEJICHHS.

Paboma svinonnena npu QpuHancosoil noodepicke
PODU — npoexmur 12-03-33170-mon_a_seo, 11-03-
00650 a, 13-03-96112-p ypan_a.
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