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SELECTION OF THE HYDROPHOBIC ACTIVE AGENTS
IN ORDER TO OBTAIN THE MICRO- AND NANOCAPSULES
IN THE SYSTEMS OF 3-(TRIMETHOXYSILYL) PROPYL
METHACRYLATE / ANTI-FRICTION AGENT / WATER / DISPERSION
OF SILICA NANOPARTICLES

Abstract. This paper presents the results of the development of scientific bases of synthesis and design of mic-
ro and nanocapsules with an active hydrophobic agent based on Pickering emulsions in order to create self-healing
functional coatings with anti-friction effect in systems of 3-(trimethoxysilyl) propyl methacrylate / anti-friction agent
/ water / dispersion of silica nanoparticles. The selection of the hydrophobic agent was performed to obtain optimal
morphology structure. The influence of the chain length of the radical active agent, its chemical nature, as well as the
acidity of the aqueous phase on the main characteristics of the synthesized emulsions was studied. In this work the
method of spontaneous emulsification to encapsulate active ingredients, the method of scanning and transmission
electron microscopy (ZeissEM912 Omega), laser correlation spectroscopy method to measure the size of micro- and
nanocapsules (ALV-7004 Multiple tau digital correlator), the method of measurement of the electrokinetic zeta
potential (Malvern Zetasizer NanoZ apparatus) have been applied. It was determined that the zeta potential of the
synthesized particles is changed to values -50 + 60 mV, indicating their high stability due to electrostatic forces.
Thus, as a result of study of the encapsulating process the active agents showed optimal characteristics of emulsions
and capsules were selected.

Key words: Pickering emulsion, nanoemulsions, microencapsulation, emulsification, nanocapsules.

YIK 541.64:678.744

!C. B. AiinapoBa*, 'A. B. Tieyosa, 'H. E. Bextypranosa, 2JI. O. [puropbes, “P. Muiviep

'Kasaxckuii HALMOHATBHBIN HCCIIE[OBATEIBCKHII TEXHHUECKHUIA yHuepcureT uM. K. U. Carnaesa,
Anmarsl, Kazaxcran,
2I/IHCTI/lTyT uM. Makca [Tnank, ['epmanus, [Torcnam/I"onbem

HOABOP I'MAPO®OBHOI'O ATEHTA JJIA HOJYYEHUA MUKPO- U
HAHOKAIICYJI B B CUCTEMAX 3-(TPUMETOKCUCHUJINJDITPOIINJI
METAKPWIAT/ AHTU®PUKIITUOHHBIN ATEHT/ BOJIA/
CYCHIEH3USA HAHOYACTHI JZMOKCHUJIA KPEMHUA

AnHoTtanusi. B paboTe npencrasieHbl pe3yibTaThl pa3paOOTKH HAy4HBIX OCHOB ()OPMHUPOBaHHS M AHM3aiiHa
MHKPO- M HaHOKAIICYJI C aKTHBHBIM THAPO(GOOHBIM areHTOM Ha OCHOBE dMYJIbCH [IukepuHra 1yisi co3naHust camo-
BOCCTAaHABJIMBAIOMIMXCS (PyHKIMOHAIBHBIX MOKPBITUH C aHTH()PUKINOHHBIM JIEHCTBHEM B CHCTEMax 3-(TpUMETOK-
CHCWJIMIT)IPOTIMIT MEeTaKpwiIaT/ aHTH(QPHUKINOHHBIN areHT/ Bojga/ CyClieH3Hs HAaHOYaCTHI] AMOKCHAA KpeMHUs. Buut
MPOM3BEEH NoAOOP TUAPOPOOHOTO areHTa Ayl IOoJIydeHUs] ONTUMANIbHOM MOp(oI0Tuu CcTpyKTyphl. M3ydeHo Bius-
HHE JUIMHBI [ENH PaJnKana akKTUBHOTO areHTa, ero XMMHUYECKO MPUPO/IB, @ TAaKKe KHCIOTHOCTH BOJHOH (a3bl Ha
OCHOBHBIE XapPAKTEPUCTUKN CHHTE3MPOBAHHBIX SMYJIbCHI. B paboTe ObLTH MPUMEHEHBI METO CIIOHTAHHOTO 3MYJIb-




Becmuux Hayuonanvrot akademuu nayk Pecnybnuku Kazaxcman

TUPOBAHMUS IS HHKATICYTUPOBAaHUS aKTUBHBIX WHTPEIUCHTOB, METO CKAHUPYIOMIETO W MPOCBEYHUBAOIIETO (TpaHC-
MHCCHOHHOTO) 3JIEKTPOHHOTO MHUKpockomna (ZeissEM912 Omega), MeTo[ J1a3epHO KOPPEISIIUOHHON CIEKTPOCKO-
TTUH 1711 U3MEpPEHHs pa3MepoB MUKPO- M HaHOKarcyn (ALV-7004 Multiple tau digital correlator), meTon nsmepenus
ANIEKTPOKUHETHIEeCKoro n3era-noreHnnana (Malvern Zetasizer NanoZ apparatus). beimo ompeneneno, 4aro azeta-
MOTEHIIMATT CHHTE3WPOBAHHBIX YaCTHI H3MEHIETCs 0 3HaueHul -50+60 MB, uT0 TOBOpHUT 00 MX BBHICOKOW CTaOMIIb-
HOCTH Onaromapsi 3JIEKTPOCTaTHYECKUM CriiaM. TakuM o0pas3oM, B pe3yibTaTe HUCCIEIOBAaHHUU IpoIlecca WHKAICY-
JIMpoBaHuA 6bIJ'Il/I OTOGpaHbl AKTHUBHBIC arc¢HTbI, UCIIOJIb30BAHNUE KOTOPLIX IMOKa3aJlu ONTHUMAJIBHBIC XapaKTCPUCTUKHN
9MYJIbCUH U KaICYJL.

KaioueBsie ciioBa: [IukepuHr sMyJibCHM, HAHOIMYJIbCHH, MUKPOUHKAIICYJIHMPOBAaHHUE, IMYJIbIUPOBaHNE, HAHO-
KarCyJIbL.

Beeaenue. OnHUM U3 BEAYIIMX TPEHIOB B COBPEMEHHOM MAaTEpUATOBEICHHUN SIBISETCS pa3paboTKa
SPTrOHOMHYHBIX, SKOHOMHUYHBIX ¥ YKOJOTUYHBIX HOBBIX HaHOAWCIEPCHBIX MaTEPHaIOB, HCIIOIb3YIONNX B
CBOCH CTPYKType WM (PYHKIMOHAIBLHOCTH MPUHIMITEI OMOMUMETHKH. OIHUM U3 Hanboiee UHTEHCHBHO
Pa3BUBAIOIIUXCSA B HACTOAIIEE BpeMs NMPUMEPOM TaKMX MATEpUANOB MOTYT CIYXXHTh TaK Ha3bIBacMbIE
«aBTOHOMHBIe» (DYHKIIMOHAJIbHBIE MaTepHAIIbI, T.€. MaTepHaIIbl, O0JIafaroIIe TOW WM WHOUW (pyHKIneH
BHE 3aBHCHMOCTH OT HX JIOTIOJTHUTEIBHOW 00pa0OTKHU ¥ MPOSBIISIONICHCS TIPU BO3JICHCTBUHN HA HUX BHEII-
HUX cTUMyJioB. K 4WHCIIy Takux MaTepuanoB OTHOCSTCS CaMO3aJICUUBAIOINIMECS IMOJUMEPHI, CaMO3alllu-
maromue (yHKIMOHAIBHBIE TMOKPHITUS (aHTUKOPPO3HOHHBIE, IPOTHBOMUKPOOHBIE) U T.1. Pacmmpenue
cnekTpa (YHKIMOHAIBHOCTH TaKUX MAaTEpUaNIOB MPEICTaBIsSeT HE TOJLKO 3HAYHUTENBHBIA HAYYHBIH
WHTEpEC B 00JIACTH MAaTePUAIOBEACHUS, HO U OTKPBIBACT IUPOKHE MEPCICKTUBBI ISl SKOHOMHYECKOTO
BHEJIpEHUS] HOBBIX MAaTEpHaJOB M HM3JEIHA M3 HUX B HapoJHOM Xo3siicTBe PecryOnmku Kazaxcran, 4to
MO3BOJIUT JOOHUTHCS HE TOIBKO MOBHIIEHUS 3 ()EKTHBHOCTH SKOHOMHUKH, HO ¥ CHIKEHHSI DKOJOTHIECKOI
Harpy3Kkd Ha OKpPY>KaroIlyro cpery.

OO0Opasibl HEKOTOPBIX TAaKUX TaK HA3bIBAEMBIX «CaMOBOCCTAHABIIMBAIOMIUXCS» (YHKIIMOHATBHBIX
MaTepuanoB ObUTH CO3JaHbl B TEYCHHE TOCIETHUX 2-3 AeCATUICTHH cpa3y B HECKOIBKHX SKOHOMHUYECKH
pa3BUTHIX cTpaHax. Hambonee sipkMMU MpUMeEpaMy TaKUX CHCTEM SIBISIFOTCS IOJIMMEpPHBIE MaTepHallbl,
BOCCTAHABJIMBAIOIIME CBOIO LIEJIOCTHOCTh Mocie JokaapHOro paspymenus [1-4] (CLOA, Hunepnanmst,
BemukoOpuranus, ®PI'); mokpeiTHs, caMo3ajeduBaIONINe IMOBEPXHOCTHBIE ACPEKTHl MPH JIETKOH
tepmoobpadoTke (CILA, ®PI') [5]; aHTUMHUKPOOHBIE W aHTHOAKTEpHAIbHBIC MAaTEPUATBl U TTOKPBITHS,
MOJICPKUBAIOIINE WM JIaXe YCHWIMBAIOIIAE CBOK aKTUBHOCTH B CpelaX C BBICOKHMM MHKPOOHMOJIOTH-
yeckum 3arpsisHerueM (Llserus, CILIA) [6, 7].

OpnHako, HECMOTPS Ha OTIpeAeTICHHBIE YCIIEXH, CHCTEMAaTHIECKHIA ITOIX0/l, OCHOBAHHBIN Ha H3yYeHUN
KOJUTOMTHO-XMUMHUYECKIX CBOMCTB KOMIIOHEHTOB W NMpHMEHEHHE dMyJbcuil [InkepuHra IUIs Karncyimpo-
BaHUs TUAPOPOOHBIX aTCHTOB MPAKTUYCCKH HE TIPOBEJICH.

Lenpro maHHOW paboOTHI SBIsIACh pa3paboTKa HAYYHBIX OCHOB (DOPMHPOBAHUS U JU3ANH MHUKPO- U
HAHOKAICYJI C aKTUBHBIM T'HIPO(GOOHBIM areHTOM Ha OCHOBE dMYJbcui [IMkepHHTa AJIs1 CO3aHMs caMmo-
BOCCTAHABJIMBAIOIIUXCS (PYHKIIMOHATBHBIX MMOKPBITHI ¢ aHTH(PPUKIIMOHHBIM JIEHCTBHEM.

1. Martepuanbl. Ankokcucunad 3-(Tpumetokcucunun)nponui Metakpuiar, 98% SigmaAldrich Co.,
ruapodhoOHbIe aHTUGPUKIIMOHHBIC areHTHI Ha OCHOBE JJTMHOIICTIOYCYHBIX aTKOKCHCHIAHOB (OKTaICIIHII-,
reKcazeliil-, TOJCUMI-, OKTHI-, 3TWI-, (EHWI- TPUMETOKCUCHIIAHBI, JHUAITOKCUMETHII-OKTaACIUICUIIAH,
okTazenun Tpuxiopcunan) gupm Sigma Aldrich, Fluka, ABCR u amnHOUEnoueYHbIi ankaH, OKTaleKaH,
Fluka, macnopactBopumsie [TAB (onenHOBas kucimora, creapuHoBas kuciora) upm Alfa Aesar u Fisher
Scientific UK Limited, nuokcun kxpemuus SiO, Ludox AS-40.

[MonpobHas wHpOpManus 0 GUMKO-XMMUYECKUX XapPAKTEPUCTHKAX OOBEKTOB HMCCICIOBAHUS IMPH-
BeJieHa B Tabuie 1.

2. MeToabl Hcci1e10BaHMS.

2.1. MemoO unxancyiupoganus aKkmueHulX uHzpeoueHmos. ABTOpHI pabOTHl [8] yCTaHOBHIH, YTO
MacCOBOE COOTHOIIIEHHE MAacisTHOW (has3bl K AMOKCHUAY KPEMHUS, IIPU KOTOPOM IOJY4al0TCs CTaOWIbHBIE
MOHOJWCIIEPCHBIE 3MYJIBbCHH, TOJDKHO OBITH He Hike 1,3. Omupasch Ha 3TH JaHHBIE, MAaCCOBOE COOTHO-
[IEHUE KOJIMYEeCTBA Maciia K JAUOKCHIY KPEMHHUS PACcCUUTAIM II0 CIEAYIoIeH GopMylie U COOTHOIICHUE
paBHsuIOCH 2,23:

Moil 1,72

50, 077 =2,23 (1)

— 70 —



ISSN 1991-3494

Ne5.2016

Tabnuma 1 — PU3HKO-XUMHIECKHE XapaKTePUCTUKH HCHOIB30BAaHHBIX aKTUBHBIX THAPOYOOHBIX HHIPEANEHTOB U3 CEMEHCTBA

CHg(CthsCHg)LOH

ATKOKCHCHIIAHOB
BemecTso Dopmyna Mr, r/monb Yucrota, % Dupma
3-(TpUMETOKCHCHIIIIT) TIPOTIHIT OCH3 O 248.35 98 SigmaAldrich Co.
METaKpHJIaT H3zCO- §i "0 )—KFCHQ
TIIM H
( ) OCH, CHs
OKTageuITPUMETOKCUCUIIaH QCHg 374.67 97 ABCR GmbH
(OATMC) CHs(CHz)15CH,~Si-OCHs
OCHj;
I'excapenunTpUMETOKCUCHIIAH QCHS 346.62 TeXH. >85 Fluka
(TATMC) CHg(CHz)14CHz~$i-OCHg
OCHj3
JloAenunTpuMeTOKCHCHIaH OCHy 332.59 90 ABCR GmbH
(AATMC)
n-C1pHgg — 81— 0CHy
OCHy
OKTUITPUMETOKCUCHIIAH OCHg3 23441 96 SigmaAldrich Co.
|
(OTMC) CHa(CHz)sCHz—Si—OCH;
OCH34
OTHATPUMETOKCHCHUIIAH 150.25 >97 SigmaAldrich Co.
(BTMC)
DeHnIT TPUMETOKCUCHIIAH Cg¢H;5Si(OCH3);3 198.29 98 ABCR GmbH
(®TMC)
JmsTokcumeTni- CHs 386.73 95 SigmaAldrich Co.
OKTaICLIMIICHIIAH CH,(C H2)1GCH2~S{O‘“/
(JEMOJC) H30, 0\
CHj
OKTaneus1 TpUXJIOpCHIIaH ?' 387.93 95 SigmaAldrich Co.
(OHTXC) CH3(’CH211GCH2_$|_C|
Cl
OxTazexkan CHa(CH,)15CH3 254.49 99 Fluka
OJieHHOBas KMCII0Ta W/\/‘i 282.46 >99 Alfa Aesar
CHa(CH)sCH™ OH
CreapruHOBast KUCIOTa (0] 284.48 >97 Fisher Scientific

UK Limited

Jng momydeHus 3MyNnbCHH HCXOAHYIO KOHLIEHTPHUPOBAHHYIO CYCIIeH3UI0 quokcuaa kpemuus (1,93 r)
pa30aBIsLTH B IEMOHU3MPOBaHHOK Boje (mpuMmepHo 30 mi) u BBomwiu macio TIIM (1,72 1), noBoaumnu
00wveM Bombl 10 40Mi. B cirydae BBemeHUs akTHBHOTO areHTa, cHavana ero cmemmBanu ¢ TIIM, naBas
BpeMs Ul NOJIHOTO CMELIMBAHUS, U Aajee BBOAWIM B BOAHYIO (azy. OCTaBIsUIM CHOHTaHHO 3MYJIbTHU-
poBaThcs U KOMHATHOM TemnepaTtype Ha 24 Jaca.

[Ipouecc monuMepuszauuu npoBoawian mpu Temieparype 80°C ¢ HMCHOIB30BaHHMEM HHHUIMATOPA
mepcynbdara kamus ¢ KoHmeHtparmedr 0,4MM. Ilpu mobGaBiieHWH, XOpOIIO TEpEMEITMBAIHA. 3aTeM




Becmuux Hayuonanvrot akademuu nayk Pecnybnuku Kazaxcman

CTaBWJIM Ha BOJAHYI0 OaHI0. MemsieHHO MOAHMMANH TeMieparypy smyibcun no 80°C. Jlepxkamu 3Ty
TemnepaTrypy B TeueHue 1 yaca. Tak e MeJIJIEHHO OXJIaXIalu.

2.2. Memoo ckanupyowezo u npoceeuusaonje2o (MpancMucCUoOHH020) dNEKMPOHHO20 MUKPOCKONA.
@DOTOCHUMKH KarcyJsl MOMydYald C IMOMOIIBI0 CKAHUPYIOIIETO 3JIEKTPOHHOTO MHKPOCKOINA, MPHHIHII
paboThl KOTOPOrO OCHOBAaH Ha B3aMMOJEHCTBUU HJICKTPOHHOTO ITyYKa C OYEHb TOHKUM METaJUTHYECKUM
MOKPBITHEM, PaHEe HAaHECCHHbIM Ha 00pasell, B pe3yJibTaTe 4Yero BO3HUKAIOT OTPAa’KCHHbIE, WIH HCILYyC-
KaeMbl€, JJIEKTPOHBI.

Wzydenne MOpQOIOTHIecKux CBOWCTB KarcyJl MPOBOAWIIN C IOMOILBI0 TPAHCMHUCCHOHHOM AJIEKTPOH-
HO#t Mukpockonuu (TOM, ZeissEM912 Omega). O6pazis! 111 TOM nu COM ObUTH TOATOTOBIICHBI ITyTEM
BBICYIIUBAHUSI Kallelib pa30aBICHHBIX 3MYJBCHH Ha CHENUANBHBIX TOIMOXKKaX. s mpeaoTBpalleHUs
3apspKEHHsT TIOBEPXHOCTH BO BpeMsl Ipolecca HU3MEpPEHHs, MPOWU3BOAWIN PACIBUICHHE CIIOSI TUIATHHEI
crieranbHeIM - o0opynoBarreM (GATANAIto2500 Cryo), mocie dYero o0pasmpl IOMCIIAIACH B
cneranbHbId orcek COM nim TOM.

2.3 Memoo nazepnoii KOppersyuoHHOU CHeKMPOCKONUU Oas UMepeHUs OUHAMUYECKO20 C8emo-
pacceanus (Dynamic Light Scattering Measurements, DLS). M3Mepenns AHHAMUYECKOTO CBETOPACCESIHUS
HCCIIeMyEeMbIX PacTBOPOB MPOBOIMIKCH Ha mpubope ALV-7004 Multiple tau digital correlator, koTopsIii
obopymoBan cuctemoii CGS-3 Compact Goniometer system, 22 mW He-Ne laser (miuHa BOJHBI
A = 632.8 M) U mapoil moToka ¢GoToAMOMAa, YIpaBiseMol mpuHIMIOM pseudo-cross-correlation mode.
Bce usmepenus npoBoawiucs npu yrie 90°.

2.4. Memoo usmepeHrus 31eKmMpoOKUHemMu4ecko20 03ema-nomenyuaia. JI3era-noTeHunan sMyIbCul, a
TaKXke IMOJIMMEPU30BaHHBIX MHKpPO- W HAHOKAaICyld, H3Mepsuii npubopom Malvern Zetasizer NanoZ
apparatus B Mucturyre Maxkc-IInanka Kommounos u IloBepxHocreit, [lorcnam, ['epmanus. B mpubope
ucronb3yercst komOunanus laser Doppler velocimetry u ¢a30BbIii aHaTN3 CBETOPACCESHUS B METOJUKE,
Ha3piBaeMoll M3-PALS. Ilepen nsmepenuem npubop tectupyercst cranaapTroM Malvern Zeta Potential
Transfer Standard co 3HaueHMeM noreHnuana — 42 MB nu6o — 68 MB.

IKcNepuMeHTAJIbLHAN YaCTh

ITon6op ruapodoOHOrO areHTa IS MOTYICHUS ONTUMATBHON MOP(OTIOTHH CTPYKTYPHI.

bein IpOBEACH BI)I60p AKTUBHOI'O arcHTa B 3aBUCHUMOCTH OT [JIMHBI LCIW paavKaa, a TaKXKe
XMUMHYECKOW MPUPOABI BeriecTBa. J{Jist 3TOro ObLIO B3SATO IO HECKOJIBKO BEINECTB I KaXKJOW TPYIIIHI,
Ha3BaHWs KOTOPBIX MPUBEACHHI HIDke. Bo Bcex cimyyasx KOHIIEHTPALMs aKTHBHOTO areHTa B MAaCIISTHON
¢aze cocrasmsio 9%.

B 3aBUCHMOCTH OT JUIMHBI LIEMU pajiuKaa

A) OKTajenui TPUMETOKCHUCHIIAH; B) nogennn TpumeTokcucHIIaH;

b) rekcamenui TpUMETOKCHCHITaH; I') oxTHI TPUMETOKCHCHITIAH;

J1) 9THI TPUMETOKCUCHUITAH.
B 3aBUCHMOCTH OT XUMHYECKOM MPUPOJIBI AKTUBHOTO areHTa

A) okTamekaH; I') okTamermn TpUXIIOPOCHIIaH;
b) ¢enun Tpumerokcucuan; J1) onenHOBas KUCIIOTA;
B) nuaTokcHMMeTHIT OKTaACIUIICHIIAH; E) creapunoBas kucinora.

Brusinue npupoovl yeneeodopoorozo padukana arkoKCUCUIAHO8

Ha mnepBoii cTraguu mnoJiydeHHsi 3MYJbCHii, OblTa MpOBEJCHA BH3yalbHAs OICHKA KavecTBa
MOJYYEHHBIX 00Pa3IloB BO BPEMSI U TIOCITE SMYJIBTHUPOBAHUS.

Takum o0pa3oMm, W3 MepBOil TPymmbl 00pas3loB, KOTOpbIe OBUIM HCCIIEAOBAHBI U HM3yYCHHUS
3aBHCHMOCTH OT JUTHHBI LIEMH PajuKaia, Bce 00pasiibl, IoKa3aan 00pa3oBaHUe OJHOPOIHBIX CTAOHIBHBIX
OMyJIbCUHA O€Noro IBeTa, HEe COoAepKAIUX ocaika wid IwieHku (pucynku 1-5). Omnako, B ciydae
STUATPH-METOKCUCHIIAHA TIOCIIE Ipolecca monumMepusaruu, potorpadun COM He mokazaan 00pa3oBaHHsI
TaKMX KallCys, KaK ¢ OCTaJbHBIMH 0Opa3llaMu, a TOJBKO HEOOJBIIOr0 KOJHYECTBA KArCys, pPasMepoM
OKOJIO 1 MKM.
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Pucynok 2 — Kancynsr TIIM u rexcagenu TpuMeTokcucunana 9% nocie noauMepu3aiu

Pucynok 3 — Kancynsl TIIM u gogenun TpumeTokcucuiaana 9%, mocie noauMepu3auu
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Pucynok 4 — Kancynstr TIIM u okt TpuMeTokcucuinana 9%, mocie noiruMepu3anin

Pucynok 5 — Kancyner TIIM u stun tpumetokcucunana 9%, nocnie noauMepH3aun

JlanHbIe 1a3epHOI KOPPETSLMOHHON CIIEKTPOCKOIUY MOKa3ajiH, YTO CPEIHUIN pa3Mep Karcyl mocie
SMyJbIHpPOBaHUs (He BKmIouas Kamcyisl, copepxkamue DTMC) pasern 100-120 HM, a mocie moiume-
puzarun 200 HM.

Brusnue xumuueckoii npupoouvl cudpogobnvix acenmos. B ciydae BTOpo# rpymmbl 00pasioB, UC-
CIICIOBAaHHBIX [UI1 M3YYEHHUs 3aBUCHMOCTH OT IPHPOIBI BELIECTBA, OOpa3lbl IUITOKCHMETHIIOKTA-
Jericunana (pucyHok 6a) U (eHIT TPUMETOKCHCHIIaHa (PUCYHOK 60) CITIOHTaHHBIM AMYJIBTHPOBAHUEM
00pazoBaiy yCTONYHUBBIC IMYIJIbCHH.
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Pucynok 6 — Kancynsr TIIM u austokcuMeTnnokragenmicuian 9% (a) n gpernnrpumeroxcrucunana 9% (6)
HOCJIe TONMUMEepU3aniH
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OO0paszen, comepXaluidi oxmadeyun MpuxIopocuiar cpazy o0Opa3oBall OENbIi 0CalOK, BEPOSTHO
BBUJy OBICTPOTO THAPOJIN3a U TOJMKOHJCHCAIIMA B BOJHOW CYCICH3WW JUOKcHIa Kpemuus ¢ pH=9,1
(pucyHox 7).

l l 1 pm e amaw WO Smm Signai A = InLews Date 11 Age 20U
Pucynox 7 — Cmecs TIIM u okTagerun Tpuxjaopocunana 9% mocie nonuMepu3anun

Uepes 48 4acoB CIIOHTAHHOTO AMYJIBTHPOBAHNUS HA MMOBEPXHOCTH 00pa3ia, CONEPKAINA OKMAOeKaH,
ObUIa OOHapysKeHa IUIOTHAsE Macjonoa00Has Oenecas IJICHKa, 3MyJibcus Oenas. [Tocie moaumepusanuu
npou3onnio paccioenue. OOpa3oBanachk Oenas IJICHKA HAa MOBEpXHOCTH. Pesynbratel COM (pucyHok 8)
MOKa3aJIM, YTO BBEACHHE OKTaJeKaHa B MacisfHyl (a3y He NpWBEIO K CHOHTAaHHOMY OOpa3OBaHHIO
OMYJIbCHH.

l_' 1pm [LEET Y WO Smem Sigqual A tnl e Bate 11 B UL

Pucynoxk 8 — Cmecs TIIM u okranexana 9% B cyCHEeH3UH AUOKCHIAa KPEMHUS MOCIIE MOINMEepH3aui

B cBs3u ¢ tem, uto cmeck TIIM c oneunosoti kuciomoti Tak ke He o0Opa3oBajia YMYJIBCHH CIIOHTaH-
HBIM JMYJIbTHPOBAaHHUEM, JJIsi €€ TPUTOTOBJICHUS TNPHOETIM K TNPHHYAWTCIHBHOMY BMYJIBIHPOBAHHIO
BCTpsixuBaHueM [9].

[onmxamu pH BomHO#M aucnepcun nuokcnaa kpemuusa LudoxAS-40 o 5, npu pa3HBIX NPOLEHTHBIX
COJICpP)KAHUSAX OJICMHOBON KHUCIOTBHI B MacisHoi (aze (9%, 20%, 30%). Cmeck TIIM wu onenHOBOM
KHCJIOTHI BIMBAJIM B BOJY U TOABEPTald BCTPSXUBAHUIO B TE€UCHUE TPEX MUHYT, KOJUIOMJHYIO AUCIEPCHIO
mnokcuzaa kpemausa LudoxAS-40 Tak xe noasepranu BeTpsixuBanuio B tedenue 30 c. Ilocne sToro cme-
IIMBAJIA CMECh OJIeMHOBOW KucnoThl U TIIM ¢ BoaHOM nucnepcueil AUOKCHUIAa KPEeMHHS, MOABEPTIId
BCTPSIXMBAHUIO B T€UEHHE 3 MUHYT B peKnuMe myJbcanuu (2¢ — 1c.).

B npouecce npuHYAWTENBFHOTO 3MYJBTHPOBaHUS oOpa3oBanach Oenasi OTHOPOAHAS SMYJbCHUS.
Owmynbens, conepxamasi 30% OJerMHOBOM KHUCIOTHI B MacisHOW (a3e, HanboJee HaCHIeHa U Oernas, 1Mo
cpaBueHuto ¢ 20%-Hoii. bomee mpo3paunoil okazamack dMyibcusi ¢ 9% OIEeNHOBON KUCTOTHL. Bo Bpems
MOJIMMEPU3alUK BCE OMYJBCHH OJIECMHOBOM KHCIOTHI oOpasoBanu Oenbiii ocamok. ®otorpaduun COM
(pucynku 9, 10) moka3pIBaIOT, YTO KaIlCyJbl HEOAHOPOIHBI U CTAHOBSTCS KpyNHEe M MeHee cdepuyec-
KMMH TIPH TOBBIIICHUN KOHIICHTPALMN aKTUBHOTO arcHTa.
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Pucynok 11 — Omynscus TIIM u onennoBoi kucnotsl 30% mocne noauMepH3auu

Lna nonyuenus smynvcuu cmeapunosoii kuciomsl U TIIM niepes; sSMyJIbrupoBaHHEM BCE KOMIIOHEHTHI
pas3/ienbHO HAarpeBaliich B TIIMIEPUHOBOW 0OaHe A0 TeMIlEpaTyphl IUIABICHHS CTCAPUHOBOW KHCIOTHI
(70°C). Ilocne noBeneHus O OMpeNeTIeHHON TeMIepaTyphl, CTEApHHOBYIO KUCIOTY cMmemuBanu ¢ TTIM.
OOHOBPEMEHHO HarpeBald BOJHYIO AMCIEPCHUIO AMOKCHAA KPEMHHS 10 TaKOH ke TeMIlepaTypbl, 4TO U
creapuaOByto u TIIM. Ilocite cMemmBaHUs MacasTHOMW (a3bl 10 OJHOPOIHOTO COCTOSHUS, €€ BBOJWIN B
3apaHee HapreTyrm I0 TaKOH jKe TeMIepaTyphl BOIAHYIO NUCIEPCHUIO0 OuOKcuaa kpemuuda. [Ipu Ooinee
HU3KUX Temrepatypax (50-55°C), XoTb cMech cTeapuHOBOM KHCI0TH U TIIM 1 cTaHOBUIACH IPO3pATHON
Y JKUJIKOH, pacTBOP 3aMeTHO Oereen, a Mo3AHee KUCIO0Ta 3aCThIBaNIA, TycTella U NPEsITCTBOBaja MIPOLECCY
oOpazoBanus smynbeun. [Ipu HarpeBanuu cuctemsl 1o 60°C 3a 24 yaca He NPOUCXOAMUIIO HNPAKTHYECKH
HUKaKUX U3MEHEHUH, KpOMe TOro, 4YTo pacTBOp HeMHoro Oenein. [Ipu moBblieHNH TemMmepaTypsl HarpeBa
1o 70°C HUKaKoro SMyJBTMPOBAaHHUS HE MPOMCXOAWIIO, PACTBOpP OCTaBaJCs HEOAHOPOAHBIM. Bapbupo-
BaHHE KOHLEHTPAaLUU CTEApUHOBOW KHUCIOTHI B MacisiHOoW daze oT 9% mo 30% Tak ke HEe IPHUBEIO K
00pa3zoBaHMIO AMYJIBbCUH. PacTBop Tak e 00pa3oBasl HEOXHOPOAHYIO CMECh.
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PCSYJ'IBTaTBI U3MEPEHUA MacCChbl M A3€TAa-IIOTCHIIMAJIa YCIICIIHO ITOJYYCHHBIX KallCyJl NMPHUBEACHBLI B

Tabimmax 2 u 3.

TaGJ’II/IL[a 2— PaSMepI:I U 13€Ta-NIOTCHIMAJIBI YaCTHIL] SMYHLCPIﬁ J0 NoJIMMEpHr3aluinu

AKTUBHBII areHT JlnameTp Kamcyisl, HM J3era-notennuai, MB
OATMC 121,5 -23,6
rAT™MC 1223 -24,1
JATMC 112 -22

OTMC 126,4 -22,9
JIBMOJIC 103 -23,8
OTMC 125 -22,5

Tabmuma 3 — pa3Mepsl U [3€Ta-MOTEHIMANBI TOIYYEeHHBIX KaIlCyIl HOCIe TOINMEepH3aiy

AKTUBHBIHI areHT JluaMeTp Kancyisl, HM Jsera-norennuai, MB
OATMC 207,7 -56,6
Ir’ATMC 206,3 -59.9
JATMC 182,8 -49,6

OTMC 198,9 -53,5
JAOMOJC 164 -57,6
OTMC 2325 -52.9

Onsath, Kak U B ciaydae ¢ uucTeiM TIIM, 3amMeTHO, YTO TOCJIE MOJUMEpPU3ALMU pa3Mep YacTHUIL
YBEJIMYMBACTCS MOYTH B [Ba Pasa, YTO CBA3AHO ¢ «HaOyXaHHMEM» Kalcysl BO BpeMs MOJUMEpH3allH, a
JI3ETa-MMOTCHITNAI M3MEHsAeTcs A0 3HadeHuil -50+60 MB, 4To TOBOpHT 00 WX BBICOKOW CTaOMIBLHOCTH
Onmaronapst SMEKTPOCTATUIECKAM CHJIaM.

Brusanue xucromuocmu 600H0U oucnepcuu ouoxcuoa kpemuus. J1nst nzydenus Bnustaust pH cpenst Ha
npolecc 3MyJIbrUpoBanusi, nu3MeHsuin pH cpeapl BoaHON aucnepcun aunoxkcuaa kpemuust LudoxAS-40,
camxas ero ¢ 9,1 mo 3 0,018 pacTBOPOM COJITHOHM KHUCIIOTEHI.

IIpu pH 4 mpu coxpaHeHHH BceX YCIOBHH Ipolecca MOABEPraHUs YIBTPa3BYKY, IMYJIbIHPOBAIH
cmech TIIM 1 ONEeMHOBOW KUCIOTHI C MacCOBBIM COJIEPKaHHUEM OJIEMHOBOM KHCIIOTBHI B MaciisiHOW Qase
9%. Bo Bpems monmnMepu3zanuy B o0pasie odpazoBaiics O6enbiii ocanok, onHako ¢ororpadpuu COM (pu-
CYHOK 12) moka3zanu o6pa3zoBaHHe HEKOTOPOT'O KOJIMUECTBA KaTCyJI.

Pucynoxk 12 — Omynbcust TIIM u onenHoBOM Kuciotsl 9%,
nonyueHHas npu pH 4 npuHy IUTETBHBIM SMYJIBTUPOBAHUEM BCTPSXUBAHUEM
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[Ipu sMyIBrUpPOBaHUM OJIEMHOBOM KHCIIOTHI BCTPSXHWBAaHWEM TaKxke CHYKanu pH BogHOH mucnepcun
no4,5u3.

IIpu pH 4,5 Ha cTeHkax koj0bI OblIa 3aMeTHA TOJICTas TUIeHKa Macia. [1pu pH 3 pasmep ruieHku ObLt
HE3HAYHUTEIBHBIM (PUCYHOK 13). Uepes CyTKH 3MYIJIbCUU CETUMEHTUPOBAIIH.

- o 1 o« o
'_' lpm [T Wor hmm (e et 4 e WO

Pucynox 13 — Omynecus TIIM n onennoBoit kucnotst 20%, nomydyennas npu pH3

[Ipu ToM xe pH mbITamUCh yMEHBIIATh KOJMYECTBO IMOKCHAA KPEMHHUS H, TaKUM o00pas3oM,
cootHomeare m(TPM)/m(SiO,) = 4,94 numn m(SiO,)/V(TPM) = 0,2.

PesynbTarhl M3MEHEHMsI KOJNWYECTBA JWOKCHIA KPEMHHs B CHCTEME IIOKa3aHbl Ha CIIEAYIOIIEM
pucyHke 14.

X
" 4 - w &
M1 = 100 WY WD= - Shynal A - bl e Date 4 Ny 7004
= 200 nm

Pucynox 14 — Omynscus TIIM u onennoBoit kucnora 20% mocie noluMepu3aLum,
cootHomenne m(TPM)/m(SiO,) = 4,94 umu m(Si0,)/V(TPM) = 0,2

Jdns  panpHeWIero W3y4yeHWsi BHIOpaiH BOJHYHO JUCIIEPCHI0 KAaTHOHHO-MOAM(DUIIMPOBAHHOTO
nmuokcuaa kpemuus ¢ pH 4,5 (LudoxCL), ¢ maccoBsiM copepkanueM 30%. Ucnonb3oBanue LudoxCL amnst
smynerupoBanns TIIM mpuBeno k oOpa3oBaHHIO HEOAHOPOAHON 3MYJIBCHH, YTO TOABEPKAAOT (hoTO-
rpadguu COM (pucyHok 15), Ha KOTOPBIX MOXXHO YBUJETh OT/ACIbHBIC KAICYyJIbl pa3MepaMHu OKOJIO 2 MKM
Ha CTBIKaX U pa3oMax.

[onsepranu onenHoBy10 kucnoty 20% smyabsrupoBanuio ¢ ucnonb3oBanueM LudoxCL u Berpsxu-
BaHUS (PUCYHOK 16).

U3 pucynka 16 Buano, uto Omaromapst ucnonbs3oBanuio LudoxCL u BCTpsiXuBaHHIO 00pa3oBalInCh
KarCyJbl, CO CpeIHUM pa3MepoM 2 MKM. OIHAaKO, OHH OKPYXEHBI OOJIBIIMM KOJIMYECTBOM CPOCIIMXCS
MEXIY cO00H NCXOMHBIX YaCTHUIl AUOKCH]IA KPEMHHS.
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Pucynoxk 15 — Omynscust TIIM, Pucynoxk 16 —
crabmmusupoBanHas LudoxCL B Teuenue 24 gacos, Omynscug TIIM 1 0J€eHHOBOM KUCIIOTHL,
TOTMMEPHU30BaHHas (MacITad 2 MKM) nojy4eHHas ¢ ucnonb3oBanneM LudoxCL

B nmanpHeliniemM, Ha OCHOBE IOJIyYCHHBIX PE3YJIBTATOB, JJI WHKAICYJIUPOBaHUs OBLTH BBIOPAHBI
AKTHBHBIC arcHTHI, OOpA30BaBIIME MOHOJHUCIECPCHBIC 3MYILCHH, C YETKO BBIPAKCHHOW CTPYKTYpPOM
snpo/obosiouka. Takum o00pa3oM, s JaJIbHEHIIUX KCCIICIOBAHUN MPOIECCa MHKAINCYJIMPOBAHUS OBbLIH
OTOOpaHbl  OKTHJITPUMETOKCHCWIIAH, TEKCAJCIMITPUMETOKCHCUIAH, OKIaICIMI-TPUMETOKCUCHIIAH,
JIOJIEIMIITPUMETOKCUCHIIAH, TUITOKCUMETHIIOKTAISIMIICHIIAaH, (eHIITPUMETOKCHCHIIAH.

3akmouenue. Pa3paboraH HayIHO-OOOCHOBAHHBIA ITOIXO, TO3BOJISIOMIANA OCYIICCTBUTH HWHKAI-
CYJIMPOBaHUC aKTUBHBIX areéHTOB B MHUKPO- M HAHOKAIICYJIbl, OCHOBaHHAS HA CUCTEMATHYECKOM HCCIICIO-
BaHWUU OCOOCHHOCTeH (hopMUpOBaHUS Mex(a3HBIX CIIOeB, 00pa3oBaHus SMyibcuit [Iukepunra, mpomecca
MOJMMEPU3alluK Kareidb SMylbcuid [TukepuHra U MX CTPYKTYPHBIX, MOP(GOJIOTHYECKHX M KOJUIOHMHO-
XUMHAYECKAX TapaMeTpoB B CHCTEMax 3-(TPUMETOKCHCHIHMI)IIPONMI MeTakpuiaT/ aHTUPPUKIAOHHBIN
areHT/ BOJa/ CYyCIICH3WsS HAHOYACTHII JTUOKCHJA KPEMHHUS C TPUBICYCHUEM COBPEMEHHBIX (DU3HMKO-
xumuaeckux metonoB (JCP, TOM, COM).
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I'NAPO®OBTHI ATEHTTEPAI 3-(TPUMETOKCHUCHUJINJDITPOIINJI
METAKPHUJIAT/ AHTU®PUKIIMOH/IbI ATEHT/ CY/ KPEMHUI TUOKCH/II
HAHOBOJILEKTEPAIH CYCIIEH3UACBI CUCTEMAJIAPBIHIA
MUKPO- ) KOHE HAHOKAIICYJIAJIAPIbI AJTY YIIHIH TAHIAY

AnHoranus. JKympicTa 3-(TPUMETOKCHCHIIHI)IIPOMII METaKpriaT/ aHTH(QPHUKIHMOHABI areHT/ cy/ KpeMHHH
JIHOKCUI HaHOOOIEKTEPAiH CYCIICH3HACH CHCTEMaapblHIa aHTUQPUKIHSIBIK opekeTi 6ap GyHKIHOHAIIBI ©3i-
MEH 031 KaJIIbIHa KeJIeTiH KaObIHIbIIAP IbI JKacay YImiH [THKepHUHT SMyIbCHSIIAPAbIH HETi31HIe aKTUBTI THAPOPOOTHI
areHTi 0ap MHKpO- YKOHE HAHOKAIICYyJaJap/sl AM3aiHI MEH KAJIbIITACTBHIPYBIHBIH d31pJCYIiH FHIIBIMU HETI3ACPIHIH
HOTHXKeNepi kepceTiireH. KypblIbIMHBIH ONTUMAJIBIK MOP(OIIOTHSICHIH aly YUIH rHApo(o0Thl areHTTiH TaHAaTybl
JKaCaIIbIH/bl. AKTHBTI areHTTIH paJnKa Ti30eTiHiH, OHbIH XUMHUSJIBIK TAOUFATHIHBIH XKOHE CY (ha3aChIHbIH KbIIIKbLI-
JIBIFBIHBIH CHHTE3CITCH 3MYJIbCUSUIAPIBIH HETI3r CHIaTTaMaiapblHa 9Cepi 3ePTTENIreH. AKTHBTI UHTPEIUCHTTEPII
KaIcyJiay YIIiH KEHETTEH IMYJIbIHPIICY 9/1iCi, CKAHUPJIICY KOHE TPAHCMHUCCHOHIBI 3JICKTPOHIBI MUKPOCKOTIHS 9JTIC1
(ZeissEM912 Omega), MUKpo- ¥ HaHOKAIICYyJIaJlap/AbIH OJIIIEMIEPiH aHbIKTay YIIiH JIa3epiaiK KOPPEJSLHSIbIK CIIeK-
Tpockonus 9mici (ALV-7004 Multiple tau digital correlator), 3eKTPOKHHETHKANBIK J[3€Ta-IOTEHIMAIBIH aHBIKTay
yurie omici (Malvern Zetasizer NanoZ apparatus) ocbl 3epTTeyae Koanansuiael. CHHTE3AeIreH OOIIeKTepIiH A3eTa-
noTeHIHabI -50+60 MB MoHTe He OOJIBII, 3JIEKTPOCTATUKAIBIK KYIITEP ce0eOIMEH SMYIIbCHSHBIH YKOFaphl TYPaKThI-
TBIFBIH KopceTTi. Ochuiaiiina, 3epTTey HOTHIKECIHIE CHHTE3/ICIITeH IMYJIbCUSHBIH JKOHE KaICyIalapblH ONTUMAIIbI
CHUIMaTTamanap/ibl KOPCeTKEH KarcCyJiay MPOLECCiHAe KOJMIAHFAH aKTUBTI areHTTEP KEJEIIeK 3epTTeyre TAHIa/Ibl.

Tyiiin ce3zaep: [TukepuHr AMYIBCHACH, HAHOIMYJIbCHUSIIAP, MUKPOUHKAICYJISLUSIIAY, IMYJIbIUpIey, HAHOKAI-
cyJsanap
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