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Mocrymuna 23.05.2005

B.H. 3aiiueB, B.A. Xanad, I''H. 3aiineBa, C.A. AiekceeB

MOJMOKCUITAJIMPOBAHHBIH KPEMHE3EM
AJIA KOHOEHTPUPOBAHUSA ®EHOJIA U3 BO/JHbBIX PACTBOPOB

B kaudectBe TBeprodazHOro ’KCTpareHTa (heHosia MpeTokKEHO HCIOIb30BaHHE KpeMHe3eMa, COJepiKallero Ha Io-
BEPXHOCTH KOBAJCHTHO 3aKpEIUICHHBIC IPYNINbl HEHOHOTCHHOTO MOBEPXHOCTHO-aKTHBHOTO COCIUHEHHS — TIOJIU-
OKCHATHIHPOBaHHOTO H300KTHI(deHona (TX-SiO,). YcraHoBieHO, 4TO (PEHON KOTMYECTBEHHO H3BJIEKAaeTCS Ha
TX-SiO, B dopme monnoro acconuara (MIA) 4-uutpodenunazodeHonsita ¢ KaTHOHOM LETHITPUMETHIAMMO-
uusi. [Ipu 3TOM eMKOCTh 1o (eHoy B obnacti 'enpu cocrasisier 2.3 Mr/r copbenta, a kod3hHUIHEHTH pacrpe-

nenenust penona gocrurarot 3Hadenuin 3.4X0° cm/r.

B nacrosiee Bpemst onpenenenue GpeHona B BO-
ne ua yposue ITJIK (0.001 mr/n) BO3MOXHO JIUIIIb
MocJie ero SKCTPAKIMOHHOTO HMJH COPOLMOHHOTO
koHmentpupoBauus [1, 2]. CopObunoHHOE KOHIICH-
TPUPOBAHUE CUUTAETCA 0OJiee MEPCIEKTUBHBIM, YeM
9KCTPAKI[MOHHOE, TaK KaK MO3BOJISIET MPOBOIUTH
M3BJICUCHUE aHATUTA B TUHAMUYCCKUX YCIOBUSIX W3
6osbmux 06beMoB mpo6 [3]. s copOIHOHHOTO
KOHIICHTPUPOBAHUS (hEHOJIA U ero MPOU3BOIHBIX MPH-
MEHSIOT comonumepsl [4, 5], nonutsl Tuna XAJ[-4
[6], xuMuuecku MOAMQHUIIUPOBAHHBIE KPEMHE3EMBI

(XMK) [7, 8] u ap. OnHako Bce MepedyHCIIEHHBIE ajl-
COpOCHTHI HeCeNeKTUBHBI. Hanpumep, s TBepa0-
(a3zHO# dKCTpakuuu (EHOJIOB OMUCAaHO MpPUMEHe-
HHE KpEeMHEe3eMa C KOBAJICHTHO 3aKpeIICHHBIMH
rpynnaMu okTajenmicuiana [9], XoTs o4eBHIHO,
yTto Ha ykazaHHoM XMK ancopbupyercs 6oib-
IIUHCTBO PaCTBOPCHHBIX B BOJC OPTAHUUYECKHX CO-
eauHeHuil. Kpome Toro, U3-3a BBICOKOW JUCIEPCHO-
cTu TBepAo(a3HOro sKcTpareHTa (EHOT B alncop-
OMPOBAHHOM COCTOSHHU IMOJBEPracTcs OBICTPOMY
XuMH4YecKoMy okucieHuto [10], 4To mpuUBOIMT K wHC-
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Ka)KEHHUIO pe3yJIbTaToB aHanu3a. [losToMy mpu copO-
LUOHHOM KOHLEHTPUPOBAHUM (PEHOJIOB MpobIe-
Ma KOHCEPBHUPOBAHUS MPOOBI CTOUT Oojee ocTpo,
gyem npu skcrpakunonHoM [10]. ITepcrekTuBHO Tpo-
BOJUTH COPOIIMOHHOE KOHLEHTPUPOBAaHHE HE ca-
MOro (eHoJsa, a ero cTabMIN3UPOBAHHBIX NMPOU3-
BOJHBIX. M3BecTHO, 4TO (peHON B3aMMOJEHCTBYyeET
¢ conbio 4-uutpodenunauazonus (4-HDJ) ¢ 06-
pa3oBaHMEM MHTEHCHUBHO OKPaLIEHHOTO a30COoeaH-
HEHUs1, KOTOPOE B CBOIO oyepens 00pa3yeT MOHHBIIH
acconuat (MA) ¢ KaTHOHHBIMU MOBEPXHOCTHO-
aktuBHbIMHU BenjectBamu (ITAB) [11]. Cenextus-
HOCTb B3aUMOJIHCTBHS (DEHOJIA C COJIIMH apWIIIN-
a30HUsA U crabmibHOCTh A SBISIOTCS NpeEAnockuI-
KaMu Ui pa3pabOTKM METOIUKHM aHalu3a (eHo-
JIOB B BOJIe, KOTOpas BKIIOYAaeT KOHCEPBUPOBAHHE
npoObI MyTeM HepeBeneHHs (EeHOJIOB B YCTOHYHMBYIO
K OKHCIIEHUIO (OpPMY C MOCIEAYIOIIUM OT/eIeHH-
eM 00pa3oBaBLIErOCs MPOJIYKTa MOJIXOASLINM TBEp-
nodasubim skcrparentom (T3). OmwmcaHo npume-
Henue B kadectBe TD WA menomommyperana [11].
OpnHako HETOYHas BOCHPOM3BOJMMOCTh pe3yibTa-
TOB IIPH CHHTE3€ MEHOTOJNYPETaHOB, UX IJIOXHE Me-
XaHUKO-XHMHYECKHNE CBOWMCTBA U HECENEKTHUBHOCTD
TpeOyIoT moucKa Apyrux, 0osee TeXHOIOTUIHBIX TO.
B nanHO# paboTe B kayecTBe ajcopOeHTa, cnocod-
HOTO 00paTHMO M CEIEeKTHBHO dKCTparupoBath UA
U3 BOJHBIX PacTBOpPOB, NpepioxkeH HOBeIE XMK,
CoJiep)Kaluil Ha MOBEPXHOCTH KOBAJICHTHO 3aKperl-
JIEHHBIE T'PYIIIBI MOJMOKCHITHINPOBAHHOTO M300K-
tungenona (TX-SO,). Ipeanaraemsiit TD ob6ia-
naeT aMpuuIBHON NPUPOAOH, TaK KaK COMEPKHUT
Ha CBOCil MOBEPXHOCTH Kak ruapo¢unbHbie (OK-
CHATHJIbHBIC M ANOJIbHBIE) TaK U ruapodobHbIe (130-
OKTHJI(EHONbHBIE) Tpynbl. AMPUPHUIBHOCTD TO-
BEPXHOCTH IpemiaraeMoro TD MoOXeT MOBBIIIATH
CEJIEKTUBHOCTH €ro B3aumoaeicraus ¢ UA u nonu-
XKaTh HeCIEeUU(PUUIECKYI0 COpOnUI0 ruapopoOHbIX
OpTaHUYECKHX coelnHEeHUH. VI HTeHCHBHas oKpac-
ka A nemaer mpenjiaraeMblii METOJ IEPCHEKTH-
BHBIM JUIsl pa3pabOTKH TecT-METOJa BH3YyaJIbHOT'O
MOHUTOPHMHTA CTEIEHHW 3arps3HEHHs] BOJIBI (hEeHO-
JOM Ha MecTe oTbOopa.

TerpadTopbopat 4-HUTpOPEHMIINA30HUS CHH-
TesupoBanu mo meroauke [12], 4-auTpodeHun-
asodeHosAT U ero noHHBIM accoruat (MA) ¢ katu-
OHOM LETHJITPUMETHIAMMOHHUS — COTJIACHO Me-
tonuke [11].

4-HutpoaHuiauH (X.4.), HUTPUT HaTpus (X.4.),
STUJIOBBINA cupT (X.4.), MTUSTHUIOBBIH 3¢up (x.d.),
pacrBop kouuentpupoBanuoid HCI (x.u.) u 40 %-ii
soaublii pactsop H[BF,], Triton X-100 (Fluka),
AUETOHUTPHUI (X.4.) W HM3OUMPONHIOBBIH CHUPT

(x.4.) ucrmonp30Banu 6€3 TOMOJHUTENFHONW OYHUCTKH.
(3-(2,3-DmoKCHITPOMOKCH)-TTPOTTHII)-TPUME-

tokcucuiaan (M erck) meperousiau B BaKyyMme Hemo-
CPEICTBEHHO ITIepe]] UCIIOJIb30BAaHUEM, TOJYod ab-
CONMIOTH3HMPOBAIH, Kak omucaHo B pabore [13].

N cxonusiii pactBop denona, 1 mr/mi, npexnsa-
PUTENBHO OYHMIIEHHOTO BO3TOHKOMW, TOTOBHIM CO-
rnacHo [14]. PacTBOpbl MEHBIIMX KOHUEHTPAIHH
noJty4anu pa30aBiIeHHEM HCXOJHOTO HEIOCPe/aCT-
BEHHO Iepe]l HCIOJIb30BaHHEM.

PactBopsl 1 M kapbonara HaTpus (X.4.), 1073
M 1eruntpumerniammonuss Gpomuga (L[TABT)
(Merck), 0.02M Tterpadpropbopara 4-uutpode-
Huanazonus (4-H® ) roToBUINM pacTBOpPEHUEM
WX TOYHBIX HaBECOK B BOJIE.

JUnst npuroTOBJIEHUST BCEX BOJHBIX PacTBOPOB
WCIIOJIB30BAJIM JIBAXK/bl TUCTUININPOBAHHYIO BOLY.

pH pacrBopoB kKoHTpodHMpOBau Ha M oHOMe-
pe N-130. OnTHyeckyto IIOTHOCTh PACTBOPOB U3-
Mepsit Ha KO K—2. DnekTpoHHBIE CIEKTPHI MOTII0-
IIEHHUS PacTBOPOB PETHCTPUPOBAIM Ha CHEKTPO-
doromerpe Specord M-40 (Carl Zeiss Jena) B Bu-
numoit o6mactu (400—700 HM) B KBapIIeBBIX KIOBE-
tax (I=1 cm). Criektpsl AnpGy3HOro OTpaKeHHs OK-
palnieHHbIX copOeHTOB peructpuposanu Ha Dengto-
meter CS-9301PC (Shimadzu) ornocurensro Al,O3
B obnactu 200—700 um. UK-ciektper ¢ mpeobpa-
3oBaHueM Dyphe 3amuCHIBaNN B TabyeTkax 0e3 Ha-
nosiHUTENss Ha crekrpomerpe Nexus470 dupmsr
Termo-Nicolet. TepMorpaBuMeTpUUECKUE HCCIIE-
JOBaHUs MPOBOMIIM Ha nepuBatorpade Q-1500
D cucremsr IMaymuk—Ilaynuk—Dpaeit (Benrpus)
npu aTMocepHOM JaBJIIEHUU C HCIOJIb30BaHUEM
OTKPBITHIX IUIATHHOBBIX Turied u Al,O3 B kadec-
TBe dTaJIoHa cpaBHeHHs . CKOpOCTh HarpeBaHUs co-
crapasana 10 rpaa/mun B uaTepBane 20—800 °C,
HaBecka copb6enta — 100—300 mr.

KoHnenTpanuio (yHKIMOHAIBHBIX TPYNI Ha
MOBEPXHOCTH BIOKCUIPOIOKCUIPOIIHII KpeMHe3e-
ma (Epoxy-SiO,) paccunthiBaiu mo Qopmyse:
Dm_
Mg’
rae Dm — noreps maccet XMK B uHTEpBaie Tem-
nepatyp 200—700 °C (r), koTOpas cOOTBETCTBYET
TEPMHYECKOMY Pa3lI0KEHHI0O OpraHHYecKux Qpar-
MeHTOB; M, — MomnsipHas Macca 2,3-3M0KCHITPOTIOK-
CHIPOTIUIIBHOM TPYIIbI; § —— HaBecka copbOenta (r).
OrmpeneneHre KOHIEHTPAIMU 3aKpPeNjeHHOTO Ha
SO, NONHOKCHITUIUPOBAHHOTO M300KTHI(EHOIa
(TX-SIO,) npoBogunu mo Toit ke dopmyne, rae
Dm — pasHocts motepu Mmaccel mexay TX-SO,
u Epoxy-SiO,, a M, — cpennssi MossipHasi Macca

C_ (Mmmomns/r) =
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Triton X-100 (x = 10).

CuHTE3 KpeMHe3eMa ¢ KOBaJIEHTHO 3aKpeIlIeH-
HBIMH TPYNIIaMU MOJHOKCHAITHINPOBAHHOTO H30-
OKTHWI(EHOoIa TPOBOANIN CIEAYIOIIUM 00pa3oMm.
Cunoxpom C-120 (dppakmus 300—500 mxm) mpo-
KaJquBaidu B My(denpHO! medu IpH TeMmmeparype
450 °C B Teuenue 6u. IMocne sroro k 10T cuio-
XpoMa B 50 mit Tonyona mpubasnsiu 4.53 MMoIb
(lcm ) (3-(2,3-3110KCHUTTPOTIOK CH )-TTP OTIHIT)-TPHME-
TokcucuiaHa. [1oydeHHYI0 CyCIIeH3HI0 KUISATHIN
npu nepemeninBaHuu B TedeHue 10 4 B aTMocdepe
aprona (Uit MPenOTBPAIIEHUST BO3MOYKHOTO THAPO-
nu3a smokcu-rpymm). TBepayio a3y oTaensiu, npo-
MbIBanH B aTtmMocdepe aprona tomyonom (154 B
annapate Coxkcrnera). ITonyuenusiii Epoxy-SiO,
seicymuBanu npu 100 °C B Bakyyme. K 2 Epoxy-
SO, B 20 Mn1 Tonyona mpubasmsim 5ma Triton
X-100 u BwmepxkuBanu npu t=110°C B Teuenue
10 4. TBepayto dazy oTOUIBTPOBHIBAIN U MPOMBI-
BaJIM M30NPONWIOBBIM cnupToM 1549 B ammapare
Coxkcnera. [Tocne BeICyIIMBaHUS B CyIIMIIBHOM IITKa-
¢y npu t=110°C nonyuanmu TX-SO,.

Konuenrpanuto deHona B pacTBOpe Onpenes-
g (oTomeTpuuecku mo morjomeHuo MA [11].
Ctenenp u3BieueHus (eHoNa U COPOIMOHHYIO eM-
kocTb TX-SiO, o HeMy pacCUMTHIBAIH O OCTATO-
YHOW KOHIIEHTpauWHu (eHoja B BOJE WIH IO €ro
COJIEPIKAHMIO B allETOHUTPUIIBHOM 3JIFO-
are. WA osmouposamu ¢ TX-SO,
alero- HUTPWJIOM B JUHAMHYECKOM
pexume. Jlng asroro 0.03r TX-SiO,

MoMeIajd B CTEKJISHHYI KOJIOHKY

(h=2mm, d=5MM) u mOpomyckamu

9I0EHT cO ckopocThio 1 mn/Mun. KosbduuueHTs
pacnpeaeneHus (D MJI/T) ¥ KOHI[EHTPHPOBaHUS
(K) paccuuThiBaiu, 1<a1< omucano B pabore [15].

Copbuunonnsie xapaxkrepuctuku TX-SO, nccne-
J0OBaJIM B cratmdeckoM pexume. s sroro x 0.03r
TX-SiO, npunusanu pactsop MA u nepememnu-
BaJIl B TEYEHHE BPEMEHHU, HEOOXOIUMOTO IS yc-
TaHOBJIEHHS COPOIMOHHOTO paBHOBecHs. CTeneHb
usnedenus (R, %) MA ma TX-SO, usyuamu B
3aBHCHMOCTH OT BpeMeHu KoHTakTa a3 (t=0—15
MuH), o0bema peakuunoHHou cmecu (V=25—1000
M), KOHIIGHTPAIU} ONPENENAEMOrO BeMecTBa (C
=4.240*—2.5407° M), maccer copbenta (m=0.0
—0.06 ).

MHoTHEe apoMaTHYeCKHe COeAnHEH s (HampH-
Mep, heHoJB, aMHHBI) HEOOpPATHMO B3aMMOeii-
CTBYIOT € COJISIMH 4-HUTpPOQEHUIANA30HUs, 00pa-
3ys azocoenuHeHus. OJHAKO TOJIBKO MPOIYKTHI a30-
couetaHud (eHoJIOB AalT ¢ KaTuOHHBIMH [TAB
YCTOUMBBIE HOHHBIE aCCOIMATHI, aHaJIOrM4YHble 1A,
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OpCACTABIICHHOMY Ha CXEMC:

D

Bbnarogapst HaJIUYUIO B TAKOM accolMaTe XpO-
MO(OPHOTo LIEHTPa €r0 MOXHO HCIOJIB30BaTh A (o-
TOMETpUYECKOro ompeneneHus ¢enosoB. OgHOBpe-
MEHHOE NpPHUCYTCTBHEe B MoJjekyine A niauHHOLE-
MOYEYHOT0 AJKWIBHOTO (parMeHTa U 3apsKEeHHOTO
LEeHTpa NpHIaeT eMy crenuuueckue cBoiicTea, oT-
JUYAOIINE €r0 OT OCHOBHBIX COIYTCTBYIOIHUX COE-
nuHeHuil. B gyacrHocty, Takoii A MOKET UMETH BBI-
cokyio ad(UHHOCTB K afcopOeHTaM ¢ aMpudmiIb-
HOHl moBepxHOCThIO. Il03TOMY B KauecTBe aacop-
6enta MA Owin npennoxxen HoBeii XMK, conep-
KAl Ha TMMOBEPXHOCTH KOBAJEHTHO 3aKpeIUIeH-
Hbl€ TPYHIBl HOJMOKCHUITHIMPOBAHHOTO H300K-
tundenona (TX-SiO,).

W MMoOMIM3anMi0 MOJHOKCHITHIMPOBAHHOTO
U300KTII(EHONAa Ha KPEMHE3eMe OCYIIECTBIISUIN MO
METOJy NMOBEpXHOCTHOM cOOpKW B JBe craauu. Ha
NepBOM CTaAuu MOJydalu KpPEeMHE3eM, COJepxa-
MM Ha TTOBEPXHOCTH KOBAJIEHTHO 3aKpeIUIeHHbIE
3TMOKCUTPYIIIBI, UIsl 3TOTO ero obpabdatsiBanu (3-
(2,3-3M0KCUTTPOTTOKCH )-TIP O ITHII)-TP UMETOKCHCH-
JAHOM!

)

N3BectHO [16], 4TO KpeMHE3EMBbI C TAKMMU IPYII-
MaMu MOTYT pearupoBaTh C aMHHAMU U CIIHPTaAMH,
5TO MPHUBOJUT K MMMOOMIM3AIMKU MOCICIHUX HA
MOBEPXHOCTU. MBI MPEAMOIOKHIIH, YTO OJTHOKCH-
STHJINPOBAHHBIN U300KTUI(PEHOT TaKKe MOXKET B3a-
umoeiicteoBath ¢ Epoxy-SiO, ¢ obpa3oBaHueM
coorBercrBytomero XMK:

©)

IMpoxoxeHue peakiun mo cxemam (2) u (3) KoH-
TponupoBanu MK-CreKTpOCKOIMYECKH U TEPMOTpa-
BuMerpuuecku. Jlanusie MK-cnekTpockonuu yka-
3bIBAIOT Ha MPOXOXKJCHUE PEAKIIMH UMMOOHUITH3a-
uu (3-(2,3-3M0KCUNIPOTTOKCH)-TIP OITUI )-TPUMET OK-
cucunana mo cxeme (2). Tak, B MK-crekrpe Epoxy-
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Puc. 1. Hopmuposauusie MK-cnextpe: Epoxy-SiO, (1);

TX-SI0, (2); TX-SIO, nocie copbuun UA (3).

SO, HabMIOAAIOTCS MOJOCH MOTJIOMICHHS, Xapak-
TepHbIE IS BAJICHTHBIX U Ae)OPMAIIHOHHBIX KOJIe-
Oaunwuii ankuipHpiX pparmentos: N(C—H) mpu 2850
—2950 u n(C-H) 1460 eM ™} cooTBeTCTBEHHO (puc.
1). B UK-cnextpe TX-SIO, HHTEHCUBHOCTB KOJIE-
Oanuii ankwibHbx ¢parmento (N(C-H)) ysenu-
gyuBaercsi. KpoMe TOro, B CheKkTpe HaONI0Aal0TCs
MOJIOCHI, XapaKTepHbIe IJIsl BAICHTHBIX KOJIeOa M
apomatrnyeckoro konbia (—C=C-) npu 1612—1510
oMt (puc. 1), yTO MOATBEPKIAET MPOXOKICHUE pe-
akuuu cuaTe3da TX-SiO, mo cxeme (3).

ITo naHHBIM TEPMOTPABHMETPHYECKOTO AHAIH-
3a, Epoxy-SO, comepxut 275 MKMOJIb SMOKCH-TPYIIIT
Ha rpamm copbenta. [Ipu o6paborke Epoxy-SO,
pacrBopom Triton X-100 TOJbKO YacTh STHX TPYII
oKcHITUIHPYIOTCST ¢ obpasoBanuem TX-SO,. ITlo
IaHHBIM TEPMOTPABUMETPHUYECKOTO aHamu3a, | X-
SO, COMEPKUT Ha MOBEPXHOCTU JHIIb 25 MKMOJIB/T
(9% ot obmero coaepx aHHs BCEX MPHUBUTHIX
TpyMN) TOIHOKCHITUINPOBAHHOTO H300KTHI(EHO-
na. ITpu ucnonb3oBanuu TX-SiO, a5 U3BICUCHUS
WA u3 BOIbI OCTaBIIHECS HA MOBEPXHOCTH JMOK-
curpynibl (250 MKMOJIB/T) TUAPOIU3YIOTCA 0 JTH-
ONIBHBIX, CIOCOOCTBYS MOBBIMICHHUIO THAPODUIB-
HOCTH copOeHTa. BeposiTHO, 3TO MOKET BBI3BIBATH
MOBBILICHUE CENEKTUBHOCTH B3aMMoehcTBus T X-
SiOz ¢ UA.

B UK-cmektpe TX-SiO, mocne copbuun MA
HAOII0IaeTCsl 3HAYUTEIbHOC YBETHUCHNE HHTCHCH -
BHOcTH moJsioc noruomenuss N(CHg) (puc. 1). Co-
OTHOIICHHE WHTCHCHBHOCTEH MOJIOC TOTJIOMICHUS
BaJeHTHBIX Kosiebanuit CHgrpynn (2962 u 2872
CM_l) u —CH o (2926 u 2853 CM_l) XapakTepusyer
Pa3BETBICHHOCTh YIJICPOJHON IeMH MOBEPXHOCT-
HOTO coennHenus [17]. BHaUUTENbHOE YBETHYCHHE
unteHcuBHOcTH nosioc N(CHg) ykasbiBaeT Ha aj-
copbuuro MA. B UK-cnekrpe TX-SiO, mocne cop6-
uuu U A taxxe npucytcTByroT monocsl NOo-rpymnm
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(mpu 1570 m 1300 CM_l) (puc. 1), saBaso-
muecs ¢parmMeHToM 4-HUTpO(EeHuIa30-
¢benomnsita (cxema (1)).
B Buaumoii obnactu crektpa audoys-
Horo otpaxenus (CJO) TX-SiO,, uepes
KOTOPBIH OBII MPOMYIIEH BOJHBIN pact-
Bop ¢enHona B mnpucyrctBun 4-HODJ[ u
I TABr naGnro1aeTcst HHTCHCUBHAS TOJIO-
ca MOTJIOUIEHHsT ¢ MakcuMyMoM Tipu 530 HM
(puc. 2), To ectb cOpOEHT OKpAIIUBaETCs
B KpacHBIH 1[BEeT. DTa M0J0ca OTCYTCTBYET
B CIO ucxomuoro TX-SO,. Ee nomoxe-
HUE HE COBIaJIaeT C MAKCUMYMOM ITOJIOCHI
MOTJIONIEHHS] MPOAYKTa B3aWMOJEHCTBUS
¢denona ¢ 4-H®J npu 490 um (puc. 2).
Maxkcumym moriomenus nosocel TX-SiO, ¢ an-
copbupoBanHbM A coBmazaer ¢ MAaKCHMYMOM T10-
TJIOLIEHHS BOJHOTO pacTBOpa MOHHOTO accouuara
4-autpodenunazodpenonsira ¢ LITABr (puc. 2).
Takum o6pasom, ganubie C/JO moaTBepxkaaloT pe-
3ynbTaThl M K-cnekTpockonmMYecKkuX HCClenoBa-
HHUI W yKa3blBalOT Ha ajgcopOuuio ¢eHona B BHJE
UA 4-nutpodenunazodenonsta ¢ I[TABr.

Puc. 2. HopMupOBaHHBIE CHEKTPBI MOTJOLICHHUS BOIHBIX
pactBopoB 4-uutpodenunazopenonsra (1); UA (2), a
Taike auddysnoro orpaxenus TX-SO, c¢ axcopbupo-
BanHeiM A (3). Ha BcraBke — CJIO 4-H®]I B npucyr-
creun [[TABr.

U A nerxo npecopOupyercs ¢ mopepxHoctu T X-
SO, aneronutpunom. B To ke Bpems maxe 2M
pactBop HCIl He mpUBOAUT K AecOpOIMH aHANHTA.
CnenoBarenbHO, yAepxKUBaromas cnocodHocts T X-
SO, no orHomieHuio kK MA 06bsicHsiercs ruapodoo-
HBIM B3aWMOJEHCTBHEM alicopOeHT—ajacopoar.

ITyrem u3MepeHus ONTUYECKON INIOTHOCTHU alle-
TOHUTPHUJIBHOTO 3JIF0aTa MOKa3aHO, YTO BpEMs ycTa-
HOBJICHUS COPOIMOHHOTO PAaBHOBECUS B CHCTEME
TX-SIO,—HM A 3aBHCHT OT KOHIEHTpanuu heHona
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B pacrBope. Tak, 1 pacTBOPOB C KOHIEHTpallH-
eil penona 10 MKMONB/T paBHOBECHE JOCTUTAETCS
yepe3 10 muH. [lng pacTBOpoB ¢ KOHIEHTparmei 2.5
MKMOJIB/ (heHosIa 3TO Bpems Bo3pacraeT A0 15 MuH.

N3otepma copbuun A na TX-SO, umeer Jlenr-
MiopoBckuit Bua (n3orepma L-tuma). [Ipu paBHO-
BECHBIX KOHILIEHTpaLUAX (peHOoJIa B paCTBOPE MEHb-
nre 0.08 mxr/min (0.85 MkMob/iT) OHA UMeeT ydac-
TOK, 6u3Kkuil Kk nuHeliHOMY (puc. 3). ITyTem annpok-
CHMallMu JaHHBIX HW30TEPMbl Hai{IeHO, YTO Mak-
CHMaJIbHOE 3Ha4YeHHE copOuuu ¢GeHona B o0IacTu
T'enpu cocrapusier 2.3 Mmr/r copbenra. U3pneue-
Hue QeHojia B 3THX YCIOBUSAX KOJMYECTBEHHOE, KO-
3¢ GUIMEHTH pacnpeneneHus J0CTUTAI0T BETNYHH
3.440%* em¥r. Tun uzoTepMmel copbuuu MA xpem-
HezeMoM TX-SiO, ykassiBaeT Ha BBICOKOE CPOJ-
CTBO aJICOPOMPOBAHHBIX MOJIEKYJN K aacopOeHTy.
OKCIepUMEHT MOATBEPANI HAUIM MPEII0JI0KESHHS
06 m3dbuparensHoctH TX-S O, k MA 1o cpaBHEHHIO
¢ ¢eHonoM u 4-HUTpPOPeHUIa30(EHONAT-HOHOM.
HeiictButensHo, ¢enon u 4-uutpodenunasodeHo-
JSAT mpaKkTHYecku He copoupyrorest Ha T X-SO5 (puc.
3, kpuBbie 2 u 3J).

Puc. 3. Uzorepmer copbrmu A (1), 4-uurpodennnazodero-
nsra (2) u denona (3) na TX-SO,. Vq)eHona:25 o, C (K,COy)
=004, C (AHDI)=4840"% C (ITAB)=1340*M; m=0.03r.

Crenens usBiedeHus A npu yBenudeHuu o6b-
eMa BOJHOM (ha3bl M3MEHSETCS HECYIIECTBEHHO
(tabm. 1), yTOo MO3BOJSET HCMONB30OBATH MpeEIa-
raembiii TO A1 KOHLEHTPUPOBAHUS (PEHOIOB U3
pa30aBlIeHHBIX PAacTBOPOB. 3HAYEHUSA Ing TSt
TX-SiO, B 3THX YCIOBHUSAX HAXOMATCS B HHTEPBAC
3.8—4.9.

Tak kak copOIMOHHOE KOHILIEHTpUpOBaHUE (he-
HOJIOB MIPOBOJUTCS B YCIOBUSAX, AAJEKUX OT JOCTH-
xenus nonuoit emxoctu TX-SO,, addekTuBHOCTD
UCTOJb30BaHUs TD MOXKHO MOBBICUTH IyTEM YMEHb-
HIEHHUs ero Macchl. IIpoBeaeHHbIE HCCIEIOBAHUS T10-
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Taonumma 1

3aBucumocTh cremnenu u3BiedyeHuss (R) u koddduumenra
KonuenTpuposanusi (K) denona na TX-SiO, ot 06bema ana-
Jsmzupyemoro pacropa (V) (m=0.03r, BBeneHo ¢eHona

9.98 MKT, V., 1 0enra=2 CM")

Vv, o’ R, % gD, K20°
0.025 97.6 4.53 0.8
0.05 96.2 4.62 16
0.1 94.3 4.74 31
0.25 90.4 4.89 7.5
0.5 47.6 4.18 7.9
1.0 15.7 3.79 5.2

Taonuma 2

3aBucumocTh crenenu usBiedeHuss (R) u koddduumenra
KoHuenTpupoBanusi (K) or maccsl HaBeckn TX-SiO, (M)

— _ 3
(V=25m, V,  eura=2 CM")
C., MKT
m, mr ¢ R, % | K20
Beeneno | Haiimeno
60 9.98 9.80 98.2 4.1
50 9.98 9.80 98.2 49
40 9.98 9.78 98.0 6.1
30 9.98 9.76 97.8 8.1
20 9.98 6.73 67.5 8.4

Ka3aJli, 4TO HpH HW3MEHEHWH Macchl ajcopOeHTa
oT 60 no 20 Mr moJyiHOTa W3BJIE4YEHHUS (PEHOJIOB W3
pacTBOPOB MpaKTHYECKH HE u3MeHseTcs (Tabu. 2).
IMpu sTOoM abconrOTHOE KOHIIEHTPUPOBaHHE JO-
cruraer 3navennii 13105, VYcranosneno, yro 1—90
MKT ¢eHona B ¢opme ero A nerko amoupyercs ¢
noBepxHocT TD B pacTBOp ero obpaborkoi 1-3
MJI alleTOHHUTpHIIA.

BbicOKHME KOJMYECTBEHHBIE XapaKTEpHCTHKHU
(IgDg n K) cucremsr TX-SO;—NA nosonuiu pas-
paboTaTh_MeTONUKY KOHLEHTpUpOBaHH (eHoIa.
K 150 cm® BOJHOT'0 PacTBOpa, cojlepxkamiero d¢e-
HOJI, TMOclefoBaTenbHo npubasisau 4.8 em® 0.02
M pagTBOpa HO, 8cvS 1M pactBopa Nay,COg,
25cm° 10°M pacrtBopa LUTABr u Boay no o0mre-
ro o6wvema 200 em>. K MOJIYYEHHOMY PacTBOPY IO-
6asmsuin 0.03 1 TX-SIO, 1 mepeMemnBaIn B Teue-
Hue 20 muH. TBepayo ¢asy oraensiiu QpuIbTpO-
BaHUEM uepe3 00e330JIeHHBII QUIBTP C KENTOU Ju-
HUeH, TpoMbIBaIU BOOH, BeicymuBanu npu 40 °C.
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AncopbupoBanHsii A snoupoBaiu aleTOHUT-
pUIOM U OMpPEAEIsaN €ro CojiepkaHue, Kak OMu-
CaHO BBHIIIE.

ITonyueHHBlE HAaHHBIE MO3BOJSIOT paspabdo-
TaTh METOJAUKY aHanu3a (eHoJa, KOTOpash BKIIO-
4aeT ero MHUKPO3KCTPAKIHUIO C MOCIEAYIOIHUM ¢o-
TOMETPUYECKUM OTpeNeleHneM. BbICokasi WHTEH-
CUBHOCTb OKpPAacKu ajicopOaTa Ha MOBEpXHOCTH T X-
SO, nenaer BO3MOXKHBIM oOTpejaencHue (eHona
TECT-METOJIOM.

PE3IOME. fIx TtBepmoda3Hmii eKcTpareHT IS BHIY-
4eHHS (peHOITy 3aIIpOITIOHOBAHO KPEMHE3eM 3 KOBAJICHTHO 3a-
KpIIUICHUMH TpynaMH HEHOHOTEHHOI TOBEPXHEBO-aKTHB-
HO1 PEYOBHHH — TIOJTIOKCHETIIIHOBAHOTO 1300KTUI(HEHOTY
(TX-SiO,). Becranosneno, mo (eHon KinbKiCHO BUIy4a-
erbest Ha TX-SIO, y dopmi Honnoro acomiaty (MA)
4-giTpodeHina3zoPeHonITy 3 KaTIOHOM IETHITPHUMETHII-
amoHito. [Ipu mpomy emHicTh 3a (eHONIOM B oOnacri
Tenpi ckmamae 2.3 mr/r copbenty, a koedimieHtu pos-
moxiny ¢eHony mocsraroTh 3HadeHb 3.4X0° cm/r.

SUMMARY. New solid phase extractant on the base
of silica modified by covalently grafted nonionic surfactant
(polyoxyethylene isooctylphenyl ether) was developed for
phenol extraction from water (TX-SiO,). It was stated
that its quantitative extraction by the proposed TX-SiO,
is conducted in the form of ion-associate of 4-nitrophen-
ylazophenolate with cetyltrimethylammonium cation. Thus
the distribution coefficients of phenol average 3.4:404 ml/g,
and capacity in the Henry area comes to 2.3 mg/g.

1. BasovaE.M ., Ivanov V.M., Novikova K.V. // J. Analyt.
Chem. -2002. -57, Ne 5. -P. 434—A438.

2. Evtushenko Y.M., lvanov V.M., Zaitsev B.E. // Ibid.

10.

11.

12.

13.

14.

15.

16.

17.

KueBckuil HanuoHanpHbIM yHHBepcuTeT uM. Tapaca IlleBueHko

YK 541.128+541.13+577.15

G.M. Telbiz, V.I. Gerda, V.G. llyin, N.F. Starodub

-2002. -57, Ne 4. -P. 310—312.

. Wuilloud R.G., de Wuilloud J.C.A., Vonderheide A.P.,

Caruso J.A. /I J. Analyt. Atom. Spectrometry. -2003.
-18, Ne 9. -P. 1119—1124.

. Bagheri H., Saraji M. // J. Chromatography A. -2003.

-986, Ne 1. -P. 111—1109.

. Fontanals N., Puig P., Galia M. et al. // Ibid. -2004.

-1035, Ne 2. -P. 281—284.

. Tsysin G.I., Kovalev |I.A., Nesterenko P.N. et al. //

Separation and Purification Technology. -2003. -33.
-P. 11—24.

. Branyik T., Kuncova G., Paca J. // Appl. Microbiology

and Biotechnology. -2000. -54, Ne 2. -P. 168—172.

. Hu Y.L., Zheng Y.X., Li G.K. // Analyt. Sciences.

-2004. -20, Ne 4. -P. 667—671.

. Pak V.N., Kasaritskaya O.V., Alekseeva N.V. et al.

/I Russian J. Phys. Chem. -2004. -78, Ne 11. -P.
1734—1738.

Seetharam G.B., Saville B.A. // Water Research. -2003.
-37, Ne 2. -P. 436—440.

Dmitrienko S.G., Myshak E.N., Runov V.K., Zolotov
Yu. A.// Chem. Anal. (Warsaw). -1995. -40. -P. 291—298.
Kopenman U.M. ®oToMerpudeckuil aHaiun3. Mero bl
ONpeJeNieHuss OpPraHUYeCKUX  CcoeAuHeHuu. -M.:
Xumus, 1975.

Topoon A., @opo P. CiyTHUK XuMuKa. O U3HKO-XUMH-
YecKHe CBOMCTBa, Meroauku, 6ubnuorpadus / Ilep.
¢ anri. -M.: Mup, 1976.

©@omun I'.C. Boma. KouTponb xumMuuyeckoiu, OakTte-
pHaTBHOM M paANaIlMOHHON 0€30MacHOCTH M0 MEXIy-
HapOTHBIM CTaHJapTaM. DHIMUKIO eI SCKIH
cnpaBoyHHUK. -M.: IIpoTtektop, 1995.

Kysomun H.M ., 3onomos 10.4. Konnearpuposanue
cienoB anmemeHToB. -M.: Hayka, 1998.

Landgrebe M .E., Wu D., Walters R.R. // Anal. Chem.
-1986. -58. -P. 1607—1610.

Kucenes A.B., Jlvieun B.HM. NHppakpacHbIe CIEKTPHI
MMOBEPXHOCTHBIX COCOUHEHUH M aacopOUpOBaHHBIX
BemecTB. -M.: Hayka, 1972.

Mocrymuna 04.05.2005

MESOPOROUS SILICA MATERIALS AS SENSITIVE COMPONENTS

FOR CHEMO- AND BIOSENSORS

M esoporous silica various morphology have many desirable properties as separation media. There high surface
area and uniform porosity make them promising hosts for sensing molecules. Possibility of creation of chemical
sensors on the basis of functionalized mesoporous silica materials for selective determination of herbicide

was monitored in relation to HRP/2,4-D conjugate.

The fidd of sensors is one of the fastest gro-
wing areas both in research and commercial fields.
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Most of the research work in this area is concen-
trated towards reducing the size of sensors and
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