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B 0030pe cucremaTu3mpoBaHBI CBENCHUS O HAHOCTPYKTYPUPOBAHHBIX MaTepHuajaxX, IMPUMEHSIEMBIX
B TBepaodasHoii skcrpakiuu (T®D) u ee coBpeMeHHbIX BapuaHTax. OCHOBHOE BHUMAaHME YIEIEHO
PacCMOTPEHMIO HAHOCTPYKTYpHMpOBaHHBIX aHasoroB MCM-41 u SBA-15 kak B kiaccnueckoit TPD,
TaK U B COBPEMEHHBIX BapHaHTax TBepHO(ha3HOil MUKPOIKCTPAKIIMU, MUKPOIKCTPAKIINY MATPUIHBIM
TBepnoda3HbIM AUCIIEPrUPOBaHEM, TUCIIEPCUOHHOM TBepaoGha3HO S3KCTpaKLIUKU U MarHUTHO#I TMD.
HMcnonb3oBaHne KpeMHE3eMOB C TeKCArOHAILHOM 1 KyOn4YecKoi Me30(ha30BOii CTPYKTYPOI TTO3BOJISIET
3HAYUTEILHO TTOBBICUTH TTOJTHOTY M3BJICUYCHUS aHAIUTOB, YIYYIIUTh METPOJIOTMIECKIE XapaKTePUCTH-
KU OIpenesieHrs KaK MOHOB METaJIJIOB, TaK M OMOJOTUYECKHN aKTHBHBIX BEIIECTB B CIIOXHBIX MHOTO-
KOMITOHEHTHBIX MaTPUILIaX peaIbHbIX 00BEKTOB aHaI3a. AHOMAJIBHO BBICOKAS TUIOIIAAb ITOBEPXHOCTH
(mo 1000 M?/T 1 Gonee), peryIMpyeMblii pa3Mep Me30I10p, MPOCTOTa MOAMMUKALIMU IPUBUBKOM (DYHK-
LIMOHAJIbHBIX TPYIII MO3BOJISTIIOT CYIIIECTBEHHO MOBBICUTH CEJIEKTUBHOCTD TBEPHO(a3HBIX MaTepHaIOB
10 CPAaBHEHMIO C TPATUIIMOHHO MCITOIb3YeMbIMU CHJIMKATEISIMA U TIOJIMMEPHBIMU MOHOOOMEHHUKAMU.
[IpenmMyIecTBa ymopsimo4eHHBIX KpeMHE3eMOB IIPH X UCIIOIb30BAaHUY HA CTaaIUM M3BJICUYCHUS U KOH-
LICHTPUPOBAaHUS aHAJIIMTOB B BapMaHTax TBepHo(a3sHOM 3KCTpaKIMK, a TaKXKe XpoMmaTorpaduyeckoro
pasmeneHusT OJIM3KHUX T10 MPUPOAE BEIIESCTB HAIOT BO3MOXHOCTHh PACIIMPUTL ITHAIAa30H JTUHEHHOCTHU
OTKJIMKA aHAJIMTUYECKOTO CUTHAIA UCIIONb3yEMbIX METOIOB aHAM3a, a MPeAebl 0OHAPYKEHUS] NOHOB
1 MOJICKYJI YIAeTCSI CHU3UTh IO YPOBHS HI/MJI, HT/T.
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B nocnenHee Bpems HaGmMogaeTcs TEHACHLIMS
K MUHHATIOPU3AIMM MPOOOIOATOTOBKM M COKpa-
IIEHUIO IIPOAOJLKUTEIbHOCTH aHanu3a. Hapsmoy
C TPAIMIIMOHHO UCITOJIb3YEMBIMU XUIKOCTHO-KI -
KOCTHO#I M TBepaodasHoil skcrpakuuein (TDD)
MIpY OMpPEneIeHU NOHOB 1 MOJIEKYI B MHOTOKOM-
MOHEHTHBIX MaTPHUIIAX IIMPOKOE PACIIPOCTPaHEHUE
MOJIy4aloT HOBBIE BapHaHTHI IIPOOONOATOTOBKH.
Cpenu Hux TBepnodazHasi MUKPOIKCTPAKIISI, THC-
nepcuonHast TOD, maTpuuyHoe TBEpAOda3HOE qUC-
MepTupoOBaHUE U AP., OOCYKICHUIO KOTOPBIX ITOCBSI-
1LIEHO HECKOJILKO 0030poB [1—35].

CoBpeMeHHBIe BapMaHTHI TBepHo(a3HONM 3KC-
TPaKIUHU C IIPUMEHEHNEM KJIACCUIECKIX COPOSHTOB
NOJy4YuIU HauboJbliee pacinpoctpaHeHue [1]. Tpa-
OUIIMOHHO MCIIONB3YIOTCSI HOpPMalIbHO-(a30BbIe

KpeMHe3eMbl (cunukareau) [6], a Takxe Moou-
(pumpoBaHHBIE OOpamIeHHO-(a30BbIE COPOCH-
TBI ¢ TpuBUTEIMU TpynmamMu C8 u C18 [7] u monu-
MepHBIe MaTtepuansl [8]. B pabote [2] oTMeuaeTcs,
YTO pa3BUTHE METOHOB IIPOOOIIOATOTOBKM CBSI3aHO
C pacIIMpeHHeM Kpyra COpOEHTOB, B TOM 4HCJIE
HOBBIX MaTepHajioB Ha OCHOBE OKCHUIA KPEeMHMUS,
MO3BOJISIIOIIMX IIOBBICUTh CTENEHb M3BJICUCHUS
aHaAJINTa WUIM YBEIMYUTH d(P(PEKTUBHOCTh UX KOH-
neHTpupoBaHus. IlosBreHMe HOBBIX KIJIACCOB
KPEMHE3E€MOB C YINOPSIOYCHHON HAHOCTPYKTYPOI
MO3BOJISIET TOBOPUTH O IOBBIIIEHUNU AOCTYITHOCTHU
COPOILIMOHHBIX LICHTPOB ISl aHAJWUTOB, OOJIU HC-
MOJIb30BAaHHOM eMKOCTH COPOILIMOHHOTO CJIOS B MO-
MEHT IIpeKpalieHus notoka [9]. OcobeHHO 3To He-
00xonumMo Iipu peanu3anuu TAPD B TMHAMUYECKUX
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YCIIOBUSIX IIJIsS JOCTVDKEHUSI MAKCHMAJIbHBIX 3HaYe-
HU#T 3POEKTUBHOCTU COPOLIMOHHOTO KOHIIEHTPU-
posanusa CE[10, 11].

C yyeroMm ¢usmueckoro cMmbicia CFE TOBBIIIE-
HUEe 3(PPEKTUBHOCTU COPOIIMOHHOTO KOHIIEHTPU-
pOBaHMS BaXXKHO 11 YBEJIMYECHUSI aHAJTIUTUIECKO-
ro CHTHajla 3a CYeT KOHILIEHTPUPOBAHMS aHAIMTa
B equHMily BpeMmenu [10]. 3HaYNTENTLHO MEHBIINE
OrpaHUYCHUS B KWHETUKE COPOLIMM MOHOB 1 MOJIe-
KyJI, OTMEUYEHHEIEe B paboTax [9, 12—14], 11o3BoJISIOT
TOBOPUTH O ITOBBIIICHUH OJTHOTHI HCIIOIb30BaHUS
€MKOCTH COPOIIMOHHOTO CJI0SI YIIOPSIIOYCHHBIX Me-
30IIOPUCTBIX KpeMHe3eMoB. B 3ToM ciydae poct
3¢ HEKTUBHOCTH COPOIIMOHHOTO KOHIIEHTPHUPOBA-
HUSI CONPSDKEH C ITOBBIIIEHUEM OTHOIICHUS KOJIH-
YyecTBa COPOMPOBAHHOTO BElIecTBa “IMO IMTPOCKoKa”
K KOJMYECTBY MOCTYIUBIIErO B CJI0M KOMIIOHEHTA
[9]. B pabote [9] moka3zaHo, YTO IpU AMHAMMYIE-
CKOM COPOLIMOHHOM KOHLIEHTpUpPOBaHUU (poc-
darugunxonnmHa 3¢ dekTnBHOCTL (BermunHa CE)
BBIIIE B HECKOJIPKO pa3 IIPW HCIIOJIb30BAaHUM Ha-
HOCTPYKTYPHPOBAaHHBIX KPEMHE3eMOB II0 CpaBHE-
HUIO ¢ cuukareneM. HeyropsmoueHHas CTpyKTypa
¥ HEpaBHOMEpPHOE pacIIpeleieHNe COpPOLIMOHHBIX
LICHTPOB Ha ITOBEPXHOCTHU IIOP KJIACCUYECKHUX COp-
OCHTOB IIPUBONAT K 3HAYUTEILHOMY Pa3MbIBAHUIO
BBIXOOHBIX KPUBBIX, YTO HE MO3BOJISIET JOCTUTATh
BBICOKOI 3(p(PeKTUBHOCTHA KOHIIEHTpUPOBaHU [9].

OCo0eHHOCTH CUHTE3a COPOSHTOB ONPEIEISTIOT
MIEPBOCTETICHHYIO POJIb B (DOPMUPOBAHUU UX CTPYK-
TYpBl U CTENEHM yIopsAmoueHHOocTH. Kpome Toro,
cBoiicTBa TBepao(a3HBIX MaTepHaioB, IIPUMEHSIE-
MBIX Ha CTAOWSIX U3BJICUYEHUsI, KOHIICHTPUPOBAHUS
W pasaesieHus BeIIeCTB, MOTYT 3HAYUTEIbHO U3Me-
HSTBCS B 3aBUCHMOCTH OT Pa3BUTOCTH (yIeIbHOI
IUIOIIAAN ) TIOBEPXHOCTH, IIOPUCTOCTU M pacIipene-
JIeHUsI TIop IIo pasMmepy. B mmrepatype mompoOHO
PacCMOTPEHO BIMSIHHE YCIOBUI CUHTE3a Ha CTPYK-
Typy KpeMHe3eMoB [ 15—20]. Ycrronp30BaHMIO YITO-
PSAIOYEHHBIX KPpEeMHE3eMOB B TBepmoda3HOM 2KC-
TPaKIINHU yaeJIeHO 0ocoboe BHMMaHMe B padore [21].
OmnHako HETOCTAaTOYHO PacCMaTPUBAIOTCS BOIIPOCH
BBIOOpa copOeHTOB 1711 TAD, B TOM UHCIIe C yIeTOM
PO YIOPSIHOYCHHOCTH KPEeMHE3eMOB, a TaKXkKe
MIPEUMYIIEeCTBa, KOTOpHIE OOECIIeYMBAIOT HAHO-
CTPYKTYpHPOBaHHBIE MaTePUAJIbI.

HoBu3Ha ynopsimouyeHHBIX KpEeMHE3eMOM OC-
JIOXKHSIET BBIOOP KPUTEPUSI CpaBHEHMSI COPOCHTOB,
HCIIONB3YEMBIX Ha CTagiuy KOHIICHTPHPOBAHUS
KOMIIOHEHTOB. B 001mieM cirygae KOHIIEHTpHpPOBa-
HUE XapakTepu3yeTcss Ko3((UIIMEHTOM KOHIICH-
TPUPOBAHUSI, KOTOPBIIA OIpemesaeTcs KaK OTHO-
IIeHWe KOHIICHTpalUWii KOMIIOHEHTAa B MCXOTHOM
pacTBope M B KoHIeHTpaTe. OmHako B paboTax
10 HCIIOIB30BAHUIO YIIOPSIIOYCHHBIX MAaTepuajoB
3Ta BeJIMYMHA IIPAKTUICCKN He TpUBOaUTCsS. OOBIU-
HO YKa3bIBAIOTCS METPOJIOIMIYECKIE XapaKTePUCTH -
KM oTlpeie/ieHUsI KAKOT0-IM00 KOMIIOHEHTA B OIIpe-
JeneHHoi Marpule [22—26]. B HekoTopsix padorax
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[22, 23, 27] paccuuTaH KO3(PPUIIMEHT 000TaIICHIS
(Enrichment Factor, EF). B aToM ci1y4ae cJIOXHOCTh
CpaBHEHUSI COPOEHTOB COXPaHSIETCsI, TIOCKONbKY EF
MNPUBOASAT TOJbKO IS Haubosiee “3¢pheKTUBHOrO”
copbenta [22, 23, 27]. Ilon “Haubonee 3ddek-
TUBHBIM” MOHMMAETCS MaTepuaj, UCIIOJb30BaHUE
KOTOPOTo MO3BOJISIET JOCTUIaTh HAMOOJbILEH 10~
1aau XxpomMarorpapuyeckoro nuKa ornpeaeasseMoro
KOMITOHeHTa [22, 23] uid MakKCUMaJIbHOM CTENeHU
u3BIeuYeHus [24—26].

Yaie Bcero B JuTepaType He NPUBOAUTCS Xa-
pakTep M3MEHEHMsS aHaJIMTUYECKHUX MapaMeTpoB
NpY HCIIOJb30BAHUN YHOPSIOYEHHBIX ME30MOpHU-
CTHIX KpeMHe3eMoB B TMH, a nuirs Ha Ka4eCTBEeH-
HOM YPOBHE paccMaTpMBaeTCs U3MEHEHNE CBOMCTB
COpOEHTOB KakK pe3yabTaT BapbUPOBAHUS MIPUPOALI
MaTpUlbl, MOAUMUKATOPOB U (PYHKLUMOHATbHBIX
MNPUBUTLIX TPYIII.

Ilenp Hacrogiero o63opa COCTOMT B OOCYX-
JEeHUU OCOOEHHOCTE M3MEHEHMUSI COPOLMOHHBIX
CBOIMCTB HAHOCTPYKTYPUPOBAHHBIX KPEMHE3EMOB,
a TaK>Ke BbISIBJIEHUE UX TPEUMYILECTB JJIS1 peain3a-
LIMM COBPEMEHHBIX BapMaHTOB TBepAoda3HOii 3KC-
TpaKLUU.

CHUHTES3 YITIOPAJOYEHHBIX
KPEMHE3EMOB

YnopsimoueHHBIE ME30IIOPUCTBIE KPEMHE3eMBI
TOJTYYatOT 30J1b-TeJTb TEMIUIATHBIM METOIOM (pHC. 1)
[28, 29]. B xauecTBe MCTOUYHMKOB OKCUIA KPEMHUS
VCTOJIb3YIOT aJIKOKCUCUJIAHBI, KOJIJIOMAHBIE pac-
TBOpHI Si0,, a TaKKe CUJIMKAThl HaTpusi. I3BECTHBI
paboTHI MO CUHTE3Y YIIOPSIOYEHHBIX KPEMHE3EMOB
Ha ocHoBe KkBapia [30], mecka [31], 301bI prCOBOIt
Jy3ru [32] 1 ApyTruX OTXOMOB CEIbCKOIO XO3SMCTBA
[33]. TlpumeHeHMEe TaKMX WCTOYHMKOB OKCHAA
KPEeMHMSI 3HAYUTEIbHO ITOBBIIIAET 3KOJIOTUYHOCTD
CHHTE3a, a B psae CIydaeB MO3BOJISIET OPraHU30-
BaTh 0e30TXOMHBIE TTpou3BoAcTBa [34]. B xauecTBe
mabjioHa TPUMEHSIOT IIOBEPXHOCTHO-aKTHUBHEIE
BelllecTBa pas3nuuHoit nmpupoabl. Haubosnee yacto
WCIOJIb3YIOT OpOMUI LETUATPUMETIAMMOHMS [15]
1 OJIOKCOITOJIMMEPHI MOJIUATIICHOKCHI -TIOIUIIPO-
muneHokena-nonuasTiieHokenn  (Pluronic  P123,
Pluronic F127) [17, 35]. Bapeupys ycJIOBUSI CHHTE34,
yIaeTcsi KOHTPOJIMPOBATh CTPYKTYPY KPEMHE3EMOB
(kyObuueckasi, TeKcaroHajbHasi, CIIONCTas), pa3Mep
IOp U YaCTHUII, IUIOIIAAb IIOBEPXHOCTHU, IUIOTHOCTD
MOBEPXHOCTHBIX CHJIAHOJBHBIX I'pymIl 1 ap. B ka-
YECTBE aJIBTEPHATUBHBIX I1a0JI0OHOB IMPUMEHSIOT
MOHHBIE XUAKOCTH [36, 37], KupHbIe KUCIOTHI [38],
dochomununsr [39, 40] u op. B psanme cirydaeB cuH-
Te3 BeIyT Ha CMEIIaHHBIX MUlIeax [41—43].

OpgHa W3 MEPBBIX PadOT, IMOCBSIIEHHBIX CHH-
Te3y KpeMHe3eMa C KOHTPOJUPYEMBIM pa3MepoM
nop, 6nuta npencrasieHa B 1990 r. Kypona ¢ coasr.
[44]. Marepuai 1ojrygaiqm MOHOOOMEHHBIM METO-
IOM 13 MOJMCUJINKAaTa KaHEeMHUTa B IIPUCYTCTBUU
Ne 1
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YIIOPAAOYEHHDLIE ME3OITOPUCTBLIE KPEMHE3EMBI

MCM-41

MCM-50

Puc. 1. CTpyKTypa HEKOTOPBIX YITOPSAOYEHHBIX ME3OTIOPUCTHIX KDEMHE3EMOB.

AIKWITPUMETIAMMOHMMUHBIX COJIEM C pa3jIMYHON
JJIMHOM YIJIEeBOAOPOAHOM Lienu. B nanbHeiiieM aB-
TOpaM yOaJloch MOJYYUTb 0ojiee YHOpsoOoYeHHBIS
KkpeMmHe3embl FSM-16 [28].

OcoOblii HMHTEpPEC HAHOCTPYKTYPHUPOBAHHEIE
KpeMHe3eMbl BBI3BAJIM IIOCJIE MyOIMKAIWil TPYII-
bl yaeHbIX KoMmanu Mobil Oil Corporation [15].
Bapeupys yciioBusi, ObLIM ITOJYyYeHB KpeMHe3e-
MBI ¢ TekcaroHambHOit (MCM-41), KyOmueckoit
(MCM-48) u crmomucroit ctpykrypoit (MCM-50)
(puc. 2). Paamep mmop coctasui 1.5—10 HM B 3aBUCH-
MOCTH OT JUIMHBI HEIM CTPYKTYPOHAIIPABIISIONIETO
KoMMnoHeHTa. [lepBrie ymopsimoueHHbIE ME30IIOpH-
CThIE KpEeMHE3eMBbI ITOIYYaIi B IIPUCYTCTBUM NOHO-
reHHeix [IAB (111a0710HOB), B3aMMOIEHCTBYIOIINX
C CWIMKATOM 3a CYeT 3JICKTPOCTATUYECKMX CHII.
CornacHo TIpeIOKCHHOMY MeXaHU3My (hOPMUPO-
BaHUs KpeMHe3eMa, CHUJIMKAT-MOHbI KOHIEHCHPO-
BaJIMCh Ha YK€ OpraHU30BaHHBIX MuLeuiax [29].
OmnHako B MOCIEACTBUU OBLIO ITOKAa3aHO, YTO TaKKe
MaTtepuanabl 00pa3yloTcs B pe3ybraTe 0ojiee CIoX-
HEBIX TIpo1ieccoB [45].

YueHbie npyrux rpynn MOAYYUIA HOBBIE YTMO-
psSIIOYEHHBIE ME30IIOPHUCThIE KPEMHE3eMBI ¢ KyOu-
yeckoil cTpykrypoii me3zodaz (MCM-48, KIT-6)
[15, 20]. B cepenmne 1990-x rT. OBUI IpemIoOXeH
HEUOHHBIN nyThb cuHTe3a [17]. Ha ocHoBe moniu-
3TUIECHOKCUIHBbIX TTAB mosiydeHbl Me30MOpUCThIE
kpemuesembl MSU-1, MSU-2, MSU-3 [46]. B ipu-
CYTCTBUHU HENTpaJIbHBIX TUAMUHOB C JIJIMHOM yIJIe-
BOIOPOIHOI 1enu OT 8 1o 12 aTOMOB yIiiepona CUH-
TEe3NPOBaHBI yIOPSIOYeHHBIE KpeMHe3eMbl MSU-V
[47]. Npmest cmionb30BaHUS B KadeCTBe IIA0JI0HOB

Hunuaapuueckas
MHUIIEIIa

T'ekcaronanpHas

Murnenna I[TAB
YIaKOBKa MHIIEILT

HEHMOHOTEHHBIX OJIOKCOIIOJIMMEPOB IIpUBEIa K I0-
apieHnto MarepuaiioB cepn SBA (Santa Barbara
Amorphous) ¢ 6MMOIaIbHOI CUCTEMOT 13 MUKPO-
n Me3orop [17, 35], pa3mep KOTOPBIX TMPEBBITIAT
pa3smep me3ontop MCM-41 1 MCM-48.

JanpHelilnee pa3BUTAE METOHOB CHUHTE3a YIIO-
PSAIOYCHHBIX MAaTepuajoB CBSI3aHO C BBEICHU-
€M B PEaKIMOHHYIO Cpemy pa3IndHbIX IT00aBOK
[48—50]. IpucyrcTBre B peaKIIMOHHOI cMecH aJi-
KaHOJIOB (Hampumep, OyraHoma-1) IIpm CHHTe3e
VIIOPSITOYCHHBIX KPEMHE3eMOB MOXET IPUBOIUTH
K IIepexomy TeKCarOHAJIbHOM CTPYKTYPHI KpeMHe-
3eMa B KYOMUYECKYIO C CYIIeCTBEHHBIM M3MEHEHHUEM
pacmpeneneHus] W YACIbHON IUIOTHOCTU COPOIIM-
OHHEBIX IICHTPOB Ha ITOBEPXHOCTH, MX COJIbBATAIllN
M, KaK CJIeICTBHE, COPOIIMOHHBIX CBOMCTB KpeMHE-
3eMa B 1esioM. CUHTe3MpOBaHHEIE TAKIM 00pa3oM
COpPOEHTHI OTHOCHT K aHaJIoraM KpeMHEe3eMOB THUTIIa
KIT-6 [48].

BaxHoit 3apaueii n1s1 obecrieueHuss OOJIBIION
COpPOLIMOHHOI CIOCOOHOCTH, BBICOKOII CKOPOCTH
copOLMM U IecOpOLMK aHAJIUTOB SIBIICTCS Bapbu-
poBaHHME pa3Mepa Me30II0Op IIPY COXpPaHEHUH YIIO-
PAIOYEHHOM CTPYKTYpHI [51]. DakTop pasMepHOCTH
ME30II0p PEryJIupyeTcsl MPUPOIOI TeMILIaTa, yCcio-
BUSIMH CHMHTE3a KpeMHe3eMa, a TaKKe T00aBKaMM,
BIMSTIOIIMMHU KaK Ha CTPYKTypooOpa3oBaHHUE IIa-
0JI0HA, TaK ¥ HAa (DOPMUPOBAHNE MATPULILI KpeMHe-
3eMa ¢ ydyacTvieM MpekypcoposB [52]. B yacTtHocTH,
o aHanoroB MCM-41 pa3mep Me30IOp MOXET
BapbupoBaThCs OT 2 10 10 HM Mpy UCNOAb30BaHUU
MOHOTeHHBIX akuaaMuHoB R-N(CH;)-X ¢ unciom
aTOMOB ymiepoma B ammdaTudeckoit gactu ot 12

Vnanenue madiioHa [

Puc. 2. CxeMa cuHTe3a ynopsimoueHHBIX ME30IIOPUCTHIX KpeMHe3eMoB (Ha ipuMepe MCM-41).
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1o 22 [13] (R =C,H,s, C,Hy, C¢Hy;, v T.0.; X —
AHMOH TaJIOTeHMIAa WX Tuapokcuaa). s cuaTesa
ananoroB SBA-15 ¢ pa3mepom mop ot 4 1o 30 HM
ncnonb3ylor HemoHoreHHele [IAB (mampumep,
onokcoronuMmepsl Pluronic P123, Pluronic F127)
[17]. U3meHeHHe pa3mepa Me30IMop KPpeMHE3eMOB
MOXET OBITh peAIM30BaHO IPY UCITOJIb30BAHUM BE-
IIECTB, BAMSIONIMX HAa pa3Mep MUIE/ IIa0JIOHOB
[49]. HobaBka 1,3,5-TpuMeTnI0€H30/Ia B Ka4eCTBE
COpPacTBOPUTEIISI ITO3BOJIMJIA TIOJIYIUTh MaTepuai
tnita MCF (Mesostructured Cellular Foam) [50],
OpeacTaBiIsiolnii cob0ii paBHOMEPHO pacIiiojio-
JKeHHBIe cepuyecKue SUeKu, oOpasyloline He-
MIPEPBLIBHYIO TPEXMEPHYIO CUCTEMY IIOP C pa3MepoOM
6onee 10 aM. KpymHBIe TTOpBI, OMHOPOIHEIE TT0 pa3-
Mepy, OOyCIIOBIMBAIOT MEPCIIEKTUBHOCTD pa3ene-
HUS KPYITHBIX MOJIeKy/1 Ha matepuainax tuna MCF.
CrnenyeT OTMETUTh, YTO pa3Mep ME30IIop, a TaKXkKe
MM pPUHA pacpeaeaeHNs IIOp 110 pa3Mepy 0COOEHHO
BaxXXHBI [IJI1 KWHETUKU COPOLIMY MOHOB M MOJIEKYI,
B TOM YHCJIe B IMHAMUYECKUX ycaoBMsax. CienoBa-
TeJIbHO, YKa3aHHBIE ITapaMeTpbl HEOOXOOMMO KOH-
TPOJIMPOBAaTh UISI TOBBIICHUS 3((PEeKTUBHOCTU
COpPOLIMOHHOIO KOHILIEHTPUPOBAHUSI, COPOLMOH-
HO-XpoMaTorpaMIecKOoro pasnejeHus aHaIUTOB
C UCIOJIb30BAaHUEM YKa3aHHBIX KPEMHE3EMOB.

OnpanM 13 (HPaKTOPOB, OIPESASTIOMUM 3P heK-
TUBHOCTh KOJIOHOK B Xpomarorpaduu u 3ddek-
TUBHOCTb COPOIIMOHHOTO KOHIIEHTPUPOBAHMS IPHU
TBepao¢a3HOil 3KCTPAKIUH, ABISIETCS (PpaKIIMOH-
HBIII cocTaB cOopOeHTa, OOecHeYMBAIOIIM y3KOe
pacrnpenelieHne TpaHys copbeHTa mo pasmepy [53].
IIceBmoMopdHasas TpaHchOpMallMsl  CHIIMKaresis
[54, 55] ¢ momyyeHMEM YITOPSIIOYEHHBIX aHAJIOTOB
MCM-41 gBngeTcsl pacIpoCTpaHEHHBIM METOIOM
CHHTE3a, TO3BOJISIIOIINM IOCTUTAaTh BBEICOKOU 3(-
(peKTUBHOCTU COPOLIMOHHOTO KOHILIEHTPUPOBAHUS
npu TPD, a Takke YMEHBIIICHUS BBICOTHI, 9KBUBa-
JICHTHOM TEOPETUIECKOI TapeJIKe IS CJIOSI COPOSH-
Ta IIpA COPOIIMOHHO-XpoMaTorpapuIecKOM pasie-
JIEHVHU BeLIecTB [56].

Maptunom u T'anapHio ¢ coaBT. [56] oTMeue-
HO, 9YTO KOHTPOJIb HOPUCTOCTH ¥ MOP(OJIOTUHY P
CHHTe3€ YHOPSIIOYEHHBIX MaTepHaioB (HampuMep,
MCM-41) mo3BOJSEeT YIY4YIINTL XpomaTorpadmu-
YeCcKHNe XapaKTepUCTUKUA IO CPaBHEHHUIO C KJac-
CHMYECKMMHN KOMMEpPUYEeCKMMHU KojJoHKamMu. OueHb
Oonplnasg Iiomanb noBepxHoctd (~1000 m?/T)
MPUBOIUT, C OTHOII CTOPOHBI, K 00Jieeé BBICOKMM
BpeMeHaM yaepxKuBaHUs (OOJbIIEMY YHCIY Teo-
PEeTUYECKUX TapesioK IIpU OTCYTCTBMM 0OoJjiee 3Ha-
YUTEJIbHOTO II0 CPaBHEHUIO C KJIACCHMYECKUMU
copOeHTaM1 pa3MbIBaHUS (PpOHTA COPOLIMM U IIIH-
puHbI MKa). C 1pyroit CTOPOHbI, Ha YTO 0OpaileHo
BHMMaHe aBTopaMu paboThI [56], ynopsaouyeHHas
MOPHCTOCTh TTOBBIIIAET 3(P(PEKTUBHOCTh KOJIOHKHU
IUISI BBICOKMX CKOPOCTEH IIOTOKAa II0 CpPaBHEHMIO
¢ KJIaCCUYECKMMM KOJJOHKAMU Ha OCHOBE CHUJIMKAa-
rejsi, obecrieurBasi 6oyee BbICOKYIO U OJHOPOIHYIO
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MOJIEKYISApHYIO Tuddy3mio. DTO TaeT BO3MOXK-
HOCTb pa3ensiTb COEAMHEHUS Topa3ao ObicTpee 6e3
3HAYMTEIBHON MOTepH 3(PPEKTUBHOCTHA KOJTOHKM.

Ha ynopsimoueHHBIX KpeMHe3eMax Mpu copO-
LIMOHHOM Mpo6onoaroToske B yciaoBusx TMD npo-
SIBIISIIOTCSL  @HAJIOTUYHBIE  XpoMaTorpapuiecKuM
3aKOHOMEPHOCTH, CBSI3aHHBIC ¢ 00JIee OMHOPOIHOI
MoJIeKyIsIpHON nuddysueit. MoxXHo monaraTb, 4To
MEHBIIIAsI OHUCIIEPCUS CKOPOCTH MaccolepeHoca
aHaJIMTa B CJIoe COpOeHTa TaKXKe MIPUBOIUT K POCTY
OTHOIIIEHUST KOJIMYECTBA BellecTBa “I0 MpocKoka”
K KOJMYECTBY ITOCTYIMBIIETO B CJIOM KOMIIOHEH-
Ta, a CJIEOOBATEIbHO, ITO3BOJISIET IIPEIOIIOIOXUTD,
YTO IIPOMCXOOUT POCT BEIUYMHBI 3(P(PEKTUBHOCTHU
copOLMOHHOTO KOoHLeHTpupoBauus CE [9].

AHanormyHo xpomarorpaduu CcoOpOLMOHHOE
KOHIICHTPMPOBAaHNE MMKPOKOMIIOHEHTa MOXET
OBITh OXapaKTepM30BAaHO YHCIOM TEOPETUUSCKMX
TapeloOK B COOTBETCTBHMU C MOIEIbIO TEOPUM K-
BUBAJICHTHBIX TEOPETUYECKMX TapeloK IIPUMEHU-
TeJIbHO K TBepaodasHoii 3kcTtpakuuu [57]. Yucno
TEOPETUIECKUX TapeaoK (/N) OLleHMBAETCs C y4ETOM
OTHOCHUTEJIEHOTO 00beMa yaepKuBaHus (V) U cTaH-
JApTHOIO OTKJIOHEHMSI OTHOCHUTEJIBHOTO o0beMa
“mpockoka” BewecTBa (0y,,,) Ha BBIXOAHOM KPUBOIA,
COOTBETCTBYIOIIIETO OTHOCUTEIbHOM KOHIIEHTPAIIHN
c/c, = 0.159—0.500 u ¢/c, = 0.500—0.841:

PasmbiBaHME BBIXOOHOM KPUBOM  CBSI3aHO
C YPOBHEM IIPOCKOKA (puc. 3), ITO3TOMY HAIIPSIMYIO
BIMSIET Ha BeNWUNHY 3(P(HEKTUBHOCTH COPOIIMOH-
Horo KoHuLeHTpupoBanust CFE [9].

Bwmecte ¢ Tem Ianaphio ¢ coasr. [58] mmokasaHo,
YTO COIIPOTHUBJIEHME MACCOIIEPEHOCY TECHO CBsI3a-
HO ¢ pa3MepoMm U (opMoit Me3orop. 3HAYNUTETb-
HbIe OTKJIOHEHMSI IUaMeTpa Me30IOop OT CpemHeit

c/c,
0.841 f-mmmmmmmmmm e
0.500 femmmmmme e /
: Oy
0159 o : '
i o | V, M
Vr

Puc. 3. TunmuHbIil BUI BBIXOMHOI KpUBOit. Vy — 00beM
yAEpXKUBaHUS, O, — CTAHIAPTHOE OTKJIOHEHUE 0ObeMa
yAEpKUBaHUS BEIIECTBA MPU €ro MepeMEIIeHUN B COP-
OeHTe.
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BEIMYMHBI MOTYT IIPUBECTH K CHIDKCHUIO Xpoma-
moepaguueckoil 3¢ dexTuBHOCTU. Takoe yacTo Ha0-
JIIOIAeTCs TSI KJIAaCCUYECKUX KPEMHE3eMOB C IIH-
POKMM pacIipefelieHreM IIop mo pasMmepy. Takke
CHIDKEHHE IOCTYITHOCTH COPOIIMOHHBIX IIEHTPOB
P YMEHBIICHUM pa3Mepa Me30IOop IIPUBOIUT
K 0ojiee HM3KUM BEJIMYMHAM YHCJIa TEOPETUICCKUX
TapeaoK COpOLMOHHOro cjaos. B jaHHOM KOHTEK-
cTe chepruuecKre rpaHyiabl COPOEHTOB C OOJIBITUMU
mopamMu, y3KMM pacIipeiesieHreM IIOp II0 pa3Me-
py ¥ KyOm4yecKoi cuMMeTpueil (BHICOKOCBSI3aHHAS
ceThb nop, Kak 111t MCM-48) MoryT OBITh Hanboee
noaxoasiieil HenoaBUXKHOM (a3oit 1j1s1 ObICTPBIX
npolueccoB pasaenenus B BOXKX [58] n misa koH-
LIEHTPUPOBAHUS aHAIMTOB B TUHAMUYECKUX YCJIO-
Busx rmpu TMOD.

Monudukaius MOBEPXHOCTA OPraHUYECCKUMU
M HEOPTaHUYECKUMM pearcHTaMM SIBJISIETCS OTHUM
M3 HallpaBJIeHUA Baprualuu COPOLIMOHHBIX CBOICTB
KpeMmHe3emoB. Haunbonee M3BECTHBIM U TpaaulIv-
OHHBIM ITOIXOIOM MOIU(UKALINY CYUTMKATeJIei, I10-
JIYYUBIINM IIMPOKOE PACIIPOCTPAHEHHE, SIBJISICTCS
MPUBUBKA TPYII OKTWJI-, HONCLIMI-, TeKCAOCIIII-
WIN OKTaAelWICUIAHOB, IMO3BOJISIONINX IT0Jy4YaTh
obGpareHHO-(a3oBbie KpemHesembl C8, C12, Cl16
u C18. Illupokoe pacrmpocTpaHEeHHE, B TOM YHCIIE
B TDOD, moaydywinm U KpeMHE3eMbl C IIPUBUTHIMU
(hbyHKIIMOHAJIBHBIMU (AMUHO-, LIMAHO-, AUOJIbHBIMU
u 1p.) rpynmamu. I1o cBouM cBOMCTBaM TaKue CoOp-
OCHTHI 9aCTO paccMaTPUBAIOT IJISI BApUAHTOB HOP-
MaJIbHO-(a30BBIX IIPOLIECCOB, B KOTOPBIX COPOCHT
OoJiee MMOJISIPEH, YeM pacTBOPUTENIb. AHAJOTMIHEIE
MOOXOOBl IIPUBUBKY HETOJSIPHBIX M (DyHKIIMOHA-
JIN3MPOBAHHBIX CUJIAHOB IIPUMEHSIIOTCS 1 IS YIIO-
pSIOYeHHBIX KpeMHe3eMoB (aHamoroB MCM-41,
SBA-15 u np.) [59—63]. Momudukanus KpemMHe-
3eMOB C YY€TOM BapbMPOBAaHUSI MX COPOLIMOHHBIX
CBOIICTB M IPUMEHEHMs B pa3IMYHBIX BapHaHTaX
T®HD npoBooUTCS ITyTeM MHKATICYJIMPOBAHMUS, IIPO-
nutKu [64, 65] 1 XMMUYECKO MPUBUBKU (PYHKLIMO-
HaJIBHBIX Ty (TpadTuHr) [59, 66—73]. [TonpobdHO
Monu(UKaLIUS YIIOPSIIOYCHHBIX KPEMHE3EMOB Op-
TaHMYEeCKMMU peareHTaMy paccMOTpeHa B paboTe
[74]. B HacTosIIEe BpeMsT aKTUBHO pa3BUBaeTCd Ha-
npaBjieHue MOTU(MUKALIMN YIIOPSIOYCHHBIX KpeM-
HE3eMOB HMOHAMM METAJUIOB ISl CO3MaHUSI KOM-
TUIeKcooOpa3yrommux copoeHToB [27, 75—77]. B psne
CJIyJaeB Ha CTaAWHU IIPOOOIOATOTOBKY IPUMEHSIIOT-
cq KpeMHe3eMbl 0e3 IpeIBapUTEIbHOTO yAAJCHUS
mra6ona n3 Me3orop [78—80].

KIIACCHUYECKAA TBEPJOPA3ZHAA
BKCTPAKLI WA C UCITOJIb3OBAHUEM
HAHOCTPYKTYPUPOBAHHDbIX
KPEMHE3EMOB

Pan  ocobeHHOCTE HaHOCTPYKTYpUPOBaH-
HBIX KPEMHE3EMOB OTIMYAeT UX OT TPaOUIIMOHHO
HCIIOJIB3YEMBIX COPOEHTOB, B YAaCTHOCTU aHAJIOTU
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MCM-41 u SBA-15 B miponteccax TMD. B padore
[21] aBTOpBHI OOpamialOT BHUMaHWE Ha OOJIbIIYIO
mwromanb nopepxHoctu a0 1000 mM%/r 1 06beM 1OP
6omee 0.7—1.0 cm?/r. [ToMMMO BETMUMHBI YAETbHOMI
IUIOIIAAN ITOBEPXHOCTU, HEOOXOOMMO YYWUTHIBATH
MOJIIPHOCTh ITOBEPXHOCTH U MPUPOLY COPOIIMOH-
HbIX HeHTpoB. COpOLMOHHBIE CBOMCTBAa TBEPHO-
(hasHBIX MaTepHaJOB MOIYT TakKKe 3HAYMUTEIHbHO
MEHSITbCS TP BapbUPOBAaHUM UX CTPYKTYpHIL. B pa-
6ote [81] m3yueHBI cOpOIIMOHHBIE cBOMCTBAa SBA-
15 1 ananora co cepuueckumMu rpanynamu (SM)
10 OTHONIEHWIO K OMHOMY U3 TOpMOHOB 173-3cTpa-
Iuojy. BBIsSIBIEHO, YTO IpU MCIIOJIb30BAHMM HE-
MOIN(PUIIMPOBAaHHBIX KpeMHe3eMoB SBA-15 n SM
U3BJIeYEeHNE aHaiIuTa cocTtasisier 16 u 84 %, coor-
BETCTBEHHO. 3aMeTHOE pa3linyiie B COPOIIMOHHBIX
CBOMCTBAaxX B JAaHHOM CJIy4ae CBSI3aHO C IIPUPOION
COPOLIMOHHBIX IEHTPOB (CUJIAHOJBHBIX U CHJIOK-
caHoBbIX rpymn). Meromom Si JAMP asropamn
pa6oTsl [81] mokazaHo, 4To Ha MMOBepXHOCTH SBA-
15 mpeobiagaroT M30JUPOBAHHBIC CUIAHOILHBIC
rpyrnel (curHana Q°), B To BpeMs Kak HauboJee
WHTEHCHUBHBIN CUTHAJ IIpu aHaim3e SM cooTBeT-
CTBYeT TOBEPXHOCTHBIM CHJIOKCAHOBBIM TIpYIIIaM
(Q%). IpuBeneHHBIN MPUMEP yKa3bIBaET Ha TO, YTO
B 3aBUCHMOCTH OT YCJIOBUI CHMHTe3a U MOoaupuKa-
UM KPEMHE3EMOB COOTHOIICHHE CUJIAHOJBHBIX
M CUJIOKCAHOBBIX I'PYIII IO3BOJSIET PETyINpOBaTh
COpPOLIMOHHBIE CBOMCTBA TBepAO(a3HBIX MaTepua-
JIOB IT0 OTHOIIEHMIO K ITOJISIPHBIM M HETOJISIPHBIM
copbatam. CTOUT OTMETUTD, YTO CXeMa YIIPaBJICHUS
MPUPONO COPOLMOHHBIX IIEHTPOB YIIPOIIAETCS
B ciydae aHainoroB MCM-41 u SBA-15 BcaencTBue
VIIOPSIIOYEHHOCTH UX TeKCarOHAJIbHOM CTPYKTYPHI.

HaHocTpykTyprpoBaHHBIE KpeMHE3eMbl HaXO-
IAT IpMMeHeHUe B KayecTBe copbeHToB mist TMD
B Ipoleaypax IpoOOMOATOTOBKY U IIOCIIEAYIOIIE-
ro XpoMarorpauyeckoro OmnpeaeacHUsT BEIIeCTB
B 9KCTpaKTaX MUIIEBHIX 1 (papMalleBTUIECKUX IIPO-
IykToB [24, 81—86]. BaxHoii rpymmoii aHaJIuTOB
SIBJISIIOTCSI BEIIIECTBA C IMIPOTUBOPAKOBOI aKTMBHO-
CTBIO. ABTOpaMu paboThI [83] mpomeMOHCTpUPOBa-
Ha BO3MOXXHOCTb BBIIEICHUS X OYMCTKH IIPUPOTHO-
ro U30TUOLIMAaHATHOIO COeNMHEeHUs cylbpopadaHa
M3 BKCTpPaKTa OpOKKOJIM METOHOM TBepmoda3Hoit
3KCTPAKIUHU C UCIIOJIb30BAaHNEM KPEMHE3EMOB pa3-
JINYHOI CTeNeHU ynopsiaodeHHOCTH. CTOUT OTMe-
TUTh, 9TO KpeMHe3eMbl SBA-15 ¢ ynopsimoueHHOit
ME30IOPUCTOM MATPUIICH ITO3BOJISIOT TOCTUTATh
HauOOJbIIEH ITOJHOTHl M3BJICUCHUS aHAIUTa (IO
98 %) 1Mo CpaBHEHMIO C TPAAULIMOHHO HCIOJIb3Ye-
MbIMu cuukareiaeMm C18, neosmramu ZSM-5, Y, L
n cogamuToM (SOD) [83].

B pabore [84] ormMeueHO, YTO Ha ME30MOPH-
CTBIX KpeMHe3zeMax SBA-15 mocturaercsa Ooiee
MOJIHOE W3BJICUCHNE AaHAJWUTOB II0 CPaBHEHUIO
C CHJIMKAreJsIMU C IPUBUTHLIMU TPYIIIIaMU OKTale-
muiacwiada C18 M Me30IOpPUCTHIM YIIIEPOOOM MPHU
TBepaoa3HOil OKCTpaKUMK TPUTEPICHOMTHBIX
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CallOHMHOB U3 TPABSHUCTOIO pacTeHUs IpocTpena
kuTaiickoro. CTOUT yKa3aTh, YTO IIPH COIIOCTaBU-
MOIi ¢ HEKOTOPBIMM IPYTMMU TBEPAO(DAZHBIMU Ma-
TepuajaMu copOLMOHHON eMKocTn SBA-15 obma-
JAET 3HAYNUTETbHBIM MTPEUMYIIIECTBOM, CBSI3aHHBIM
C BO3MOXXHOCTBIO MHOTOKPaTHOTO MCIOJIb30BaHUSI.
ABTOpaMu paboThl [84] OTMEYEHO, YTO BOCIIPOM3-
BOIMMOCTD PE3YJIbTaTOB OIpPENeIeHUSI CAallOHMHOB
npu ux TBepmodasHoi sKcTpaknum Ha SBA-15
HE CHIXAeTCsI IOCJIe IISITH IMKJIOB UCIIOIb30BaHUS.

HemanoBaxeH pacxol COpOEHTOB, MpUMEHSIe-
MBIX IIPY COPOLIMOHHOM M3BJICYCHUM Y KOHIIEHTPH-
poBaHMU LieJIeBbIX BelllecTB. Hanboee pacmpocTpa-
HeHO TTpuMeHeHre KapTpumkeit mis TMD ¢ maccoit
cop6enTa 200 v 500 mr. Beicokue koaddummeH-
THI pacIipeneeHIs aHAJIUTOB IIPU COPOLIMK Ha yIIO-
psoodeHHBIX KpeMHe3demax (MCM-41, SBA-15,
UVM-7 n ap.) 6aarogapst GONBION YASTHLHON TI0-
Iaad ITOBEPXHOCTH, OCOOEHHOCTSIM pacIpenene-
HUSI COPOIIMOHHBIX ILIEHTPOB M HX COJIbBaTallMH
MO3BOJISIIOT HMCIIOJIb30BaTh MaJlble MAacChl COpOEH-
ta (10—100 mr) npu TOD ananutos. B pabote [26]
M3y4eHBl COPOLIMOHHBIE CBOMCTBA KPEMHE3EMOB
MCM-41 u UVM-7 npu BeIenieHnn hochagnuTui-
xonuHa. KpemHezem UVM-7 ¢ ynopsigoueHHOI O1-
MOIaJIbHOM MOPUCTOCThIO 001agaeT MaKCUMaJIbHOM
COPOLIMOHHOM CITOCOOHOCTHIO K (pochommmumy. bo-
Jiee BbICOKYIO0 eMKOoCcTh UVM-7 aBTOpPHI CBSI3bIBAIOT
C BBICOKOI TUIOTHOCTBIO CBOOOMHBIX CHJIAHOJBHBIX
TPYIIII ¥ BEIMYMHOM YISIBHOM IIOIIAIN ITOBEPXHO-
ctu (S, = 1275 M*/T), moYTH B 1Ba pa3a MpPeBbILIAIO-
et ananor MCM-41 (S, = 660 m?*/r). OTmeueH-
Hble 0COOEHHOCTH KpeMHe3eMa [26] 060CHOBBIBAIOT
MepCHeKTUBHOCTE BhIoopa UVM-7 nmig TBepmodas-
HOIM 3KCTpakumi (PocPonMmmmaoB U3 MHOTOKOM-
MOHEHTHBIX MAaTpull (B TOM 4YHCJIE TIPU aHaIu3e
YeJI0BEUYeCKOro MOJIOKA Ha comepxkaHue docdoam-
nupoB). IlpuMeHeHue yHOpPsSIOUYEHHBIX KpEeMHe-
3eMOB TI03BOJISIET ONpeneisITh (ochaTuTUIXOINH
npu KoHUeHTpanusix 150—600 MKr/MiI ¢ IpenenoM
0o0HapyxeHus 3.5 MKT/MJI1. BaxkHbIM 10CTOMHCTBOM
KapTpUIXKeH, 3alI0JJHEHHBIX HAHOCTPYKTYpUPOBaH-
HbiMU aHajgoraMu UVM-7, gBisieTcsi coXpaHeHUe
YIOBJIETBOPUTEIBLHOM BOCIIPOM3BOINMMOCTH PE3YiIhb-
TATOB omnpeneiaeHus GocoIunuIoB nocie 15 mm-
KJIOB MCIIOJIB30BaHMSI COpOEHTa (CTEIIeHDb M3BJIeYe-
HUSA ocTaBaiach B uHTEpBaie 94 + 4 %).

Tak ke Kak 11 TpaIUMIIMOHHBIX CHUIMKarele,
CYILIECTBEHHOE 3HAYeHUE IIPU BapbUPOBAHUU COP-
OLIMOHHBIX CBOICTB YIIOPSIIOYEHHBIX KPEMHE3EMOB
nMeeT X MOOU(UKAIINS TTPUBUBKON (PyHKIIMOHA-
JIMBUPOBAHHBIX CUJAaHOB. bojblloe yuciao pador
(Hanpumep, [24, 85, 86]) mocssieHo TBEpaOodas-
HOI 3KCTpaKLUMWU Pa3IMYHBIX BEIIECTB ME30IIOpH-
CTBIMM KpeMHE3eMaMU C IIPUBUTHIMU HEIIOJISIp-
HBIMU OKTaIeHWJIbHBIMKU Tpynmamu. OQ4eBHIHO,
Momndukams KpemMHeseMoB Tpyrmamu C18 crro-
COOCTBYeT pean3allii PacpeneInTeIbHOTO MeXa-
HU3Ma yaep:XuBaHUs copbaToB. BMecTe ¢ Tem cTout
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OTMETUTh YAYYIIEHUS B KUHETHKE IIpoIecca 3KC-
TPaKIMK BEIISCTB 3a CUeT OOJIbIIC TOCTYIHOCTHU
yriopsimodeHHBIX Me3ottop [12]. B pabore [12] ot™e-
YeHO, YTO JIJIsT HAHOCTPYKTypupoBaHHoro MCM-41
s dexTuBHBIE KO3DPUIMEHTH TP Py3nn GIaBo-
HOUOOB (Ha IIpuMepe KBepueTrhHa 1 +(+)-KaTexu-
Ha) IPUHUMAIOT B 2—5 pa3 O00JIbIINe 3HAYCHUS, IeM
IUISI CUJTAKATeIei ¢ IIMPOKUM paclipeneieHeM Iop
1o pasMepy. boiee Toro, MeHbIIasI AUCTIEPCUST CKO-
pocTeii MacconepeHoca copbata MOXET ObITh 00Y-
CJIOBJIEHA KaK OOJIbIIeH JoJjieil COPOLIMOHHBIX IICH-
TPOB Ha BBICOKOPA3BUTON (ILIOIIAAL ITOBEPXHOCTHU
S, = 1000—1250 m?/r) Me30MOPUCTOM TOBEPXHOCTH
MCM-41, yyacTBYIOIIUX B yIepKWBAHWUW aHAJIM-
TOB, TaK U Y3KUM pacIIpeaeIeHueM I10p 110 pa3Mepy
15T YIIOPSIIOYEHHBIX KPEMHE3EMOB.

CenleKTUBHOCTb COPOEHTOB MOKET OBITH TTOBBI-
IeHa ImyTeM (OpMUPOBAHMS MOJICKYJISIPHBIX OTIIE-
YaTKOB B CTPYKType copOeHTa. ABTOpaMu pPadOTHI
[25] momryaen copbeHT MCM-41 ¢ MOJIeKYISIpHEIMU
OTIIeYaTKaM1 HOHMJI(peHOJIa 715 €T0 TBepaoda3HOM
BKCTPAKIMM M3 TEKCTUIBbHBIX 00pa3noB. Mcrob-
30BaHUE MIPU CUHTE3e KpeMHe3eMa IIOTeHIINAIbHO-
ro aHajiTa (B KauecTBE MOJIEKYJISIPHOTO OTITeYyaTKa)
MO3BOJISIET JOCTUTATh CTETICHU M3BJICUCHUSI copbara
10 92—95 % 1 OTHOCUTEILHO BBICOKOTO 3HAYCHUSI
ko3 drumenTa cemektuBHocT (o0 = 2-3). Kak
OTMEUYEHO BBINIE, POCT BEeIMYMH 3(PPEKTUBHOCTH
COPOLIMOHHOTO KOHILIEHTPUPOBAHUSI IIPU UCIIOJIH30-
BaHMU HAaHOCTPYKTYPUPOBAHHOTO COpOEHTa BaXKeH
IUIST YBEIMYCHUS aHAJIUTUYECKOrO CUMTHAJjIa 3a CUYeT
KOHIICHTPMPOBAHUS aHAJINTA B €IMHUILY BpEeMEHMU.
BMmecTe ¢ TeM OTCYTCTBHE 9KCIIEPUMEHTAIBHBIX BhI-
XOOHBIX KPUBBIX U psiga ITapaMeTpOB KOHIICHTPH-
pOBaHUS HE TIO3BOJISIET IO JIMTEPAaTypPHBIM JaHHBIM
oueHuTh mapamerp CE. Mcnonp3oBaHme Ha cra-
INSTX TIPo60o1ToaroToBKN (¢ TMD) yrmopsaodeHHBIX
KPEeMHE3eMOB II03BOJISIET Ha IOCJSHYIONINX CTa-
IUSIX oIlpedesieHrsl Oojiee CYIIECTBEHHO CHIKATh
YPOBEHb IIIYMOB aHAJUTHYECKOTO CHUTHA/A 3a CUYET
yIajieHus IIPUMECHBIX BEIIeCTB, MEIIAIOIINX OIIpe-
IEeICHUIO, W PaCIIMpPATh OUANa30H OIIPEAeISIeMbIX
KOHIICHTpAllMii IIeNeBbIX KOMIIOHEeHTOB. Hampm-
Mep, aBTopaMu paboThI [25] TIpu onpeneieHu HO-
Huipenoma MeronoM BOXX ¢ YD-nmerekTnpona-
HUEM OTMeYeHa JIMHEITHOCTb OTKJIMKA B MHTEpPBaJe
koHneHTpanwuii 0.25—20 mMxr/mi1. B To ke Bpems 60-
Jiee BBICOKMIT aHATMTUYECKUIA CUTHAJ IIPX YCJIOBUU
06mbIIeit 3¢ HEKTUBHOCTU COPOITMOHHOTO KOHIICH-
TPUPOBAHUS IIPUBOIUT K YBEINMICHUIO KO3 PUIIH-
€HTa YYBCTBUTEJIbHOCTU M CHIDKCHMIO IIpenesia o0-
HapyxeHMs aHanuTa 10 0.12 MKT/MIL.

B ycioBusix TBepmoda3HOM B3KCTPAaKIUK IIPH
WCIIOJBb30BAHNM  HEYIOPSIIOYEHHBIX COpPOCHTOB
HU3KHE CKOPOCTh U ITOJHOTA IeCOpOLMK aHaJIuTa
00YCJIOBJIECHBI KMHETHYECKMMH OCOOCHHOCTSIMH
OTHOCHUTENIHLHO 0oJiee MEIJISHHOIO IIpoliecca Mac-
collepeHoca aHajiuTa B IWHAMUYECKNX YCJIOBU-
sIX, MEXaHM3MOM YIepXUBaHUs aHaiHMTa (C Oojee
Ne 1
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BBICOKOIi BHeprueil CBsI3bIBaHUS ¢ COPOLIMOHHBIMU
LIEHTpaM1), a TakKXe MEIJICHHBIM YCTaHOBJICHHUEM
COpOLIMOHHOTO (pacHpeneIMTeILHOTO) paBHOBE-
cusl. DTUX HEAOCTATKOB OTYACTHU JIMILIEHBI BapUaH-
Thl TAD Ha KpeMHe3eMaxX ¢ CUCTEMOM yHOpsiIo-
YEHHBIX Me30I110p. Takre HaHOCTPYKTYPHUPOBaHHEIE
copOeHThl 00ecreynBalOT OTHOCUTEJbHO Ooliee
OBICTpPHBII MacconepeHoc copOATOB U MEHbIIIEE Bpe-
M YCTaHOBJIEHUsI paBHOBecus (MHOTrma Oojiee 4eM
Ha mopsiaokK) [9] 3a cuer Oojiee pa3BUTOM BHEIIHE
MOBEPXHOCTH 1 TOCTYITHBIX COPOLIMOHHBIX IIEHTPOB
Ha IIOBEPXHOCTU ME30II0P.

COBPEMEHHBIE BAPUAHTBI
TBEPJOPA3ZHOU DKCTPAKLINN

TeBepmodasnas  MHMKpOIKcTpakmuda. BaxHoit
OCOOCHHOCTBIO  YIIOPSIIOYEHHBIX KPEMHE3EMOB
IUISI WCIOJb30BAaHUS B COBPEMEHHBIX BapHaH-
Tax TBepHOo(a3HON SKCTpaKUMNU SBISICTCS BO3-
MOXHOCTb MUHMATIOpU3alny KapTpumkeint TOD
3a CYET CYIIECTBEHHO 0oJjiee pa3BUTOM IMOBEPXHO-
cTd (IIPOIOPLIMOHAIFHOE YBEIMYECHUE COPOILIMOH-
HOII €MKOCTH) M CHIXEHMSI BKJIala KMHETUICCKUX
OrpaHMYCHUI copOIMM aHanMuTa (YBeIM4IeHHe d¢-
(beKTUBHOCTU COPOLMOHHOTO KOHILIEHTPHUPOBAHUS
B OMHAMMYEeCKUX yciaoBusx). Ilom TBepmodasHoit
mukpoakcrpakiuein (TOPMD) moHuMaeTcss a1u0O0
PsiT METOIOB, B KOTOPBIX MCIIOIb3yeTCsI HEOOIbIIOE
KonmyecTBo copoenTa (06614HO 10—50 Mmr) [87—89],
100 HaHeceHHne COpOeHTa Ha IIOBEPXHOCTD BOIOK-
Ha WIK Ul Mukpommnpuia [79, 90—98]. Maioe
KOJIMYECTBO COPOEHTA MO3BOJISIET PACIIMPUTh BO3-
MOXHOCTH TPaIWIIMOHHBIX KapTPUIKEH TSI TBEP-
nodasnoit akcrpakumu [99]. Ha cramusix nmpobo-
MOATOTOBKY MOTYT PEaIM30BBIBATHCSI Pa3IMIHEIC
BapuaHThl yIIaKoBKU copbeHTa. TBepmodazHas
BKCTPAKIUS C YIOPSIIOYEHHBIMU KpeMHe3eMaMM
B HaKOHEYHMKe Jo3aTopa (pipette-tip) ycreuiHo
IIpUMeHeHa U OIIpeAeIeHUN SHIOTCHHBIX IEIITH-
OB B Tuta3me destoBeka [ 100] u acTpagmnoira B MoJIo-
Ke [87].

Oco0GeHHOCTBIO APYTroro BapuaHTa TBepaodas-
HOI MUKPO3KCTPAKIINU SIBJISIETCS HEIIPEPHIBHOE ITe-
peMelIBaHue, TTO3BOJISIONIEe IIOBBICUTD IUIOIIAIb
MOBEPXHOCTH COPOEHTA, KOHTAKTUPYIOIIYIO C IIPO-
0oit. Takoii momxom IIpedIrojaraeT IIPUMEHEHUC
MeEIIaJK BMECTE C COPOSHTOM BHYTPH ITOJHUIIPO-
MUJICHOBOI MeMOpaHbl. McIionb3oBaHMe BapraHTa
TDD ¢ mepemenMBaHUEM II03BOJISICT PACIIMPUTH
MAAIa30H JIMHEITHOCTU TpagydpOBOYHBIX 3aBUCH-
MOCTEI IJIT OoIpemefieHUs] BEIIeCTB (HAIpUMeED,
(beHONBHBIX COSMMHEHWIT) Ha IIOPSIIOK II0 CpaBHe-
HUIO C TPaIUIIMOHHBIMU CIIOCO0AaMU IIPOOOIOATo-
ToBKU. B pabote [101] peanusoBaHo ompenejieHUe
comepXaHUs HUTPO3aMHHOB B KOCMETUYCCKMX
cpeactBax mMertomoM TAOMD ¢ mepeMmeniMBaHUEM
Ha SBA-15, nonyMpoBaHHBIM LIEpUEM, C MOCEAYIO-
mwumMm I'X-MC-onpenenenueM. Ilpu ontumuzanuu
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KOJIMYECTBA IOMAHTa, MACChI COpOCHTA, TUIIA M 00b-
€Ma BJII0CHTA CTeIIeHb U3BJICYEHUSI MOXET OBITh I10-
BoimreHa 1o 80—100 % [101], paciuupeH Auana3oH
muHeHocTr 1o 10—1000 Hr/mi, a mpenensl 0OHa-
PYXeHUsI TIpU IIPOOOIOATOTOBKE C TBepmoda3Hoit
MUKPOBKCTPAKIIeil MOTyT OBITh CHIDKEHEI IO He-
CKOJIbKUX HT/MJI (2.7—3.4 Hr/ma 1o naHHbM [101]).
CTouT OTMETUTD, YTO MUCIIOIB30BaHWE HAHOCTPYK-
TYpPUPOBAHHOTO KpeMHe3eMa II03BOJISICT HOCTUYb
BBICOKOI TOJIHOTHI M3BJICUCHUS B OoJiee IIMPOKOM
IUara3oHe KOHILIEHTpALU 10 CPaBHEHUIO C yIJe-
POITHBEIMY HAHOTPYOKaMM ¥ KapOOKCEH,/TIOIMINMeE -
tuncunokcaHoBbiM (CAR/PDMS) BosiokHowM [101].

Hcnonp3oBaHne KpeMHE3eMOB B BOMTHEIX pac-
TBOpaX OrpaHMICHO KOHKYPEHTHO1 copOmueil Mo-
JieKya Boabl [74]. B TO XXe BpeMs yIopsiAO4YeHHbIE
KpeMHe3eMbl MOTYT IIPMMEHSTHCS B BapUaHTaX
T®D kak B HEMOJSIPHBIX Cpelax, TaK M B BOMTHEIX
pacTBOpax BCJIEACTBUE OCOOCHHOCTE (opMHpo-
BaHUS MaTPUILI M paclpeneiacHUs COpOLMOHHBIX
IIEHTPOB Ha ITOBEPXHOCTU M, KaK pe3yJbTaT, 0ojee
BBICOKOI TuapogobHOoCTU. ABTOpHI padoTr [102,
103] mpoaeMOHCTPUPOBAJIM BO3MOXHOCTb OIpe-
neneHnsT (PeHONbHBIX COSNMHEHNI B BOAE IPU UX
TBepAo(a3HOoii MMKPOIKCTpPaKILUM C TepeMelln-
BaHueM Ha SBA-15 ¢ pa3iWyHbIMU TPUBUTHIMU
opraHuyeckumu rpymnmnamu. KoadduureHTbl KOH-
LIEHTPUpPOBaHMsI (DEHOJbHBIX COEAMHEHWI Ha YIIO-
psiAOUEeHHBIX KpeMHe3eMax coctaBwin 20—30.

B psame pa6or mom TOMD moHMMAIOT BapuaHT
npoOOMNOATrOTOBKU, OCHOBAHHBIA Ha 3aBUCHMOCTH
CcOpOLIMM BellIeCTB OT TemIepaTypbl [92—94, 104,
105]. MeTon cOCTOUT B aACOPOLIMK aHAJIUTOB Ha IO-
BEPXHOCTU COpOEHTA C MOCIEMyIOUEel qecoponueit
npu OoJjiee BBICOKMX TemIieparypax. OgHO U3 oc-
HOBHBIX IIPEUMYIIECTB TaKoTo BapuaHta TOMD —
OTCYTCTBUE HEOOXOOAMMOCTHM  KOJUYECTBEHHOIO
WU3BJIeYEHUS 1LieJIeBbIX KOMITOHEHTOB U3 MPOOkI. [o-
CTaTOYHO BBIMOJHEHUE JIMHEMHOIO COOTHOLIEHUS
MEXIy KOJIUYEeCTBOM COpOMPYyEeMOro aHajauTa U ero
KOHIIeHTpaluell B aHaIu3upyemMoM oopasiie. ABTO-
pbl paboThl [105] oTMeTUIM, YTO K TOCTOMHCTBAM
METola OTHOCATCSA UWJIMHApPUYECKasT TeOMETpus
BOJIOKOH, obecrieuyrBaroLas JerKuii A0CTyIl aHaIu-
TOB K TTOBEPXHOCTU YHOPSIAOYEHHOTO KpEMHE3EMA,
a TaKXe OTCYTCTBME HEOOXOIUMOCTHU B MOJIHOM Je-
copOuuu copbaToB.

B TBepmogazHOii MHMKPO3KCTpPaAKLMHU, KakK
M B KjJacchmdyecknx BapmaHTax TAdD, OONBIIYIO
poJib UrpaloT HAHOCTPYKTypa copOeHTa, ero
yaeabHAas IUIOLIAAb IOBEPXHOCTU U pachpene-
JIeHUE COPOLMOHHBIX LEHTPOB IO MOBEPXHOCTHU
(B TOM umcie BHyTpu Me3onop). Eciau cTpykTypa
TBepao¢a3HOro Marepuasa (B TOM YUCIIEe CTEEHb
ee YMNOpSOOYEeHHOCTH, TUIT Me30(gasbl) oOIlpe-
JelisieT KUHETUYECKHEe OCOOCHHOCTU CopOoLuun
aHaiuTa (CmocoOCTBYeT U3MEHEHMI0 3(P(PEeKTUB-
HOCTU COPOLIMOHHOI'O KOHUEHTPUPOBAHUS B IU-
HaMMYECKUX YCIOBUSIX), TO yAEAbHASI IOBEPXHOCTb
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KpeMHe3eMa BJIMSIET Ha COPOLIMOHHYI €MKOCTh,
BO3MOXHOCTh BapbuUpOBaTh pabouuii Auana3oH
KOHILICHTpAllMiA aHAJIUTA.

Brilie oTMeYeHO, YTO HE BCerga KOPPEKTHO
NpPOBOAUTH BbIOOP COpOEHTA HA OCHOBAHUM TOJIb-
KO CTEIEHU W3BJICUYEHUsS OIpPEnesseMbIX BEIIeCTB.
ABTOpamMu paboThl [92] paccmoTpeHa TBepmodas-
Hasg MMKPOS3KCTpakKuus aaudaTUIeCKUX aMUHOB
M3 BO3IyXa U IpruOOB IIpM BapbUPOBAHUM CTPYKTY-
PHL ¥ pa3Mepa Iop yIopsSIIOYeHHBIX KPEMHE3eMOB.
[lnomane IOBEPXHOCTH, II0 MHEHHMIO aBTOPOB,
He Bcerma SBIsIeTCss (haKTOPOM, OIPEneISTIOINM
COpOLIMOHHBIE CBOICTBA TBEpAO(ha3HOIO0 MaTepua-
nma. Ilpm ucronp3oBannm KpemHezeMoB MCM-41
C yAeNbHOM IUIOLIAAbIO0 IMoBepxHOCTH 1180 M?/r
CTEIeHb M3BJICUCHUSI aMHUHOB IOCTUIAET TOJIBKO
60 %. B To xe Bpemst n1st aHasoroB KIT-6 u SBA-15
(S, =970 m*°/r u S, = 760 M?/T, COOTBETCTBEHHO)
CTeIleHb M3BJIEYCHMSI aHaaUTOB Oim3ka K 100 %.
Paznuumne B ojHOTE M3BJIEYEHUS aHATUTOB aBTOPHI
paboThI [92] CBSI3BIBAIOT IIPEXKIE BCETO C pa3MeEPOM
nop, kKoropsiit st KIT-6 1 SBA-15 cocrasisieT 0Ko-
JI0 8 HM, B TO BpeMs Kak B caydyae MCM-41 — 4 aM.
H71s1 OCTVKEHUSI BBICOKMX 3HAYEHUI CTEIIEHH 9KC-
TPaKIMM aHAJIUTAa BAXKHON SABJISIETCS TOCTYITHOCTD
IJISI HEeTr0 BHYTPEHHEH IIOBEPXHOCTH COpOEHTA.
OnHako, KaK OTMEYEHO BBIIIE, KOJIMYECTBEHHOE
M3BJICUCHUE OIIpene/sseMbIX BEIIeCTB B TBepHodas-
HOII MUKPO3KCTPAKIINY HE SIBISETCS HEOOXOIMbIM
yclioBUeM. bosiee BaXXHBIM CBOWMCTBOM COpOEH-
TOB, OCOOEHHO TIpU HEOOXOOMMOCTU OIpenelie-
HUS BEIIECTB B MHOTOKOMIIOHEHTHBIX MaTpHIIaX,
SIBJISIETCST CEJIEKTUBHOCTHh copOeHTa. B padore [92]
MOKa3aHo, YTO IIPY aHaJIu3e PeaJibHbIX OOBEKTOB
TBepao¢a3Hbie MaTEPUAJIBI C OTHOCUTEIHHO IINPO-
knmu Mezoropamu (KIT-6 u SBA-15) ripu BeICOKOi
COPOLIMOHHOM €MKOCTH (3HAYMTEITBbHOM OO0BeMe
¥ IaMeTpe Me30II0p) 00Iamaii HU3KOM CeIeKTUB-
HOCTBIO K M3BJIEKaeMBIM BelllecTBaM. HampoTus,
BeIOOp MCM-41, ¢ y4eToM YCIOBUM peanm3anuu
TOMD n momndukay copoeHTa, TTO3BOISIET DKC-
TParupoBaTh U3 CIIOKHBIX CMeCeil IPEUMYIIIEeCTBEH-
HO IIeJIeBbIE BelllecTBa. B aTOoM ciydyae mposBisieTcs
CUTOBBII 3¢ HEKT YIIOpSAOYeHHBIX COPOCHTOB IIpH
BapbUPOBAHUM pa3Mepa Me30II0p.

AHAJIOTUYHO  OCOOCHHOCTSIM  MCIIOJIb30Ba-
HUSI COPOEHTOB B KJIaCCMYECKMX BapuaHTax TdD
B TOMD nomyumnm pacnpoCTpaHEeHHUE MOIU-
(pupoBaHHBIE YIIOPSATOYEHHBIE KpPEMHE3EMBI.
B xauectBe copOeHTa B TBepaoda3zHOl MUKPOIKC-
TPaKIUKU IIpU OIpeAeieHUN ITOJUIUKINICCKIX
apOMATUYECKUX YIJIEBOAOPOIOB YCIICIIHO ITpHMe-
Hsercss SBA-15-C8 [93, 94]. B pabote [93] moka3a-
HO, YTO Ha BoJOKHe SBA-15 ¢ mMpUBUTHIMU OKTUITh-
HBIMU rpyntamMu C8 n3BiekaeTcst B 2—5 pas 00JbIle
aHaJINTA 110 CPAaBHEHUIO C KOMMEPYECKUM IO -
METHJICHJIOKCAHOM.

TeepoodaszHas
HCIIONB3YeTCST  Ha

MHUKPOI3KCTPpaAKIIA qacCTo
cragrumn HpOGOHOI[I‘OTOBKI/I

XKYPHAJI AHAJTUTUYECKON XUMUU

C TIOCTIEAYIOIINM Ta30XpoMaTorpapuiecKuM oIpe-
neneHneM BemiecTB. B padore [95] apoMatnmaeckue
YIJIEBONOPOALI OIPEAC/SUI C IIpedBapUTEIIBHBIM
n3pneueHrneM Ha SBA-15-C8 wmeromom B3OXKX
¢ YO-gerektupoBanueM. IlokazaHo, 9To rmociie cra-
Y IIPOOOIIOATOTOBKM (B BapraHTe TBepHnoda3zHOM
MUKPO3KCTPAKIIVHN ) UTITY C U3BJICYCHHBIM aHAIUTOM
IUISI €TO JeCOpPOILIMY ITOMEIAIOT B CTATUYECKYIO Ka-
MEpY C IIOCIEAYIOIINM OIIpeAeieHeM aHaIuTa Me-
togoM BO2KX. B aTOoM cirydae miepen BBOIOM ITPOOEI
IUIST U3BJICUCHUS aHAIMTa U3 COPOCHTA TOCTAaTOYHO
5 MUH B YCJIOBUSIX KOHTaKTa C ITOABIDKHOI (ha3oit
B uHXeKTtope. CokpallleHrue BpeMeHU IecOopOInu
00YCJIOBJICHO TOCTOMHCTBAMU YITOPSIOYCHHOM Ha-
HOCTPYKTYPHEI COPOCHTa, a UMECHHO JOCTYITHOCTBIO
IUIST aHAJIMTOB IIPOCTPAHCTBA ME30IIOP.

Pacmmipenuem Bo3moxHocTeit TOMD aBmug-
€TCS BapWaHT OHJIAMH IIPOOOIIOATOTOBKH C CO-
emMHEeHWeM TpyOKM, 3amoJIHEHHOM COpPOEHTOM,
U C BKJIIOUEHUEM B CUCTeMY Tra3oBoro [54, 96] unu
xugkoctHoro [97, 98, 106] xpomartorpada (in-tube
solid phase extraction). B TakoMm BapuaHTe mpo06o-
MOATOTOBKM BaxXHa BO3MOXHOCTh MHOTOKPATHO-
ro ucnonb3oBaHus. B padore [97] mokazaHo, 4TO
nocje 6ojee yem 120 aHanu3o0B TpydKa coxpaHseT
COpPOILIMOHHBIE CBOMCTBA C yIOBIECTBOPUTECIBHBEIMU
METPOJIOTHISCKUMHU XapaKTepUCTUKAMU OIIpeesie-
HUSI aHAJIUTOB.

TeBepmodazHoe MaTpUyHOE TUCTIEPIUPOBAHHUE.
B GonbplIMHCTBE BapuaHTOB TBepAO(a3HON 3KC-
TPaKIUHU IIPEAIIoIaracTcs IpeaBapuTeIbHOE U3BIIE-
YeHHEe OIpEeIeIsIeMbIX BEIISCTB PaCTBOPUTEISIMU
[107]. DT1a cramus He TpeOyeTcsl B METONE MaTpU4-
HOTO TBepHnoda3HOro TUCIIEPIrUPOBAHMSI, KOTOPBIi
COCTOMT B HEINOCPEACTBEHHOM H00aBJICHUU COp-
OCcHTa K XKUIKOMY WJIA TBEPAOMY aHAIM3UPYEMOMY
o6pasziy [108]. ITpoOy cMeluBaOT U AUCIIEPTUPY-
IOT C COPOCHTOM, IIPA 3TOM IIPOMCXOMUT paclipe-
JieJICHHE BEIIECTB Ha JacTUIIAX COPOSHTAa Majloro
pa3mepa. s u3BaeyeHus1 MelaoX KOMIOHEH-
TOB IIOJIyYEHHYIO CMeCh IEPEHOCAT B KapTPUIK,
3aMOJIHCHHBIN TeM e CaMbIM WJIU IPYTUM COpOCH-
TOM. AHQJIUTBI OeCOPOUPYIOT MOAXOASIIUM 3I10-
eHTOM JJis mocienyrouiero omnpeneneHuss [109].
HecoMHEHHBIM TOCTOMHCTBOM MHUKPOS3KCTPAKIIUKU
MaTpUYHBIM TBepAO(a3HbIM AUCIIEPTUPOBAHUEM
SIBJISIETCS HEOOJBIIIAs Macca UCCIEAyeEMOTro o0pasia
(okoso 20 mr), majble 00beMbl PACTBOPUTEIS IS
smoupoBaHus aHamutoB (okojo 0.5 mu 75 %-ro
aTaHoOJa 1O AaHHBIM [88]), a BpeMsl BKCTpaKLUU
coctaBjsieT 2—5 MuH. Ilo cpaBHEHUIO C APYrUMU
BapranTaMu TAD, yKa3zaHHBIA ITOIXOI ITO3BOJIS-
€T CYLIECTBEHHO COKpPaTUTb MPOdOKUTEIbHOCTh
NpoOOMNOATrOTOBKM, a TAKXKE pacxoj PeareHTOB U Cy-
ILIECTBEHHO YMEHBIINUTh KOJUYECTBO aHaIU3Upye-
moro obpasua [4, 109].

ITocnenHue gecdaTh JIeT HAHOCTPYKTYpUPOBaH-
Hble KpeMHe3eMbl HaxOmsIT LIIUPOKOE pacIpocTpa-
HEeHHE B BApHMaHTaX MUKPOIKCTPAKIIUU MATPUIHBIM
Ne 1
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TBepnodasHeIM aucrieprupoBanueM. CTOUT yKa-
3aTh, YTO pa3BHUTasl HAHOCTPYKTYpa KPEMHE3eMOB
(anamoroB MCM-41 u SBA-15) co 3HauuTeIbHOMN
IUIOIIAAbIO ITOBEPXHOCTH, Y3KHMM pacIpeaeIeH-
€M ME30IIOp MO pa3Mepy OmpenesseT JOCTOMHCTBA
YKa3aHHBIX COPOSHTOB U IIePCIEKTUBHOCTD UX IIPU-
MEHEHHUS Ha CTagusIX IPOOOIIOATOTOBKU IIpU aHA-
Jin3de peajabHbIX OOBEKTOB IMILEBLIX, (papMalieB-
TUYECKUX, XMMUIECKUX IIPOU3BOACTB U IIPOAYKTOB
cenbcKoTo X03giicTBa. B padote [110] moka3aHo, 9yTo
BapraHT MaTPUYHOTO TBepA0(a3HOro AUCIEePIUpo-
BaHusa aHaautoB HAa MCM-41 u MCM-48 moxer
OBITh MCIOJIB30BaH IJIs OIpeneaeHUs ITeCTULINIOB
B IUIOAOBBIX KYJIETypaXx.

B cepum nmy6nmkanmit Cao ¢ coaBt. [111—113]
paccMOTpeHO ompeneneHne (IaBOHOMIOB B pas-
JIMYHBIX 00BbEKTAaX C MPOOOIOATrOTOBKOM B BaprUaH-
T€ MAaTPUIHOIO TBepHO(a3HOIO AUCIEPTUPOBAHUS
Ha ME30IOPUCTBIX KpeMHe3eMax ¢ KyOmdecKoit
U reKcaroHajbHOU cTpyKTypoii. B pabote [111] nus
onpeaeaeHus (GJIaBOHOUIOB B 3yOHOI NacTe U CIIo-
HE B KadyecTBe COpPOEHTa MCIOJb30BAIN YIOPSIAO-
YEHHBIA KpeMHe3eM ¢ KyOMYeCKOi CTpYKTypoi
tuna KIT-6. CreneHp u3BiaedeHus: (paBOHOMIOB
B OTUX ciaydasx cocrtaBuiaa Gosnee 90 %. Ymops-
IOJYeHHAsI CTPYKTypa KpeMHe3eMa II03BOJISIET HO-
cTUTaTh 0Oo0Jiee BBICOKMX CTEIICHEM W3BJICUCHUS
110 CPaBHEHMIO C HOPMaJIbHO-(ha30BbIM CHJIMKAre-
JIeM 1 o0palIeHHO-(}a30BbIM COPOSHTOM C IIPUBU-
TeIMU TpyTITamu C18.

B cnygae maTpumyHOro TBepmo¢a3HOIO IHC-
MEePTUPOBAHUS OIPEHC/ISIONUM (aKTOPOM IIOBBI-
IICHWSI TIOJTHOTHI M3BJICUCHUSI aHAJWUTA SIBJISETCS
OOCTYITHAsI BHEIIHSISI M BHYTPEHHSIS ITOBEPXHOCTh
copoeHTa. CopOIIMOHHBIE CBOICTBA YIIOPSIOYCH-
HBIX KpEeMHE3eMOB C Me30II0paMHM pa3MepoM 3—4 HM
(MCM-41, MCM-48), Kak OTMEYEHO BHIIIE, OIIpE-
NEJISTIOTCS TIPEXXAEe BCEro BHEIIHEN ITOBEPXHOCTBIO
" ¢cJ1abo 3aBUCST OT TUMa CTPYKTypHI [110]. YBean-
yeHue pasMepa mop 1o 5—10 am (SBA-15 u KIT-6)
IIpU Tepexole OT IeKCaroHaJbHOM K KyOM4ecKoit
CHUMMETPHU IIPUBOAUT K 3aMETHBIM Pa3IMIHSIM COP-
OLIMOHHBIX CBOICTB YIIOPSIIOYEHHBIX KPEMHE3EMOB
[112]. B paccmatpnBaeMom BapuanTe TMD mpenrro-
JlaraeTcs afacopOIMsl BEIIeCTB IIPEHMMYIIECTBEHHO
Ha BHemmHei#t mmoBepxHoct MCM-41 1 MCM-48.
Hmsg SBA-15 n aHanoroB ¢ Me30MOpaMu OOJBIIIETO
pasMepa yaepXuBaHME aHAJIUTOB B 3HAYMUTEIbHOI
CTEIIEHW IIPOMCXOOUT HA COPOIMOHHEIX IICHTpax
BHYTPH ME30II0p, YTO CKA3bIBACTCS HAa KUHETUKE
copbuum. B 3TOM cirydae BaXXKHO yIUTHIBATh CTAIUIO
NIecopOINH, TTO3BOJISTIONIYIO OLICHUTh ITOJTHOTY W3-
BJICUCHUSI aHAJINTA, a TAKKE BO3MOXHOCTH IIOBTOP-
HOTO MCIIOJIb30BaHMs COPOCHTA.

BaxxHo yuuTHIBaTh TaKXKe MEXaHU3M YIepKHBa-
HUSI BelIeCTB (aICOpPOIIMOHHBIN, pPacIpeaeInuTeIb-
HbIli, MIOHOOOMEHHBbIN, 3KCKIIO3UOHHBIA W Ap.).
Kaxxablii 13 HUX MOXKeT ObITh peaan30BaH Mpu COpo-
UK BEIIECTB C YYETOM IIPUPONBI (IOJSIPHOCTH)
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cop0aToB, €ro paCTBOPUMOCTH B KOHTAKTUPYIOIINX
(azax, cocrtaBa pacTBOpUTEIsA. ABTOPBI paOOTHI [88]
nokaszajiu, 4yto B ciaydyae SBA-15 mocturaercs Ko-
JINYECTBEHHAsI IeCOpPOLMSI aHAIUTOB (CTEIIEHb W3-
BJIeYeHHUS IO AaHHBIM [88] cocTaBmia 96.8—104 %)
3a cYeT Claboro CBA3BIBAaHMS aHAJIUTOB C HAHO-
CTPYKTYpPHPOBAHHBIM IHUCIICPTUPYIONIMM MaTepura-
JoM. B TO e BpeMs M3BJIeYeHHE BEIIECTB KJIac-
CUYeCKUMU copOeHTaMu, Takumu Kak Florisil PR,
alumina-B, AZO u C18, ocioxXHsIeTCd HEBBICOKOM
CTEIIEHBIO IECOPOLIMHU C TIOBEPXHOCTH TPAIUIINOH-
HO MCTIOJIb3yeMbIX OKCHIOB aJTIOMUHMS Y CUJIMKAre-
JIS1 C IPUBUTBIMM OKTaACLIMJIbHBIMUY Ipyrinamu [88].

Jlucnepcuonnas  TBepaodazHad  IKCTPAKIMA
(aT®D). OgauM u3 TpeOboBaHUII B TBepAO(da3HOMI
SKCTPAKIUH IIJII COXPAaHEHUS BHICOKOM 3 HeKTUB-
HOCTU KOHIICHTPMPOBAHUS U pacIIMpeHUs] MHTEP-
Bajla paboYMX KOHIICHTpaLMil aHalWTa SBJISETCS
paBHOMEpHasl yIaKoBKa COpOEHTa B KapTpUIKE
W OMHOPOAHOE pacnpeaeieHue YacTUll ITo pa3Mepam
[114]. HecobmoneHue 3TUX TpeOOBaHUI OCIOXHSIET
I Gy3u0 KOMIIOHEHTOB MpPoOOkL. JlucrepcruoH-
HbIIi BapuaHT TBepaoda3HO 3KCTpaKLMU 3a CYET
BHECEHHUSI COpPOEHTa HEMOCPEACTBEHHO B aHAIU3U-
pyeMBIil pacTBOp YBEJIMUYMBAET IUIOLIAAL KOHTAKTa
¢ aHanutamu [3]. ITo cpaBHEeHUIO C APYTUMU Bapu-
aHTamMu TP, 3TO CIIOCOOCTBYET CHIKEHHUIO HEOO0-
XOOUMBIX KOJIWYECTB MPOObI, pacCTBOpUTENEH, Mac-
Chbl COPOEHTA U COKpPAIEHUIO MPOAOKUTEIbHOCTU
aHanu3za [114].

Meton aucrnepcuoHHO TBepaoda3HOil 3KC-
TPaKUMM M3HAYAIBbHO TPEIIOXEH TOJbKO IS
OYMCTKM MPOOBI U YCTPAHEHUS BIUSHUS MATPULIbI
[3]. B pa6ote [115] AT®D MCHOMB3YIOT IS TPO-
OOIMOArOTOBKM TPU M3BJAECYEHUU TETPALUMKINHOB
M3 MOJIOKA M MOBEPXHOCTHBIX BOJ, C MOCAEAYIOIIUM
onpeneneHrueM MetTogoM BOXKX ¢ nuonHo-MaTpuy-
HBIM JETEeKTUPOBAHUEM.

HucnepcuoHHast TBepaoda3Hass BKCTpaKLUs
C UCIOJIb30BAaHUEM YIOPSIAOYEHHBIX KPEMHE3EMOB
TakKe YCHELIHO MpUMEHSETCsS ISl OIpeaeacHuUs
MOJULIMKIMYECKUX apOMAaTUYECKUX YIJIEBOAOPONOB
B ITOI3eMHBIX Boaax [116], peHOIbHBIX COeIMHEHUIA
B TIoJAx 3eMyIstHU4YHoOro aepena [117], noaudeno-
JIOB B COKax 1 cMmy3u [114], noHOB MapraHiia B BoAg,
TUMNITYPOBOMA M METWITUIIIIYPOBOM KHCJIOT B MOYE
yeynoBeka [89] u ap. B pabGore [118] onpenensuiu
KETOKOHA30J1 M BOPUKOHA30J B OMOJOTMYECKMX
KMIKOCTSIX TIPY IIPOOOIOAroToBKe MeTonoM a1 dD
Ha MCM-41 ¢ mocnenyomuMm BOXKX-MC/MC-
omnpeneneHueM. M croab3oBaHWEe Ha CTaauU MpPO-
OOIOArOTOBKM HAHOCTPYKTYPUPOBAHHOIO KpeM-
He3eMa MpU OTHOCUTEIbHO MaJIbIX Macce copOeHTa
(m = 20 mr) u o6bemMe pactBoputes (V= 200 Mxi)
MO3BOJISIET PACILIMPUTD AMANA30H JUHEMHOCTH aHa-
JIMTUYECKOTO CUTHAJIA TIPU KOHLEHTPaLUSIX KETOKO-
Ha30J1a ¥ BOpMKOHa30Jja B uHTepBae 0.1—10 MKr/1.

B BapmanTte mucriepcnonHoin TAOD Mg MOBHI-
IIeHUs] CEJIEKTUBHOCTA U COPOLIMOHHOI €MKOCTH
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HapsiLy C HOpMalbHO-(a30BBIMU KpeMHe3eMaMu
HCIIOJB3YIOT COPOEHTHI C IPUBHUTBIMU (PYHKIIH-
OoHaJIbHBIMU TpynmnamMu. B pabore [116] SBA-15,
MOIN(PUIIMPOBAHHBINT aMWHOIIPOTIMILHEIMU, (e-
HUJBbHBIMUA, OKTWJIBHBIMM M OKTaAeLMIbHBIMU
TpyImnamMu, IMPUMEHSETCS B NUCIIEPCUMOHHOM MHU-
KpOTBepnodasHoii 9KCTpaKIIMKU MOTULIMKINYECKUX
apOMATUYECKUX YITIEBOAOPOAOB U3 MOA3EMHBIX BOJ
13 MOHUTOPMHIOBBIX CKBaxKMH aBTO3aIlpaBOYHBIX
craHuuii. Mcronb3oBaHne  HAHOCTPYKTYPUPO-
BaHHBIX copOeHToB SBA-15-C8 ¢ mocnemyrommm
I'X-MC-onpeneneHreM MO3BOJISIET JOCTUYb MUHM -
MaJIbHO OIIpeAelIIeMbIX KOHIICHTpallii aHAJIUTOB
ot 0.15 mo 3.0 MKr/71.

Briie ormeueHo, uTo B poneccax TMD cymie-
CTBEHHOE 3HAaYeHME MOTYT MMETh KaK pa3Mep Me30-
Iop, BeJIMYMHA YIEIbHOI IUIOMIAaN ITOBEPXHOCTH,
TaK M CTPYKTypa (cummerpus) copbenra. MCM-
48 oTHOCUTCS K MarepualiaM ¢ Kyomdeckoit (la3d)
cTpykTypoil mezoda3s [119]. Hapsiny ¢ copbeHTaMm
MCM-41 u SBA-15 (c rekcaroHaJabHOM CTPYKTYPOt
Me3orop), aHaioru MCM-48 MoryT OBITh UCITOJTb-
30BaHbl B 1T DD 1151 U3BJICUYCHUST TOKCUYHBIX BE-
mecTB 13 Boawl [ 120]. ITpu copO1imm MOJIeKysI ropMo-
HOB (3cTpurona, 173-3cTpagmrona, 3CTpoHa), a TAKXKe
ouchenona A npuBUBKa (PYHKIIMOHATBHEIX TPYIIIT
(ammao —NH,, denunpHbix —Ph, oxramenmib-
Heix —Cl18, aMUHOMIPOIMUATPUMETHIICUINIBLHBIX
—APTMS) npuBOoaUT K POCTY MOJHOTHI M3BJIeUe-
Husa B psagy MCM-48 < MCM-48-NH, < MCM-
48-Ph < MCM-48-C18 < HekalbLUMHUPOBAHHBII
MCM-48 < MCM-48-APTMS. Ilpu usBneyeHun
MEHee MOJISIPHBIX alKUJIIIPOM3BOIHBIX (peHoma 3a-
METHBIX pa3IMuMii MeXIy copOeHTaMU He HabJto-
JaeTcsl.

B nucnepcuonHoit TMdD HaxoguT NpUMEHeE-
HUE HaHOCTPYKTYpHMpoBaHHBI Matepuan KIT-6
(c KyOW4Yeckoil CTPYKTypoOif), CHMHTE3MPOBAHHBIN
Ha OCHOBE HEMOHOI€HHOro TeMIuiata Pluronic
P123. Cop6ent KIT-6, dpyHKIMOHATM3UPOBAHHBIN
aMUHOTPYIIIIaMM, IMpUMeHeH [89] mwis akcTpakiumn
TUIIITYPOBOM ¥ METWJITUIITYPOBOU KHUCIIOT U3 MOYU
yesioBeka. JIonmosHUTeIbHOE COKpallleHe BpeMEHH
3KCTPAKIUK TOCTUTHYTO aBTOPaMU IIPH YIIETPa3By-
KOBOI 00paboTKe 3a CUeT YCKOPEHHUSI Maccollepe-
Hoca n 1 dy3nn aHATUTOB B copbeHTax. OTHOCH-
TEJIbHOE U3BJICUCHNE aHAJIUTOB IIPU 3TOM COCTABUIIO
99.6—104.0 % [89]. OTKpHITEIC KaHAIbI ME30IIOPH-
cThix KpeMHe3eMoB KIT-6 3HauMTEbHO CHUXKAIOT
COMPOTHUBJIEHUE MACCOMEPEHOCY COPOATOB. ABTOPHI
pa6oThl [89] oTMeuaroT OoJiee BBHICOKYIO CKOPOCTh
auddysun B nopax KIT-6 mo cpaBHeHUIO ¢ Apy-
TUMHU YIIOpSAOYeHHBIMU KpeMHe3demMamu (SBA-15
u MCM-41).

CylllecTBEHHOE BIWSHHE Ha COPOLIMOHHEIC
CBOIiCTBa KpPEMHE3eMOB IIPM MX MCIIOJIb30BAHUM
B BapuaHTax 11 ®PD oKa3bIBalOT OCOOEHHOCTH Ma-
TPUIBI (TOJIIMHBI CTEHOK, pacIpeaeIieHne 1 IIpu-
pona coOpOLMOHHBIX LIEHTPOB). ABTOpaMu padOThI

XKYPHAJI AHAJTUTUYECKON XUMUU

[114] cwHTe3MpoBaH ME30MOPUCTHIN KpeMHE3eM
¢ yepBeobOpa3ueiMu TopamMu (HMS), Mommndnim-
poBaHHBIN okTageumiacmianoMm (C18). Kpemmnese-
mbl Tuna HMS oGnagaior Gojiee TOJICTBIMU CTEH-
Kamu 110 cpaBHeHMIO ¢ SBA-15 11, cCOOTBETCTBEHHO,
SIBIISIIOTCSL  ©0Jiee CTAOMJIBHBIMU K BO3IEICTBUIO
arpeccuBHBIX cpen. B pabore [114] moka3aHa mipu-
MeHUMOCTh copbeHToB HMS B Bapmantax nld>D
Py M3BJICYCHUM IIMPOKOTO Kpyra HoamdeHo-
qoB (0onee 20 coemMHEHMW pa3IWYHON IIPHPO-
OBl U CTPYKTYPHI) U3 (DPYKTOBO-OBOIIHBIX COKOB
u cMmy3u. [IpuMeHeHNe HAaHOCTPYKTYPUPOBAHHBIX
KPEeMHEe3eMOB C OOJIBbIION YASIHHOM IUIOIIAIBIO 10~
BEPXHOCTH ME30IIOp Ha CTaauM IIPOOOIOArOTOBKHI
B Metone YBOXX-MC 1mo3Bommio aBTopaM oOcCy-
IIECTBUTH IKCIIPECC-OIpeaeIcHNe BellecTB (MeHee
yeMm 3a 10 mun). Me3onopucrasa ctpykrypa HMS
obecrieunBaeT 0oJiee BBHICOKYIO IOJHOTY M3BIIEUE-
Hus R ananmuTa (10 99 %) o cpaBHEHUIO C KOMMEp-
YeCcKW HOCTYITHBIM amMop¢HBIM cuiaukaremem C18
(m7st 6oapIMHCTBA aHAIUTOB R < 50 %).

B pabore [121] moka3aHO, 4TO TIPW KJIACCH-
YecKOM BapHWaHTe TBepmoda3HOM 3SKCTpaKIIUU
AHAJINTOB M3 THUMbSHA YIIOPSIOYCHHBIMM MeE30-
MOPUCTHIMM KPEMHE3eMaMU C IIPUBUTHIMH CYIIb-
(¢orpynmamu 6osee BEICOKasI CTEIICHb M3BJICUCHUS
MOCTHUTACTCS Ha OMHOPOMHEIX IO pa3Mepy YaCcTHIIAaX
SBA-15 mo cpaBHenuio ¢ HMS (rekcaroHaJbHBIN
ME30MOPUCTBIIA KpeMHe3eM C “yepBeoOpa3HbIMU”
nopamu). YacTulibl mocieaHero 0JIuM3Ku K cepu-
yeckoil popMe, HO 3aMETHO pa3IMJaloTcs 110 pas-
MepaM IpaHy/, TaK Kak B YCI0oBUsIX cuHTe3a HMS
HE BCeTla yaaeTcss CMHTe3MpPOBaTh MaTEPUAJIBI C Y3-
KMM pacrpenejieHueM dYacTuil o pasmepy. Ilpu
nTdD, HapPOTUB, POCT MOJTHOTHI U3BJICYCHMST HA0-
mogaeTcs npu nepexone ot SBA-15 (S, = 560 m*/r)
K yrnopsimodeHHOMY KpeMHe3zemy HMS ¢ Gonbireit
BEJIMUMHOM YIOCJIbHOM IUIOIIAAM IIOBEPXHOCTU
(S, = 710 m*/1).

OgHUM M3 NMEePCIEeKTUBHBIX HaIlpaBJIeHUIl pac-
MM PEHNUST BO3MOXHOCTE BApUAHTOB IUCIIEPCUOH-
Hoit TDD gapnseTcst MogrdUKaLIMS YITOPSIIOYEHHBIX
KPEeMHE3eMOB MOHHBIMU XMIKOCTSIMH. B pabote
Cu ¢ coasnrt. [122] nmponeMOHCTPUPOBAHO MCITONb-
3oBaHue B KT PD ynopsigo4eHHOT0 ME30IIOPHUCTOrO
KpeMHe3eMa, (YHKIMOHAIM3UPOBAHHOIO MMHU-
JIa30JIM€BOM MOHHOW XWIKOCTHIO IIPUA OIpeEaeiic-
HUM WHIOJIIPOU3BOIHBIX alMMaTHUYECKNX KUCIOT
B XCHBIIICHE. YKa3aHHas Momu(uKaIys yoopsao-
YEeHHOro MaTepualia CIiocoOCTBYeT 0oJjiee MOJIHOMY
M3BJICUCHUIO a30TCOAEPXKAIIINX FeTePOINKINICCKIX
AHAJIMTOB II0 CPaBHEHUIO C MCXOMHBIM KpeMHe3e-
MOM M KOMMEpPYECKMMHU COpOEHTaMM, BKIIIOYAIO-
mumu crmkarenb, C18, SCX, MCX, NH,, AL O,
[122]. O6pamaior Ha cebsl BHUMaHWE JUAITa30H JH-
HeiiHocTu (0.05—22.5 Hr/r) U npenensl oOHapyXe-
Hus (3—8 HI/KT) C COXpaHEHHUEM METPOJIOTUIECKIX
XapaKTEepUCTUK OIIpeAesIeH!sI IIeJIEBBIX BEIIECTB
MOCJIE MSATH [UKIIOB COPOIIMN—IeCOPOLIIH.
Ne 1
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J71s1 TIOBBITIIEHNS CENIEKTUBHOCTH (CITeITM(PUIHO-
cTH) copbeHTOoB B BapraHTax TMD yacto npuderaior
K UMMOOMIM3auuu MOoIu(pUKATOpPOB (HAIIpUMeED,
LUKJIONEKCTpMHOB). B pabote [117] ommcaHo mpu-
MEHEHME TMOPUIHBIX ME3OIIOPUCTHIX KPEMHE3EMOB
C KPYIIHBIMU Hopamu, (YHKIMOHAIM3NPOBAHHBIX
[-LIMKJIONEKCTPUHOM IS OUCIIEPCHOHHOI TBEep-
noda3Hoil 3KCTpaKLUy TMOMM(EHOJIOB M3 ILIONOB
3eMJISIHUYHOTO JepeBa. ABTOPHI YKa3bIBAIOT Ha IIpe-
UMyllecTBa BapraHTa 41 P no cpaBHEHUIO ¢ KJIac-
cnaeckoit TP, B ToM umcie 6raromaps MCTIOIb30Ba-
HUIO [-IUKIOIEKCTPUH(PYHKIMOHATIN3NPOBAHHOTO
me3ornopucroro kpemHedema. IIpobomoaroroBka
C YKa3aHHBIM COPOEHTOM MO3BOJISIET CYIIECTBEHHO
MOBBICUTD CTEIICHb M3BJICUEHUST ONpPEHeIIIeMbIX CO-
enrHeHU (o 73—102 %) 13 cinoxHbIX MaTpuil [ 118].

YactHeM ciiygaeM gucriepcuoHHoil TMD aB-
mgercss meton QuUEChERS (Quick, Easy, Cheap,
Effective, Rugged, and Safe — 6pIcTpo, mpocTo, nerie-
BO, 9 (DEKTUBHO, HAIEXKHO 1 6€30T1aCHO), B KOTOPOM
MOCJE XUIKOCTHOI SKCTPAKIIMKU U JUCHEPCUOHHOM
TBepnoa3HON SKCTPAKIMU UIST AETEKTUPOBAHUS
HCIIONB3YeTCSl Ta30Bas WIM XKHIKOCTHAs XpoMa-
To-Macc-crnekTpomerpus [114, 123, 124]. 3a cuer
BBICOKOMI  YYBCTBUTEJIBHOCTH  OETEKTUPOBAHMUS
He TpeOyeTcs McnapeHre pacTBOPUTENIS IJIST TOITOI-
HUTEJIPHOTO KOHIICHTPHUPOBaHUS ITPpoOkI. B kKauecTBe
mapameTpa CpaBHEHUsI COPOCHTOB B JAHHOM BapHaH-
T TIPOOOIIOATOTOBKHY 9aCTO PACCMaTPUBAETCS U3ME-
HEHMe OTHOIIeHUs curHaj/1yMm [ 123, 125]. B padore
[123] paccMoOTpeHBI OCOOEHHOCTHM MOIM(PUKAIIAN
SBA-15 n nmpuMeneHus B 11 PD nipu onpeneaeHnn
TOJIXJIOPUPOBAHHBIX TU(EHWIOB W MOJIHApOMATH-
YeCcKHX YIIIeBOOOPOIOB B KIIyOHHMKe. KpemHe3eMbl
C IPUBUTHEIMA TpynImaMu N-[3-(TpUMeTOKCHUCHITIN)
nporm|anumHa (SBA-15-AN) 1T03BOJISIOT yiTyd-
LIXATh COOTHOLIIEHWE CUTHaJ/muyM Ha 20 % 1o cpas-
HEHUIO ¢ KOMMEpPYECKHU TOCTYITHBIM copoeHTOM PSA
(TIepBUYHBIN/BTOPUYHBIM aMWH), HamOOJiee YacTo
npuMeHseMbIM B MeTone QuEChERS.

Wckapa c coasr. [124] ncnonb3oBany B IIpo6o-
nonrotoBke QuEChERS wme3omopucreie KpeMHe-
3eMbl M UX aHAJOIW, MOOU(UIIMPOBAHHBIE aMMU-
HOTPYIIIAMHU, MJIs BKCTPaKIUM OMOJOTHMIECKH
AaKTUBHBIX BEIIECTB M3 TpaB. B ciayyae HaHOCTPYK-
TYPUPOBAHHBIX COPOCHTOB C IIPUBUTBIMU aMHU-
HOTPYIIIAMA OTMEUACTCS YIyJIIeHHE METPOJIOo-
TUYSCKNX XapaKTEePUCTUK OIIpene/ieHUs] BeEIlecTB
(mpenenbl o6HapyxeHust coctaBmwm 0.7—2.8 MKr/
KT) TI0 CpaBHEHHUIO ¢ HEMOAU(PUIIMPOBAHHBIM YIIO-
PSAIOYCHHBIM KPEeMHE3eMOM 1 TPATUIIMOHHBIM COpP-
o6eHToM (PSA).

Eme omaum BapmantoMm nldD sgBisieTcs mar-
HutHas TMD, B KOTOpoii COpOESHTHI MPEACTABIISIOT
c000if HAHOKOMIIO3UTHI HA OCHOBE MarHeTura. M3-
BJIEUECHNE COpOEHTa ¢ yaepXK1UBacMbIMU aHAJIUTAMU
W3 CYyCIIEH3WHU IIPOBOAMUTCSI C MOMOIIBIO MAarHuTa,
YTO TIO3BOJISIET NOMOJHUTEIBHO COKPATUTh IIPO-
TMOJDKUTEIBHOCTh IIPOOONOATrOTOBKU. KOMITIO3UTHI

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

Ha OCHOBE YIOPSIAOYEHHBIX ME30IMOPUCTBIX KpeM-
HE3eMOB YCIIEIITHO IPUMEHEHHBI B MarHUTHO TMD
[80, 126—130]. ABTOpHBI paboTHI [ 127] OTMEUAIOT, YTO,
HECMOTpsI Ha HU3KYI0 YyBCTBUTEIBLHOCTH OIIpele-
JICHUsI BEILIECTB METOIOM Ta30BOil XxpoMaTorpaduu
¢ IUIAMECHHO-MOHM3ALIMOHHEIM JIETEKTUPOBAHUEM,
3a CUET BHICOKOM COPOIIMOHHOM CITOCOOHOCTH Ha-
Hokommo3uta Fe,;O,/MCM-41-NH, ymaercs mo-
CTUYh OTHOCHUTEIBbHO HU3KUX BEJIWYUH IIPEICIOB
obHapyxenus (0.2—0.9 MKr/m1) mpu ompeneaeHUN
napabeHOB B KOCMETUYECKMX CPEICTBAX.

& 3k ok

IIpoaHanu3upoBaHbl OINyOJMKOBAaHHBIE 3a I10-
cnegaue 10—20 et paboThI, paccMaTpUBAIOIINE
NpUMEHEHNe HaHOCTPYKTYPHPOBAHHBIX KpeMHeE-
3¢MOB B BapHMaHTax TBepHo(a3sHON 3SKCTpaKIUHN
(xnmaccuueckoit TOD, TOMBD, MaTpMYHOM TBEPIO-
(aszHOM IUCIEPTUPOBAHUHU, ArcniepcoHHON TDD,
MarHuTHON TMD m np.) HA cTamgMsaX M3BJICUYCHUS,
KOHIICHTPMPOBAHUS BEIIECTB ISl X IIOCIIEAYIONIE-
IO OIIpeAeNICHUS B CJIOXHBIX MHOTOKOMITOHEHTHBIX
maTtpuiiax. OTMEUYeHO YIIy4YIllIeHHe COpPOLIMOHHBIX
CBOICTB yITOpSIHOUYeHHBIX KpeMHe3emMoB (MCM-41,
MCM-48, SBA-15, KIT-6, UVM-7, HSM u np.)
0 CpPaBHEHHUIO C TPaZULIMOHHBIMM COpOEHTaMU
(cunmukareasiMu, 1Ie0JIUTaMu, MOJIMMEPHBIMU MaTe-
puagamMu), 0COOEHHO TIPU COPOLINM 1IeJIEBBIX KOM-
MOHEHTOB B TMHAMMYECKUX YCIIOBHUSX. YKa3aHHEIC
HAHOCTPYKTYPHUPOBAaHHBIC KPEMHE3EMBbI PacCcMO-
TpeHbl B BapuaHTax TdD miIs MOBBIICHUS IIOJ-
HOTBI M3BJICUCHUSI aHAJIUTOB, CHIKCHMS IIPEIEIOB
O0OHapyXeHUs, paclIMpeHusl OuaIia3oHa OIpele-
JISEeMBIX KOHIIEHTpauuii BemecTB. IIpenmyimecTsa
VIIOPSITIOYEHHBIX KPEMHE3eMOB C T'€KCAarOHAJIbHOM
U KyOMYecKOl CTPyKTypoii Me3oda3 JOCTUTAIOT-
cs 3a cyeT 0osiee BHICOKOM COPOLIMOHHON €MKOCTH
MaTepHajaoB C pa3BUTOI ToBepxHOCTBIO (M0 1000
M?2/T), Iipu 60JbIIOM 00beMe Me3orop (1o 1 cM?/T)
M Y3KHUM paclipeaeIeHrueM Me30II0p 110 pa3Mepy.

B 3aBHCHUMOCTH OT IPUPOIBI OIIPEALTSIEMBIX BE-
IIECTB, MAaTPHUIILI IPOOKI, BapraHTa MPOOOIOAro-
TOBKM B KauecTBe copbeHTOB misd TAD BaxkHO McC-
MOJIB30BaTh KPEMHE3eMBbl, NalOlINe BO3MOXHOCTD
BapbUpPOBATh IUIOTHOCTh IOBEPXHOCTHBIX CHJIA-
HOJIBHBIX TPYIII, BEIMIMHY YIEIbHON IUIOIIANH I10-
BEPXHOCTU WJIM pa3Mmep nop. B ciyuyae TBepmodas-
HOII MUKPOIKCTPAKIIUHM OIPEISISIONINM SBISIETCS
pa3mep mesonop. Ilpu MmaTpuyHOM TBepmodazHOM
OUCIIEPIrUPOBaHNY HeOoOXOmMMa BBICOKOPA3BUTAs
BHEIIIHSIS TIOBEPXHOCTH COpOEHTa.

Bapwuposanue BapuanTo TMD, ycioBuit quc-
MePTUPOBaHUS aHAIU3UPYEMOIro oOpasla C cop-
OCHTOM JaeT BO3MOXHOCTH YIIPABJISATH ITOJHOTOM
u3BJieueHus1 copbata u3 Matpulibl. B gucnepcuoH-
Hoit TMD 1pm WCIONB30BAHUU HAHOCTPYKTYPHU-
POBaHHBIX MaTepPUAJIOB yIAeTCsl YMEHBIIUTH IIPO-
TMOJDKUTEIBHOCTD IIPOOOIIOATOTOBKHY, CYIIECTBEHHO
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CHM3UTh MpeIe/ibl 00OHAPYXKEHUS BEIIECTB, HECMO-
TPsSI HAa OTCYTCTBUE HEOOXOOUMOCTH ITOJTHOTO U3BJIe-
YeHMS aHajauTa U3 MpoObl. OTMEYEHO 3HAYUTEIIb-
HOE YJIyYllIeHHe METPOJIOTMYECKUX XapaKTepUCTHK
METOIMK OIpeAe/icHUsT BEIeCTB MPY KOMOUHUPO-
BaHuu BapuaHTOB TMD (C yropsimoyeHHbIMU KpEM-
He3emaMm) ¢ MeTogamu BOXKX n I'X.

OMHAHCHUPOBAHWE PABOThI

Pab6ora BeITIONIHEHA TP TToAIep:KKe MUHUCTEP-
CTBa HayKH U BhIcIIEro oopazoBanusi P B pamkax
roc3amgaHus By3aM B chepe HayIHOU AesTeIbHOCTHU
Ha 2023—2025 rr., npoext FZGU-2023-0009.

KOH®JIMUKT MHTEPECOB

ABTOpBI JaHHOW pabOThI 3asIBISIOT 00 OTCYT-
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ORDERED MESOPOROUS SILICA IN MODERN VERSIONS
OF SOLID-PHASE EXTRACTION

A. S. Zavalyueva® *, S. 1. Karpov* **, N. A. Zatonskaya“, V. F. Selemenev”

“Voronezh State University
Voronezh, Russia
*E-mail: a-kh-01@yandex.ru
** F-mail: karsiv@mail.ru

Abstract. The review systematizes information on nanostructured materials used in solid-phase extraction
(SPE) and its modern versions. The main attention is paid to the consideration of nanostructured analogues
of MCM-41 and SBA-15 both in classical SPE and in modern versions of solid-phase microextraction,
microextraction by matrix solid-phase dispersion, dispersive solid-phase extraction, and magnetic
SPE. The use of silica with a hexagonal and cubic mesophase structure makes it possible to significantly
increase the completeness of analyte extraction, improve the metrological characteristics of determining
both metal ions and biologically active substances in complex multicomponent matrices of real objects
of analysis. An abnormally high surface area (up to 1000 m?/g and more), adjustable mesopore size, ease
of modification by grafting functional groups allow to significantly increase the selectivity of solid-phase
materials compared to traditionally used silica gels and polymer ion exchangers. The advantages of ordered
silica when used at the stage of extraction and concentration of analytes in solid-phase extraction options,
as well as chromatographic separation of substances similar in nature, make it possible to expand the range
of linearity of the analytical signal response of the analysis methods used, and the detection limits of ions
and molecules can be reduced to the level of ng/mL, ng/g.

Keywords: ordered mesoporous silica, MCM-41, SBA-15, sample preparation, solid-phase extraction,
dispersive solid-phase extraction.
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