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PREPARATION OF SUPER HYDROPHOBIC AEROGELS
Ivanov S. L., 'Khusain B., Tsigankov P.U.*, Hudeev I. ., Menshutina N.V.

'D.V.Sokolsky Institute of Fuel, Catalysis and Electrochemistry, Republic of Kazakhstan, Almaty
D.l. Mendeleev University of Chemical Technology of Russia, Moscow, Russia.
* pauchemy@gmail.com b.khusain@ifce kz
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Abstract. The experimental results on silica aerogels with super hydrophobic property are reported. Silica
alcogels were prepared via a two-step sol-gel method based on tetroetoksisilana (TEOS). Modification of the
structure was carried out both at the stage of the sol and aging step. Alcogels were dried by heat drying at
atmospheric pressure and with supercritical carbon dioxide. Comparison of the results was carried out. Testing was
held on the sorption properties on the example of rare earth ions.

MOJIYYEHUE IT'MIPO®OBHBIX ASPOT'EJEN

Heanos C.U., 'Xycaun b., Ilpirankos ILIO., Xyaees U.A., Menbmyruna H.B.

'AO "HHCTHTYT TOIUIMBA, KaTanu3a u ssekrpoxumun um. JI.B.Cokonbckoro"
Poccuiickuil xumuko-rexHonoruueckuil yausepeuret uM. .M. Menaeneesa, Mocksa, Poccus

KarueBble c1oBa: Heopranudeckue ruipohoOHBIE adporeiu, COPOSHTHI, CBEPXKPUTHIECKAs CYIITKA.

AnHoranus. [IpuBeneHBI AKCIEPUMEHTANBHBIC PE3YIBTATHl IO TIONYYSCHWIO KPEMHHEBBIX adporeieid ¢
ruapodoOHbIMH cBOWcTBaMK. KpeMHHEBbIE aJIKOTelId TOTOBMIIM € TIOMOIIBIO JABYXCTaAMHHOTO 30J1b-TeJb METO/Ia Ha
ocHoBe TaTpodToKcucwiana (TOOC). Moaudukanus CTpyKTypsl IPOBOIUIACH KAK HA dTAre 30Jis1, TaK U Ha dTare
cTapeHus. AJKOTeNU CYIIWIN C TOMOIIBI0 TEIJIOBOM CYIIKM TpU aTMOCHEPHOM [ABJICHHH M C IMOMOIIBIO
CBEPXKPUTHUYECKOTO JMOKCH/A yriiepona. bblIo mpoBeieHO cpaBHeHHe pe3ysbraToB. [IpoBepka cOpOLMOHHBIX
CBOWCTB IIPOBOJIMJIACH HAa PUMEPE COPOIIMU HOHOB PEIKO3EMEbHBIX METAJIIOB.

bnaronaps 60Jb110# 110N TOBEPXHOCTH, BEICOKON OPUCTOCTH U BO3MOXKHOCTH PEryJIMPOBaHHUS
CTPYKTYPBI, 23pOTelI UMEIOT BHICOKUH MOTEHIIUAI JIJIs aJICOPOIMH PAa3IUYHBIX BEIeCTB. Adporenu Obun
HCCIIEIOBaHbI B KauecTBEe COPOSHTOB JIJIsl OYUCTKH pa3inuBoB HedTH [129], st yaneHus: HOHOB TSKENBIX
metaiioB [130], ¢eHona u kpacuTeneil U3 BOAHBIX PACTBOPOB, [UIS yIAICHUS JIETyYUX OPTaHMYECKUX
COCAMHEHHH M3 BO3[yXa, B KauecTBE OUMCTUTENs TommmBa it T3, ans ancopouun CO,, a Takke i
XpaHeHHs BOJOPO/a.

KpemHueBsle  asporenn  ABISIOTCA  YHUBEPCAIbHBIMH  MaTEpHalaMM, JOCTYNHBIMH  JJis
TEXHOJIOTHYECKMX W HAyYHBIX MPHUMEHEHWH Onarojapsi WX YHHKalbHBIM cBoicTBaM [l]. OmHoil u3
OCHOBHBIX MPOOJIEM KX MUPOKOTO KOMMEPYECKOTO MPOU3BOJICTBA SBISIETCS YYBCTBUTENIHFHOCTD K BIIare.
OT1o mpolbieMa CBsi3aHAa C HAIMYUEM MOJSIPHBIX THAPOKCUTPYNIT HAa TIOBEPXHOCTH a’pOrens, KOTOpHIE
CHOCOOHBI NPUHUMATh ydacTHe B 00pa3oBaHMM BOAOPOIHBIX CBsi3eil ¢ Bogod. KonaeHcanus Boabl B
MOpax a’porelisi pa3pyliaeT UX OCHOBHYIO CTPYKTYpY 3a CUET KanmwUIIpHOro jaamieHus. B cratbe [2]
OlMCaHa METOJWKa TI0 MOJU(HUKANUK TOBEPXHOCTH ad’poreneidl ¢ HCIOJIb30BAaHHUEM CMECH
nzonpomwiosoro crupra (UIIC), tpumernnxnopcunana (TMXC) u H-rekcaHa 0Opu KOMHATHOM
Temrepatype 0e3 3ameHbl pactBoputens. Ilpomcxoaut 3amemenue rpymmbsl Si-OH Ha cTabuiubHYO K
ruaposn3y Si-OR (R —ankuin wim apuin) rpyriny, 4T0 HHIHOUPYET aICOPOIIUIO BOJIBL.

B pabore [3] Obutd mosydeHbl TUAPOPOOHBIE a’poread Ha OCHOBE JMOKCHIA KPEMHHS,
MPUTOTOBJICHHBIE IO JBYXCTaJUMHOMY 30i5ib-Tesib MeTony ¢ nobasieHueM N,N-guMerundopmamuaa
(IM®). Crapenue TpOBOAWIOCH B ABa dTama C IEJIBIO IMOBBIMICHUS MPOYHOCTH M KECTKOCTH, UYTO
[O3BOJIMJIO YMEHBUIMTh ycalky asporeneil. Ilocne crapeHus ankorenu mnojaBeprajuch MoAu(UKaLuu B
91
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pactBope UIIC/TMXC/u-rexcan mpu 60 °C.

B nmannHO#l paboTe KpeMHHEBBIH ankorenb ObBUI TOJAY4YeH MO MeToAuke [3] C MOMOIIBIO
JBYXCTAIMHHON 30JIb-T€Ib TEXHOJOrWd ¢ wucnonb3oBanueM TOOC, sranona (EtOH), Bomer (H0),
comsiHoit  kucnotel (HCl) m ammmaka (NH,OH) B MmombHOM cooTHomenun 1:6:8:0,001:1,1:0,01,
cooTBeTcTBeHHO. [IM® no6asisiics B MoibHOM cooTHomeHun JIM®/TO0C 0,8.

Iepseiit stam: TOOC, sranon, H,O u HCI cmemmuBarores B MoasHOM cooTtHormenun 1:4:1:0,001 u
nepemernmBarorcst ipu 60 °C B Teuenue | yaca. Bropoii stam: NH,OH, IM® 1 ocTaBIIeecs: KOIHIECTBO
H;O u sTanona 100aBISIOTCS B MCXOJHBII PacTBOP M MEPEMELIMBAIOTCS IPU KOMHATHON TeMIleparype B
teueHue 10 muuyTt. Ilocnme renmupoBaHMS aJKOTeNU BBIACP)KUBAINCH B CYLIIWIBHOM IIKady MpH
temmeparype 50 OC B Teuenne 1 waca. CrapeHue reieil IPOBOLMIOCH B B JTAla: BEIMAYMBAHHE B 30
00.% H,0O / EtOH B Teuenue 24 yacos npu 60 °C u B 70 06.% TDOC/ EtOH B Teuenue 16 yacos ipu 70
OC. O6BEMHOE COOTHOIIICHHE ATKOTeNb: PacTBOpP BhiMaumBaHus 1:3,1. Jlis MOAM(HKALIMK MOBEPXHOCTH
ObutH BBIOpaHBl cheayiomme cunaHpl: OkTHnTpmITOKcHcHIaH (OTDOOC) W BHHUATPUITOKCHUCHIIAH
(BTDOC). Ilocne crapenus ankorenu morpyxanuck B cMech UIIC/cunan/H-rekcan Ha 36 wacoB mpu 60
°C. Monshoe coorHomenue cunan:UIIC 1:1, oOBéMHOE cooTHOIIEHHEe H-Tekcad:.cunad 10:1.
MonudunupoBaHHbIE TEH CYIIMINCH TPH KOMHATHOHN TeMIepaType B TeueHHe § 4acoB u 3aTeM mpu 60
%C B Tewenme 24 waco. B crarhe [3] ommchiBaroTCsi ruapoQOOHBIE CBOMCTBA a’poreneii — yroi
cMaunBaHus ¢ BOAO# coctapiser 178°. Ckanupyommas 31ekTporHas MUKpockomus (COM) moydeHHbIX
asporernei npeacrasieHa Ha puc. 1.

13 Apr 2015

SEl

15KV
UK wm. 1M, Mengencesa

Puc. 1. CHuMOK KpeMHEEBOTO asporens Ha ocHoBe TOOC, Mmonudukanus nposoamiack B8 BTOOC

WOD11mm S8§15 x10,000 1pm

8149

ABTOPCKMM KOJUIEKTUBOM OBIJIO TMPHUHSATO pELICHUE COKPATUTh BPEMs MONyYeHHs TUAPOGOOHBIX
asporesyiell 1 IpOBOAUTH MpoLecC MOIU(PHUKALNN CTPYKTYPbl Ha CTaguu 30is1. HemocpencTBeHHO B 30i1b
Ha stane 1 gob6asmsuics OTDOC B monbHOM cooTtHomennu ¢ TOOC 1:2. Ha pucynke 2 mpencrasieHa
cxema Moiy4eHus TiAPo(HOOHBIX adporenei.

90
—2>
OT20 5 5.0 NH O 5 - e I5 ATM. |

EtO M P—

w0200
2| %0 ©
> \O 00 | \ y \ ) L
30516, 60 Ten 1 sTan 25Tan Asporen
Co cTapeHust cTapeHus

B HZO / EtOH

B TDOC/

Puc. 2. Cxema noJiyyenusi ruipo)o0HBIX adporeiei
Ha pucynke 3 mnpexacraBnen cHuMok asporenst c¢ pgoOasienueM OTOOC. IlomyueHnsle 10
MOJIU(HUIMPOBAHHON METOJHMKE a’porein o0JaJaroT CIeIyOIMMHU CBOMCTBAMM: YHENbHAs IUIOMIAIb
noBepxHoctd 400 M%/T, yIenbHBIH 066EM mop 3 cM/T 1 muamerp mop ot 20 10 40 M. YacTs ankoreneii
OBIJIa BEICYIIIEHA C TIOMOIIBIO CBEPXKPUTHIECKOTO THOKcH A yriaepoaa. Ha pucynke 4 npencrasien COM
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MONYYEHHBIX ajporenieil. bBpulo TpoBeaeHO CcpaBHEHHME adporesed, MONYyYeHHBIX C I[IOMOIIBIO
atMochepHo# cymku u cBepxkputmdeckoit cymku (CKC).

46 WD11mm x1,000 ¥ 10m —_—
WL, Monaencesa % ¢ %8128 13 Apr 2015 .

Puc. 3. CHUMOK KpeMHHEBOI0 a3poreJisi Ha OCHOBe T3OC u OT3OC MOJIy4YeHHOT' 0 ¢ MOMOLIBIO TENJIOBOMH CYIIKH
npu atMocepHOM JAaBJeHUH

UK v, AW Mo»umnonn!—
Puc. 4. CHuMok kpeMHHeBOro0 ajdporeiist Ha ocaoBe TOOC u OTI0C nonyqeﬂﬂoro ¢ nomousio CKC

[Mocne moyuenust adporesnei, ObIIM POBEPEHBI UX COPOIMOHHBIE CBOCTBA. [IpoBeieHO cpaBHEHHE
C rpaHyJlaMH yTJIepoAHBIX HaHOTPYOOK (rpanyn YHT) ¢ mnomansto ynensHoi noBepxaoctu 1200 M2/r.
CpaBHEeHHe IPOBOIMIOCH Ha IPUMEpE COPOLIH HOHOB penKo3eMenbHbx Metamios (La®, Sc¢**, Ce™) us
BosiHOTO pactBopa. CopOIus MPOBOAMIACE IO CIEIYIONICH METOINKE: TOTOBUIIMCH MOJIETIbHBIE PACTBOPHI
1000 MKT/7 KpHCTaIIIOTHAPATOB PEAKO3EMETbHBIX METANIOB B BOJHOM PAacTBOpE a30THOW KHUCIOTH 0,2
Mmacc.% (HNQOg). ITocie orOupanocs mo 100 M KakI0ro MOJENIFHOIO PacTBOpa U morpyxaioch no 0,5 r
kaxaoro asporens u rpanyn YHT. Cnycrs 24 daca orOupanack npoda u pasbarisiack B 50 pasz 0,2
Mmacc.% pacteopom HNO; HM3mepeHus: KOHIIEHTpaAIMU MPOBOAMIINCEH ¢ momolsio |ICP-MS. Pesynbrars
copOIMy TIpeJICTaBIIeHbI B Tabwuie 1.

Ta6anua 1. OcraTouyHasi KOHIEHTPALUS PeK03eMebHBIX METAJLJIOB MOCJ/Ie Mpolecca copouuu, ppb

La3+ Ce4+ Sc3+
BT20C 0,951 1,106 0,606
OT20C 0,916 0,98 0,486
I'panynet YHT 1,122 1,123 0,572
% npupocta copburn BTO0C 15,24% 1,51% -5,94%
% mpupocta copbimn OTI0C 18,36% 12,73% 15,03%

CrnemxyeT OTMETUTh, YTO BCE OOpasllbl a’poreiiell MOoKa3alld XOpOoIlre COPOLMOHHEBIE CBOWMCTBA.
Jlyummm okazanics  asporenb Ha ocHoBe TOOC um OTDOC, ero BO3MOXKHOCTH IO COPOIUH
pPEeAKO3eMENbHBIX METAJUIOB TMPEeBOCXOoAT mokasarenu rpanyn YHT nHa 18,36%, 12,73% u 15,03%
pactBopos La*",Ce*" u Sc** coorBercTBeHHO.
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BriBoabI

Lenpto naHHOW pabOTHI SIBIISCTCS TMOJNy4YCHUE TUAPOPOOHBIX a’poreieid M HUCCICIOBaHHUE WX
COpPOITMOHHBIX CBOMCTB. M3 MpoBeAEHHBIX SKCICPUMEHTATLHBIX HCCICIOBAaHUN MOXKHO CHEJIaTh BBIBOJ,
yro ruapodoOHbie asporenu Ha ocHoBe TOOC ¢ momudukanueit OTIOCom u BTOO0Com sBistroTes
XOpOIIUMH COpOEHTaMH JIJIsl PEIKO3EMENBbHBIX MeTauioB. [IpocroTa momydeHuss W cymka 0e3
CBEPXKPUTHUECKUX YCIOBHUH MO3BOJISTIOT TOBOPUTH 00 X HU3KOHW CEOECTOMMOCTH.

B nmanpHedmem TUTaHUpYeTCS TPOBEIEHHWE OKCIIEPUMEHTOB Ha TIPOBEPKY CEIIEKTHBHOCTH
MOJIyYEHHBIX a’poreici U pa3paboTKa METOJIOB HW3BJICUYCHUS PEAKO3EMEIbHBIX MATEPUATIOB M3 IIOP
asporens. OOHUM W3 TIEPCTIIEKTHBHBIX HAMpPAaBICHHN SBISETCS pa3paboTKa METOAWK TONy9eHHUs
OpTraHUYECKUX adpOoresie Ha OCHOBE ajlbIrMHATa HATPHS I COPOIIMH METAJIOB U3 CTOYHBIX BOJI.

Pabora BeImonHeHa ipu (huHaHCOBOH nojiepxkke ['Y “Komuter Haykn MuHHCTEpCcTBa 00pa3oBaHus
u Hayku Pecniy6imkn Kazaxcran» B pamkax moroopa Ne 294 ot 12.02.2015.

Heanoe Ceamocnas Heopeeuu x.m.H., cmapuwiuii Hayuuwlii compyoHux MYHI] mpancgepa
dapmayesmuueckux u buomexuonozuii PXTY um. /[. U. Mendeneesa, Poccus, Mockea

Xycaun Boramoek k.m.H., 3aM.2eH.OupeKmopa no UHHO8AyuoHHoU desmenvrocmu AO «Mucmumym
monauea, kamanusa u snexkmpoxumuu um. /{.B.Coxkonvcrkoeo» Pecnybauxa Kasaxcman, Anmamor

Llvicankoe Ilasen IOpvesuu acnupawm KageOpvl KubepHemuKu XUMUKO-MEXHOIOSUYECKUX
npoyeccoe PXTY um. J[. U. Menoeneesa, Poccus, Mockea

Xyoeee Hnnapuon Hzopesuu  cmyoenm xragheopvl KubepHemuku XuMUKO-MEXHOI02UYECKUX
npoyeccoe PXTY um. /[. U. Menoeneesa, Poccus, Mockea

Menvuwymuna Hamanva Bacunvesna o0.m.1., oupexmop MYHIL] mpancgepa gpapmayeemuueckux u
ouomexnonozuii PXTY um. /]. U. Menoeneesa, Poccus, Mocksa
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cy )KYKHAI?'ITI)IH ADPOTI'EJbAEPIH AMBIPBII AJTY
HBanos C.U., 'Xycaun B., lpirankos ILIO., Xyaees U.H., Mensmyruna H.B.

1" J1.B.CokoubeKuil aTbiniarsl JKanapMmaii, Katainns xKoHe SJIeKTPOXUMUS HHCTUTYThI" AK
J.M1.MenneneeB atbiHAaFbl POCCHSIIBIK XUMUSIIBIK-TEXHOJIOTHSUIBIK YHUBEpcUTeT, Mackey, Peceit
Tyiiinai ce3nep: GeliopraHUKabIK Cy )KYKIAWTBIH adporenbaep, CiHIprimTep, aca MeKTiK KenTipy
Annoranusi. Cy XyYKIaifTeiH Kacuertepi 0ap KpeMHHH a’poresbJepiH aibIpbll ally 3KCIEPUMEHTTEP HITHXKeIepi
kepcerinreH. Kpemuuii ankorensaepin tarposrokcucian (TOOC) HeriziHze eki Ke3eHMIK KipHe — Iellb TICUIHIH
KeMeriMeH maibiHnaapl. KypbuibIMael TypiieHIipy KipHe Ke3eHiHIe ne, KapTal Ke3eHiHJAe A€ OTKI3UIi.
AJnKorenbpaepi aTMocdepasblK KbICBIM OapbhICBIHAA JKBUTYyMEH KENTipy[iH KeMeTiMeH J>KoHEe KOeMIpTeKTiH aca
KPUTHUKAJBIK JHOKCUIIHIH KeMeTriMeH KenTipai. HoTwkenepai cambicThipy oTKi3iigi. CopOIUOHIBIK KacHeTTepai
TEKCePY CHPEK JKep MeTaIapIbIH HOHAAPBIH cCOpOIMsIay YIri Heri3iHae oTKi3UIIi.

[Moctrynuna 01.09.2015 r.
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