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INOBEPXHOCTHO-AKTUBHbBIX BEIIECTB

C.B. JIbicenko, 1.0. Kprwokos, O.A. Capkucos, A.b. Aonkenosa, C.B. bapanosa,
B.A. Octpoymona, C.B. Kapnames, H.®. KoBaneBa, J.A. Kapaxanos

(kagpedpa xumuu Hedpmu u opeanudeckoeo kamanusa, e-mail: Is@oil.chem.msu.ru)

2
Me3onopucThie aJTI0OMOCUINKATDI, HMeIolIHe yIeabHYI0 moBepxHocTh 10 1030 M”/r 1 imameTp nop
o133 10 43 A, nostyueHsI ¢ HCN0/Ib30BAHHEM B KAa4ecTBE CTPYKTYPUPYIOLINX ATe€HTOB FeKca/Iel -
JIAMHMHA U TPHOJIOKCONOJIMMePa MOJUITHIIEH- H MOJIHIIPponuIeHokenaa. M3ydeHa ux kataauTuyec-

Kasi aKTUBHOCTh B KPeKHHIe THAPOOYHIIEHHOT0 BAKYYMHOT0 ra3oiiis mpu 500°C.

KuiloueBble cji0Ba: mezonopucmule anioMOCUIUKAMYL, CUHmMe3, HeuoHozeHHvle 11AB,
eexcadeyunamun, nUOPoHUK P ,,, xamanumuueckui Kpekune, 2u0poOUUUeH bl 6AKYYM-

HblLL 2A30UJb.

YropsoueHHbIE ME30MOPUCTHIE AJTFOMOCHIIMKATHI B
TOCIIETHAE TOfbI MPUBJIEKAIOT BHUMAaHUE HCCIeA0BaTeeh
KaK KOMIIOHEHTHI T€TepOTre€HHBbIX KaTranu3aTopoB [1—4].
BriepBeie orn Obu momydeHs! B 1992 1. nccnenosare-
nsmu dupmel “Mobil” [5]. Tlogxon k cuHTe3y, MpeIo-
KEHHBIH aBTOpaMu [5], 3akioyancs B TOM, YTO THUIPO-
KCHUJIbl QJIFOMUHHSI U KPEMHUS OCaKAAIOTCS U3 pacTBOpa,
COZIEPIKAIIeT0 TaK HA3bIBa€MbIH TEMILIAT, KOTOPHIM CITy-
’KaT MHUIIEJUIBl TOBEPXHOCTHO-aKTUBHOT'O BEUIECTBA
(ITAB). B pesynbrare ocaxaeHusi oOpa3yercsi NCXOIHas
(dhopmMa Me30MOPHUCTOr0 Marepualia, BECh 00beM MOop KO-
TOPOTO 3alOJHEH MOJEeKYJIaMH TeMIulaTa. 3aTeM TeMII-
JaT y#ajuseTcsl MPOKalIWBaHUEM 0OpaslloB HAa BO3AyXe
npu 550-600°C. Marepuainsl, MOJy4YeHHBIE B MPUCYT-
cTBUU KaTHOHHBIX [IAB (ramoreHugoB 1EeTHUITPUMETH-
JIAMMOHWUSI), IMEIT OOJIbIIINE 3HAYCHUS YIIEIBHOM MTOBEP-
xHOoCcTH (1m0 1100 Mz/l"), o0bem mop a0 0,7 eM’/r ¥ -
metp nop ot 20 o0 100 A.

[Tyrem BappHpOBaHHS YCIOBHH CHHTE3a MOTYT OBITh
MOJTYYEeHbl ME30MOPHUCTHIE ATIOMOCHUIMKATHI C JIOCTATOU-
HO IIUPOKUM CIEKTPOM (PU3HKO-XMMHUYECKUX XapaKTepH-
cTuK [4]. Yka3zaHHbIe MaTepHalbl, MOJJOOHO IEOIUTaM,
MOTYT OBbITh MOJU(HUIMPOBAHBI C LETbIO MPUIAHUS UM
HEOOXOMMBIX KaTaIMTHYeCKHX CBOHCTB [6]. Cpemu pac-
CMaTpUBAEMOro Kjlacca MaTepuajoB HAHOOJBIINI HHTE-
pec ms HedTernepepadboTKu 1 He(PTEXUMUHU TIPEICTABIIS-
10T, Ha Halll B3IVISJ, aJIOMOCHJIMKAThI, IOJyuYeHHbIE B
NpUCYTCTBUM HeroHOoreHHbIXx ITAB. Oto cBsizaHo ¢ TeM,
YTO HCIHOJb30BaHue HeMOHOreHHbIX [TAB mo3Bomser mo-
JIydaTh MaTepuaibl ¢ AMaMeTpoM mop oT 25 1o 500 A;
COTIOCTaBUMBIM C pa3MepaMy MOJEKYN OOJNbIINHCTBA
BEIIECTB, BXOSIIMX B COCTAaB HE(TSIHOTO CHIPbs. AHAIN3

JUTEPaTypHBIX TAHHBIX TOKa3ajl, YTO HAaHOOJbIIEH Tep-
MHYECKOW YCTOWYMBOCTBIO CPEI ME30MOPUCTBIX AITFOMO-
CHJIMKATOB, YJIOBJIETBOPSIIOLINX MEPEUNCICHHBIM TpeOoBa-
HUSIM, 00JaIal0T MaTepuaibl, CHHTE3 KOTOPBIX OCYyIIe-
CTBIISIETCS B MPUCYTCTBUM Tekcaaenunamuta (Al-MMS,
Al-HMS) u TprGokcornoanmMepoB MOIUITHIICH- U TIONH-
npormteHokeraa (Al-SBA—-15) [7-10]). IHockonbky mpo-
MBIIIUICHHBIC IICOTUTCOACPIKAIIIEe MUKpOChepHIecKre
KaTau3aTopbl KPEKWHra HE(TSHBIX Ta30MjIel MmoBepra-
FOTCSI B IIPOLIECCE DKCIUTYaTalMu BO3JIECHCTBUIO BBICOKOM
TeMreparypsl kak B peaktope (okono 500°C), Tak u B
pereneparope (okono 700°C), Ha Hail B3MISL, aKTyalbHO
ObuT0 OBI anpoOMpPOBaTH yKa3aHHBIE BBIIIE MaTEPHAIbI
MMEHHO B ATOM IIpoIiecce.

Lenp HacTosAIIEH pabOThl — MOydYeHHUE ME30IMOpHC-
THIX AJTIOMOCHUJIMKATOB B MPHUCYTCTBHH HEHMOHOTCHHBIX
[TAB u u3yueHHe MX aKTHBHOCTH B KPEKWHI€ THAPOOUH-
HIEHHOTO BaKYyMHOTO Ta30MJIsl.

3KCHepI/lMeHTaJILHaﬂ 4acTb

CuHTE3 ME30MOPUCTHIX AFOMOCHIIMKATOB OCYIIECTB-
JSUTA B TIPUCYTCTBUHM TEMILIATOB, KOTOPBIMU CITY)KUJIH
rexcageuunamus  C, H;;NH, (HDA) (“Acros
Organics”) n cononuMep MOJMMATHIICH- U TIOJNUTIPOTIHIIC-
nokcuna EO, PO, EO,, (“4ldrich”). B xayectBe Hc-
TOYHMKA KPEMHHS HCIIOJIb30BaM TETPAadTOKCHCHIIAH
Si(OEt), (“Acros Organics”™), coaepikKaHue 0CHOBHOIO
BeliecTsa He MeHee 98%. B kauecTBe MCTOYHMKA allto-
MUHUS UCIIOJIb30BaJIM BTOPUYHBINA OYTOKCH| QJIFOMHHUS
(6mop-BuO),Al (“Fluka”) u n30MpONOKCH]] aTIOMHHHUS
(u30-PrO);Al (“Acros Organics”). O6pasusl 1 u 2 no-
nydanu cleAyrmuM obpa3oMm. B konly, cHaOXeHHYIO
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MEMIaJKOW U OOpaTHBIM XOJOIMIBHUKOM, TIOMEIIAIN pa-
creop 10,4 r (0,05 mons) Si(OEt), B 20 mn sTaHona,
npubapnsnu pacteop 1,23 r (0,005 mons) (8mop-
BuO);Al B 9 mn uzonponanona. CMech MHTEHCHBHO II€-
pemermBai 4 4 ipu 70°C, 3aTeM ee mpHOABISIIA TIPU
nepemMemMBanui kK pactopy 3 T (0,0125 mons) HDA B
cmecu 20 mit Bogel 1 30 M staHona. [lpu 3ToM BomHO-
cnuptoBoii pactBop HDA Obur Harper mo 25°C npu
cunrese oopazmna 1 u g0 30°C npu cuHTe3e oOpasua 2.
Cmech mepeMenvBaid B TE€UEHWE 5 MUH U OCTaBILUIM Ha
20 4 ipu KoMHATHOH Temmeparype. Ocaaku OTPHUIBTPO-
BbIBaNM, cymwin 20 4 Ha BO3IyXxe, MOMENIAId B MYy-
¢enpHyt0 MEus, HarpeBam a0 110°C, cynmmum 4 4. O6-
pasupl HarpeBaii 10 200°C co cKOpocThi0 2°/MUH, BBI-
JepKuBanu 3 4, Jlajee HarpeBajdd B T€UeHHe | 49 J0
600°C u nmpokanuBainu B Toke Bozayxa 6 1 mpu 600°C,
3areM 3 4 nipu 650°C.

CunTte3 obpasna 3 mpoBOIMIIN CIEAYIOIIUM 00pa3oM.
B monuaTuneHOBBIA CTakaH MOMEIIATU pacTBOp 3 T
(0,0125 mons) HDA B cmecu 50 mu Boawl u 15 mu
u3onpomnanoia, nepememusany 30 mun npu 30°C. Bo
BTOpOH cTakaH romenianu pactBop 1,23 r (0,005 monn)
(6mop-BuO);Al B 17,5 Mmn u3onponanona, mpu mnepeme-
muBaHuu npubasnsian k Hemy 10,4 r (0,05 moib)
Si(OEt), u 20 mn Bogkl, cMech nepememupany 30 MuH.
IlonyyeHHBI pacTBOP CMECU COCAUHEHUN KPEMHUS U
ATIOMUHHUST TIPHOABIISUTA TIPY MHTCHCHBHOM TIEPEMEIITHBA-
HUU K pactBopy HDA B cMmecu BoABI U M30MPOMAHOINA,
Harperomy a0 30°C, npubansnu no kamiaMm 20 miu
BOJIBI M TIEPEMEIINBAIM TPH KOMHATHON TeMIeparype B
TeueHue 4 4, 3aT€M OCTaBJSUIM Ha HOub. OcaloK OT-
(IIBTPOBBIBAI, CYIIIM 24 4 Ha BO3IyXe, JAITHEHIIYIO
CYIIKY ¥ TIPOKaJIMBAHUE TIPOBOIMIN B TOM K€ PEKHUME,
4TO M B cioy4ae oOpasima 1.

O0pazen 4 nonydanu cieAyromuM obpasoM. B kondy
nomemanu 1,64 1 (0,008 mons) (u30-PrO);Al B 20 mn
BogHoro pactsopa HCI, nmeromero pH 1,5. Ilpu nepe-
memuBanuy npudassm 16,8 r (0,08 mons) Si(OEt),,
nepemenmBany 3 4. [lomydeHHyl0 cMech TP MHTEHCHUB-
HOM MEepEeMEUIMBAHUM NMPHUOABISIIM K PacTBOpPYy 8 T
(0,0014 moms) EO,,PO,,EO,, B 300 M1 BOogHOrO pa-
cteopa HCI, umeromero pH 1,5, narpetomy no 40°C.
Cwmech nepemermBanu 1 4 npu 40°C, nepeHocunu B rep-
METUYHYIO TTOJUTIPONICHOBYIO KOJIOY W TIOMEIANI €€ B
TepMmocrTar, BeiaepxkuBanmu 60 u mpu 60°C, ocamok oT-
(UIBTPOBBIBATIM U CYHIMIN Ha Bo3ayxe. OOpaser mome-
manu B My(enbHYI0 Ne4Yb, MEIJICHHO HarpeBaiH 0
110°C, cymwmm B MOTOKe BO31yXa 3 4. 3aTeM MEIIEHHO
B TeueHue 4 4 HarpeBanu 10 550°C, mpokanuBaau mpu
YKa3aHHOM Temmeparype 6 4 B MOTOKE BO3AyXa. Xapak-

TEPUCTUKH TIOPUCTON CTPYKTYPHI 00pa3LOB ONpPEICIsUTH
Ha aHamuzatope “ASAP-2020" (“Micromeritics”) 1o
cranaapTHoi Metoauke. Ilepen anamuszoM oOpasubl Ba-
KyymupoBanu 6 4 npu 350°C. U3orepmy ancopOuuu-
JiecopOnuM a3oTa cHUManu npu Temmepatype —196°C.
Jns onpeniesieHnsl XapakTePUCTHK TIOPUCTON CTPYKTYPHI
ucnonp3oBanu npubop “ASAP-2020" w crangapTHOE
IPOrpaMMHOE O0€eCIeueHue. YenbHas MOBEPXHOCTh pac-
curtaHa 1o mMonenu BET mpu OTHOCHTEIFHOM Maplaib-
HoM Jasnenun P/P; = 0,2, oOuwmii 00beM 1Op — 10 MO-
nenmu BJH mipy OTHOCHTENIBHOM NaplIUaIbHOM JTaBIECHHH
P/P, = 0,95. Ananu3 coctaBa MaTepuala IPOBOIWIN Me-
TOJIOM aTOMHO-a0COPOIIMOHHOM CIIEKTPOMETPUH, HA TIPH-
oope “Analyst800” bupmbl “PerkinElmer”, nns yero
00pasibl NpeaBapUTEIbHO CIUIABILUIH ¢ (pirocoM (cMech
Terpabopara auTusl U GTOpUAA JIUTHS), & 3aTEM PaCTBO-
pSUI B BUHHOM KHCIIOTE.

Me30nopHcThie aTFOMOCHIIUKATBI UCTIBITHIBAII B Kpe-
KUHT€ TUIPOOYHMILIEHHOTO BaKyyMHOTO Ta30MJisi (MHTEpBal
BhIkHnanus 350-525°C, conepxkanue cepol 0,59 mac.%).
Kpekunr npoBonunm Ha 1abopaTopHON YCTaHOBKE MPO-
TOYHOT'O THNA C 3aKPEIUIEHHBIM CIIOEM KaTajau3aTopa,
COOTBETCTBYyIOIIEH cTtanmapty “ASTM D-3907-2003",
npu temneparype 500°C u 00beMHOM CKOPOCTH MOAAUM
CBIpBS 15 g, [IpenBapuTensHO 00pa3ibl MPECCOBANIN B
npecc-popme npu daBieHnd 1250 at™m, m3Mensyam, oT-
oupaim (paknuro rpanynomerpudeckoro cocrtasa 0,18—
0,25 mm. 3arpy3ka obpasua B peakrop 4 oM’ (1,5 r).
Beixon 6ensuna u dpakipm 200-300°C onpenensim me-
TOJIOM Ta30KHIKOCTHOW Xpomartorpaduu C UCIOJIb30Ba-
HUeM KoioHku 5% “SE-30/Chromaton-N-AW-DMCS”.
CocraB 1a3000pa3HBIX MPOAYKTOB KPEKHHIA OMNpeesisuia
METOZIOM T'a30aJICOPOLIMOHHON XpoMaTorpaduu ¢ UCTIONb-
30BaHHEM JIByX KOJIOHOK: MOJIEKYJSIpHbIE cuTa SA (aHa-
m3 H, u CH,) u PLOT KCVAL O, (anamu3 raszos C,—
C,). Boxon xokca onpenensny rpapumerpudecku. Ioc-
JIe TIPOBE/ICHUST KPEKHHTa 3aKOKCOBaHHBIE 0OpasIibl pere-
HEPHUPOBAIHM OT KOKCa B TOKE BO3JyXa B TEUEHHUE 3 4
mpu 650°C, mocie 4ero MpOBOAMIM CIEAYIOMINN MK —
KPEKUHT-PETeHEPALIHIO.

Pe3yabTaTthl M UX o0cyKaAeHUe

OnHUM 13 OCHOBHBIX (DAKTOPOB, OMPEAEISIONIMX KaTa-
JIMTHYECKHE CBOMCTBA ME3OMOPHUCTHIX ATFOMOCHIMKATOB,
ABJISIETCS COAEPIKAHME B HUX allOMUHMS. Tak, ¢ pocToMm
COJIEpP)KaHUsI aJIFOMHHUS KUCJIOTHOCTh U aKTMBHOCTh Ma-
TEPUAJIOB, CHHTE3UPOBAHHBIX B OJWHAKOBBIX YCIIOBUSX,
Kak IpaBuiio, Bo3pactatoT. OJHako Ipu 3TOM Halmoza-
ercsl [IOCTENEHHOE CHIXEHUE UX TEePMUYECKOM YCTONYU-
BOCTH M YMEHBILICHUE Y/IENBHOW MOBEpPXHOCTH. B HacTo-
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gmel pabore OBITM CHHTE3UPOBAHBI YEeThIpe oOpasma
ATFOMOCHJIMKATOB C aTOMHBIM COOTHOIIeHHeM Si/Al, pas-
HbIM 10. 3a ocHOBY cuHTe3a 0o0pas3uoB 1 u 2 ObuM B3s-
Thl TUTEPATypHBIC TAHHBIC MO MCCIECJOBAHUIO BIMSHUS
cocraBa amoMocuukatoB A-MMS, nony4eHHbIX B MpH-
CYTCTBUM AOJCIMIAMUHA, HA UX CTAOMILHOCTh U aKTUB-
HOCTb B KpekuHre kymona [8, 9]. Cinenyer oTMETUTS,
YTO METOJIMKA CHHTE3a, pa3paboTaHHas B [§], BKIIOUaeT
B ceOs cramuio HarpeBanusi cvecu coemunenuii Si(OEt),
1 (u30-PrO);Al npu 70°C no ee npubaBieHHs K TEMII-
nary. YKazaHHas Mpoueaypa, o MHEHHUIO aBTOPOB, CIIO-
cobcTByeT oOpaszoBanuto cBszei Al-O-Si, B pesynbrare
Yero B KOHEYHBIX MaTepuasiax OoJbIlas 4acTh aTIOMHU-
HUSI BXOJHUT B CTPYKTYPY aJTIOMOCHITHKATA.

B omnmnume ot meronuku [8], B KOTOpO#l TeMILIaTOM
CITYWI JOACLMIAMHH, B HACTOsIIEH paboTe B KadecTBe
[TAB ucnonb30Baii reKcafeIaMUuH; UCTOYHUKOM aJIko-
MuHus cinyxun (emop-BuO);Al, nockonbKy ykasaHHoe
BEIIIECTBO XOPOILIO pacTBOPHMO B m3omponaHone. O0pas-
el 1 ¥ 2 Toyyanu mo cxeme.

CMech coeIMHEHUI KpEeMHHSI U aJlFOMUHUS TIepeMeln-
Ban 4 4 npu 70°C, a 3arem mpuOaBIsIA K PacTBOPY
rekcajieiiiaMiHa B BOAHO-3TaHONBHOU cMmecu. Ilpn
9TOM PACTBOP TEMIUIATa TEPMOCTATUPOBAIN Ha BOISHOM
6ane mpu 25°C (mpu cunte3e obpasua 1) u npu 30°C

0,005 moae
(sec-BuCkral +
+% au i-PrOH

0,05 Mo
SI{OEt)y
+20 mn EtOH

0,0125 Mo 70°C. 44, mepemen.

CraHzNH: (HDA}

(pu cuHTE3e 00pasia 2); MOCKOJIbKY NpH 0oice HU3KUX
TeMIlepaTypax reKCaJellMIaMiH TUI0XO PacTBOPUM B BOI-
HO-3TaHOJBHON cMecH. [loce BeIIepKUBaHUSI pEaKIIMOH-
HBIX CMecel ImpHu KOMHATHON TeMIeparype B TeUeHHE
20 9 mo;ydYeHHbIE OCaIKu ObLTA OT(QHIBTPOBAHEI, BBICY-
IICHBI W MPOKAJIIEHBI Ha BO3JyXe B My(enpHOW meuu ¢
HCTIOJIb30BAaHUEM CTYIIEHYATOr0 HarpeBa C IeJbi0 Ipe-
JOTBpAIIECHUS Pa3pyLICHUs] CTPYKTYPBI.

[omyuennsle matepuans! 1 1 2 ObUTM OXapaKTepHU30-
BaHbl METOJOM HH3KOTEMIIEpaTypHOIl aIcopOIuu a3oTa.
Hx m30TepMBI UMEIOT TIETII0 THCTepesuca (puc. 1), koto-
pasi CBUAETENBCTBYET O TOM, YTO MAaTEpUaNbl SBISIOTCS
ME30MOPUCTHIMH. XapPaKTEPUCTUKU MAaTepHANIOB, PAaCcCCUU-
TaHHBbIC Ha OCHOBAaHWHU PE3YJBTaTOB HU3KOTEMIIEPATypPHOM
ajcopOumm azorta, mpejcrasieHsl B Tabn. 1. Kak BumHO
13 TPUBEACHHBIX TaHHBIX, TEMIEpaTypa pPeakIHOHHOMN
CMeCH OKa3bIBaeT OOJIBIIOE BIMSHHE Ha (OPMHUpPOBAHHE
CTPYKTYpbI aJlFOMOCHJIMKATOB. Tak, oOpaser 2, MoJIydeH-
HBIM NPHOaBIEHNEM HMCTOYHMKOB KPEMHHS M AIIOMUHUS K
[TAB npu 30°C, umeer 3aMeTHO OOJBIIYIO YACTBHYIO TIO-
BepxHOCTh (670 M2/F) 1 OONBIIMK CpeTHUN TUaMETpP TIOp,
yeM oOpaszerr 1. MeTtomoM aToMHO-aJICOPOIIMOHHOM CIIeK-
TPOMETPUH OBUIO YCTAHOBJICHO, YTO COOTHOIICHHE Si/Al B
obpaste 2 cocrapisier 12:1, T.e. ONM3KO COOTHOIICHUIO
KOMITOHEHTOB B PEaKIMOHHOW CMECH.

Cxewma

1) pumETpAImMA
D204,

+20 mn HaO

1} 5 vuH |, mepeMent

:'I Si07xALO 1 HDA 2H,0 |

>|| Sic 3')\':911 10_:

3 110°c, 449

+30 v EtOH

23209, KOMH. TEMI.

4) 600°C, 6 4, Bozgy:
5) 650°C, 3 4 , Boay=

Tab6nuua 1

XapakTepuCTHKHU MOPUCTOMH CTPYKTYPHI 00pa310B Me30MOPUCTHIX ATIOMOCHIUKATOB

R N I [N e
1 33 0,65 489 —
2 Ci¢H33NH, 37 0,78 670 12
3 39 1,11 1030 10
4 EO1,PO+,EOs 43 0,66 750 80
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Puc. 1. U3otepmbl afacopOimu-necopOiuu oopasios 1, 2 u 3:
1 — agcopbuus, 2 — necopOuust

Onupasce Ha pe3ynbrarsl, nonydeHHsie B 2006 1.
uccnenoparensiMu u3 Muamiickoro nHCTUTYTa HEPTH
[9], a Tak)ke Ha mpUBEIECHHBIE BBIIIE PKCIEPUMEH-
TaJlbHbIE JaHHBIE, Mbl MOJYYWIA ME30MOPHUCTHIN ato-
Mocuiukatr (oopasen; 3) ¢ cootHomenuem Si/Al, paB-
HbiM 10:1. JIns cuHTE3a UCHOIB30BAIM T€ K€ HMCXO[-
HBIC BEIIECTBA, YTO M MPH MOIy4YeHUH oOpasioB 1 u 2,
IIPA 3TOM HECKOJIBKO OTIMYAJICS COCTaB M COOTHOIIIE-
HHUE pacTBopuTeneil. B ornuuue ot [9], rae B kaue-
CTBE HMCTOYHMKA AIIOMUHHUS HCIONb30Baiu (u30-
BuO),;Al, B Hacrosmeli paboTe MCXOAHBIM COEIUHEHH-
eM cayxuia (6mop-BuO),Al. Tlomydennslii me3onopuc-
ThIM oOpasen 3 o0iamaeT BBICOKOW YCIBHON MOBEPX-
Hocthio (1030 Mz/l“) M cpeaHHM pasmepom mop 39 A
(tabn. 1, puc. 1) Cootnomenue Si/Al coctaBuser
10:1, 9TO COOTBETCTBYET COOTHOIIEHHUIO KOMIIOHEHTOB
B peakUMOHHON cmecu. Marepuansl 1, 2 u 3 umeroT
JIOCTAaTOYHO Y3KO€ paclpeiesieHrne Mop Mo pa3Mepam
(puc. 2).

Takum 00pa3om, BapbUpOBaHUE YCIOBHI CHHTE3a IO-
3BOJISIET MOJTyyaTh MaTepHalbl, 3aMETHO pa3InYaroLye-
Csl IO CBOMM XapakrepucthkaMm. Crenyer OTMEeTUTh, YTO
Bce 00pasipl, CHHTE3UPOBAHHBIE B MPUCYTCTBHU TE€KCaJe-

IJIaMMHA, TIOJy4eHbI ¢ BBIXOZIaMU, OJIM3KUMHU K KOJIMYe-
CTBEHHBIM, B pacyeTe Ha B3AThIE COCIUHEHHS KPEMHHUS
Y QJTFOMHHHUSL

Hcnonb3oBanne B KayecTBE TEMIUIATOB TPUOIOKCHUIIO-
JMMEPOB TOJMATWICH- U TIOJTHUIPOITWIICHOKCHAA (HanpH-
Mep, IIpH NoMydeHun marepuasioB tuna Al-SBA-15) no-
3BOJISIET MPOBOJIUTH CHHTE3 ME30MOPUCTBIX ATFOMOCHIIU-
KaToB B BOJHOI cpejie 0e3 MpUMEHEHUs] OPraHHYeCKUX
pactBoputeneit [11]. B Hacrosimei pabote cuHTe3 00-
pasiia 4 OCyIIECTBIISUI IO METOJMKE, aHAJOTHYHOW OIH-
canHoi B [11], 32 UCKIIFOUEHHEM TOTO, YTO B KaueCTBE
MCTOYHHUKA aTIOMHMHUS MCIONb30Bamu (6mop-BuO),Al
BMecTo (u30-PrO);Al. TlonyueHHblli MaTepuan umen
YIETBHYI0 TIOBEPXHOCTE 750 MT CPEIHUN TUaAMETP
nop 43 A (ta6n. 1). Ero usorepma ajncopoimu-a1ecopo-
UM a30Ta U pachpeaeseHre Mop Mo pa3Mepam Ipej-
cTaByieHbl Ha puc. 3. B otnmume ot obpasuos 1, 2 u 3
MaTepuan 4 MOMHMO ME30IOp MMEJ TaKKe MHKpPO- U
Makporops! (puc. 3, 6).

CootHorreHue Si/Al B peakIIMOHHOW CMECH Ha CTaJIUH
cuHTe3a obpasna 4 cocrapmsuio 10, oMHAKO B KOHEYHOM
MaTepuaie 3TO COOTHOLIEHUE cocTaBwiIo 80, YTO MOXKET
OBITh CBSI3aHO C HETOJHBIM OCAXKICHUEM AIOMHUHUS U3
peakipionHol cMecH. 11omo0HbI d(hdeKT oTMEUYeH TakxKe
aBTopamMu paboThl [12], B KOTOpOW M3y4alloCh BIIVSIHUC
MCTOYHHMKA AIIOMHHUS HAa CBOWCTBA MaTEpHajOB THIIA
Al-SBA-15.

Jlns ucrbITaHus B KayecTBE KOMIIOHEHTOB KaTajH3a-
TOPOB KpEeKWHra Mbl BeIOpamu oOpasibl 2 u 4. [Tockons-
Ky YKa3aHHBIC MaTepualibl MPEACTABISUTA COO0M MENKO-
JICTIEPCHBIE TOPOIIKH, TO TMEpPe/ UCTIBITAHUEM 00pa3Libl
npeccoBay B mpecc-popme, apodunmi U otOMpanu ¢pak-
U0 rpa”yinoMmerpudeckoro cocrasa 0,18-0,25 mm. Pe-
3yNbTaThl KPEKUHTA THAPOOYMIIIEHHOTO BaKyyMHOTO Ta-
30it1st mpu S00°C, momydeHHbIe HAa TMPOTOYHOM Jlabopa-
TOPHOHM YyCTaHOBKE, MpeNcTaBieHbl B Ta0n. 2. Kak BUaHO
W3 TIPUBENICHHBIX JaHHBIX, o0pasell 2 o0najaeT BhICOKON

[
< 0,05 :
= I 3
z [
T
= ]
=
Q | 1 \
& 0,01 !
o |
L

100 1000
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Puc. 2. Pacnpenenenue mop mo pazmepam o6pasuos 1, 2 u 3



BECTH. MOCK. YH-TA. CEP. 2. XUIMUA. 2011. T. 52. Ne 2

143

700

600

500

e !/

400

I

A2

300

200

AncopOims-iecoporus, 3

100 ';

0,10

0.6 0,8 1,0

0,08

0,06

0,04

O6bem nop, eM3 /- A

0,02

F+-1-+4-F+-1-+14-

i o

—to—o——9 o

100 1000

Juamerp nop, A
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Tabnuma 2

Pe3yabTaThl KPEKHHIa THAPOOYHMIIIEHHOTI0 BAKYYMHOI0 ra30iJs

npu 500°C
INokasarenu KpeKuHra Obpaszen 2 Obpazen; 4
Beixon, mac.% :
OcH3MHA 26,8 21,1
¢$p.200-300°C 26,5 21,0
rasor, 3,34 3.05
B TOM YHCJIE:
H, 0,031 0,019
CH, 0,29 0,18
C,Hg 0,46 0,70
C,H, 0,29 0,16
C5Hy 0,28 0,70
C;Hg 1,39 0,91
i-C,Hyo 0,43 0,18
n-C4Hy 0,02 0,03
C,Hyg 0,15 0,17
Konsepcusa*, mac.% 56,6 45,2

* KOHBepcHUs NpuBeneHa 0e3 yueTa 0Opa30BaBIIErOCs KOKca.

KaTaJINTUYECKON aKTUBHOCTBIO. Tak, BBIXOH OCH3MHA CO-
crapisier 26,8 mac.%, Boixon ¢paximu 200-300°C — 26,5
Mac.%, koHBepcus — 56,6 mac.%.

Beixon Gen3uHOBOM (hpakipi Ha obpasiie 4 COCTaBIs-
et 21,1 mac.%, mpakTHYEeCKH CTOJIBKO e o0paszyercs
¢dpaxuu 200-300°C. KoHnBepcusi ra3oiisi coOCTaBiseT
45,2 mac.%, uro Ha 11,4 mac.% HIDKe, 4eM KOHBEpPCHS B
npucyTcTBUH o0pasiia 2. IlomydeHHble pe3ysbTaThl CBH-
JIETEIBCTBYIOT O TOM, YTO oOpa3ell 4 MeHee aKTHBEH,
yeM 2. [lo-BumuiMoMy, OTHOM M3 OCHOBHBIX MPHYHMH STOTO
SIBIIIETCSL OOJIee HU3KOE COoAepKaHWe B oOpasie 4 aio-
muHus. [lokaszaTenu kpekuHra Ha oOpasuax 2 u 4 Bce
XKe HIDKE, YeM TO0Ka3aTell KPEKWHTa 3TOTO K€ ChIPhs B
MPUCYTCTBUHU TIPOMBIIUICHHOTO IIEOJUTCOIEPIKAIIETO Ka-
Tanuzaropa. Tak, BEIXOA OeH3WHA Ha 00paslie IEeOIUTCOo-
JIepKalIero Karaim3aTopa COCTaBHII B TEX JKE YCIOBHIX
30,0 mac.%, Beixon ¢pakuuu 200-300°C — 23,7 mac.%,
koHBepcus — 62,6 mac.%.

Crnemyer OTMETHTh, YTO MPH HMCIBITAHUW JUIS KaXJI0-
ro u3 0o0pa3IoB OBUTO MPOBENCHO 15 IUKIOB KPEKWHT-
pereHepanuy U ObUIO YCTAaHOBJIEHO, YTO B TEYEHHE ITOTO
BPEMEHU MaTepHajbl HE CHUXKAIOT CBOCH KaTajluThiec-
KOU aKTHUBHOCTH.
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PROPERTIES OF MESOPOROUS ALUMINOSILICATES, PREPARED WITH
NON-IONIC SURFACTANTS

S.V. Lysenko, 1.0. Krukov, O.A. Sarkisov, A.B. Abikenova, S.V. Baranova,
V.A. Ostroumova, S.V.Kardashev, N.F. Kovaleva, E.A. Karakhanov

(Division of Petroleum Chemistry and Organic Catalysis)

Mesoporous aluminosilicates with specific surface area up to 1030 mz/g and pore diameters from
33 to 43 A were obtained using hexadecylamine and block-copolymers of polyethylene and
polypropylene oxides as structural - directing agents. The synthesized materials were tested in
catalytic cracking of hydrotreated vacuum gas oil at 500°C.

Key words: mesoporous aluminosilicate, synthesis, non-ionic surfactant, hexadecylamine,
Pluronic Py, catalytic cracking, hydrotreated vacuum gas oil.
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