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CTadnJIbHOCTD CYJIb(UIHBIX COPOCHTOB
HA OCHOBE OKCH/1a KPeMHHS B BOJAHBIX Cpeax.
Yactsp 1. Hocureas SBA-15

C.A. Ko3j0oBa, IO.H. 3aiineBa, B.A. [lap¢pénon
Hnemumym xumuu u xumuuecxoti mexnonocuu CO PAH
QU] «Kpacnoapckuii nayunvid yeump CO PAH»
Poccus, 660036, Kpacnospck, Axademeopoodok, 50/24

DuU3UKO-XUMULECKUMU MEMOOaMU UCCIe006aHA XUMUYECKAs U MEepMUYECcKas yCmou4uocms
COpOEHMO8 Ha OCHOBE ME30NOPUCHIOZ0 ME30CMPYKMYpupogannozo cunukama SBA-15 ¢ npusumvimu
CYToPUOHBIMU  PYHKYUOHATbHLIMU  epynnamu muna R-S-R’. Yemawnoeneno, umo o6pabomxa
Mamepuana 6 Kuciou, HetimpanibHOU U WelouHoll cpedax npu memnepamypax KUneHus npueooum
K HEe3HAYUMENbHbIM USMEHEHUSAM CHMPYKMYPHBIX, MEKCMYPHbIX U COPOYUOHHBIX XAPAKMEPUCTUK,
deMoHCmpupys cymmapuvie nomepu copbenma okxono 20 % mac. Ilpusumbiii yHKYUOHANbHBII
caou coxpausemces. Tlonyuennvie copbenmvi cnocooHvl OnumenvHoe 8pems pabomams 6 pasiuiHuIX
MEXHONIO2UHECKUX PACMEOPAX U He YCMYNArm U3GECMHbLIM KOMMEpPYecKUM Ccopboenmam ¢

@YHKYUOHATBHBIMU 2DYRIAMU.

Kniouesvie cnosa.: SiO,, mezonopucmulil Me30CmpyKmypuposannsiii mamepuan, SBA-15, xumuueckoe
MoOuuyuposanue, NPUBUBKA, QYHKYUOHANU3AYUS, MepMUiecKds CmabduibHOCMb, CYIbOUOHbBLL

copbenm, copoyus, nariaouil.

BBenenue

B cxemax nepepaboTKH pa3InYHOrO CHIPbS, COACPKALIETO OJIaropoJHbIC METAILIIBI, 00pa3yroTCs
CJIOXHBIE 10 COCTaBy pacTBOpbL. Jist IepepaboTKN TaKHX PacTBOPOB BEChbMa MEPCIEKTUBHBI COpPO-
LUOHHBIE METOIbl KOHLICHTPUPOBAHUS OJaropoJHbIX METAJJIOB, OTACICHHS X OT CONYTCTBYIOIIUX
npuMeceil. BaxHbIMU TpeOOBaHUSIMHU K COPOCHTAM SIBIISIIOTCS IOCTYIHOCTh BBEACHHBIX aKTHBHBIX
LEHTPOB VIS aICOPOLMOHHBIX B3aUMOJCHCTBUM, H30MPaTEIBHOCTh, YCTOHYMBOCTH B paboyei cpexe,
MeXaHHUYeCKasi IIPOYHOCTh U T.Nl. AKTHBHBIE, XOPOLIO MOMIIOLIAIONIUE COPOCHTHI 001ajal0T BechMa
BBICOKOH yIeNbHOW IIOIIAABI0 MMOBEpXHOCTH. Ha mpakTuke ynenbHas MOBEPXHOCTH aIcopOeHTa, a
CJIeZIOBATENIBHO, U aJCOPOIIMOHHAS CIIOCOOHOCTh OYAyT TeM OOJIbIlIe, YeM BBIIIC €ro CTEHCHb JHC-
NEPCHOCTH WJIM YeM MEHbIIE JINHEWHBIE Pa3Mephl YaCTHL, Ha KOTOpbIe pa3apobieH aacopbent. [Ipu-
MepaMH TaKHX BBICOKOIMCIEPCHBIX aICOPOCHTOB ¢ y/ETbHON MOBEpXHOCTHIO Gostee 1000 M/ sBis-
IOTCSI ME30IIOPHCTHIE ME30CTPYKTY PUPOBaHHBIC MaTepuabl [1, 2] Ha OCHOBE OKCHAA KPEMHHSL.

Hcnonp3oBaHue MoBepXxHOCTHO-aKTUBHBIX BemmecTB (ITAB), nanpumep mmroponuk P123, B ka-
YeCTBE TEMILIATa MO3BOJSAET MMOJIYy4YaTh ME30IMOPHCThHIE KpeMHe3EéMBI (B yacTHOCTH, SBA-15), numero-
HIMe TPOCTPAHCTBEHHO YIOPSAOUEHHBIE MOPHUCTHIE CTPYKTYPhI C PEryJIHPYEMbIM Pa3MEpOM IOp.
[TonoGHBIE CTPYKTYpPBI MOTYT 00ECHEYUTh JAOCTYIHOCTh U 3()()EKTHBHOE B3aMMOICHCTBUE BBEICH-
HBIX ()YHKIIMOHAJBHBIX I'PYII C HOHAMHM METAJUIOB MJIM MOJIeKyJamu ancopOTuBa. Hanxuuue mpo-

CTPAaHCTBEHHO YTOPSJOUYEHHOH CTPYKTYpPHI B TAKHX TMOPHIHBIX MaTepuanax o0ecredrBacT TakxKe

— 178 —



Svetlana A. Kozlova, Julia N. Zaitseva... The Stability of Sulfide Sorbents Based on Silica in Aqueous Media...

OBICTPOE MOCTHI)KCHHE PABHOBECHS B COPOIMOHHOW CHCTEME, & OTHOCHTEIBHO TOJCTHIC CTEHKH IOP
OIIPENICTSAIOT UX MOBBIIIICHHYI0 MEXaHIIECKYIO TTPOYHOCTb.

HccrnenoBanus mo CTaOMIBHOCTA ME30CTPYKTYPUPOBAHHBIX CHIIMKATOB, HCIOIB3YEMBIX IS
PA3JIMYHEIX eI, B TOM YHCJIE B Ka4eCTBE MATPHUILI JIIsI CHHTE3a COPOCHTOB, OIYOIMKOBAaHEI B
paboTtax [3-6]. 3y4eHa cTaOMIBHOCTh CUIIMKATHOM MaTpuilbl SBA-15 B pa3audyHbIX BOAHBIX PACTBO-
pax kucnot u uenoueit [3, 4]. Ilpoeaénnoe Hamu uccienopanue [3] nokasano, yto marpuna SBA-15
MOJIBEpKEHA 3HAUUTEIIBHOMY PAaCTBOPEHUIO B MCIIOJIB3YEMBIX CpPENax, OJHAKO IMPU dTOM COXpaHSET
CBOIO BBICOKOYIIOPSIIOYCHHYIO ME30CTPYKTYPY.

B pabote [3] Ha ocHOBe MonekysapHOH Moxenn MCM-41 u Teopuu nepKoIALMHM HaMHU HpeS-
JIOKEH MEXaHW3M (parMeHTapHOTO pachaja Me30CTPYKTYpPHPOBAaHHOTO MaTepuana. ABTopaMu [4]
MEXaHU3M IPOUCXOAAIMX U3MeHeHU B MaTepuaiax SBA-1, SBA-3, SBA-15, MCM-41, MCM-48 B
pesynbrare 06paboTku B kucibix cpenax (HCI, H,SO,, H;PO,) onucan mo cienytomeit cxeme: cHa-
yajia MPOUCXOJUT MOBPEXKIACHUE MUKPOIIOP B PE3YJIbTaTe BO3JACHCTBUS KHCIOTHI, 3aT€M YAaCTUYHO
pa3pymamTcs UiIu OJOKHPYIOTCS ME30MOPHl. ABTOPHI TaKXKE CBS3BIBAIOT CTAOMIBHOCTH ME30IMOPH-
CTOTO MaTepuaia o OTHOIICHHUIO K KUCIBIM cpeJlaM ¢ KPUTHIECKON TOJIIINHOW CTEHKH U TTIOPOTOBLIM
JTUAMETPOM TIOP.

B paboTe [7] HamMu U3y94eHBI OCOOCHHOCTH CHHTE3a CYJIb(QHUIHBIX COPOCHTOB C UCIOIb30BAaHUEM
mesonopuctbix MaTpull Tuna MCM-41 u SBA-15. Onnako AJis1 IOJHOTO MPEACTaBIEHUS BO3MOXKHO-
CTell JTaHHBIX MaTEPHAJIOB B KAUECTBE COPOCHTOB OTCYTCTBYIOT TEXHOJOIMYECKHE XapPaKTEPUCTUKHU
MTOJTy9aeMbIX MaTEPHAJIOB, B YACTHOCTH, KaCAIOIIHECs BOIIPOCOB UX CTAOMIBHOCTH. TakuM 00pa3oM,
LEJIbIO JAHHOM PabOTHI SIBJACTCS CHHTE3 COPOCHTORB C CYIbMHIHBIMUA (PYHKIIHOHAIBHBIMY I'PyIIIIAMHU
Ha ocHOBe SBA-15, m3ydenue X (HU3HKO-XHUMHUYSCKHUX XaPAKTEPHCTHK M CTAOMIBHOCTH B BOTHBIX

cpenax IMpH TeMIepaTypax KUIIEHUs.

3KcnepnmeHTaanaﬂ qacThb

HCI’IO]lb3y€Mbl€ peaxkmuewvl

Terpastokcucuian (TEOS): Si(C,HsO),, u.n.a., TY 6-09-3687-74; sranon-pexruduxar (EtOH),
96 % wmac.; Tpubmokcononumep Pluronic PI23 (EO)y(PO),,(EO),, Aldrich Cat:43,546-5, M~5800;
3-rmununokcunpommirpumetokcucuiaan (GPTMS): CoH, OsSi (Aldrich, Cat.: 440167); tuodenon
(TPh): C¢HsSH (Aldrich, Cat.: 89021); toryon: CsHsCH; x4., HaTpuii MeTaJNIMYECKUN; XIIOPOBOIO-
ponnas kuciora: HCI, u.n.a.; asotHas kucinora: HNOs, u.1.a.; ceprast kucinora: H,SO,, 4.1.a.; BOTHBIN

pacTtBop ammuaka: NH;,,, 4.1.a.

Cunmes u gpynxkyuonanuzayusa SBA-15

Cunre3 SBA-15 BBIMOIHSIIH 10 METOMKE, onucaHHON Zhao ¢ coaBTopamu [2]. B pactBope, co-
nepxamteM 45 mut Boxsl 1 180 r 2 M HCl, pactBopsuin 6 T P/23 ipyt ”HTEHCUBHOM IT€pEMEIINBAHUH Ha
MarHuTHON Melajake Ha BoJstHoU Oane nmpu Temmeparype S0 °C. [Iporecc moaHOro pacTBOPEHUS MPO-
TekaeT 3a 3-4 4. CHMKas TeMreparypy peakiuoHHon cmecu 1o 40 °C, nobasnsnu 12 r TEOS. Cmech
OCTaBIISUIH MPU HHTEHCUBHOM TlepeMeImuBanun Ha 24 4. Jlanee pacTBop ¢ 06pa3oBaBIIeiics B3BECHIO
BBIIEPKUBAJIH B CyIIMIIBHOM MIKady B TeueHue 48 4 mpu tremneparype 80 °C. TBepasiii ocanok Gpuis-
TPOBaJIH, IPOMBIBAJIN BOJOH, CYLIIIN HAa BO3AYXE P KOMHATHOW TEMIIEpaType, 3aTeM IpOKaJInBa-

1y npu 550 °C B TedeHue 3 4.
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CuHTe3 COpOSHTOB MPOBOAMIICS COTJIACHO METO/IMKE, yKa3aHHOW B mareHte [8], B Be cTanuu.
Tuodenon (7Ph) npukperusun K moBepxHocTH SBA-15 wepes 3-mmnuaoKCUIIponiITpUMETOKCHCH-
nad (GPTMS). 2 v TPh pactBopsuid B 10 M1 00€3BOKEHHOTO METaHOJIA, B KOTOPOM paHee ObLIO pac-
TBOpeHO 0,2 T MEeTa/NINYeCKOro HaTpusl. DTy CMECh MEJIEHHO 100aBIIsUIM B KPYTIIOJOHHYIO KOJIOY C
JIByMsI TOPJIBIIIKAMHU, CHAOKEHHYI0 TEPMOMETPOM, OOPATHBIM XOJIOJMJIBHUKOM C XJIOPKaJIbI[UEBOIl
TpyOKoii u conepkauryro 20 mi obe3BokeHHOro Tonyosa u 4,3 r GPTMS npu 75 °C. Tonyon npen-
BapuTelbHO 00e3BOkuBanu. CuHTe3 3-(2-rHAPOKCH-3-()EHUICYIbPAHMIIPOIOKCH)IPOIUITPUME-
tokcucunana (HPSTMS) npoBonuinu B TeuyeHne 12-14 4 Ha MarHUTHOM MeIIajke ¢ IOIOIPEBOM IIPH

temmneparype He Bbiie 60-80 °C mo peakuuu

0— CH, 0
| CH;ONa
CH;— O— Si— (CHy);— O— CH,— CH— CH, + HS
| C¢HsCHjy
O i CH3
0= CH; OH
O - CH3

Xumuueckoe MonupHIIMPOBaHUE HOCUTENEH ¢ Tomomblo HPSTMS ocylecTBIIsIIN aHAJIOTHYHO

MIPOCTON MMMOOMIIM3aNNH 110 CIEAYIOUIeH peaknuu:

0= CH, O
Si0, 3 OH + CHy— O— $i— (CHy)y~ 0 CHy— CH— CH,—S —

0— CH,

CHLC P o

H
6Hs . . o
—LCH3 o SI0: 3 O—Si— (CHy;— 0 CHy— CH— CH,—S—
O— CH,

K Hocurenio B konuuectse 1 1 (s SBA-15 ¢ S, ~700 M*/T) nNpHIMBaIU POBHO MOJIOBUHY CHH-
Te3npoBaHHOI nopuuu cmecu HPSTMS, 3aTeM B OIy4YeHHYIO CycrieH3uIo gooaisuiu ~10 mur abeo-
NnoTHOTO Tosryosia. CMech Harpesaiu 10 68-70 °C B TedeHHe HOUYM HA MATHUTHOW MeIIaJIKe ¢ TiepeMe-
muBaHueM. KoHeYHBIH IPONyKT OTAEAIN Ha cTeKJITHHOM (uibrpe [lloTTa ¢ moMomnisio BakyyMHOTO
Hacoca, TIIATEIbHO IIPOMBIBAIIM TOIYOJIOM (0 OOECIIBEUMBAHUS IMPOMYCKAEMOTO PACTBOPUTENS) U
ropstauM 3TaHoisoM (1o 5-10 mit 5-7 pa3s). [lomyuennsiii copOeHT S-Sorb BeICYIIMBaIK Ha BO3AYXE IIPH

KOMHATHOH TemIieparype.

Tecmuposanue copbenmos

CyTbh SKCHEpHMMEHTa COCTOsUIa B NPOBEACHHM XHMHUYECKOW 00pabOTKHM Me30CTPYKTYpHUpPO-
BaHHOTO CHJIMKAaTHOIO Marepualia Ha ocHOoBe SBA-15, pyHKIIMOHATIM3UPOBAHHOTO CYIb(UIHBIMU
rpymnmnamu. s aToro marepuan S-Sorb OblI pa3aeneH Ha 5 yacTel, KOTOPbIE MOJBEPrain BO3AeH-
CTBUIO Pa3JIMYHBIX BOAHBIX Cpell, B YACTHOCTH, BOJbI, XJOPOBOAOPOIHOM, a30THOM, CEPHOUN KuC-
JOT, aMMHUaKa Ipu TeMmIieparypax kunenus. Hasecky cynbsduunoro copbenra S-Sorb okoso 300 mr
NOMEIali B KPYTJIOAOHHYI0 KOOy M 3aiuBajiu pacTBopoM peareHTa. COOTHOIIEHHE TBEPIOTO K

XKUIKOMY (T:K) BeIIepx)uBasock paBHbIM 1:100. [Janee cycnensuto narpesanu 1o 100 °C u kunsatu-

— 180 —



Svetlana A. Kozlova, Julia N. Zaitseva... The Stability of Sulfide Sorbents Based on Silica in Aqueous Media...

Tabnuua 1. YenoBus xumuueckoit 06padoTku copoeHToB. Bpems oOpabortku 1 yac, remneparypa o0paboTku
~100 °C

Ne Ob6pa3zen PeareHT U ero KOHIUEHTpaLUs Iloteps maccel, %
1 S-HCl1 IM HC1 16
2 S-HNO; IM HNO; 16
3 S-H,SO, IM H,SO, 16
4 S-H,0 H,0 24
5 S-NH; 0,1 M NH;,, 28

JI1 C OOPAaTHBIM XOJIONUJIBHUKOM B Te4eHHe | gaca. JleTanbHble yCIOBUSA TECTUPOBAHUS 00pas3IOB ¢
MIPUHSATHEIME 0003HaYEHHUSIMU TpecTaBieHsl B Ta0x. 1. [To okoHyanuu kumnsueHus odbpasen Guib-
TPOBAJIM ¥ MPOMBIBAJIM JUCTUIIIIMPOBAHHON BOAON. 3aTeM TBEPABIM OCTATOK CYIIMJIM B BaKyyMe
npu 80 °C B Teuenue 6 yacos. [loxyueHHbIe 00pa3ubl H3ydyaald METOAaMH peHTreHorpaduu, Hu3-
KOoTeMIiepaTypHoi agcopounu azora, MK-cnekTpockonuu, TEpPMUUECKUM aHAIU30M U COpOIMEi

mammagus(11).

Memoowl xapakxmepuzayuu 06pasyos

CpéMKY peHTreHorpamMm HpoBoauiu npu ucnoib3oBanun CuKo-u3nydenus Ha nudpaxTo-
metpe X'Pert PRO ¢ nerextopom PIXcel (PANalytical) B yrmoBom unTepsase 26 0,5-3,5° ¢ marom
0,026° u BpemeHneM HakoruieHus 120 ¢ B ka 01 Touke. ACOpOIIMOHHBIE H3MEPEHUS TOBEPXHOCTHU
BBINONHSIN Ha pubope ASAP 2420 (Micromeritics) mpu T=77,3 K B uHTEpBajie OTHOCUTEIBHBIX
nasienunii (P/P?) 0,06-0,99 ¢ marom 0,015. YaenbHy 0 MOBEPXHOCTb pACCYMTHIBANIHU 110 Mojiean BET
[9], BayTpenHuit 06beM — o Metony Single Point [10] u pacupenenenue nop no pasmepam — KJS
[11]. Peructpauuto UK-crnekrpos npoBonuiu Ha UK-®ypwe cnekrpomerpe Tensor 27 (Bruker, I'ep-
MaHus) KpacHOsIpcKOro permoHaibHOTO HEHTpa KoyleKTHBHOTO nonb3oBanust CO PAH B nnTep-
Baje gactot 400-4000 cm!. TabneTkn roToBmiIn ¢ npuMeHeHrneM KBr. MaccoBoe COOTHOIIIEHHE
obpazem:KBr = 1:400. HaBecka obOpasma coctaBnsuia 1 mr. Obmee conepxanue QyHKIIMOHATHHON
NPUBUBKH B 00pasiax ompezesyii Ha TepmuueckoM ananuzarope SDT Q600 (TA Instruments,
CIIA). Bec 00pa3moB cocTaBissl OKOJIO 5 MT, TeMIieparypHblid nHTepBai cbéMku 40-900 °C, cko-
pocth Harpesa 20 °C/mun. CoaepkaHue cepbl U COPOMPOBAHHOIO MaJIaus yCTaHABIWBAIH Me-
TOJIOM PEHTIeHOBCKOH (uryopecueHTHOH criekTpockonuu (POC), ciekrpomerp Axios Advanced
(PANalytical, Hunepnaunpl). CriekTpsl perucTpupoBalid 110 BCEMY JHMANa3oHy JJIMH BOJIH BCEX
3JIEMEHTOB TaOuIMIBI MeHeneeBa, OTyKOINYECTBEHHBIN aHaIu3 COACPKaHMS JIEMEHTOB IIPOBO-

JIMJIM C UCTIONb30BaHUEM TIporpamMMbl 1Q™.

Copoyus nannadus(ll)

Coporuto namtagusi(1l) u3 XmopuaHOTO pacTBOpa MPOBOAMIIA B CTATUYECKOM peknMe. HaBecky
copbenTa 50 Mr moMeniaau B KOHUYECKYIO K00y Ha 50 M ¢ pe3uHOBOM poOKoH, nobasmsiu 10 M
pactBopa ¢ KoHUeHTpanued naytagus 9-10° M B 0,1 M HCI. Bpemsi koHTaKkTa pacTBOpa U HABECKH
copOeHTa cocTaBisIo 24 4 mpu MOCTOSHHOM MEPEMENIMBAHUH Ha 1a00paTOpHOM BCTPSIXUBATENE CO

ckopocthio 170 06/muH. [Tocne oTneneHus copOeHTa (PHIIBTP «CHHSS JICHTA») CYXOH OCTaTOK Ipo-

— 181 —



Svetlana A. Kozlova, Julia N. Zaitseva... The Stability of Sulfide Sorbents Based on Silica in Aqueous Media...

MbIBaJId TUCTUIIIMPOBAHHOM BOAOW U CYIIMJIM Ha BO3AYyXe MPU KOMHATHOU Temmeparype. [lanee co-

JepKaHUE Cephl U MaJuIaaus B copOeHTe ompenesiu Mmetogom POC.

Pe3yabTaThl M 00CYKIeHHE

ITpu TecTHUpOBaHMU KOHTPOJIUPOBAIM Maccy oOpa3loB copOeHTa. [lomydeHHBIE MaTepHabl
ObUIM 0XapaKTEPU30BAHBI BCEMH BBIIICONHCAHHBIMUA (QU3UKO-XUMHUYECKUMHU MeTonaMu. M3 tabm. 1
BUJIHO, YTO TECTHPOBAHHE COPOSHTOB B )KECTKUX YCIOBHAX (Cpela M TeMIepaTypa) NIpUBOIUT K II0-
Tepe Macchl 00pa3noB, KOTOpas 0COOEHHO 3HAUYNTENNbHA B CIIy4Yae UCIOJIb30BaHUS OoJee IeIOUHBIX
cpex: BoAbI U aMMuaka. Tak, mpu o0paboTke B KMCIOTaxX MOTEPst MacChl COPOSHTOB cocTaBisieT 16 %,
B ciy4ae BOABI M aMMuaka — 10 24 u 28 % cooTBeTcTBeHHO. [loTepu mMacc npu TeCTUpPOBaHUU, BE-
POSITHO, CBSI3aHBI C YACTUYHBIM PACTBOPEHHEM HECYILEro MaTepuala cOpOeHTa, YACTUIHBIM BBIMBI-
BaHUEM IIPUBHUTOrO (PyHKIIMOHAIBHOTO CJIOS, @ TAKXKE C MMOTEPSIMU MaTepHalia IIPY MAHUITYJISAIUIX C
HUM (IeKaHTaIus, GUIBTPOBAHKE U TIP.).

Ha puc. 1 npuBeneHsl peHTI€HOIPaMMbI MaJIOyIJIOBOrO paccesiHusa ucxogHoro SBA-15, cop-
OeHTa Ha ero ocHoBe (S-Sorb) u copbenta mocie oopadoTku B 0,1 M NH; (S-NH;). Ha penrtreso-
rpaMMax oOHapy’>KHMBaeTcs 10 4-5 MHMKOB, XapaKTEPHBIX ISl T€KCArOHAJIbHOTO YIOPSIOYCHUS LU~
nuHapraeckux Mesomnop (P6mm). Ilepepacnpenenenne narencuBHocter nunuit (110) u (200) mocne
(YHKIIMOHAIN3ALMHU [TOKAa3bIBAET HEKOTOPOE YMEHBIICHHE TONIIMHBI CHIIMKaTHOW CTeHKH. B To e
BpeMs yBeJIMUeHHEe HHTEHCUBHOCTH (pOHA M yMeHblIeHHe nHTeHcuBHOCTel tnnui (210) u (300) cBu-
JETEIbCTBYIOT O TOSIBJICHUH 3HAYMMBIX KOJMYECTB BEIIECTBA B aMOP(PHOM COCTOSIHMH. AMOP(QHBIM
BEILECTBOM SIBJISIETCSl BBEIEHHBII (DyHKIMOHANIN3aTOp. YMEHBLICHUE TOJIIMHBI CTEHKU MPH (PyHK-
LMOHAIM3AaMH 0)KMJIAaeMO M CBSI3aHO HE C pa3pylIeHHEM MaTepHaja CTEHKH, a C yBEJINYECHUEM €To
mwiIoTHOCTH. Harpes, KOTOphIN MPUMEHSJICS B X0A€ (YHKIHOHATU3AMH UCXOAHOro SBA-15, MoxeT
paccMaTpuBaThCS KaK JIOTIOTHUTEIbHAS THAPOTepMabHasl 00paboTKa, COMOCTaBUMAs U 110 AJINTEIb-
HOCTH ¥ 10 TemmnepaTypHoMy pexxumy craguu ['TO npu cuntese SBA-15. TlomoOHbIe paccykKacHUs
CIIpaBeUIIUBHI U JUIsl pACCMOTPEHHS IIepexosia oT MaTepuana S-Sorb k S-NH;. Ha puc. | npencrasnena
peHTreHorpamma copOeHTa, IpoJeMOHCTPUPOBaBIIero Hanbonpine norepu npu I'T-rectupoBanumn
(S-NHs;). YBennueHne HHTEHCUBHOCTH ()OHA MOXKET OBITH CBA3aHO C HE3HAYMTEIbHOHN amopdu3anuen
copbenrta. TeM He MeHee TOPSIOK CTPYKTYPHI ATOr0 MaTepHasia KaueCTBEHHO BO3POC, O YeM CBHJIE-
TEJBCTBYET POCT HHTEHCUBHOCTEH JINHNH BBICIIMX MOPSIAKOB. AHAJIOTMYHAS CUTYalns HaOII0AaeTCst
B pe3yJibTare JPyruX TEeCTUPYIOMIKUX 00paboTOoK.

ITo nmuteparypHbIM IaHHBIM [12], cTpyKTypa 00pa3IoB TakXKe COXpaHsAeTCs rmocie ux oopadoT-
KM KHIISIIEeH XJIOPHUCTOBOJOPOIHON KUCIOTON U HE IPUBOAUT K BO3SHUKHOBEHHIO TOTIOJHUTEIBHBIX
IIPOTOHHO-IOHOPHBIX LICHTPOB HA IIOBEPXHOCTH, HO COIPOBOXKIAETCS HEKOTOPBIMHU UX CTPYKTYPHBI-
MU U3MEHEHUSIMHU.

Ha puc. 2a, 6 n300paxeHbl U30TEpMBbl HU3KOTEMIIEpATYpPHOH ancopOruu-gecopOuy azoTa u
rpaduku pacnpenenenus nop no pazmepam. CornacHo kinaccupukanuu MIOITAK ykazanHble 00-
pasibl XapakTepu3yroTcs u3orepMamu [V tuma. Pacnpenenenue nop no pasmMepam IpUBENCHO IS
aIcCOpOLIMOHHOM 00JIaCTH M30TEPMBI, JalOlIeH Ooliee HAJIeKHOE OTPAKCHHE PACIPEACICHHUs IPU Ha-
JIMYMH TUCTepe3rca. AHAJIN3 KPUBBIX pacHpenesIeHus mop 10 pa3MepaM MOKa3bIBaeT, YTO 00pasIisl,
00paboTaHHbIe B KHCIBIX CpellaX, KaK U UCXOIHBIH COPOEHT M MaTpulla, UMEIOT Mpeodaatoninii

nuamerp nop 80-83 A. Ha kpuBoii pacnpenenenus oOGpa3ioB mocie o6paboTKH B HEHTPaNbHOH U
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Puc. 1. Pentrenorpamma ucxoguoro SBA-15, copbenra Ha ero ocHose (S-Sorb) u copbenra nocie TecrupoBanus B 0,1 M NH;
(S-NHs;). Ha BcTaBke — nonoxenue peduiexcos (200), mupuna nuka Ha nonyssicote (FWHM), mexminockoctHoe paccrosiHue (d)
U TIapaMeTpsl pemeETKH (a)
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Puc. 2. M30TepMbl HU3KOTEMIICpATypHOU amcopOuuu a3ota (a) U pachpeaesieHue mop mo pasmepam (0) mist
00pa3uoB ucxoaHoro SBA-15 u copdenta (S-Sorb) Ha ero 0CHOBE 710 M IOCJIe TECTUPOBAHUS B PA3JIMUHBIX BOTHBIX
cpenax. M3otepmbl cMemieHsl B0 ocd Y Ha 300 cM3/T IpyT OTHOCHTEIBHO ApYyTa U TpadMKH pacipeaeieHus
nop 1o pazmepam — Ha 0,05 exuHuI

IIETOYHON Ccpe/iax TMOSBISETCs JT0NOTHUTENbHBINA MUK B 061acTH okoso 92 A, mpuuéM B 1menouHoi
Cpezie OH CTAaHOBUTCS 0oJiee BBIPaXKEH U Ja)Ke MPEBBIIIAET 0 HHTEHCUBHOCTH UK ¢ AuameTpoM 80
A. Takum o6pa3om, nociie 06pabOTKH B 1IeJOYHON M HEHTpasIbHOI cpefiax pacrpesiesieHUe Top CyJlb-

(GUIHBIX COPOCHTOB CTAHOBUTCSI HEPABHOMEPHBIM U CMEIIACTCS B CTOPOHY YBEIMUYCHUS IPUMEPHO
ma 10 A ot ucxomHoro.
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Tabnuna 2. TekcTypHBIE XapaKTePUCTHKU 00pa3iioB copbeHTa Ha ocHOBe SBA-15

O6pasert S (M¥)" | Speso (M?g)* | Vep(cm¥/g)’ | Vineso (cm¥g)* | D (A)? Do ()
SBA-15 686 579 0,80 0,75 47 80
S-Sorb 438 438 0,73 0,73 67 81
S-HCI 518 518 0,83 0,83 64 83
S-HNO, 536 536 0,85 0,85 64 83
S-H,SO0, 540 540 0,87 0,87 64 83
S-H,0 369 369 0,78 0,78 84 83 93
S-NH, 430 425 0,81 0,81 75 83 92

“VYnenbHyI0 miomans nopepxuoctH (S) onpenensiau metogaom BET.

b Cpennuii 06bem nop (Vsp) paccuntsiBanu no metony SinglePoint.

¢ O6beM Me3010P (Viesoo) BBITHCISUIIH U3: Vineso = Vsp — Vinicro-

¢ Cpenuuii nuamerp nop (D) paccuuntsiBanu kak 4V/Sger, a quametp Me3010p (D ,es,) MOTyYaiIn U3 MAKCUMYMa PACIipe/ieIeH st
nop o pazmepam metoznom KJS nis ancopOuuonHoi 06,1aCTH H30TEPMBI.

Amnanu3 Tabi. 2 MOKa3bIBAET, YTO B pe3yabTare 00padOTKU COpOCHTOB YIelbHAs IIOBEPXHOCTH
00pasIioB YBEIUYUBACTCS B KHCIOH M YMEHBIIIACTCS B HEHTPAJIBHOM U IIeI09HOM cpeaax. OcBOOOXK-
JICHHE TIOBEPXHOCTH 00pa3IoB, 00pabOTaHHBIX B KHCIBIX CpelaX, BEPOSTHO, MIPOUCXOTUT 3a CUET
pacTBOPEHHsI KOMIIAKTHBIX HECTPYKTYPUPOBAHHbBIX YaCTHII cuiiHKaTra. @opMUpOBaHHE TAKUX YaCTHUI]
clleyeT BOCIPHHUMATH KaK Ae(PEeKT CHHTE3a MEe30CTPYKTYPHPOBAHHOTO MaTepHaa, a CAaMH 9aCTH-
bl — KaKk npuMecu. VX pacTBOpeHHE MOXKET OOBSICHUTD MOTEPIO MAacChl 00Pa3LOB U PACTYyIUI 00BEM
mop (tadm. 1, 2).

HK-cnexTpsl uccienyemMbix o0pas3moB npejacTaBieHsl Ha puc. 3. [lomoca nornomienus (I.m.)
1630 cm™!' oTHOcHTCS K JepOpMAlMOHHBIM KOJIEOaHUAM MOJEKYJT BOAbL. IL.I. ¢ MakCUMyMaMu
1442 u 1480 cm! HabmOma0OTCSA ¢ ONMHAKOBONM MHTEHCHBHOCTBHIO Ha Bcex MK-cmekTpax u oT-
HOCATCSA K (YHKIIHOHAJIBHBIM TpyINIaM THO(PEHOIa — KOMIIOHCHTY MPUBUTOTO (PYHKIIHMOHAIIH-
3aTopa. B pesynbrate TectupoBanus B kucaeix cpenax (HCl, HNO;, H,SO,) 3Ha4uTeIbHO CHH-
KaAeTCss MHTEHCUBHOCTD IL.I. ¢ MakcuMyMom 2980 cm’!, oTBeuaromas BaJIeHTHBIM KOJeOaHUSIM
metokcu-rpynn —OCH;. IIpu o0paboTtke B Bozme (o6paserr S-H,0) u ammuake (odpasen S-NHj)
ma. 2980 cm! ocnabeBaer u cimBaeTcsa ¢ m.a. 2930-2960 cm’!, orBeuaromeii BaneHTHEIM C-H
KojeOaHusaM. V3MeHeHUH, KacaloluXcs COCTaBa MOBEPXHOCTHOTO CIIOsI, BIUSIOIIMX Ha COPOIU-
OHHYIO criocoOHOCTH 00pa3noB, Ha UK-cekTpax He oTMedueHo. TakuMm oOpa3oMm, B pe3ylbraTe
MPOBOJIMMOI'0 TECTHUPOBAHUS MIPOUCXOAUT YyacTHuuHbli (pH<7) nubo nmonusiii (pH>7) ruaponus
METOKCH-TPYIIT SKOPs QYHKIIMOHAIN3AaTOpa, HE 3aTParuBarOMINN «paboduii» MOBEPXHOCTHHIN
cioi copOeHra.

Ha TepMorpammax muccieqyeMbpIx 00pas3oB MOXKHO BEIICTUTE ABAa OCHOBHBIX IIporiecca. B Tem-
nepatypHoM nHTepBaje 8§0-250 °C mpoucxonuT noTeps aacopOupOBaHHOM BOJBI M, BO3SMOXHO, MO-
JIEKYJI OPraHMYeCKUX PacTBOPHUTEINEH (TONYOI, 3TaHOI), MPUMEHIBITUXCA pHu cuHTe3e. [anee, Ha-
yuHas ¢ Temueparypsl ~300 °C, HaOaromaeTcs 3K30TepPMHUYECKUN TIPOIIECC OKUCIIEHUS OPTaHUYECKON
KOMIIOHEHTHL. B psifie ciiyyaeB OKHCIIEHHE UMEET HECKOJIBKO CTANIHi, MO-BHINMOMY, CBSI3aHHBIX C
Pa3phIBOM IPUBHUTOI MOJIEKYJIBI ITO MECTY CIIHUBKU. [I0CKOIBKY BRIHOC TPOAYKTOB OKUCIIEHUS U3 TIOP

CONpsIKeH ¢ MU Py3MOHHBIMU 3aTPYAHEHUSIMH, Pa3lIOXKEHUE PACTSIHYTO BO BpeMeHH. TepMHuuecKue
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Puc. 4. COHCp)KaHI/Ie BOJBI U OpFaHH‘{eCKOfI COCTABJISIONICH B 06pa3uax cop6eHTa [0 U IIOCJIC TECTUPOBAHUS 11O
JAaHHBIM TEPMHUYECKOI'O aHalin3a

JaHHBIC TIO3BOJISIIOT OLIGHUTH KOJIMYECTBO MPUBUTOrO MaTepHala: BecoBas NOJIS NMPHUBUBKH IS HC-
cieayeMbix copOeHToB coctaiser 10-14 %.

U3 ananusa puc. 4 cienyer, 4To CoIepiKaHue OPraHWYeCcKoil cocTaBisironieii B 0Opa3uax mocie
TECTHPOBAHMS KOJIeOeTcs Ha 0oqHOM ypoBHe. O0pas3iisl copOeHTa, 00paboTaHHbIC B BOJC U PACTBOPE
aMMUaKka, TepSIOT 0KoJo 3-5 % MPUBHUTOHN YacTH.

KonnuecTBo IpuBUTOM cepbl 1 COPOLIMOHHYI0 EMKOCTH B copbunu nainanus(1l) onpenensnu u3

naaabix POC. Tak, conep:kanue cepsl B HCXOAHOM 00pasiie cyabpuanoro copbenta (S-Sorb) Ha ocHo-
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Be SBA-15 cocraisier 0,34 Mmmoub/T, copounonnast EMkocts — 0,35 MMoub/T. OOpaboTka copOeHTa B
Pa3IMYHBIX cpeax MpH TEMIIEpATypax KUIIEHUS IPAKTHYECKH He BIUAET HA COIEpXKaHHe Cephl B 00-
pasiiax, B pe3ysbraTe 4ero COpOeHT TaK)Ke COXPAHSET CBOI COPOIIMOHHYIO CIIOCOOHOCTh Ha YPOBHE

ncxoguoro ~0,35 MMOJIB/T.

3akaroueHne

MeTo0M IPUBUBKY CUHTE3UPOBAHBI CyIb(HIHbIE COPOSHTHI Ha ocHOBE SBA-15. BriepBbie uzy-
YEHO BO3IEHCTBHE BOJHBIX CPEJl IIPH TeMIIepaType KUIIEHN S Ha yCTOHYMBOCTh COPOSHTOB Ha MaTpuU1Ie
SBA-15 ¢ HaHECEHHBIM Ha NOBEPXHOCTH 3-(2-rHApOKCU-3-(heHUIICYNb(aHUI-NPOIOKCH)TPOIHITPH-
METOKCHCHIaHOM. McxonHbple MaTepraibl (MaTpuna u cCOpOEHT Ha €€ OCHOBE) M MaTepualbl, MOJI-
BEPrHYTHIC TECTHPOBAHHUIO, OBUIM OXapaKTePU30BaHbl METOAAMHU PEHTTEHOrpaduu, HU3KOTEMIIepa-
TYypHOI agcopOiuu azora, MK-criekrpockonuu, TepMAUIecKUM aHaIn30M U copoumeit mamranus(1l).
KoHTpo1b COPOIIMOHHOM CITOCOOHOCTH BBIMOJHEH METOAOM PEHTICHO(DIYOPECIICHTHOM CIIEKTPOCKO-
MUU. YCTaHOBJIEHO, YTO 00paboTKa MaTepHalia CONPOBOXKIAETCS PAaCTBOPEHHMEM KOMIIAKTHBIX He-
CTPYKTYpPHUPOBAHHBIX YaCTHUI] CUIIMKATa, IEMOHCTPUPYS CyMMapHble oTepu copbenTta oxomno 20 %
Mac., ¥ IPUBOJIUT K HE3HAYNTEIBHBIM H3MEHEHUSIM CTPYKTYPHBIX, TEKCTYPHBIX M COPOLIMOHHBIX Xa-
paktepucTuk. [IpuBUTHIA QyHKIIHOHATBHBIN coii coxpanseTcs. CynbduaHbie COPOCHTHI CTAOUIBHBI
B M3YUYCHHBIX arpeCCUBHBIX YCIIOBHUSX H, KaK CIEICTBHE, CHOCOOHBI JUINTEIBHOE BpeMs paboTaTh B
Pa3JIMYHBIX TEXHOJIOTHYECKUX PacTBOpax.

Takum oOpa3om, B pe3ysbTare Hamed paboThl [7] momoOpaHbl yCiIoBHs CHHTE3a CyJIb(UIHBIX
copOeHTOB Ha ocHOBe SBA-15, npu KOTOpPBIX CTaOMIBHOCTD MOJyYEHHBIX MaTepPHaJiOB HE yCTyHaeT

HU3BCCTHBIM KOMMCPUCCKHUM COp6eHTaM C (byHKL[I/IOHaJ'IBHBIMI/I rpynmnamu.

Aemopul gvipasxcaiom o6nazooapuocms c.H.c. JI.A. Conosevégy (UXXT CO PAH) 3a cvémKy

peumzenozpamm u A.C. Camoiino (CDY) 3a nposedenue mepmuieckozo aHaiusa.
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