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BBEJAEHUE

AKTYaJIbHOCTH T€MbI HCCJICA0BAHUS

Muorue noiudeHoIbHbIE COSAMHEHHUS 00J1aJaloT BBICOKOW OMOJIOTMYECKON
aKTUBHOCTBIO, IOATOMY IPEICTABIIIET MHTEPEC UX OMPECICHUE B PACTUTEIBHOM ChIPhE
U (apmareBTUYECKUX npernapaTtax. i ylydiieHuss MeTPOJIOTUYECKUX XapaKTePUCTUK
METOJMK ONpPENENICHUsI IIeJIEBbIX BEIIECTB HEOOXOJIMMO IOBBIIICHUE KOHLIEHTPAIlUU
aHAJIMTOB B AaHAJIM3UPYEMOM PACTBOPE U YCTPAHEHUE MEIIAIOUIEr0 BIUSHUSA MAaTPUUHBIX
KOMIIOHEHTOB. Hanbosee 4acto 3To focTUraercs B mpouecce TBepaoda3Hoi SKCTpakuu
(T®2). B xauectBe anbrepHaTUB TpagUMOHHOW TdD MosABISAIOTCS HOBbIE BAPUAHTHI
IpOOOIOATOTOBKH, O3BOJISIOIIME CHU3UTh PacXo/ COPOCHTOB, paCTBOPUTENIEH, a TAKKe
COKPAaTUTh YMCJIO CTaJAWi M BpeMs aHamu3a B LenaoM. Cpenu HUX MOYKHO BBIACIINTH
nucnepcuoHnyo TAD, maTtpuyHoe TBepaoda3zHOE AUCIIEprupoBaHue, TBEPAO(Da3HYIO
MHUKpPO3KCTpakuuio u T.J. IIpu 3TOM B KauecTBe COPOEHTOB IMpHU OIpENeICHUN
NoJIM(EHOJOB MPEUMYIIECTBEHHO MPUMEHSAIOT HEYMOPSIOYEHHbIE CUIIMKAred, B TOM
YHUCJIE C MPUBUTHIMU (DYHKIIMOHAJIbHBIMU TPYIIIaMHU, KOTOPbIE HE MO3BOJISIFOT JOCTUTATh
BBICOKOM 3((EKTUBHOCTH U CEJIEKTUBHOCTH B MpOLEccax BbIACIEHUS, OYUCTKH U
KOHLIEHTPUPOBaHUs BellecTB. [IOBBIIEHUE CEIEKTUBHOCTH MPHU M3BJICUCHUHU IIEJIEBBIX
KOMIIOHEHTOB M3 CJIOXHBIX 00pa3lloB JOCTUTaeTCs Ha MOJUMEpPAx C MOJEKYJSPHBIMU
OTIIEYaTKAMHM [OTEHUUAJIBHBIX aHaauTOB. OJHAaKO TMpPU MCIHOJb30BAHUM TAKUX
MaTepualioB MpU TBEPAO(]A3HON HSKCTpAKIUMU OCTaeTcs NpodsieMa HEIOCTATOUYHON
3 PEKTUBHOCTH COPOIMOHHOTO KOHIICHTPUPOBAHUSA, OCOOCHHO [IJI1 AaHAJIUTOB C
00BEMHOMN MOJIEKYJIOM, K KOTOPBIM MOYXHO OTHECTH TJIMKO3UAbl (hJIABOHOUIOB.

B mnacrosimee Bpemsi pa3BUTHE NOAXOAOB K MPOOOMOATOTOBKE CBSA3aHO C
UCIIOJIb30BaHUEM HOBBIX TBEPAO(DA3HBIX MAaTEPHAIOB. YTIOPSIOUEHHBIE ME30MOPUCTHIC
kpemHezembl (MCM-41, SBA-15, KIT-6 u np.) xapakTepu3yloTcs BbBICOKOPA3BUTOMN
MOBEPXHOCTHIO, KOHTPOJIUPYEMBIM Pa3MEPOM IOP U TUIIOM CTPYKTYpbl. OCOOEHHO CTOUT
OTMETUTh M3MEHEHHE MPUPOJbl U YACIbHOW IJIOTHOCTU COPOLMOHHBIX ILIEHTPOB Ha

IMOBCPXHOCTHU ME30IOPp KPEMHE3CMOB B IPOLECCC CHHTE3Ad, YTO ITO3BOJIACT I10JYYAaTbhb
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COpPOEHTHI C Y4eTOM 0COOEHHOCTEW MOTEHIIHAIBHBIX aHAIMTOB. BappupoBanue npupoisi
COpOITMOHHBIX IIEHTPOB paHee yke paccmarpuBanock mist MCM-41, omHako mayio
U3y4deHo Il KpeMHe3eMoB SBA-15, xotopbie gBisSItOTCA Oojiee MOAXOASIIUMH ISt
UCIIONB30BaHUSI B MPOOOMOJArOTOBKE 3a CYET BBICOKOW cTabuinpHOCTH. Ocoboro
BHUMaHHUS TpeOYyIOT MaTepHualibl, MOJIYYEHHBbIE C MOJIEKYJSIPHBIMU OTIEeYaTKaMu
MOTEHIIMAIbHBIX aHAJIUTOB.

Jlig ynopsiIOUeHHBIX KPEMHE3eMOB OTMEYEHa BBICOKas Xpomarorpadudeckas
3(p(EKTUBHOCTh €O 3a CUYET MHHMMAJIBHOW AMCIIEPCHUH CBOMCTB. DTO IO3BOJISIET
IPEANoaraTb BO3MOKHOCTh Pa3JIeleHUs] BEMIECTB ¢ OJM3KON CTPYKTYPOU B yCIOBHUAX
XKUIKOCTHOM Xpomatorpaguu 0e3 HCIOJIb30BAaHUS CHUCTEM BBICOKOIO JABJICHUS IS
NOCJIEAYIOUIETO  ONPENEICHUs  LEJIEBbIX KOMIIOHEHTOB  HECEJIEKTHMBHBIMHM, HO
HKCIIPECCHBIMU METOJAaMM aHanu3a (Hampumep, crekTpodortomerpun). Panee 3To
HaIlpaBJICHUE UCCIIEA0BAaHUN MMPAKTUYECKH HE pACCMATPUBAIIOCH.

Crenenb pa3padloTaHHOCTH TeMbI UCCJIET0OBAHUSA

B paborax Galarneau A. moka3aHO, 4YTO YMNOPSJOYEHHOCTh ME30MOPUCTHIX
KPEMHE3EMOB TO3BOJISIET JOCTUTATh 00Jiee BBICOKON d(DPEKTUBHOCTHU CIIOSI COPOEHTA TI0
CPABHEHUIO C KJIIACCUYECKUMU CHIIMKAreJIIMU U MOJTUMEPHBIMA COPOCHTAMH B YCIOBUSX
BOXX.

B HacTosimee Bpemsi aKTHBHO pa3BUBAIOTCA MOAXOAbI K MPOOOMOATrOTOBKE,
OCHOBAaHHbIE Ha  JUCIEPCMOHHOM  TBEpAO(PA3HOM  HAKCTPAKLUHMH, MATPUUYHOM
TBepAO(ha3HOM  JUCIEPrUPOBAHUM, MHUKPOTBEpIO(PA3HOM  OKCTpakUMH U T.J.
YropsiioueHHbIEe ME30TOPUCTHIE KPEMHE3EMbI HAIUTA MTPUMEHEHUE KaK COPOEHTHI MPpHU
U3BJICUEHUH M KOHUEHTPUPOBAHMM HOHOB METAUIOB U TOKCHUYHBIX OPraHUYECKHX
COCIMHCHUN TIPH WX OMPEIEICHUH B TPHUPOAHBIX OOBEKTaX. B MeHbIel creneHu
PacCMOTPEHO UCIOJIb30BAHUE ME30MIOPUCTHIX MAaTEPUATIOB B aHATUTUYECKOM LIUKJIE MPU
ONpeAeNeHNN OHOJOTMYECKH AaKTHUBHBIX BEIIECTB, B TOM YHCIE TMOJIU(EHOIOB.
Henocrarouno paccmaTpuBaroTcs BOIIPOCH BbIOOpa copOeHTOB it TDD, B TOM YucIe ¢
Y4E€TOM POJIHM YHOPSAIOYEHHOCTH KPEMHE3EMOB, a TaKXe€ MPEUMYIIECTB B TOYHOCTU U
NPELHU3UOHHOCTH aHAIN3a PAaCTUTENBHBIX OOBEKTOB, COAEPKAIIUX MOTUPEHOIBI, TPU

HCIIOJIb30BaAHUN HAHOCTPYKTYPHUPOBAHHBIX MAaTCPpUAIIOB.
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Henb0 1pencTaBlIeHHOM JIUCCEPTALMOHHOM paOOThl SBISETCA H3YyYEHHE
3aKOHOMEPHOCTEH COPOIMOHHOTO KOHIICHTPUPOBAHUS M Pa3eiCHUS MOTU(PEHOIBHBIX
COCJIMHEHUN B BapuaHTax TBepAO(}a3HOM IKCTPaKIMU U KUJIKOCTHON Xpomarorpaduu
HU3KOTO JIaBJICHUS Ha YIOPSIOYEHHBIX copOeHTax, aHamorax SBA-15, mns
MOCJIEIYIONIETO OINpPEACICHNs 1EJEBbIX BEUIECTB B MHOTOKOMITIOHEHTHBIX OOBEKTax
aHau3a.

JIJ1st MOCTHKEHUS TIOCTABIICHHOH T1eH C(POPMYITUPOBAHBI CISAYIOIIHNE 3a1a4M:

1. M3yuuth cTpykTypooOpazoBanue OmokconoiaumMepa Pluronic P123 kak Temriara
JUISL TIOJTyYE€HUS HAHOCTPYKTYPUPOBAHHBIX KPEMHE3EMOB C MAJIOW JUCIIEPCUEN CBOMCTB
Y TIOBBIIICHUS UX CEJIEKTUBHOCTH 1O OTHOILICHUIO K TOJTM(EHOIBHBIM COCTMHEHUSM MPU
WX U3BJICYCHUH U KOHIICHTPUPOBAHUHU.

2. Ouenuth 3¢(HEKTUBHOCTh TUHAMHUYECKOTO COPOLMOHHOTO KOHIIEHTPHUPOBAHUS
noJM(PEHONBHBIX COCNMHEHUM W3 MOJENIbHBIX PAaCTBOPOB HA CHHTE3UPOBAHHBIX
ME30MOPUCTHIX KpPEMHE3eMax JJIsl MOCIAEAYIONIEro CIEeKTPOPOTOMETPUUECKOTO W/UIU
xpoMarorpaduueckoro onpeaeneHus (praBoHOUAOB.

3. M3yuntb  0COOEHHOCTHM  MPOOOMOATOTOBKM  PACTUTEIBHOTO  CHIPhS U
(dapMalleBTUUECKUX TMpernaparoB B BapuaHTax TBepAO(a3HOW HKCTpPAKIHUH C
HCMOJIb30BAaHWEM  ME3OMOPUCThIX  aHaioroB  SBA-15 s mocieayromero
CHEKTPOPOTOMETPUIECKOTO U XPOMATOrpaPUUYECKOTO OmpeneseHus: (IaBOHOUIOB B
CJIOKHBIX MHOTOKOMITOHEHTHBIX MaTpHIlax.

4. PaccMoTpeTh OCOOCHHOCTH pa3fcicHUs IMOTU(DEHOIBHBIX BEIIECTB C OJIM3KOM
CTPYKTYpOH U (PUBMKO-XMMUUYECKUMHU CBOMCTBAMH MPH KUIAKOCTHOM Xpomarorpaduu
HU3KOTO JaBJIEHUS Ha HAHOCTPYKTYPUPOBAHHBIX ME30MOPHUCTHIX TBEPA0Gha3HbIX
MaTepualiax sl HOCIEIYIONIETO ONpPeIeICHUS 1IEJIEBbIX BEIIECTB.

Hayuynast HoBU3HA

BnepBrie mpemsiokeH cmocod CHHTE3a ME30MOPHUCTBHIX  KPEMHE3EMOB  C
MOJICKYJIIPHBIMU OTIEYaTKaMU TMOTEHIIMAIbHBIX AaHAJIWTOB, OCHOBAaHHBIM Ha YydYeTe
CTPYKTYpOOOpa3oBaHUsl TeMIUlaTa B 3aBUCUMOCTHM OT TEMIEpaTypbl, COCTaBa

pacTBOpUTENsA, KOHIEHTparuu  (IaBOHOWJA, YTO TO3BOJHIIO  PETyJIUPOBATh
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CEJICKTUBHOCTh COPOCHTOB K IIEJIEBHIM M ITPUMECHBIM KOMITOHEHTAM JIJIsi TOCTHYKCHUS
MaKCHUMaJIbHOM (710 95-99%) 1mOIHOTHI M3BICYCHUS aHAJIUTOB.

[IpensioxkeHbl KPpUTEPUU OLIEHKH YHOPSJIOYEHHOCTU CTPYKTYpPbl ME30MOPHUCTHIX
KpeMHe3eMoB 10 JaHHbiM MK-cnekrpockonuu, mpeanoiaralone pacCMOTPEHUE
MaKCHUMyMa I0JIOCHI BaJICHTHBIX KoJieOanuil rpymm Si-O-Si MaTpuilsl KpeMHe3eMa, 4To
MO3BOJISIET PEryaupoBaTh d3OPEKTUBHOCTh HAHOCTPYKTYPUPOBAHHBIX MATEPUAJIOB IMPHU
CCJICKTUBHOM H3BJICYCHHH (DJITABOHOWJIOB B BapuaHTax TBepAo(a3HON IKCTpaKIHH, a
TaK)Ke€ BapbUPOBATh CBOMCTBA YIOPSIAOYEHHBIX KPEMHE3EMOB JIJIsl pa3/iesieHUs OJIM3KUX
10 CBOMCTBaM (DJIABOHOUIOB U KOPUYHBIX KUCIIOT.

N3ydeHo BausiHUE COACPKAHUS BOJIBI B AlIETOHUTPUIIBHBIX pacTBOpax (IO IaHHBIM
HK-cniekTpockonun) Ha COPOLIMOHHOE U3BJICUYCHHE MOJUQPEHOIBHBIX BEIIECTB IS UX
MOCJEAYIOMIETO CIEKTPOPOTOMETPUUECKOTO ONPECTICHUS.

[IpoBenena oneHka A(PPEKTUBHOCTH  COPOIMOHHOTO  KOHIEHTPUPOBAHUS
(IaBOHOMIOB M3 MOJICJIBHBIX PAaCTBOPOB BEHIECTB C OJM3KOM CTPYKTypoll ¢
ucrnosib3oBanueM napameTpa dpdekTuBHOCTH CE (K03 PuIimeHT KOHIICHTPUPOBAHUS,
JIOCTUTaeMbIi B €IMHUIY BPEMEHH MPU 33JaHHOW CTENICHU W3BJICUCHUS KOMIIOHEHTA).
DTO MO3BOJIUJIO TOBBICUTH TOYHOCTD U MPABWIHLHOCTH OMPEEICHUS aHATUTOB OJ1aroaps
3HAUWUTEILHOMY YBEJIIMYEHWUIO MX TOJHOTHl H3BICYCHUS U KOI(PPUIIMEHTOB
KOHIIGHTPUPOBAaHMS.  YKa3aHHbIE  YJIYUIIEHUS  OOECIEUUBAIOTCS  JIOCTHIKCHHEM
MaKCHUMAJIbHOM CTETEeHU UCIOJIb30BaHUSI COPOLMOHHOW €MKOCTH YMOPSI0YEHHBIX
ananoroB SBA-15 B jauHamuyeckux ycnoBusx (npu TDD u3BICUCHHH W
KOHIICHTPUPOBAHUU (HJIABOHOUJIOB, a TaKXKe HMX XpomaTorpaduueckoM pas3ielICHUN).
Hawnbonee cymiecTBeHHbIE U3MEHEHUS CEJICKTUBHOCTH K (hJIaBOHOUIAM OTMEUEHBI MPU
UCIONIb30BaHUU B TADD B KadecTBE COPOCHTOB KPEMHE3EMOB C MOJCKYJISPHBIMU
OTre4YaTKaMH MOTCHITMATBLHBIX aHAJIUTOB.

[Tokazana  BO3MOXHOCTb  HUCIIOJb30BaHUSI  IOJYYEHHBIX  YIOPSIOYEHHBIX
KPEMHE3eMOB B MPOOOMOATOTOBKE [Jisi CEJICKTUBHOTO W3BICUCHUS, OYUCTKA U
KOHLIEHTPUPOBaHUS (DJIAaBOHOUIOB B BapHaHTaX TBEPAO(Pa3HOM IKCTPaKIUU: MATPUIHOM

TBepA0(a3HOM TUCTIEPTUPOBAHUH (DITABOHOMIOB MPU UX OMPEICTCHUU B PACTUTEITHLHOM
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CBIPBE; TSI TUCTIEPCUOHHON TBEpA0(]a3HOI IKCTPAKITUN TOIN(DEHOIBHBIX COCTUHCHHUH
npu aHanu3e GpapMaleBTUYECKUX MPENapaToB.

[ToxazaHa BO3BMOXHOCTh CIIEKTPOPOTOMETPUUECKOTO ONpenesieHus (P1aBOHOUIOB
B MHOTOKOMIIOHEHTHBIX CMECSX OJTM3KHX MO CBOMCTBAM MOTU(EHOIBHBIX BEIIECTB IOCIIE
MPEABAPUTENLHOTO pa3/iesIeHHs] KOMIIOHEHTOB MPOOBI HA YIOPSIA0YEHHOM KpEeMHE3eMe C
MOJIEKYJISIPHBIMU OTHEYaTKAMHU OTEHIMAJIBHOIO aHAJIUTA.

Teopernueckasi M NIpaKTUYeCKasi 3HAYUMOCTb PadOThI

[Tony4yeHHBIE B AUCCEPTAIMOHHOMN pabOTE TEOPETUUECKUE U IKCIIEPUMEHTAIbHbBIC
pe3yabTaTbl MOTYT OBITh UCIIOJB30BaHbl TPU BBIOOPE pAIMOHAIBHBIX YCIOBUM
U3BJICYCHUS W  KOHIICHTPUPOBAHUS OMOJIOTUYECKH AKTUBHBIX COEAUHEHUM C
IIPUMEHEHUEM YIOPSAJIOYCHHBIX ME30MOPUCTBIX KPEMHE3EMOB [UISl IOCIETYHOLIErO
aHalM3a PACTUTENIbHBIX M (papmalleBTUYECKUX 0O0BEKTOB. HaHOCTpYKTYpHUpOBaHHOCTH
ananoroB SBA-15 ¢ BbICOKOI COPOIIMOHHON €MKOCTHIO M 3HAYUTEIBHOU JJOCTYITHOCTHIO
COPOILIMOHHBIX ILEHTPOB IMO3BOJIAET PEATU30BBIBATH MUKPOIKCTPAKIIMIO AHAJIUTOB Ha
KapTpUIKax, 3al0JIHEHHBIX HaBeCKaMu KpeMHe3eMOB B 4-10 pa3 Menbiuel maccol (50-
100 Mr) mo CpaBHEHMIO C TPATUIIMOHHO HCIONB3yeMbIMHU KapTpumxamu (200-500 mr),
3aMOJHEHHBIMU KIACCHUYECKUMU CUIIMKATeIISIMH.

MeTo10/10THSI U METOIbI MCCJIEIOBAHUSA

B pabGore wucmonp3oBamu coOBpeMEHHbIE (Pu3NuecKue U (U3HKO-XUMUUYECKHE
MeToabl  aHanu3a.  MccinenoBaHue — CTPYKTypooOpa3zoBaHus — OJIOKcomoJimMepa
Pluronic P123 B pacTBOpax MpOBOJMIA METOIOM JIMHAMHUYECKOI'O pacCesHus CBETa.
[ToBEepXHOCTHBIE W CTPYKTYPHBIE XapaKTEPUCTUKH CHUHTE3UPOBAHHBIX KPEMHE3EMOB
nzydanu metonamu MK-crnekTpockonuu u HU3KOTEMIIEpaTypHOU afcopOIuu/aecoponum
azota. KoHleHTpupoBanue moJM(EHOIOB TPOBOIWIM B BapHaHTax TBepaoda3zHOU
AKCTPAKIIMA B AUHAMHUYECKUX YCIIOBHUSX HA HAHOCTPYKTYPUPOBAHHBIX KpPEMHE3eMax
SBA-15. Paznenenue (HmaBOHOWIOB W KOPUYHBIX KHCIOT TPOBOJUIN >KUIKOCTHOMN
xpomarorpadueit HuU3KOro JaBieHuUs. Bapuwantel TBepaodasHOW  OIKCTPAKIIUU
(Matpuunoro TtBepaodasHoro gucneprupoBanus (MT®DJ]) u  auCEpPCHOHHOMN
TBepaodazHor skcrpakiuu (A-TDPD) wmcmonp3oBaiu 11 CEIEKTUBHOTO W3BIICUCHUS

HOJII/I(i)eHOJ'IOB M3 MHOTOKOMITIOHCHTHBIX MAaTpull U KX OTHOCHUTCIIBHOI'O U a0COJIFOTHOTO
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KOHIIeHTpupoBaHus. Onpenenenre NodupeHOIbHBIX COSTUHEHHM B pacTBOpax IMOCIe
poOOMOATOTOBKH B BapraHTax TdD oCyIIECTBISIN METOJAMH CIIEKTPOGHOTOMETPUH U
BBICOKOA((EKTUBHON KUAKOCTHOU XpomaTorpaduu co CHEKTPOPOTOMETPHUUECKUM
JETEeKTUPOBAHUEM.

Ilos10:xeHMs, BBIHOCMMbIE HA 3a1LUTY:

1. VcioBus 301b-Tenb CHUHTE3a COpOEHTOB, aHanmoroB SBA-15, c¢ yderom
CTPYKTYpOOOpa30BaHUs TeMIUIaTa, TMPU BapbUPOBAHUU TEMIEpaTyphl M COCTaBa
PEaKIMOHHON CUCTEMBI, TO3BOJIAIOIINE MOIYYaTh YIOPSA0YEHHbIE KPEMHE3EMBI C OoJiee
BBICOKOI CEJIEKTUBHOCTBIO K (pJIaBOHOMZAM MO CPAaBHEHUIO C HEMOJIU(DUIIMPOBAHHBIMU
HAHOCTPYKTYPUPOBAaHHBIMU KPEMHE3EMaMHU.

2. Cnoco6 moBbilieHUS 3(PPEKTUBHOCTH COPOIIMOHHOTO KOHIIEHTPUPOBAHUS
noMu(EHONBHBIX COCAMHEHWH B JUHAMHYECKUX YCIOBUSX, OCHOBAaHHBIA Ha
UCIOJIb30BaHUU HAHOCTPYKTYPHpPOBaHHBIX KpemHe3eMoB SBA-15 u ananoro c
MOJICKYJISIPHBIMH OTI€YaTKaMH aHAJIUTOB C BHICOKOPA3BUTON MOBEPXHOCTHIO ME30TMOD,
CYIIECTBEHHONW €€ JIOCTYMHOCThIO [IJIsi MOJU(PEHONBHBIX BEIIECTB, MMO3BOJISIIONIUN
MOBBICUTH KOI(PDUIIMEHTHI KOHIICHTPUPOBAHUS (DIIABOHOHUIOB.

3. Ilogxox K MCHOJIb30BAHUI0 HAHOCTPYKTYPHUPOBAHHBIX COPOEHTOB, aHAJIOrOB
SBA-15, Ha craauu mpoOOINOATrOTOBKA B BapHaHTaX JAMCIECPCHOHHON TBepAoQa3HOM
HKCTPAKIMK, MaTPUYHOrO TBEPAO(A3HOrO AMUCIEPTUPOBAHUS U  TBepAOPa3HOU
MUKPOIKCTPAKIIUH JJIS OTIpeieTICHHs (PIIaBOHOUIOB B SKCTPAKTAX PACTHUTEIHHOTO CHIPhS
U (hapMareBTUYECKUX Tpernaparax.

4. Pe3ynbraThl pa3jielieHus BEIIeCTB € OJM3KOM CTPYKTYpOd METOA0M
KUIKOCTHOM Xpomarorpaduu HM3KOrO JaBJieHUsT Ha copOeHTax, aHaiorax SBA-15,
MOAU(PUITUPOBAHHBIX TPUMETHUIIXJIOPCUIIAHOM M CHHTE3UPOBAHHBIX C MOJICKYJISPHBIMU
OTIeYaTKaMH KBEPIICTHHA.

JIMYHBIN BKJIAJ aBTOPA

ABTOpPOM TMPOBEACHO H3yUEHUE CTPYKTYpOoOOpa3oBaHUsl MIA0JIOHOB M CHUHTE3
ME30IMOPUCTBIX KpeMHe3emMoB. [losmydensl, 00paboTaHbl W MPOAHAIU3UPOBAHBI
HKCIIEPUMEHTAIbHBIC JAHHBIE 10 KOHIICHTPUPOBAHUIO U Pa3AeNeHUIO MOJU(EHOIbHBIX

COCI[I/IHCHI/Iﬁ B JHUHAMHWYCCKUX YCIOBUAX H3 MOACIBHBIX PACTBOPOB MU PCaIbHBIX
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OOBEKTOB C TOCIEAYIOUIMM OIpEACIICHUEM IEJEeBBIX KOMIOHEHTOB. (COBMECTHO
C HAYYHBIM PYKOBOJUTENEM CHOPMYITHPOBAHBI OCHOBHBIC IMOJIOKEHHUS W BBIBOJABI TIO
JUCCEPTALIIH.

CreneHb 10CTOBEPHOCTH M anipodanusi pe3yJabTaTOB

JIOCTOBEpHOCTh TOJIYYEHHBIX PE3YJIBTATOB OOYCIOBJIEHA HCIOJIb30BAHUEM
KOMITJIEKCa (U3MUECKUX M (U3UKO-XUMHUYECKMX METOJIOB aHaliu3a C MPUMEHEHUEM
COBPEMEHHOTO CEepTU(UIMPOBAHHOTO OOOPYIOBaHMs, a TakKKe COIVIACOBAaHHUEM C
U3BECTHBIMU JIUTEPATYPHBIMH JIAHHBIMU TI0 OJIM3KUM TEeMaTHKaM.

[To marepuanam aucceprauuu omyOiaukoBaHo 18 paboT, W3 HUX 5 crareil B
PELIEH3UPYEMBIX HAYUHBIX KypHaJiax, BXoasimux B nepeueHb BAK u uHekcupyemsix B
Scopus, B Tom uucine 3 crarbu, umHAekcupyembix B Web of Science. OcnoBuble
pe3yabTaThl pabOThl IPEACTaBICHbBI U J0JI0keHbBI Ha | X MexBy30Bckol KOH(DEpEeHIINH-
KoHKypce «Dusndeckas XuMUs - OCHOBA HOBBIX TEXHOJIOTHI U MaTepuanoBy (r. CaHKT-
[TerepOypr, 2020), IX Bcepoccuiickoil KOHPEPEHIIMH € MEXIYHAPOJIHBIM Y4acTHEM
«DU3UKO-XUMUYECKUE TMPOLECChl B KOHJECHCHUPOBAHHBIX CpelaXx M Ha MEX(a3HbIX
rpanuniax — GATPAH» (r. Boponex, 2021, 2024), MexayHapoaHOW Hay4YHO—
npakTuiyeckod KoHdepeHuuu «llepcrnekTHBHBIE TEXHOJOTUM M Marepuanb (T.
CeBactononb, 2022), IV  Bcepoccuiickoit  Illkona-cemunape «CopOuus u
xpoMarorpadus» ¢ MexayHapoaHbIM ydacTueM (T. Boponex, 2023), Beepoccuiickoil ¢
MEXIYHAPOJIHBIM y4acTHeM IkoJie-KoHpepeHuun «Matepuanibl U TexHosoruu XXI
Beka» (r. Kazanp, 2023), Becepoccutickoii konbepeniuu «[loBepXHOCTHBIC SBIICHUS B
nucnepcHbix cucremax» (r. Mocksa, 2023), XIV koHpepeHIIUN MOJOJBIX YUYEHBIX IO
oO1ieit u Heopranmdeckor xumuu (r. Mockga, 2024), XXII MenaeneeBcKkoM Che3e 1o
obmieii u npukinagHoi xumuu (PenmepanbHast Tepputopus «Cupuycy, 2024), XXI
BcepoccuiickoM cuMno3uymMe ¢ MEXKIyHapOoAHbIM ydacTHeM «DU3uKO-XuMUYecKue
po0IeMBI aICOPOITUH, CTPYKTYPHI M XUMUU TTOBEPXHOCTH HAHOTIOPUCTHIX MATEPHAIIOB)
(r. Mockaa, 2025).

CTpykrypa n 00beM auccepranum. {uccepTaiusi COCTOUT U3 BBEACHUS, MATH
IJIaB, 3aKJIIOUEHHUs, CIUCKa JUTepaTypsl, Bkimouatomero 210 nammenosanuii. Pabora

uzsioxeHa Ha 191 crpanurnie, conepKut 57 puCyHKOB U 35 TaOJHII.
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I'nasa 1. JIuteparypHsiii 0630p

1.1 O0mas xapakrepucTuka GpaaBoHOUI0B

@D1aBOHOUIBI — MPUPOTHBIC OMOJOTUYECKA AKTHBHBIC COCAMHEHUS, BTOPUUHBIC
MEeTabOIUThl pAacTeHUH. 3alUIIAIOT PACTEHUS OT YIbTPA(UOIETOBOTO H3IYUCHHS,
aOMOTHYECKHX CTPECCOB, OAKTEpUAIbHBIX U TPUOKOBBIX (puTomaToreHoB [1]. Muorue
(d1aBOHOMABI HMCHOJB3YIOTCS B KAauyeCTBE JIEKAPCTBEHHBIX CPEICTB Omarojmaps HX
AHTUOKCUIAHTHBIM, IPOTUBOBOCIATUTEIILHBIM, aHTUAJIEPTUYECKUM, AHTUMYTAareHHBIM,
U Ipyr'uM CBo¥cTBaM [2].

BwmecTte ¢ QeHOMBHBIMU KHCIIOTaMHU, CTHJIBOCHAMU W JIMTHAHAMH (hJIaBOHOU/IBI
COCTABJIAIOT TPYIIYy NOJU(PEHONBbHBIX coenuHenunid [1]. Ctpykrypa ¢aBoHOUIOB
oOpaszoBaHa 1ByMsi O€H301bHBIMU KoJibllaMu (A 1 B), coeMHEHHBIX TpeXyTriaepoaHbIM
nupaHoBbiM Kosbliom C (puc. 1.1) [3]. Knaccudukanus ¢aBoHOUIOB MPOBOJUTCS B
3aBUCUMOCTH OT CTPYKTYPbI TPEXYTIIEPOAHOTO (hparMeHTa, KOTOPBIA MOXKET COAEPKAThH
JTBOMHYIO CBsI3b, KApOOHWIBHYIO WJIH THIPOKCHIBHYIO TPYMIbL, CIIOCOOCH K
00pa30BaHUIO TSITH- WU MIECTUYIICHHOTO TeTEPOIMKINYECKOT0 KOJIbIIA, CONEPKAIIETO
atom kuciopozaa (puc. 1.2). Muoroo6paszue ¢GhaaBoHOUIOB 00YCIIOBJICHO 3aMEIIEHUEM
aTOMOB Bojopona B yriepogHoMm ckenere Ha -OH u -CHs-rpynmsl B pasmudHbIX

IIOJOXXCHHUAX, a4 TAaKKC CIIOCOOHOCTBIO K OKHCJICHUIO C O6p&30BaHHeM POACTBCHHBIX

ctpykTyp [3].

Puc. 1. 1. O6mas cTpykTypa (HIaBOHOHUIOB.
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Puc. 1.2. CtpykTypHbIe (OpMYJIbl OCHOBHBIX TOATPYIII (DJIABOHOUIOB.

®aBOHOUIBI BCTPEUAIOTCA B CBOOOJHOM BHUJE (arjIMKOHBI) U B CBSI3aHHOM C
yraeBogHo 4vacthio (rymko3uzabl) B dopme O- u C-rmmko3umoB. Kak oTmedeHo
aBTOopamu padoThl [1], muko3mimpoBanue (GpIaBOHOMIOB MOBBIIIACT UX OMOTOCTYITHOCTh
3a CUET YJY4IlICHUS PAacTBOPUMOCTH M TPAHCIOPTa Yepe3 KIETOUYHbIE MEMOpPaHbI.
buonornyeckas akTUBHOCTH (DIIABOHOUIOB OMPEICISETCS HAIMYUEM U TOJIOKEHUEM
TUAPOKCHIIBHBIX Tpy1t [4]. Micnons3oBanue mou@eHoI0B NpernoiaraeT ux BbleICHUE
C BBICOKOH CTeneHb0 YHUCTOTHL. CIOKHOCTH COCTAaBOB OJKCTPAKTOB PACTUTEIBHBIX
00pa31IoB BhI3bIBAET HEOOXOUMOCTH COBEPIIICHCTBOBAHUS METOIOB MPOOOIIOATOTOBKH C
COpOLIMOHHBIM U3BJICUCHUEM, KOHIIEHTPUPOBAHUEM U pa3CiIiCHUEM BEIIEeCTB Ha
copOeHTax, TO3BOJSIOMIUX JOCTUTAaTh BBICOKOM TOYHOCTH  OINpPEACIICHUS C
MHUHHUMAaJIbHBIMU TIOTEPSIMUA aHAJTUTA.

HecmoTpst Ha pa3BuTHE METOJOB OMNpECICHUs aKTyallbHOW 3ajlaueil OocTaeTcs
COBEPIIICHCTBOBAHWE CIOCOOOB MPOOOMOATOTOBKM C  HMCHOJB30BAHHEM  HOBBIX
MaTepUaJioB ¢ KOHTPOJUPYEMbIMU cBoMicTBaMu. Hanbosee yacto B kauyecTBe COPOSHTOB
UCITIOJIB3YIOTCSl CHJIMKAreu OJjarofapsi BO3MOXKHOCTH MOJIU(DUKAIIMU TTIOBEPXHOCTH U
MOBBIIICHUS CEJICKTUBHOCTU PA3/CIICHHUs] KOMIIOHEHTOB TpoObl. HeymopsgoueHHOCTh

TPpaAUITUOHHBIX CHJIMKAreJIed MOXKET IMPUBOAUTDH K HGI[OCTaTO‘IHOﬁ BOCITPOU3BOANMOCTHU
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pE3yNbTATOB, 3HAYMUTEIBHBIM IOTEPSIM OIpPEAEIIAEMbIX KOMIIOHEHTOB. B mocienHee
BpEMs Ha CTaJUH MPOOONMOATOTOBKHA Pa3HBIX TIPYyNI aAHAJIUTOB HCIHOJB3YIOTCS
YIOPSIOUCHHBIC ME30MOPUCThIC KpeMHe3eMmbl [5, 6]. Maias jaucnepcusi CBOWCTB
HAaHOCTPYKTYPUPOBAaHHBIX MAaTEpPHAIOB OOYCJIOBIMBAET CYIIECTBEHHOE BJIMSHUE
CTPYKTYPHBIX U TOBEPXHOCTHBIX XapaKTEPUCTUK HA WX CEJIECKTUBHOCTh MO OTHOLIECHUIO
K BEIHIeCTBaAM pa3iu4yHOW mnpuponbl. OAHAKO HEAOCTATOYHO PACCMOTPEHBI BOIPOCHI
CUHTE3a YIOPSJIOYEHHBIX KPEMHE3E€MOB [UJISl MOCJEAYIOLIEro MCIOJIb30BAHMS IIPH
U3BJICYCHUN, KOHIIECHTPUPOBAHUHU U OYMCTKE MHOTOKOMIIOHEHTHBIX P00, COJIEpKaLIUX

N0JIM(PEHOJBbHBIE COEUHEHUS B PA3JIMYHBIX BapHaHTaX TBEpAO(Pa3HON IKCTPAKLIUH.

1.2 Teepaoda3zHasi IKCTPAKIHUS KaK CTaAusi MPOOONOJATOTOBKY NMPHU BblIeJIeHUH

u onpeacjacHumn (I)HaBOHOI/IIlOB

[TpuponHbie OOBEKTHI MPEACTABISAIOT COOOW CIOXKHBIE MHOTOKOMITOHEHTHBIE
CHCTEMBI, T0O3TOMY HEOOXOUMO TIPOBEICHUE BBIJICIICHUS, OUMCTKH, KOHIICHTPUPOBAHHS,
B HEKOTOPBHIX cly4yasx oOOpaOOTKM XMMHUYECKHMMH pEareHTaMu IJisl TTOBBIIICHUS
YyBCTBUTEILHOCTH ONPEICIICHHSI IIEICBBIX BEIIeCTB. MeTo bl BhIIeICHUS (DIIaBOHOHIOB
BKITIOYAOT )XUIKOCTHYIO [7—10] u TBeprodaznyro [11-14] sxcrpakiuto. TpaguirnoHHbIe
BApUAHTHl ITHUX METOJOB TPeOYIOT OOJBIIMX 3aTpaT o0paslloB M PACTBOPUTENCH,
JUTMTEIILHOTO BPEMEHHU, B HEKOTOPBIX CIy4asX JCHUCTBUS BBICOKHX TEMIEpaTyp, B
pe3yibrare 4ero (pIaBOHOWIBI MOTYT IOABEPTaThCS XUMHUYECKUM MPEBPAIICHUSIM.
Takux orpaHMYeHHH HET y COBPEMEHHBIX IKCTPAKIMOHHBIX METOAOB, BKIIIOYAIOIINX
IKCTPAKIIUIO C TOMOIIBIO MUKPOBOJIH, YIIbTpa3Byka [10], )KUAKOCTHYIO SKCTPAKIIUIO O/
JABJIICHUEM, CBEPXKPUTHUYECKYIO (IIIOUIHYIO DKCTPAKIHUIO, SKCTPAKIUIO C MOMOIIBIO
YIApHOU BOJIHBI.

B nocnennee BpeMsi Ha CMEHY JKUAKOCTHOW DKCTPAKIIUH MPUXOIUT TBEpIoQazHas
(T®D) [15]. IpeumymiectBa TPD cBA3aHBI CO CHIKEHHUEM 3aTpaT PacTBOPUTENCH U
oOpa3ia, a TakKe BO3MOXXHOCTh aBTOMaTu3anuu. llpu BBIACIEHWH W pa3lelcHUU
O (EHOIBHBIX BEIIECTB M3 MPUPOIHBIX 00BEKTOB MIMPOKO UCTIOIB3YIOT MOJUMEPHBIC

COp6CHTBI, CUJIMKarejb, CUIIMKArcjib ¢ IPUBUTBIMU aJIKUJIBHBIMU I'PYIIIIAMH.
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BrieneHne u KOHIIEHTpUpOBaHUE (DITABOHOWIOB Ba)KHO JUISI ONPENEICHUS HX
COZICpKAaHUSI B PACTUTEIHHOM CHIPbE, OMOIOTUIECKUX KUAKOCTIX, (hapMareBTUICCKUX
npenaparax. TpagulMOHHO JUIS M3BJICYCHHMS  TBEpAO(a3HBIMH  MaTepHaJaMu
VCIIOJIBb3YIOTCS CHJIMKAT eI, KpEMHE3eMbI C TPUBUTHIMU (DYHKIIMOHAIBHBIMH TPYIIITAMA
C18 [11, 16] (B ToM umcie MOHHBIMHU >KUAKOCTAMHU [17]). Brmaromapst ocoOeHHOCTSIM
CTPYKTYpPbI U NMPHUCYTCTBHUIO MOJM(EHOIBHBIX I'PYII, UX CIIOCOOHOCTH y4acTBOBaTh B
Pa3IMYHOTO pOJIa B3aUMOJCHCTBUAX (MPOTOJUTUYCCKAX W KOMILIEKCOOOpa30BaHUN),
noJu(EHOJIbHBIE KOMITOHCHTBHI MOTYT W3BIIEKAaThCS TBEpAO(a3HBIMU MaTepUaaMu
pPa3IMYHON MPHUPONBI, KaKk MaTpuIbl (TMOJMMEPHBIE W HEOPTraHWYECKUe), TaK W
(YHKIIMOHATBHBIX TPYIII, CIIOCOOHBIX K CIICIIU(PHUECKUM B3aUMOICHCTBHSIM. B kadecTBe
MHOTroo0Opas3usi cOpOEHTOB Ui paccMaTpUBaeMOW IENM BaXHO yKa3aTh pabOTHI MO
UCIIOJIb30BaHUI0 HOHOOOMeHHuKOB [11, 18], momumepHbIx copoenToB [11, 16, 19, 20],
yriuepoaubix MatepuanoB [21] um ap. Kak ormeueHo aBropamu pabotel [22], mpu
KOHIICHTPUPOBAHUM BEIECTB HA YIJIEPOTHBIX MaTepuanax BO3MOXKHBI 3HAUUTEIILHBIC
NIOTEPU aHAJTUTOB BCJICJICTBHE HEOOPATUMOMN COPOIMH: CTETICHH U3BIICUCHUS HEKOTOPBIX
(EHONBHBIX KHUCJIOT W (PIIABOHOWMIOB TIPH KOHIICHTPUPOBAHWH HA HETIOPHUCTOM
rpaUTHPOBAHHOM yriepoje He npeBbimatoT 60 %.

BaxHo paccMoTpeTs 0COOCHHOCTH COpPOEHTOB, MPUMEHSEMBIX MPH BBIIEICHUH,
pa3ieNeHnd, O4YHUCTKE (PIABOHOMIOB, B TOM YHCIE C IMEIbI0 HMX TOCIEIYIOLIETO
OIPEJICIICHUs] B MHOTOKOMITOHCHTHBIX MATPHIIAX PACTHTEIbHBIX MaTEpUATIOB. ABTOPHI
paboThl [23] cuHTE3MpPOBATM MArHUTHBIA COPOESHT Ha OCHOBE (heHOI-(POPMaTbACTHIHBIX
CMOJI C TIOCJICIYIOIICH MOIU(HUKAIMEH 0 peakinu MaHHUXa 1S pa3IeICHUS U OYUCTKU
¢raBoHOMIOB U3 nHCTheB Lycium barbarum. Moaudukaius moBepxXHOCTH cOpOeHTa
MI03BOJIAJIA YBEITUIHUTH CTEIICHD M3BJICUCHUS (DIIABOHOUIOB U3 PACTUTEIHLHOTO 00pa3iia Ha
25%.

ABTopnl paboTel [24] cHHTE3UpOBAIM KOMIIO3UTHI XMTO3aHOBBIX a’poreieil
AMHHO3aMEIIEHHBIM WMHIa30JIUEBbIM IICOJIMTOM, JIsi COPOIIMOHHOTO pa3leeHUus] U
O4YMCTKH (h1aBOHOUOB (KBEPIIETUHA, PYyTHHA M JOTeHOWIa). Kak oTMeYeHO aBTOpaMu
[24], Buag nuHAMHWYECKOW BBIXOJHOW KpPWUBOW pYyTHHA YKa3bIBAeT Ha HAJIOKEHUE

HCCKOJIbKMX MCXaHU3MOB COp6HI/II/I, 4TO IPUBOJUT K 3aMCTHOMY pPa3MbIBAHUIO H
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MOSIBJICHUIO CTyMEeHEeH. DTO HE TMO3BOJSET JOCTUTaTh BBICOKOW A(h()EKTUBHOCTH
COpOITMOHHOTO KOHIIEHTpHpoBaHus. CylecTBEHHOE BIUSHUE Ha COPOIIHIO ()IIaBOHOUIOB
B JIMHAMMYECKHX YCJOBHUSX OKa3bIBae€T MPUPOJA W COCTaB MOJBWXKHON (a3bl. [lpu
JeCOpOLIMM 3TAHOJIOM, MOJKHUCICHHBIM COJsiHOM KucioTod (1 %) nmst airoumpoBaHus
TpeOyeTcst OOJIbIIONH 00bEM PACTBOPUTEIISL.

B pa6ote [25] mpoBoauimu TDD (raBoHOMIOB HA METAUT-OPTaHUYECKUX KapKacax
TUTIA SApO-00070YKka. ABTOpaMH OTMEUYEHO, YTO THAPOGOOHM3aIUs TMOBEPXHOCTH
MO3BOJISIET CHU3WUTHh BIMSHUE TPUCYTCTBUS BOJbI B PpPacTBOpEe U IPOBOJIUTH
KOHIICHTPUPOBAHHUE C WCITOJIb30BAaHWEM KapTPUKEH B JCCATKH WU JaKe COTHU pa3
MEHBIIIEN Maccoi (5 Mr) Mo CpaBHEHUIO C TPAJAUIIMOHHBIMU BapyuaHTaMU TBEPAO(a3HOM
HKCTPAKIIMK AHAJIUTOB C COTMIOCTABUMBIMU aHATTUTUYECKUMU XapaKTEPUCTHKaMU. B aTom
ciyyae mpezensl ooHapykenus noiudenonoB npu BIXKX-ompenenenuun ¢ auomHo-
MaTpUYHBIM JeTekTupoBanueM coctaBmwin 0.04-0.08 Hr/mi.

B paborax [12, 26-31] paccMaTpuBarOTCsi MOJMMEPHI C MOJICKYJISIPHBIMU
orneyatkamu (ITMO) dnaBononaoB. Takue copOeHTHI B padoTtax [12, 26] ucmonb3yrorcs
JUIsi TBepAo(a3HOM HKCTPAKIMKM arJIMKOHOB (hJIaBOHOJIOB W3 PACTUTEILHOTO CHIPHSI.
Iupoko mpumensitorcss [IMO st pacro3HaBaHus KBepleTHHA [27], €ro CelNeKTUBHOM
SKCTpaKiuu (BeiaeacHus) [26, 28, 31], B ToM umciie, 1uIst MOCIEAYIOMIETO OMPEACICHHS B
pacTUTENBHOM ChIphe. B KauecTBe TBepaoda3HBIX MaTEPHAIOB TMPU IKCTPAKIIUU
¢dmaBoHOM10B paccMaTpuBaroTcs [IMO, nerupoBaHHble OKcHIOM rpadena [32]. ABTopsr
pabotsl [33] cuHTe3MpoBamK (HIOPOTIHOIHHO-MEIAMUHO-(OPMaIbIETHAHBIC CMOJIBI C
MOJICKYJIIPHBIMH ~ OTIIeYaTKaMHu KBeprieThHa. (OTMeueHa BBICOKAs CEICKTUBHOCTH
MIOJIYYCHHOTO TTOJIMMEpPa K KBEPIETHHY W €ro CTPYKTYPHBIM aHayioram. B ykazaHHO#
paboTe aBTOpPHI OTMEUAIOT CYIIECTBEHHOE 3HAYEHUE CTPYKTYPhI COpOEHTA U MPUPOJIBI
COpOITMOHHBIX IICHTPOB. Bua wn30TepMbl COpOIMU yKa3bpiBaeT Ha ajcopOIi0 Ha
HEOJHOPOJIHOM TOBEPXHOCTH C MHOXKECTBOM (YHKIIMOHAIBHBIX TPYNI W IEHTPOB
CBA3bIBaHUS  aHANMMTOB. I[lpm  9sToM  cTemeHW  w3BICYeHUS  (IIAaBOHOUIOB
cuHTe3upoBaHHbIMU [IMO U3 BoHBIX pacTBOpOB He mpebitnanu 70% [33].

B To ke Bpems, B MOCJIENHHE TOIbI CYIIECTBEHHO PACHIUPSIETCS MPUMEHEHUE

YHOPAAOYCHHBIX ME30IIOPHUCTBIX KPECMHE3EMHLIX MATCPHUAIOB, KaK OJIA TBCp,HO(i)aSHOfI
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OKCTPAKIIMHM IIMPOKOro Kpyra aHaimToB [34-37], Tak u copOmmu MmoinuQeHOIbHBIX
BemiecTB, B yactHOcTH [38—43]. Ocoboe BHHUMaHHWE CTOWUT YJCIHTH KpeMHE3eMaM ¢
MoJieKysipHbIME oTniedaTkamMu (KMO), mpuMeHseMbIX 111 copOIuu (1aBoHOUI0B [44],

B TOM YHCJIC U3BJICUCHHSI KBEPIIETHHA U IPYTruX mosmdenoson [43, 45].

1.2.1 BapuaHThl TBepa0(a3HOMH IKCTPAKIIMU B U3BJI€YE€HNH, KOHIIEHTPUPOBAHUHU

H OYUCTKE (l)J'IaBOHOI/IIlOB

Kak ormeueHo aBTopamm paboThl [46], coBpeMeHHBbIC TCHICHIIMH pPa3BUTHS
MOAXOJ0B K TMPOOOIOArOTOBKE HAMpABJICHH HA COKpAIEHUE 3aTpaT BpPEMEHU U
PEaKTUBOB C MOBBIIIIEHUEM CENIEKTUBHOCTH U YO PEKTUBHOCTH OINPEACIICHHs aHATUTOB. B
HACTOSIIIEM pa3zelie 00CYKIatTCsl 0COOEHHOCTH BAPUAHTOB TBEPA0(A3HOM SKCTPAKIIUH,
KOTOPbIE TIPEINOIaraloT 00beAMHEHUE CTaIUN U3BJIeUeHUs (hJIaBOHOUIOB U UX OYUCTKHU

OT MCIIAOMIUX OIPCACICHUIO HpHMGCCﬁ, C UCITIOJIb30BAaHWEM PA3JIMYHBIX COp6€HTOB.

1.2.1.1 MaTtpuuHoe TBepao(ha3HOe TUCTIePrupoBaHe

B OonpmmHCTBE BapuaHTOB TBEPAO(A3HONW OKCTPAKIMHM MPEAIoIaraeTcs
NpeBapUTEIIbHOC HM3BJICUCHHUE ONpECIAeMbIX BeIlecTB pactBoputessimMu [34]. Dta
cTaausi He TpeOyeTcs B METOJe MaTPUYHOTO TBEpAO(A3HOTO IHUCIIEPTHPOBAHUS
(MT®/]), xOTOpBI COCTOMT B HEMOCPEJACTBEHHOM J00aBlieHWH copOeHTa (Win
WHEPTHOTO JUCTICPTUPYIOIIETO MaTepraja) K )KUIAKOMY WU TBEPIOMY aHATU3UPYEMOMY
obpasiyy [47] (puc. 1.3). [IpoOy cMEIIMBAIOT U JUCIICPTUPYIOT ¢ COPOCHTOM, IIPH 3TOM
MPOUCXONUT Ppa3pylIEHWE MATPUIBl U pacHpelie]ICHUE BEIIeCTB Ha YacTHUIIAX
TBepAO0(ha3HOrO MaTepuana Majoro pasmepa. llomydeHHYI0O cMech TEpEHOCIT B
KapTPU/DK, 3arOJHEHHBI TEM K€ CcaMbIM WM JApyruM copOeHToMm. [IpoBoast
AIIIOUPOBAHKE TPUMECEH, aHAJIUTHI JECOPOUPYIOT MOAXOISIINM PACTBOPUTEIEM IS
nocienywomero onpeaencuus [47]. Tlo cpaBHeHuto ¢ apyrumu BapuaHtamu TOD,
YKa3aHHBIA TOJXOJ[ TO3BOJSIET CYIIECTBEHHO COKPATUTh MPOJODKUTEIBHOCTh

HpO6OHOI[I‘OTOBKPI, a TaKXKC pacxoJ pearcHToB MW YMCHBIIUTL  KOJHYCCTBO



20

aHanmu3upyemoro oopasua [48]. [Ipexkae Bcero 3To JOCTUTaeTCs 32 CYET BO3MOKHOCTH
O00BETMHEHUS CTaIUI U3BJICYCHHS aHAJTUTOB U MX OYHCTKH.

OnoupoBaHie MocnenosaTenbHoe
aUeTOHUTPKUIIOM anoupoBaHme

O 7=\  aLeTOHUTPUNIOM
= = (yoaneHwe npumeceii)
11 9TaHOMNCM

MepeHoC B KapTPymK MponyckaHue Yepea copbeHT B3MX

—§:—§

O6paseu + copbeHT

T
¢

Puc. 1.3. Cxema ananusa ¢ mpoOOMOAroTOBKON B BApUAHTE MATPUIHOTO
TBEpA0(a3HOTO AUCTIEPTUPOBAHUSI.

AnanornyHo knaccuueckoi T®D, B kauecTBe COpPOEHTOB B MaTpPUYHOM
TBEpAO(PA3HOM [HUCIEPTrUPOBAHUM TPU aHaiu3e (HIAaBOHOMIOB NPEUMYLIECTBEHHO
UCTIONB3YIOTCS TpaaulinoHHbie copOenThl [48]. B pabote [49] mpoBeneHo cpaBHeHUE
kiaccuyeckoro Bapuanta TOD u MTO/] npu ananuze PeHOTbHBIX COETUHEHUN B O€TTOM
BuHOrpazae. IlokasaHo, 4To COBpEMEHHBIM BapHUaHT MPOOOMOATOTOBKH 3HAYUTENBHO
COKpAILlaeT BPEMS aHAJIM3a, HO HE IO3BOJISIET TOCTUTaTh KOJUYECTBEHHOTO U3BJICUCHHUS
aHAJMTOB MPHU UCIOJIb30BAaHUU B KAUE€CTBE COPOEHTA CHIIMKAressi, MOAUPUIIMPOBAHHOTO
OKTaJCLWIBHBIMU IPYyNIIaMHU. 3a IOCJIEAHUE 5 JIET MOKHO OTMETUTh PaCIIMPEHUE Kpyra
TBepao(dazubix matepuaioB B MTD]] praBononnos. CenekTUBHOCTh U 3PGHEKTUBHOCTD
BBIJICJICHUS] U OYUCTKU NOJU(PEHOTIOB JOCTUTAETCA MPH UCIIONIb30BAHUU CHIIMKAreneH ¢
HaHECEHHBIMU MOHHBIMU KUJTKOCTSIMH, HAaHOYaCTHIL OKCHJIa TUTAaHa,
HAHOCTPYKTYPHPOBAHHBIX KPEMHE3EMOB U JP.

Astopamu [50] ormeueno, uto MT®]/] MoOXeT OBITh YCIEIIHO MPUMEHEHO IS
skcTpakimu (praBoHouaoB u3 neetka C. morifolium. B xadecTBe aucmepraTopa MOTYT
NPUMEHAThCA CUJIMKarenb, amop@ubiii cunukar maraust (Florisil), a B kaudectBe
ITIOUPYIOIIETO PacTBOPUTENSI — MeTaHoJ. ABTOpHI [50] mokaszasu, 4To HACTOSIIIHIA METO/T
MMEEeT HEKOTOpbIE MPEMYIecTBa BO BpeMeHH U 3P (HEeKTUBHOCTH 3KcTpakiuu. Kpome

TOro, OTMCYCHO CHHKCHHE IIPCIACIIOB O6Hapy}KCHI/I}I AHAJIMTOB 3a CYCT IIOBBIIICHHA
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CTETeHE! U3BJICUEHUS [0 CPABHEHUIO C IKCTPAKIIHEH B rOpsiUeii BOJSHOM OaHe 00IBIIOro
o0beMa U yIbTPa3BYKOBOU IKCTPAKIIHEH.

Kak ormeueno B padore [51], st TOCTHXKEHUS BBICOKOH TOYHOCTH OIPEICIICHUS
¢ nmpobonoarotToBkoi B Bapuante MT®D /] 101KHO COXPAHITHCS JIMHEHHOE COOTHOIIIEHUE
MEXIy OOpaTHOM CTETIEHBIO U3BJICUCHHS aHAIUTA U OTHOLIEHUEM MacC COpOEHTa K Macce
npoObl. DToMy TpeOOBaHUIO COOTBETCTBYIOT HE BCE COpPOCHTBI BCIEACTBUE
HEOTHOPOTHOCTH MOP(OJIOTHH U TOCTYITHOCTH COPOIMOHHBIX IIEHTPOB. B padorax [5, 6,
52] ucrob30BaMCH YIIOPSIOUYCHHBIC ME30IIOPUCThIE KpeMHe3eMbl (ananoru SBA-15 u
KIT-6) s MT®J] ¢raBoHOMAOB. YNOPSAOYEHHBIE ME30NOPUCTHIE KPEMHE3EMBbI
00J1a1at0T BBICOKOPA3BUTOM MOBEPXHOCTHIO, OONBIIMM OOBEMOM M KOHTPOJIHPYEMBIM
pasmepoM mop [53, 54]. D10 00yca0BIMBAET MX MEPCICKTUBHOCTD JIs UCIIOIb30BAHUS
npy COPOIIMOHHOM BBIJICTICHUN ¥ KOHIICHTpUpOoBaHus (hiaaBoHou0B [55-57].

B pab6ore [52] omucan mpocroit u skojoruuHbii Meronm MT®J] mis ananuza
(1aBOHOMIOB B KOXYpEe amneinbCMHOBBIX (pYyKTOB. Mcmoib30BaHHE ME30MOPUCTOTO
kpemHe3emMa SBA-15 obOecneumBaeT XOpOIIYH TOYHOCTh, YIOBIECTBOPHUTEIHHOE
U3BJICUCHUE M HU3KHE IMpeleibl OOHapyKeHus. ABTOpaMH OTMEUEHO YJIy4llIeHHE
METPOJIOTUYECKUX XapAaKTEPUCTUK OMNpeAeneHuss (IaBOHOUIOB IO CPABHEHHIO C
TpaJAWIIMOHHBIMU BapuaHTaMu mpoOonoAroToBku. [lpum sTom cepust myOIuKanuii
aBTOpOB [5, 6, 52] He MO3BOJIAET OJHO3HAYHO BBISIBUTH KAKHUE-THOO 3aKOHOMEPHOCTH O
BJIUSIHUA CTPYKTYpbl M MOPUCTOCTH KPEMHE3EMOB Ha MapaMeTpbl COPOLIMOHHOTO

W3BJICUCHUS MTOTU(ECHOJIOB.

1.2.1.2 TucnepcuonHHasi TBepao¢azHas IKCTPaAKIMS

OnuuMm u3 TpeOOBaHUN B TPaJAUIIMOHHON TBepAO(a3HOU SKCTPAKIUM IS
COXpaHEHHUsl BBICOKOM 3(()EeKTUBHOCTH KOHLEHTPUPOBAHMS M PACIIMPEHHUS WHTEpBaJa
pabounx KOHLEHTpAalUUW aHaauTa SBISETCS paBHOMEpHas yIakoBKa copOeHTa B
KapTpHUDKE ¥ OJHOPOIHOE pacipelesieHne YacTull o pasMepam [58]. Hecobmoaenue
3TUX TpeOoBaHUN OCIOXKHAET IU(Py3ur0 KOMMOHEHTOB MpoObl. JlucnmepcroHHas

TBepAOo(a3zHass OSKCTPAKIUs 3a CU€T BHECEHHMs COpOEHTa HEMOCPEACTBEHHO B
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aHAIM3UPYEMbIH PACTBOP YBEJIMUYMBAET IUIOLIAJb KOHTAKTa ¢ aHanuTamu (puc. 1.4). I1o
CPaBHEHHUIO ¢ IpyruMu Bapuantamu TDD, 3TO CroCOOCTBYET CHIXKEHUIO HEOOXOIUMBIX
KOJIMYECTB  MpOOBI,  pacTBOpUTENIEH, Macchl  COpOEHTa U COKpAILEHUIO

IPOJODKHTEILHOCTH aHaym3a [58].

CopbeHT

Ot6op pactsopa
Ana onpefeneHna
aHanuTa B 3/1l0eHTe

OtpeneHune
OTpenerHune pactBopa [Oobasnenve
copbeHTa . AeKaHTauuen antoeHTa

@ X

»
[ L

[

.

. [OucnepruposaHue
. copbeHTa

[ ———— 3

.
.

=
@

AHanut

Puc. 1.4. Cxema nucnepcuonnon TDD [59].

Kak ormeueno B pabote [59], aucniepcuonnas TBepaodasznas sxctpakius (1-TDDI)
MpUBJIEKaeT 0c000€ BHHMAHHUE B MPOIECCE MOJATOTOBKH 00pa3ioB Omaromaps CBOEH
POCTOTE, CKOpOCTU U 3P (HEKTUBHOCTH. B pamkax »Toro BapmaHTta npoOONoArOTOBKU
MOTYT HCHOJB30BATHCS PA3IUYHBIE MOAXOJBI, YTOOBI 00ECIEYNTh TECHBIH KOHTAKT
MeX1y COpOEHTOM U pacTBOPOM 00paslia, a TaKkkKe MEKIy COPOSHTOM U pacTBOPUTEIEM
Ha JTame J>moupoBaHus. JlucmeprupoBaHWE MO JEHCTBUEM YIbTPa3ByKa WM C
UCIIOJIb30BaHWEM BuxpeBoro cmecutens (Vortex) oOecneyrBaeT WHTEHCUBHOE
B3aMMOJeCTBHE MPOOBI C YacTULIaMU COpPOEHTa, B pPE3yJbTaTe BBICOKHE CTENEHU
U3BJICUEHUS JOCTUTAIOTCS 32 KOPOTKOe BpeMs (1-3 MUHYTBI). DTO yaydliaeT KHHETUKY
COpOIMU U DIIOUPOBAHUS CIEAOBATEIILHO, OBBINMIACT YHPEKTUBHOCTD BCEH MPOLICTYPhI
skctpakimu[59]. PaccmarpuBaemblii  METOJ MOMET CUMTAThCS YHUBEPCAIHHBIM
Oslarosiapsi 3HaYUTENBHOMY pa3zHOOOpa3uio copOeHTOB (TBEp0(a30BbIX MaTepUAIIOB),
OTMEUYEHHBIX paHee, a TaKXKe BCIEACTBHE HIIMPOKOTO Kpyra MEXaHH3MOB COpOIIMH,

PCAIN3YyEMBIX C YUCTOM (I)I/ISI/IKO-XI/IMI/I‘K?CKI/IX CBOIMCTB aHAJIUTOB.
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B xnaccuaeckoit T®D kpyr copOEHTOB orpaHnyeH TpeOOBaHWEM K WX BBICOKOU
MEXaHUYECKON CTAOMIBHOCTH B YCIOBUAX BBICOKOTO AaBJIEHHUS. MHOrME MaTepHalbl C
BBICOKOM  CEJIEKTUBHOCTBIO W  3(PQPEKTUBHOCTHIO MOTYT CO3/1aBaTh  BBICOKOE
IPOTUBOJABIECHUE, TMPUBOJAA K JUIMTEIIbHOM NOPOOOMOArOTOBKE W 3aTPyAHSSA
NoJJIep>)KaHNe TIOCTOSSHHOM CKOPOCTH TMOTOKA, YTO OTPHUIATENIBHO CKa3bIBAE€TCS Ha
BOCIIPOU3BOMMOCTH aHajm3a B 1iesioM [60]. Bapuant n-T®PD npoBoauTcs 32 KOPOTKOE
BpeMsi, TOCKOJIbKY He TpeOyeTcs cTaans KOHAUITMOHUPOBaHus copOeHTa. B padote [61]
MOKa3aHo, YTO MpoOOMOJAroToBKa B BapuaHTe I-TDPD Ha MOAMGUIIMPOBAHHBIX
YIIEPOIHBIX HAHOTPYOKaX MO3BOJIAET CHU3UTH Ipeesl OOHApYKEeHHs (JIIaBOHOUIOB Ha
2-3 mopsiKa 1Mo CPAaBHEHUIO C TPAAUIIMOHHO MTPUMEHsIeMbIM BapranToM TDD.

YactaeiM ciyqaem a-TDD seasiercs meton QUEChERS (Quick, Easy, Cheap,
Effective, Rugged, and Safe — OwicTpo, mpocTto, nerieBo, 3pPeKTUBHO, HANECIKHO U
O0e3omacHo), B KOTOpPOM H3BJICYCHHE aAHAJUTOB U3 MAaTPUIBl  MPOBOJAUTCS
pPacTBOPUTEIIIMU B TIPUCYTCTBHM coOJieH (CynbdaT MarHus W XJopuja Hatpus) [62].
[lepBas cramus npobomoarotoBku B Bapuante QuUEChERS coctout B XuakocThb-
KUJKOCTHOW 3KCTPAKIUU, NPU KOTOPOW paclpe/leIEeHUE BEIIECTB MPOUCXOIUT MEKIY
BOAHOU (pa30i C BBICOKUM COJEPKAHHEM COJIEH W OPraHUYECKUM CJIOEM SKCTpareHTa.
BTopoii sTamn 3akiro4aeTcs B OUUCTKE AucHepcuoHHON TAD miid yaneHus: Melarommx
ONPEAETICHUIO IPUMECEH.

B kadecTBe pacTBOpUTENs OOBIYHO HCIOJIB3YIOT all€eTOHUTPWI, JJIi KOTOPOIo
pasneneHue ¢a3 Mpu BhICAIMBAHUHM BBIPAKEHO CHJIBHEE IO CPABHEHUIO C JPYTUMU
pacTBOpUTENIAMH (HAIPUMEDP, ITUIIALIETATOM U alleTOHOM). E11i€ olHUM TperumMyI1iecTBOM
allETOHUTPUJIA ABJISIETCS] CEEKTUBHOCTb, TTOCKOJIBKY IIPU €r0 UCIOJIb30BAHUU IKCTPAKT
COJCP)KUT MCHBIIIC TpHUMEcel HEMOJIIpPHBIX BemecTB. JloOaBieHne cojeil B
CMENIMBAIOIIMKACA C BOJOM pacTBOPUTENb MPUBOIUT K pazaeneHuto (a3. Haumbosee
3aMeTHBIA A(()EKT BHICAIMBAHUS M MAKCUMAJbHBIC CTETICHH W3BJICUCHHS TOJISPHBIX
aHAJIMTOB JOCTUTAIOTCSA TPHU MCIOJIb30BaHUHU 0€3BOHOTO cynb(ara maraus. JloOaBku
XJIOpH/Ia HATPUsl TO3BOJSIOT KOHTPOJUPOBATh CENEKTHUBHOCTh HKCTPAKIMHM 3a CYET
BapbUPOBAHUS MOJSIPHOCTH OpraHMYeckod ¢aspl. B kauecTBe copOeHTOB TpeOyeTcs

BBI60p B(I)(IJGKTI/IBHBIX MaTepUaJioB, IMO3BOJIAIOIHNX AOCTUIATDH HauOOJIBIICH MOJIHOTHI



24

YCTpaHEeHHs] WHTEPHEPUPYIOMUX KOMIIOHCHTOB 0€3 3HAYMTEIBbHOTO YIACPKUBAHUS
L[ETIEBBIX BEILIECTB.

N3nauyansao Mmeton QUEChERS nipemiosken ajis aHaju3a MECTUIUIO0B BO PpyKTax
u oBomax [63]. B mociemHee BpeMs Kpyr ONpeneIseMbIX COCIUHEHHUN 3aMETHO
pacumpsietcsi, Bkitovas piaBonouabl. CopOeHT Ha dTane ouucTku 1-TDD BbIOMpaeTcs
TaKiUM 00pa3oM, 4TOOBI YAEP>KUBATh MEIIAIOIINE COSTUHEHUS U3 MAaTPUIIbl U TTO3BOJISTh
IICJIEBBIM aHAIMTaM OCTaBaThCs B kuakoi ¢aze. B Bapmante QUEChERS mapsmy c
TPaJMIIMOHHBIM CHJIMKareaeM ¢ npuBUTbiIMEH CI18 TpynmamMu HaXOAWT MPUMEHEHUE
AaHMOHOOOMEHHBIH COPOEHT NepBUYHBIN/BTOpHUHBIM amuH (PSA). DT copOeHTHI
MO3BOJISIIOT OYUILATH MPOOKI OT JIMIUAOB, YIJIEBOJAOB U HEKOTOPBIX IPYTUX COSTUHEHUM,
HO TPHU MX HUCIOJIb30BAHWK MOTYT HAOIIOJAThCA MOTEPU MOJISIPHBIX aHAJIUTOB, B TOM
YHUCIie MHOTHX (pJIaBOHOUJIOB.

B pabore [64] omucan W BaJMAMPOBAaH CMOCOO ompeseiacHus (HEHOIbHBIX
coeiMHEHUN  (4-TUAPOKCHOEH30MHOM, BaHWIbHOW, KO(eiHO#, M-KymMapoBOil,
CUHANIMHOBOM, (epysIOBOMl M 3JUIarOBOM KHUCIJOT, & TAKXKE HAPUHTE€HUMHA) B KPacHOM
crnaakoM mepiie ¢ npoodomnoaroropkoit B Bapuante QUEChERS. Mcnons3oBanue arerara
HATpHUsl BMECTO LIUTPATHOrO Oy(depHOro pacTBOpa MO3BOJISIET 0oJiee MOJTHO M3BIIEKATh
(dbeHopHbIe coequHeHns U3 oOpasnoB. Ha craguu ounctku a-TDD KoMOWHAIIMSA MaJIbIX
koanuecTB copoeHToB (50 mr okranenumicwiana (C18) u 7.5 mr rpaduTU3MPOBAHHOTO
TEXHUUYECKOTO YTJIEpo/ia) JaeT BO3MOXKHOCTH 0Oo0Jjiee MOJIHOTO YJAJCHHUS MPUMECHBIX
BEI[ECTB, OCOOEHHO KapOTHHOHWIOB, 0€3 3HAUUTEIHHOTO YIEpPKUBaHUS (HEHOIHHBIX
coenquHenuid. Ilpemmoxennbii  meton mpodomoAroroBku ¢ YBIXX-MC/MC
OTIpENICJICHUEM IIO3BOJISIET JIOCTUTaTh CTENeHU u3BjiedeHus 1o 82-99 %, mpenenos
ompenenenus — 2-150 mxr/kr [64].

B pa6ote [10] opurmnaneubiii Metoq QUEChERS nmomonHeH yiabTpa3ByKOBOM
AKCTPAKIMEH BMECTO PYUYHOIO NEPEMEUIMBAHUS [JI1 TOCIEAYIOIIErO ONpEeaeIeHUs
noymdenosoB B ppykrax u oBomax BOXKX ¢ nnogHo-MaTpuIHbIM ETEKTUPOBAHUEM,
TAaK)K€ OIEHKA HWHTErpalibHOM AaHTHOKCHJAHTHOM AaKTUBHOCTU U CYMMAapHOIO

COJEp>KaHUsl AHTOLMAHOB M O€TaTanHOB METOJOM CIEKTPOPOTOMETPUHU. YKazaHHas
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npoOOIOATOTOBKA TMO3BOJIWJIA OMPEACNIUTh IIUPOKHA KPYyr (IaBOHOUIOB (KATEXUH,
KBEPIETHH, KeMI(Pepo1), a Takke (PEHOIBHBIX KUCIOT (TeHIIU3NHOBAs U PepyioBas).
Takum  oOpazoM, Ha cTagud NPOOONOATOTOBKA MPU  OMNPEACIICHUU
noJu(EHOIBHBIX COSAMHEHUN MOTYT OBITh UCTIOJB30BaHbI pa3inyHble BapuaHTel TDD.
OpHako, B CBSI3M C HOBU3HOM BapHaHTOB MPOOOIIOATOTOBKHU, TpeOyeTcs Ooiee NeTaabHoe
paccMOTpEeHHUE BO3MOXKHOCTEH TBep10(ha3HOM MUKPOIKCTPAKIIMH, JUCTIEpCHOHHON TDD,
MaTPUYHOTO TBEPA0(PA3HOTO AUCTIEPTUPOBAHUS U T.J., B TOM YHCIIE C UCIIOJIb30BAHUEM

HAHOCTPYKTYPUPOBAHHBIX COPOCHTOB.

1.3. Meroasl onpeae/ieHUs MOJUPEHOIbHBIX COeIMHEHU I

B Hacrosimee Bpemsi omnpeeneHue Moau(EHONbHBIX COECIWHEHUN MPOBOJIUTCA
pa3IMYHBIMU  (U3UKO-XUMHUECKUMH ~ METOJAaMH:  CIIEKTPOCKOIHYECKUMHU  [65]
SNIEKTpOXUMUYeckuMu  [66], xpomarorpaduyeckumu. Bpibop MeToma aHanmza
MPOBOJUTCS, NPEXKJE BCEro, C Y4YETOM LEIu aHanu3a (ONpefesieHHe OTACIbHBIX
(b1aBOHOUIOB WM UX CYMMapHOTO COJIepKaHHs) M Tuma oOpasia, T.€. BO3MOXKHOTO
MEUIAIOLIETr0 BIUSHUS PUMECEH.

Cnexmpogomomempusa. Meton crnekTpoporoMeTpun 00agaeT  BBICOKOM
YYBCTBUTEJIBHOCTBIO, HO HU3KOM CEJIEKTUBHOCTBIO BCJIEACTBUE HAJIOXKEHUS I0JIOC
MOTJIOIIEHUS caMHX (DJTABOHOMJIOB U APYTHX BEILECTB, MIPUCYTCTBYIOIIMX B Mpo0Oe. ITOT
METOJT TNPHUMEHSETCS MPEUMYLIECTBEHHO JUIs OLEHKH OOIIero cojaep)kaHus
noJM(EHONBHBIX COSAUHEHUN B BapwaHTe MpsMoro Y D-IeTeKTUPOBAHMS WM TIOCTE
00paboTKH Mookl criennpuIHbBIME peareHTamu [67]. OcHOBHBIE XpOMO(OPHBIE TPYIIIIBI
MOJIeKYJT (prraBoHOMIOB — KoJiblia A u B (puc. 1.1), conpspk€HHBIC UITH HECOTIPSKCHHBIE
MeXIy cOOOM, B 3aBUCHUMOCTH OT CTENEeHH OkucieHHocTu koibua C (puc. 1.1, 1.2). B
CIEKTpax MOIJIOMIEHHs (pIIaBOHOUI0B MPUCYTCTBYIOT, KaK MpaBuiio, ase mnosuockl (I u 1),
COOTBETCTBYIOIIUE TT-* MEePEeX0y, HHTEHCUBHOCTD U MOJIO)KEHNE KOTOPBIX U3MEHSAETCS
B 1mmpokux mpenenax. Ilomoca I (300-400 HM) 0O0ycliOBlIeHa TOTJIOIIEHHUEM
IIMHHAMOMJIBHOM cHUCTEeMOM, oOpa3zoBaHHON KoibiloM B u ¢parmentom C. Ilomoca 11

(240-280 uM) cooTBeTCTBYeT moOTrJoHcHUIO KoiblloM A u ¢parmentom C [68].
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DJEeKTPOHOIOHOPHBIE 3aMECTUTEIH B KOJblle B mMpuBoAAT K 6aTOXpOMHOMY CABHTY B
KOPOTKOBOJIHOBOI 00JIaCTH, B KOJIbIIE A — YBETUUYUBAIOT MHTEHCUBHOCTD MOTJIOIICHUSI.

Omnpenenenue ¢naBoHouaoB B mnpucyrctBun uoHoB Al (III) ocHoBaHo Ha
00pa30BaHUM OKPALICHHBIX KOMIUIEKCOB JKEJITOTO I[BETa ¢ MAaKCHUMYMOM IOTJIOIIECHUS
AJIEKTPOMArHUTHOTO M3Jy4€HUs] B Juana3oHe JiuH BoiaH 410-440 um. Bapwupys
KHCIIOTHOCTh CPEJIbl, MOXKHO OIMPENEIATh CyMMapHOe coJiep kaHue (pIaBOHOUIOB OJTHOM
rpynnsl. Hampumep, B c1abokuciaon cpeie MPOUCXOIUT OATOXPOMHBIN CABUT MOJOCHI
HOTJIOUIEHUs KOJIbLIoM B, uTo mo3BossieT onpenensate (haaBoHonbl. O01Iee cofepraHue
(IaBOHOMJIOB TAaKXKE OMNPENEISAIOT C HUCHOJNb30BaHUEM OOpOruapuja HaTpus, B
IPUCYTCTBHM KOTOPOTO TPOUCXOJUT BOCCTAHOBJIICHHWE KAapOOHWJIBHBIX TPYII B
MoJieKyIax (IaBOHOUIOB ¢ 00pa30BaHUEM OKpAIICHHBIX TPOAYKTOB. i onpenenenHus
oOmero coaepkaHus (IaBaHOHOB M JAUTHAPO(PIABOHONOB HMCHOJB3YIOT 2.4-
TUHATpOGeHIITHApa3HH [69].

Xpomamoecpagusa. Cpeanm  xpoMarorpa@uuecKux METOJIOB  ONPEACIICHUS
(bnaBoHOMIOB HauOOJIeE YAaCTO MPUMEHSAETCS BBICOKOA(D()EKTUBHAS KUIKOCTHAS
xpomarorpadus (BOXKX) B obpamienno-¢ha3zoBom Bapuante ¢ Y @-BUIUMBIM, JHOTHO-
matpuuHbiM  [70], Macc-CIeKTpOMETPUYECKUM JICTEKTUPOBAHHEM. OTOT METOJ
XapaKTepU3yeTCsl BBICOKON UYYBCTBUTEIBHOCTBIO U CEJIEKTUBHOCTBIO M TO3BOJISIET
aHaJIM3UpOBaTh MHOTOKOMIIOHEHTHBIE CHUCTEMBbl. B KadecTBe MOABMKHOM (a3bl
UCIIOJIB3YIOT CMECH BOJbl C OPraHMYECKUMHU PAcTBOPUTENSAMHU (OOBIYHO AlETOHUTPUI
win  MetaHod, pexe odTanon [/0]) ¢ mgobaBkaMu KHCIOTHBIX MOJHM(UKATOPOB
(MypaBbuHas1, yKCycHas wiu oprodochopHas kucyiotsl [70]).

B cunbHOOCHOBHOM cpejie HEKOTOpbIE (hIaBOHOMIBI CIIOCOOHBI K (PITyOpECLICHIIHH,
KOTOpasi BOBHUKAET Y PE30HAHCHOUN (DOPMBI, TUCCOIMUPOBAHHOM TI0 ABYM CTymeHsIM. B
ITHUX YCIOBUAX (DJIABOHOMIBI MOTYT TIOJIBEPraThCsl OKUCIICHHUIO, TO3TOMY B padore [71]
IPEIIOKEHO TPOBOIUTD IEPUBATHU3ALIMIO HETIOCPEACTBEHHO MEPE] AETEKTOPOM. B moTOK
BBOAWJIM pAcTBOp THUAPOKCHIA HATpuUs Uepe3 JONOJHUTENbHBIM Hacoc Tocie
MPOXOKJICHUS aHAJIUTOB Yepe3 KOJIOHKY.

MHOTrOKOMIIOHEHTHOCTh ~ aHaJU3UPYEMBIX  MpPoO0  peanbHbIX  OOBEKTOB,

CoACpiKaluX BCUICCTBA C OIU3KUMH (i)I/ISI/IKO-XI/IMI/I‘{f?CKI/IMI/I CBOﬁCTBaMH, OCJIOKHACTCA
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HAJIO)KCHHEM XpoMaTrorpapuieckux MUKOB [72]. B CBS3M ¢ 3TUM BaXHBIM SIBJISCTCS
COBEPIIICHCTBOBAHHUE CTIOCOOOB MPOOOIIOATOTOBKH JIJISl TOCTHKEHUSI BEICOKOW TOYHOCTH

OIIPCACICHUS aHAJIUTOB.

1.4 YnopsinoueHHbIe Me30NIOPUCTbIEe KPeMHe3eMbl

CopOnuoHHbBIE TPOLIECCHI, PEATU3yeMble B CTATUYECKOM W JUHAMHYECKOM
pexuMax, HalUM HIMPOKOE NPUMEHEHUE TMPU BBIICICHUU, KOHIEHTPUPOBAHUU U
pasaeneHnn OMU3KUX MO (U3MKO-XMMHYECKHM CBONCTBAM OHOJIOTUYECKH AKTHBHBIX
BeriecTB. [[yst perenns 3aa4, CBA3aHHBIX C PA3BUTHEM IOJIXO0/I0B K MPOOOMOATOTOBKE,
ocoboe BHMMaHHE yuensercs TMOMCKy dddekTuBHBIX copbentoB [60, 73].
HaHocTpykTypupoBaHHBIE COpPOSHTHI BBI3BIBAIOT IIMPOKWA HWHTEPEC MPUMECHCHHS Ha
CTaausIX MPOOOMOATOTOBKU (M3BJICUEHUS, KOHIIEHTPUPOBAHUS) MHOTOKOMIIOHEHTHBIX
cMecei B mporieccax TBepAo(a3sHON SKCTPAKIMKM OpraHuYeCcKuX BemiecTs [74].

YnopsimoueHHbIE ME30TIOPUCTHIE KPEMHE3eMbl CHHTE3UPYIOT 30JIb-T€JIb METOIOM
(puc. 1.5), B TOM wumciae ¢ THApOTepMalibHOW o00padoTkoit [75]. IlomyueHwue
YIOPSA0YCHHON MaTpPHUIlbI KPEMHE3EMOB OCHOBAHO Ha HCIIOJIb30BAHUU MOBEPXHOCTHO-
AKTUBHBIX BEIIECTB B KAYECTBE TEMIUIATOB, KOTOPhIE POPMUPYIOT pa3inuHble Me30(a3bl
B 3aBHCHUMOCTH OT TeMIIEpaTypbl U cocTaBa pactBopa. [Ipu gobaBieHun mpexypcopa
MPOUCXOANT €0 TUAPOIN3 U KOHACHCAIMS Ha MOBEPXHOCTH MHIIEIUT C 00Opa30BaHUEM
307151, KOTOPBIN MEPEXOUT B CTAOMIIbHBIN Tellb (0OOBIYHO B MPOIIECCE THIPOTEPMATHLHOM
00paboTKM). 3aKJIFOUUTENbHBIN 3Tall CHHTE3a ME30MOPHUCTBHIX MaTE€pUalIOB COCTOUT B

BBICYHNIMBAHWH WU IIPOKAJIWMBAHUY IMOJTYUCHHOI'O I'CJIA.

Ypanenue wabnoHa

LUunuHapuyeckas [ekcaroHanbHas
Mmuuenna ynakoBKa muuenn

Mwuuenna NAB

MCM-41

Puc. 1.5. Cxema cuHTE3a yHOPAIOYEHHBIX ME30IOPUCTHIX KPEMHE3EMOB
Ha npumepe MCM-41.
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HaHOCTpyKTYpHpOBaHHOCTb, TEOMETpPHSI W pa3Mep TOp, paclpeaesicHue
COpPOIIMOHHBIX IICHTPOB HA BHEIIHEH W BHYTPEHHEH ITOBEPXHOCTH KpPEMHE3EMOB
CYIIICCTBEHHO MEHSIOTCS ITPH BapbUPOBAHUH YCIIOBUH CHHTE3a (IIPUPOJIBI TIPEKypcopa u
TEMILTAaTa, TEMITePAaTypPhl, KUCIOTHOCTH CPEJIbI, COCTaBa PACTBOPUTEIIS, TEMIIEPATYPhI H
POAOHKUTEIFHOCTH THAPOTEPMAIbHON 00pabOTKH, BapHaHTa yAaJleHUs TEMIUIaTa W3
Me3omop). B kauecTBe KpeMHUEBOW OCHOBBI MCIIONIB3YIOT TeTpadTokcucuian (TOOC),
OKCHJI KpEMHHUS B BHJIC PAcTBOPOB €ro KOJUIOMJIHBIM YacTHII B IIECJIOYHBIX Cpelax,
pasnuaHbie GOPMBI CHIIMKAaTa HaTpHsl. B kKauecTBe aabTepHATUBHBIX HCTOYHUKOB MOTYT
BBICTYIaTh TIecOK [76], 30;ma pucoBoii iy3ru [77]. [IpumeHEeHHE TakMX TPEKypCOpPOB
3HAYHUTEIBHO TOBBINIACT HSKOJIOTUYHOCTh CHUHTE3a, a B psle CIIydaeB IO3BOJISET
OpraHu3oBaTh 0€30TXOJHbIC Tpou3BojcTBa [/8]. B kauecTBe miabjoHa MPUMCHSIOT
MIOBEPXHOCTHO-aKTUBHBIC BEIIECTBA PA3IMIHOM pupopl. Hanbosiee yacTo NCHoab3yoT
OpoMuj HeTHATpUMETHIAMMOHUS [79] ®  OJOKCOMOJIMMEpHl  MOJUATHICHOKCH/I-
nonunponieHokcua-nommdTiienokcun (Pluronic P123, Pluronic F127) [80]. Bapsupyst
YCIIOBHS CHUHTE3a, YIAeTCs KOHTPOJIUPOBATH CTPYKTYPY KpeMHE3eMOB (KyOHWueckas,
reKcaroHaJIbHasl, CJIIONCTast), pa3Mep MOp W YaCTHIl, IJIONaJb TOBEPXHOCTH, TIIOTHOCTh
MOBEPXHOCTHBIX CHJIAHOJIBHBIX TPYMI MU Ap. B KauecTBe allbTepHATHUBHBIX IA0JIOHOB
NPUMEHSIOT HOHHBIC KXUAKOCTH [81], supHble kuciaotsl [82], hochomumuas [83] u ap.
B psizie ciyyaeB CHHTE3 BeAyT Ha CMEIIAaHHBIX MuUllesuiax [84].

OcoOblif HMHTEpEC HAHOCTPYKTYPHPOBAHHBIC KPEMHE3eMBbl BBI3BAIM IIOCIIC
nyOnukanmii rpymmsl yueHbix komnanuu Mobil Research and Development Corporation
[79]. Bapbupys yciioBus, ObLIH MMOJYYECHBI KpEMHE3EeMbI ¢ rekcaronaabHoi (MCM-41),
kyonueckoii (MCM-48) u crnoucroii crpykrypoir (MCM-50). Pasmep mop cocraBui
1.5—10 HM B 3aBUCHUMOCTH OT JIJIMHBI IIENU CTPYKTYPOHANPABIISIONIETO KOMIIOHEHTA.

B cepenune 90-x rr. ObLT MpeaIoKeH HEHOHHBIN myTh cuHTe3a [85]. Ha ocHoBe
noyidTUICHOKCUAHBIX [TAB momyuensr me3onopucteie kpemaedembl MSU-1, MSU-2,
MSU-3 [85]. B npucyTcTBUH HEHTpaIbHBIX TUAMHHOB C JUIMHOW YTJIEBOJAOPOIHOM HEIH
or 8 10 12 aroMoB yriepojaa CUHTE3UPOBaHBI yHopsaoueHHble KpeMHesembl MSU-V
[86]. Nnes ucmonp3oBaHUS B KayecTBE MIA0JOHOB HEHMOHOTEHHBIX OJIOKCOIOJIMMEPOB

npuBelia K TosiBlIeHHI0 MarepuasioB cepun SBA (Santa Barbara Amorphous) ¢
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OMMOIaTbHOM cucTeMOl u3 MUKpo- U Me3omop [80, 87] ¢ pasmepom me3zomop 5-30 HM.
JloOaBkn OyTaHONa B PEAKLUOHHYIO CpEAy IO3BOJUIM TMOJYYUTh YHOPSAIOYECHHbBIE

ME30I0PUCTBIC KPEMHE3eMbI ¢ Kyonueckoit crpykrypoi KIT-6 [54, 88].

1.5 CeleKTUBHOCTH YNIOPSIAI0YE€HHBIX KPpeMHE3eMOB B MPoIeccax COPOLMOHHOIO

KOHI[EHTPUPOBAHHUSA

Y1opsiio4eHHOCTh ME30MIOPUCTHIX KPEMHE3EMOB, BHICOKOPA3BUTAsl IIOBEPXHOCTb,
y3KO€ paclpelnesieHne IMop MO pa3MepaM OOYCIOBIMBAIOT NPUMEHEHHE TaKuX
MaTepHaIOB B KAUeCTBE HOCUTEIIEH KaTaIn3aTOPOB, IIPH CO3AaHHH JICKAPCTBEHHBIX (opM
HOBOTO TIOKOJICHHUS C TIPOJIOHTUPOBAHHBIM JIEUCTBUEM M KOHTPOJIUPYEMBIM BbIJICTICHUEM
JEHCTBYIOMIETO BEIIECTBA, MMMOOMIN3AIIMN TOKCHYHBIX 3arpsA3HIIONINX KOMIIOHCHTOB,
OKCTPAKIIMK  OMOJIOTUYECKH  aKTUBHBIX  coequHeHuM.  OcoOblii  WHTEpec
HAaHOCTPYKTYPHPOBAaHHBIE KPEMHE3E€MbI BBI3BIBAIOT B COPOITMU BEIIECTB, peaTu3yeMOi
KaK B CTaTUYECKHMX, TaK W JUHAMHUYCCKUX YCIOBHIX. B TepByro odepenp Ha CTaausx
aHajM3a MHOTOKOMIIOHEHTHBIX MATpPHI[ B CTaTUYECKHX BapHAHTAX COPOIIMOHHBIX
MIPOIIECCOB CYIIICCTBEHHOE 3HAYEHHWE WMEIOT PAaBHOBECHBIC IMapaMeTphl, TaKHE Kak
kod(pdunmeHT pacnpenenacHus, COpOIMOHHAsS €MKOCTh, CPOJCTBO K aHAJIHTY,
CEJICKTUBHOCTh U JIp. B JMHAMUYECKUX YCIIOBUSIX MPU aHAIU3E CIOKHBIX OOBEKTOB
HapsaAy C paBHOBECHBIMH TIapaMeTpaMU CYIICCTBEHHOE 3HAYCHHE TIPHOOPETAIOT
KMHETHYECKUE TapameTphl, ompeneistonme 3(OPEeKTUBHOCTh XpOMATOrpapuIecKoro
pazneneHusi, A(OPEKTUBHOCTH  COPOLIMOHHOTO  KOHIIGHTPUPOBAHUS,  OBICTPOTY
YCTaHOBJICHHSI COpPOITMOHHOTO paBHOBecHs. KuHeTHYeckue mapameTpbl CcopOIuu-
JecOpOIMM aHAJIUTOB M KOMIIOHEHTOB MAaTPHIIbI OCOOEHHO BAaKHBI MPU PeaTU3aIuU
AKCIPECCHOTO aHAJIUTHUYECKOrO Mpoliecca, BKIOYEHHH oOn-line mpoOOmoAroTOBKH B
cXeMy aHanm3a (BKJItOueHHE OJoKa MPOOOMOATOTOBKM B YCTAaHOBKY aHAJIIMTUYECKOTO
o0opy0BaHUS).

BaxxueiM  cBOHCTBOM copOeHTa Tipu €ro BbIOOpEe M BBIICICHHS U
KOHIICHTPUPOBAHMSI ~ AHAJIIUTOB  SIBIIIETCS  CEJIEKTUBHOCTh. Y TOPSAJOYCHHOCTH

MC30IMOPUCTBIX KPEMHE3EMOB II03BOJIACT BAapbHPOBATH HMX  CCJICKTHBHOCTL 11O
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OTHOIIIEHUIO K Pa3HBIM TPYMIaM aHAIUTOB 3a CYET KOHTPOJS CTPYKTYPHL. B oTinnyue ot
HEOJHOPOJHBIX TPAIUIMOHHO HCIONB3YEMBbIX MAaTEPHAJIOB, IJII PacCMaTPUBAEMBIX
KPEMHE3EMOB XapaKTEPHO CYIIECTBEHHOE BIHMSHHE pa3Mepa Iop, TUIMA CTPYKTYPHI,
TUTOIIA/IA TIOBEPXHOCTH M JAPYTUX CBOMCTB Ha aJCOPOIMOHHYIO celeKTUBHOCTH [89]. B
psane ciy4aeB d3TO TO3BOJSIET OTKa3aTbCsd OT HEOOXOJIMMOCTH Moau(uKanuu
IOBEPXHOCTH copOeHTOB (pyHKIoHaNbHbIME Ipymnamu [90, 91]. B Hacrosiem pasaeine
OOCYXKIAalOTCSi ~ BO3MOXKHOCTH  BAapbUPOBAaHUSA  COPOIIMOHHOM  CEJIEKTUBHOCTU
YHOPSATOYCHHBIX ME30MOPUCTHIX KPEMHE3EMOB IyTEM H3MEHEHUSI CTPYKTYPHBIX U
MTOBEPXHOCTHBIX XapaKTEPUCTHUK B TIPOIIECCE CUHTE3A.

Pasmep  me3onop. YmopsmodeHHbIE ME30MOPUCTBIE KPEMHE3EMBI  4acTO
paccMaTpuBalOT KaK «MOJICKYJISIPHBIE CHUTa», T. €. pa3leleHHe MOJEKyJl Ha HHX
IPOMCXOAUT 3a CYeT pasznmuus B pasmepax mesomop (dp). Taxke d, Bmmser Ha
JIOCTYITHOCTh BHYTPEHHEW TIOBEPXHOCTH JUIsl AHAIUTOB. BakHoW 3amauedt ains
o0OecrieueHusl BHICOKOW CKOPOCTH COPOLIMM U JeCOPOIMU IIEJEBBIX BEIIECTB SIBIISICTCS
BapbUPOBAHUE pa3Mepa ME30I0p MPH COXPAHCHHH YHOPSAAOYCHHOW CTPYKTYyphl [92].
®dakTop pa3zMEpHOCTH ME3O0TIOP PETYIUPYETCs MPUPOJIO TEMIIATa, YCIOBUSIMHA CUHTE3a
KpeMHe3eMa, a Takke J00aBKaMHy, BIMAIONIMMU KaK Ha CTPYKTypooOpa3oBaHHE
11a0JIoHa, Tak ¥ Ha (GOPMHUPOBAHUE MATPHIIBI KPEMHE3eMa C ydacTHeM npekypcopos [93].
B ywactHocTH, A ananoroB MCM-41 pazMep Me30Mop MOKET BapbUPOBAThCA OT 2 A0
10 HM MpH UCTIOIH30BAHUN HMOHOTEHHBIX alkKmiaMuHOB R-N(CHs)sX ¢ yrciom atomoB
yriepoja B anudarnyeckoi yact ot 12 1o 22 [54, 80] (R = Ci2Hzs, Ci4Haog, CigHas, u
T.J.; X — aQHUOH TrajoreHuaa Wik rujapokcunaa). s cunrtesa anamorop SBA-15 ¢
pasmepom mop or 5 nmo 30 HM wucnoib3yroT HeunoHoreHHole I[IAB (manmpumep,
onokconoaumepsl Pluronic P123, Pluronic F127 u ap.) [80]. U3smenenue pasmepa
ME30TMO0p KPEMHE3eMOB MOJKET OBITh peajn30BaHO TMPH HCIOJB30BAHUM BEIIECCTB,
BIMSIOIIMX Ha pasmep muuesn mabdiaono [94]. JlobaBka 1,3,5-tpumerniOen3ona B
Ka4eCcTBE COPACTBOPHUTENS MMO3BOJIMIA TOTyunTh Matepuai turma MCF (Mesostructured
Cellular Foam) [95], mnpeacraBnstomuii co0OH pPaBHOMEPHO PACIOIOKEHHBIC
cepuueckue SUYEHKH, 0Opa3ylolIHe HEMPEPhIBHYIO TPEXMEPHYIO CHCTEMY IOp C

pasmepom Oonee 10 am. KpyrnHbie nopel, OHOPOJHBIE MO pa3Mepy, 00YCIOBIUBAIOT
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NEPCIIEKTUBHOCTD pa3/eieHus KPYIHbBIX MoJieKys Ha MaTepuanax tuna MCF. Cnenyet
OTMETHUTh, YTO Pa3Mep ME30IO0p, a TaKKe LIMPHUHA PaCHpeesICHUs MOop MO pa3Mepy
OCOOEHHO BaXXHBI JUISI KUHETUKH COPOIMM HOHOB W MOJIEKYJ, B TOM YHCIE MpH
peanu3aiuu COpOLIMOHHOW MPOOOMOJATOTOBKM M CTAUM aHaIW3a B JIMHAMUYECKHUX
ycioBusix. Crie1oBaTeNbHO, YKa3aHHbIE MapaMeTphl HEOOXOJUMO KOHTPOJIUPOBATH IS
NOBBIMIEHUS 3(P(HEKTUBHOCTH COPOIMOHHOTO  KOHIEHTPUPOBAHUS, COPOIMOHHO-
XpoMaTorpauueckoro pasfelieHuss AaHaJUTOB C  HCHOJB30BAaHHMEM  YKa3aHHBIX
KPEMHE3EMOB.

Tun cmpyxmypor. CeneKTUBHOCTh MaTEPHUAJIOB C YUETOM COPOIIMOHHBIX CBOMCTB
YIOPSI0YCHHBIX ME30MOPUCTHIX KPEMHE3EMOB MOKET MEHSIThCS B 3aBUCUMOCTH OT TUTIA
ctpyktypbl [89]. BappupoBaHMe THMA CHMMETPHUM MAaTpPHIBI (T€KCArOHAIBHOM,
KyOMYeCcKO#, JaMWUIAPHON) MpH HCHOJIB30BAHUM OJHOTO U TOro K€ IadioHa
MIPOUCXOJIUT MPU U3MEHEHHUH €T0 KOHIIeHTpaiuu (Hanpumep, ananoru MCM-41, MCM-
48 u MCM-50) [54]. B ciyuae HenoHoreHnbix ITAB mepexox oT rekcaroHaJbHON K
KyOMUYecKOl CTPYKType MaTpHUIbl KpeMHe3eMa JOCTUTAETCA MPH HCIOJIb30BAHUU
OJIOKCOMIOJIUMEPOB C Pa3HOM JJIMHOMN 1enu TUApO(UIbHBIX U TUAPO(POOHOTO OJIOKOB.
dopmupoBaHue rekcaroHaabHON CTPYKTYphI THIIA SBA-15 mponcxoaut npu cCUHTE3E Ha
OCHOBE HEHOHOTEHHBIX OsiokcomonaumepoB [Ipu ucnonb3oBaHMM B KauecTBE I1a0JI0HA
I[TAB ¢ 6onece mavHHBIMH Ojokamu monmdTHiIcHOKcHga Pluronic F127 oOpa3syrorcs
matepuanbl tina SBA-16 ¢ kyOuueckoit cummerpueirn [87]. Taxke mpucyrcTBue B
PEaKIMOHHON CMECH aJIKaHOJIOB (HampumMep, OyTaHosa-1) mpu cuHTe3e YIopsI0YeHHBIX
KPEMHE3EMOB MOKET IPUBOJUTH K TIEPEXO0.Ty TeKCArOHAIBHON CTPYKTYPHI KpEMHE3eMa B
KyOnueckyro. CHHTE3WpPOBAHHBIC TaKUM OO0pa3oM COPOEHTHI OTHOCIT K aHajoram
kpemuesemoB tuma KIT-6 [88]. Ha dazosoii quarpamme Pluronic P123, npenioxeHHO#
Wanka c coasr. [96], npucytcTByr0T 00sacTH cymecTBoBaHus Kyonueckoi (20-40 mac.
%) u rexcaroHanbHoW (Bhimie 40 mac.%) da3. st CHKEHUS KOHIIEHTPAIMOHHOTO
JMarna3oHa CYIECTBOBAHMS YIOPSIOYCHHBIX Me30(ha3 B pacCTBOP MOTYT OBITH BBEJICHBI
paznuuHble  100aBkM (M3MeHsIMe conpBaranuio  [IAB, wmexmonekymspHbie
B3aMMOJICHCTBHSI, CTPYKTYpOooOpa3oBaHue): COH, CHUPTHI 1 1p. [97]. BiusHue cnimpToB

HAa MHUlEUI000pa3oBaHue OJOKCOMOJMMEPOB IIMPOKO U3Y4YEHO B JIUTEpaType.
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Otmeuaercs, [98], uTo BBICIIME CHUPTHI, HaYMHAs ¢ OyTaHoya-l, copOUpyrOTCS Ha
MIOBEPXHOCTH MUIIEIII, YBEIHYUBas ux pasmep. Apropamu [99], Ha mpumepe apyroro
omoxconomumepa Pluronic F127 (¢ omuskumu k Pluronic P123 cBoiicTBaMu) moka3aHo,
YTO yIOpsimOYeHHass KyOmdeckas wme3odasza ¢opmupyercs yxke mpu 15 mac. %
omokcomonmuMepa. byraHon-1 CHIKaeT KOHIIGHTPAIMIO CYIIECTBOBAHHUS KYOHMYECKHX
HAHOCTPYKTYp 10 9 Mmac. %, a TemmepaTypy A0 KomMHaTHOW. [Ipeamomnaraercsi, 4To
OyTaHom-1 BBITECHSAET BOY M3 Siipa MUIIEIUL, BBI3bIBAs X MEPEX0] OT cep K CTEPKHAM
[100]. Opnako mnpuponma Temiuiata, J00ABKM alKaHOJOB, HIPAIOIIUX POJIb Kak
COpPacTBOPUTEINIEH, TaK M MOJIEKYJ, YY4acTBYIOIIMX B (POPMHUPOBAHUM THUAPOPUIBLHOU
"roJIOBBI" MULEIUIBI, TPEOYIOT JOMOJHUTEIBHOTO W3Y4YEHUsS, B TOM YHCIE C Y4ETOM
O0COOCHHOCTEM (POPMHUPOBAaHUS CTPYKTYpbl M CBA3aHHOW C HEH IUIOTHOCTBIO
pacmpenienieHus: COpPOLMOHHBIX IEHTPOB, WX COJNbBATAllUM, a CJEI0BATENbHO,
CHOCOOHOCTH BIIUSATH Ha CEJIEKTUBHOCTh KPEMHE3EMA.

Konuuecmseo u npupooa copbyuonuvix yenmpog. I10BEpXHOCTh KPEMHE3EMOB
o0Opa3oBaHa CHJIOKCAHOBBIMH W cuiIaHONbHBIMU rpynnamu [101]. TMocnemnue moryt
ObITh CBOOOJHBIMU, CBSI3AHHBIMU BOJOPOJIHBIMH CBSI3IMH M THAPATUPOBAHHBIMH.
CopOrmoHHbIe CBOICTBa YIOPST0YCHHBIX KPEMHE3EMOB OTIPEACTISAIOTCSA
NPEUMYIICCTBEHHO YHCIOM M JIOCTYIMHOCThIO CBOOOJHBIX CHJIAHOJBHBIX rpymm [102].
Ora xapakTepUCTHKAa MOXET H3MEHSThCS Ha pasHbIX ATamax CHUHTE3a B Ipolieccax
THJIPOTIN3a M KOHACHCAIMU MPEKypcopa, a TakkKe MaTbHEUIIUX MEPecTPOeK CTPYKTYp
cunukata. Kak mokasaHo aBropamu pabotsl [101], mHTEeHCHBHOCTH mojockl Ha MK-
CTHEKTpax TOTJIOMICHUS, XapaKTepHOU Jis MOTJIOUICHHUSI CBOOOIHBIMU CHIIAHOJIBHBIMH
rpymIaMu, MPOMOPIUOHAIbHA KOHIIEHTPAIIMU COJITHON KUCIOTHI B pEaKIIMOHHOW CMeCcH
npu cuHTe3e aHanoroB SBA-15 (B auanazone konnentpanuii 0.1-2.0 Momb/m). ABTOPBI
oOpamaroT BHUMaHHE Ha CHIKEHHUE YIMOPSIJAOYCHHOCTH CTPYKTYpPhl KPEMHE3EMOB TpHU
c(HCI)>1.5 moan/m [101].

Ywucino copOIMOHHBIX IIEHTPOB B 3HAYMTEIHHOW CTENIEHU 3aBUCUT OT YCIOBUU
MOCTCHHTETHYECKOT0 0CBOOOXKIeHHs op copOenTa oT Temruiata [102, 103]. ABTopamu
pabotel [102] mpoBeaeHo ynanenue OmokcomoimmepoB Pluronic P123 w F127

KaJIbIHIUHUPOBAHUCM, BKCTpaKHHCﬁ INOAKHCIICHHBIM 3TaHOJIOM U O6pa6OTKOﬁ INEPEKHUCBIO
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Bojiopoaa. OTMEUYEHO, YTO TP SKCTPAKIIMKA PACTBOPUTEIIEM YHCIO CBOOOMHBIX Si-OH
TPYyHI COOTBETCTBYET MX YHUCTY Ui MaTepHaloB C IablioHaMH B TMOpax, MpU
KaJIbLIUHUPOBAHUHU CUJIAHOJIBHBIE TPYIIIIBI YACTUYHO MPEBPAILIAOTCS B CUJIOKCAHOBBIE, a
00paboTKa MEePEeKUCHI0 BOJOPO/Ia MPUBOIUT K YACTUYHON TUCCOLMALIMN CUIIOKCAHOBBIX
IpynI A0 CUJIAHOJbHBIX.

CunaHoybHBIE TPYIIBl MOTYT OBITh KaK CBOOOJHBIC, TaK W Y4YacCTBYIOIIHE B
00pa30BaHUM BOJIOPOAHBIX CBS3EH, B TOM YHCIIE MEXAY COOOH, a TaKKe C MOJIEKYJIaMU
pacTBopuTesell M Apyrux ao6aBok. B cBo ouepenb CBOOOJHBIE TIPYHIBI MOTYT
HaXOJIUTbCA BHYTPU MHUKponop (YJAbTPaMUKpPONOp U CyOMHUKpONOp) U  OBITh
HEJOCTYMHBIMH, B TOM YHCIIE ISl MOJIEKYJI PAacTBOPHUTENS, a MOTYT HaxXOAWThCS Ha
MOBEPXHOCTU ME30I0p (JOCTYMHHBI JJIsl PACTBOPUTENS, HO HE BCEr/a JJs aHAJIMTOB, a
TaK)Ke Ha BHEIIHEW MTOBEPXHOCTH (BCETa JOCTYITHBI U AJI1 MOJICKYJT PACTBOPUTEIS U JJIsI
aHanuToB). KpoMe aOCONIOTHOTO YHCIAa CHJIAHONBHBIX TPYII BaKHO YYHUTHIBATH WX
noctynHocth i aHanmutoB  [91]. CopOlIHMOHHBIE LEHTPHI MOTYT OCTaBaThCS
3a0JJOKUPOBAHHBIMU BCJIEJACTBUE HEIMOJHOIO YJaleHUs TeMIiiaTa (OCOOEHHO NpH
HKCTPAKIMHU PACTBOPUTEIISIMH ), @ TAKKE U3-3a HAX0XKJICHUS Ha BHYTPEHHEW TOBEPXHOCTH

N HCAOCTYITHOCTH AJIA 00BEMHBIX MOJICKYJ 1 HOHOB.

1.5.1 Moaudukauus ynopsijioueHHbIX KpeMHe3eMOB OpPraHu4ecKuMH

(PYyHKUMOHAJBHBIMHU I'PYIIIIAMHA

Monupukamnusi MOBEPXHOCTH OPTaHWYCCKUMHU M HEOPTAaHWYECKUMHU pearcHTaMu
SBIIACTCA OJHUM W3 HANpaBJIICHUH Bapualdd COPOLMOHHOW  CEJIEKTHBHOCTH
KpeMHe3eMoB. HamOojee W3BECTHBIM W TPAAUIIMOHHBIM TIOIXOJAOM MOIU(MUKAIAN
CHJIMKAreJiei, MOJYYUBIIUM IIUPOKOE PACHPOCTPAHEHHUE, SBIISICTCS NPHUBHBKA TPYIII
OKTHJI-, JTOJCUMJI-, TEKCAACIHWI- WA OKTAJCIHUICHIAHOB, TO3BOJISIONIUX ITOJYYaTh
oOparmierHo-(dazoBsie kpemHeseMbl C8, C12, C16 u C18. lllupokoe pacmpocTpaneHue, B
ToM uunciie B TOD, mony4uan u KpeMHE3eMbI ¢ IPUBUTHIME (YHKIIMOHATILHBIMU (AMHHO-
, ITAaHO-, TUOJIBHBIMU H JIp.) TPYIIIIaMHA. AHAJIOTUYHBIE ITOIX0,IbI TPHUBUBKH HETIOJSIPHBIX

)41 (I)YHKIII/IOHB.HI/ISI/IPOBB.HHI)IX CUJIAHOB IIPHUMCHAIOTCA H©W OJIA  YIHOPAAOYCHHBIX
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kpemHe3eMoB  (aHajoroB  MCM-41, SBA-15 wu gp.) [104]. Monuduxamws
YIOPSI0YCHHBIX KPEMHE3E€MOB TMO3BOJIAET B IIUPOKUX TpeZesiax BapbHUPOBaTh HUX
COpOLIMOHHBIC CBOWMCTBA 10 OTHOIICHHUIO K Pa3HBIM IpyIIaM aHAJIUTOB. MoauduKaius
OpraHUYEeCKUMHU (YHKIIMOHATBHBIMH TPYIIIAMHA TPOBOJUTCS IYTEM COKOHICHCAINH
[105] mnm mocTcuHTeTHYECKOM 00padoTku [106].

BaxkHO y4HWTHIBaTH W3MEHEHHWE MEXaHHW3Ma COPOIMU IEJNEBBIX BEIIECTB MPHU
Monupukanu KpemMHe3eMoB. Moaudukanus HAHOCTPYKTYPUPOBAHHOTO OKCHAA
kpeMHus rpynnamu C18 cocoOCTBYeT peai3aliuu pacrpeieuTeIbHOT0 MeXaHu3Ma
VACPKUBAHMUS aAHAIMTOB. [IpM 3TOM JOCTHTalOTCS yIYYIICHUS KHHETHYECKHX
mapaMeTpoB COpPOIMHU MO CPAaBHEHUIO ¢ HeMOJHIH(HUPOBaAaHHBIMU KpeMHe3eMamu [41].
Opnnako MoaudUKaIUs 4YacTO HE MO3BOJISIET AIIOMPOBATh AHAIUTHI MAJIBIMU O0OBEMaMU
pacTBOPUTEIIS, KaK B ClTydae UCXOAHBIX copOeHnToB. Hanmpumep, aBropamu padotst [107]
kpemHesemMbl THa MCM-41 u SBA-15 mMomudunupoBaHbl aMUHOTpyHIamMu. ITO
CHIOCOOCTBYET 3HAUMTEIHHOMY MOBBIIIEHUIO COPOIIMOHHONW €MKOCTH KPEMHE3eMOB TIO
OTHOIIIGHWIO K aHamuTaMm, HO TpedyeT OOJbIIUX OOBEMOB pACTBOpPUTENEH IJis

QJIIOHUPOBAHUA aHAJIUTOB K HC IIO3BOJIACT IIOBTOPHO HMCIIOJIB30BATh C0p6eHTI>I.

1.5.2 Moaudukauus ynopsiioueHHbIX Me30MOPUCTHIX KPpeMHe3eMOB HOHAMH

METAJNJI0B

B Hacrosimiee BpeMs AakTUBHO pa3BUBAETCS HaNpaBlieHUE MoOAUDUKAINH
YIOPSI0YCHHBIX KPEMHE3€MOB HMOHAMH METAJUIOB JJIsl PACIIMPEHHs] BO3MOXKHOCTEH
ucronb3oBanus kpemHezemMoB [108-111]. B nwmreparype mpakTU4YeCKH OTCYTCTBYIOT
paboThl 1O  COpPOIMOHHOMY  M3BJCUEHHIO M  KOHIICHTPUPOBAHUIO  BEIIECTB
YIOPSI0YCHHBIMU  KpEeMHE3eMaMHi, MOAW(UIIMPOBAHHBIMH TeTepoaroMamu. Takwue
MaTepHabl IMUPOKO UCHONB3YIOTCS Kak katanmu3atopsl [108] u B cuctemax mocTaBKH
nexapcts [109].

JloGaBienue conell Ha cTaaud (OPMHUPOBAHUSA 30JI1 MOXKET BIHATH Ha
CTPYKTypoOOpa3oBaHue Ia0jOHa, CHIDKAs YIOPSJAOYCHHOCTh KpemHe3emoB [110].

[ToaToMy OOBIYHO MPOBOIAT MOCTCHHTETHYECKYI0 Moaudukanuio [110, 111]. TToxGop
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pacTBOpHUTeNEH TO3BOJSET MOAUPUIIMPOBATH KpPEeMHE3eMbl 0€3 MpeaBapUTEIHLHOTO
ynanenus [IAB u3 mop ¢ mocnenyomuM OTXHIOM, IPpU KOTOPOM OJHOBPEMEHHO
IPOMCXOAUT yaajcHHe 1abJoHa U BoccTaHOBIIeHHE HOHOB MeTasutoB [110]. HauGomee
IPOCTHIM BApUAHTOM ISl TIOCTCHHTETHYECKOM MOIU(UKALUN SABISETCS METOJ
IPOIUTKH, IIPHA KOTOPOM COPOCHT JUCIICPIrUPYIOT B pacTBope coun [111].

J1J1st BOCIIPOU3BOAMMOTO U3BJICUEHHUS BELIECTB HEOOXOIUMO, YTOOBI COPOEHT UMEIT
HE TOJBKO OJHOPOAHYIO CTPYKTYpYy, HO M XapaKTepH30BaJICi pPaBHOMEPHBIM
pacrpesieJieHueM COpPOIMOHHBIX IIEHTpoB. ABTOpamu padotel [109] mpoBencHa
Moaudpukauuss MCM-41 rerepoatToMaMM MyT€M HMOHHOTO OOMEHa KAaTHOHOB
HETWITPUMETUIIAMMOHHUSA,  DJIEKTPOCTATHYECKH  CBA3AHHBIMH  C  OTPHIATEIHHO
3apsHUKEHHBIMU CTEHKaMU KpeMHe3eMa, Ha MOHbl METayuioB. Takoil MmoaxoJ MO3BOJISET
JOCTUTaTh PaBHOMEPHOTO PACHpEETICHUs COPOIMOHHBIX IEHTPOB Ha TMOBEPXHOCTH
copOeHTa. AKTyaJIbHbIM OCTAa€TCsl pa3BUTHE MOAXO0JI0B K MOAU(DUKAIIMM KPEMHE3EMOB,
CUHTE3UPOBAHHBIX B MNpUCYTCTBUM HEMOHOTeHHbIX IIAB. Kak ormeueHo aBTropamu
pabotel [108], mpornuTka MOHAMU METAJLIOB IMOJ JCHCTBHEM YJIBTpPa3ByKa YaCTUYHO

pelaer 3Ty 3ajauy.

1.5.3 YnopsiioueHHble Me30NIOPHUCThIE KPEMHe3eMbl ¢ MOJIEKYJISIPHBIMH

OoTneYyaTKkaMm aHAJINTOB

OgHuM W3 HanpaBJiICHU pPAa3BUTHS CHUHTE3a YIOPSIOYEHHBIX KPEMHE3EMOB
ABJIIETCSI TOJTYYEHUE ME30MOPUCTBIX MAaTEpPUATIOB C MOJIEKYJSPHBIMH OTIEYaTKaMu
NOTEHIMATBHBIX aHamuTOB [112, 113]. DT0 MO3BOMISIET JOMOJHUTH BCE MPEHMYIECTBA
YHOPSAIOYECHHBIX KPEMHE3EMOB 10 CPAaBHEHUIO C KJIACCHYECKUMH MaTepraiaMHu BICOKON
CCJICKTUBHOCTBIO TI0 OTHOIICHHIO K ompeaeicHHO rpymme BemiectB [114]. Kak
OTME4YeHO aBTOpaMu padboThl [115], 0JHMM M3 OCHOBHBIX JOCTOMHCTB KPEMHE3EMOB 110
CPAaBHEHHUIO C MOJIEKYJIIPHO-UMIPUHTUPOBAHHBIMU IOJMMEPAMHU SBIISIETCSI 3aMETHOE
yinydmenue nupdysun B nopax TeepaodazHoro Mmarepuaia.

Cy1miecTByeT HECKOJIBKO IMOAXOJOB K CHUHTE3Y ME30NOPUCTBIX KPEMHE3EMOB C

MOJICKYJIIPHBIMH  OTIICYAaTKaMM IMOTCHUOUAJIBHBIX aHAJIMTOB. HGpBBIﬁ OCHOBAaH Ha
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KJIACCUYECKOM CHHTE3€, HO pEaKIHMOHHAs Ccpefa TaKXKe BKIIOYAeT KOBAJICHTHO-
CBS3BIBAIOIU I KOMIIOHEHT (00BIYHO aMUHONPONUITPUMETOKCHCHIIAH ) 151
NOTCHIMATBHBINA aHaMUT [115] wiu ero MeHee TOKCHYHBIA M JOPOTOCTOSIINNA aHAJIOT
[116]. Menee pacmpocTpaHeHHBIM BapuaHToM TnoiydeHus KMO  sBusercs
IOCTCHHTETHYUECKass o0paboTka [117]. B HEKOTOpBIX cCiiy4asx yaacTcsi BapbHPOBAThH
COpOIIMOHHBIE CBOWCTBA YIOPSJAOYEHHBIX KPEMHE3EMOB TOJIBKO 3a CYET BBEICHMUS
NOTCHIIMAIBHBIX cOpOaToB Ha cramuu cuHTe3a [118, 119]. ABropamm padoter [119]
OCYIIECTBJICH CHUHTE3 YHOPAI04YCHHbIX KpemHe3eMoB Tuna MCM-41 B npucyrctBumn
azocoequHeHnil. OTMEYEHO, YTO B MPUCYTCTBUM a30KpacuTeneil ¢popmupyercs Oolee
OJTHOpPOJIHAsI TE€KCAaroHaJIbHAsl CTPYKTYpa € y3KUM pacHpeIeICHUEM IOp MO pa3MepaM.
Mouiekyiibl aHaJTUTOB MOTYT pacroyiaratbcs B ruipoPoOHOM LIEHTPE, MKy XBOCTAMHU
[TAB wmu B compBaTHOM 000j0uke Munesn1 [118]. A3okpacutenu camMOIpOU3BOJILHO
NepexoAsT W3 BOJHOM Cpelbl B MUIECUIAPHYIO 3a CYET DJIEKTPOCTATHYECKUX U
ruApoOoOHBIX B3aUMOJEHCTBUN.

Hcnonp3oBanne MpeaIoKEHHOTO TOIX0/1a K CHHTE3Y Ha OCHOBE HEMOHOTEHHBIX
I[TAB MOXeT OCIIOXKHATBHCS COJIFOOMIM3AMEN NOTEHIMAIBHBIX AaHAJIUTOB MHIIEIIAMH
mrabsona [120]. B pa6ote [113] mokaszaHo, 4To 100aBKH KBEpIETHHA M (+)-KaTeXHWHA B
PEaKIMOHHYIO Ccpely IIpH CcHHTe3e aHanoroB SBA-15 mo3BoisAIOT BapbUpPOBATH
YHOPSAIOYCHHOCTh M KOJUYECTBO COPOIMOHHBIX IIEHTPOB HAa MOBEPXHOCTH ME30TOP.
OpHako ATO HE MPUBOIUT K 3aMETHBIM HM3MEHEHHUSM B COpPOITMOHHBIX CBOHCTBAxX IIO
OTHOIIEHUIO K (pr1aBoHOUAaM. DTO CBSI3aHO MPEXK]IC BCETO C BCTparBaHUEM (DJIIAaBOHOUIOB
B siapo muuemn HenoHHoro ITAB mpu cunrese. Ilpu 3TOM CONIOOMIM3UPOBAHHOE
BCII[ECTBO MOJKET JIOKAJIM30BAThCS B PA3IMYHBIX YaCTSAX MHUIICIUTHI B 3aBHCUMOCTH OT
peoOJIalafoIero THUIA  B3aMMOACHCTBUM  (TuapodoOHOe, AIEKTPOCTATHUUYSCKOE,
BOJIOPOJIHBIE CBsI3M). BeposTHO, ManonosipHble MOJU(EHOIbHBIC BEIISCTBA B CIIydac
HEMOHOTEHHBIX MUIIEIUT OyIyT HAaXOIWUTHCS BHYTPU HHUX, a B CIydae MOHHBIX — Kak
BHYTpH, TaK W BOJM3M MHIICIJT 3a CUET OOJBIIOr0 BKJIAJa AJIEKTPOCTATUYECKUX
B3auMoneicTBuil. B 3ToM ciiyyae kpome 3(ddexra MOJEKyISIpHBIX OTINEYaTKOB B
OOJBINIEH CTENEHW MOXHO OXKHMIATh M3MEHEHHUE CTPYKTYphl MATpHUIIBI KpEMHE3eMa B

MMPpUCYTCTBHUH I[O6aBOK IIpHU CHUHTE3C C MUCIIOJBb30BAHUECM COOTBCTCTBYIOIIUX TCMILIATOB.
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Paccmotpenne ocobeHHOCTeM ydacTusi (JIaBOHOMIIOB B CTPYKTypooOpazoBanuu [1AB,
UCTIONB3YIOMINXCSA KaK TEMIUIAThl MIPU CHHTE3€, MO3BOJIUT BapbUPOBATh COPOLIMOHHYIO

3(1)(1)CKTI/IBHOCTI) N CCIICKTUBHOCTD YIIOPAOOYCHHBIX MC30IIOPHUCTBIX KPCMHC3EMOB.

1.6 BapuanTtbl TBepaA0(ha3HOH IKCTPAKIMHU C UCIIOJIb30BAHUEM YIIOPSA0YE€HHBIX

ME30IIOPUCTBIX KPEMHE3ECMOB

Pa3ButHe MeTONIOB MPOOOMOATOTOBKA OOYCIIOBIEHO pacCHIMPEHUEM Kpyra
UCIIOJB3YEeMbIX TBepAo(a3HbIX MarepuanoB. B 3aBucumoctu 0T Bapuanta TP
CEJIEKTUBHOCTh COPOEHTOB K aHaJuTaM C pa3HOW MOJSPHOCTHIO U Pa3MEPOM MOJIEKYJ
MIPEUMYIIECTBEHHO ONpENeNaeTcss  CTPYKTYPHBIMHM WM [OBEPXHOCTHBIMU
xapaktepuctikamMu [121]. CoiicTBa YIOPSIOYCHHBIX ME30IMOPHCTBIX KPEMHE3EMOB
MOTYT BapbUpPOBATHCS B IIUPOKHUX MPEAEIaX HA CTA[IUM CUHTE3a, a TAKXKE B PE3YJIbTATE
MoaudUKaUU. ITO TO3BOJISIET HAXOAUTh Haubosnee A(DPEKTUBHBIN MaTepuan s
pelieHrs KOHKPETHBIX 3aJad Ha CTaJuu MpoOONoOAroToBkU. B Hacrtosmem paszaerne
o0cyX1atoTcsi 0co0eHHOCTH BapuaHTOB TMd3 ¢ ydyeToM CBOWCTB KPEMHE3EMOB, KOTOPHIE

06YCJ'IOBJ'II/IB3IOT HX IMIPEUMYIICCTBA 110 CPAaBHCHHIO C KIIACCUUYCCKUMHU COp6€HTaMI/I.

1.6.1 Knaccuueckasi TBepaoga3zHasi IKCTPaAKIUSA

Psn ocobenHocTell HAHOCTPYKTYPHUPOBAHHBIX KPEMHE3EMOB OTJIMYAET HUX OT
TPAJIUIIMOHHO MCIOJIb3yeMbIX COPOCHTOB, B yacTHOCTH aHaioru MCM-41 u SBA-15, B
nporeccax T®D. B padore [90] aBTOpHI 00pama0T BHUMaHUE HA OOJIBIIYIO ILIOIIAIb
nosepxHocty 10 1000 M%r u o6bem nop Gonee 0.7-1.0 cm®/r. [ToMHMO BENIUYHMHEI
yACITbHOM TUTOIIAIA TTIOBEPXHOCTH, HEOOXOAMMO YUUTHIBATH MOJIIPHOCTh IIOBEPXHOCTH U
OpUPOAY COpOIMOHHBIX 1IeHTpoB [122]. B pabore [122] moka3aHo, 4TO B 3aBUCHMOCTH
OT YCIIOBUM CHHTE3a U MOAM(PUKAINK KPEMHE3EMOB COOTHOIICHHE CHJIAHOJBHBIX H
CUJIOKCAHOBBIX T'PYIII [MO3BOJIIET PETYIMPOBATH COPOLIMOHHBIE CBOMCTBA TBEP10(a3HbBIX
MaTepuaJioB 1O OTHONIICHWIO K TOJSPHBIM ¢ HENOJSAPHBIM copOatam. I[lpu

HCIIOJB30BaHNN KpeMHe3eMoB Tuna SBA-15 u SM (kpemuesem co chepuueckumu
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TpaHyJaMH) U3BJIEYEHHUE OAHOTO M3 TOpMOHOB 17[-3cTpammona coctaBusier 16 u 84%
COOTBETCTBEHHO. 3aMETHOE pa3linuue B COPOLMOHHBIX CBOMCTBaX B JaHHOM CiIy4yae
CBSI3aHO C MPHUPOJION COPOITMOHHBIX IIEHTPOB (CHJIAHOJBHBIX M CHIIOKCAHOBBIX TPYIIN).
Metonom 2°Si SIMP apropamu pa6otsl [122] nokasano, uro Ha nosepxHoctd SBA-15
peo0IafaloT W30JMPOBAHHBIE CHIIAHONbHBIE rpymnbsl (curHan Q°), B To Bpems Kak
HanOoJiee WHTCHCUBHBIM CUTHAT Tpu aHaimu3e SM COOTBETCTBYET MOBEPXHOCTHBIM
CHIIOKCaHOBEIM TpyrmaM (Q%).

HaHocTpykTypupOBaHHBIE KpPEMHE3EMbl HAXOASAT TPUMCHCHHE B KadecTBE
copoenroB i TDD B mpouegypax MNpoOONOATOTOBKM M IMOCIEIYIOIIETO
XpoMaTorpauueckoro  ONPEJEJICHUs] BEIIECTB B JKCTPAKTaX  MUIIEBBIX U
dapmaneBTHYECKUX TPOAyKTOoB. B paborax [123, 124] orMeyeHo, dYTo TpH
TBEep0(a3HOM SIKCTPAKIIMU HA ME30TIOPUCTHIX KpemHezemax SBA-15 nocturaercs 6oiee
MIOJTHOE M3BJICUECHUE aHAJMTOB 10 CPABHEHUIO C CHIIMKATEIISIMU C TIPUBUTHIMH TPYyTITIIaMU
oktanenwicunana C18, meonuraMu U Me30MOPUCTHIM yriepoaoM. CTOUT yKa3aTh, YTO
IpU  COMOCTAaBUMOM C HEKOTOPHIMU JPYTMMH TBepaoda3HbIMH  MaTepuajaMu
copbumonHoi emMkocTH SBA-15 o6agaeT 3HAUNTETHHBIM TPEUMYIIIECTBOM, CBSI3aHHBIM
C BO3MOXKHOCTBIO MHOTOKPATHOTO MCIOJIb30BaHus [124].

HemanoBaxeHn pacxoa copOCHTOB, IPUMEHSIEMBIX ITPU COPOIITMOHHOM H3BJICUCHUU
Y KOHIICHTPHUPOBAHUH I1eJieBbIX BemecTB [126]. Hanboee pacnpocTpaHeHO MpUMEHEHHE
kaptpukend st TOD ¢ maccoiri copbenta okosno 500 mr. Beicokne ko3 hUIIMEHTHI
pacrpesiesieHds aHAJIUTOB MPU COPOLIMM Ha YHOPAIOYEHHbIX KpeMHesemax (MCM-41,
SBA-15, UVM-7 u pap.) Onaromapss OOJbIION YIEIbHOW IUIOMIAAN TMOBEPXHOCTH,
OCOOEHHOCTSIM pacmpe/iesieHUs] COPOIMOHHBIX IIEHTPOB U UX COJIbBATAIIMU TTO3BOJISIOT
UCII0JIb30BaTh Malibie Macchl copoeHTa (10—100 mr) mpu TDD ananuros. B padorax [90,
125] wusydennl copOuHMOHHBIE CBOMCTBa KpemHeseMoB MCM-41 u UVM-7 mpu
BoIfiesieHnn dochaautmixonuHa. Kpemuesem UVM-7 ¢ ynopsiioueHHONH OMMOIAIBLHOM
MOPUCTOCTHIO  XapaKTEepPHU3yeTCs  MaKCUMalbHOW  COpPOIMOHHOW  €MKOCTBIO K
dbochomumuny. bonee Bpicokyto emMkocth UVM-7 aBTOpBI CBSI3BIBAIOT C BBICOKOMH
IJIOTHOCTBIO CBOOOJIHBIX CHJIAHOJBHBIX TPYNI M BEJIUYMHON YAENbHOW IUIOLIAAU

noBepxHocTH (Sy, = 1275 M%), moutn B 1Ba pasa npesbiuaomei ananor MCM-41 (Sy,
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= 660 wm%r). Otmeuennsle ocobennoctr kpemuesema [90] 0OOCHOBBEIBAIOT
nepcrneKTuBHOCTH BbiOopa UVM-7 nis tBepaodazHoit skcTpakiuu (GoCcHOIUIII0B U3
MHOTOKOMITOHEHTHBIX MaTpHuil (B TOM 4YHCIIe€ TIPU aHAJIU3€ YEIOBEYECKOI0 MOJIOKa Ha
conepkanue pochonaumuaon). [IpumeHeHne ynopsao4eHHbIX KPEMHE3EMOB MO3BOJISET
onpenenarb (pochaauTUIXoauH mpu KoHmeHTparusax 150—600 Mkr/mia ¢ mpeaenoMm
oOHapykeHust 3.5 MKr/mMi. BaXHbIM JOCTOMHCTBOM KapTpUXKEH, 3amoJIHEHHBIX
HAaHOCTPYKTYPUPOBAaHHBIMU aHaJOraMHu UVM-7, ABJISETCA COXpaHEHHUE
YIIOBJIETBOPUTENILHON BOCIIPOU3BOJIUMOCTH PE3YJIbTATOB onpeneneHus Gpochonunuaon
nocie 15 IUKIOB HCNONIB30BaHHS COpOEHTA (CTENEHb W3BJICUECHHUS OCTaBaJlach B
uHtepBaiie 94 +4%).

Kak oTmeudeHo BblIIIe, CENEKTUBHOCTh COPOEHTOB MOKET OBbITh MOBBILICHA ITyTEM
(dopMHUpOBaHUS MOJICKYJSPHBIX OTIEYATKOB B CTPYKType. ABTOpamMu pabotel [126]
nostyued copoeHT MCM-41 ¢ MoJekyIsipHbIMU OTHeYaTkaMu HOHWI(EHoNa ISl ero
TBEpAO(Pa3HON SKCTPAKLIMU U3 TEKCTWIbHBIX 00pa3ioB. Mcrnonb3oBaHWE MPU CHHTE3E
KpEMHE3eMa NOTEHIMAIBHOIO aHajluTa (B KayecTBE MOJEKYJISIPHOTO OTHEYaTKa)
MO3BOJISIET JIOCTUTAaTh CTEMEHW H3BIeYeHUs copOata 10 92-95% U OTHOCUTENIBbHO
BBICOKOW BeTMUMHBI K03 duimenTa cenektuBHOCTH (00 = 2—3).

Astopamu paboTh [126] npu onpenenenun Honundenona Mmetogom BOXX ¢ V-
JETEKTUPOBAHUEM OTMEUYEHA JIMHEHHOCTh OTKJIMKA, KOTOpas HaXxOJUTCS B MHTEpBaje
koHueHTpaui 0.25-20 Mkr/mi1. bosiee BBICOKMI aHAIMTUYECKUI CUTHAJ MPU YCIOBUHU
06mbIel 3P PEeKTUBHOCTH COPOIIMOHHOTO KOHIIECHTPUPOBAHUS TPUBOINT K YBEITUUEHUIO
Koa(puIeHTa YyBCTBUTEIBHOCTH U CHIDKCHHIO Tpezesia OOHApY>KEHUs aHalIuTa /10

0.12 MKr/mu.

1.6.2 CoBpeMeHHbIe BAPHAHTHI TBEPA0(PA3HOI IKCTPAKIHNH € UCTOJIH30BAHHEM

YHOPAAOICHHDBIX ME€30IIOPUCTBIX KPEMHE3EMOB

Teepooghasznan muxposxcmpaxyus. BaxHoW 0COOEHHOCTHIO YIOPSIAOUYEHHBIX
KPEMHE3EMOB JIJII HWCIIOJh30BaHUS B COBPEMEHHBIX BapwaHTax TBepAoQa3zHOH

OKCTpPpAKIHUHN ABJIKACTCA BO3MOXHOCTb MHWHHATIOPU3ALIUU K&prPII[)KCﬁ TDD 3a cuer
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CYIIECTBEHHO OoJjiee pPa3BUTONW TMOBEPXHOCTHU (MIPOMOPIUOHAIBEHOE YBEIHMUYECHUE
COpOITMOHHONW €MKOCTH) M CHIDKCHHSI BKJIaJa KMHETHYECCKUX OTPAHWYCHUN COpOITUU
aHanuta (yBenumueHue S(OPEKTUBHOCTH COPOLIMOHHOTO KOHIIGHTPUPOBAHHUS B
IUHaMHuYecKux ycnoBusax). [lom TBepmodaznoit Mukposkcrtpakuuenn (TOMD)
MOHUMAETCSl JIMOO PsAJ METOJOB, B KOTOPBIX HCIOJIb3YeTCSd HEOOJIbIIOE KOJIUYECTBO
copoenra (00bruno 10-50 mr) [127-129], mubo HaHeceHue COpOEHTA HA MOBEPXHOCTH
BOJIOKHA WiH Wbl Mukpommpuna [91, 91, 130-137]. Mayoe koJm4ecTBO copOeHTa
MO3BOJISIET PACIIUPUTH BO3MOKHOCTH TPAJAMIIMOHHBIX KapTPHUIKEH NIl TBepAoQazHOM
skcTpakmuu. Ha cramusax mpoOONOATrOTOBKHM MOTYT PEaM30BBIBATHCS PAa3TMIHBIC
BapHaHTHI YIIaKOBKH copOeHnTa [127].

Ocob6ennocteio TOMD ¢ mepememmBanueM (Stir-bar) sBisiercs mpumeHeHue
MEIIAIKd ¢ COpPOSHTOM BHYTPH MEMOpaHBbI, YTO TOBBINIACT ILIONMIAIb ITOBEPXHOCTH
copOeHTa, KOHTakTHUpylomyo ¢ mpoboit [138]. Mcmonb3oBanue Bapuanta TDD ¢
NepeMEIIMBAaHUEM TI03BOJIACT PACIIUPUTH JUANA30H JUHEHHOCTH TPaTyHPOBOYHBIX
3aBUCUMOCTEN JUIsl OnpenesieHus BEUIeCTB (HampuMmep, (PEeHOJbHBIX COEIMHEHHI) Ha
MOPSIJIOK TI0O CPABHEHUIO C TPATUIIMOHHBIMU Crioco0aMu MpoOomnoAaroroBku. B padore
[138] peamuzoBano ompezelieHUe COACpPKAHWS HUTPO3AMHHOB B KOCMETHUCCKHX
cpenctBax MmertogoM TOMD ¢ nepememmuBanrem Ha SBA-15, nonupoBaHHBIM 1IEpUeM, C
nocnenyomuM ['X-MC-onpenenenueM. Ilpu onTUMHU3alUM  KOJIWMYECTBA JIOMAHTA,
Macchl cOpOeHTa, THIAa U 00bEeMa DITIOEHTA CTETICHbh U3BJICUYCHUSI MOKET TIOBBICHIIACH 10
80-100% [138], aumamazon nuHeitHOoCcTH pacimmper q0 10-1000 Hr/mui, a mpeaesns
oOHapyKEeHHUS IPU TPOOOIOATOTOBKE ¢ TBEPA0(Pa3HON MUKPOIKCTPAKITUEH CHUKCHBI JI0
HeCKOJNIbKMX  Hr/mn  (2.7-3.4 wur/mn  mo gamabiM  [138]). Hcnosaw3oBanue
HAHOCTPYKTYPHUPOBAHHOTO KpEMHE3eMa IO3BOJUJIO JOCTUYL BBICOKOW TOJHOTHI
U3BJICYCHHUsI B OoJiee IIMPOKOM JHAaNa3oHE KOHIEHTPAIMii 10 CpPaBHEHUIO C
YTIEPOIHBIMU HAHOTPYOKamMu 1 KapOoKceH/monuanMeTmicuiokcanoBeiM (CAR/PDMS)
BOJIOKHOM.

Hcnonb3oBaHrne KpeMHE3€MOB B BOJIHBIX PACTBOpPaxX OrpaHUYEHO KOHKYPEHTHOMU
copoumeii mosekya Boabl [104]. B To ke Bpems ymopsaodYeHHbIE KPEMHE3EMbl MOTYT

IIPUMCHATBCA B BapUaHTax TDD kak B HCIIOJIAPHBIX CP€Aax, TAK U B BOAHBIX paCTBOpax
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BCIIEZICTBUE OCOOCHHOCTEH (pOopMUpOBaHUS MATPHUIIBI U PACIPEACICHUS COPOITMOHHBIX
IIEHTPOB Ha MTOBEPXHOCTH M, KaK Pe3yJbTar, 00jiee BHICOKOU THAPOGOOHOCTH. ABTOPHI
pador [38, 139] mnpomeMOHCTpHPOBAIM BO3MOKHOCTH OIPEACACHUS (HEHOIBHBIX
COCIMHECHUN B BOJIC MPU UX TBEepAO(Pa3HON MUKPOIKCTPAKIIUU C IMEPEMEITUBAHUEM HA
copoentre SBA-15 ¢ pasnmuyHbBIMH NPUBUTHIMH  OPraHUYECKUMHU  TPYIIaMHU.
Koadduimentsl KoHUEHTpUpOBaHUS (PEHOJNBHBIX COCAMHEHHN Ha YHOPSI0YEHHBIX
kpemHe3eMax coctaBuin 20-30.

B psze padot mog TOMD noHUMAarOT BapyuaHT MpOOOMOArOTOBKHY, OCHOBAHHBIN Ha
3aBHCHMOCTH COpOIMM BemiecTB oT Temmepatypsl [91, 132, 133, 140, 141]. Meton
COCTOMUT B a/ICOPOIIMY aHATTMTOB HAa TOBEPXHOCTH COPOCHTA C MOCIeAYyIoIeH tecopOrueit
npu 0oJiee BHICOKUX Temneparypax. OqHO U3 OCHOBHBIX IPEUMYIIECTB TAKOTO BapUaHTa
TOMD — oTcyTcTBUE€ HEOOXOJAMMOCTH KOJMYECTBEHHOTO W3BJICUEHUS IIEJIEBBIX
KOMITOHEHTOB M3 MpOObI. J[OCTATOUHO BBHIMOJHEHUE JIMHEWHOTO COOTHOIICHUS MEX]Y
KOJIMYECTBOM COPOMPYEMOT0 aHATNTa U €ro KOHIIEHTPAIMel B aHATU3UPYEMOM 00pasIie.
ABtopel pabotel [141] oTMeTHSIM, 4YTO K JOCTOMHCTBAM METOJa OTHOCSTCS
UJIMHAPUYECKAss TEOMETPUS BOJIOKOH, OO€cTeunBaroiias JETKU JOCTYIl aHAJIUTOB K
MTOBEPXHOCTH YIOPSIOYCHHOTO KPEMHE3eMa, a TakKe OTCYTCTBHE HEOOXOAMMOCTH B
MIOJTHOM JiecopOIuu copoaToB.

Brimie ormMeueHo, 4TO HE BCeraa KOPPEKTHO MPOBOAUTH BBIOOp cOpOEHTa Ha
OCHOBAaHHMH TOJIbKO CTETICHH W3BJICUCHHUS OIMPEICISIEMBIX BEIIECTB. ABTOpaMH PabOTHI
[91] paccmoTpena TBepaoda3Hass MUKPOIKCTPAKITHS ali(aTHUYCCKUX aMUHOB U3 BO3yXa
¥ TPpUOOB MPY BapbUPOBAHUH CTPYKTYPHI M pa3Mepa Iop yIopsAI0UYeHHBIX KPEMHE3EMOB.
[Tnomans MOBEpXHOCTH, TO MHEHHIO aBTOPOB, HE BcCeraa sBISETCS (pakTopoM,
OTIPEIEIISIIONTMM  COpPOIIMOHHBIE ~ CBOMCTBAa  TBepAaodazHoro  matepuana. I[lpu
MCIIOIb30BaHUU KpeMHe3eMoB MCM-41 ¢ ynensHOM miomaasio nosepxHocty 1180 m?/r
CTEIEHb U3BJICYEHUS aMUHOB JOCTUTAET TOIbKO 60%. B To sxe Bpems s ananoros KIT-
6 u SBA-15 (Sy; = 970 M*r u Sy; = 760 M?/T COOTBETCTBEHHO) CTENEHL M3BIEYEHUS
aHanutoB Oym3ka Kk 100%. Pa3nuuue B MonHOTE U3BICYEHUSI AHAJIUTOB aBTOPHI PabOTHI
[91] cBs3wIBatoT Tpekae Bcero ¢ pasMepom mop, kotopeid mis KIT-6 m SBA-15

COCTAaBJISIET OKOJIO 8 HM, B TO BpeMs Kak B ciydyae MCM-41 — 4 um. [Ins noctuxeHus



42

BBICOKMX 3HAYEHUU CTENEHU HKCTPAKLUMU aHAJUTa BAXKHOW SIBISIETCS TOCTYIHOCTD IS
HEro BHYTpEHHEH TmoBepxHOCTH copOeHTa. OgHAaKo, KaKk OTMEYEHO BBIIIIE,
KOJMYECTBEHHOE  HW3BJICUCHHME  ONpENEIsieMbIX  BEIIECTB B TBepAodazHoi
MUKPOAKCTPAKLIMHA HE SABIISIETCS HEOOXOAMMBIM yciaoBuEM. boiiee BaKHBIM CBONCTBOM
cCOpOeHTOB, = OCOOGHHO mNpU  HEOOXOJAUMOCTH  OMNPENCICHHUS  BEIIECTB B
MHOTOKOMITOHEHTHBIX MAaTpHIIAX, SBIIIETCSA cenexkmusHocms copoenta. B padore [91]
MOKa3aHO, 4YTO IMPH AaHAIM3€ pEalbHBIX OOBEKTOB TBEpAO(a3HbIE MaTepuajbl ¢
oTHOcUTeNbHO mupokuMu mMe3onopamu (KIT-6 u SBA-15) npu Beicokoi copOLMOHHOMN
€MKOCTH (3HAYUTENbHOM O0BEME U JAMAMETPE ME30MOop) o0Jafand HU3KOU
CEJIEKTUBHOCTBIO K M3BIeKaeMbIM BemectBaM. Hanpotus, MCM-41, ¢ yueTom ycnoBuii
peanuzatu TOMD u monupukanuu copOeHTa, HO3BOJISIET SKCTPArupoBaTh U3 CIOKHBIX
cMecel MPEeUMYIECTBEHHO LIEJIEBbIE BEUIECTBA. B 3TOM cilydyae MposBISE€TCA CUTOBBIN
3¢ deKT ynops104eHHbIX COPOSHTOB IIPU BAPbUPOBAHUHU Pa3MeEpa ME30IOp.

AHanoOruyHO OCOOEHHOCTSIM MCIOJIb30BaHUSI COPOEHTOB B  KJIACCHUYECKHUX
Bapuantax T®D, B TOMD mnoiydwsiv pacnpoCTpaHEHHE MOIUPUIIMPOBAHHBIE
yIopsiI0YeHHbIE KpeMHe3eMbl. B kauecTBe copOeHTa B TBEp10(pa3HOI MUKPOIKCTPAKIIUU
IpU  OMNPEACIICHUH MOJULMKIMYECKUX apOMATHYECKUX YIJIEBOJOPOJOB YCIEIIHO
npumensiercs SBA-15-C8 [132, 133]. B pabore [132] mokazaHo, 4to Ha BojiokHe SBA-
15 ¢ mpuBUTHIMU OKTHIIbHBIMU Tpyniniamu C8 u3BiekaeTcsi B 2—5 pa3 O0JIbIle aHaIuTa 10
CPABHEHUIO ¢ KOMMEPYECKUM MOJIHIUMETUIICUIIOKCAHOM.

TBepmodaszHass  MHUKpPOIKCTpakIMs  4YacTO  MCIOJNB3YeTCSs  Ha  CTaJAHuU
npoOONOJrOTOBKM C  MOCHEAYIOIIMM  Ta30XpoMaTorpa@uueckuM  OmnpeaeaeHueM
BemiectB. B paGore [134] apomarnmyeckue yrieBOAOPOABI C MPEIBaPUTEIBHBIM
u3BieyeHueM Ha SBA-15-C8 omnpenensimu metonom BOXKX ¢ Y®-nerektupoBanuem.
[lokazaHo, 4YTO TmoOCHI€ CTaguud NOPOOONMOATOTOBKM (B BapuaHTe TBepAoQa3HOM
MUKPO3KCTPAKLIMN) UTJTY C U3BJICYCHHBIM aHAJIUTOM JJISl €ro JAecopOLry MOMEIIAIT B
CTaTUYECKYI0 KaMepy C MOCIEIyIOUIMM omnpeneiaeHueM aHainuTta meronoM BIOXX. B
ATOM cily4yae nepe BBOJIOM IMPOOBI JIsl U3BJICUEHUS aHAIUTA U3 COPOCHTA JJOCTATOYHO 5

MUH B YCJIOBHUSX KOHTaKTa C TOJBIKHOU (ha3oil B mHkekTope. COKpalieHne BpeMeH!
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necopOunu 00yCIIOBICHO JOCTOMHCTBAMHU YIOPSA0YCHHON HAHOCTPYKTYpPHI COPOEHTa, a
UMEHHO, JOCTYMHOCTBIO JIsl aHAJIUTOB MPOCTPAHCTBA ME3OTIOP.

Pacmpennem  Bo3MoxkHocTer ~ TOMD  gBusiercas  BapuaHT  OHJIAWH
pOOOIOATOTOBKH C COETUHEHHEM TPYOKH, 3aMIOJIHEHHOW COPOSHTOM, U C BKIIOUCHHEM
B cuctemy razoporo [135, 142] umu xuakoctHoro [136, 137, 143] xpomarorpada (in-
tube solid phase extraction). B Takom BapraHTe IpOOOIOATOTOBKH BasKHA BO3MOKHOCTh
MHOTOKPAaTHOTO HCIoib3oBaHusa. B padore [136] mokaszaHo, uro mocie 6ojee gem 120
aHaMM30B TpyOKa COXpaHAET COPOIMOHHBIE CBOMCTBA C YJIOBJICTBOPUTEIHLHBIMU
METPOJIOTHYECKUMHU XapaKTEPUCTUKAMH ONPEICTICHNS aHATUTOB.

Mampuunoe meepooghaznoe oucnepeuposanue (MTDJ]). OcHOBBI BapuaHTa
mpOOOMOJITOTOBKM € MATPUYHBIM TBEpAO(DA3HBIM AUCHEPTUPOBAHUEM ONMMUCAHBI B
paznene 1.2.1.1. [locnenHue necsTh 1T HAHOCTPYKTYPHUPOBAHHBIE KPEMHE3EMbI HAXOIST
IIMPOKOE PaCHpOCTPaHECHUE B BapuaHTax mpoodomnoarotrosku ¢ MT®D/] [5, 52, 128, 144].
Crowut yka3aTh, 4TO pa3BUTasi HAHOCTPYKTypa KpeMHe3eMoB (ananoroB MCM-41 u SBA-
15) co 3HaYMTENbHON TIIOMIAIbI0 MTOBEPXHOCTH, Y3KUM paclpeeieHneM Me301op o
pa3Mepy OIpeeNsieT JOCTOMHCTBA YKa3aHHBIX COPOEHTOB M MEPCHEKTUBHOCTH HX
MPUMEHEHUS Ha CTAIUSIX MPOOOITOATOTOBKHY MPU aHAIIN3€E PEATbHBIX 00EKTOB MHUIIECBBIX,
dbapmareBTUYeCKUX, XMMHUYECKUX MMPOU3BOJICTB U MPOIYKTOB CEIbCKOTO XO3SIMCTRA.

B paccmartpuBaemom BapuaHTe MPOOOMOATOTOBKH OMPEASISIONIUM (PaKTOpOM
TTOBBIIICHUS TIOJTHOTHI M3BJICUCHUS aHATIUTA SIBJISICTCS TOCTYITHAS BHEITHSS M BHYTPCHHSSA
NOBEpXHOCTh copOeHTa. CopOLMOHHBIE CBOMCTBA YHOPSAIOYEHHBIX KPEMHE3EMOB C
me3onopamu  pasmepoM 34 wm (MCM-41, MCM-48), kak OTMEYEHO BBIIIE,
OTIPEMIETSIOTCS TIPEXkAE BCEro BHEIIHEH MOBEPXHOCTHIO M CJIa00 3aBUCAT OT THUIIA
crpykrypbl [145]. VBemuuenue pasmepa mop mo 5-10 um (SBA-15 u KIT-6) npu
nepexoae OT TEKCAaroHaJIbHOM K KyOMYEeCKOW CUMMETPUH TPUBOAWT K 3aMETHBIM
pa3uyusM  COPOIIMOHHBIX  CBOKMCTB  yNOPSIOYEHHBIX KpemHe3emoB [6]. B
paccmaTpuBaeMoM  Bapuante DD  mpeamonaraeTcs  aacopOmms  BEIIECTB
MIPEUMYIIIECTBEHHO Ha BHelIHel nmoBepxHocTH MCM-41 u MCM-48. [Ins SBA-15 u

aHAJIOTOB C ME30IMOopaMu OOJBIIETO pa3Mepa yAep KHBAaHUE aHATUTOB B 3HAYMTEILHON
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CTETICHU MTPOMCXOANUT Ha COPOIMOHHBIX IIEHTPAX BHYTPH ME30IIOP, YTO CKa3bIBACTCS HA
KHHETHKEe copOruu [52].

BaxxHO yuuTBHIBaTh Tak)Ke€ MEXaHU3M YACP>KUBAHHS BEHIECTB (aICOPOLIMOHHBIMH,
pacrpeaeanuTenbHbIi, HTOHOOOMEHHBIN, SKCKIIFO3UOHHBIA U Ap.). Kaxkaplii ©3 HUX MOXKET
OBITh peaiu30BaH MPHU COPOIMH BEIIECTB C YUYETOM MPUPO/BI (ITOJIIPHOCTH) COPOATOB,
€ro pacTBOPMMOCTH B KOHTaKTHpylomux ¢aszax, cocraBa pactBoputens. M3pneueHue
BEICCTB KJIacCHICCKUMU copOeHTamu, Takumu Kak Florisil PR, alumina-B, AZO u C18,
OCIIOXKHSIETCS] HEBBICOKOW CTEMEHBIO JECOPOIMU AaHAIUTOB C MOBEPXHOCTU TPATUIIUOHHO
WCITOJIB3YEMBIX OKCHJIOB QITIOMUHHUS W CUJIUKAreias C TPUBUTBIMH OKTaICIIHILHBIMHU
rpynnamu [128]. ABropamu padotsl [128] mokaszano, uyto B ciiydae SBA-15 nocturaercs
KOJIMYECTBEHHAs IecOpOIMsl aHATMTOB (CTENeHb U3BJIeueHus coctaBmia 96.8—104%) 3a
CU4€T CIIaboTO CBS3BIBAHUS BEIIECTB C HAHOCTPYKTYPHPOBAHHBIM JTUCTIEPTUPYIOIINIM
MaTepHaJIOM.

Jucnepcuonnas meepoogpasnas sxcmpaxyusi (0-TPD3). Ocobennoctu A-TDD kak
BapuaHTa NpoOOMOArOTOBKM TMpHUBENEHbl B pazaene 1.2.2.2. JlucnepcuoHHas
TBep0(a3Hast IKCTPAKIUS C UCTIOIH30BAHUEM YIIOPSIIOYECHHBIX KPEMHE3EMOB YCIICIITHO
NpUMEHEHA TSI ONPEACIICHUS TOJUIUKINYSCKUX apOMAaTHUECKHX YTIIEBOJOPOJOB B
noa3eMHbIX Bojax [146], deHOMbHBIX COEAMHEHWH B IJIOJaX 3EMJITHHYHOTO JIepeBa
[147], nonmudenosnoB B cokax u cMy3u [58], runmypoBoii 1 METHITHUIIITYPOBOM KUCIIOT B
Mmoue yenoBeka [129] u ap. B pabore [148] onpenensiii KeTOKOHA30JI U BOPUKOHA30J1 B
OMOJOTUYECKUX JKUIKOCTAX MPHU MPoOOomoAroToBke metogom A-TdPD ma MCM-41 ¢
nocieaywmuM  BOXX-MC/MC-onpenenenriem.  Hcnonb3oBaHue Ha  CTaJIUH
POOOTIOITOTOBKM HAHOCTPYKTYPUPOBAHHOTO KpEMHE3eMa MPHU OTHOCHTEIBHO MaIbIX
macce copbenta (m = 20 mr) u oobeme pactBoputens (V = 200 MKi1) MO3BOIUIO
pacHuIMpHUTh AHWANa30H JUHECHHOCTH aHAJIMTHYECKOTO CHUTHAJIA TMPH KOHIEHTPAIUAX
omnpesensieMbix BeniecTB B uutepBaie 0.1-10 mkr/m.

B Bapumante naucnepcuoHHoit T®OD 11 TMOBBINIEHUS CEJIEKTUBHOCTH H
COpPOIIMOHHOW €MKOCTH Hapsily ¢ HOpMajbHO-(a30BbIMU KPEMHE3EMaMU HUCIOJIb3YIOT
cCOpOeHTBl ¢ TPHUBHUTHIMU (PYHKIMOHANBHBIMH Tpynmamu. B paborte [146] SBA-15,

MO,Z[I/I(I)I/ILII/IpOBaHHBII\/'I AMHHOIIPOIINJIIbHBIMH, (I)CHI/IHBHBIMI/I, OKTHWJIbHBIMH 141
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OKTQJCTIMIIBHBIMU TPYIIIaMH, TMPUMEHSCTCS B JHUCIIEPCHOHHONW MUKPOTBEPAO(Da3HOM
HKCTPAKLHH MOJHIMKINYECKUX apOMATHUYECKUX YIIEBOAOPOIOB U3 MOA3EMHBIX BOJ U3
MOHUTOPUHIOBBIX ~ CKBOKHMH  aBTO3alpaBOYHbIX  cTaHuuid.  Mcmosb3oBaHue
HAaHOCTPYKTypupoBaHHBIX copOenTtoB SBA-15-C8 ¢ mocnemyroumum ['X-MC-
OTpPEJICTICHHUEM TI03BOJIIET JOCTHUYh MHHUMAIBHO OIpPEACNIeMbIX KOHIICHTpALUM
agaiuToB OT 0.15 1o 3.0 MKr/11.

Briie otMeueHo, uto B nponeccax TAD cyniecTBEHHOE 3HAYEHUE MOTYT UMETh
KaK pa3Mep Me30Mop, BEJIMYMHA yAETbHON IUIONIAJN MOBEPXHOCTH, TaK U CTPYKTypa
copbenta. B mucnepcuonnoit TMD HaxomauT NpUMEHEHUE HAHOCTPYKTYPUPOBAHHBIN
matepuan KIT-6 (¢ kyOuueckoil CTPYyKTypoOil), CHHTE3UPOBAHHBIA Ha OCHOBE
HeroHorenHoro Temriara Pluronic P123. Cop6ent KIT-6, ¢pyHKIMOHATH3UPOBAHHBIH
aMUHOTpyHnamMu, npuMeHeH [129] mis sKCTpakIuu THIITYPOBON W METHIITHIIITYPOBOM
KUCJIOT W3 MOYM 4YeJoBeKa. J[OMOTHUTEIBbHOE COKpAlIEHWE BPEMEHU HKCTPAKIUU
JOCTUTHYTO aBTOpaMU TIpU  YJIbTPa3BYKOBOM o00paboOTke 3a CU€T YCKOpEHUs
Maccornepenoca u auddy3un aHanuToB nopax copOenta. OTHOCUTEILHOE U3BJICUCHUE
aHAJTUTOB TIpu 3TOM coctaBmiio 99.6-104.0 % [129]. OTkpsIThie KaHAIBI ME30TIOPUCTHIX
kpemHe3eMoB KIT-6 3HaunTENbHO CHUXKAIOT COMTPOTUBJICHUE MAaCCOMEPEHOCY COpOaToB.
ABTopsl padoTsl [129] oTMeuaroT 6osiee BBICOKYIO ckopocTh Auddysun B mopax KIT-6
110 CPaBHEHUIO C IPYTUMHU YIOPSA0YeHHBIMU KpeMHe3eMamu (SBA-15 u MCM-41).

CyuiecTBeHHOE BIIMSIHUE Ha COpPOLMOHHBIE CBOMCTBA KPEMHE3EMOB IpU HX
UCIIOJIb30BAaHUU B BapuaHTax A-Td3 oka3pIBalOT OCOOCHHOCTH MATPHIIBI (TOJIIUHBI
CTCHOK, PacIpeielieHUe U MPHUPOoJia COPOIMOHHBIX IICHTPOB). ABTOpamMu padoThl [58]
CUHTE3UPOBAH ME30MOPUCTHIA KpeMHE3eM ¢ uepBeoOpasHbiMu mopamu (HMS),
MoauduiupoBanabidi oktagenuiacmwianoM (C18). Kpemuezembr tTuma HMS o6nanarot
0oJiee TOJCTHIMU CTEHKaMHU IO cpaBHEHHIO ¢ SBA-15 U, COOTBETCTBEHHO, SIBIISIOTCS
Oosiee CTaOMIIBHBIMH K BO3JCHCTBHIO arpecCHBHBIX cpeln. B pabore [58] mokazana
npuMeHUMOCTh copbenToB HMS B BapuanTax a-Td3 npu u3BieUeHUN MUPOKOTO Kpyra
nourdeHosoB (6osee 20 coeqUHEHUN Pa3IMYHON IPUPOJIBI U CTPYKTYPHI) U3 (PpyKTOBO-
OBOIIHBIX COKOB U cMy3U. [IpuMeHeHHEe HAHOCTPYKTYPHUPOBAHHBIX KPEMHE3EMOB C

OO0IBIION y,HeHBHOﬁ IIomaablo IMOBEPXHOCTHU ME30IIOP Ha CTaAun HpO6OHO,Z[FOTOBKI/I B
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Meroge YBOXKX-MC mno3Boimiia aBTOpaM OCYIIECTBUTH SKCIIPECC-OMPEICIICHHE
BemlecTB (MeHee yeM 3a 10 mun). Mezonopucras crpykrypa HMS obecnieunBaet 6osee
BBICOKYIO MOJHOTY M3BJeueHusa R anamurta (10 99%) no cpaBHEHHIO ¢ KOMMEPYECKHU
nocTymHBIM amopHbIM curkaresieM C18 (s 6opimmHacTBa aHAMTOB R < 50%).

ABropamu pabotel [149] mnoka3zaHo, YTO MPH KJIACCHYCCKOM BapHaHTE
TBEpA0(Pa3HON SKCTPAKIIMKU AHAIUTOB U3 THUMbSHA YIOPATOYCHHBIMU ME30MOPUCTHIMU
KpEMHE3eMaMu C MPUBHUTHIMU Cylb(orpynnamu 0ojiee BBICOKAs CTETEHb M3BICUYCHUS
JIOCTUTaeTCs Ha OJHOPOJHBIX MO paszMmepy vactuiax SBA-15 mo cpasaenuto ¢ HMS
(rekcaroHaJbHBIM ME30MOPUCTHIN KPEMHE3EM C “depBe0Opa3HbIMU’ MOpamMu). YacTuisl
nocJeAHero Oau3ku K cepudeckoi popMe, HO 3aMETHO Pa3IUYAIOTCS MO pa3Mepam
rpaHys, Tak Kak B ycioBusx cuHTe3a HMS He Bcernma ynaercs CHUHTE3UPOBATH
MaTEPHUaJbl C Y3KUM pacipeesieHueM yacTull] no pasmepy. [Ipu 1-TD3, HanpoTus, poct
TIOJIHOTHI M3BJIeYeHUs HaOmomaerca npu nepexoge or SBA-15 (S, = 560 M%) k
ynopsiiodeHHoMy KpemHezeMy HMS ¢ Oonpinelt BeTWYHMHOW yAETBHOW TUIOIIAIU
noBepxHoCTH (Sy; = 710 M?/T).

OnHuM U3 IEPCIEKTUBHBIX HAMPABIEHUN pAaCIIUPEHUSI BOZMOXKHOCTEH BApUAHTOB
nucnepcoHHor TP sBnsieTcs MoaudUKanus ynopsiIoYeHHbIX KPEMHE3EMOB HOHHBIMU
xuakocTsimMu. B padore Cu ¢ coast. [150] npoaeMOHCTpUPOBAHO UCIONIB30BAHUE B [I-
TOD ynopsgoueHHOro ME30MOPUCTOrO KpeMHe3eMa, (PYHKIHOHAIM3HUPOBAHHOIO
UMUIA30JIUEBOM  WOHHOW JKUIKOCTHIO TPH  OMPENEICHUH WHAOIIPOU3BOIHBIX
anm(paTUIECKUX KHUCIOT B >KEHBbIEHE. YKa3zaHHas MOJIu(HKAIUA YIOPSI0YESHHOTO
MaTepuajga  CIOCOOCTBYyeT  Oojiee  TMOJHOMY  HW3BICUCHHIO  a30TCOJACPIKAIINX
TeTePOLUKINYECKUX AHAIUTOB 10 CPAaBHEHHWIO C HCXOJHBIM KpPEMHE3eMOM U
KOMMEPUYECKUMH cOpOeHTaMH, BKIroYaromumu crmkareiab, C18, SCX, MCX, NH,,
Al;0O3 [150]. ObpararotT Ha cedst BHMMaHue Auana3oH JuHerHocTH (0.05-22.5 HI/T) n
npenens ooHapyxeHus (3—8 HI/KT) ¢ cOXpaHEHHEM METPOJIOTUYECKUX XapaKTEPUCTHK
OTpEIeTICHUS 1IeJIEBbIX BEIIECTB MOCIIE MATH LIMKJIOB COPOLIMU—IECOPOLINH.

J1J1s1 TOBBIIIEHUS CEIEKTUBHOCTH (criennuuHOCTH) COpOEHTOB B BapuaHTax TdD
4acTo MPpUOETaloT K MMMOOUIN3aU MOAU(PHUKATOPOB (HApUMeEp, [UKIOACKCTPUHOB).

B paGore [147] ommcaHO HmpUMEHEHHE THOPUIAHBIX ME3OMOPHCTBIX KPEMHE3EMOB C
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KPYIHBIMH ~ TOpamMH,  (YHKIIMOHAIM3UPOBAHHBIX  [-IIMKIOAEKCTPUHOM, IS
JTUCTIEPCUOHHON TBEep0(a3HON IKCTPAKIUHU MOTU(PEHOIOB U3 IJIOJOB 3eMIISTHUYHOTO
nepeBa. ABTOpBI YKa3bIBalOT Ha MpeuMyllecTBa BapuaHta JO-1d3 mo cpaBHEHUIO C
Kiaccnyeckod  TDD, B TOM  yuciae  Omarojmapss — WCIOJIB30BAaHUIO  [3-
UKJIOACKCTPUHGYHKIIMOHATU3UPOBAHHOTO ME30IOPHUCTOTO KpeMHe3ema.
[IpoGonoaroroBka ¢ yKa3aHHBIM COPOEHTOM TO3BOJISIET CYIIECTBEHHO IOBBICUTH
CTEIECHb M3BJICUCHUS OmpenessieMbiX coequuenuil (10 73—102%) 13 CI0KHBIX MaTpuIl
[147].

Kak oTMeueHO BbllIe, YACTHBIM CIIydaeM AUCIEpCHOHHON TDD sBiseTcs MeTox
QUECHhERS, B k0TOpOM IOCIIE KUIAKOCTHOM IKCTPAKIUHU U JI- TDD 17151 TeTeKTUpOBaHUS
UCTIOJIb3YETCS Ta30Bask MJIM JKUAKOCTHAsT XpoMmaro-macc-criekrpomerpus [151, 152]. 3a
Cu4€T BBICOKON YYBCTBUTEIHHOCTH ACTEKTHPOBAHHS B psAe CIydaeB He Tpelyercs
UCHIapEHUE PACTBOPUTENIS JIJIS JOMOJHUTENBHOIO KOHLIEHTpUpOBaHus IpooOsl. B pabote
[152] paccmotpensl ocobenHocTH Moaudukanuu SBA-15 n npumenenus B 1-TDD npu
OTIpEICTICHUH MOIUXJIOPUPOBAHHBIX TU(GEHUIOB U MTOJIMAPOMATUYECKUX YTICBOIOPOIOB
B KITyOHHKE. Kpemuesemsl C MIPUBUTHIMU rpymniamMu N-[3-
(TPUMETOKCHUCHIINI ) IPOITUII |aHUITMHA (SBA-15-AN) MTO3BOJIAIOT YIIy4LIUTh
cooTHomieHne curHan/mym Ha 20% 1O CpaBHEHHIO C KOMMEPYECKH JOCTYITHBIM

copoenToMm PSA (TiepBUYHBINA/BTOPUYHBIA aMUH), HanOOJee 4YacTO MPUMEHSIEMBIM B

merone QUEChERS [152].

3akiouenue K Jlureparypuomy 00630py

[TonudeHombHBIC COEIMHEHHUS SIBJIISIOTCSI [ICHHBIMH KOMITOHEHTaMH
PACTUTENIBHOTO CBIPbSI, MMOCKOJIBKY 00Jaal0T BBICOKOW OMOJOTMYECKON aKTUBHOCTHIO
(mpexzme Bcero, aHTUOKCHUIAHTHBIMU cBoicTBamu). Ompenenenue (HJIaBOHOUIOB
BKJIFOYAET MPEIBAPUTENHHYIO TIOJITOTOBKY MPOO JIJIst U3BJICUCHUS aHAJIMTOB U3 MATPHUIIBI
W YCTPAHEHHS] MEIIAIOIIET0 BJIMSHUS MPUMECEH Iepesl MOCIEIyIOIUM OIpeeIeHueM
(UBUKO-XUMUYECKUMHU METOJIaMU aHaIHn3a. B HEKOTOPBIX Cilydasx HEOOXOIUMO TaKXKe

MPOBEICHUE KOHIEHTPUPOBAHUS. YUET O0COOEHHOCTEeW o0paslia W CBOWMCTB aHAJIUTOB
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MO3BOJIAET BHIOMpaTh Hanboliee MOAXOASIMINNA BapHaHT MPOOOIIOATOTOBKU U TOCTUTATh
BBICOKOM TOYHOCTH, YyBCTBUTEIBHOCTH M BOCIIPOM3BOAMMOCTH aHaiau3a. OTMEYeHo, 4T
Mmesonopuctbie aHagoru MCM-41 u SBA-15 mMoryT mo cpaBHEHHUIO C TPAIUIIMOHHBIMU
kpemHezeMamu (Hampumep, C18), moauMepHBIMH COpPOEHTaMHU JAEMOHCTPUPOBATH
MPEUMYIIECTBA MAJIbIX 00Pa3ll0B U KOJUYECTB COPOCHTA, HU3KUHN PacXo paCTBOPUTEIS
JUTSI DITIFOUPOBAHUS U BBICOKYIO A (DEKTUBHOCTH AKCTPAKIIMH.

Kak B kiaccuueckoMm, Tak U COBPEMEHHBIX BapuaHTax TdD, OodbIIyI0 pOJb
UTpAlOT HAHOCTPYKTypa cOpOeHTa, €ro yjAejlbHas IUIOMAAb MOBEPXHOCTH U
pacnpeneneHue COpOLMOHHBIX LEHTPOB MO TMOBEPXHOCTH (B TOM YHCIE BHYTPH
mezonop). Ecau crpyktypa TBepaodazHoro Marepuaiia (€€ THUI U CTENEHb
YIOPSA0YEHHOCTH) OMNpeAesieT KUHETHYECKHME OCOOCHHOCTH COpOLMU aHamuTa
(cmocoOCcTBYyeT HM3MEHEHHIO 3()(PEKTUBHOCTH COPOLIMOHHOTO KOHILIEHTPUPOBAHUS B
JUHAMHYECKUX YCIIOBUSX), TO YJelibHas IOBEPXHOCTh KpEMHE3eMa BIMSIET Ha
COPOILIMOHHYIO EMKOCTbh, BO3MOKHOCTh BapbUPOBATh padOUnii 1Mana3oH KOHUEHTPALM I
aHanuta. B CBA3M C TEM, UYTO MOAXOJ HCIOJIb30BAHUS HAHOCTPYKTYPUPOBAHHBIX
MaTepuasioB B BapuaHtax TdD sBnseTcs HOBBIM, B JUTEpaType MPAKTUYECKH HE
paccMaTpHUBAETCS UX IPUMEHEHUE MPU BbIJIEJICHUU, KOHLIEHTPUPOBAHUU, 1 OIPEJICTICHUN
noau(eHONbHBIX BemlecTB. VIMeTcss JuIllb HEMHOTOYHCIEHHbIE paboThl IO
UCIIOJIb30BaHUIO ME30MOPUCTBIX KPEMHE3EMOB B IpoOIeccax COPOLMOHHOTO U

xpoMarorpaduueckoro pasnueneHus (HJaBOHOUIOB.
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I'maBa 2. JkcnepuMeHTAIbHAS YaCTh
2.1 O0BeKTHBI HCCJIeT0BAHUS

2.1.1 ®aaBoHOMABI

B xauecTBe 00BEKTOB UCCIEA0BAHUS UCTIOIB30BATUCH MOIU(PEHOIbHBIC BEIIECTBA,
MpUHAICKAIIHE K pa3HbIM noArpynmaM ¢uraBonousoB: kBepietuH (OO0 «Katpocay,
Poccust), nurunpoksepuerur (OO0 «Takcudomus», Poccus), pytun («Acros Organicsy,
benbrusi) u wapunrun («Sigma-Aldrich», ['epmanus) kBanupukanuu «4UCTHIE IS
ananuza» (puc. 2.1.). HexoTopbie (U3MKO-XMMHUYECKHE CBOMCTBA pPacCMaTPUBAEMBIX
dbnaBoHOMI0B mpuBeneHbl B Tabimuue 2.1. Ksepruetun sBiusercs HaumOolee
pacrpocTpaHeHHBIM (DJIaBOHOUOB, OTHOCUTCS K TpyIie (JIaBOHOJOB, aruKoH. PyTun

— I''IMKO3KW/J] KBEPUCTHHA.

OH O OH O
JIMruapoKBepueTuH
Ksepuernn (2S,3S)-2-(3,4-muruapoxcudenmn)-3,5,7-
(2-(3,4-murunpoxcudennn)-3,5,7- TPUTUAPOKCU-2,3-TUTUAPOXPOMaH-4-0H
Tpuruapokcu-4H-xpoman-4-oH)
i OH

OH

OH
0]
O HO 0 O
7 i i - = OH O
OH

OH O HO
HOH?'C O OH
HO

o Hapunrun
(7-[[2-O-(6-neoxcu-a-L-mannonupanocun)-p-D-
TIIFOKOTUPAHO3MI|-OKCH |-2,3- TUTHUAPO-5-
ruapokcu-2-(4-ruapokcudernn)-4H-1-
OeHzonupaH-4-0H))

Pyrun
(2-(3,4-guruapokcudenmn)-5,7- TUTHIPOKCH-
3-[a-L-pamuonupanosuin-(1—6)- B-D-
TTFOKOMTUPOAHO3MIOKCH |-4H-XpomaH-4- 0H)

Puc. 2.1. CtpykrypHbie hopMyibl (pI1aBOHOUIOB.
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Tabnuma 2.1
HekoTtopsie GU3MKO-XUMHUYECKUE XapaKTEPUCTUKH (PIIABOHOUIOB
O6BeM MuHUMATBHBIN
MousipHas 51
Ban-nep- .
HazBanue Macca, logP PKa MaKCHMAaJIbHBIN
Baannbca,
T/MOJTb A3 MIPOCKITMOHHBIC
paguycsl, A
6.38 42
Ksepuerun 302.24 2.16 7.85 230.7 '
7.5
8.63
7.74 48
Huruapoksepuerun | 304.25 1.82 9.00 246.1 '
7.0
9.61
6.37 6.0
PyTtun 610.50 -0.87 7.96 500.5 '
9.0
8.56
8.58 6.5
Hapunruu 580.53 -0.16 9.47 490.6 16 4
12.10 '

*PaccumTaHbl C HCIOB30BaHUEM IIporpaMmMHoro odecrieuerus Marvin Sketch (ChemAxon).

Bri6op ¢daBOHOMIOB B KadyecTBE OOBEKTOB MCCIENOBaHUS OOYCIOBIEH HX
BBICOKOW OWMOJIOTMUECKON aKTUBHOCTBIO U PACIPOCTPAHEHHOCTHIO B MPUPOJAHBIX
oOBpekTax. BaxkHol 3a7adeil SIBISETCS COBEPIIICHCTBOBAHUE METO0B IIPOOOOATOTOBKH
JUIS YIYYIICHUST METPOJIOTHYECKUX XapaKTePUCTUK ONpeeieHus Moau(EeHOIbHBIX

COGI[I/IHGHI/Iﬁ B CJIOKHBIX MAaTpulax.

2.1.2 KopuuHble KHCJIOTbI

[Ipu u3BIEUEHUH LIETEBBIX KOMIIOHEHTOB U3 PACTUTEILHOIO ChIPhSi BMECTE C HUMU
HKCTPArupyroTCs U MHOTHE Apyrue coeauHeHus. B pabote mpoBomwiu copOLMOHHOE
KoHIIeHTpupoBanue ¢raaBoHonm0B M KopuuHbIX KuciaoT (KK). PaccmarpuBamu KK ¢
pPa3HbBIM YHCIOM THAPOKCUIBHBIX TPYNI KBATU(UKAIUU «XUMHUYECKH UHCTBIE»:
KOpPUYHYIO, M-KyMapoBylo U kodeitnyto (puc. 2.2). HexkoTopsie (pu3nMKo-xuMudeckue

CBOMCTBA KOPUYHBIX KUCJIOT MPUBEICHBI B Tabuie 2.2.



o1

OH OH
HO

Kopuunas kuciaora

n-KymapoBas kucjiora
((2E)-3-enunnmporn-2-cHoBast)

((2E)-3-(4-ruapokcudeHm)mpor-2-eHoBas )
O

H
9 N OH

HO

Kodeiinas kuciaora
((2E)-3-(3,4-aurumpokcudeHun)npomn-2-eHoBasi )
Puc. 2.2. CtpykrypHble GOpMYyIIbl KOPUYHBIX KUCIIOT.

Tabnuma 2.2
Hekoropbie GpU3NKO-XUMHYECKUE XapAaKTEPUCTUKU KOPUYHBIX KHUCIIOT
Ha3zBanue Mounsipnast | logP PKa O6Bem MuHuManbHBINA
Mmacca, Ban-nep- 51
I/MOJIb Baansca, MaKCHMaJTbHBIN
A3 IPOEKIIUOHHBIE
pamuychl, A
Kopuunas 148.2 2.14 4.32 136.2 3.4
KHCJIOTA 5.8
n-KymapoBas 164.2 1.83 3.81 144.6 3.4
KHUCJIOTa 9.51 6.1
Kodetinas 180.2 1.53 3.45 153.0 3.8
KHCJIOTa 9.28 6.1

*PaccumTaHbl C HCIOB30BaHUEM IIporpaMMHoro odecrieuerus Marvin Sketch (ChemAxon).

2.1.3 AckopOnHOBasi KHCJI0TA

B kadecTBe 00BEKTa aHANIM3a PacCMATPUBAIM TaK)KE aCKOPOMHOBYIO KHCJIOTY
(AsCA) kBamduKaIMKM «IUCTHIA TS aHaau3a» (puc. 2.3). MonsgpHas Macca COCTaBIIsIeT
176.12 r/monb, koahduituert pacnpeaencaus logP — 1.5, koHcTaHThI quccorranuy pKa

—4.16 m 11.19.
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Puc. 2.3. CtpykrypHas popmyiia aCKOpOMHOBOU KHCIIOTHI.

2.1.4 Ynopsiio4eHHbIe KPeMHe3eMbl

B nacrosmeil pabote paccMaTpuUBalId YHOPSIOYEHHBIE KPEMHE3EMBI C pa3HbIM
pasMepoM Me30mop U TUIOM CTpYKTyphl (aHanoru MCM-41, SBA-15, KIT-6, puc. 2.4,
tabn. 2.3). Ocoboe BHUMaHUE yJeiaeHO copOeHTaM, aHanoram SBA-15, mis KOTOphIX
XapakTepHa OoJjiee BBICOKas CTa0MJIBHOCTh, a TaKXe BO3MOKHOCTh BapbHpPOBAHUS

CBOMCTB B IIPOLCCCC 30JIb-T'CJIb CUHTC3a.

' 8 /

Ay

| i-: ; B
a) ) L & S8

Puc. 2.4. CTpyKTypsl yIOPSIAOUYEHHBIX ME30IIOPUCTBIX KPEMHE3EMOB

Tabmnura. 2.3

OO6m1as XxapaKTepUCTUKa YIOPSI0YEHHBIX KPEMHE3EMOB

Pa3zmep
Kpemuezem Temmuat Tum cTpykTypHI ME30110p, HM
MCM-41 BpoLIA 2-10
LETUITPUMETUIAMMOHUS | reKCcaTOHAIBHAS
SBA-15 Briokcononumep 4-15
KIT-6 Pluronic P123 KyOuJeckas
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[TomydyeHue ymopsaoueHHBIX ME30MOPUCTHIX KPEMHE3EMOB IMPOBOIMIA METOIOM
30JIb-T€JIb CHHTE3a C THUApPOTepMalbHON 00paboTkoit [75]. B HacTosmieit pabore B
KauyecTBE  IMa0JIOHAa  HCIOJNB30BAIM  TPUOJIOKCOMOIUMEDP  MOJMITHICHOKCHU-
nosmnponmieHokeua-moamITiiIeHokeuaa (EO)20(PO)70(EO)2 Pluronic P123 (Sigma
Aldrich, T'epmaHusi) ¥ KATHOHHOC IIOBEPXHOCTHO-aKTHBHOE BEIIECCTBO OPOMH/I
neruntpuMerwiammonust (Panreac). [l ¢dopmupoBaHus MaTpullbl KpeMHe3eMa —
KOJUIOUIHBIN 1miesiouHoi pactBop SiO; ¢ Toprooi mapkoit Ludox HS-40 (Cepus MS,
MC) um Tterpastokcucmian (TDOC, o6pazenr ST). PacmmdpoBka o0o03HaueHUMH

CUHTE3UPOBAHHBIX TBEPAO(]PA3HBIX MaTepPUAIOB NMPUBEICHA B Ta0I. 2.4.

Tabnuua 2.4
O603HaueHNs] CHHTE3UPOBAHHBIX KPEMHE3EMOB
JlobGaBku
O6o3HaueHne Tun kpemHezema [Ipexypcop (h1aBOHOUIOB
P CHHTE3€

MC-T T20C

ananoru MCM-41
MC1 Ludox-HS-40
MS-T TS0C -
MS1

ananoru SBA-15
MQSX KBEPLIETHH
MDQS1 L udox-HS-40 JTUTUIPOKBEPLETUH
MK1 ananor KIT-6
SA HEYIOPSAI0YCHHBIN -

CHJIMKAreyib

Cunmes copbenmos, ananocos SBA-15

Amnainioru SBA-15 nony4anu B KUCJIOM cpejie ¢ UCTIOIb30BaHUEM OJIOKCOTIOJIMMEDPA
Pluronic P123 B kauectBe Temruiara. HaBecky nenonorearoro ITAB pacTBopsiii B Bojie
c nob6aBkoi cosssHoM kucnotel npu T=40°C (pactBop A). B apyroit eMkoctu mnpu
HarpeBanuu 10 60°C monydanu pacTBOp CUJIMKAaTa HATPUSI CMEIICHUEM KOJUIOWIHOIO
pactBopa SiO, Ludox-HS-40 u runpokcuna Hatpus (pactBop b). Tlo xamism BHOCHIIH

pactBop b B pactBop A. MoJIbHOE COOTHOIIIEHUE KOMIIOHEHTOB B PEAKIIMOHHON CMECH

cocraBuiao 1.0 SiOz: 0.005 P123: 1.8 HCI: 1.7 NaOH : 70 H,O (o6paszenr MS1).
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[Tonyuennyro cmech nepememmBaiu npu T=40°C B Teuenue 2 wyacoB. Ilocne
dbopMupoBaHUS 305 TMEPEHOCWIM  TIOJIy4YeHHbIE CMECH B  aBTOKJIAB  JUIs
THAPOTEPMAIBHOTO CHHTE3a, KOTOpbIii BbyaepxkuBanmu 16 4 mpu T=100°C. O6pa3zubl
buIbTpOBANIH, MOCIEOBATEIFHO MPOMBIBATIN TUCTHILTUPOBAHHON BOJIOI M 3TaHOJIOM C
700aBKOM COJNSTHON KUCHOTHI. [locne BrICymIMBaHUS KPEMHE3EMOB MPOBOIUIA OTXKUT B
mydenbHoi neun npu T=550°C B Teuenue 3 u.

Cunmes copbenma, ananoea SBA-15, ¢ ucnonvzosanuem mempasmoxcucunana

PacTtBOop A TOTOBWJIM Kak OMUCAHO MpH cuHTe3e kpemHezema MS1. JloGasmisuu
TETPAITOKCUCHUIIAH VISl TOJYYEHUS PEAaKIIMOHHOM CMECU C MOJIBHBIM COOTHOIIEHHEM 1,0
SiO, (T20C): 0.016 P123: 0.91 HCI: 190 H,0. [lanbHeiiime STamnbl CHHTE3a IPOBOIUIN
aHanoruaao obpasmy MS1. [Tomydennsiit kKpeMHe3em o0o3Hadanmn kak MS-T.

Cunmes copbenmos, ananoeos SBA-15, 6 npucymemesuu ¢pragonoudos

Cunre3 copOEHTOB B MPUCYTCTBUU KBepreTuHa (Quer) u JUTHIPOKBEPIETHHA
(dhQuer), kak TOTEHIIMATILHBIX AHAJIUTOB, TPOBOIMIIA aHATIOTUYHO o0pasiy MS1. [lepen
CMEIIeHNEM pacTBOPOoB A U b BHOCHIM 3TaHOJBHBIN pacTBOpa (hJIaBOHOMIA B PACTBOP
osokcononumepa Pluronic P123. MoabHOE COOTHOIIIEHME KOMIIOHEHTOB B PEAKLIMOHHOM
cmecu coctaBmwiio 1.0 SiO,: 0.005 P123: 1.8 HCI: 1.7 NaOH : 70 H,0 : X ¢naBonowux : y
EtOH (tabn. 2.5). CootHomicHus (JIAaBOHOMIOB W 3TaHOJA BBIOUPATM C YYETOM
CTpyeKkTypooOpaszoBanusi Oyiokcormonumepa Pluronic P123 mo gaHHBIM TUHAMAYECKOTO
paccesinus cBeta (pasaen 2.2.2).

JIist  XapakTepUCTUKM  CHHTE3UPOBAHHBIX  KPEMHE3EMOB  PaCCUUTHIBAIU

UMIIPUHTUHT (pakTop 1o ¢popMmyie:

Qumis
IF = : (2.1)
Qnis
rie Qwis 1 Quis — ToJiHas JuHAMHYECKas COpOIMOHHAsE €MKOCTh KpeMHe3eMma,

CUHTE3UPOBAHHOTO B MPHUCYTCTBUM (JIaBOHOMA U HEMOAU(PUIIMPOBAHHOTO COPOCHTA
(MS1), cooTBeTcTBEeHHO. Y IajieHue KBEpIETHHA M OJIOKCOMOJIMMEpPA U3 MOp CopOeHTa
MPOBOJIMIIM MTOCJIEIOBATEIBHO IKCTPAKIUEN TUCTUIUTMPOBAHHON BOJI0H, 3aTeM 70%-HbIM
ATAHOJIOM, TTOJKUCIICHHBIM COJITHOM KucioToi. Jlanee omkuramm obpasisl mpu 550 °C,

IIpHU 3TOM BMECTC C 6J'IOKCOHOJ'II/IMCp0M N3 MC30I10Pp yAaJIAJICA (bJ'IaBOHOI/II[.
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Tabnuua 2.5
MoJtbHBIE COOTHONICHHSI KOMIIOHEHTOB B PEAKIIMOHHON CMECH IIPH CHHTE3€ COPOCHTOB,

anaigoros SBA-15

CopOent X y
MS1 0 0
MQSO0 0
Ms1 1.0-10* (Quer) 04
MQS2 1.3
MQS3 2.0
MQS4 0.2-10° (Quer)

MQS5 5.0-10* (Quer) 0.4
MDQS1 1.0-10"* (dhQuer)

Cunmes copbenma, ananoea KIT-6

[Monmyyenne anamora KIT-6 (MK1) mpoBoammu momoOHO kpemHe3emy MSL.
[lepexon rekcaroHalbHON CTPYKTYpbl Me3o(asbl Oyokcomomumepa Pluronic P123
NPOUCXOTUT B MPUCYTCTBUM OyTaHona-1 [88]. MoibHOE COOTHOIICHNE KOMIIOHCHTOB
npu cunTe3e coctaBuiio 1.0 SiO,: 0.005 P123: 1.8 HCI: 1.7 NaOH : 70 H20 : 2.0 BuOH.

Cunmes copbenma, ananoca MCM-41

Ananoru MCM-41 nonyuanu B mpucyTcTBuu kKatuoHHoro IIAB — Gpomuga
neruitpumeruiaMmmonus (LITAB) B menounoit cpene. Cunres MC-T npoBogmnu u3
PCaKIMOHHON Cpefibl ¢ MOJIbHBIM COOTHoIIeHHeM KoMioHeToB 1.0 SiO, (TD0OC): 0.2
LTAB: 21 NHiz: 50 C;HsOH: 475 H,O MonbHOE COOTHOIIEHHE KOMIIOHEHTOB IMPHU
cunresze oopaszna MC1 cocrasuio 1.0 SiO; (Ludox-HS-40): 0.005 P123: 1.7 NaOH : 70
H.0.
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2.1.4.1 Moauduxanus ynopsiio4yeHHbIX Me30MOPHUCThIX KPeMHe3eMOB

TPUMETWIXJTOPCUHITIAHOM

Moaudukainio ynops104eHHbIX KPEMHE3EMOB OCYIIECTBIISIIA B COOTBETCTBUU CO
CXEeMOM, mpuBeIeHHON Ha pucyHke 2.5. [lepen moaudukaimueir ak THBUPOBAIN COPOCHTHI
Uil yAaslieHus (QU3MYecKd afcopOMpOBAHHOM BOABI B CYIIWJIBHOM IIKadQy MpHU
temmneparype 120 °C B Ttedenue 3 4. 2.0 T copOeHTa MOMEIIAId B KOHUYECKYIO KOJIOY
emkocThio 100 mi. [Jo6asmsiu 0.035 r ummumazona B kadecTBe Kataiuzartopa, 0.4 mi
TpuMeTHiIxjIopcuiiana, 80 mi xjaopodopma. Kondy ocrasisiiiu Ha 30 yacoB B TepMoOCTaTe
(25 °C) na 30 yacoB. KpemHeseMsbl iepeHocHIM Ha OymMakHbIe GUIbTPhI. [ ynaneHus

MEMIAIOIUX MPOJIYKTOB PEAKIIMU U CIIEIOB KaTalau3aTopa NpOMbIBaIu copOeHThl 80 M

xJjiopodopma.
lo) ?HS (o) CI:HS
—:Si-O—H Cl—Si-CH, —:Si—O—S|i—CH3
o o
CH

—Si-0—H " B . si-0-H CHs
X CH, of il
—Si-0—H | —Si-0—Si—CH
o CI—Si~CHy & ! g
—:Si-O—H CHs —:Si-O—H GHy

o o

Puc. 2.5. Cxema MomuduKanuu KpeMHE3EMOB TPUMETHIIXJIOPCHUIIAHOM.

2.2 Meroauku aHa/M3a
2.2.1 CnekrpodoTomeTpuyecKoe onpeaeaeHue mojau(eHoabHbIX COeTUHEHN I

2.2.1.1 Onpenesienne p1aBOHOMI0B B HHIANBHAYAJIbHBIX PACTBOPAaX

KonnenTpanuio noaupeHoIbHBIX COEAMHEHUN B paCTBOpaxX OMPEAeIIsiIi METOI0M
criekrpodoTomepun. CIeKTpbl PETUCTPUPOBATH Ha criekTpodoTomeTpe «Shimadzu UV-
1800» (SAnonus). dnuua ontuueckoro mytu coctasisuia 0.30 umm 1.0 cM. B kavecTBe
pacTBopuTeNiel HCIONb30Baau aneToHuTpui (KoMmoHeHT-peakTuB, 0c000 YHCTHINH,
Poccust), aTaHon u metanoa. OCHOBHOM CTaHAAPTHBIN pacTBOp (PIaBOHOUIOB TOTOBUIH

10 HAaBECKE, B3SITOM HA aHAIUTHYECKUX Becax ¢ TouHocThio 0.0002 T.
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Maccy HaBeCKH PacCUHTHIBAIH 110 POpMYIIe:
m=c-V-M,
rie M — Macca HaBeCKH, T; C — KOHIeHTpanys ()IaBOHOMIA B PacTBOpe, MOJb/am>; V —
00BeM pacTBopa, 1m°, M — MonspHas Macca (IaBoHOU A, T/MOIb.

Jlis  TOCTpOeHUs TPaTyHpOBOYHOM 3aBHCHMOCTH ONTHYECKOH IJIOTHOCTH
pacTBopa OT KOHIICHTpaluu (JIaBOHOMAA TOTOBHJIM CEPHIO  PAcTBOPOB  C
koHuenrpamuamu ~ 0.5-10°-5.0-10°  moms/nm®.  OnpenencHue  KOHLIEHTpALUH
(1aBOHOMZOB B pacTBOpPE MPOBOAMIN METOJOM BHEIIHHUX CTaHAapTOB. PaBHOBecHBIE
KOHIICHTpAMHU (JIABOHOUIOB PACCUMTHIBAIH IO (hopmyIie:

c=A/lg,
e C — KoHIeHTpanus (IaBOHOUIA B PACTBOPE, MOIL/IM®; A — ONTHUYECKAs IIIOTHOCTS;
| — ToNmMHA MOIJOMIAIOMIETO CJOS;, € - MOJIAPHBIA KOI(PQPHUIMCHT TMOTIOIICHNU,
IM3-MOJB-CcM ™.

Meton cnekrpodoToMeTpun, oO0magas BBICOKOW BOCIPOM3BOAMMOCTBIO |
YyBCTBUTCIHLHOCTBIO, OOYCIIOBJICHHOW BEJIIMYMHAMH MOJISIPHBIX  KOA(PPHUIIMESHTOB
CBETOIOIIIONIEHHS] PACCMATPUBAEMBIX BelIecTB mopsaka 10%, mo3Bosiser mpoBOauTH
ompeneneHue  (JIABOHOMJIOB  C  yIOBJICTBOPUTEIBHBIMH  METPOJIOTUYCCKUMHU

XapakTepucTrukamu (tadi. 2.6).

TaOmuma 2.6
AHaITUTHYCCKHE XapaKTEPUCTUKH OTPECIICHHS (PIIAaBOHOUIOB B alleTOHUTPHIILHBIX

pacTBOpax METOJIOM CIEKTPOHOTOMETPUHN

8'104, Cmin’loe,

Bermectso Amax, HM am3-momp oM > MOJIB/JT

255 0.205 0.05 1.5
KBepuernn

367 0.208 0.03 1.4
JuruipokBepueTHH 287 1.78 0.03 0.9
Hapunrun 282 1.72 0.02 0.8

255 2.15 0.05 1.4
Pytun

355 1.86 0.04 2.0
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230 280 330 380 430

A, HM

Puc. 2.6. YO-criekTpbl NOTJIOMIEHUS YJIEKTPOMArHUTHON YHEPTUU alleTOHUTPUILHBIMU
pactBopamu ¢uiaBoHou10B (C=0.07 Mmonb/n): 1 — KBepIEeTHH, 2 — AUTUIPOKBEPIICTHH,
3 — HApUHTUH, 4 — PYTHUH.

2.2.1.2 Onpenesienue noJindpeHoJbLHbIX COeTMHEHUI P COBMECTHOM

NPUCYTCTBUM

Onpez[eneHHe BCHICCTB IIPU COBMCCTHOM IIPUCYTCTBHH OCHOBAHO Ha 3aKOHC
AAIUTHUBHOCTH ONTUYECKON MIOTHOCTU. OnTHdecKkas IJIOTHOCTh CMECH BECIICCTB AA, HE
BSaHMOHeﬁCTBYIOMHX Apyr € ApyroM M norjiomarommnx 3JICKTPOMAarHuTHOC U3JIYUYCHUC

IIPY IJTUHE BOJIHBI A, OTIPEIEISETCS BEIPAKCHUEM:

=2A?=lzéfcl,
i i

rie A’1 g’lcll — mapiyanbHasi ONTHYECKas IJIOTHOCTH I-T0 BEIIECTBA; & — MOJISIPHBIN
KO3 GUITUEHT MOTJIOMIECHHUS I1-T0 BEIIEeCTBA; Cj — KOHIIEHTPALUS I-TO BEIIECTBA.
KonnuecTBeHHBIN aHalnW3 CMECH JBYX BEIIECTB C HM3BECTHBIMU MOJSIPHBIMU
ko3 duLIeHTaMH MOTJIOMIEHUSI BBIpAXKAETCs B ypaBHEHUSIX DupopaTa:
At = 31 el + 52 eyl

Atz = cll + 52 20yl
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Pemenns cucremsl ypaBHEHU UMEIOT BUJL:

At egll
A%z ggzl 5;12/1’11 — gglAlz
NPT CRARETA]
ggzl ggzl
gfll AM
_ ele Atz B gflAAZ — gsz’ll
€2 = 8111[ g/;ll - (6‘1118;2 . 81128;11)[
ggzl 8§2l

B kadecTBe aHAIUTUYECKHUX BI:I6I/IpaHI/I JJIMHBI BOJIH, ITPW KOTOPBIX AOCTHUTAIOTCA

Ny Ai A
MAaKCUMAaJbHbIE 3HAYCHUsA PA3HOCTEU 51‘ — gzl. MopaenpHBEIE CMECH TOTOBHIIH

pa3baBlIcHHEM CTaHIAaPTHBIX PacTBOPOB ()IABOHOMIOB ¢ KoHueHrtpanuen 0,5-107
MoJb/nme. B cilydae cHCTEMBI KBEPIETHH — HAPUHTUH AHAJIUTUYECKHUE JUIMHBI BOJH
COBNANAIOT C Amax HHIWBHUIYAIbHBIX pPAcTBOPOB (raBoHOMAOB (282 u 367 HM,
COoOTBETCTBEHHO). [lpum ompeneneHnn KOHUEHTpaluii B OMHApHBIX PacTBOPAX

KBEPIIETHHA M PYTUHA QHAJIUTUYECKHE JJIMHBI BOJH BBIOMpAIA MO MaKCUMAaJbHBIM
pa3sHOCTAM gﬁilt — géiller.

B pabote wuccienoBanu OWHApPHBIE AllEeTOHUTPUIIBHBIE PACTBOPHI KBEPLIETHH-
HAPUHTUH U KBEPUETUH-PYTUH. JlMama3oH KOHIEHTpaluil moJu(eHOI0B HAXOIUIN B
COOTBETCTBHUH C BETUIMHOW MOJISIPHOTO KO3 (HUIIMEHTa CBETOIMOTIIONICHHS B TIPEIeiax
JUHEHHOCTH TPaayMpOBOYHOrO0 Tpaduka WHAMBUAYATbHBIX BemiecTB. OIleHKa
MPaBUJIBHOCTH W BOCIPOU3BOJUMOCTH TIPOBOJMIACH B COOTBETCTBHH C METOJIOM
«BBeJcHO-HaMaeHo». Kak BumHo wu3 T1abmmiy 2.7 m 2.8, BO BCeM JHalia3oHe
paccMaTpUBaEMbIX KOHIIEHTPAIMM OTHOCUTENbHAS TIOTPEIIHOCTh OIpPEACIICHUS He
npesbimaer 10%. PaccunTaHHble METPOJIOTMYECKUE XAPAKTEPUCTUKU TO3BOJISIIOT

HCIIOJIB30BaTh CIEKTPOPOTOMETpHUIO B BapuaHTe Mmetona Dupopara mist oOpabOTKU

PE3YNBTATOB IO COPOITMOHHOMY Pa3eIeHHIO (hJITaBOHOHIOB.
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Tabnuua 2.7

XapaKTepI/ICTI/IKI/I OIIpCACIICHNA KBCPLUCTUHA 1 HAPUHTHHA ITPU COBMCCTHOM

MPUCYTCTBUU B all€TOHUTPUIIBHBIX PacTBOpax™

c-10°, mob/m,

c-10°, monb/m,

CooTHOIIIEHHE BermiectBo . Aclc, %
BBEJICHO HalIeHO
11 KBEPIICTHH 7.00 7.04+0.05 0.6
HapUHTHH 7.00 6.66+0.05 4.8
11 KBEPIICTHH 3.50 3.58+0.03 2.3
HapUHTUH 3.50 3.66+0.04 4.6
91 KBEPILIETUH 7.00 7.21+£0.05 3.0
HapPUHTUH 3.50 3.44+0.03 15
E.q KBEpLETUH 3.50 3.34+0.03 4.6
HapUHTHH 0.70 0.67+0.02 4.7
101 KBEPUETHUH 7.00 7.14+0.04 2.1
HapPUHTUH 0.70 0.69+0.02 1.6

* AHATUTUYECKHE TUHBI BOJTH — 282 (Amax HApUHTHHA) ¥ 367 HM (Amax KBEpPIIETHHA).

Tabauma 2.8

XapakTepUCTUKU OIIPEAECIICHNS KBEPLETUHA U PyTHHA IIPU COBMECTHOM

MPUCYTCTBHUH B allETOHUTPUIILHBIX PacTBOpax™®

c-10°, mop/m,

c-10°, monb/m,

CootHomienue |  BemiectBo BBEIEHO HatieHo Aclc, %
11 KBEpILETUH 7.00 7.2610.04 3.7
pPYTHH 7.00 6.72+0.05 4.0
11 KBEPIICTHH 3.50 3.62+0.03 3.4
pPYTHH 3.50 3.35+£0.04 4.3
21 KBEPLIETUH 7.00 7.14+0.04 2.1
pPYTHH 3.50 3.54+0.02 1.3
£.q KBEpIETUH 3.50 3.64+0.03 4.0
pYTUH 0.70 0.68+0.02 3.0
101 KBEPIICTHH 7.00 6.88+0.06 1.6
pyTHH 0.70 0.65+0.02 7.3
* AHaTUTHYECKUE JUTUHBI BOJH — 288 (A, MpH KOTOPOI MakCUMalbHa Pa3HOCTh (C,ﬁiit — EQL ey 1367

HM (Amax KBEPIICTHHA).
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Onpedenenue pymuna u ackopouHo8ou KUCIOMbl NPU COBMECIHOM NPUCYMCINEUU
8 pacmeopax
N3yyeHue ceneKTUBHOCTH CHUHTE3MPOBAHHBIX KPEMHE3EMOB IMPHU COPOIMOHHOM
KOHIICHTPUPOBAHUU U PA3/ICIICHUH PACCMATPUBAIIM MPU COPOLIMM PyTHUHA B IPUCYTCTBUU
ackopOuHoBoM KuciaoThl (Y®-crekTp mMoOrioleHuss npuBeAeH Ha puc. 2.7).
KoHLleHTpanuioo aHaIuTOB B AUETOHUTPUIIBHBIX pPAcTBOpax OIPEIEsIn METOIOM
@upopara Mpu JIUHAX BOJIH, COOTBETCTBYIOIIMX Amax WHAWBUIYAIbHBIX PaCTBOPOB.
OTHOCHTENIbHAS TIOTPEIIHOCTh OMpPENENieHUsT pyTHHA B TMPUCYTCTBUU aCKOPOMHOBOM
KUCJIOTHI He mpeBbImaet 5 % (tadu. 2.9). [l ackopOMHOBOW KUCIOTHI AC/C JOCTHTaeT
6.3 %.
Tabnuma 2.9

XapakTepUCTUKH OIpeIeNICHUs PyTUHA U aCKOPOMHOBOM KUCIIOTHI MPHU

COBMECTHOM MPUCYTCTBUHU B allETOHUTPHUIIbHBIX pacTBOpax™

. 5 . 5
CoOOTHOILIIEHUE BeutectBo ¢-10°, moms/x, | C-10 1M0HB/H’ Aclc, %
BBCICHO HAUJACHO
pPYTHH 7.00 7.14+0.05 2.0
1:1
acKOpOHHOBas 7.00 6.78+0.05 3.2
KHUCIIOTAa
pPYTHH 3.50 3.58+0.04 2.3
1:1
acKOpOHHOBas 3.50 3.28+0.04 6.3
KHUCJIOTAa
pPYTHH 3.50 3.57+0.04 2.1
51
acKOpOHHOBAs 0.70 0.7240.02 3.6
KHUCJIOTa
PYTHH 3.50 3.41+0.03 2.6
15
acKOpOHHOBAs 1750 17.37+0.06 0.8
KHUCJIOTa
PYTHH 7.00 7.15+0.06 2.1
10:1
acKOpOHHOBAs 0.70 0.73+0.02 4.9
KHUCJIOTa

* AHanuTHYeCKUEe JITUHBI BOJIH — 238 (Amax aCKOPOMHOBOM KUCIOTHI) U 355 HM (Amax pyTHHA).
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0,25

0,20 A

0,15 -

0,10 ~

0,05 ~

0,00

200 225 250 275 300
A, HM

Puc. 2.7. YO-cnexTp norioneHus 3IeKTPOMATHUTHOW SHEPTUN alleTOHUTPUIIbHBIM
pacTBOpOM ackopOMHOBOM KUCIOTHI (C=0.07 MMOJIB/M).

Onpedenenue pymuna u KOPUUHLIX KUCIOM NPU COBMECMHOM NPUCYMCMEUU 8

ayemorRumpuilbHblx pacmeopax

Ha pucynke 2.8 npuBeneHsl YD-CHeKTpbl MOTJIOMIEHUS 3JIEKTPOMArHUTHOM
SHEPIUM AalCTOHUTPUWIBHBIMU pAacTBOpaMHU pPYTHHA U pacCMaTpuBaeMbIX B pabote

KOPHUYHBIX KHUCJIOT.

0,4 1

0,3

< 0,2
0,1
0 . — —ttea
230 280 330 380 430
A, HM

Puc. 2.8. YO-cneKTpsl MOTIOMIEHHUS 3JIEKTPOMAarHUTHON SHEPTUU
alleTOHUTPUIIbHBIMU PACTBOPAMH: 1 — KOPUUHOM KUCIIOTHI; 2 — M-KyMapOBOW KHUCJIOTHI,
3 — xkodeitHoi kucnotel; 4 — pytuna. ¢=0.05 mmons/m.
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2.2.2 UcciienoBanne cTpyKTypooOpa3oBanusi HemoHorenHoro IIAB B pacTBope

METOAOM JMHAMHNYICCKOI'0O pacCcesiHUs CBETA

B xadecTBe mrabioHa mpy CHHTE3€ YIOPSIOYCHHBIX ME30MOPUCTHIX KPEMHE3EMOB
ucnonb3oBanu Onokcomommmep Pluronic P123 (Sigma Aldrich, T'epmanus). Dto
0JIOKCOMOJIUMED MOJTMA THIICHOKCH T -TTOTMITPOITMIICHOKCH - TIOJIMA THIICHOKCH 1A
(PEO)20(PPQ)70(PEO)20. Cpenusist unciioBas MosieKyssipaas macca paBHa 5800. SIpisercs
HEHOHOTCHHBIM  IMOBEPXHOCTHO-aKTHBHBIM  BEIIECTBOM. B  BOJHBIX pacTBOpax
bopMHpyET MUTIEIUIIPHBIE 00pa30BaHUs OMPEACICHHON CTPYKTYPHl B 3aBUCUMOCTH OT
ycioBuit [96].

UccnenoBanue cTpykTypoodbpazoBanus HewmoHoreHHoro I[IAB Pluronic P123
IIPOBOAMIIM TIPHU €r0 KOHIeHTpauuu 2.6 mac.% B 1.6 M pacTBopax COJIIHOW KHCIIOTHI.
[Ipu u3yueHun BIUSHUSA JOOABOK BEIIECTB, 00JIAAIONIUX CIIOCOOHOCTHIO PACTBOPSTH
osokcononumep P123, BHOCMIM 3ajaHHbIe OO0BEMBI H3TaHOJa, OyTaHona-1 u/wim
ATAHOJILHOTO PAacTBOpa KBEPIIETHHA, TOJydas PAacTBOPHI C MOJBHBIM COOTHOIIICHHEM

KOMIIOHCHTOB, IIpuBeIcHHbIC B Tabmuie 2.10.

Taomuma 2.10
CoOTHOIIIEHHE KOMIIOHEHTOB B HCCJICTYEMBIX PACTBOPAx

BetmecTso CootHOmEeHne
n(no6aska):n(P123)=x:1
Bbyranon-1 (BuOH) 40, 60, 80, 160
Otanon (EtOH) 80, 160, 250, 370
Kgepuerun (Quer) 0.024,0.072, 0.144

Pacnipenenenre gacTuil mo pazmMepaM B UCCIEAYEMBIX PacTBOPAx OMpPEaCIIsiIn Ha
ananu3atope Nano Zetasizer ZS instrument (Malvern Instruments, BenukoOpurtanus) B
uHTepBasie Temrneparyp 15-45 °C. B kauecTBe ucTOUHMKA U3ydeHus Boictynan He/Ne
nazep MOITHOCThIO 4 MBT u anuHoli BosiHbl 633 HM. YTO0J4 paccessHus coctaBisiin 173°.
[lepen w3MepeHUSMH TPOIYCKAIW aHAIU3UPYEMBIE PACTBOPHI uYepe3 MeMOpaHHBIN
buneTp Spritzen-/Syringe-Filter 0.45 MM /U1 yAalleHUs MBUTH M APYTHX TOCTOPOHHHUX

qacTHul. PacnpeaeneHHﬂ qacTull I10 pasMepaM B CAMHUIIAX HTHTCHCHUBHOCTH I10JIYYaJIN U3
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aHaM3a AaBTOKOPPEISIIMOHHBIX (QYHKIMH C uCcmoib3oBaHueM anroputMma General
purpose mporpamMMHOro oOecnedeHus aHaiu3aTopa. PacnpeneneHuss mo pasmepaM B
eIMHULax o0beMa U YKclia YaCTHILL MPOBOIMIIOCH corslacHO Teopun Mu. CpenHuil pasmep
YaCTHUIl B CUCTEME ONPEAEISAIN METOAOM KYMYJISIHTOB. [ MApOaMHAMUYECKHNA THAMETP

YaCTHI] pAaCCUUTHIBAIIU 110 ypaBHeHHIO CTOoKCca-DIHIITEHHA:
_ kgT
" 3Dy (2.2)
rne d, — TUAPOJMHAMUYECKUA JUaMeTp YacTHll, HM; kg — moctosiHHas boibimana,
1.38:10%2 x/K; T — rtemmeparypa, K; m — BsaskocTh pactsopurens, Ila-c; D, —
xo>pdunment qudpPysun, m%/c.
Nunexc nomuaucnepcHoctu PDI paccunTeiBaiu no gpopmyre:
o2

PDI = —, 2.3
dh 23)

T G — CTaHAAPTHOC OTKIIOHCHHUC TMAPOANHAMUYCCKOIo AnamMeTpa, HM.

2.2.3 3yueHue CTPYKTYPbI U MOPUCTOCTH KPEMHE3eMOB METO/I0M

HU3KOTEMIIePATYPHOU acopOounu/aecopoumnu a3ora

N3otepMbl HU3KOTEMIIEpaTypHOU aacopOimu/necopOumu a3ora MoMydalid Mpu
temneparype 77 K Ha anamuzatope Micromeritics ASAP 2060 B uHTepBaie
OTHOCHMTEILHOTO JAaBleHHs p/p, or 10° mo 0.995. Ilepen KakIbIM H3MEPEHHEM
MPOBOJMIM Jierazanuio oOpasnoB mpu temneparype 150 °C B Tedenue 8 9 mpu
OTHOCHTEIBHOM JaBiieHnn 6—8 mOap. [Lnomians nosepxuoctu (S), auamerp (dp), 006EM
nop (Vp) u pacnpezeneHue nop 1no pasMepaM OLEHUBAJIM 10 JaHHBIM aJCOPOLIMOHHON
BETBH M30TEPMBI asicopOIinu azota metonamu bpyHnayspa-Ommerta-Tennepa (bOT, BET)
u Bappera-J[xotinepa-Xanenaa (bJ1X, BJH) [153].

Jlns ompeneneHus BENIWYWHBI TUIOMIATU TOBEPXHOCTH MeTojoM bpanayapa-
OmmMmera-Temnepa uzoTepMy ancopOuuu npeobpazoBbiBanu B rpapuk bIOT mns

MOJYYCHHUA 3HAYCHUA y,Z[CJ'ILHDﬁ €MKOCTH MOHOCJIOSL Np. 3Has momaab, 3aHATYIO
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MOJI@Ky.HOfI azxcop6aTa B HACBINICHHOM MOHOCJIOC 0y, , HAXOAWJIN IJI0Ia/lb IIOBEPXHOCTH.

VYpaBuenue bOT B nmuHeiHON (hopme UMeeT BUA:

p/p° 1 N C—
Tl(l - p/po) nmC N

rae N — yaenbHOe KOJNMYECTBO aicopOMpOBaHHOTO BemiecTBa; p/p° — OTHOCUTEIBHOE

1 o
c (p/p°),

nasienne; C — mapamerp, SKCIOHEHIIHAIBHO CBSI3aHHBIN C SHEPTrUel aacopOupOBaHHOIO
MoHocios [153].

VY nenbHyto miomiaab nosepxHoctu S(bIT) paccunthiBanu kKak:

n,,N,o
S(B3T) = mTAm

rae m— macca COp6€HTa; NA— KOHCTaHTa ABOFaI[pO.

2.2.4 N3yueHue CTPYKTYPbI U rHApaTaliui KpemMHe3emoB Metogom UK-

CIEKTPOCKOMUH

CTpyKkTypy M T'MApPATAlUI0 CUHTE3MPOBAHHBIX KPEMHE3EMOB H3ydalad METOIOM
NK-crnekTpocKonmuu B PEXHMME HAPYIIEHHOTO IOJHOIO BHYTPEHHETO OTPaKEHUS
(HIIBO) na UK-®ypre cnekrpomerpe Bruker VERTEX 70 B nuana3oHe BOJHOBBIX
ancen 4004000 cm? ¢ marom 4 cml. [ cpaBHEHMS MHTEHCUBHOCTEH CIEKTPATLHBIX
auHUE npoBoamin 00paboTky MK-criekTpoB MeTo10M 0a3MCHOM JIMHUKM ¢ HOPMHPOBKOM
Ha MHTEHCHBHOCTH CHEKTPAIbHOIO MaKCHMyMa IIPH BOJHOBOM uucie ~1060 cm™
(BanentHble kosebanus Si-O-Si). OneHKyY MIIOTHOCTH CBOOOIHBIX CHUIIAHOJBHBIX TPYIII
MPOBOAWIM METOJOM Oa3uCHOM JIMHUM, MPOBEJACHHONW K COOTBETCTBYIOILICH IOJIOCE

IIOTJIOIIICHU .
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2.2.5 CopOumnoHHOe KOHIIEHTPUPOBaHMe NMOJIU(EHOIBLHBIX COeIMHEHU
HA YIOPSAJI0YEeHHbIX KpeMHe3eMax
2.2.5.1 N3y4yenue copouum ¢JIaBOHOMI0B HA YIIOPSAJA0YEHHBIX KpeMHe3eMax

B CTATUYECCKHUX YCJIIOBUAX

B craTtudeckux yclIOBUSX OIpEAENsUId COPOLMOHHYI0 €MKOCTh ME30MOPHUCTHIX
KPEMHE3EMOB METOJIOM OIPAHMYEHHOTO O0BEMA, COrJIaCHO KOTOPOMY COPOLIMOHHBIN
IPOLECC MPOUCXOANUT B OFPaHUYEHHOM 00BEME pacTBOpa Ha COpOEHTE onpeaenEHHON
Macchl MpH TepeMemuBanuu pactBopa [154]. [Ipu 3TOM HM3MEHSETCS KOHIICHTPALIHS
cOpOMpPYEMOTro BEILIECTBA B PACTBOPE.

Hagecku ¢ quamerpom vactuil 0.10-0.25 MM npenBapuTeIbHO aKTUBUPOBAHHOTO
npu 120 °C B Teuenne 2 4 kpemHeszema maccoit m=0.100 r npuBoaunu B koHTakT ¢ 10,00
M1 pabouero pactsopa (GpaaBoHoMa ¢ KoHueHTpanuei 1.4-10™ Mosb/11, oT6Mpanu mpoosl
o0beMOM 3 MII Mocjie yCTaHOBJeHUs paBHOBecus. KoHleHTpauuio (piaBOHOUIOB B
pacTBOpe ONpeeisuii  CHEeKTPOPOTOMETPUYECKUM METOJAOM JI0 COpOIMM U B

0TOOpaHHbBIX MPoOax. COPOIMOHHYIO EMKOCTh PACCUUTHIBAIIN IO (POPMYIIE:

o= =V (2.4)

m

rie Q — copOLMOHHAS E€MKOCTb, MMOJB/T; Co M C¢ — HCXOHHAs M PABHOBECHAS
KOHLIEHTpanys (IaBOHOMAA B KOHTAKTUPYIOLIEM pPacTBOPE, COOTBETCTBEHHO,
MMOJIB/nM®; V — 00bEM KOHTaKTHPYIOLIETO pacTBopa (paaBoHOMZa, IM°, M — macca

HaBECKH COPOEHTA, T.

2.2.5.2 U3y4yeHue cCOpOLHOHHBIX CBOMCTB YHOPSA0OYECHHBIX KPEMHE3eMOB METO/I0M

BBIX0/JHBIX KPHBBIX

CopOuuto ¢G1aBOHOUIOB Ha YIOPSAOYEHHBIX ME30MOPHUCTBIX KpPEMHE3eMax B
JUHAMHYECKUX YCJIOBHUSX TMPOBOAWIM B peXHUMe (POHTANBHONM XpoMaTorpagum.
BbIXO/HbIE KpUBBIE NOJYyYaJd MPU MNPONYCKAaHUM AUETOHUTPUIIBHBIX pPacTBOPOB

dbnaBoHous0B (c=0.07 MMONIB/T) 4Yepe3 KOJIOHKY C COpOEHTOM, IpeaBapUTEILHO
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BbICYIIEHHBIM Tpu 120 °C B Teyenue 2 4. J[mameTp KOJIOHKH COCTaBIISI 5 MM, BhICOTA
ciosi copoenTa 4.0 cm, macca copbenta 0.200 r, nuamerp yactui 0.1-0.25 mm. O6bemHas
CKOPOCTh HOIEPKMBATIACH MOCTOSHHOM, paBHOM 0.2 cm/mMuH. Jlnsg mocTpoeHus
BBIXOJIHBIX KPHMBBIX COPOLMM aHAIMTOB oTOMpanu ¢pakuun oosemom 0.3-0.5 cm,
KoHueHTpamuio BeniecTB B pacTBOPax ONPEEsiIN METOJ0OM CHEKTPOPOTOMETPHH, KaK
ykazaHo B pazzgene 2.2.1. JlecopOmuio BEmIeCTB OCYMIECTBIBUIA IOCTE JTOCTHIKCHUS
CTEIICHH 3aBEePIICHHOCTH Tporiecca (¢/co=1.0).

daxkrtop yaepkuBaHus (KO3(PPUIUEHT EMKOCTH) pacCUYUTHIBAIH 110 (OpMYIIe:

VR—Vm
Vm

k' = (2.5)

rae k'— dakrop yaepxxuBanus, Vi — 00beM yaepxkuBanus, Mi, V;, — MepTBbIii 00bEM, MIL.

Crenenp u3BieueHus: R paccuuThiBasiv, Kak OTHOIIEHHE KOJIMYECTBA BEILECTBA,

yIEPKUBAEMOI0 CJI0eM copOeHTa N, K 00IIeMy KOJIMYECTBY BEIECTBA MPOIYILIEHHOTO
KOMITOHEHTA No:

R =n/n,. (2.6)

Koadpdunment xonueHtpupoBanusi Kyom; PpacCUMTHIBAIM, KaK OTHOIIECHUE

KOHI_IGHTpaLII/Iﬁ KOMIIOHEHTA B KOHIICHTPATEC Cyouy K HCXOHHOﬁ KOHIICHTpaIuu Co.

Koy = Cromn, (2.7)

Co

Paznenenune  ¢QmaBoHOMAoOB mpu  copOumMuM W3 OWHAPHBIX  PacTBOPOB

XapakTepru30Bau pa3pelieHueM MUKoB Rs:

R, = RV (2.8)

wotwy
rne VR2 u VR1 — 00BbEMBI YIEpKUBAHUS 00Jiee U MEHEe YACPKMBAEMbIX KOMIIOHEHTOB,
MJT; W1 1 W2 — IIIMPUHA TMKOB Ha TIOJIOBUHE BBICOTHI MPU MTOCTPOCHUH BBIXOIHBIX KPUBBIX
B nupepeHnanbHoOM BUIE.

KoadduruenT cenekTuBHOCTH

VI
— _R2
a = (2.9)
rae Vg, m Vg - HCHpaBleHHblE OObEMBI YIEpXKHBaHHSA Oojiee M MeHee

YAEPKUBAEMOr0 KOMIIOHEHTA PACTBOPA, COOTBETCTBEHHO, CM>,
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2.2.6 Teepaogaznasi IKCTpaKUus (JIABOHOUI0B U3 MOJE/IbHBIX PACTBOPOB

TOD ¢dnaBoHOMAOB B AMHAMHUYECKUX YCJIOBHUSX NPOBOJAWIM Ha KOJIOHKAX,
samonHeHHBIX (0.1000 T copbernTa ¢ pasmepom dactur 0.05-0.10 mm. KonneHntparum
alleTOHUTPUIBHBIX PacTBOPOB cocTaBwu 1.0-107° mMomns/mme. PacTBOpEI MpoITycKau co
ckopocTbio 0.2 cM®/muH. JlecopOLUIO TPOBOAUIM IIPU BAPEMPOBAHUM PACTBOPHUTEIIS:
METaHOJIOM, 3TaHOJIOM, allETOHUTPUIIOM, 3THJIALETaTOM, U AUCTHUILIMPOBAHHOW BOJIOM.
PaccuuthiBanu k03¢ GUnueHT KOHIEHTPUPOBaHUS Kyon KaK OTHOILIIEHUE KOHLICHTpAITUI
KOMIIOHEHTA B HCXOJHOM pacTBope u mocie aecopomuu 1.0 cm® pacteoputens. CreneHs
U3BJICUEHUS PACCUUTHIBAJIM KaK OTHOLIEHHE KOJIMYECTBA BELIECTBA (PIIaBOHOMJA MOCIE
necopbuuu 1.0 cM® pacTBOpHTENS K IPOIYLIEHHOMY KOJIMYECTBY BELIECTBA YePE3 CIIOM
copOeHTa.

2.2.6.1 TBepaodazHas IKCTPAKIUS U3 MOAEJIbHBIX PACTBOPOB PYyTHHA

B IPUCYTCTBUU KOPUYHBIX KHCJIOT

TBepaodasHyo HSKCTpakUUIO pyTHHA M KOPUYHBIX KHUCJIOT MPOBOAWIM U3
OMHApHBIX ALIETOHUTPWIBHBIX PACTBOPOB C KOHIIEHTpAIMEeW Ka)KIOoro KOMIIOHEHTA,

3. PacTBOpBl NHpONycCKamd co CKOpocTbio 0.2 cM°/MUH.

pasHoii  1.0-10° mons/aM
JlecopOruto  MpOBOAWJIM ~ TPU  BapbUPOBAHUHM  PACTBOPUTENS:  ATAHOJIOM U
areTOHUTpUJIoM. PaccunThiBany aOCOMIOTHBIN KOIPPUITUEHT KOHIEHTPUPOBAHUS Koy
KaK OTHOIIEHUE KOHIICHTPAIMi KOMIIOHEHTAa B HCXOJHOM PacTBOPE M IMOCJIE AECOPOIHH
1.0 cm® pactBoputens. OTHOCHTENBHBIA KOA(PQHUIMEHT KOHLEHTPUPOBAHUSA Ko

PaCCUUTBIBAJIN KaK:

M/ M

KOTH =
! )
nnp/nnp

(2.10)

ramec n, U Ny, — KOJIMYECTBO BCIIIECTBA aHAJINTA B KOHIICHTPATE U 11 066, COOTBECTBCHHO
K np >

!

np KOJIMYECTBO BEIIECTBA MPUMECH B KOHIIEHTpaTe U mpobde,

MOJb, M, U N

COOTBECTBEHHO, MOJIb.
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2.2.7 Ynopsino4eHHbIe Me30IOPHCThIe KPpeMHe3eMbl IIPU aHAJIU3Ee PeaJIbHbIX
00beKTOB

2.2.7.1. JucnepcuoHHasi TBepaodasHas IKCTPaAKIMS

JucnepcroHHy0 TBepA0ha3HYI0 HSKCTPAKUUIO TPOBOJWIM Ha MOJEIbHBIX
allETOHUTPUJIBHBIX ~ PacTBOpPax CMECH  KBEpPLETUH—ACKOPOMHOBAas  KUCJIOTa C
koH1eHTpausimMu 0.050-0.100 MMOJTB/ M. PactBop o6bemom 1.00 cM® momerniany B
npobupky Omnengopdpa emrocteio 1.5 cm®, comepxamryro 50.0 mr cop6enra (MSI,
MQS1). OcraBnsny Ha 3 MUHYTHI 1OA AeiicTBUeM ynbTpasByka. Otoupamu 0.70 cm®
pacTBopa, KOTOPHIN aHATU3UPOBAIN METOJIOM CIIEKTPO(POTOMETPHH.

CnextpooTOMETPUYECKOE OMpE/IeSICHHEe KBEpLETUHA MPOBOJAUIN B PacTBOpE
OMOJIOTUYECKU AaKTUBHOW J00aBKM «APTPOIMH», B COCTaB KOTOPOH BXOMAST
pacCTUTENBHBIC DSKCTPAKTBI, COJEP)KAINE KBEPIETHH M aCKOPOMHOBYIO KHCIIOTY.
Conepsxumoe Karcyisl pactsopsd B 50.00 ¢m® aneToHuTpHIa, U3 KOTOPBIX OTOMpaIH
10.00 cm® s pasbasnenns B kombe emkocteio  50.00 cm®  IIposoammu
CIeKTpo(oTOMEeTpHUUECKOE OMPEIeICHUE KBEPILETUHA B MOJYYEHHOM PAacTBOpPE MOCIE

POOOMOITOTOBKYU B BApUAHTE TUCTIEPCUOHHON TBEP10(ha3HOM IKCTPAKIIUU, KaK YKa3aHO

B HACTOAIICM pa3aciic ajis1 MOACIbHBIX PaACTBOPOB.

2.2.7.2 Teepaodasznas IkcTpakius moaudeHoJbHbIX BellleCTB U3 PACTUTEIBLHBIX

00bHEeKTOB

ConBetrsi MBI BBICYIIIMBAJIM Ha BO3JyXe NMPH KOMHATHOW TeMIiiepaType 0Oe3
JIOCTyTIa TIPSMBIX COJHEYHBIX Jydeld. M3BicueHwe (IaBOHOMIOB, COACPIKAIIMXCS B
COIIBETHSIX JIMITbI, TPOBOJMIM B COOTBETCTBHH C METOIUKOW B padote [155]. HaBecky
obpasia maccoit 2.000 r u3menpueHHON TPOoOkI 3auBa 96%-HbBIM TaHOJIOM 00BEMOM
50 mu. Jlanee mpoBoauiu 00paboTky yiabTpasBykoM npu 60 °C B TeueHue 20 MUHYT.
[Tocnenytouiee BhIapuBaHUE PACTBOPUTENS IO €TI0 MOJHOTO UCIIAPEHUs OCYIECTBIISIIN

Ha poropHoM ucnapurene Labtex MP-1 JIT npu 50 °C B Teuenue 20 MUHYT B CKOPOCTH
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BpamieHus 200 06./muH. Cyxoil 0CTaTOK PaCTBOPSIIN B allETOHUTPHUIIE JJISI TOCIIETYIOIIEH
TBepA0(ha3HOM IKCTPAKIIMU U XpOMATOrpahUIECKOro aHaIu3a.

TBepaodaznyo 3KCTpaKIKIO MPOBOJUIH, MPOMYCKask MOJYyYEHHBIH 3KCTPAKT CO
ckopocThIo 0.2 cM3/MHH Yepe3 KONOoHKyY, 3anonaerHyio 0.1000 r copbenTa ¢ quaMeTpoM
gactuil 0.05-0.10 MM. DroupoBaHHEe aHAIUTOB OCYHIECTBIUIN 96%-HBIM ATaHOJIOM.
CTpowsii BBIXOJHBIC KPHBBIC COPOLIMM KOMIIOHEHTOB pacTBOpa B KoopauHaTax A/Ag —
VIV, tne A u Ap — onTrueckast TUIOTHOCTD TTPH 3aJIaHHOM JUTMHE BOJIHBI 1-0M (pakiuu u
UCXOAHOTO  pacTBOpa,  COOTBETCTBEHHO.  Koa(pGuuueHT  KOHIEHTPUPOBAHUS
pacCUMTHIBAIM KaK OTHOIICHHWE ONMTHYECKUX TUIOTHOCTEH TpU 3alaHHOM JJTUHE BOJIHBI

KOHIOCHTPATa U NCXOAHOI'0 SKCTPAKTA.

2.2.7.3 MaTpuuHoe TBepao(phazHoe AucneprupoBaHue

Hagecky mopomka consetui jumnbsl Maccod 50.0 Mr cMemmBamyd ¢ HaBECKOU
kpemHeszema Maccor 50.0 mr 10 00pa3zoBaHMs OAHOPOIAHON cMecH B TeueHue ~1 MuH.
[Tonmy4yeHHY!0 CMeCh TEPEHOCWIM B KapTPUK Il TBepAo(]a3HON HIKCTpaKIUU.
DKCTPaKIMIO aHAJIUTOB MPOBOJIUIN MPOMYCKAHUEM PAcTBOPUTENS (AllETOHUTPUIIA WU
ATaHOJa) Yepe3 clIoi copOeHTa ¢ JUCTIIEPTUPOBAHHOM MPOOOM. DiroaT coOupanu s
JTanbHENIIe o4ncTKU TBepoha3HON IKCTpaKiue Ha BTOpoi kosioHke. [Ipomyckanu
pacTBOp 4Yepe3 KOJOHKY, 3amonHeHHy0 50.0 Mr copOeHTa. DmonpoBaHre MPOBOAMIN
MOCJIE0BATEIBHO allETOHUTPUIIOM M ATaHOJIOM. [loTyueHHbIe pacTBOPHI aHATU3UP OBAIIH
Metogamu criekrpodoromerpun 1 BOXKX ¢ nMoaHO-MaTpUYHBIM JI€TEKTUPOBAHUEM.
XpomaTorpaguyeckoe ompeneseHue pyTHHa MPOBOAMIM Ha Xxpomarorpade Masctpo
BD2XX (Poccust) ¢ kononkoit Kromasil 100-3.5-C18 (4,6x150 MM) U mpeaKoJOHKO#
Kromasil 100-5-C18. B kadecTtBe TOABMWXKHOW (a3l HCIOJB30BAIM  CMECh
aleTOHUTpHUIA, OUIUCTHUUIMPOBAHHOW BOJIBI U MYPAaBBUHOW KHUCJIOTHI B OOBEMHOM
cootHomeHnu 25 : 75 : 0.1. JlerektnpoBaHre MPOBOAMIIA NPH JUIMHE BOJHBI 355 HM,

COOTBGTCTBYIOIHCﬁ MAaKCUMYMY HOIIIOMICHUA 3JICKTPOMAIrHUTHOI'O U3JIYYCHUS PyTUHA.
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2.3 MaTtemaTn4eckasi 00pad0oTKa pe3yJbTAaTOB IKCIIEPUMEHTA

Onpenenenre MONM(EHONBHBIX COCIWHEHUN MPOBOIWIM METOIOM BHEIIHETO
cTanjapra. B ciydasx, koraa rpaayupoBOYHasi 3aBUCHMOCTh ONTHYECKOMN TIOTHOCTH A
(B crmekTpooTOMETpHUH) WM IUIONIaAL XpoMarorpaduueckoro muka S (0.€.d1.) OT
KOHIICHTpaIu ¢ (MOJIB/JI WM MI/MJI) UMEET BHJI TPSIMOM, TO 00pabOTKYy MPOBOIMIN
METOZIOM HaWMCHBIIUX KBAJpPaTOB M OINKCHIBAIM ypaBHeHHeM Yy=a+bx, rme y —
aHamuTHYeckuit curHan (A wmm S), X — konueHtpamus (C). CoryacHo MeToxy
HAMMEHBIINX KBA/IPATOB IMapaMeTphl mpsiMoii a u b onpenenstorcs: BeipakeHusiMu [156]:

Xyl =N XXy )  mYX Yy — XX NYi
- omIx-Cx)? T mYxr-Cx)?

CreneHn pa36poca OKCIICPUMCHTAJIBHBIX AAHHBIX OTHOCUTCJIBHO JIMHHUHU PCTPCCCUHA

y=a-+bX OIICHUBAIOT C IIOMOIIBIO TUCTICPCHH
, 2 —Y)?
° n-2 "'
rae y; — M3MEpeHHoe 3HaueHue (yHKmu; Y; - TeopeTHuueckoe 3Ha4YeHUE (DYHKIIWH,
BBIYKMCIICHHOE M0 YPABHEHHUIO PErPECCHH ISl 33JaHHOrO 3HAYEHUS Xj; N — YHUCIIO Tap
3HAYCHHH (Xi; V;), HCTIOJIB30BaHHBIX JIJISl IOCTPOCHUS TPATYUPOBOYHOTO IpaduKa.
JI71sl OIICHKH METPOJIOTUYECKUX XapaKTEPUCTHK METOIUK ONPEICIICHHS BEIIECCTB

paccUMThIBAIM CTaHIAPTHBIC OTKJIOHEHUs 110 popmyrie [156]:

e —¥)?
TR -0

1 1
s(x)—sob 1+

XYVi

n

XX
rae X = T y = ==, So — CTaHJapTHOE OTKJIIOHEHUE, XapaKTEePU3yIOUIee OTKIOHEHUE
IKCIIEPUMEHTATBHBIX 3HAYCHUH i OTHOCUTEIBHO PACCUUTAHHBIX Yi, S, = +/S&.
Bocnpou3BoguMocTh  XapaKTepu3yeT pacCesHHe EAMHUYHBIX  H3MEpPEHUI
OTHOCHUTEIBHO CPEIIHETO. BenmnunHa ~ BOCHPOM3BOJIMMOCTH ONpeaeNsIeTCs

OTHOCHUTCIIbHBIM CTaHAAPTHBIM OTKIIOHCHUCM, BLIPA)KACMbIM YPABHCHUCM!
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W3 moTrydeHHbBIX BeJTMYHUH CTaHIAPTHBIX OTKJIOHEHUH S(X) pacCUuThIBAIIN
JOBEPUTEIIbHBIC HHTEPBAJIBI:
Ax = to95,7=n—2 * S(x),
rae to g5 f=n—2 — K0dbduuuent CTbIONEHTa /IS JaHHON CTENEHU CBOOOIBI U
noBepuTenbHON BeposTHocTr P=0,95.
OTHOCHTENBHBIE TIOTPEITHOCTH OINPEICTICHISI KOHIIEHTPAIUN BEIIECTB

pacCUYUTHIBAIIN TIO popMyIIE:

Ac
T,% = 2,3Ax - 100.
[Ipenen oOHapyxkeHus npu ceKTPOHOTOMETPUUECKOM OIPEETICHUN

KOHIIEHTpaIuu ¢1aBOHOUI0B PACCUUTHIBAIIHU 1O (popmyIie:

__ 350
Cmin = g
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I'naBa 3. BapsupoBanue CTPYKTYpbI M COPOLIMOHHBIX CBOHCTB YIIOPAJX0YEHHbBIX

ME30MMOPUCTBIX KPEMHE3EMOB TIPH UX CUHTE3C

3.1. U3yueHnue ocoGeHHOCTEl CTPYKTYypooOpa3oBaHus 0J10kconoaumepa Pluronic

P123 kak ma0JioHa NP CHHTE3€ YIIOPSAAOYECHHBLIX ME30IIOPUCTBIX KPEMHE3EMOB

OgHO W3 MNPEeUMYHIECTB YMNOPSAOYEHHBIX ME30MOPUCTHIX KPEMHE3EMOB —
BO3MOYKHOCTH MOJIYYEHHS] MAaTEPHAJIOB C 33JJaHHBIMU CTPYKTYPHBIMH U MOBEPXHOCTHBIMU
CBOMCTBaMHU, B T.4. KOJJMYECTBOM U MPUPOJOA COPOLIMOHHBIX LEHTPOB. CTPYKTYpHBIE U
MTOBEPXHOCTHBIE XapAKTEPUCTUKU KPEMHEZEMOB ONPEAEIISIOTCS COBOKYITHBIM BIUSITHUEM
BCceX cTaaui cuHTe3a. Hambonee mpocThIM MOAXOAOM K BapbUPOBAHHMIO CBOMCTB
YIOPSIIOUECHHBIX MaTepualioB SBJISIETCS UCIIOJIb30BaHUE 3aBUCUMOCTH
CTPYKTYpOOOpa3oBaHusi TeMIUiaTa OT ycioBUl. CII0AKHOCTh MPOIECCOB, MPOTEKAIOIINUX
MIPU 30J1b-T€JIb CUHTE3€ YMOPAJ0YECHHBIX ME30MOPUCTHIX KPEMHE3EMOB, MpEIoiaraet
OIICHKY COXPAaHEHHS OCOOCHHOCTEH CTPYKTypooOpa3oBaHHUsI OJIOKCOIMOJIMMEpPA TMPHU
nocienyrouemM  1o0aBieHUM  cuiaukara.  OJgHAaKO — OTCYTCTBYIOT — pabOThl IO
COTIOCTAaBJICHUIO OCOOEHHOCTEM (opmupoBaHus Me30(a3 TeMIllaTa CO CBOWCTBaAMU
YIOPSAIOYECHHBIX KPeMHE3eMOB. BrIOOp yClIOBUIA CHHTE3a OCTAETCS SMITUPUIECKUM.

B Hacrosimiem paszene paccMOTPEHbl OCOOEHHOCTH CTPYKTYpOOOpa3oBaHHUS
onokconoaumepa Pluronic P123, wucnosp3yromierocsi Kak IMa0JioH (TeMIUIaT) mpu
cuHTe3e KpemHezemoB, aHanoroB SBA-15 u KIT-6, mi1s BO3MOXHOCTH TOJIy4CHUS
MaTepHalioB C 3aJlaHHbIMU CBOMCTBaMH. Pa3mepbl U nucnepcHOcTh Muuet Pluronic
P123 paccmaTtpuBasii B 3aBUCMMOCTH OT TeMIlepaTyphl U qo0aBok OyraHona-1 mms
COTIOCTABJICHUS C M3BECTHBIMU JIUTEPATYpPHBIMU JAHHBIMU TI0 CTPYKTYPHBIM U
MMOBEPXHOCTHBIM XapaKTePUCTUKaM KpeMHe3eMOoB. Creayomniuil aTamn padoThl COCTOSI B
W3YYCHUU TIPOIIECCOB CTPYKTYpOOOpa30BaHUs TeMIUIaTa B MPUCYTCTBUU KBEPIICTHHA B
BOJHO-3TAHOJIBHBIX ~pacTBOpax [Uisl MOCIEAYIOIIET0 BbhIOOpAa YCJIOBHM CHHTE3a

KPEMHC3CMOB C BBICOKOM CEJICKTUBHOCTBIO 10 OTHOILIEHHUIO K CI)J'IaBOHOI/II[aM.
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3.1.1 Bausinue TemnepaTypsl Ha MuleL1I000pa3zoBanue Pluronic P123

brok-cononumepsl THUIIA MOJIUATUIICHOKCUI-TIOTUITPOITUIICHOKCH /T -
nommtuieHokeun (EO)yx(PO)y(EO)y, k kotopbiM otHOcuTCst Pluronic 123, Bo MHOTHX
OTHOUIEHUSX BEAYT ceOsl TaK K€, KaKk HU3KOMOJEKYJISIPHbIE TTOBEPXHOCTHO-AKTUBHBIE
BemectBa (ITAB). Onu 00pa3yloT JIMOTPOIHBIE KUIKOKPUCTAUIMYECKHE (ha3bl
pa3IMYHBIX TUIMOB B 3aBUCHUMOCTH OT KOHIIGHTpAIMH, TEMIIEPaTypbl, HPUPOJIBI
pactBoputens W apyrux ycioBud  [157]. Tlpu 3TOM 1O CpaBHCHHIO C
HU3KOMOJNEKYISIpHbIMU [IAB y yKa3aHHBIX COEIMHEHWUN KPUTHUYECKAS KOHILIEHTpAIUs
MUIEIIO00pa30BaHnsl YW HX IMOBEPXHOCTHAS aKTUBHOCTh CHJIBHEE 3aBUCAT OT
temmepaTypsl [96].

CnocoOHOCTh K MUIIEII000pa30BaHUIO ompeensercs: cBoiictBamu camoro [1AB
(KOJIMYECTBO 3BEHBEB B 1IN, COOTHOIICHHE JUTMHBI U MOCIIEI0BATEILHOCTH 010K0B) [96]
¥ TakuMH (HaKTOpaMH, KaK TeMIiepaTypa, Ipupojia U COCTaB paCTBOPUTEIIS, TPUCYTCTBHUE
npyrux Bemiect [157]. Biusaue temmeparypbl pu U3y4eHHH CTPYKTYPOOOpa3OBaHMS
HeroHOoreHHbIX [TAB siBisercs omHuMm u3 HambOojee cymiecTBeHHbIX [96, 158, 159].
OdeBHIHO, TPU BapPHUPOBAHUHM TEMIIEPATypbl MOXKHO OXHAAThb HW3MEHEHUS
B3aumoseiicteuii [TAB-pactBopurtens, [TAB-no6aBka [160], uro Tpebyer meTaibHOTO
pPacCMOTpEHUS, B TOM YHCIIE, U3yUYeHUs CTPYKTypooOpa3oBaHus Omokconoaumepa P123
IIpYU BapbUPOBAHUHU TEMIIEPATYPhI B IPUCYTCTBUH (PIIABOHOUIOB.

OpHuM W3 METOAOB, KOTOPBIA JaeT MH(OpPMALMIO O pa3Mepe U AUCIEPCHOCTU
HAJMOJICKYJISIPHBIX 00pa30BaHUM, B TOM YHCIIC B yCIOBUAX (POPMHUPOBAHUS HAHOYACTHII
MOBEPXHOCTHO-aKTUBHBIX BEINECTB, SBISAETCS nuHaMudeckoe paccesHue cera (IPC)
[161-163]. ITomyueHHass 3aBUCHUMOCTH CPEIHET0 THAPOJUHAMUYECKOro auamerpa Oy
yacTul] B pacTBope P123 ot Temneparypsl UMeeT HEMOHOTOHHBIN XapakTtep (Tad:a. 3.1)
[164]. HauboubIirie u3MeHEeHHsT OTMeUeHBI pH Temreparypax 15-20 °C [165]. B atux
YCIOBUSIX ~paclpelefieHue WHTEHCHBHOCTEH TI0 pa3MmepaM MOJMMOAANBHO, YTO
yKa3bIBAeT Ha MPUCYTCTBHE B CHCTEME MAaKpOMOJIEKYI (B TOM YHCIIE MpUMecei MOHO- U
nuookoB [166]) u ux arperaroB npu temmeparypax Hiwke 21 °C (puc. 3.1, tadim. 3.1).

Benmuunsl dy wactui B BogHOM pactBope IIAB W BUA KpPUBBIX pacmpeieiieHHs
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10 pa3MepaM NpH JaJbHEUIIEM MOBBIMIEHHH Temneparypsl 10 45 °C yka3plBalOT Ha
dbopmupoBanue muren [167].

Ta6auma 3.1
Cpennuii ruapoauHamuaeckuii quamerp dy 1 uHaeke nomuaucnepcHoctu (PDI) wactuig

B BOJHBIX pacTBopax Pluronic P123 npu BappUpOBaHUU TEMITEPATYPBI

T, °C dh, HM PDI

15 94 + 6 0.52+0.01
20 245+0.2 0.23+0.01
25 21.0+£0.2 0.09 + 0.01
30 252+1.2 0.19+0.01
35 205+0.2 0.05+0.01
40 206 +0.2 0.03+0.01
45 30.2+0.2 0.18 + 0.01

N
E 7 e\o /\ 6 e\o /\ 6
= = E'\
S —1 £ /AL . /\ ;
AN : - VAN
2 s 7 /\. © 4
N L —
e
. 4 3 _./\,b 3
N 3 /\ 2 J__\ 2
—%Amn " —Awmm —LFFHWW—FF'H’N
1 1 1
1 10 100 1000 1 10 100 1000 1 10 100 1000
d, HM a) d, HM 6) d, HM B)

Puc. 3.1. Pactipenenenue o pazmepam B pactBope P123 mpu BappupoBaHuun
temrepatypsl (1 —15°C,2-17°C,3-20°C,4-21°C,5-25°C, 6 -30 °C,
7—35°C,8-40°C,9-45°C): a) 10 UHTEHCUBHOCTH PACCESIHUS; 0) 10 YUCITY YACTHIL;
B) 1o 00bemy [164].

HauGompmmii BKJIaJl B HMHTCHCHBHOCTH PaCCECAHHOI'O CBETAa BHOCAT YACTHIIbI

Ooubmiero pazmepa [168], mosToMy /i aHATU3a TOUIUCIIEPCHBIX CHCTEM HEOOXO0IMMO
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MOCTPOEHUE KPUBBIX PaCHpEIeICHUS 10 pa3MepaM 1Mo 00beMy M 1o Ynuciy dacTuil. Kak
BugHO Ha puc. 3.1 B, mpu T=15 °C (xpuBas 1), B koopauHaTax 4uciio (00BeM) —
THIPOIMHAMUYCCKUN JHaMeTp, OCTAaeTCs CIUHCTBEHHBIH MUK ¢ Op<l0 HM. DT1O
cornacyercs ¢ padotoii [96], B koTopoii moka3zaHo, uto npu 1<20°C B BOIHBIX pacTBOpax
Pluronic P123 mumnemisr He obpasyrorcs. Ha kpuBbix 2 u 3 (T=17 u 20 °C) B ciyuae
pacnpenenieHus Mo YUCITY YacTHUIl U OCOOCHHO MO0 MHTCHCHUBHOCTH PACCESTHHOTO CBETa
(puc. 3.1 a, 6), ocraeTcs 3HAYUTENHHBIX BKJIAQJ YACTHUIl C Pa3MEPOM, TPEBHIIAOIIAM
10 aM. BeposTHO, B 3TUX yClOBHUSAX IpeobianaroT HeaudPy3noHHbBIE MPOIECCHI, UYTO
SBIIICTCSI  OTPAHMYCHHEM I TIOJIYYCHHUS  JOCTOBEPHBIX  JAHHBIX  METOJOM
JTMHAMHUYECKOTO pacCesHUs CBETa M TpeOyeT NpuBJcUeHUs Apyrux MetoaoB [168]. Jlms
OJIOKCOTIOJIMMEPOB TPUYMHAMH TIOSBJICHUS JOMOJHUTEIBHBIX ITHKOB Ha KPHUBBIX
pacrpeselieHus MOTyT ObITh KOMITO3HMIIMOHHAST HEOAHOPOIHOCTh [169] m MexnenHas
nuHamuka [170].

[To mutepaTypHbIM AaHHBIM [75], auanazon Temmeparyp 25-40 °C obecnieunBaet
dbopMHpOBaHUE  YMOPSAOYEHHBIX  TEKCArOHAJIBHBIX  MUIEIUIAPHBIX  CTPYKTYD,
HEOOXOMUMBIX TIpu wucnoib3oBaHuu [[IAB B kadecTBe 1miabioHa [Ji1 CHHTE3a
yrnopsiioueHHbIX KpemHe3eMoB Ttuma SBA-15 [171]. Creayer Takxke yka3aTh, 4YTO
JTUCTIEPCHS pa3Mepa MULIeUT B nHTepBaje TemmepaTyp 35-40 °C cymecTBeHHO HIKE, 4eM
npu KoMHaTtHOW Temmepatype (puc. 3.1) [165]. B atux ycrmoBusx pa3mep 4acTuil u
JTUCTIEPCHOCTD OCTAIOTCS TMTOCTOSTHHBIMU TIPH U3MEHEHUHW TEMIIEpaTyphl Ha 3-5 Tpaaycos,
YTO MMO3BOJIAET MOJIy4aTh KPEMHE3EMbI ¢ BOCIIPOM3BOAMMBIMHE cBoMicTBamMu [172]. Takum
o0pa3oM, OCOOCHHOCTH CTpyKTypooOpa3oBanus Pluronic P123 ot temmeparypbl 10
JAHHBIM ~ JIMHAMHYECKOTO  pPAaCCEesHHs CBETa  COTJACyIOTCS CO  CBOMCTBaAMU

CHHTE3MPOBAaHHBIX B COOTBETCTBYIOIINX YCIOBHUSIX KpeMHe3emoB [171].

3.1.2 Bausinne no6aBok 6yranosia-1 Ha crpykrypy mumnesut Pluronic P123

Astopamu [88] oTMeueHO, YTO MPH BapbUPOBAHWU MOJIBHOTO COOTHOIICHUS

n(BuOH):n(P123) oOpa3yiorcss KpeMHe3eMbl ¢ rekcaroHaimbHou (Tuma SBA-15),
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kyonueckoil (tuma KIT-6) nnm HeynopsaouyeHHON cTpykrypou. [ns paccMoTpeHus
CTpYKTypooOpa3oBanus HenoHoreHHoro [IAB Meromom nuHaAMUYECKOrO paccesHus
CBETa B HACTOSIICH paboTe OompeeNieHbl pasMepsl M aUcIepcHOCTh Mutiesun Pluronic
P123 B npucyrctBuu Oyranona-1. OcHOBaHHEM IS BBIOOpA COOTHOIIEHUSI KOMITOHEHTOB
pactBopa (ITAB—Boga—0OyTaHo-1) MOKHO CUMTATh COCTaBhbI pacTBOpoB Pluronic P123 B
YCIJIOBUSIX 30J1b-T€JIb CHHTE3a KPEMHE3EMOB.

Ha puc. 3.2 npuBeaeHbl 3aBUCUMOCTH CPEAHETO TUAPOJUHAMUYECKOTO JUAMETPA
dp wactunr Pluronic P123 ot TemnepaTypbl BOJHBIX PacTBOpax U ¢ A00aBKaMu OyTaHOJIa-
1. BaXHO y4uTBIBaTh, YTO CpPEIHHUNA THIPOJWHAMHYECKHI JTUaMETp, MOJIYYECHHBIN
KyMYJISITUBHBIM METO/IOM, OJIM30K K B3BEIICHHOW MO MHTEHCHUBHOCTHU BEJIMYUHE pazMepa
YACTULl TOJBKO JJII MOHOMOJAIbHBIX pPAcCIpeAeseHUIl, TO3TOMY I03BOJSET OLICHUTH
TOJIBKO TICPBUYHBIC KaueCTBCHHbIC H3MeHEeHUsi B cucteme [168]. IlpucyrctBue
yKa3aHHOTO aJKaHOJa CTa0MIN3UPYET MUIICIUIBI TIpU TemnepaTtypax Huxke 20 °C [164].
[Tpu cootHomennu N(BUOH):n(P123)=40:1 crabunu3arus HaOmoaaeTcs U Bbie T=40
°C. Haumnas ¢ 7=35 °C naomomaetcs poct dn mis coctaBoB N(BUOH):n(P123)=80:1 u
60:1 [173]. Kak ormeueno B pabore [100], yBenwueHue pasmepa YaCTHI[ MOXKET
yKa3blBaTh Ha MEPECTPOMKY CTPYKTYphl MHLEUT H3 chepuueckod (opmbl B
CTepKHEOOpa3Hyto (LUMIMHAPUYECKYI0) WM XapaKTepu3oBaThb UX arperauuio.
[TockonpKy M3BECTHO, YTO MPHU CUHTE3€ ME3OMOPHUCTHIX KPEMHE3EMOB B 3THUX YCIOBHIX
bopMHUpYyIOTCS MaTepHuaibl ¢ KyOudeckoi cummerpuer [88], MoXHO cBsi3aTh poCT
pasMepa dYacTUIl C  TpaHcpopMmamusMu  CTpyKTypbl. [lpm  cooTHOIIEHUHU
n(BuOH):n(P123)=160:1 (puc. 3.2) neperu® Ha KPUBOW CMEMIACTCS B CTOPOHY HU3KHX
TEMIEPATYP, YTO MOKET yKa3bIBaTh Ha arperalyio Wil MepecTporKy CTPYKTYp ApPYyroro
Tumna. BBIABIEHHBIE 3aKOHOMEPHOCTH COTJIACYIOTCS C JINTEPATYPHBIMH JaHHBIMHU TI0
CHHTE3Yy YIOPSI0UYEeHHBIX KpeMHe3eMoB, aHamoroB SBA-15 u KIT-6. Ryoo ¢ coasr. [88]
OTMEYEHO, YTO MPU COOTHOIIEHUSIX OyTaHoa-1 u cononumepa MensIie 60:1 oOpazyroTcs
KPEMHE3EMbI C IBYMEPHOM T'e€KCaroHajabHON CTPYKTYpPOH, KaK U B OTCYTCTBUE OyTaHOJIA-
1. B 3TOM cnyuae HEe OTMEUEHO U3MEHEHHUE Pa3Mepa YaCTHI] C POCTOM TeMIIEpaTyphl (pHC.
3.2, xpuBas 2) [164]. Panee mokasano [88], 4yTo yka3aHHBbIE MOJIbHBIE COOTHOIICHHS,

npesbimatonme 130:1, npensarcTByoT GOPMUPOBAHUIO YIIOPSIOUEHHBIX KPEMHE3EMOB.
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Ha xpuBoii 3aBucumoctu dn ot T, coorBeTcTBYIOMICH coctay N(BuOH):n(P123)=160:1,
OTMEYEHO PE3KOe BO3pACTaHHE pa3Mepa YacTHIl, KOTOPOE MOKHO CBsI3aTh C arperamuei

U pa3yrnopsaounBaHueM HaHodacTull P123.

140 -
120 1°,
100 1 5
O
80 - 50° 4
= 0% ,0%3
= 60 ] OO 00 1
_C;& OO 00 AA
40 % . o o AAioo 2
AAX [oXo A
20 $3BBERmpumxumoPo o a bR xax XX
O T T 1
15 25 35 45

T,°C

Puc. 3.2. 3aBUCMMOCTB CPETHETO THAPOAMHAMUAYECKOTO JUAMETPA OT TEMIIEPATYPbI
npu BapbupoBanuu cootHomeHus N(BUuOH):n(P123):
1-0;2-40:1;3-60:1;4-80:1; 5 160:1 [164].

B pa6orte [164] Hamu noka3aHo, 4TO HanboJjIee 3aMeTHOE BIUsSHUE OyTaHoa-1 Ha
pa3mep u aucnepcHocTs Muties1 P123 nabmomaercs npu 30 u 40-45 °C (puc. 3.3). Ilpu
T=30 °C pacnpenenenue xapakrepusyercsi Menbiied aucnepcueit (PDI=0.03) u
cpeauuM pazmepoM 0n=20 M (kpuBas 3). AHAIOTMYHBINA BUJT 3aBUCUMOCTH ITOTYYCH IPU
40 °C 0e3 mob6aBok ankanona (kpuBas 2). Cpenuuit pasmep coctasimser 0n=21 HM, a
uHjekc nommaucnepcHoctd PDI1=0.03. B cBsi3u ¢ aTuM mipeanomnaraercst popMupoBaHUE
YIOPSAIOYCHHBIX CUCTEM HEeWoHOTeHHoro P123 mnpu Ttemmeparypax, OJHM3KHX K
komHatHoi (7=25-30 °C). Hauunas ¢ 35 °C npu cootnomenuun n(BuOH):n(P123)=80:1
pPOCT pa3Mepa YacTHIl CONMPOBOXIAACTCS IMOSBICHUEM BBIPRKCHHOW aCUMMETPUYHOCTH
NMMKOB Ha KPHUBBIX PACIPEICICHHS YacTHI[ Mo pa3mepy (kpuBas 4). AHAJIOTHYHOC
OMMoOIaIbHOE pacrpeiesicHHe HHTCHCHBHOCTH U YBeIMUYeHHE pa3mepa mutieut Pluronic
F127 B npucyrctBum OytaHomaa-1 mpu 40 °C ormeueno B pabore [100]. Heobxoaumo

IIPpUHUMATb BO BHHUMAHHC, YTO B CHCTEMaAX C HCC(bCpI/I‘ICCKI/IMI/I JaCTHUIIaMH Ha
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KOPPEJSILIMOHHON KpPUBOM BO3HUKAET OBICTPOE M MEMJICHHOE 3aTyXaHUe, KOTOpbIE

peoOpasyIoTcs B OT/ICIbHBIC TMKK Ha KpUBOU pacrpenencHus [168].

I} N
A
AN e N I A

ad
Yucio, %
OdbeM, %

HHTeHCHBHOCTED, %0

100 1000 1 10 100 1000 1 1 100 1000
d, aM a) d, amM 6) d, EM B)

Puc. 3.3. Pactipenesnenne mo pasmepam gactuil Pluronic P123: 1, 2 — B BogHOM
pactBope; 3, 4 — B mpucyrctBuun Oyranona-1 (N(BUOH):n(P123)=80:1): a) mo
WHTEHCHUBHOCTH paccesHus; 0) 1mo yuciry yactuir, B) mo oosemy. T= 30 °C (1, 3) n 40 °C
(2, 4) [164].

B nenom no mMepe yBenunyeHus qoiau OyTaHosia-1 B pacTBOpe €ro BIIMSHUE B
Oonbllel cTerneHn mposBisieTcs mpu Temneparypax Himwke 30 °C. DTo cormacyercs ¢
TEMIIEpaTypPHbIMU 3aKOHOMEPHOCTSIMU THApATallid MHUIEI Osokcononumepa. [lpu
T>30 °C mpoucxoauT 3ameTHas aeruapatanus muinemt [171], conmpoBokmaromasics
yMEHBIIEHUEM UX pazMepa. B mpucyrcTBun OyraHona-1, obgagaromero oJHOBpEeMEHHO
CBOMCTBaMH pPACTBOPUTENS M IMOBEPXHOCTHO-aKTHBHOI'O BEILECTBA, JETHIpaTaius
MOKET COIPOBOXKIATHCA 3aMEUICHUEM MOJIEKYJl BOJbl Ha ankaHoyl. B cBoro ouepenn
U3MEHEHHUE CTPYKTYPHI COJIbBATHOM 000JI0UKHM OyAET BbI3bIBATH HU3MEHEHUS MOP(OIOTrun
HAaHOYACTHII.

Takum 00pa3oM, BBISIBIEHHbIE 3aKOHOMEPHOCTH  CTPYKTYpOOOpa3zoBaHUs
onokconoaumepa Pluronic P123 B BogHOM pacTBOpe MpH BapbHPOBAHUN TEMIICPATYPhI
YKa3bIBalOT Ha BAXHOCTh Yy4eTa OCOOEHHOcTeW (opmupoBaHus U TpaHchopmanuu
MULIEIUT B MPUCYTCTBUU OyTaHoja-1. COOTBETCTBHE IKCIEPUMEHTAIBHBIX PE3yJIbTATOB

JIPC nuTepaTypHbIM JAQHHBIM [0 CUHTE3y KPEMHE3EMOB B 3THX YCIOBHSX MO3BOJSET
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paciupuTb BO3MOXHOCTH CHHTC3a VYIIOPAAOYCHHBIX MATCpUaJioOB C 3aJdHHBIMHU

BOCIIPOHU3BOANMbBIMHA CBOMCTBaAMHU.

3.1.3 Biausinue 3Tanoja Ha Mule1000pa3oBanue Pluronic P123

BaxxabIM BOmpocoM TpH BBIOOpE YCIOBUM 30JIb-T€Ib CHHTE3a KPEMHE3EMOB C
MOJIKYJIIPHBIMU  OTIE€YaTKaMU MOTEHIIMAIBHBIX AHAJUTOB SIBJSETCS HAXOXKICHUE
MOJIEKYJIBI-TEMIUIATa B PA3IM4YHbIX 4YacTsaX wMuuemn (puc. 3.4), B TOM 4YHCIE Ha
MOBEPXHOCTH B BHUJE aJCOPOMPOBAHHOW Ha "MOJSPHON ToJIOBE" WM C BBIXOJOM Ha
MOBEPXHOCTh MHIICII TEMILJIaTa TOJIBKO ()parMeHTa MOJIEKYJIbl (HampuMmep, TOIBKO
kosblia A win B). B HacTosmielr pabote paccMaTpuBaiM BO3MOXHOCTh HW3MEHCHHSI
JIOKalu3aluyl MOJEKYJIbl KBepLUEeTHMHAa OTHocuTenbHO wmunemwt I[[IAB  3a  cuer

BapbHUPOBaHUA COCTABA BOAHO-3TAHOJIBHOI'O PaCTBOPUTCIIA.

O Ksepuerun

Puc. 3.4. Bo3moskHast JOKaIM3aIUs MOJIEKYJI KBEPIICTHHA OTHOCHUTEIBHO MHUIICILT
omoxconoaumepa Pluronic P123.

Ha puc. 3.5 npusenensl kpuBble pacmnpeaencuus dvactur Pluronic P123 mo
pasmepam. HaGmrogaercs aBa muka B auana3one 3-10 am u 10-200 HM, COOTBETCTBEHHO
(puc. 3.5 a). Ilux 1 MOXHO MHTEPHPETUPOBATh KAK HAJUYUE B PACTBOPE OTAEIIBHBIX
MaKpOMOJIEKYJI, & MUK 2 — MX arperaTtoB. 3HAaYUTEIbHAs HMHTEHCUBHOCTh NuUKa |

YKa3bIBA€T HaA MOBBIIICHUC OOJHM HWHAWBUAYAJIbHBIX MOJICKYII 6HOKCOHOHI/IM€pa
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B pactBope mnpu 20 °C. CToUT OTMETHUTh, YTO MpH OOJee BBICOKUX TEeMIepaTypax
(7>25°C) pacnpeneneHue cTaHOBUTCS MOHOMOJanbHBIM. Ha puc. 3.5 c-e nmpuBeneHsb
3aBUCUMOCTH, TiofydyeHHble Tipu =40 °C. MOXXHO OTMETUTH C POCTOM TEMIIEPaTyphI
CMEIIICHUE PACIIPEICIICHUs] YaCTHIl B CTOPOHY OONbIIMX pa3MepoB On, OTHOCHUTEIHHO
COOTBETCTBYIOILIETO  pacOpenesieHuss Uil BOAHOrO  pacTBopa. B ciydae
N(EtOH):n(P123)=80:1 yxka3aHublii 3()(PEKT COMPOBOXKIACTCA YIIMPEHUEM IIHKA.
bumonaneHOE pacrpesielieHne B MPUCYTCTBUU ATAHOJA MPU HU3KUX TEMIIEpaTypax U
aHaJIOTUYHasl XapaKTEepUCTUKA KPUBBIX PACHpE]ENICHHs YacTHIl 10 pa3MepaM paHee

noJjydeHa Taxke aBropamu [174] mist Bogueix pactsopos Pluronic F127.
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Puc. 3.5. Pactipenenenue mo pasmepam vactuil Pluronic P123 npu BapbupoBaHuu
cocrtaBa pactBoputens: 1 — 0e3 qobaBok stanona; 2 — N(EtOH):n(P123)=80:1; 3 —
n(EtOH):n(P123)=160:1; 4 — n(EtOH):n(P123)=370:1: a) M0 HHTEHCUBHOCTH
paccesiHus; 0) 1o unciy yacTuir; B) o oobemy. T= 20 °C (a-B) u 40 °C (r-¢) [164].

MoxHO Tos1arath, 4To 3P GeKT BIUSHUS CHUPTOB HA CTPYKTYPY OJIOKCOMOJIMMEPOB
OIpeeIsIeTCs JUIMHOW YIIIEBOIOPOIHOTO pajrKaia ajJKaHoja, a HHTepBal TEMIIEPaTyp

Ut TpaHcopmaruu MOp(OIOTHH MULIEIUT B 3HAYUTEILHOM Mepe 3aBUCHT OT pa3Mepa

ruapodoOHoi u ruapodribHOM yacteit ITAB (B ToM 4dmciie ¢ ydeTom coJibBaTaIIM).
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3.1.4 Pa3mep u gucnepcHocTh mumnesa Pluronic P123 B npucyrerBuu KBepueTHHa

Kak mokazano B pabore [158], kBepleTHH JIOKAIHU3YETCS MPEHMYIIECCTBCHHO B
runpodobHOM sipe OstokcomommmepoB PEO-PPO-PEO. ABropamu pabotsr [175] Ha
npuMepe TIIMKO3uAa KBEpIETHHA — PYTHHA — MOKAa3aHO, YTO PACIOJIOKEHHUE MOJIEKYJ
00aBOK OpPraHMYECKHX BEIECTB B MHUIIE/UIAX 3aBUCUT OT COCTaBa PACTBOPUTENS U
W3MEHSETCS TNpu  JT00aBICHWHM  JTaHOJa B  BOAHBIA  pacTtBop. M3yuenue
cTpykTypoobpaszoBanus Pluronic P123 B pacTBopax B IpUCYTCTBUH JOOABOK POBOIUIIN
Ha IpuMepe MoJM(PEHOTLHOTO BElecTBa KBepiieThHa. [[0CKOIbKy, KaKk OTMEUEHO BBIIIIE,
HauOoJIee O JHOPOIHAS MULIS/UIIpHas cTpykTypa Pluronic P123 dopmupyercs npu 40 °C,
BIIMSIHAE KBEPLETHHA PacCCMATPUBAIM CHAYaJIa IPU 3TOM TemIieparype. B BoaHoit cpene
cpenHuii uametp Muueiul HemonoreHHoro [TAB cocrasiser 20 HM U coXpaHsieTCs IPU
COJTIOOMIIM3AIMK KBEpIIETHHA PU MOJIbHOM cooTHoIeHun N(Quer):n(P123)=0.24:1.

MosxHO momaraTh, 4TO A0OaBKa ATaHONA TMO3BOJIUT M3MEHUTH pacHpeeicHHe
MOJIEKYJT KBEpIIETMHA MEXJIy MHUIICIJIAaMA W PACTBOPUTEIEM, YTO MOXKET OBbITh
WCIIOJIb30BAHO JIJIS MTOJTyYEHHUs COPOCHTOB C BBICOKOM CEJICKTUBHOCTHIO [176]. Briusuue
ATaHOJIa M KBEPIIETHMHA HA CTPYKTYypooOpazoBaHHe TPHUOIOKCOMOIMMEpPa U3yUEHO MPHU
BapbUPOBAHUU TEeMITepaTypbl u MOJIBHBIX COOTHOIIICHU
n(P123):n(EtOH):n(Quer)=1:x:y, rae x=0, 80, 160, 250, 370, y=0, 0.24, 0.72, 0.144.
HaubGonbmuii uatrepec npeactanisior temneparypsl 20 u 40 °C. B mepBom ciyuae
HaOmomaeTcsi Hambojee 3aMEeTHOE BIUSHUE 00aBOK Ha CTPYKTYpoOOpa3oBaHUE
omokcononmmepa. [loswimenue Temmneparypst 10 40 °C cioco6cTBYyeT PopMUPOBAHUIO
HAHOYACTHUI] ¢ MUHIUMAJIBHOHN TUCTIepCHOCThIO [176].

Kak yxe orTMewanoch BbIlme, a00aBKa ATaHOJIA TPUBOJUT K YACTUYHOMY
pazpyuieHuro Mutes1. OHako B IPUCYTCTBUM TUIPOGOOHBIX OMOTOTHUYECKH aKTUBHBIX
BCIIECTB HMX COJIOOMIM3AIMS B CMEIIAHHOM pPAaCTBOPUTENIC MOJKET ITOBBIIIATHCS,
MOCKOJIbKY ~COJIbBATallds BCEX OJIOKOB COMOJMMEpA MPUBOAUT K BO3PACTAHHIO
MexdasHoi mromanu nopepxHoctu [177]. Ilpu 20 °C MOXHO NIPOCIEIUTH, YTO

braBoHOM T CHUKAET KPUTHUYECKYIO TeMIlepaTypy MUIEII000pa30BaHUS
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TpUOJIOKCOIOIIMMEpa B BOJHO-3TaHONBHOW cpene. Ha puc. 3.6 mpuBeneHbl KpuBbIE
pacnpezielieHus: HHTEHCUBHOCTH TI0 pa3MepaMm B mpucyTcTBuu (raaBoHouga. [lo mepe
BO3pAaCTaHUs KOHIIGHTpAllMM KBEPLIETMHA B BOJHO-3TaHOJbHOM pacTBope I[IAB
CHIDKAeTCSl TUIOMIA[b IHKA, COOTBETCTBYIOIIETO CBOOOJHBIM MAaKpOMOJIEKylIaM (C
pasmepom MeHee 10 um). OueBHIHO, YTO COJIEpKAHUE CIUPTA U MOJTUGEHOA SIBISIOTCA
IByMsi (paKTOpamH, OKa3bIBAIOIIMMHU BIIMSHHE HA CTPYKTYpy U TOJUMOJAIBHOCTH
mutesn [TAB. Dddekt aTux 1006aBOK ABISETCS pa3HOHANPABICHHBIM: ATAHOJ TPUBOIUT
K YaCTMYHOMY pa3pylIEHHIO MHULEI, B TO BpeMs Kak KBEPLETUH MPOSBISIET
CTPYKTypHUpYIOllee JCHCTBHE MO OTHOWIEHUIO K Onokcomomumepy. CrnocoOHOCTB
ruapo@OOHBIX  BEMIECTB K  CHHKCHHIO  TEMIEpaTypbl W KOHIICHTPAIHH
MHUIIEII000pa3oBaHus HeMOHOTeHHBIX [IAB oTMmeuanack B padotax [174, 175]. ABTOpSI
[178] oOBscHAIOT 3TO 0Opa3oBaHMEM KOMILICKCOB (hJIaBOHOMAA CO CBOOOJTHBIMHU
moisiekynamu [IAB, koTopble BHOCIEACTBUM OpPraHU3YIOTCS B MHULEIUIBL. MOXHO
noJjiaraTh, 4YT0 OTMEUYCHHBIH A(PPEKT KBEpLETHHA Ha CTPYKTypooOpasoBanue Pluronic

P123 xapakTepeH u Ui JpyTrux NoaudeHOoI0B U OJI0KCOMOINMEPOB.
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Puc. 3.6. Pactipenenenue no pazmepam yactull Pluronic P123 npu BapbupoBanuu
cootHomenus n(Quer):n(P123): 1 —0; 2 -0.024; 3-0.072; 4 — 0.144:
a) M0 UHTEHCUBHOCTH pacCesiHUS; 0) M0 YUCTy YacTull; B) o oobemy. T=20°C,
n(EtOH):n(P123) = 160:1 [164].

HpI/I Ooysiee BBICOKHX TEMIICpATypax B 3aBHCHUMOCTH OT COACPIKAHUA
COPaCTBOPUTCIIA U HOJ'II/I(bCHOJIa B PaCTBOPE MOKHO IMPOCICANTL NI3BMCHCHUE UX POJIN B

CTPYKTYypooOpa3oBanuu HenoHoreHHOTO [TAB. MoHOMOIansHOCTE pacipeieieH s Py
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40 °C mo3BOJSET UCHOJB30BaTh S XAPAKTEPUCTUKH CHCTEMBI  CpPEIHUI
ruapoanHamudeckuit quametp (dn). Kak mokaszano Beiiie, BiusHue 3Tanona mpu 1=40 °C
COCTOMT B yBeludyeHHH pasMmepa oT Op=20 uM 10 23 HM (IpH COOTHOIICHHH
N(EtOH):n(P123)=80:1) u ymeHnbIieHnn 10 14-18 HM IpH OCTAIEHBIX COCTaBaX pacTBOpa
(ot N(EtOH):n(P123)=160:1 mo n(EtOH):n(P123)=370:1). B nmpucyrcTBUN KBEpIICTHHA
u3MeHeHne pasmepa On v mHACKca nojuaucnepcHocT PDI Murenn 6mokcononumepa
HEMOHOTOHHO ITPH BapbHPOBAHHWH COCTaBa pacTBOputes (puc. 3.7).

Benuuuna cpeiHero ruipoJuHaAMUYECKOT0 JUaMeTpa MOKET ObITh UCIIOIb30BaHa
TOJIBKO IS TIEPBUYHON OIICHKM Kaue€CTBEHHBIX M3MEHEHUU B HCCIEAYEMON CHUCTEME.
JloTIONMHUTENBHBIN BKIJIAJ, B TMOTPEIIHOCTh OMNpEAENCHUS] BO3HUKAET MPH aHalln3e
MHOTOKOMIIOHEHTHBIX ~ PacTBOPOB B CMCIIAHHBIX pacTBopureasx [168]. s
OTIpEe/ENICHUs] MCTUHHOTO pa3Mepa MHUIEI B HCCIEAYyeMON CcHUCTeME HE0OXOIuMO
MPUBJICYCHUE JPYTUX METOIOB, YTO HE BXOIWJIO B 33hayu paboThl. OgHAKO aHAIU3
BEMYUH (O MO3BOJIAET BBIIBUTH COCTaB PACTBOPHUTENS, NMPH KOTOPOM MPOSBISACTCS

HauOoJIee 3aMeTHOE BIMsIHUE (DIIaBOHOMIA HA CBOMCTBA HaHOYaCTHI] oJiuMepHoro [TAB.

25 %2 0,30 -
1}\ o I~ -
X E h 0,20 P
20 SRE T Ir _____________ 3 1 I : z I
= o T s 35 1 _ 2
. 5
° 157 o 010 { ~
. : 4 = 34
T L i i) 1
10 - T T 1 0,00 ' ' ,
0,00 0,05 0,10 0,15 0,00 0,05 0,10 0,15
n(Quer):n(P123) 2) n(Quer):n(P123) 6)

Puc. 3.7. 3aBUCUMOCTb CpeIHErO TUIPOAMHAMUYECKOTO AuamMeTpa (a) U MHAEKca
nomuaucnepcHoctu (0) Pluronic P123 ot n(Quer):n(P123) npu BapbupoBaHKH COCTaBa
pactBoputers: 1 —n(EtOH):n(P123)=80:1; 2 — n(EtOH):n(P123)=160:1;

3 —n(EtOH):n(P123)=250:1; 4 — n(EtOH):n(P123)=370:1. T=40 °C [164].

Comobunu3anus KBepieTuHa B BogHOM pacTBope I[IAB He mpuBoguT k pocty

pasMepa MULCIII TOCJIICAHUX, 4 YBCIIMUCHUC pa3dMEpa HAHOYACTUIL MOKET OBITH BBEI3BAHO
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OCOOCHHOCTSIMH ~ coyibBarik  MoJIekysl (umaBoHomnma [179]. [lpm MuHHMaIbEHOM
U3 YKa3aHHBIX cojepkanuii dtaHojia B pactBope (N(EtOH):n(P123)=80:1) ero 3ameTrHOE
BJIMSIHAC HUBEIIUPYETCS MMPUCYTCTBUEM KBEPIIETHHA, MOCKOJIBKY On CHUXAeTCs oT 23 HM
10 19 HM He3aBHCHMO OT KOHIIEHTparuu noavudenona. B nmpucyTcTBuu KBEpIETHHA C
pOCTOM CONEp)KaHWsl dTaHOJA TPOSBISETCS WX cuHepru3Mm. I[lpm mobaBreHun
¢daBoHOMTA K BOJ/IHO-3TaHOJILHOMY pacTBopy ITAB (cooTHOIICHUS
N(EtOH):n(P123)=160:1 u 250:1) HabmromaeTcs yBenwueHUEe pasMepa Muieur. Ilpu
nanpHelmeM yBenuuenun cootHomienus N(EtOH):n(P123) nmo 370:1 BiusHue
KBepueTuHa HuBenunpyercs. Pasmep wactuny [IAB nmpu stom cocraBmsger 14 HM
HE3aBUCUMO OT KOHICHTpanuu ¢uraBoHouaa. Jlamaplii  (akT ykas3plBaeT Ha
MEPBOCTENICHHOE BIMSHKUE dTAHOJIA KaK PACTBOPUTENIS HA CTPYKTYPY MUIIEIUI, X pa3Mep
Y TIOJIUTUCTIEPCHOCTD. TaKKe 3TO MOXKET OBITh CBS3aHO C ITOBBIIIICHUEM PACTBOPUMOCTH
KBepIleTHHA B (pa3e pacTBOpa 3a CUET CHUIKCHHUS MOJISPHOCTH pacTBopuTtess [178].
PasmMep W JOHCIEpPCHOCTH YACTUIT B HCCICAYEeMOM CHUCTEME TIO3BOJISICT
MPEANojaraTb BO3MOXKHYIO JIOKQJIM3AIMI0 MOJIEKYJIbl KBEPIIETHHA OTHOCHUTEIIHHO
ruApoUIBHBIX W THAPOGOOHBIX YYACTKOB MHUIEIUT OJOKCOomoaMMepa. YdacTue
dbnaBoHOU A B CTPYKTYypooOpazoBanuu [TAB noaTBepaaercs CHUXKEHUEM TeMIiepaTyp,
Ipy KOTOPBIX (POPMUPYIOTCS MUIIEIUTBI ¢ MUHUMAJIBHOW JIUCTIEPCHOCTHIO. MOXKHO
noJyiaraTh, 4YTO HaubOoJjee OJNAaronmpuaTHBIM, B TOM 4Yucie i (HopmMupoBaHus
MOJICKYJIAPHBIX ~ OTIEYaTKOB TPHU CHHTE3C YIOPSAIOYCHHBIX KPEMHE3EMOB C
UCIIOJIb30BaHUEM HEHOHOTEeHHBIX [IAB, siBisieTcst cocTaB pacTBOpUTENsi, TP KOTOPOM
HaOMroMacTCsl HamOoJiee 3aMETHOE BiIMSHUE KBepueThHa. OH OTBEYACT MOJIBHOMY
COOTHOIIICHUIO dTaHoia U OnokcomosmMmepa N(EtOH):n(P123)= 80:1. Dto mo3BoauT
OTKa3aThCsl OT WCIOJNB30BAHUS TPU 30Jb-T€NIb CHHTE3C KPEMHE3EMOB pPEarcHTOB,
KOTOPBIE, C OJTHOM CTOPOHBI, CIIOCOOCTBYIOT CBSI3BIBAHUIO TOBEPXHOCTHBIX CHJIAHOJIBHBIX

IPYNIl C MOJICKYyJIaMH aHaJHWTOB, a C JPYroll — MOIYT CHHXKATh YIOPSAAOYECHHOCThH

(bOpMUPYIOLIUXCS CTPYKTYD.
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3.2 CTpyKTypHbIe U NOBEPXHOCTHbIE CBOIICTBA CHHTE3MPOBAHHBIX KPEeMHE3eMOB

3.2.1 XapakrepucTuka KpeMHe3éMo0B 1o 1aHHbIM UK-cniekTpockonnu

Meton UK-cnekTpoCKonuu, Kak METOJl CTPYKTYPHO-TPYIIIOBOTO aHaJM3a, 4acTo
UCTIONB3YETCs Il PACCMOTPEHHUsI Ha KaueCTBEHHOM YPOBHE MPHUPOABI M KOJIWYECTBA
COpPOLIMOHHBIX IICHTPOB, a Takxke ruaparaiuu copoenToB [180]. B mactosmieii pabore
paccMaTpuBaIl OCOOCHHOCTH TOJTYYEHHUS MATPHIl YIOPSIOUYCHHBIX KPEMHE3EMOB MPHU
BapbUPOBAaHUU TIPEKypcopa (TETPa’TOKCHCWIAH U KOJUIOMJIHBIA pPAcCTBOpP OKCHIA
kpemuus Ludox-HS-40), cocraBa pactBopuTtens (Jio0aBKM 3TaHONA W OyTaHoya-1), a
TaK)Xe B MPUCYTCTBUM MOTCHIIMAIBHBIX aHAIMTOB (KBEPIIETHHA U TUTHAPOKBEPIICTHHA).
['unpaTanuio u yJAeibHYIO IJIOTHOCTh TOBEPXHOCTHBIX CHJIAHOJIBHBIX TPYIIN CPABHUBAIIU
10 WHTEHCHUBHOCTH CIIEKTPAJIBHBIX TOJIOC MPH COOTBETCTBYIOIIMX BOJIHOBBIX HYHCIIAX

(Tabnuma 3.2) mociie 06pabOTKH CIIEKTPOB METOJIOM HOPMHUPOBKH (pazjaein 2.2.4).

Tabmma. 3.2
OcHOBHBIC XapaKTEPUCTUIECCKHE TIOJIOCHI TToriomenus MK-u3nydeHus: kpeMaesemamu
[180]

BonHoBOe uncio, cm* Tun xonebGanuii
460-795 y nedopmarontbie Si-O-Si

y nedopmanonnsie OH-rpynn agcopObupoBaHHOM
970 BOJIEI, cBsi3anHoM ¢ Si-OH

BasieHTHbIE V Si — O B ruapatupoBanHbix Si-OH
1060-1200 acCMMMETpHUYHbIC BaJieHTHbIE V Si-O-Si
1640 & nedopmanmonnsie OH B H,O

BaieHntuele v O —H B Si-OH,  cBsa3aHHBIE
3000-3500 BOJIOPOJIHBIMU CBSI3SIMH,

BajieHTHbIe vV 0 — H ancopOMpoOBaHHOM BOJIbI
3600-3650 BasieHTHbIe V O — H B BunmHanpHbIx Si-OH
3740-3750 BasieHTHbIe V O — H B cBOOOIHBIX Si-OH

Bnusnue npexypcopa. Panee B padote [180] ormeueHo, uto nHOpaKpaCHBIN CIICKTP
aMOp(PHOTO M KPUCTALTUIECKOTO TUOKCUIA KPEMHHS, XapaKTePU3YIOTCS UIACHTHYHBIM
HabopoM criekTpanbHbix nosnoc (460, 800 u 1075 cm?). B 061acTH BOJTHOBBIX YHMCEI

1000-1300 cm™, cnexTpanbHBI MakCMMyM OTHOCST BAJE€HTHBIM KOJNEOAHHSAM CBS3U
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Si-O B TeTpadapudeckoil CTPyKType MaTpHIlbl KpeMHe3eMa. [1010Chl MoTIomeH s pu
1060 1 1230 cm™? MOryT GBITH OTHECEHBI K ACHMMETPUYHBIM BAJEHTHBIM KOJIEOAHMAM
rpymn Si-O-Si [180]. CnBuru MOXHO TPaKTOBaTh MEPEKPHIBAHUEM I10JIOC BAJICHTHBIX
kosiebannii Si-O ¢ WHTepKasIMel MOJUCHIOKCAHOB, KOTOpbIe mposiBisitorcs B MK-
criektpax B obmactu 1105 cm? [180]. B paGore [171] mamMu nokazaHo, 9TO ISt
MaTepHaioB C HEYNOPSIOYEHHOW CTPYKTYPOM TETPadAPUUECKOM MaTPHIIbl KpEMHE3eMa
MaKCHUMyM TOJOCHl HaOmogaeTcss mnpu  OOJBIIMX BOJHOBBIX YHMCHAX, a MAJiA
HAaHOCTPYKTYPUPOBAaHHON MaTpPHIIBI CMEIIAETCS B 00JIACTh MEHBIINX BOJHOBBIX YHUCEI
(mo 1060-1080 cm?t). Kak BugHO Ha puc. 3.8, CHHTE3MPOBAHHBIE MAaTEPHAJIEI
XapaKTePU3yIOTCs  YHOPSAOYCHHONW CTPYKTYpOH, TOCKOJIBKY MAaKCHMYM TIOJOCHI

BaJIEHTHEIX KoneOanuii Si-O-Si pacnonoxken npu BonHosoM uucie 1060 ey,

12 - 0,030 -
1,0 - 0,025
0,8 0,020
3 3
O: 0,6 - (.30’015
5 &5
=04 1 30,010
< <
<02 - < 0,005
0,0 T T T T 1 0,000 T 1
400 600 800 1000 1200 1400 3000 3500 4000

v, cm1 v, cm1

a) 0)
Puc. 3.8. UK-cnekTpsl KpeMHE3eMOB B 00J1aCTH KOJIeOaHUM, COOTBETCTBYIOITUX
matpuiie SiO; (a) u B odnactu konedbannii SIOH u agcopOupoBanHoit Bob (0):

1 — neynopsioueHnsiid, 2 — MS-T (ananor SBA-15, cuHTe3UpOBaHHBIN 13
TeTpasTokcucuiana), 3 — MS1 (ananor SBA-15, cHHTE3UpPOBaHHBIN ¢ HCITOJIb30BAHUEM
KOJUTOMJTHOTO PACTBOPA OKCHJIa KPEMHHUS).

B kadectBe mpekypcopa HpH CHHTE3€ ME30MOPUCTBIX KPEMHE3EMOB OOBIYHO
ucnojn3yercs Terpastokcucuian (TDOC) [75]. B pabore [171] HamMmu oTMedeHO, YTO
anajgorn SBA-15, cuaTe3npoBanHble Ha ocHOBe TOOC, MO3BOJSIOT H3BJICKATH W3
pacTBOpPOB HEMOJISIPHBIE BEIleCTBa, Takue Kak o-Tokodeposn u B-xaporud. Jls

OTHOCHUTCIIBHO IIOJIAPHBIX (I)JlaBOHOI/IIIOB COp6HI/I}I BbIpa)X€Ha B MEHBIIECN CTEICHU

BCJIEICTBUE KOHKYPEHTHOM a/lcOpOIIMN pacTBOPUTENS Ha MOBEPXHOCTH TBEPAO(]PA3HBIX
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maTtepuanoB. CpoacTBO MaTepualoB K MOJEKyJaM aHAJIWTOB MOXKET 3HAYMTEIHHO
MEHSTHCS TPU BAPbUPOBAHMU CTPYKTYpbI, THUIA U paclpeneieHus COpOIMOHHBIX
LEHTPOB (CUJIAHOJIbHBIX IPYIII) Ha BHEIIIHEW U BHYTPEHHEH MOBEPXHOCTU KPEMHE3EMOB.
s BpIOOpa yCIIOBUM BBIACIEHUS W OYHMCTKH IICJIEBBIX KOMIIOHEHTOB BaXKEH YYeT
XapaKTEPUCTUK COPOCHTOB.

B nacroseii paboTe paccMaTpuBalid U3MEHEHUE CTPYKTYPHBIX U TOBEPXHOCTHBIX
CBOMCTB HAHOCTPYKTYPUPOBAaHHBIX MaTEpHUAIOB IMpPH HUCIOJIH30BAaHUU B KaueCTBE
npeKypcopa TerpasTokcucmiana (oopaszerr MS-T) u kosstomaHOro pacTBopa OKcuja
kpemuus (cepus MS). Kak BuaHO Ha puc. 3.8, mpu cuHTE3e COPOCHTOB, aHAIOTOB SBA-
15 u3 0boux mpeKkypcopoB 0Opas3yeTcsi yHopsA0odeHHAss CTPYKTypa, Ha U4TO YKa3bIBA€T
TIOJIOKEHUE M IIPO(UIIL OIOCH BaneHTHBIX KoneOanuii Si-O-Si (1060 cm™).

Hst obpasiia MS-T xapakTepHa OTHOCHUTEIBHO BBICOKAS THApATAIUsA, YTO
OCJIOKHSIET W3BJICUEHUE (IABOHOMIOB M3 OPraHUYECKUX pacTBopuTenell (kKak ¢
THJIPOKCHJILHBIMH TPYITIIaMH B CBOCH CTPYKTYpe, TaK M COJAEPKAIINX MPUMECH BOJBI).
JlanpHeliiee BapbUPOBAHUE CBOMCTB KPEMHE3EMOB PAaCCMATpUBAJIM INPU CHUHTE3€ Ha
OCHOBE KOJIJIOMJIHOTO pacTBopa okcuaa kpemHus. [Ipoduns monocer Ha UK-cnekrpe
oopasua MS1 B wuHTepBane BonHOBBIX uucen 3600-3650 cm? Moxker OBbITH
WHTEPIPETUPOBAH KaK MPUCYTCTBHE BUIIMHAIBHBIX TPYIII HA IIOBEPXHOCTH KPEMHE3eMa.
Ot0 He xapakTepHo 1 ananora SBA-15, cuntesupoBanHoro ¢ ucnosiabzoBanuem TOOC.
Jlst ananora SBA-15 mapsny ¢ mukom 3750 e mpucyreryer nonmoca 3732 em (puc.
3.8, kpuBas 3), UTO yKa3blBaeT Ha U3MEHEHHE OKPYKEHUS CHJIAHOJIBHBIX Tpyni (B TOM
YHCJIC HATMYME BUIMHAIBHBIX U TeMUHAIBHBIX rpym) [171].

Bruanue oobasox 6ymamnona-1. Jlo6aBku OyTaHoja-1, Kak OTMEUYEHO B paboTe
[88], npuBoAAT K MOMYYEHHIO KpEMHE3eMa ¢ KyOUdecKoi CTpyKTypoit — ananora KIT-6.
[Ipy cuHTe3e B TPUCYTCTBHM alKaHOJIa HAOIOMAETCs COXpPaHCHHE YIOPSIOYECHHOU
matpunpl SiO; (y3kas monoca ¢ MaKCUMYMOM HpH BoJtHOBOM uucie 1060 cm™t). MoxHo
OTMETUTh WM3MEHEHHE THApaTalldd MaTepuanga, Ha 4YTO YKa3bIBa€T yMCHBIIICHHE
MHTEHCHBHOCTU NHKOB B obnactu 3000-3500 cm?t (puc. 3.9). CHmwkenne ruppaTanun
oopasnia MK1 (anamor KIT-6) mo cpaBrenmto ¢ MSI1 (anamorom SBA-15) taxke

MOATBEPKAACTCS CMEIIeHUEM MUKa aedopMaimoHHbIx kKojebanuit OH-rpymm ot 970 no
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984 cml, koropmli oTHOCAT K KonmeOaHusM cBsa3u Si-O B CHJIAHOJBHBIX TPYMIAx,
THAPATUPOBAHHBIX MOJIEKyJIaMu Bojsl (Tabm. 3.2). [lng obpasua MK1 cTtoutr otMeTuTh
YBEJMYEHUE HHTEHCUBHOCTH TMKa 3750 c¢M, COOTBETCTBYIOIErO BaJEHTHBHIM
KOJIe0aHUsIM CBOOOJHBIX CHJIAHOJNBHBIX TPYNI HAa MOBEPXHOCTH TOp, T. €. HE

Y4aCTBYIOIIUX B COJIbBATAIIUN U O6pa3OBaHI/II/I BOOAOPOIHBIX CBSI3CH.
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v, cm-1 v, cM-1
a) 0)

Puc. 3.9. UK-criekTpbl KpeMHE3EMOB B 001aCTH KOJICOAHUH, COOTBETCTBYIOIINX
matpuie SiO; (a) u B ooactu konebannit SIOH u ancopoupoBanHoi BobI (0):
1-MS1, 2 - MK1.

Brusinue 0obasox nomenyuanvuvix ananumos. Kiaccudaeckuii moaxo/1 oTydeHus
MaTepUajoB C MOJEKYJISIPHbIMUA OTHEYAaTKaMU MOTEHIIMAIBHBIX aHAJTUTOB IMPOBOJUTCS C
UCTIOJIb30BaHUEM KOBaJICHTHO-CBSI3bIBAIOIIETO KOMIIOHEHTa (Hammpumep,
aMHUHOIPOMUITPUITOKCUCUIIAHA), KOTOPBIA OOBIUHO SBIISETCS BBICOKOTOKCHYHBIM H
noporoctosimiuM  peareHToM. CrocoOHOCTh MONHU(EHONIOB K B3aUMOACUCTBHIO C
MUIEJJIAMU TEMIUIaTa B YCIOBHUSX CHHTE3a ME30MOPUCTHIX KPEMHE3EMOB TO3BOJISIET
OTKa3aThCsl OT MCIOJIb30BAHMS BCIIOMOTATEIbHBIX KOMIIOHEHTOB PEAKIIMOHHON CpPEJIbI.
Bo16op ycioBuii CHHTE3a KpEMHE3EMOB € JI00aBKaMK OJM()EHOTIOB IPOBOJUIH C YHETOM
CTPYKTypooOpa3oBanus 1madsona (pazaen 3.1.4). Ilomydanu maTepuanbl B IPUCYTCTBUM
KBEpLUETHHA M JWTHAPOKBEPIETHHA IMPH BapbUpPOBAaHUM KOJMYECTBA 3TaHOJA B
PEaKIOHHON CMECH.

MO’KHO OTMETHTD, UYTO CHHTE3 MaTE€pPHAJIOB ¢ J0OABKaMH KBEPILIETUHA MPUBOAMT K

BapbHUPOBAHUTIO CBOMCTB KpEMHE3€MaA, YTO O6YCJIOBJI€HO KaK pa3/IM9YHbIM KOJIUYCCTBOM
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copacTBopuTeNs (3TaHOJa), TaK W HAIWYAA MOJMH(PEHOIBHOTO KOMIIOHEHTa B
peaknnoHHOM cucteme. Hanbomee cymecTBeHHbIC N3MEHEHUS B CIIEKTPaX KPEMHE3EMOB,
CUHTE3UPOBAHHBIX B MPUCYTCTBUU KBEPLETHUHA U JTUTHAPOKBEPIETHHA, CBA3aHBI C
BapbUpoBaHueM THaparanuu (compBataruu) (puc. 3.10). IlpucyrcTBme 3TaHONa B
Pa3IMYHBIX COJEPXKAHUSAX TNPUBOJUT K HEIMHEHHOMY HM3MEHEHUIO COJbBATALINH,
IPOXO/Is Yuepe3 MUHUMYM 1ipu cooTHoIeHuur B N(Si0,):n(EtOH)=1.0:1.3 B peakiinoHHOi1
cpene. OTmedeHHBIH 3(PGHEKT MOATBEPKIACTCS N3MEHEHHMEM WHTEHCHUBHOCTH TIOJIOC
BAJICHTHEIX KoJiebaHuii pactBoputens B oomactu 3000-3700 cm. smeneHune xapakTepa
COJIbBATallUM TOATBEPKAAETCS cMmenieHneM nuka 970 cml B 005acTh OOJBIINAX

BOJTHOBBIX uncen 10 980 cm™ (kone6anus casu Si-O B Si-OH).
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Puc. 3.10. UK-cnekTpsl KpeMHE3EMOB B 00J1aCTH KOJICOAHMI, COOTBETCTBYIOITUX
marpuiie SiO; (a) u B ooactu kosebanuiit SIOH u ancopOupoBanHoii Bobl (0): 1 —
MS1, 2 - MQSO0, 3 - MQSL.

Haunbonee uHTEpecHa 3aKOHOMEPHOCTh H3MEHEHHUs KOJIMYECTBA CBOOOJHBIX
CHJIAHOJIBHBIX TPYIII (TT0JI0ca BaJeHTHBIX Kojiebanuit v SIOH npu BoJTHOBOM YHCIIE OK.
3750 cm?l). BImM30CTh MHTEHCHBHOCTEH IEPEKPHIBAIOIIMXCS IIOJOC B JTOM 06IacTu
3aTPYJHSAET aHAJM3 MOJYYEHHBIX JaHHBIX MO MCXOJHBIM CIIEKTpaM mnorjomeHus. s
OLICHKM KOJIMYECTBA CBOOOJHBIX CHUJIAHOJIBHBIX TPYMI MCIOJB30BATIM METOJ 0a3uCHOM
muauE (puc. 3.11). MOXHO OTMETHTH, YTO B MPUCYTCTBUU KBEpPIIETHHA BaphbHPOBAHUEC

KOJIMYCCTBA 2TaHOJa B peaKHHOHHOﬁ CMCCH IO3BOJIACT KOHTPOJIHMPOBATHL KOJIUYCCTBO
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COpOITMOHHBIX IIEHTPOB Ha moBepxHOCTH Me3omop (puc. 3.12). Ilpu momsHOM
cootnomennr Nn(EtOH):n(Si0,)=0.3:1 orMeueHa MakcHMajibHas HHTCHCHUBHOCTh
nmonockl 3748 cM?, COOTBETCTBYIOLIEH BaJIECHTHHIM KOJEOAHUSIM  CBOOOMHBIX
CHUJIAHOJBHBIX TPYII. AHAJOTUYHO KBEPIETUHY, MPUCYTCTBUE TUTHIPOKBEPIICTHHA B
peakIroHHON cMecu ¢ MosibHbIM cooTHomeHueM n(EtOH):n(Si02)=0.3:1 mpuBoaut k

YBCIMYCHUIO KOJHUYCCTBA CBO60,ZIHBIX CUIAHOJIBHBIX TIPVYIIII, CHHXKAA TI'UApPATAlUIO

KpeMHe3eMma.
0,015 1 3748 ev,
v(Si-OH, Bamn.)
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Q
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0,000 . . . . .
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v, em!

Puc. 3.11. [Ipumep o6padbotku MK-cnektpa kpeMHe3eMOB B 001aCTH KOJeOaHU
CBOOOJIHBIX CHJIAHOJIBHBIX TPYIII METOA0M Oa3ucHou jauaun (oopazer; MQSL):
1 — ucxoaHbli cekTp, 2 — nocae o0pabOTKH.

0,010 ~

< 0,005 H

0,000
MS1 MQSO MQS1 MDQSL MQS2 MQS3
Puc. 3.12 OnTruueckas miOTHOCTh KPEMHE3EMOB IIPH BOJIHOBBIX UHCIIaX,
COOTBETCTBYIOIIMX KOJIEOAHUSAM THAPATHOU BojbI, V=3400 cmt (crutoIIHBIE CTONOIIBI);
CBOGOIHBIX CHIaHOIBHBIX rpynIL, v=3748 cm! (3a1Tprx0BaHHEBIE CTONOLDI).
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Ba)xHO OTMETUTH, YTO MPU CUHTE3€ KPEMHE3EMOB C MCHOJIb30BAHUEM B KaYECTBE
TeMIUTaTa OpoMuaa mneTuaTpuMeTwiamMmoHus [181] mpu BapbHpOBaHWUM KOJHMYECTBA
ATaHOJIa B MPUCYTCTBUM KBEPLIETHHA TUApATAlldi U yJeJIbHasl TUIOTHOCTh CBOOOIHBIX
CHJIAHOJIbHBIX TPYNI Ha TMOBEPXHOCTH TBEPAOGA3HBIX MaTEpUajOB OCTABAIUCH
NOCTOSIHHBIMU. VI3MeHeHHsT HaOIoJanuch MPU BapbUPOBAHMM HTaHOJIA TOJBKO O€3
nob6aBok mnonudenona. MoxHO TMonaratb, 4To MpPHU TNEPEXo/ie K HEHMOHOTCHHOMY
temmuiaty (Onokcomosmmepy Pluronic P123) B mpomecce 305b-Tenb  CHHTE3a
KPEMHE3EMOB IIPOUCXOAAT 00Jiee CIOMKHBIE MPOLECCHI, YTO TPeOyeT yueTa MHOKECTBA
(aKkTOpOB B IIPOLIECCE CUHTE3A.

Takum 00pa3om, Npu BapbUPOBAHWUHU YCIIOBUW CHHTE3a (MPUPOABI IMpEKypcopa,
00aBOK COpacTBOpUTENEH M MOJM(EHOJIOB) COXPaHSAETCS YNOPSAJOUEHHAs! CTPYKTypa
KpeMHe3eMoB. [Ipu 3TOM OTMeUeHbl U3MEHEHHSI KOJIMYECTBA U MPUPOJIbI CUIbHOIBHBIX
rpyMIl, TUAPATALNHU, YTO TO3BOJIUT KOHTPOJIUPOBATH COPOLIMOHHBIE CBOMCTBA C YUETOM
NPUPOABl AHAIUTOB. B yClIOBUAX CHHTE3a C HMCIOJIb30BAHUEM B KaueCTBE MpeKypcopa
TETPadTOKCUCHIaHA OOpa3yrTCs MaTepualibl C BBICOKOM THApaTaiued u Majou
IUIOTHOCTBIO CBOOOJHBIX CHJIaHOJIbHBIX rpymnm. [lpu mepexome K cHHTE3y ¢
WCITOJIb30BAaHUEM KOJUTOMIHOTO pacTBOpa OKcHaa KpeMHus it anamora SBA-15
OTMEYEHO CYILIECTBEHHOE YBEIMUEHHUE CBOOOHBIX M BULIMHAIBHBIX CUJIAHOJIBHBIX TPYTIIL.
KonnuecTBO CBOOOJIHBIX CHJIAHONBHBIX TPYII MaKCUMAaJlbHO IpU IEpexoje OT
TeKCAarOHAJILHON CTPYKTYpPBI KpeMHe3eMoB (aHaorn SBA-15) k kyOndeckoil (aHajIoTH
KIT-6). B o ke Bpems mns ananoroB SBA-15 nocturaercst pocT yuciaa cOpOIMOHHBIX
LIEHTPOB IMpU CHUHTE3€ KPEMHE3EMOB B MPUCYTCTBUU TMOTEHLIMAIBHBIX aAHAJIUTOB
(KBEpLIETHHA M TUTHIPOKBEPIICTHHA) U MOJIbHOM cooTHomenuu N(SiO,) : n(EtOH) = 1.0:
0.3. DT0 MO3BOJUT NOBBICUTH COPOLIMOHHYIO EMKOCTh CUHTE3UPOBAHHBIX TBEPI0(ha3HbIX
MaTepHaoB IO OTHOUIEHUIO K 1I€JIEBbIM KOMITIOHEHTaM. [[71s1 ynopsiIoueHHbIX COPOEHTOB
B OTOM Cllyya€ MOXXHO OXHJaTh YyBENWYEHHUS HSPPEKTUBHOCTH JTUHAMUYECKOTO

COpPOITMOHHOTO KOHIICHTPUPOBAHUS BEIIECTB, YTO Oy/I€T paCCMOTPEHO B TJIaBe 4.
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3.2.2 XapaKTepuCTUKA KPEeMHE3eMOB 110 JaHHBIM HU3KOTEeMIIePAaTYPHOI

ajgcopOuumn/necopouum azora

Metoa HU3KOTEMITepaTypHOH afcopOIuu/aecopOIuu a30Ta OTIIMYACTCS BRICOKOU
WHPOPMATUBHOCTBIO, MO3TOMY IIMPOKO HWCIONB3yeTCs, B TOM 4HCIE TIpU
XapaKTEPUCTHKE YIOPSTOYCHHBIX ME30MOPUCThIX KpemHe3eMoB [153]. U3 nmomydeHHOi
U30TEPMbI MOYKHO PacCUMTATh IUIOMIA/b MOBEPXHOCTH 00paslia, AMaMeTp, 00bEeM Mop, U
JIpYTHUE XapaKTepUCTUKU. Buja wu30TepMbl ajacopOIuMu ompeneiseTcs OOUUMU U
crienuPpUYECKUMHU B3aUMOJICUCTBUSIMU aicopOaT-acopOCHT U MO3BOJISIET KAUYECTBEHHO
OXapaKTEpPU30BaThb  HCCIEAYEMBbId  Marepual. Bua  MOIyY4EeHHBIX  H30TEPM
ajcopOumu/aecopo  a3ota CHHTE3UPOBaHHBIMH  KpeMHe3emamu  (puc. 3.13)
MOJTBEPXKIaeT (pOopMHpOBaHHE YMOPSIAOYCHHONH ME30MOPUCTON MATpPHUIIBI CHUJIMKATA.
Kpemueszemsbi, ananoru MCM-41, cuHTe3upoBaHHBIE C HCIOJB30BAaHHUEM B KayeCTBE
TeMIuiata OpoMua HETUITPUMETHIAMMOHUS, XapaKTePU3YIOTCS CPEIHUM THaMETPOM
me3onop 3.1-3.4 um (tadn. 3.3). Iloaumepnsiid mradbmon Pluronic P123 mosBossieT
NoJIy4aTh yrnopsimoueHHubie Matepuansl (anamoru SBA-15 u KIT-6) ¢ 6onee mmupokumu
me3onopamu  (6.8-7.8  HM), UYTO BaXHO TMpU COPOLIMOHHOM pa3JEiIeHUH U

KOHIIEHTPUPOBAHUH MOJINU(GEHOIBHBIX BEIIECTB.
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Puc. 3.13. M30oTepMbl HU3KOTEMIIEpATypHOU afcOpOIu/aecopOIuu a30Ta
kpemuezemamu: 1 — MC1, 2 - MS1, 3 - MS-T, 4 — MK1.
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Tabmuua 3.3
VY aenbHas MWIOMAAb TIOBEPXHOCTH U Pa3Mep MOP CHHTE3MPOBAHHBIX KPEMHE3EMOB
KpeMHesem Syu MZ/T* Ay, HM**
SA 220 12.0
MC-T 1030 3.1
MC1 760 3.4
MS-T 730 6.8
MS1 950 7.8
MK1 680 7.2

*Syx — TUIOIMIAJh TIOBEPXHOCTH KPEMHE3EMOB, PaCCUMTAaHHAs C MCIOJIb30BaHWEM MOAenn bpyHayspa-
Ommera-Temepa (BET: S. Brunauer, P. H. Emmet, E. Teller).

**d, HM — CpelIHHH JMaMEeTp IOp, PACCUMTAHHBIA 1O ajCOPOIMOHHOW BETBH H30TEPMBI C
ucnonp3oBanueM wmojenu bapperra-/[xoitnepa-Xanenga (BJH: E.P. Barrett, L.G. Joyner, P.P.J.
Halenda).

O6o3Hauenust copoeHToB: SA — HeynopsioueHnbiil marepuan, MC-T — ananor MCM-41,
CHHTE3MPOBaHHBIN U3 TeTpadTokcucuinana, MC1 — anagor MCM-41, cunresupoBan u3 Ludox-HS-40,
MS-T — ananor SBA-15, cuate3upoBan u3 TeTpadtokcucmiana, MS1 — ananor SBA-15,
cunatesupoBan u3 Ludox-HS-40, K1 — ananor KIT-6, cuaresuposan u3 Ludox-HS-40.

3aKJIloYeHue K rijiase 3

PaccMmoTpeHbl 0COOCHHOCTH CTPYKTypooOpa3oBaHus OsokcomonumMepa Pluronic
P123, ucnomnp3yronierocsi Kak TeMIUIAT MPU CHHTE3€ YMOPSJOUYECHHBIX ME30TOPUCTHIX
kpemHe3emMoB (aHajoroB KIT-6 m SBA-15). OTMedeHO CYIIECTBEHHOE BIIMSHUE
TEMIEPATypbl, COCTaBa pacTBOPUTEISI, T0OOABOK KBEpLIETUHA HA pa3Mep U JUCIEPCHOCTD
munes1 HemoHoreHHoro [TAB. [TokazaHo, 4TO B BOJHBIX PacTBOpPax MHUUEIUIBI C Y3KUM
pacmpeneneHreM 1o pasMepaM (MUHUMAJIBHBIM HHICKCOM TOJUAMCIIEPCHOCTH)
dbopmupytoTcsa B uHTepBaniax remmeparyp 21-25 u 35-40 °C.

[Tokazano, yto OyTaHoJN-1 MPUBOAUT K CTAOMIIM3AIIMN MUIIEIUT OJIOKCOIIOIMMEPA
npu temrepatypax 15-20 °C. B paccMOTpeHHOM HMHTEpBajie COAEpPNKaHUM alKaHoja
(n(BuOH):n(P123) ot 60:1 1m0 160:1) ipu T>30°C mpoucxXoauT MEepecTpoiika CTPYKTYPhI
wim arperanust gactur Pluronic P123. C pocrom coaepxanus OyraHona-1 ero
pa3ynopsiIouMBalollee BIMSIHUE Ha CTPYKTYPY MUIICIIT IPOSABIISIETCS TPU O0JIee HUBKUX

temrepatypax (27-40 °C). IlonyyeHHble JaHHBIE COTJIACYIOTCS C YCJIOBHSIMHU CHUHTE3a
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KpemMHe3eMa ¢ Kyouueckoil cTtpykrypoir Ttuma KIT-6 (temmeparypa 35-40 °C,
n(BuOH):n(P123)=80:1).

Bapeupysi coctaB pacTBOpHUTENs, 3a CUET H3MEHEHHUS COJbBATAIlMH, MOXHO
KOHTPOJIMPOBATh CBSI3bIBAHKE (DJTABOHOUAA C MULIEIJIION U €T0 MOJI0KEHHUE B 00bEME UITU
Ha moBepxHoctH wmuiemt P123. Ilpu T=40 °C oTMeuaercs CHHEPTH3M BIIUSHUS
KBEpLIETMHA W JTaHOJa Ha pa3Mep U JUCIEPCHOCTh MHUIET OJIOKCOMOIUMEpA.
Crpykrypupymolniee AEHCTBUE KBEpPIETHHA MO OTHOILIEHHWIO K HenoHoreHHomy [IAB
MO3BOJISIET TMPOBOAUTH CHHTE3 KPEMHE3EMOB C MOJEKYJISPHBIMUA OTIEYaTKaMuU
(d1aBoHOMI0B O€3 UCTOIB30BAaHUS KOBAJIEHTHO-CBSI3bIBAIOLINX KOMIOHEHTOB. C yueTom
ycloBuil (hopMupoBanus Me30da3 Onokconoimumepa Pluronic P123 ¢ MUHUMAaIBHBIM
UH/IEKCOM MOJIMUCIEPCHOCTA MPOBEJAEH 30JIb-T€lIb CUHTE3 HAHOCTPYKTYPHUPOBAHHBIX
KpemHe3eMoB. [loka3aHa BO3MOXHOCTh BapbHPOBAaHUS CTPYKTYPBI, HIPUPOIBI U
IUIOTHOCTH COPOLIMOHHBIX IIEHTPOB TBEPAO(A3HBIX MaTEpHUajOB JJIsl MOCJEAYIOIIETO
paccMOTpEeHUs CBOMCTB B MpoIeccax COPOLMOHHOTO pa3/eeHnss U KOHUEHTPUPOBAHUS
NoJM()EHOIBHBIX BEIIECTB.

ITo nanubiM UK-criekTpockonuu, Ipu CUHTE3E B PEAKLIMOHHOM CpeJie COCTaBa, PU
KOTOPOM Ha0Ir0aeTCsi HanboJiee 3aMETHOE CTPYKTYpHpYIOlee BIUSHUE ofudeHona Ha
CBOMCTBAa MHIIEIUT OJIOKCOIOJIMMEpPA, TOCTUTACTCS] YBEIWYCHHUE TUIOTHOCTH CBOOOIHBIX
CHJIAHOJIBHBIX T'PYMI Ha MOBEPXHOCTU KpeMHe3eMOB. C 0JJTHOM CTOPOHBI, 3TO MO3BOJIUIIO
JOCTUYB 00JIee BBICOKOM COPOIIMOHHON €MKOCTH 110 OTHOIIEHUIO K KBepIeTHHY. OTHAKO
YBEJIIMYEHUE YHCIIa COPOLIMOHHBIX LEHTPOB MOXET OCJIOXKHSTH JAECOPOLMI0 aHAJINUTOB,
YTO XapaKTEPHO I aMOP(PHBIX criukaresieil. Takke CTOUT YYUThIBaTh, YTO U3MEHEHUE
qrciia CBOOOTHBIX CHIIAHOJBHBIX TPYIIT MOXET MPUBOAUTH K YBEIMUECHHUIO CPOJICTBA HE
TOJIBKO K (p1laBOHOMAAM, HO U K JAPYTMM BEIIECTBAM, B TOM YHCJIE HE COJEp KAIIuX
noiu@eHoNnbHbIl  ¢parMeHT B cTpyKType. CenekTuBHOCTh aHanoroB SBA-15,
MOJTyYE€HHBIX B IPUCYTCTBUH KBEPIETHHA, a TAKKE BO3MOXKHOCTH JAECOPOIIMN aHATUTOB

MUHHUMAaJILHBIMU 00bEMaMU PaCTBOPUTENISE OYAYT paCCMOTPEHBI B CICAYIOIINX pa3eiiax.



96

I'naBa 4. YIIOPHIIO‘ICHHLIG ME30IOPUCTBIC KPEMHE3EMBI ITPHU COpﬁHI/IOHHOM

H3BJICYCHHUH (l)J]aBOHOI/IIIOB U3 HHAUBUAYAJIBHBIX PAaCTBOPOB

CoBpemeHHbIE BapUaHTHI MPOOOTIOATOTOBKY MPH BBIJCIICHUH, KOHIIEHTPUPOBAHUH
U pasJeneHuu OJM3KUX MO (PU3UKO-XUMUYECKUM CBOMCTBAM OMOJIOTMUECKH aKTUBHBIX
BEIECTB MPEANOIaratoT peaqnu3aliio COpOIMOHHBIX MPOIIECCOB KaK B CTATUYECKUX, TaK
U TUHAMHYECKHUX YCIIOBUSAX. J{s pelienus 3a1ay, CBA3aHHBIX C Pa3BUTUEM TMOJIXO0B K
npoOOIOATrOTOBKE, 0CO00€ BHUMAHHUE YAENSETCS MOUCKY I(P(EKTUBHBIX COPOEHTOB.
Panee oTMeueHBI MpeUMyIIECTBA HAHOCTPYKTYPHUPOBAHHBIX MaTEPUAJIOB 10 CPABHEHHUIO
C TPaAUIMOHHBIMH CHJIMKAreIsiMH U TOJMMEPHBIMU COpOEHTaAaMH B JTWHAMHUYECKOM
COpPOIIMOHHOM  KOHIICHTPUPOBAHMM BEIIECTB pa3HON mojspHoctu [125, 192].
[Ipo/1IeMOHCTPUPOBAHO CYIIECTBEHHOE YBEIMYEHHE 3S(PPEKTUBHOCTH COPOLMOHHOIO
KOHIIEHTpUpPOBaHUs (pochaauTUIXOIMHA U HEKOTOpHIX (DJIaBOHOMIOB Ha aHajorax
MCM-41, B TomM uunciae MOIUGUIMPOBAHHBIX OPTaHWMYECKUMHU (PYHKIMOHAIBHBIMH
rpynmamu. OcTaeTcs HEAOCTATOYHO PACCMOTPEHHBIM BIMSHUE pa3Mmepa TMop, TUMa
CTPYKTYPBI, KOJTMUECTBAa COPOLIMOHHBIX [IEHTPOB Ha TOBEPXHOCTH ME30II0P KPEMHE3EMOB
Ha OCOOEHHOCTM COPOLIMOHHOTO W3BJCUECHHSI TOJU(PEHOIBHBIX COCAUHEHUN U3
pacTBOpPOB.

B Hacrosimem pazzaene obcyxmaercst copouusi piaBOHOUIOB U3 HHANBUAYATbHBIX
alleTOHUTPUIILHBIX PACTBOPOB HA KPEMHE3eMaxX Pa3HOW CTPYKTYPHI U YIIOPATIOUEHHOCTH
(anamorn MCM-41, SBA-15, KIT-6). Ocoboe BHUMaHHE YCICHO TUHAMHUYECCKOMY
COpOLIMOHHOMY KOHIICHTPUPOBAHUIO TOIMGEHOJI0B Ha copOeHTax, aHajmorax SBA-15,
JUIS KOTOPBIX MOXKHO OXXHJATh YIyYIICHHE KHHETHYECKHUX MapaMeTpoB COpOIUU
aHAJIMTOB 3a CYET OTHOCUTENIPHO IIHMPOKOro pasMepa meszomnop. [IpoBenena oieHka
3G ()EKTUBHOCTH  COPOIMOHHOTO  KOHIIEHTPUPOBAHUSI C YYETOM PABHOBECHOTO
(ko3 duneHT pacmpenescHus) W KUHETHYecKoro (kodddunment auddysun)
nmapaMmeTpoB copOumu. PaccmoTrpena nmecopOrus (JIaBOHOMJIOB M3 CJIOS COpOeHTa
PacTBOPUTENIIMU PA3JIMYHON MOJSPHOCTU U SBIIOUPYIONIEH criocoOHocTH A Ooliee

IMOJIHOTO pa3ACIICHUA aHAJIMTOB U UX IMOCJIICAYIOIICTO OIIPCACIICHUA.
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4.1 COpﬁHl/IOHHOC HU3BJCYCHUEC KBEPUHECTUHA U3 AICTOHUTPUJIBHBIX PAaCTBOPOB

YHOPSAA0YCHHBIMA KPEMHE3EMaAMHU B CTATHYECCKUX YCJI0BUAX

4.1.1 CopOunsi KBepUeTHHA HA KPpeMHe3eMaxX Pa3Hoil CTPYKTYPbI

H YHIOPATOICHHOCTH

M3BecTHO, 4YTO YNOpPsIOYEHHas CTPYKTypa 3a cueT OonblIed JIOCTYIHOCTH
COpPOLIMOHHBIX IIEHTPOB MO3BOJIET JAOCTUTATh 0OJiee BHICOKHX CTENEHEH W3BICUCHUS
¢naBoHonnoB. [lpu 3TOM BapbHpoBaHUE TUIIA CTPYKTYPBI KPEMHE3EMa COMPOBOKAACTCA
CYLIECTBEHHBIM H3MEHEHUEM paCIpElEiICHHUs] U yJEIbHONW IUIOTHOCTU CUJIAHOJBbHBIX
TpyNN Ha BHEUTHEW M BHYTPEHHEH MOBEPXHOCTH, UX COJIbBATAIlMH, U, KaK CIEICTBUE,
COpPOLIMOHHBIX CBOMCTB TBepAoQa3zHOro Marepuana B ueiaoM. Ilpupona npekypcopa B
3HAYUTEIbHOM CTETIeHU ompeaenseT MEXaHU3M dbopmMupoBaHus
HAaHOCTPYKTYPUPOBAaHHOW MaTpulbl. AHaJIW3 BEJIUYUH PABHOBECHOM COpPOIIMOHHOM
€MKOCTH KBEpIIETMHAa KpEMHE3eMaMM, CHHTE3UPOBAHHBIMU U3 TETPA3TOKCUCHUIIAHA
(o6pasupr MC-T u MS-T), neMOHCTpHPYET HEBBICOKYIO COPOIIMOHHYIO €MKOCTh Q 110
OTHOIICHHIO K KBeprieTuny (puc 4.1) [182]. 1o nureparypubiM naHHbIM [36] H3BECTHO,
YTO yBEIWYCHHUE YACTbHON IUIOMAAN MOBEPXHOCTH MOXKET MPHUBOIUTH K BO3PACTAHHUIO
copOIMOHHONW eMKocTh. OaHako pa3iIuyusi B YIEIbHOM IUJIOMIAJU MOBEPXHOCTH
CUHTE3UPOBAaHHBIX KPEMHE3EMOB HE OTpPa)XaroTCs Ha COPOLMOHHBIX CBOMCTBaxX IIO
OTHOIIIGHUIO K paccMmarpuBaeMomy (raBoHouAy. Hapsigy ¢ yAenbHO# IUIOMIaabio
MOBEPXHOCTH Ha COpOLMI0O TOJU(PEHONBHBIX BEIIECTB MOTYT OKa3blBaTh BIIUSHHUE
npupojia COPOLIMOHHBIX IIEHTPOB, KOTOpasi ONMpEAEseTCsS B TOM YHCIE MPEKypcoOpoM
cwiukata [182]. Ins marepuamoB MC-T u MS-T B Oosnblieil creneHH BbIpaKeHa
OJIOKUPOBKA COPOLIMOHHBIX LIEHTPOB MOJIEKYJIaMU PACTBOPUTEJISI, YTO OTMEUEHO O BUY
HUK-cnektpoB (pazmen 3.2.1). CopOenr, ananmor SBA-15, cuHTe3upoBaHHBIN U3
TETPadTOKCUCHIIAHA, XapaKTEPHU3yeTCs MEHBIIEH YIENbHON TUIOTHOCTHIO CBOOOTHBIX
CHJIAHOJIbHBIX Tpynn BMecCTe C Oojee BBICOKOW TuApaTanmueil Mo CpaBHEHHUIO C

KpEMHE3eMaMHu, MOJTy4YeHHBIMHU M3 KOJUTOHIHOTO pacTtBopa SiO; (paszaen 3.2.1).
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Puc. 4.1. PaBHOBecHasi COpPOLIMOHHAS €MKOCTb MPU COpOLIMU KBEPLIETHHA
U3 alleTOHUTPWIBbHBIX pacTBOpoB (c=0.14 MM) KpemMHe3eMaMu pa3HOM CTPYKTYpPbI
U YIIOPSITIOYEHHOCTH. SA — HEYNOPSAA0YCHHBIA KPEMHE3EM.
¢=0.14 MM, m=0.1000 r, V=10.00 cm>.

[Ipu mepexojie Kk KpeMHE3eMaM, MOTYYEHHBIM U3 KOJIJIOUTHOTO pacTBOpa OKCHJIA
KpEeMHUS, HaOIIOJaeTCsl yBEJIIMUEHUE CPOJICTBA COPOCHTOB K moiudeHony. BennunHa
COpPOLIMOHHOW €MKOCTH YMEHBIIIAETCs B psiay KpemMHe3eMoB — aHasioroB MCM-41>KIT-
6>SBA-15. Jlna kpemueszema MS1 oTmMedeHO MUHHMMAaIbHOE KOJUYECTBO CBOOOIHBIX
CUJIAHOJBHBIX TPYMNI W MaKCUMajbHas Tuapatanus mo maaHHsiM HK-cnexrpockomuu
(pazgen 3.2.1), 4yTO NPUBOJMUT K CHIDKCHHUIO CTEMEHU HU3BJICUYEHUs (IaBOHOWIA W3
pactBopoB. Kpemuezempr MC1 u MKI1 xapakrepusyrorcs OIM30CTBIO TPHUPOABI U
KOoJIM4ecTBa COpOIMOHHBIX LeHTpoB. s anamoroB MCM-41 ormeuaercs Oosee
BBICOKOpA3BUTasi BHEIIHAS mMoBepxHOCTh [181], uro yka3piBaeT Ha BaXXHOCTh

JOCTYITHOCTHU COp6I_II/IOHHBIX LOCHTPOB JIA aHAJIUTOB.

4.1.2 CopOunsi KBeplIEeTHHA HA KPeMHe3eMaxX ¢ MOJIEeKYJISPHbIMHU OTIEYATKAMM

NOTEHIMAJBbHbIX AaHAJIUTOB

Crnioco6HOCTh OAM(EHOIOB K BCTPAaUBAaHUIO B pa3HbIe yUaCTKUA MUIIEIIT TEMILIATa

MOXKET OBITh HCIOJIh30BaHA JJIA (1)OpMI/IpOBaHI/I}I MaTpul, KpPEMHE3EMd, B KOTOPLIX
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pacmojoKEeHNE CHIIAHOJIBHBIX TPYII Ha MOBEPXHOCTH ME30MOp OYJIET COOTBETCTBOBATH
OTITeYaTKy parmMeHTa MOJIeKyIbl uiaBoHon 1a [164]. CuHTe3 COPOSHTOB B IPUCYTCTBHH
MOTEHIINATBHBIX aHAIMTOB MTO3BOJISICT MMOBBICUTH CEIIEKTUBHOCTH MaTEPUAJIOB K IIEJIEBBIM
komroneHTaM [43]. OmHako HEOOXOJMMO YYHTHIBATh, YTO TPHU 30Jb-TEIb CHHTE3C C
UCTIOJIb30BaHUEM HEMOHOTEHHBIX 0JIOKCOMOIMMEPOB (hJIAaBOHOUI MOXKET BCTPAUBATHCS B
PO MUIIEIII, HE KOHTAKTUPYS MPH 3TOM C KPEMHE3eMOM IIpH ero KoHjeHcarmu. Kak
noJipo6HO 0Ocyxnanock B pasaene 3.1.4, cBA3bIBaHHE KBEpPLETUHA C MHIIEIUIAMU
Pluronic P123 M0XHO KOHTpPOJIMPOBaTh, BApbUPYS COCTaB pacTBopuTeis. I10 JaHHBIM
JTUHAMHYECKOTO paccestHusl CBeTa, Hamboyiee 3aMETHOE BIUSHUE KBEpIETHHA Ha
MUIEIBI  OJOKCOMOJMMMEpPa  MPOUCXOAUT  MPU  MOJBHOM  COOTHOIICHHUHU
n(P123):n(EtOH)=1:80. IIpenmonaraiaock, 4To MPH TAKOM COCTaBE PEAKIIMOHHON cMecH
NPUCYTCTBUE KBEPIIETUHA OKAXKET BIIMSHUE M HAa CBOICTBA KpeMHe3ema (oOpaszer; MQS1).

AHanu3 BeJIMYUH COPOIIMOHHON eMKOCTH (puc. 4.2) OKa3bIBAET, YTO JOOABICHHE
KBEPIICTMHA HA CTaguu CHHTE3a ITO3BOJISET TOBBICHTH BenmunHy Q B 2 pasa 1o
CPaBHEHUIO C MaTepuajoM, MoJaydeHHbIM 0e3 n00aBok ¢uaBoroumaa (MS1). Ilpu stom
JUTSl OCTAJIBHBIX KpeMHe3eMoB cepun MQS BennunHbI cOpOIIMOHHON €MKOCTU OJU3KHU
Mexay cobor [183]. 3akoHOMEpPHOCTH B HM3MCHCHHH COPOITMOHHOM €MKOCTH TaKKe
COTJIaCYIOTCSl C KOJUYECTBOM CBOOOJHBIX CHJIAHOJIBHBIX Tpynmn 1o gaHHbiM MK-

criektpockonuu (pazaen 3.2.1).
3 -

N

Q, MKMOJIB/T
H

MSI MQSO MQS1 MQS2 MQS3

Puc. 4.2. PaBHOBecHasi COpOIIMOHHAS €MKOCTb MTPH COPOITUU KBEPIICTHHA
U3 alleTOHUTPWIBHBIX PACTBOPOB KpeMHe3emMaMu, aHasoramu SBA-15,
CUHTE3UPOBAHHBIMU B TIPUCYTCTBUH KBEPIICTHHA IIPU BapbUPOBAHUHU KOJINYECTBA
sranona. ¢c=0.14 MM, m=0.1000 r, V=10.00 cm>.
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CuHTe3 KpEeMHE3eMOB B PEAKIMOHHON Cpele C MOJBHBIM COOTHOIICHHEM
n(Si0):n(EtOH)=1.0:0.4 npoBoaMIN TIpH BapbHUPOBAHUHU KOJIMYSCTBA KBEPIICTHHA, a
TaK)Ke B MPHUCYTCTBUM aurHapokBeprieTnHa [184]. MoXHO OTMETHUTB, YTO CHHTE3 B
NPUCYTCTBUH JUTHAPOKBEPIIETHHA MO3BOJIECT JOCTUTATh aHAJOTHYHON COPOLIMOHHON
€MKOCTH KBeplieThHa (puc. 4.3). YBennueHue koandyecTBa (IaBOHOMIA B pEaKIIMOHHON
CMECH HE NPUBOAUT K JaJbHEHIIEMy YBEIWYECHUIO BEJIWYMHBI Q, YTO MOXKET OBbITH
CBSI3aHO ¢ 0oJiee CYIIECTBEHHBIM BCTpanBaHUEM MoM(EHoa B AP0 MULIEIUT MabIoHa
B YCIIOBUSIX CHHTe3a. [lodydeHHbIe pe3yabTaThl MOATBEPAKIAI0OT BO3MOXKHOCTh BbIOOpa
YCIIOBUI CHHTE3a ME30IMOPUCTHIX KPEMHE3EMOB C 3aJaHHBIMU CBOMCTBAMH I10 TaHHBIM O
CTPYKTYpOOOpa30BaHUU TEeMIUIaTa. DTO TMO3BOJHUT PACIIUPUTH KPYT HCIIOIb3yEeMbIX
NOBEPXHOCTHO-aKTUBHBIX BEIIECTB WU CHU3HUTHh pACXOJ PEaKTUBOB IMpPH MOIYyYCHHUU
COpOEHTOB C BBICOKOW CEJIEKTUBHOCTBIO U 3(()EKTUBHOCTBIO ClIOs COpPOEHTa IO

OTHOIICHHUIO K OCJICBBIM BCIICCTBAM.

3 -

N

Q, MKMOJIB/T
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MS1I MQSL MQS4 MQS5 MDQS1

Puc. 4.3. PaBHOBecHast COPOLIMOHHAS €MKOCTh MPU COPOLIMU KBEPLIETHHA
U3 alleTOHUTPWIBHBIX PACTBOPOB KpeMHe3eMaMHu, anamoramu SBA-15,
CUHTE3UPOBAHHBIMU B IPUCYTCTBUU KBEPLIETHHA U JUTHIPOKBEPLIETHHA.

¢=0.14 MM, m=0.1000 r, V=10.00 cm>.

4.1.3 CopOumsi KBepuUeTHHA HA YNIOPSIA0YEeHHbIX KpeMHe3eMax

NPY BAPDbUPOBAHNHU COCTABA PACTBOPUTEJIA

PaBHOBEeCHBIE napamMeTphbl COp6HI/II/I MOI'YT 3aBUCCTb HE TOJIBKO OT IIPHUPOALI

copOeHTa, HO W OT COCTaBa PacTBOpa, MPUPOABI B3aUMOJCHCTBUN copOaT-copOeHT,
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copbaT-pacTBOPUTENb, PACTBOPHUTENL-COPOCHT. M3MEeHeHHe cocTaBa pacTBOpa MOXKET
CYIIECTBEHHO BJIMATH Ha COPOIMOHHBIE CBOICTBA KPEMHE3EMOB, UX CEJICKTUBHOCTH K
noynvdeHosaM, paBHOBECHbIE U KUHETHYECKHUE TapaMeTphl copoiuu. Panee 3ToT Bompoc
Ha YHOPSAIOYEHHBIX ME30MOPUCTHIX KpeMHe3EMaxX MpaKTUYECKH He paccMaTpuBaicsa. B
CBSI3M C 3TUM ObLIa U3y4YeHA 3aBUCUMOCTH COPOIITMOHHON EMKOCTU KpeMHE3eMa, aHajora
MCM-41, npu copOuuu KBeplleTMHA IIPH BapbUPOBAaHUU COCTaBa PACTBOPUTEIIS
areToHUTpUI — Boja [185].

Onenky cojep:kaHusi BOJbl B allETOHUTPUIIE MPOBOAWIN MeTonoM nobaBok. Ha
puc. 4.4 npencrasnen MK-cnektp aneronutpunia ¢ 1o6aBkoi Boasl (8.1 mac. %). [Tonoca
IIpH BOJHOBOM unciie 752 cmt cooTBeTcTBYET ehopMaMOHHEIM Kostebanusm C—H; 918
u 1040 cm? — BanentueM konebanmsam C—C; 1375, 1446 cm! — medopmanroHHBIM
xonebanuam C—H; 1636 cm™ — nepopmanmonnsiv konebanusam O-H; 2252, 2295, 2367
cm! — BaneHTHbIM KoseOanumsiM C=N; 2681, 2990, 3013, 3169 cm’ — BajeHTHBIM
konebanusm C-H; 3650 cm? — BanentneiM kone6anmsam O-H [180]. 3aBucumocTs
ONTUYECKON TNIOTHOCTH OT COJEpP>KaHUS BOJIBI B BOJAHO-AIETOHUTPUIBLHOW CMECH TpU
BOJIHOBBIX unciax 1635 u 1650 cm™ mossonsier mpeanonarars BO3MOKHOCTH KOHTPOILS
comepkanus BoAbl B pactBope wmeronoMm HK-cnekrpockonuu. I'pagymupoBouHbIE
3aBUCUMOCTH (puC. 4.5) CTpoWJM TO BEJIWYMHAM ONTUYECKHX TIJIOTHOCTEH,
COOTBETCTBYIOIIMM BOJHOBBIM uuciaM 1636 u 3649 cm?! mpm BapeupoBanuu

cojJiepkanust BoJibl (o, %) B alleTOHUTPHIIC.

0,07 - 0,020 -
- ] .
A ﬁ e A
0,06 = = 2
= s
0,05 = 0,015
=
0,04 - @ Ef
& 0,010 - =
003 4 \© -
L'} (¥ ]
& =
0.02 1 NE 0,005 {_
£ =
0.01 7 4 v, cm-1
;J v, cm-1
0,00 , . — , 0,000 : :
400 500 1400 1900 2400 2 600 3 100 3 600

Puc. 4.4. IK-cniekTp aneronutpuia, coaepxaiiero 8,1 mac. % BoJbI.
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Puc. 4.5. I'pagynpoBoyHas 3aBUCUMOCTb ONITUYECKON MUIOTHOCTH OT KOHIIEHTPALIMU
(0, %) moOaBmeHHOM BOABL: 1 — Ipu BOJIHOBOM uucie 1636 cM,
2 — pu BOIHOBOM umciie 3649 cmt,

Metposiornyeckue XapaKTEepUCTUKH  OMpEACICHUsT COJACp)KaHUS BOJABI B
aleTOHUTpUJIE TpeAcTaBieHbl B Tadnuie 4.1. MOXXHO OTMETUTh, UTO MPU BOJTHOBOM
gncie 1636 cM uyBCTBUTENBLHOCTE M BOCHPOM3BOIMMOCTS onpeeeHns soime. [Ipenen
oOHapy>xxeHust coctaBuia 0.05 u 0.20 mac. % BOABI IpU ONpPENENEHUN TPU BOJTHOBBIX
uncinax 1636 m 3649 cm?, coorBercTBeHHO. IlOMydeHHBIE PE3yIbTATHI ITO3BOJISIOT
caenaTh BbIBOJI, 4TO MeToJ MK-criekTpockonuu siBAsieTCs HAAEKHBIM JUIsl ONTPEACIICHUS
CoJIep>KaHMsl BOJBI B allETOHUTpUJIE TIpU ee coaepxkanuu Oosiee 0.05 mac. %, o uém
CBUJIETEIIbCTBYIOT YJOBJIETBOPUTEIbHBIE BEJIWYMHBl OTHOCUTEIBHBIX CTaHJIAPTHBIX
OTKJIOHEHUN, OTHOCHUTEJIbHBIX MOTPEIIHOCTEH, a TaKK€ MHUHUMAJIBLHO OMNPEIeSIIeMbIX
KOHLIEHTPALUH.

Tabmuna 4.1

MeTpoJiornuecKknue XapakTepruCTUKH ONPEACIICHUs BOAbI B aleTOHUTpuie metoaom MK-

CIIEKTPOCKOTIUH
A 0
v, el A* | S** ot s, Orin, Mac. % Ao/w, %
BOJbI
3649 | 3.10-10% | 1.75-103 |  0.010 0.20 3
1636 | 4.52:10% | 2.52:10° |  0.003 0.05 0.7

*Ao — BeTMYMHA ONITUYECKON IJIOTHOCTH pacTBOpa 0e3 100aBKu;
**S — k09(pPHUIMEHT TYBCTBUTEITHHOCTH.
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N3ydenne copOLIMOHHBIX CBOIMCTB TBEPAO(hA3HBIX MAaTEpHAIOB PU BApbUPOBAHUN
COCTaBa pPACTBOPUTENSA INPEACTABIIET HHTEPEC I PACIIMPEHUS BapUAHTOB
TBepA0(a3HON SKCTPAKIIUU, B KOTOPBIX MOTYT ObITh UCHOJIb30BaHbl CUHTE3UPOBAHHBIE
KPEMHE3EMbI TIPH OTIPEACTICHUH MOJM(EHOIBHBIX COSIMHEHUH B Pa3InYHBIX 00BEKTaX.
Kak BugHO u3 puc. 4.6, 3aBUCUMOCTb COpOIMOHHON emkocTH KpemHezema MCL ot

COoCTaBa paCTBOPUTCILI UMCCT HEJIMHECHHBIN XapaKkTcep.
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Puc 4.6. 3aBucuMOCTh COpPOITMOHHON EMKOCTH MPU COPOITUU KBEPIIETUHA
(c=1.4-10"* mons/mm3) kpemuezemom MC1 (ananor MCM-41) u3 Bogno-
aIleTOHUTPUJILHBIX PACTBOPOB OT COJCPKAHUS allETOHUTPHIIA.

MuHuManbHas BeJWYWHA COpOIMoOHHONW &Mkoctn anamora MCM-41 o
kBepieTuHy HabOmomaercs npu 80-90%-HOM copepaHUM alETOHUTPUIA B BOJHO-
ALETOHUTPUIILHON CMECH, IIPU JaJbHEUIIEM YBEIMYEHUHN €T0 COIEPkKAHUs KOJINYECTBO
COpOMPOBAHHOTO BEIIECTBA PE3KO BO3PACTAET. DTO CBA3AHO CO CHIKEHUEM OJIOKMPOBKU
COpPOIIMOHHBIX LIEHTPOB BOI0M. MakcuMasbHasi COpOIMOHHAS] EMKOCTh YIOPSI0YEHHOTO
KpEeMHE3eMa COOTBETCTBYET HIDKHEW TIPaHHUIE H3y4aeMOI0 HWHTEpBAJIA COAECPKaHUS
alleTOHUTpUIA B pacTBope. JlanpHeulee pacCMOTPEHUE HE MPOBOAUIOCH B CBS3U C
HU3KOU paCTBOPUMOCTBIO KBEPLIETUHA B BOJE.

Kak ormedeHo aBTopamu [186], 3HaunTebHOE BIMSHUE HA CBOMCTBA KBEPIIETHHA
B PacTBOpE B CMECSX BOJIa — AlIPOTOHHBIN PACTBOPUTENDL OKA3bIBAET UX B3aUMOIEHCTBUE
Mexay coboi. Ilpu BapbupoBaHMM cOCTaBa pacTBOpa M3MEHSETCS XapakTep

B3aUMOJICUCTBUI KBEPLUETHUHA C PACTBOPUTENEM, YTO OTPAXXKAETCs, MPEXKIE BCErO, B
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HN3MCHCHHUHN CTPOCHHA COJIbBATHBIX O6OJ'IO‘-ICK, KOTOPBIC BO MHOI'OM OIIPpCACIIAIOT

KHHETHKY U TEPMOJMHAMHUKY COPOIIMOHHOIO MpoIiecca.

4.2 Cop0unoHHoe u3BJieyeHHe (PJIABOHOUIO0B U3 ALETOHUTPHUIbHBIX

PACTBOPOB B JUHAMHYECKHUX YCJIOBHUAX

YropsiioueHHble ME30MOPUCTHIE KPEMHE3EMbl MOTYT HCIOJIB30BaThCS MpHU
BBIJICJICHUH BEIIECTB, UX OYUCTKE, COPOIMOHHO-XpPOMATOrpauueckoM pas/iefieHuu U
T.1. [Ipu BbIOOpE cOpOeHTa HEOOXOIUMO YYUTHIBATH CTENIEHb W3BJICUYEHHUS AHAJIMUTOB,
KOA(PPUIIMEHTHl KOHIIEHTPUPOBAHUSI, BOZMOXKHOCTh Pa3/ICICHUs] KOMIIOHEHTOB CMECH.
CopOLMOHHOE  KOHIIEHTPUPOBAHWE B JUHAMUYECKMX YCIOBUAX HA  CTaJHUH
poOOIOArOTOBKY MPOBOJUTCS KaK MPHU KJIACCUYECKOW TBep0ha3HOM IKCTPAKIIUU, TaK
Y B COBPEMEHHBIX €€ BApUAHTAaX, HAMPABJIECHHBIX HA MUHUATIOPU3aLMIo aHanu3a. OJIHaKo
B JIUTEepaType OTCYTCTBYET CHCTEMaTHYECKOE pPACCMOTpPEHUE OCOOEHHOCTEN
COpOLIMOHHOTO KOHIIEHTPUPOBAHUSI OPTAHUUECKUX BEIIECTB, B TOM uHnciie (hJIaBOHOUIOB,
Ha KpeMHe3eMax MpH BapbUPOBAHWU THUIIA CTPYKTYPhI, pa3Mepa IOp, MPUPOABI U
YACIBHON TIJIOTHOCTH COPOLIMOHHBIX IIEHTPOB Ha TOBEPXHOCTH Marepuaia. ITo He
MO3BOJIIET  HCHOJIb30BAaTh  CYIIECTBEHHBIE  MPEUMYIIECTBA  YMOPSAIOYEHHBIX
ME30MOPUCTBIX KPEMHE3EMOB, CBSI3aHHBIX C BO3MOXHOCTBIO MOJYUYEHHUS] MAaT€pUaJIOB C
3aIaHHBIMU  CBOMCTBaMM, TpU BbIOOpe TBEpAO(a3HBIX MATEPUAIOB I HX
WCIIOJIb30BAHUS HA CTAJANH MPOOOIIOATOTOBKH.

B macrosimelr pabGore paccmarpuBaeTcsi A(PGPEKTUBHOCTH COPOIMOHHOIO
KOHIICHTPUPOBAHUSI C YYETOM CBOMCTB COpOEHTOB. BiusHuMe THNa CcUMMETpUU
paccmoTpero Ha npumepe aHanoroB MCM-41, SBA-15 (rekcaroHanbpHasi CTpyKTypa) U
KIT-6 (kxyOuueckass ctpykrypa). Hcnonb3oBanue anamoroB MCM-41 u SBA-15
MO3BOJISIET PACCMOTPETh (aKTOp paszMepa Mop NpH Pa3feiCHUH U KOHIICHTPUPOBAHUHU
GbIaBOHOMIIOB pa3HBIX Tpymi. Takke YYUTBIBAIOTCA TMPUPOJA W KOJUYECTBO
COpPOIIMOHHBIX LIEHTPOB Ha MOBEPXHOCTU Me30mop. CopOIMOHHBIE CBOMCTBA aHAJIOTOB

MCM-41, SBA-15 u KIT-6 npu KOHLUEHTPUPOBAaHHM AarJMKOHOB W TJIUKO3UIOB
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(G1aBOHOMIOB W3 AallETOHUTPWIBHBIX PACTBOPOB HM3ydaldW B BapHaHTe (DPOHTAIHHOU

xpoMarorpaduu.

4.2.1 KonuenrpupoBaHue (IaBOHOMI0B HA KPeMHe3eMax ¢ pa3HbIM pa3MepoM

nop

Panee mnoka3zaHo, 4yTO Ha KOMMEpYECKH HOOCTYmHOM KpemHezeMe MCM-41
BO3MOXKHO pa3/ieJIeHHE arJIMKOHOB M TJIMKO3MA0B (hJIaBOHOMAOB (Ha Ipumepe
KBEpIETUHA W HAPUHTHUHA), OOYCIOBIEHHOE CUTOBBIM d(PdeKkToM C ydyeToM
3aKOHOMEPHOCTEH SKCKIII03UOHHON Xpomarorpaduu [41]. Kak BumHO Ha puc. 4.7, BUI
BBIXOJTHBIX KPUBBIX cOpOLmu (h1aBOHOUIOB Ha cMHTe3upoBaHHOM aHanore MCM-41 ne
MO3BOJIIET MPOBOAMTH pa3/IeICHHE pacCMaTPUBAEMBbIX aHAIWTOB, MOCKOIBKY UX
(dakTopsl yAepKUBaHUSA OJNM3KKM MEXIy coboi (tabn. 4.2) [187]. HaumGonbmiee
yACpKUBAHUE OTMEUYEHO [Jisi pyTuHa (¢ KoddduimentoM eMkocTH ((akTopom
ynepxkuBanus, ¢opmynaa 2.5)) k’=10.0). Drtor (¢dIaBOHOMA XapaKTEPU3YETCs
MaKCUMAaJIbHBIM Pa3MEpPOM MOJIEKYJIBI U3 PACCMATPUBAEMBIX MOIU(PEHOIIOB U BEPOSTHO
yIep>KUBaeTCS MPEUMYIIIECTBEHHO Ha BHEIIIHEH TOBEPXHOCTH, B OTJINYNE OT KBEpIIETHHA
U IUTUAPOKBEPLIETHHA, KOTOPbIE MOTYT aJCOPOUPOBATHCS B ME30TIOPAX.

Bun BBIXOAHBIX KPHUBBIX COPOIMU PACCMOTPEHHBIX AHAIUTOB MPEIOJIaracT
BO3MOXXHOCTh TPYIIIIOBOTO KOHIIEHTpHpOBaHUs (QuaBoHOMIOB Ha anamore MCM-41.
OnHako y copOEHTOB 3TOTO THIMA €CTh Psi OTPAaHUYEHUN MJs HUCIOJIb30BaHUS B
TUHAMHYECKHUX yciaoBusX. OTHO W3 HUX 3aKJIF0YAeTCs B BBICOKOM MPOTHUBOAABICHUU U
ycaJke KpeMHe3eMa B MpOIecce MPOMYCKaHHUS pacTBOpa. JTo OyaeT oTpaxkaThCs Ha
CHIDKEHUHU BOCIPOM3BOAMMOCTH aHAJIM3a 3a CUET HEMOCTOSIHCTBA CKOPOCTH MOTOKA, YTO
OBUTO OTMEUEHO B pE3yJbTaTe MPOBEACHUS DKCIEPUMEHTOB. Taxke 53TO JenaeT
3aTPYJHUTENbHBIM TOBTOPHOE HCIOJIBb30BaHUWE KapTpuika. Bropoe orpaHudeHnue
UCIIONIb30BaHUsl KOMMepdecku JnoctynHoro aHaitora MCM-41 B mpoumeccax
COpPOIIMOHHOTO Pa3IeIeHHs U KOHIIEHTPUPOBAHUHU (IaBOHOUIOB — U3BMEHEHHUSI B CLIEKTPE

IIOTJIOIICHUA SJICKTPOMAruHuTHOTO N3JTy4YCHUA IIOCJIC I[CCOp6LII/II/I AHAaJIMTOB,



106
yKa3bIBAIOIIME HA M3MEHEHHE B UX CTPYKTYPE MOCIIC B3aUMOJICHCTBUN ¢ CHIIAaHOJILHBIMU
rpyIIaMu Ha TOBEPXHOCTH TBepAo(dazHoro Matepuaina [188].
1,0
0,8

0,6

c/c,

0,4

0,2

0,0

0 60

Puc. 4.7. Berxogaslie KpuBble cOpOLMH (PIIABOHOUAOB U3 UHANBUAYATbHBIX
AlETOHUTPUIIBHBIX PacTBOPOB Ha KpeMHe3eme MC1: 1 — kBepueTuH,
2 — MUTHJIPOKBEPILIETHH, 3 — HAPUHTHUH, 4 — PyTHH.
m=0.1000 r, h=3.0 cm.
Tabnuma 4.2

dakropsl yaepkuBanus k' GpIaBoHOUIOB KpeMHE3eMaMH ¢ TeKCArOHAIbHOM

CTPYKTYpOU
diraBoHOUT MC1* MS1*
KBepuernn 4.2 0.70
JIuruipokBepLeTHH 3.5 0.46
Hapunrun 3.6 3.8
Pytun 10.0 10.3

MC1 u MS1 — ymopsimoueHHbIe KpeMHE3eMbl, CHHTE3UPOBAHHBIE C MCIIOJIb30BAaHIEM B KAUeCTBE
npekypcopa KkoiutougHoro pactBopa SiO2 Ludox-HS-40; amamorm MCM-41 u SBA-15,
COOTBETCTBEHHO.

bonee momxomsmuyMu I8 WCIIONB30BAaHUS B JUHAMHUYCCKOM COPOIMOHHOM
KOHIIEHTPUPOBAHUH MOKHO CUMTATh KpeMHe3eMbl — ananmoru SBA-15. Dtu marepuabl
XapaKTePU3YIOTCs OOJIBIICH TONIUHON CTeHOK [87], uTo nemaer ux Oosee cTaOMIbHBIMU
C BO3MOXKHOCTBIO MHOTOKpPAaTHOTO HCIOJb30BaHUA. Pa3Mmep mop CONOCTaBUM C
pa3MepaMy MOJIEKYJl aHAJIUTOB, B PE3yJIbTaTe COPOIUS MOXET MPOMCXOAWTHh KaK Ha
BHEIIIHEH, TaK M Ha BHYTPEHHEHW MOBEPXHOCTU Me3omop. B ciydae ucnoib3oBaHus

CUHTE3UPOBAaHHBIX aHamoroB SBA-15 mns  KoHIEHTpupoBaHUs  (PIIaBOHOUIOB
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MPOUCXOAST 3aMETHBIE U3MEHEHUSI B COPOIIMOHHOM CEJIEKTMBHOCTH MO OTHOIICHUIO K
pa3HbIM rpynmnam ¢iaBoHou 0B (puc. 4.8). Kak BuaHO 13 Tabauis! 4.2, 11 KBEpIeTHHA
U IUTHJIPOKBEPLIETHHA CYLIECTBEHHO (B 6-7 pa3) CHUXKAIOTCS (PAKTOPBI yAEP>KUBAHUS 10
CPABHEHUIO C IIIMKO3UJIaMH (HAPUHTMHOM M PYTHHOM). DTO MO3BOJISIET PACCMaTPUBATh
CUHTE3UPOBAaHHBIE KPEMHE3EMbI KaK MaTepuabl AJis pa3AesieHus rpynil (IaBOHOUIOB.
CopOuus BeleCTB B JUHAMUYECKHUX YCIOBUSAX SIBISIETCS CIIOKHBIM IIPOLIECCOM,
KOTOPBIN ONpeNeNsieTcs KaKk paBHOBECHBIMH, TaK U KHHETUYECKUMH NTapameTpaMu. Buj
BBIXOJIHBIX KPHUBBIX ITI03BOJIIET KAUYECTBEHHO OLICHUTH BKJIAJ BHEIIHEN M BHYTPEHHEN
1 Py3un B KHUHETUKY copOLMH. Pa3MbIBaHKE BBIXOAHOW KPUBOM HA HAYAJIIbHOM Y4YacTKe
yKa3bIBaeT Ha MpeodIiajaHue posid BHeHeN nudpy3un. PazMmbITie Ha KOHEUHOU CTaIun
npoluecca CBUAETENbCTBYET O BHYTpU I Py3noHHOM TumuTHpoBanuu. B paznene 4.1.3
OTMEUYEHO, YTO MPUCYTCTBUE BOABI B ALETOHUTPUJIE CYIIECTBEHHO CKa3bIBAETCS Ha
COpPOLIMOHHBIX CBOMCTBAX KPEMHE3EMOB B CTATUUYECKUX YCIOBHIX. MOKHO I0J1araTh, 4TO
NPUCYTCTBHE BOJBI TAKXKE MOMET OKA3bIBaTh 3aMETHOE BIMSHUE Ha BHUJI BBIXOJHBIX
KpuBbIX. VX pa3mbiBaHME MOXKET OBbITh CBA3aHO C KOHKYPEHTHOW cOpOLMEN BOJIBI,
KOTOpasi BBITECHSIETCA 10 MeEpe 3alOoJHEHUs IOBEPXHOCTH TMOp COPOEHTOB

nordeHoIaMU.

c/cy

0 20 40 60 80
VIV,

Puc. 4.8. Beixogusie kpuBble copOLMH (PIIaBOHOUAOB U3 UHANBUIYATbHBIX
aleTOHUTPHUIIBLHBIX pacTBOpoB (C=0.07 MM) Ha kpemHe3zeme MS1. 1 — kBepIieTHH,
2 — MTUTUJIPOKBEPLIETUH, 3 — HAPUHTUH, 4 — PyTHH.
m=0.2000 r, h=4.0 cm.
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4.2.2 KonuentpupoBanue (iaBoHOHA0B Ha aHajorax SBA-15 ¢ MoJiekyJIsipHbIMH

OTIICYAaTKAMHU NNOTCHIIHUAJIBHBIX AHAJIUTOB

CunTe3 cOpOEHTOB B MPUCYTCTBHH (DITaBOHOWIA IO3BOJSET KOHTPOJIUPOBATH
JIOCTYITHOCTh COPOIIMOHHBIX IIEHTPOB I aHAJIUTOB. MOJEKyJIsSpHbIE OTIEeYaTKU
MOJIEKYJI-IIIabJIOHOB B MaTpuile cOpOeHTa B OOJIbIIE CTENEHU MPUBOAT K YIYUILICHUIO
CPOICTBa COPOCHTA K OMPENCICHHOMY THITY MOJIEKYJ (()YHKIIMOHATLHBIX TpyII). B aTOM
cllydae MOKHO TOBOPHUTH O BO3PAaCTaHUM POJIM PAaBHOBECHBIX XapaKTEPUCTUK COPOIHH,
BJIMSIIONINX HA CEJIEKTUBHOCTh KpEMHE3eMa K aHaluTy. BmecTe ¢ 3TuM, W3MEHEHHE B
pacmpesieieHud COpOIMOHHBIX IIEHTPOB W HMX TMPUPOJBI HA MOBEPXHOCTH ME30IOp
KPEMHE3EMOB MOKET COIPOBOXKIATHCA BapbUpoBaHHEeM ruaparanuu (pasmgen 3.2.1), a
UMEHHO €€ CHIDKCHHEM IpU CHUHTE3€ ME30MOPHCTOr0 KpeMHe3eMa B TMPUCYTCTBUU
KBEpLETHHA.

[Ipy wcmonbp3oBaHMM B KayecTBE COpPOCHTAa KpeMHE3eMa, MOJNyuYeHHOTO B
npucyrctBuu  kBepuetnHa (MQS1), oOmme 3aKOHOMEPHOCTH B CEJIEKTUBHOCTH
MaTepuaia K nojudenonaMm coxpansiores (puc. 4.9) [189]. Umnpuntunr dakxrop IF,
paccuuTanHblii 10 popmyine (2.1) st paccmaTpuBaeMbix (HJIaBOHOUIOB cocTaBuia 3.1-
5.0 (Tab:x. 4.3). B ominuune ot marepuanga 6€3 MOJIEKYISIPHOTO OTIeYaTKa, MOSBIACTCS
BO3MOXKHOCTb pa3/ieJIeHUs] KBepLeTUHA U JUTruapokBepLeTuHa (puc. 4.9). B To xe Bpewms,
pPOCT COpOIMOHHON eMKOocTH KpeMHedemMa MQSI mo oTHoumieHuio K mnojudeHosam
COMPOBOXKaeTcs 0Oojiee BBIPAKEHHBIM Pa3MbIBAHUEM BBIXOJHBIX KPHUBBIX COPOIHH
¢dmaBoHONTOB. MOKHO OTMETHUTH, UTO TIPH MPEBBIIICHUN OTHOCUTEIILHBIX KOHIIEHTPAIIUHA
c/co=0.7 (puc. 4.9) Ha BceX BBIXOAHBIX KPUBBIX HAOJIIOIACTCS MEeperud, yKa3bIBArOIIHMA
Ha U3MEHEHHE MeXaHHW3Ma copOLMH, a CIeI0BaTelIbHO, MPU KOHUEHTPUPOBAHUU
¢maBoHOMIa B JMHAMHYECKHUX YCJIOBHSIX CIIEAYET pealu30BbIBATh €0 COPOIUIO 10
c/co=0.7 Ha KpUBBIX MPOCKOKA C MOCJICAYIOIIUM MEPEXOJOM K JECOPOIUU IENEBBIX

BCIICCTB U pCTCHCPAlIU cop6eHTa B KOJIOHKE.
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cley

100 150 200 250
v, n?n

Puc. 4.9. Beixogusie kpuBbie copOunu (praBOHOUAOB U3 UHANBUIYATBHBIX
AlETOHUTPUIILHBIX PACTBOPOB Ha aHasore SBA-15 ¢ MonekynsipHbIMU
orneuatkamu kBepuernHna MQS1. 1 — kBepuieTuH, 2 — JUTHIPOKBEPIETHH,
3 — HApUHTUH, 4 — pyTHUH.
m=0.2000 r, h=4.0 cm.

Tabmuma 4.3
NmnpunTtuar dakrop nis kpemuesema MQS1
Q, MKMOJIB/T
dnaBoHOU T IF
MS1 MQS1
KBepueTun 0.34+0.04 1.1£0.1 3.2
JluruapokBepeTHH 0.28+0.04 1.4+0.1 5.0
Hapunrun 1.0£0.1 3.1£0.2 3.1
Pytun 2.8+0.2 10.8+0.5 3.8

4.2.3 KonueHnrpupoBanue (pJIaBOHOU/I0B HA KPeMHe3eMaXx ¢ Pa3HbIM THIIOM

CTPYKTYPbI

Eme ogaum gakTopoM, OKa3bIBAIOIIUM BIUSHUE KaK Ha COPOIIMOHHBIE CBOWCTBA
KpEeMHE3eMOB, TaK W Ha HX T[PUMEHEHHUE B  IIpoleccax COpPOIMOHHO-
XpoMatorpaduueckoro pasjiesieHus, BBIICICHUS W KOHIICHTPUPOBAHHS B BapHUaHTax
TBEpAO(Pa3HON KCTPAKIMHU, B TOM YUCIE B JTUHAMUYECKHX YCIOBUSIX, SIBJSETCS THII
CTPYKTYphI ymopsimoueHHoro marepuaia [190]. JlanHblid dakTop paccMaTpUBaId MPU

copOuu pyTHHA Ha CcOpOeHTaxX C OJM3KOW yAETbHOW IUIOTHOCTHIO CBOOOJHBIX
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CWIaHONBHBIX Tpymn (pasgen 3.2.1) — anmamore SBA-15, cuHTE3WMpoOBaHHOM B
npucytctBun kBeprietnHa (MQS1, rekcaronanmbHas CTpykTypa), u anajore KIT-6
(obpazerr MK1, kyOuueckas cTpykTypa). MakcumanbHasi COpOLIMOHHAs EMKOCTh pyTHHA
U3 PACCMOTPEHHBIX TBep10a3HBIX MaTepUaIoB gocTuraeTcs Ha kpemHeseme MK1. Oto
00yCJIOBJIEHO OOJBIIEH JTOCTYMHOCTHIO COPOLIMOHHBIX IIEHTPOB Ha TOBEPXHOCTH

ME30I10p B CBSI3U C OCOOCHHOCTSIMU KYOUYECKON CTPYKTYPBHI.
1,0
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Puc. 4.10. BeixoaHble KpuBble COPOLIMU PYTHUHA U3 UHJIMBHUIyaIbHOTO pacTBOpa
(¢=0.07 MM) nHa kpemueszemax MQS1 (1) u MK1 (2). m=0.2000 r, h=4.0 cm.

[Ipy u3MeHeHMM TUNA CTPYKTYphl MOXHO OTMETUTh POCT BKJIaJa BHELIHEH
muddy3un B KMHETHKY TIpoliecca: HaYalbHBIA Y4acTOK BBIXOJTHOM KpHUBOW COpOLIUHU
pyruna Ha MK1 umeer 6omnee pa3mbiThlil BUI (puc. 4.10). 910 MokeT ObITH 00YCIOBIEHO
Hechepuueckoit mopdomorueii yactun anagora KIT-6 [191]. VBemuuenwe Bkiaga
BHelHeH audPy3un cHuwxkaer kodhduumueHtsl Auddy3un Ha HAYAIbHOM Y4YacTKe
BBIXOJTHOM KpUBOM cOpOLMM UM OTpakaeTca Ha yMEHbIIEHUH 3((HEKTUBHOCTH
COpPOITMOHHOTO KOHIICHTPUPOBAHUS, UTO OYyIeT 00CYKIaThCsI HIDKE.

Kak oTmedeHo B muTepaType, OTKpPBITas TPEXMEpHas CUCTEMa ME30IOp CHIKAET
nudPy3rMoHHBIE OTpaHUYEHUS TPU COPOIMHM aHAJIUTOB, a MCKpPUBICHHAs ¢Gopma Top
yCKOpsIeT MaccornepeHoc. PaboThl Mo M3y4eHHIO COPOIIMOHHBIX CBOMCTB KPEMHE3EMOB C
KyOMUYECKON CTPYKTYpOM OrpaHUYEHbI INPEUMYILECTBEHHO cOpOLUEN NOHOB METaJUIOB.
MasnouncneHHOCTh HCCNeA0BaHNMN, HAIPaBICHHBIX Ha HCIONb30BaHue aHanoroB KIT-6

B COp6HI/IOHHBIX nmponeccax, O6YCJIOBJI€H8, Y3KHUM JHUAIlla30HOM YCHOBHﬁ, B KOTOPBIX
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dbopmupyeTcs kyOmueckas me3odasza (pasmen 3.1.2). HeOGompimme OTKIOHEHUS OT
MOJIBHOTO COOTHOIICHHS OyTaHoja-1 M WMCTOYHHWKA CHJIMKATa TIPH CHUHTE3E, a TaKKe
KOJIeOaHUsl TeMIlepaTypbl, NPUBOAAT K (HOPMHUPOBAHHWIO YACTHI[ KpEMHE3eMa Co

CTPYKTYPOU, BKIIFOUAIOIIEH KpOMEe KyOMUeCKHX TeKCaroHadbHbIE U aMOpP(HBIC yUaCTKH

88].

4.2.4 KonuenTpupoBanue (JiaBOHOWA0B Ha aHajorax SBA-15,

MOAU(PUIHPOBAHHBIX TPUMETHIXJIOPCHIAHOM

Jist  noBeiieHHs 3(PQEKTUBHOCTH KOJIOHOK B IpoIeccax COPOIMOHHOIO
BbIJIEJICHUSI, KOHLIEHTPUPOBAHUSI U COPOIIMOHHO-XPOMATOrpapUuecKoro pas3aeiacHus ¢
YU4E€TOM pPAaBHOBECHBIX U KHHETHUYECKUX TMapaMeTpoOB COPOIHH, YIOPSI0UCHHBIC
ME30IOPUCTBIE KPEMHE3EMbl, AaHAJOTMYHO KIIACCUYECKUM CUJIMKArejsM, YacTo
UCTIONB3YIOTCS TIOCIie MOIM(UKAIIMKA OpTaHUYECKUMH (PYHKIIMOHAIBHBIMU TpyIinaMu. B
padotax [41, 192] ormedeHO, uTo mpu copOumu (hiaaBoHOUA0B Ha aHaiore MCM-41 ¢
me3ornopamu 3.0-3.5 HM U ¢ TPUBUTHIMH TPUMETHICUIUIBHBIMY TPYITIAMUA BO3PACTacT
COpOLIMOHHAsT €MKOCTh KBEpIETMHA U (+)-KaTeXWHa, a BBIXOJHbIE KPUBBIC COPOIUU
CTaHOBSTCS Oosiee cumMmeTpuuHbIMU. B HacTtosimieit padote (puc. 4.11) mokazano, 4to
O0COOEHHOCTH COpPOLIMU B AMHAMMYECKUX YCJIOBHUSIX Ha MOAU(UIMPOBAHHBIX aHajorax
SBA-15 ¢ pazmepom mop 5-10 HM HOCAT uHOM xapakTep. B oTimmune ot anagoro MCM-
41, Ha KpemHe3eMax C OoJyiee MIMPOKMMH ME30IOpaMHU IPOUCXOJUT CHUKCHHE
COPOIIMOHHONW €MKOCTH Mocie mMoaudukanuu ruapododHsiMu rpynnamu (puc. 4.12).
Taxxe HET 3HAUYMMBIX Pa3IUYUN B yACpKUBaHUH (HJTABOHOUIOB TPU BapbUPOBAHHUU
UCXOAHOM yNIEIbHOW IJIOTHOCTH CBOOOJHBIX CHUJIAHOJBHBIX TPYII Ha MOBEPXHOCTU
ME30Mop KpeMHe3eMa. MOXKHO TOBOPUTh O TOM, YTO OCHOBHBIC Pa3IW4Hs B COpOIUU
BEIIECTB JOCTUTAIOTCS 3a CUET HE MPUPOAbl COPOLMOHHBIX IIEHTPOB, a OObeMa U

JOCTYIMTHOCTU MPOCTPAHCTBA MC30IIOP AJI MOJICKYJI AHAJIUTOB.



112

clc,
c/cy
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VIV, a) VIV, 6)

Puc. 4.11. Beixoansle kpuBble copOuuu kBepuernHa (1) u pyruna (2)
Ha copOeHTax, METHIIMPOBaHHBIX aHanorax SBA-15: a) MS1-Met, 6) MQS1-Met.
¢=0.07 MM, m=0.2000 r.

4.3 Ouenka xpomatorpaduueckoii 3¢peKTHBHOCTH TPH COPOIHOHHOM

KOHIHCHTPUPOBAHUHU q)ﬂaBOHOHIIOB HA YIIOPAJ0YECHHDBIX KPEMHE3€MaX

Xpomatorpaguueckas 3PQPEKTUBHOCTb, BbIpakaeMas B BEJIIMYMHAX YHUCIA
teopetndeckux Tapenok (UTT) nma copOIMOHHOTO ClIOs, HMMEET CXOJCTBO B
OCOOCHHOCTSIX ~ pacueTa dOTOro MapaMmerpa Uil  TPOLECCOB  COPOLMOHHOTO
KOHIICHTPUPOBAHMWSI B JHHAMHUYECKUX yclIoBUAX. OIEHKy XpomaTorpadudecKoi
(G ()EKTUBHOCTH CHHTE3UPOBAHHBIX COPOEHTOB MpoBoawiaM, paccuutbiBas YTT c
UCTIONIb30BAaHUEM  MOJENTM  TEOPUH  OSKBUBAICHTHBIX  TEOPETUYECKUX  TapesoK
NpUMEHHUTEIbHO K TBepaodasHoit skcrpakumu [193]. Pacuer ymcina TeopeTHUECKUX
tapeiok (N) mpoBemeH MpH ydeTe OTHOCHTEIBHOTO oObema yaepxkuBanus (Vr) u
CTaHJIAPTHOIO OTKJIOHEHWs OTHOCUTEIBHOTO 00beMa «IPOCKOKa» BELIECTBA (Oy y,) Ha
BBIXOJIHOM KPHUBOW, COOTBETCTBYIOIIETO OTHOCHTEIBLHOW KOHIIEHTparmu C/Co=0.159-
0.500 u c/cp=0.500-0.841 (puc. 4.12, Tabn. 4.3). Uucio TEOPETHUUECKUX TapesioK
pacCcUYMThIBAIIN, UCIIOJB3Ysl Beipaxkernue (4.1) [193]:

N =Vr (Vg — ay) /0. (4.1)
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c/c,

0.841
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Puc. 4.12. TunuyHbi BUJ BBIXOTHOW KpUBOH. VR — 00BEM yIEpKUBAHUS,
Gy — CTaHJIapTHOE OTKJIOHEHHE 00bEMA yJIEPKUBAHUS BEILIECTBA MIPU €r0 EPEMEIICHUH
B copOenTe [193].

Kaxk BunHO u3 T26:1. 4.4, 4MCII0 TEOPETUUECKUX TAPEJIOK MPU COPOIIUU TIIMKO3U]IOB
3HAYUTEIHHO OO0JIbIIE, YeM MpHU copOIuu ariukoHoB. [Ipu copOiun HapunruHa Ha MS1
oOparmraer BauManue 6m3octh BenrunH UTT (620 u 270) paccyuTaHHBIX MO JTaHHBIM
JBYX Yy4YacTKOB KpuBO#l €/Cp=0.159-0.500 u c/cy=0.500-0.841, coorBercTBeHHO. B
OCTaJIbHBIX CiTy4asx (MpU cOpOIMH KBEPIETHHA, JUTHIPOKBEPIETHHA U PYTUHA KaK Ha
MS1 (amamore SBA-15), tak m Ha kpemHedeme MQSI1 (cuHTE3MpOBAaHHOM C
MOJIEKYJISIPHBIMU OTHEYaTKaMHU KBEPIIETHHA), 3HAUYUTEIIPHOE Pa3MbIBAHUE BBIXOIHBIX
KPUBBIX TPUBOJIUT K 3aMETHOMY CHIKCHHIO I(P(OEKTUBHOCTH COPOIMOHHOTO CIIOS
(ymenbimiennto UTT) mocie moctmkenus C/Co=0.5. DTo MOXeT OBITH CBSA3aHO C
HEOJTHOPOJHOCTBIO COPOLIMOHHBIX LIEHTPOB (Ha MOBEPXHOCTU M B Me3omopax). Yactp
CHJIAHOJIBHBIX TPYII MOXKET ObITh OJIOKMPOBAaHA MOJICKYJaMU THAPATHOW BOJBI (O 4eM
cBUJIeTeNbCTBYIOT JaHHbie WK-cnektpockonuu, cMm. pazaen 3.2.1). CrenoBartesbHO,
pa3MbIBaHUE BBIXOJHOW KpHBOW mpHu C/Co>0.5 MokeT ObITh CBSI3aHO C KOHKYPEHTHOM
copOiuedi BOAbl (Ha pa3IMYHBIX IO MPUPOAE CHIAHOJBHBIX TpYIIax, 4To Oosee
noJipo6HO 00cyxaanock B pazaene 3.2.1), KoTopas BBITECHSETCS M0 MEpe 3arOJHEHUs
MOBEPXHOCTU TOp cOpOeHTOB nonudeHonamu. s 6osee MoasipHOro HApUHTHHA 3TOT

3 PeKT NMposBIISICTCS B MEHBIIIEH CTEIICHH.
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Tabnuna 4.4
[TapameTpsl 3¢ (HEeKTUBHOCTH XpOMAaTOrpapuUIeCcKUX KOJIOHOK MPU COPOIHH

q)HaBOHOI/IILOB YHopsaaA04CHHbBIMU KPCMHC3CMaAMU

o Con6 VR Oy Vo N,T.T./M
JIABOHOU opOeHT :
A P eM® | ¢/ce<0,5 | ¢/c>0,5 | c/ce<0,5 | c/ce>0,5
MS1* 1.0 0.4 0.5 120 50
KBepuernn
MQS1** | 2.9 0.6 14 400 60
1 MS1 0.9 0.3 0.4 120 50
ATHIPOKBEPLIETUH
APOREEPIL MQS1 | 38 | 07 2.2 660 30
MS1 3.0 0.5 0.8 620 270
Hapunrun
MQS1 8.2 1.1 2.8 1100 140
MS1 7.0 1.3 4.4 610 25
Pytun
MQS1 28 4.2 12.4 970 80

*MS1 — ananor SBA-15; **MQS1 — ananor SBA-15 ¢ MonekyIsspHBIME OTII€YaTKaMU KBEPIIETHUHA.

bonee cuMMeTpHUUYHBIE BBIXOJHBIE KPHUBBIE, COOTBETCTBYIOIIME OOJbIIEH
3¢ (PEeKTUBHOCTH cOpOEHTa NpPU M3BJICYEHUUM U KOHLEHTPUPOBAHMM AaHAJIUTA B
JTUHAMHYECKUX YCJIOBUAX, U MOJUUHSASICH TECOPUH Tapeslok MapTHHa U yUUThIBast paOOThI
Knunkenoepra u Ban-/leemtepa, MOoryT ObITh OJIy4E€HBI IIPU UCIIOJIB30BAHUU COpOEHTA

C MEHBIIIUM Pa3MEPOM YaCTHIl U ero 00Jjiee MIOTHOW YITaKOBKOM.

4.4 OnTuMu3zaumsi COPOIMOHHOI0 KOHIEHTPUPOBAaHUS (PJIABOHOMI0B

B IJMHAMUYCCKHUX YCJIO0BUAX

Mopenb JKBUBAJICHTHBIX TEOPETUYECKMX TapeJOK IO3BOJISIET  OILCHUTH
pa3MbIBaHHE BBIXOJIHBIX KPUBBIX COPOIMH, HO HE JIaeT OCHOBAaHHE BBHIOOpa HamOoJiee
MOIXOJISIIIIET0 cCOpOCHTA ISl KOHIICHTPUPOBAHUS OIPECICHHBIX BEIIECTB. B Momenu
Benuyuanosa-I{usuna [194] y4uThIBalOTCS KaKk PaBHOBECHBIC, TaK M KHHETHYECCKHE
napaMeTpsl COpOITMU. ITO TO3BOJISIET CPABHUBATH COPOITMOHHBIE CHCTEMBI MEX Ty COO0i,
a TaKkKe BBHIOMpPATh ONTHMAJbHBIC YCIOBUS MJIA MPOBEICHUS KOHIICHTPUPOBAHUS

(copOeHT, BBICOTY €r0 CJ10s1, CKOPOCTh IIOTOKA PACTBOPA).
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BriObop copOeHta nsis COPOIMOHHOTO KOHIIEHTPUPOBAHUSI KOMIIOHEHTOB
OCYLIECTBJISIETCSI HA OCHOBAHUM ONPEIEIEHHBIX KPUTEPHUEB, PACCUUTAHHBIX JUIS
KOHKPETHBIX COPOEHTOB M aHAIUTOB. OJJTHUM U3 BapUAHTOB TAKUX KPUTEPUEB SIBISIOTCS
(bakTophl, XapaKTepU3YIOIIKE YBETUUCHNE AHATTUTHUECKOT0 CUTHANA. ABTOpamMu paboThI
[195] npemnoxen wunTerpanbubiii kputepuii CE, HaspiBacMblli 3G (HEKTHBHOCTHIO
COpPOIIMOHHOTO KOHIEHTpUpoBaHus. [lepBoHauanbHO 3Ta BEIMYMHA ONMPENEsIach Kak
npousBeneHue koddduimenta odoramieHUs: (OTHOMICHUS AHAIUTHYECKUX CHUTHAJIOB,
HOJTyYEHHBIX [T0CJI€ KOHLIEHTPUPOBAHMSI M 10 HETO) U MPOU3BOIUTENBHOCTH aHaJIN3a (€ro
Bpemenn). [lockonpky Takas ¢opMyiaupoBKa Mpeamnonaraet, 4yro BenuunHa CE He
3aBUCUT OT METOJOB KOHIEHTPUPOBAHUSA U JIETEKTUPOBAHUS, TO ATy XapaKTEPUCTUKY
MOXHO HCIIOJIb30BaTh I CpaBHEHHS dS(PGEKTUBHOCTH PA3IMYHBIX MPOTOUYHBIX
copOIMoOHHBIX cucteM. OHAKO, Kak 0TMe4eHo aBTopamu [195], ¢ yueTom npuBeaeHHOTO
ornpeneneHus y BennunHbel CE ecTh HEKOTOpbIE HEIOCTATKU: HE YAAETCS BBIACIUTD BKJIA/
COOCTBEHHO CTaANM KOHIIEHTPUPOBAHUS B 00111yI0 3D PEKTUBHOCTh aHanu3a. Takxke mpu
pacuere 3PQGEKTUBHOCTH KOHUEHTPUPOBAHUSA HE YUYUTBHIBAETCS CTENEHb HM3BICYCHUS
KOMIIOHEHTA.

ABropamu padotsl [195] ykaszano, yro mox CE nmnst ctaauu KOHIEHTPHUPOBAHHS
MOHUMAETCs KO DUIIMEHT KOHIICHTPUPOBAHUS, JOCTUTAEMBI B €IMHUILY BPDEMEHHU MPU
3aJlaHHOM CTENEHW W3BJIICUYCHHsI KOMIIOHEHTA. PemeHwe 3agad  ONTHMH3ALUU
COPOIIMOHHOTO KOHUEHTPUPOBAHUS B 3TOM CJIy4yae MPOBOJUTCA C YYETOM JBYX

orpanrdenuii. [IepBbIM SABISIOTCS «IIOTEPU» LIENEBOr0 KOMIoHeHTa y [195]:
_Qp
X=7
Qo
rae Q, — KOJIUYECTBO «IPOCKOKa», I; Qp, — KOJUYECTBO IIOCTYIHUBLIErO B CIOi
KOMITOHEHTA, T.

BTOpOC OTpaHUYCHHC — JOJIA HWCNOJIb30BAHHOM €MKOCTH COp6I.II/IOHHOFO ClIoda N B

MOMEHT MpeKpaiieHus moroka [195]:

1
a(x,t)

= | = Zdx,
0
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rIe X — BHICOTA ClIog copOeHTa, cM; t — BpeMs copbuuu, ¢; K;' — Ge3pasmepHsIil
Kod(pUIMEHT pacrpeaeieHus.
be3pasmepHbie TIepeMeHHBIE KOOPAWHATBI ¥ BPEMEHH OIPEICISIOTCS B

COOTBETCTBHH C BBIpaKkeHUsIMU [43]:

¥ xDK,e - tD
- oUrz 7 2
rne D — os¢dextupnbii xodhpduuuent muddysuu, cm’c; K; — xodpduimenT

pacrpesienienus, cM/T; & — Ko3QGUIMEHT NOPO3HOCTH copbenTa, r/cM®; U — nuHeiiHas
CKOPOCTh ITOTOKA, CM/C, T — paJInyC 3€pHa COPOEHTA, CM.

[Ipu 3agaHHBIX METPOJIOTHUECKUX TpeOoBaHUAX (00bryHO mpuHHMatoT ¥=0.1, n
PACCUUTHIBAIOT 1O JIaHHBIM BBIXOJHON KpUBOM) HaxoAwiu X, . U Ty, Tpapuyeckum
COBMEIIICHHEM M30JMHUA Y W 1 B oaHoil miockoctn X-T [195]. [lnst oreHkm
3 ()EKTUBHOCTH COPOIMOHHOIO KOHLEHTpupoBaHus CE pa3MepHble BbIpaKEHUS

OIITUMAJIBHBIX BBICOTHI CJIOSA COp6CHTa H I1I0JIHOI'O BpCMCHHU COp6I_[I/II/I OIIPpCACIIAIIN KaK:

UR? R?
xo = )( to = TBHT-E;' (4.2)

~ CONT DK e’
DddexTuBHOCTH KOHIIEHTpUpOBaHusi CE paccunThiBamm ¢ yaeTom 6e3pa3zMepHOro

koo dunrenta pacnpenencaus K;' no gpopmyire:

XonrKa?
CE =24 (4.3)

7bnTt0
OddexkTuBHOCTD KOHIIEHTPUPOBAHUS CBsI3aHA c kodhpurrieHTOM

koHueHTpupoBanus Kg. KoaguimenT KoHIeHTpUpoBaHus paccUuThiBan Kak [195]:
Ky =nK,'. (4.4)
Pemrenue 3ama4 ONITUMH3AIHH JAMHAMUYECKOTO COpOITMOHHOTO
KOHIICHTPUPOBAHUS MTO3BOJIICT ONPECIUTh ONITUMAIIBHBIC BBICOTY CJIOSI COPOCHTA Xo U
nojgHoe BpeMsi copOumu to. it 3TOro y M 1 TPEACTaBISIOT B BUAE W30JIMHUI B
mwiockoctd X—T (puc. 4.13) [195]. Benunmanoseim E.B. ¢ coast. [196] mpuBemeHbt
pe3yabTaTthl 4HcleHHbIX pacderoB  (ynkmui ¥ (X,T) mw m(X,T) npm 3amaHHBIX

nuddy3nonHoM mapametpe O U koddghunuentax audpdysuu D.
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Puc. 4.13. Teopernueckue (pyHKIIMH OJTHOTHI UCIIOJIB30BaHUS COPOLIMOHHON
emkoctd 77(X,T) u ypoBHs npockoka y(X,T), ucnosib3yemsle Ui ONpeaeIeHUs
MaKCUMaJlIbHO JOCTHKUMOU 3(h(PEKTUBHOCTU KOHUEHTpUpoBanus: 1,2, 17,2 —
x=0.1;3,4,3,4 -n=08;5,6,5,6"—-1n=0.7;7,8, 7,8 —n=0.6.
=5 — nyHkTupHbIie TuHUH, =10 — cruiomHbIe uHuN [43].

OnTuMuzaIms JUHAMUYECKOTO COPOIIMOHHOTO KOHIIEHTPUPOBAHUS TIPOBOJUTCS C
y4eTOM MeXaHU3Ma COpOIMH, KOTOPBI MOXKET OBITh OMpPENETCH 10 BHIY BBIXOIHBIX
KkpuBbIX. Kak ormeueHo B pabdorax [41, 125, 197] npu onucanuu copOIMH BEIICCTB B
JTUHAMUAYECKHUX YCIIOBHSIX BAYKHO paCCMAaTPUBATh BIMSHUE KUHETHKY copOrmu. [Ipu aTom
CYIIIECTBEHHOE 3HAYCHUE MMEIOT BHYTPU- M BHemHeAU(D Y3MOHHOE JTUMUTHPOBAHUE
CKOPOCTU COpPOIMU. XOPOIIO H3BECTHO, YTO MU(PPY3NOHHBIA MapaMeTp O SIBISETCS
ananorom nuddysunonHoro kputepus bro, oTpaxkarormiero Bkiaaa cKOpocTu auddy3uu B
rpanyiie copOeHTa M B TUICHKE JKHUAKOCTH Ha MOBEPXHOCTH copOeHTa. B HacToseit
pabote muddy3nonHBId Tapamerp O omnpenensuin rpado-aHaauTHuecku [41]. B
JUTEpAType JUISl  TOCTPOCHUS TCOPETUYECKUX KPHUBBIX JHUHAMHKA  COpPOITUHU
MIPE/ICTABIICHBI Ta0yIUpOBaHHBIC 3HaUYeHUs ToJibko Tipu 0=1 u 6=10. B TO ke Bpems,
TpeOyeTcs OlleHKa U IPH IpoMekyTouHbIX BennyrHax (1 < & < 10), To ecTh He TOJIBKO
IpH COMOCTAaBUMOM BKJIaJe BHEIIHEH M BHyTpeHHed mauddysuu (0=1), HO U C

npeBagupoBanreM BHyTpuaudy3noHHOro tumutpoBanus. B padore [188] otmeueno
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CyIIeCTBEHHOE BiUsHUE TU(DPy3nOoHHOTO mapaMeTpa O Ha BBHICOTY COPOIIMOHHOTO CIIOS
U BPEMEHHM KOHIEHTPUPOBAHHUSA, ONTUMAIBHBIX JIJIsl ONPEAENIIeMOro KOMIIOHEHTa. JTO
BJIIMSIHUE BO3pacTaeT MpH OONBIINX CTETEHAX MCIOJIB30BaHUS COPOIIMOHHON €MKOCTH,
KOTOpbIE JOCTUraloTCsl TpU COpOIMU Ha YHOPSIOYEHHBIX KpemHe3emax. I3-3a
OTCYTCTBHSI TAaKOBBIX B JIMTEpaType B HacTosmied padore [43] mOmMONHUTETHHO
paccuuTaHbl TEOPETHUECKUE KPUBBIE B KoopauHaTax X—T ams ciydas 0=5 (puc. 4.13).
OT0o mo3BONsET Oojiee KOPPEKTHO PACCUMUTHIBATH IapameTpbl  COPOIMOHHOTO
KOHIIEHTPUPOBaHUs (PJIaBOHOUIOB Ha YIOPSIIOUEHHBIX KpEMHE3EMax.

st MOJICTUPOBAHUS BBIXOJTHBIX KPHUBBIX (haBOHOUIOB
HAaHOCTPYKTYPUPOBAaHHBIMU KpEMHE3eMaMH, B TOM YHCJIE, C YI€TOM KHHETHKU COPOIHH
U COMOCTAaBJICHUS UX C HDKCIIEPUMEHTAIbLHBIMU BBIXOAHBIMU KPUBBIMH, KOIPDUIIUCHTHI
g Gy3un pacCUYNTHIBAIHN M0 HAYAIBHOMY YYaCTKY BBIXOJHBIX KPUBBIX B COOTBETCTBHH
¢ pabortorr [198] (tabnm. 4.5). Ilpm copOumm ¢HIABOHOUIOB YIOPSIOUCHHBIMU
KpEMHE3eMaMi Ba)XHO OTMETHUTh CYIIECTBEHHOE 3HAaY€HUE KUHETUKH copOruu. s
paccMaTpuBaeMbIX MONMQEHOIOB TpH UX copOruu aHamoramu SBA-15 ormeuaercs
BbIcoKas (10 0.8) MoHOTa UCTIONIB3yeMON COPOITMOHHOM EMKOCTH <«J10 TTPOCKOKa (TaoJI.
4.5). Ananu3 naHHBIX TaOMUIBl 4.5 MOKa3bIBaeT, 4YTO YHOPSAOYCHHAs CTPYKTypa
KPEMHE3€MOB  yYMEHbIIAeT JIU(PY3MOHHBIE OrpaHUYEHUs NpH  COPOLIMOHHOM
KOHIIEHTPUPOBAHUHU aHAIUTOB, CHUKAsl pa3MbIBaHUE UX PPOHTA COPOLIMH, IO CPABHEHUIO
C HEYHOpAIOYCHHBIMU CHITHKaresmu [188].

Jl5is Bcex paccMaTpuBaeMbIX COpPOEHTOB M aHAJIMTOB COPOLMS XapaKTepHU3yeTcs
cMermanHo M Py3nOHHOW NUHAMHKON ¢ mpeobiiaganueM BHYTpUIu(DPy3MOHHOTO
aumuTupoBanust (6=5-12) [43]. Inst rmuko3unoB GpaaBOHOMIOB HAPSTY C POCTOM BKJIaaa
BHYTpUAU(PDY3NOHHOTO  KOHTPOJISI ~ JIOCTUTAIOTCS  0o0Jiee  BBICOKME  BEITMYHUHBI
3¢ (PEeKTUBHOCTH  COpOUMOHHOrO  KOHUEHTpupoBanuss CE u  Ko3hDUIMEHTbI
KOHIIEHTPUPOBAHUS Kiyomy, PACCUMTAHHBIE C y4ETOM KOI(PPUIIMEHTOB pacHpeaeICHUs
aHAJIMTOB W JIOJIM MCIIOJIb30BAaHHOM €MKOCTH «J0 Tpockoka». Bmecte ¢ Tem, ans
arfiMKOHOB (PJIaBOHOUOB (KBEPLETHUHA U JUTHAPOKBEPLIETHHA) OTMEYAETCS] CHIXKEHHE
BKJIaZia BHYTpUIU(G(Yy3MOHHOTO JTUMUTHUPOBAHHUSA, COMPOBOXKIAIOIIEECS YMEHBIICHUEM

3¢ (HEeKTUBHOCTH COPOIIMOHHOTO KOHIIEHTPUPOBAHHUS MIPH Mepexoae oT kpemHezema MS1
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K €r0 aHaJIOTy, MOJIyYUeHHOMY B MIPUCYTCTBUH KBeplLeTHHA. MOXHO Mojararhk, 4To pocT
BHYTpUAN(PHY3UOHHON COCTABIAIONICH criocoOcTByeT yBenndyeHuto CE.
Taomuna 4.5

[TapameTpsl COPOIIMOHHOTO KOHIIEHTPUPOBAHUS (PIIaBOHOHUIOB ME30TIOPUCTHIMU

KpEMHEe3eMaM1
Ky D-10" to CE

dnasonous | CopoeHT ’ 0 _ Xo. CM ’ ! K

A p e/t | em/c o1 | *o, MUH | MHH K

MCL | 22 | 26 | 5 | 07 | 052 | 43 | 58 | 12
Ksepuerun MS1 4.9 6.5 10 06 | 053 | 1.2 5.6 2
MQSL | 15 | 42 | 5 | 07 | 047 | 26 | 63 | 8
MCL | 20 | 23 | 5 | 07 | 051 | 38 | 58 | 11
f;;“ﬁ;‘;}l MSL | 39 | 1.8 | 5 | 06 | 085 | 15 | 35 | 2
MQSL1 | 20 | 1.3 | 10 | 07 | 076 | 55 | 39 | 11
MCL | 19 | 23 | 5 | 07 | 069 | 48 | 43 | 11
Hapunruu MS1 14 1.8 5 08 | 118 | 6.2 2.5 9
MQSL1 | 44 | 13 | 10 | 08 | 030 | 59 | 101 | 25
MCL | 52 | 20 | 5 | 08 | 029 | 54 | 105 | 30
MS1 39 | 068 | 10 | 07 | 064 | 114 | 47 | 20
MQS1 | 154 | 052 | 10 | 0.8 | 021 | 149 | 143 | 90
MK1 | 300 | 026 | 10 | 0.8 | 038 | 420 | 8.0 | 190

*y=0.1, D=1-10" cM?/c. O603HaYeHNE COPOEHTOB AaHATOTHYHO Tab. 4.4.

Pytun

Oddexr Bo3zpactanus >PHEKTUBHOCTH COPOIMOHHOTO KOHIICHTPUPOBAHUS Ha
ananorax SBA-15, cuHTe3upoBaHHBIX C g00aBKamMu (HIABOHOWIOB, TMOMABISIECTCS
CHI)KCHHEM BKJIaJa BHYTPUIUGD(DY3MOHHOTO JTUMUTHPOBAHHS. MOXHO OTMETHTH, YTO
poct Benu4uHBI O (Tabn. 4.5) cmocoOCTBYET MaKCUMAIBHOM MOJTHOTE MCIOJIb30BaHUS
COpOIIMOHHOW  €MKOCTH, 4YTO oOecreyuBaeT  HaumOoJblIyl0  3(p(HEKTUBHOCTH
COpPOLIMOHHOTO KOHIIEHTPUPOBAHHUS aHAJINTOB C HCITOJIh30BAaHUEM
HAaHOCTPYKTYpPUPOBAHHBIX COpOCHTOB. HecMOTps Ha 3aKOHOMEPHOE CHUKCHHE
kodpunmrenToB nuddy3un as 6osiee 00bEMHBIX MOJIEKYJ TJIMKO3UI0B (DJIABOHOUIOB
(Tabn. 4.5), Oonee mMmonHOE 3aJ€CTBOBaHHWE COPOIMOHHBIX LIEHTPOB KPEMHE3EMOB
obecrnieunBaeT OOmMMUN POCT KOIPHUIIMEHTOB KOHIECHTPUPOBAHUS AaHAJIUTOB IS

MaTCpruaJIOB, CHHTC3UPOBAHHLIX C I[O6aBKaMI/I INOTCHIOMAJIbHBIX COp6aTOB.
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KpemueszeMm ¢ kyouueckoit crpykrypoit MK1 (ananor KIT-6) 3a cuér BbICOKOI
IUIOTHOCTA CBOOOJIHBIX CHJIAHOJBHBIX TPYNI U OTHOCUTEIHHO HHM3KON THApaTaluu
(pa3men 3.2.1) MO3BOJIIET JOCTUTATh BBICOKOTO KOA(P(GUIMEHTa KOHIEHTPUPOBAHUS
pytuna, paBHoro 190 (tabm. 4.5). Ognako 3a cuét cHmkeHus kodddurmenta muddy3un
B J[Ba pa3a 3TO HE MPUBOIUT K pocTy BeanunHbl CE Mo cpaBHEHHIO C KPEMHE3EMOM C

reKCaroHaJIbHON CTPYKTYpOH ME30I0p U OJIM3KUM KOJIUYECTBOM COPOIIMOHHBIX LIEHTPOB

(MQSL).

4.5 TecopOuusi (p1aBOHOUI0B U3 CJIOS1 YIIOPSAI0OYCHHBIX KPEeMHE3eMOB

Jnsg  noBblieHUsT 3()PEKTUBHOCTH COPOLIMOHHOTO  KOHLEHTPUPOBAHUS U
pas3fieNieHusl BEIIEeCTB BAXKHO pacCMaTpUBATh KaK CTaJAUIO COpPOIMH, TaK W JECOPOIUU
[125]. Beicokne K03()UIMEHTBI KOHIICHTPUPOBAHUS MOTYT JOCTUTAThCSA IPH
JecopOLny KOMIIOHEHTOB MallbiIMU 00beMaMu pacTBopuTessa. OTMEUEHHOE yBEIUYCHUE
yIEpKUBaHUs TIUKO3UI0B (DITAaBOHOMAOB MO CPABHEHUIO C AarjIMKOHAMH TO3BOJISET
IPOBOJNUTH KOHLIEHTPUPOBAHHUE U3 OOJIBIIET0 00beMa pacTBOpa, T. €. B 0oJiee HIMPOKOM
MHTEpBaje KOHLEHTpauui (Tad. 4.6), 4To MO3BOJISET NPOBOAUTH KOHIIEHTPUPOBAHUE U3
OombIIero o0beMa pacTBopa 0e3 MoTeph aHATUTA.

Tab6aua 4.6
CrerieHp u3BJIcUYCHHS (IIABOHOU OB IIPH KOHIICHTPUPOBAHUH B CJIOE COpOEHTA U3

WHJVBHUIYaJIbHBIX PACTBOPOB

KBepuernn Pytun

V,cm® | copbenT R, % V,cm® | copbenT R, %
MQS1 60 MS1 90

5 MS1 100 . MQS1 100
MS1-Met 08 MS1-Met 82
MQS1-Met 100 MQS1-Met 91
MS1 34 MS1 67

4 MQS1 100 10 MQS1 100
MS1-Met 63 MS1-Met 60
MQS1-Met 08 MQS1-Met 66

Konnenrpanus ¢raBononoB 1.0- 10° M, macca cop6enTos 0.1000 r.
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MO>XHO OTMETHTb, YTO HAMOOJIbIIIEe KOTUIECTBO MOTH(PEHOIIOB 1eCOpOUPOBATOCH
npu npomyckanuu yxe 1.0 cM® pacTBopuTens uepes cioi COpOEHTa, YAEpPKUBAIOIIETO
aHamuThl (Tabm. 4.7). Ilpu stom ecnu B ciyyae MS1 (anamora SBA-15) koadduriuent
KOHIICHTPUPOBAHMSI JIJIi KBEPIIETUHA W JUTUAPOKBEPIICTHHA MPU JCCOPOITMU MEHBIIE
eIMHUIIBI, TO I KpeMHe3semMa MQS1, CHHTe3MpOBaHHOTO B MPUCYTCTBUH KBEPICTHHA,
nocturaercs 3-4 kpaTHoe yBelndeHHe Kod()(GHUIIMEHTOB KOHIIEHTpUpoBaHus (Tadi. 4.4).
Haubonee cymiecTBeHHBINH POCT KO3()PHUIIMEHTOB KOHIIEHTPUPOBAHUS peaTn3yeTcs AJis

TJIUKO3UI0B ()JIABOHOUIOB — PyTHHA U HapuHTUHA (Ta01. 4.7).

Tabmuma 4.7
[TapameTpsl gecopOumu (GIaBOHOUIOB ATAHOJIOM U3 CIOS YIIOPSAI0YEHHBIX
KPEMHE3EMOB

¢uaBorOU cop6eHT | Vgo %, cM® | Vos 6, eM® | Ko™

MS1 1.0 2.0 0.85
KBCPUCTIH MQS1 1.0 15 2.8

MS1 1.0 2.5 0.75

JUTHAPOKBEPHETHH M 1 gq 1.0 2.0 3.3

MS1 15 5.0 2.2
HApHHTHH MQS1 1.0 3.0 6.8

MS1 1.0 3.0 6.4

pyTvH MQS1 15 4.0 28

Konnenrpanus ¢nasonounos 7.0-10° M, macca cop6enrtos 0.2000 r.

[Ipu KOHIIEHTpUpPOBAHWMU TOMU(DEHOJIOB Ha KapTPHUIKAX, 3arOJTHEHHBIX
TpaJMIIMOHHBIMU COPOCHTAMH, TAKUMU KaK CUITUKATeIN, OKCUJI AJTFOMUHUS, TIOJTMMEPHBIE
MaTepHuayibl, HCIOIB3YIOT cOopOeHThl ¢ wmaccoit 200-700 Mr, YTO TPHUBOIUT K
3HAYUTEIPHOMY pa3MbIBaHUIO (poOHTA COpPOLMHU, CHIDKEHHIO A(PGEeKTUBHOCTH
copOuronHoro konmneHtpuposanus [199]. Ormeuennas panee [41, 125] Gonee BbicOKas
COpOLIMOHHAs €MKOCTh HAaHOCTPYKTYPUPOBAHHBIX KPEMHE3EMOB 3a CUET JOCTYIHOCTH
COpPOIIMOHHBIX IIEHTPOB IMO3BOJSET AOCTUTaTh aHAJIOTMYHON 3(P(HEKTUBHOCTH (4Uucia
TEOPETUUECKUX TapeioK) Ha ciioe B 2-5 pa3 mensbiie (pazaen 4.3). C y4eToMm 3TOrO
KOHIICHTPUPOBAHKE TOJIM(PEHOTIOB MPOBOINUIIN U3 WHIUBUIYATBHBIX alleTOHUTPHIBHBIX
pactBopoB (¢=1.0-10"° mouns/nm) Ha KapTpuKax, 3anonHeHHbx 0.1000 r copbenra. s

HN3Yy4YCHUS BO3MOKHOCTU Pa3ICICHHA cMmecen BCUICCTB IIpH I[eC0p6HI/II/I n JOCTHIXKXCHUA
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HanOosee MOJIHOTO M3BJICUECHUS aHAIMTOB IMPOBOJUIIM JOJIFOUPOBAHUC (bJIaBOHOI/II[OB
pacTBOPpUTCIISIMUA pa3H01“4 MMOJIPHOCTHU: MCTAHOJIOM, JTAaHOJIOM, OJOTHJIALCTATOM,

aleTOHUTPHUIIOM M JTUCTHIUIUPOBAHHOM BojIoH (puc. 4.14).

9 98
100 | 1Y 68 100 2
80 2 N [E | 17 ;
60 A | 7 0|7 L7 7
2 | 7 S | 7
. | 7 . | 7
o | BES % o b 38 _
0|87 B %9 N/ s w| N B 2 N

? 5 % é 7 ? 5 25 % 5

B E/E B ¥ 2z b
20 7 7 7 7 7 7 Z 16 7 7

7 7 7 7 7 20 7 7Z Z 7

annn ' vV
L2 W2 W W W A1AA R

0)

Puc. 4.14. Crenienp u3BjieueHUs KBepIieTHHA (a) U pyTuHa (0)
pU KOHIIEHTpUpOBaHUU Ha aHanorax SBA-15 (crutomasie — MQSI1, 3amrpuxoBaHHbie
— MQS1-Met) npu BapeupoBanuu pactBoputens. Pacuer nmpu npomyckanuu 1.0 cm®
PacTBOPUTEIIS Yepe3 CIION copOeHTa.

PactBopuMocTh  HccneqyeMblx  (PIIaBOHOMZOB ~ yMEHBIACTCS B POy
pacTBOpUTEIICH 3TaHOI>METaHOJ > aleTOHUTPHI> 3Trianerar>poaa [200]. B oGmem
cllydae dTOMY Py JOJDKHBI COOTBETCTBOBATH 3aKOHOMEPHOCTH WM3MEHEHUS BEITUYHMH
CTCTICHU W3BJICUCHHS TIPH MPOIMTYCKAHUH PAaBHBIX 00BEMOB ITHX PAaCTBOPHUTEICH depes
cioi copOeHTa, yAepKuBaroniero (GaaBoHOHWA. B HEKOTOPHIX CIydasiX 3HAUYUTEIbHBIN
BKJIJl BHOCUT CITOCOOHOCTB PACTBOPHUTEIS K KOHKYPEHTHOM afcopOiuu. PactBopuMocTh
OOoNBIMHCTBA (DITABOHOUIAOB B BOJIE 3HAYUTEIHLHO HUKE MO CPABHEHUIO C TOJSIPHBIMH
OpTraHUYECKUMH PACTBOPUTEISIMU. B TO k€ BpeMsi BBIpaKXEHHasi afCcoOpOIUs MOJICKYT
BOJbI Ha COPOIIMOHHBIX IICHTPAaX KPEMHE3EMOB IO3BOJISICT JOCTHTaTh COMOCTABUMBIX
CTEMCHEW W3BJICUCHUS AHAJIMTOB TI0 CpaBHEHUI0O co crnupTamu (puc. 4.14).
Hcnonp30oBaHne ATUIIANIETaTa TAK)KE ITO3BOJISIET DIIFOUPOBATH KBEPIIETHUH TI0CIIE COPOITUN
paccmarpuBaeMbiMu KpemHe3emamu (R=75-84 %), B otimuune ot pyruna (R<40 %).

Bricokas cTeneHb I[GCOp6I_[I/II/I ArJINKOHOB q)HaBOHOI/II[OB 9TUM PACTBOPUTCIICM OTMCUYCHA
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B pabote [61]. ABTOopamu padoTs! [201] mokazaHo, 9yTo NpH pasjaeiacHUH (HIaBOHOUIOB
Ha CHJIMKAarejie B YCIOBHSX TOHKOCIIOMHOW XpomaTorpauu C POCTOM COJEp KaHHS
TWIIALlETaTa B MOABMXKHOW (aze yBEIMUYMBACTCS yJEepKUBaHUE TIIMKO3UOB
dbraBoHOMIOB (pyTHMHA W HapWUHTHHA) B cioe copOeHTa. B memoMm ocobGeHHOCTH
JecopOIuu MoMU(pEeHOI0B OPraHUYECKUMH PACTBOPUTEIISIMU COXPAHSIOTCS JIJIs1 aHAJIOTOB
SBA-15 ¢ pa3HbIM YHCIIOM U paciipe/ielieHueM CBOOOHBIX CUJIAHOJIBHBIX TPYIIIL, a TAKXKE
Ha MaTepuayiax, MOIU(DUIIMPOBAHHBIX TPUMETHUIXIIOPCUTIAHOM.

AncopOruss  MONMU(EHONBHBIX  BEHIECTB  KpEeMHE3eMaMd  MPOUCXOJUT
MPEUMYIIECTBEHHO CO 3HAYHMTEIBHBIM BKJIQJOM 3a CUET BOJOPOJHBIX CBSI3€H MEXKITY
aHAJIMTaMUd W CHJIAHOJBHBIMHM TpyNIIaMH Ha moBepxHocTH copOenta [180]. Kpome
BHEIIIHEH TTOBEPXHOCTH Y KPEMHE3EMOB C COIMOCTABUMBIMU U MPEBBIIIAIONIUMU Pa3Mep
MOJICKYJIbI aHAJIMTOB JAHAMETPOM ME30I0p 3aCUCTBYETCS BHYTPECHHSS MOBEPXHOCTH
Me3omnop. Moaudukaruss KpeMHE3eMOB MNPUBOJIUT K BapbUPOBAHUIO COPOIIMOHHBIX
CBOWCTB 3a cueT M3MCHEeHHs MexaHu3ma copoumu [180].

[TpuBuBKa ruApoHOOHBIX (PYHKITMOHATBHBIX TPYIII HA TOBEPXHOCTH KPEMHE3EMOB
CHIDKACT BO3MOXHOCTH ajacopOruu Bosl [180]. CteneHp u3BIeueHHs KBEPIETHHA TTPH
AIIIOMPOBAHUM BOJIOM B 3TOM ciiydae coctaBisieT okoso 30 % (puc. 4.14), a creneHb
JIecopOuu pyTHHA OCTaeTcs BhICOKOH, mocturas 90%. OT1o 00yCIIOBICHO CHUXEHUEM

yIEepKUBAHUS pyTHHA Ha 0OpaIlleHHbIX (a3ax.

4.6 Bo3MO:XHOCTDH MOBTOPHOTI'0 UCITOJIL30BAHUA YIHHOPAAOYCHHBIX ME30IIOPUCTBIX

KpeMHe3emMo0B B T®I

Heynopsiouennple CUIMKAreiau, cojaeprKaniue OOJbIIoe YHCIO CBOOOIHBIX
CUJIQHOJIBHBIX TPYII, 3aTPYAHSIOT KOJMYECTBEHHYIO JecOopOluio aHamuToB. Kpome
CHUKEHHUSI CTETICHU U3BJICUCHUS BEIIECTB (UTO OTPAXKAETCA Ha TOYHOCTH aHAIIN3a), 3TO
HE TMI03BOJISIET TOBTOPHO WCIIONB30BaTh KapTPUHKU B TBEPAO(DA3HOM DKCTPAKIUU.
HampotuB, mexaHuuyeckass CTaOMJIBHOCTh HAHOCTPYKTYPHUPOBAaHHBIX MaTepUajioB U
BBICOKAsI CTETICHb JECOPOIMN aHAIMTOB MAaJBIMA O0OBEMaMU PACTBOPUTENS MO3BOJISET

pacCMaTpuBaThb BO3MOXHOCTD MHOT'OKPATHOT'O HCIIOJIB30BaHUA KaprI/II[}KGI\/’I,
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3aMoJIHEHHBIX aHanoramMu SBA-15, s OYUCTKY M KOHLIEHTPUPOBAHUS OMPEICISIEMbIX
KOMITOHEHTOB B rpobax. B mutepatype [90, 124] 00b4HO OlIeHUBAETCS TOJIBKO BEJIHUUHA
COpPOIIMOHHONW €MKOCTH M HE YUMUTHIBAETCS BO3MOYKHOE HM3MEHEHHE BHUJA BBIXOJHBIX
KPHUBBIX IIPU MOCIEA0BATEIBHBIX IIUKJIAX KOHIIEHTPUPOBAHUSI.

Pereneparuio copOEHTOB M TOBTOPHOE HCIIOJNIB30BAHUE KapTpUIKa A
KOHILIEHTPUPOBAaHUS (PIIAaBOHOUIOB MPOBOAUIM MpuU copOuuu pyTtuHa. JlecopOuuio
aHanmuta W3 (a3l copOeHTa MpPU 3TOM OCYUIECTBIISIIM STAaHOJIOM, TOCKOJBKY OH
NO3BOJIIET JJIIOMPOBATh (PIIABOHOUIBI M3 €O COPOEHTa MUHHUMAJIbHBIMU OO0bEMaMu
(cTemeHp U3BJICUEHUS KBEpIIETHHA U pyTUHA cocTtaBmia 84-99 % npu npomyckanuu 1.0
cm® uepe3 cnoii amanoros SBA-15). Kpome TOro, 5TaHON MO CpPaBHEHUIO C
alleTOHUTPUIIOM, METAHOJIOM WJIM 3TUJIAIIETATOM HE OTHOCHUTCA K BBICOKOTOKCHUYHBIM
pactBopurensiMm. C apyroit croponbl, C;HsOH o6mamaer qocTaTtoqHOM MOSIPHOCTHIO U
ITIOUPYIOINIEH crocoOHOCThIO £°(Si0,), conmocTaBuMoii ¢ MetaHosioM (Tadut. 4.8) [202,
203]. Takxe CTOUT OTMETHUTb, YTO ATAHOJIBHBIC SKCTPAKTHI MOJUPEHOIBHBIX COCTUHCHUN
NPUMEHSIOTCS B (papMalleBTUYECKON U MTUIIEBON MPOMBIIIIICHHOCTH.

MOXHO OTMETHTh, YTO OOIIMH BHUJ BBIXOJHONW KPUBOM cOpOLMM pPYyTHUHA
COXpaHSAETCs, BKJIOYAs TSITHIA IUKJ, a TaKXKE OCTAeTCs MPaKTUYECKH HEHM3MEHHOMU
NOJTHAs JUHAMUYECKast COpOIMOHHAsE eMKOCTh (puc. 4.15).

Tabnuna 4.8
[TapameTps! mossipHOCTH P’ M amounpyromeit crmocoonoctu £°(Si0,)

pactBopuTteneit st KX npu 25°C[41,42]

PactBopuTens P’ £°(Si0,)
AUETOHUTpUI 5.8 0.60
Bona 10.2 1.50
Meranon 5.1 0.70
OrtaHon 4.3 0.60
OTuianerar 4.4 0.48
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V, em3

Puc. 4.15. BeixosHble KpUBbI€ COPOLIMK PYTHHA U3 alleTOHUTPUIBHOTO pacTBOpa
(c=0.07 MM) kpemuezemom MQS1-Met, moryueHHbIe Ha OTHOM KapTpumKke: 1 —
MIEPBBIN LUK, 2 — BTOPOU LUKJI, 3 — TPETUM LIUKII.

3akJiloueHue K riase 4

[ToBepXHOCTHBIE U CTPYKTYpHBIE  XapaKTEPUCTUKU  YIIOPSIOUYCHHBIX
ME30MOPUCTBIX KPEMHE3EMOB CYILIECTBEHHO 3aBUCAT OT YCIOBUH CHHTE3a. B cBoOO
ouepeqlb, ATO TIO3BOJIIET BAPbUPOBATH COPOIIMOHHBIE CBOMCTBA TBEPAOQPA3HBIX
MaTepHayioB M MOJIy4YaTh HanboJiee MOIXO0AIUe COPOCHTHI JUTsl BBIJCICHUSI, OUUCTKHA U
KOHILICHTPUPOBAHUS ONPEAECICHHON IPyMIIbI BEILIECTB.

OtMeueHa HEMOHOTOHHAas 3aBUCHUMOCTD COpOLIMOHHOM €MKOCTH
HAaHOCTPYKTYPUPOBAHHOTO KPEMHE3€MA IO KBEPLETUHY OT COJIEP’KAHUS BOJbI B BOJHO-
aleTOHUTPUIIBLHBIX pacTBOpax. Hambosiee 3aMeTHOE CHUXEHUE COPOIIMOHHON €MKOCTH
OTMEYEHO MpH YBEIUYEHUU cojiepkanust Bojbl oT 1 g0 10 %. Pa3zpabotan cnoco6 MK-
CIEKTPOCKOMMYECKOTO KOHTPOJISI COJIEPAKAHUS BOJABI B allETOHUTPUIIBLHBIX PAacTBOpax,
MO3BOJIAIONIAS  YYUTHIBATH OCOOCHHOCTH BJIMSIHHUS COCTaBa pPAacTBOPUTENS Ha
CEJIEKTUBHOCTh KPEMHE3EMOB IIPU U3BJICUCHUHU U KOHLIECHTPUPOBAHUH.

[TokazaHo, 4TO CHHTE3 HAHOCTPYKTYPHPOBAHHBIX COPOCHTOB B MPUCYTCTBUU
KBEPLIETHUHA KaK MOTEHIIMAIbHBIX aHAJIWTA MTO3BOJISET MOBBICUTH COPOLIMOHHYIO EMKOCTh

YIOPSI0YEHHBIX KPEMHE3EMOB IO OTHOILIEHUIO K (pIaBOHOMIAM MpU COPOILIMOHHOM
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KOHIICHTPUPOBAHUU W3 AlETOHUTPWIBHBIX PACTBOPOB. JTO COMPOBOKAACTCA POCTOM
MOJTHOTHI UCTHIOJIB30BaHUSI COPOIIMOHHOM eMKOCTH «J10 mpockoka» oT 0.6-0.7 go 0.7-0.8,
YTO CIOCOOCTBYET MOBBIICHUIO A()(PEKTUBHOCTU COPOIIMOHHOTO KOHIEHTPUPOBAHUS B
1.5-2 paza. O1oT 3ddeKkT MoxkeT OBbITh CBSI3aH C yBEIWYCHHEM BKJaJa BHYTpPEHHEH
nuddy3un B KHHETUKY copOruu nmojudeHosioB. Paccuntanibie BpICOTA CII0S COPOCHTA U
BpeMsi COpPOIIMM TMO3BOJISIIOT CHU3UTH 3aTpaThl HA MPOBEJICHUE KOHIICHTPUPOBAHUS. 3a
CUeT CHIDKEHHUS TOTeph aHajuTa MpH CcOpOIUH (PIaBOHOUIOB Ha YMOPSIOYEHHBIX
KpEMHE3eMax MOKET OBbITh YMEHBIIEH BKJIaJ CTaJuu MPOOOMOATOTOBKH B OOIIYIO
MOTPEIIHOCTh aHAIM3A.

[TokxazaHo, 4T0 0COOEHHOCTH J1eCOPOIMH arjIMKOHOB U TITMKO3UI0B (DIIaBOHOWIOB
pa3InyaroTCs P UCIOIb30BAaHUM PACTBOPUTENIEH Pa3HON MOJIIPHOCTHU U SIIOUPYIOILEH
cnocobHoctr. Ilpu sTOM mJis HOCTHDKEHHUS CTENEHU HW3BJICUCHHS aHAINTAa W3 CIOs
copbenra Beime 90% BO MHOrUX ciydasx jgocraroudo 1.0 cm® pactBopuTens. 1o
MO3BOJIIET pacCMaTpUBaTh CHHTE3WPOBAHHBIE MaTepuajbl B BapuaHTax TBepAodazHOi
OKCTPAKIINH TIPH OMPEEICHUN COJEPKaHUS MOTU(PEHOIBHBIX COSTMHEHNH B CIIOKHBIX

MaTpULaX.
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I'masa 5. CopOumnoHHOe U3BJIeYeHHe, KOHIEHTPUPOBAHUE U pa3/ieIeHre
101 (PeHOIbHBIX BEIeCTB HA YIIOPSIA0YEeHHBIX KPpeMHe3eMax I onpeaeeHust

¢1aBoHOUI0B

Bricokast ceneKTUBHOCTD YIOPSIIOYEHHBIX KPEMHE3EMOB, 00yCIIOBICHHAsT Majlon
JIUCIIEPCUEN CBOWCTB, IIO3BOJISIET HCIOJIB30BaTh HMX IIPU HW3BICYEHUH, OYHUCTKE,
KOHIICHTPUPOBAHUH, Pa3JEICHUU IS MOCIEAYIOUIEro ompeneiaeHus: (praBOHOUIOB B
CJIIOHBIX MHOTOKOMIIOHEHTHBIX MAaTpHUIlaX (9PKCTPAaKTaX pPaCTUTEIBHOTO ChIPhS,
OMOJIOTMYECKH AaKTUBHBIX J00aBkax). OJHAKO OrpaHUYEHbl HKCIIEPUMEHTAJIbHBIE
WCCJIEIOBAHMS B 3TOM HAIPaBJICHUH, IO3TOMY HEOOXOIUMO HAKOIUIEHHE (DaKTHUYECKOTO
Marepualia o TPUMEHEHHIO0 HAHOCTPYKTYPUPOBAHHBIX KPEMHE3EMOB B BapuaHTax TdD
IpU U3BJICUEHUH, OYHMCTKE, KOHLIEHTPUPOBAHUM, PA3ACICHUH U ONPEICICHUN
10JIM()EHOJIBHBIX BEIIECTB.

Bricokast 3¢ pekTUBHOCTH COPOLIMOHHOTO KOHIIEHTPUPOBAHUS, KOTOpasi B Ciiydyae
HAHOCTPYKTYPUPOBAHHBIX MaTEepUajOB JOCTUTAeTCs Ha MajoM CcJioe CcopOeHTa,
MO3BOJIIET MCIOJIb30BaTh KPEMHE3€Mbl B pa3MYHbIX BapuaHtax TdD, Takux Kak
MaTpU4HOE TBepAo(ha3HOe AucneprupoBanue, nucnepcuonnas TOD u np. B nuteparype
OTMEYEHO, YTO HCIIOJIb30BAHUE ME30NOPUCTBIX KPEMHE3EMOB ITO3BOJISIET JIOCTUIAThH
YIOBJIETBOPUTENBHBIX METPOJIOTHYECKUX XapaKTEPUCTUK OIPEICIICHUS BEIIECTB 32
MEHBbIIIEE BPEMSsI aHAIN3a C CYIIECTBEHHBIM CHUYKEHHEM HEOOXOJAUMOTo 00beMa MpoObl
U pacxona peakTuBoB. OJHAKO HENOCTAaTOYHAs CEJIEKTUBHOCTh KPEMHE3EMOB,
OOyCJIOBJIEHHAs HWIACHTUYHOCTHIO MPUPOJbI COPOLMOHHBIX IIEHTPOB, HE MO3BOJIAET
MPOBOJUTH BBIACIIEHUE TOJIBKO 1IEJIEBBIX BEIIECTB U3 MHOIOKOMITOHEHTHBIX MaTpHLI.

B macrtosmem = paszene  pacCMOTpPEHbl ~ OCOOCHHOCTH — W3BJICUCHMS,
KOHIICHTPUPOBAHUSI U paszjiefieHne MoaudeHONbHBIX BellecTB Ha aHanorax SBA-15 B
JUHAMHYECKHUX YCJIOBHIX C y4eTOM cTafuu jecopOruu. CeleKTUBHOCTh KPEMHE3EMOB
M0 OTHOIIEHWIO K TMOoJu(EHOTIaM pacCMaTpUBAIM TPH KOHIEHTPUPOBAHWHM PYTHHA B
NPUCYTCTBUM aCKOPOMHOBOM KHCJIOTHI W KOPUYHBIX KHUCJIOT C pPa3HbIM YHCIOM
THAPOKCHIIBHBIX Tpymm. PaccmoTpeHo wucmnoib3oBaHue aHaioroB SBA-15 mpu

KJIaCCMYeCKON TBepaodazHOW 3KCTpakiuu, aucrepcuoHHor TdD u npu MaTpUIHOM
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TBepA0a3HOM AUCTIEPTUPOBAHUU JIA ONpenesieHus (PIaBOHOMIOB B OMOIOTHYCCKU

AKTHUBHBIX I[O6aBKaX H OKCTPAKTaxX paCTUTCIbHOI'O ChIPbA.

5.1 YnopsiioueHHbIe KpeMHe3eMbl B IpoLeccax pasjaejieHusi BelecTB ¢ 0JM3Koi

CTPYKTYPOU NPH KUAKOCTHOH XPOMATOrpaPuu HU3KOI0 JaBJICHUS

Paznenenne OAM3KUX MO (PU3UKO-XMMHUYECKUM CBOMCTBaM BEIIECTB HA CTaIUH
IpoOOIOATOTOBKM B HEKOTOPBIX CIy4yasX IIO3BOJISIET OTKAa3aTbCsi OT JUIUTEIBHOIO
onpeeNneHuss XxpoMaTorpauueckumMu MeToJaMu. BMecTo HHUX MOXHO HMCHOJIB30BATh
CHEKTPOPOTOMETPUUECKOE  ONpPENEIECHUE C  NPEIBAPUTEIBHBIM  KOJOHOYHBIM
pasfesneHreM aHajauToB. JlaHHBIM BapuaHT OCOOEHHO BaXEH NpU IpenapaTuBHOM
paszieleHu LEHHBIX MoNu(eHoNbHbIX BemecTB. CrnekTpodoromeTpust sBIsSETCA
HECEJIEKTUBHBIM METOJIOM aHaJu3a, T.€. HE TIO3BOJISIET ONPEIEIATh BEIIECTBA B CMECH C
YUCJIOM KOMIIOHEHTOB 0oJiblle 3, 00JIaJalolMMU CXOXKUMU MO CTPYKTYPE MOJIEKYJIaMU
U XpOMO(DOPHBIMH TpPyNHaMu € OJU3KUMU Amax. C ydyeToOM pacTyieil MOorpemHocTH
COBMECTHOT'O OIpeAeNIeHUs] MOIU(PEHOIbHBIX BEIIECTB C YBEJIWYEHUEM KOJIMYECTBA
KOMIIOHEHTOB CMECH TpeOyeTcsi ux pasneneHue. B 1o ke Bpemsi, cnekrpodoTomMeTpust
MO3BOJIIET MPOAHAIM3UPOBATh OOJBIIOE KOJIMYECTBO MPOO 3a KOPOTKOE BpeMs

(3KCIIpeCCHBIN aHaATHU3).

5.1.1 Paznesnienue yiaBOHOMJI0B HA YIIOPSIIOYEHHBIX KpeMHe3eMax

Bricokopa3BuTasi BHENIHSS TOBEPXHOCTh M Y3KHE ME30IMOpPhl KPEMHE3EMOB,
anainoroB  MCM-41, oOycioBnuBaioT OIU30CTh BENUYUH (AKTOPOB YAECPKUBAHUS
(b1aBOHOUIOB, paccCMaTpPUBAEMbIX B HacTosmIel padote (paznen 4.2.1). B 1o ke Bpems,
3a CYeT IOCTYITHOW MOBEPXHOCTH ME30IIOp M Pa3Inyus B CEICKTUBHOCTH IO OTHOIIICHHUO
K arJiIMKOHaM U TJIMKO3ujaM, aHaimoru SBA-15 moryt paccmaTpuBaThCsi B KauecTBE
MOAXO/ISIIIUX MATEPUATIOB JJIsl pa3/iesieHus MOJU(EHOIOB B TUHAMUYECKUX YCIOBHUSIX
[184]. Kpome Toro, uzydeHnue copOILMU U3 OMHAPHBIX PACTBOPOB BEIECTB C OJU3KOM

CTPYKTYpOl U (PU3UKO-XMMHYECKMMH CBOMCTBAMHU TO3BOJUT YYE€CTh UX B3aUMHOE
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BJIUSHAE HA BUJ BBIXOAHBIX KPHUBBIX, YTO OCOOEHHO BaXHO IPH HUCIHOJb30BAaHUU
KPEMHE3eMOB B TBep10(ha3HOM IKCTpakuu. B HacTosmel paboTe moaydeHbl BRIXOTHBIC
KpHUBbIE COpOIMU M3 OMHAPHBIX AllETOHUTPUIBHBIX PACTBOPOB KBEPLIETUH-HAPUHTUH U
KBepIeTUH-pyTHH aHainoramu SBA-15 (puc. 5.1). Jlns KkBepleTHHa Kak MeEHee
YAEPKUBAEMOTO KOMIIOHEHTa HAOJIOMAI0TCS CUMMETPUYHbIE BBIXOAHBIE KpPHUBbHIC

COpOLIMHK ¢ OBICTPHIM JTOCTHIKEHHEM OTHOCHTEIBHOM KOHIIEHTpaIuu C/Co, paBHoii 1.0.
1,2 - 1,2 -

eIk
1

VIV, B) VIV, r)

Puc. 5.1. Beixogusie kpuBbie copOumu kBeprietiHa (1), Hapunruna (2) u pytusa (3)
Ha kpemHezemax MS1 (ananor SBA-15, a, 6) 1 MQS1 (anamore SBA-15
C MOJICKYJISIPHBIMU OTIIEYaTKaMU KBEPIIETHHA, B, T') U3 OMHAPHBIX alleTOHUTPIIIBHBIX
pactBopoB. ¢=0.07 MM, m=0.2000 r.

JIIsi  KONMMYECTBEHHOTO OIWCAaHUS Pa3/IeNIeHuss KOMIIOHEHTOB PacCYUTaHO
paspeiienne xpomarorpaduueckux 30H Rs mo ¢opmyne (2.8). M3BectHO, uYTO B

xpoMarorpadum  BeTMYMHA ~ pa3pelieHusi, HeoOxXomumas IS TPOBEICHUS
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KOJIMYECTBEHHOTO ompeseneHus: anaauToB Rs=>1.0. B To ke Bpems, mMoaHOE pasneneHue
aHAJIMTOB, TIPEIIOJIATAIOIIEe OTCYTCTBHUE HHTEP(PEPEHIINN OTPEALSITSIEMBIX KOMIIOHCHTOB
U CIOCOOCTBYIOIIEE TOBBIIICHUIO BOCIIPOU3BOJIMMOCTH ONPEIACICHUS Pa3IesIeMbIX
BEIIECTB, a TAK)KE COOTBETCTBYIOIIECE HAMOOIBIICH TOYHOCTH aHAIN3a JOCTUTACTCS MPH
Rs>1.5. Kak BugHo u3 Tabn. 5.1, mojgHOe pa3aelieHHe MPOUCXOJUT TOJBKO TIpH
ucnoias3oBanun copoenta MQSI1 npu copOumm kBeprietuHa u pyTtuHa. [logdop
paIMOHAIBHBIX YCIIOBUMA DPAa3JeCHHs] MO3BOJUT pa3leisiATh M CMECH KBEPIETHHA M
HApUHTHUHA, TIOCKOJBKY [l YKa3aHHBIX (hJIAaBOHOMJIOB JIOCTUTAETCS JOCTaTOYHAas

cenekTuBHOCTh (00=3.6 m 2.2 mpu pa3genenuun Ha kpemHezemax MS1 u MQSI,

COOTBETCTBEHHO).
Tabnuma 5.1
[TapameTpsl pa3aenenus (pIaBOHOUIOB MPU UX COPOIUU U3 OMHAPHBIX paCTBOPOB™
o Rs
Cwmech
MS1 MQS1 MS1 MQS1

KBepuernH-HapuHTUH 3.6 2.2 0.6 1.1
KBepuerun-pytun 10.2 9.2 1.6 3.4

*KoHIeHTpanus paapoHonnos 0.07 Mmoms/am°, Macca copoenta 0.2000 T.

B Tabnume 5.2 mnpuBeneHbl aHAIUTUYECKUE XaPAKTEPUCTHKU Pa3ACIICHUS
(h1aBOHOMIOB M3 OWHApPHBIX PACTBOPOB C YYETOM CTaaud JeCOpPOIMHU, KOTOPYIO
MPOBOJMIIM MOCJE MPONYCKAaHUs PacTBOpa yepe3 CiIoil copOeHTa IO MPOCKOKa Oojee
yIepKUBAEMOTr0 KOMIIOHEHTa (B 000MX Cllydasx riuko3uja). B pasnmene 4.5 ormedeHo,
YTO 3aKOHOMEPHOCTH JTIOUPOBAHUS PACCMATPUBAEMBIX MOTU(PEHOIOB 3TAHOJIOM U3 CIIOS
KPEMHE3EMOB MJICHTHYHBI. B CBSI3M ¢ 3TUM pa3jielieHne AOCTUTAeTCs 3a CYET CTaUuU
copbuuu. bonee cyiecTBeHHOE pasziuyve B 00beMax YACp>KUBAHHS KBEPLETHHA U
pyTHHA TO3BOJSET JOCTUraTh OTHOCHUTENIBHOIO KO3(P(UIHMEHTa KOHIEHTPUPOBAHUS
rIMKo3uaa, paBHoro 5.1-7.2 (tabnuma 5.2). Jlnst cucTteMbl KBEPIICTHH-HAPUHTHH OTa
BenuunHa cocrapisier 1.3 u 1.8 npu pa3genenun Ha kpemnezemax MSI u MQSI,
COOTBETCTBEHHO. Mcmosb30BaHWEe  pacTBOpPUTENEM C  PAa3HOM  DIIIOMPYIOLIEN
COCOOHOCTBHIO K (1aBoHOMAAM (Hampumep, JTHiIaneTaTta, pasgen 4.5) Mo3BOJIUT
nocTuratb  0ojiee  TMOJHOTO OTtHocuTeNbHAs

PasaciICHUs. IOrp€IHOCTb
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CHEKTPO(HOTOMETPUUECKOTO  OMPENENCHUsS  TIMKO3UAOB  (PIaBOHOMIOB  IOCIHE
MpPEABAPUTEILHOTO pa3/ieJICcHUs] HAa HAHOCTPYKTYPUPOBAHHBIX KpEMHE3eMax He
npesbimaet 10% u MoxkeT ObITh CHHKEHA 110 3-5% npu 6oJibliieM 00beMe PacTBOPUTES
JU1s1 diorpoBanus (pasaen 4.5). st KBepleTrHa NOTpelHOCThb CYIECTBEHHO Bhiie (30-
46% npu copOIUU B MPUCYTCTBUU HapUHTUHA U 82-87% Mpu ONpeeieHUH B CUCTEME
KBEPLIETUH-PYTHH).

Tabmuma 5.2

AHanuTHYeCKHe XapaKTepUCTUKH pa3jiesieHus (p1aBOHOUA0B U3 OMHAPHBIX

pacTBOpoB Ha copOeHTax, aHaorax SBA-15*

CopGent | Beeneno, | Haiineno, mmons/am® Aclc, % Ko
MMOIB/ M KBCPLCTUH | HAPUHIUH | KBEPLUCTUH | HAPUHI'MH
MS1 0.070 0.049 0.066 30 6.2 1.3
MQS1 0.35 0.19 0.33 46 4.6 1.8
KBEPLIETUH | pYTHH KBEPLETHUH | pYTUH
MS1 0.280 0.050 0.25 82 9.2 5.1
MQS1 1.26 0.162 1.16 87 7.8 7.2

*Pacuer mpu npomyckaHuu o0beMa pacTBOpa 4epe3 Cloi copObeHTa 10 YpOBHs MPOCcKoka Ooiee
yaepkuBaeMoro kommonenra c¢/co=0.1 u necopommm 1.0 cM® BTaHoNa;
Ko — OTHOCUTENBHBIN KOAPDUIIMEHT KOHIIEHTPUPOBAHUSI TIIMKO3UIA.

5.1.2 Pa3nesieHue pyTuHa u Ko(eiiHOM KUCI0THI HA aHagorax SBA-15

Bo3MoXHOCTh pa3zjeneHuss MoJU(EHOJIOB pPa3HbIX TPYIN pacCMaTpUBaIM Ha
npuMepe pyTuHa U kKodelHoW KucioThl. O0a COeNMHEHUs COJIepXKaT B CTPYKTYype
oM (PEHONBHBIN (PparMeHT ¢ ABYMs TUIPOKCUIIHHBIMU TPYIIIIAMU B 0-TIOJIOKEHUH (PHC.
2.1-2.2). TIpockok kodelHON KUCIOThI MPOMCXOJIUT paHbllle pyTUHa (pUc. 5.2), 4TO
IIO3BOJIIET pacCMaTpUBaTh CHHTE3UWpoBaHHbIE aHamorm SBA-15 kak momxomsime
MaTepuaibl Uil pa3lefiCHUus] BEIIECTB C OJU3KMMH CBOMCTBaAMHU. MeETHIMpPOBaHUE
KPEMHE3EMOB TMPUBOJUT K CYIIECTBEHHOMY CHIDKCHUIO YAEpKUBaHUS KodelHoU
KHCTIOTHI B ciioe copOenTa (puc. 5.2 6, ). KoadpuiineHnTt cenekTMBHOCTH, paCCUYUTAHHBIHI

KaK OTHOIIIEHHE HCIPaBJIEHHBIX 00beMOB yaepkuBanus (popmyna (2.9)), cocraBiseT
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2.0-2.6 npu pazaenenuu nonudeHonoB Ha kpemHezeMax MS1 u MQSI, u yBenuunBaercs
10 4.6-5.2 npu copOnny Ha MX METHJIMPOBAHHBIX aHaorax (tabm. 5.3).

B ta6aune 5.3 npuBeacHs! K03 GUIIHEHTHI KOHIEHTPHPOBAHUS Ko, pyTHHA (RUL)
u ko(eiinoii kucnotel (CfA), paccuntanHbie P JeCOPOIUN MUHUMAIBLHBIM 00HEMOM
96%->tanona (V = 1.0 cm®). UsmeHenus B KkodPQHIMEHTaX KOHIEHTPUPOBAHUS
OOyCIIOBJICHBI pa3U4MeM B YACPKUBAHUHM TOJIU(PEHOJIOB, a TaKXe B XapakTepe

necopoiuu (puc. 5.3).

1,2 - 1,2 -
1,0 -
1 2
0,8
<06
0,4
0,2
0,0 O —C— T T
0 20 40 60
VIV, 2) VIV, 0)
1,2 - 1,2 -
1,0 - 1,0 -
0,8 0,8 -
$0,6 - $0,6 -
04 0,4 -
0,2 0,2 -
0,0 : . 0,0 : .
0 50 100 150 0 50 100
VIV, B) VIV, r)

Puc. 5.2. Beixogusie kpuBble copOLmu KoeitHoi kucnotsl (1) u pyruna (2)
13 OMHApHBIX allETOHUTPUIILHBIX PACTBOPOB KpeMHesemamu: a) MS1; 6) MS1-Met;

8) MQS1; r) MQS1-Met.
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Tabnuua 5.3.
CenexktuBHOCTH U K03 purineHTh KOHIIeHTpUpOoBaHHS Kony pyTHHA (RUL)

u kodeitHoi kucaotel (CfA) npu copOrmu U3 GMHAPHBIX PACTBOPOB

CopOeHt o Kiom(RUL) | Kyorn(CTA)
MS1 2.6 4.2 0.8
MS1-Met 4.6 2.8 0.4
MQS1 2.0 9.6 1.9
MQS1-Met 5.2 6.5 -

**HEBO3MOKHO pacCUUTaTh BBy MaJIOW JIeCOPOLIMY BEIIECTBA.

50 - 100 -
40 80 .
- T -
2 N
30 - 60 -
S ) S
S, = S40 {2
10 - N 20 -
10\0\0—0—0—0—0
0 T T T O ‘—krS)_*:; A A— A4
0 1 2 3 0 1 2 3 4 5
V, CM3 a) V1 CMS 6)
50 - 100 -
T
40 1 ¢ 80 1
30 - 60 -
S S
%20 4 & S 40 1
10 { e 20 A
O T T T O I 2 | I S
0 1 2 3 0 1 2 3 4 5
V, em® B) V, em? r)

Puc. 5.3. Beixogusie kpuBbie gecopOuuu pytuHa (1) u kodeitnol kucioTsl (2)
u3 MQSI1 (a, 6) u MQS1-Met (B, r) aieTonuTpuiioM (a, B) u 96%-3Tanonom (0, ).

Brie OTMCUYCHO, YTO 3JIFOMPOBAHUC (l)J'IaBOHOI/II[OB C AOCTHMIXKCHHMECM BBICOKHMX
CTCICHEH H3BJICUCHHUSI BO3MOXKHO ClimpTamM 1 BOI[Oﬁ, B OTJIMINC OT MCHCC IMOJIAPHOIO

aneToHuTpuia. B mpucyrcrBun KoperHoN KUCIOThI 3TH 3aKOHOMEPHOCTH COXPAHSIOTCS.
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CToHUT OTMETHUTH, YTO MEPEXO/1 OT ALIETOHUTPHUIIA K ITAHOIY COMPOBOKIACTCSI MHBEPCUEH
MopsiIka  DJIOMPOBAHUS  paccMarpuBaeMbix — moimderonmoB  (puc. 5.3):  mpu
UCITI0JIb30BAHUU AllETOHUTPUIIA IeCOPOUPYETCsl CMECh pyTHHA U KO(EHHOM KUCIIOTHI, a B
cllydae 3TaHOJIa — IPEUMYILIECTBEHHO PYTHH (CTENEeHb U3BJICUEHHS TpU nporryckanuu 1.0
cm® 96%-sTanona yepes ciuoii copoertos MQS1 u MQS1-Met coctasuna 98 u 87 %).
B Ta6nuiie 5.4 npuBeeHbl aHATUTUYECKHUE XapaKTEPUCTUKH OIPEACIICHUs PYyTHHA
U KOPEHHOW KHUCIOTHI TOCIE TPEABAPUTEIBHOTO pas3lelieHus WX CMeCcH Ha
HAHOCTPYKTYPHPOBAaHHBIX KpeMHe3emax. Vcrmosib30BaHME aleTOHUTPUIIA B KaYECTBE
pacTBOpPHUTENS N7l AIMIOMPOBAHUS HE TO3BOJSET MPOBOAUTH OMPEACIICHUE IEIeBBIX
KOMIIOHEHTOB, TOCKOJBKY JUIsi PyTHHA CTENEHb U3BICYCHHUS M3 CIIOsI COpOEHTa
cocraBisier 7.7-20 %. Jlyig TOBBINIEHUS CTENEHH HW3BJICUCHUS TpeOyeTcss OOJIbLION
pacxoj paCTBOPUTESL.
Tabauma 5.4
AHAJIIUTUYECKHE XapaKTePUCTUKU pasnesienus pytuHa (Rut) u kodeitHoit

kuciotel (CfA) Ha copOenTax, aHasorax SBA-15*

Haiineno,

CopOeHT Mii?i;};f)l’ 05 MOJII)/I[I[MS' 10° Aclc, % R, %

Rut CfA Rut | CfA | Rut | CfA

JlecopO1ust alleTOHUTPUIIOM
MQS1 9.00 0.68 2.7 92 70 7.7 60
mgtSl_ 4.00 0.78 0.51 80 87 20 61
HecopOiust aTaHOI0M

MS1 3.50 3.28 0.98 6.2 72 97 71
MQS1 9.00 8.72 2.27 3.1 75 98 50
MS1-Met 1.50 1.34 0.07 11 96 92 16
mgtSl_ 4.00 3.40 0.03 15 99 87 4.0

Hcxonnast koHIeHTparms komnoHeHToB pactBopa 0.01 MM, macca copdenta 0.1000 r.

*Pacyer npu MpOMyCKaHWU 00bEMa pacTBOpa yepe3 0l copOeHTa 10 YPOBHS IPOCKOKA PYTHHA
¢/co=0.1.

3nech R — cTenenp 1ecopOLnu aHATUTOB U3 €051 COPOEHTA.
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Kakx oTMeueHo BhINIe, MpU MEpexojie K ITAHOIY MPOUCXOAUT CYIIECTBEHHOE
yBEJIIMYCHUE CTEMEeHH »OioupoBaHus ¢naBoHonaa. OIHAKO TpPHU  HCIOIH30BAHUH
copoenta MS1-Met HabmromaeTcsi BBICOKAs MOTPEIIHOCTh CIIEKTPOPOTOMETPHUIECKOTO
OTpejieieHus] KaK PyTHHA, TaK M KOGEHHON KHUCIOTHI 3a CYET MAJoOro YIACPKUBAHUS
BEIIECTB MpHU MPOMYCKAaHUU HUCXOJHOTO pacTBopa uepe3 cioil copOeHta. Crout
OTMETUTh, 4YTO KpemMHedeM MQSI1-Met ¢ OGonbpIIMM OCTaTOYHBIM KOJUYECTBOM
CBOOOTHBIX CHJIAHOJIBHBIX TPYIIT TO3BOJISET MPOBOIUTH Pa3ACIICHUE pyTHHA U KOPEHHOM
KHUCIIOTBI JJIsl BBIJACJICHUS HWHAUBUAyaldbHOTO (iaaBoHouja (conaepxaHue KodehHoun
KHCIIOTBI B pacTBOPE TOCIIE JECOPOITMH HAXOMUTCS HIKE MUHUMAIBHO OMPEISIIeMOM
KOHIICHTpAIIUU METOJIOM cIiekTpodoTomepun). KomndaecTBeHHOE OTpeAeiCcHne pyTHHA
IpU HaWMEHbIIEM 0ObeMe pacTBopuTens s gecopoumu (1.0 cm® sramona) c
MUHUMAJIBHON MOTPEIIHOCTHIO JOCTUTAETCS TOCTE pa3fesieHusi CMECH Ha COpOeHTE ¢
MOJICKYJISIpHbIMEH ~ oTrieyaTkamu  kBeprietnHa MQS1 (Ac/c=3.1 %). BrisBicHHBIC
3aKOHOMEPHOCTH O JIeCOpOIIMH paccMaTpUBAEMBIX TMOJU(PEHOJIOB PACTBOPUTEISIMU
pa3HON MOJSPHOCTH U DIIOUPYIONIEH CHOCOOHOCTH TO3BOJSAT BBIOUPATH YCIOBHS

pOoOOTIOATOTOBKHY TIPU aHAIN3E PealIbHBIX 00BEKTOB (PacCMOTPEeHO B pazzene 5.3.3).

5.1.3 Pa3znesieHne pyTuHa M aCKOPOMHOBOM KHCJIOTHI

B peanbHbIX 0OBEKTaxX (UIABOHOMIBI YACTO COAEPIKATCA COBMECTHO C
ackopOMHOBOM KucloTOi. B paboTe paccmarpuBaiiv pasaeneHue acKOpOUHOBOM
kucinoThl (ASCA) u pytuHa. MOXKHO OTMETUTh, YTO Ha KpeMHe3deme MS1 copOrust ASCA
MIPOUCXOIUT B OOJIBIIIEH CTENEHHU IO CPaBHEHUIO C h1aBOHOUIOM (puc. 5.4 a, KpuBas 2).
[Ipu ucnons3oBanuu kpeMuezemMa MQS4, CHHTE3UPOBAHHOTO C J0OABKaMHU KBEPIETHHA
(MonbHOEe cooTHomenue npu cuHTese N(SiOz):n(Quer)=1.0:2.0-10°), mabmrogaercs
WHBEpPCUSI B TIOPSAJKE BBIXOJA pa3leisieMbIX KOMIIOHEHTOB. B To ke Bpemsa, Ha
kpemueszeMe MQS1 (n(SiO,):n(Quer)=1.0:1.0-10%) 3a cueT yBenMYEHMS IUIOTHOCTH
COpPOLIMOHHBIX LEHTPOB IPHEKT MOJEKYISIPHBIX OTIEYATKOB MPOSBISETCS B CHUKCHUU
yIepKUBaHUsI aCKOPOMHOBOW KHCIOTHI OTHOCHUTEIBHO pYTHHAa IO CPAaBHEHHUIO C

KpPEMHE3CMOM 0e3 OTIeYaTKOB.
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40
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VIV, B)

Puc. 5.4. Beixogusie kpuBbie copOumu pytrHa (1) 1 ackopOMHOBOM KUCITOTHI (2)
u3 OuHapHbIX pacTBopoB (C=0.07 MM) Ha kpemue3emax: a) MS1; 6) MQS4; B) MQS1.
m=0.1000 r.

Crout o0OpaTuTh BHUMAHHE Ha TEPMOJMHAMUYECKYIO M KHHETHUYECKYIO
CEJIEKTUBHOCTh, KOTOpasi MOXKET JOCTUTAThCsl HA HAHOCTPYKTYPUPOBAHHBIX MaTepHaliax,
0COOCHHO B JMHAMHUYECKUX YCIOBUAX. VICmOIb30BaHNE ME30MOPHUCTHIX KPEMHE3EMOB C
YIOPSI0YEHHONM CTPYKTYpOM JaeT BO3MOXHOCTb BapbUPOBaTh KHUHETHYECKYIO
CEJICKTUBHOCThH (pa3ivuue B pa3MbIBaHUU (poHTA COpPOIMH, M3MEHEHHE MOJHOU
COpOIIMOHHOW €eMKocTH). B cBOl ouepenb, W3MEHEHUST B MPUPOJE U YIEIbHOU
IUIOTHOCTA  COPOIMOHHBIX ILIEHTPOB  TMO3BOJSIOT  BapbUPOBAaTh  CEJIEKTUBHOCTD
KPEMHE3EMOB, KaK TEPMOJMHAMHUYECKUM NapaMeTp 3a CYEeT pa3iuuuil B W3MEHEHUU

CBOOOJHOM 3HEPruy acOPOLUU AHATUTOB.
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N3menenne CcOpOIMOHHON CENeKTHBHOCTH COpOEHTOB, aHaimoroB SBA-15, mo
OTHOUIEHUIO K LIEJIEBBIM M IPUMECHBIM KOMIIOHEHTaM B 3aBUCHMOCTH OT KOJMYECTBA U
pacmpesiefieHdss COpPOLMOHHBIX IEHTPOB TMO3BOJIAET pacCMaTpUBaTh IOJYYCHHbBIC
TBepAO(ha3HbIle MaTepHalbl MPHU Pa3ACICHUN BEIIECTB C OJIM3KOM CTPYKTYypOHl mamst
MOCJIEIYIONIETO onpeeneHus: (praBoHouaa METOIOM criekTpodoToMeTpuu. B Tabmuie
5.5 mpuBeleHBl AHATUTUYECKUE XapPaKTEPUCTHKU ompeneneHuss pyruHa. KpemHesem
MQSI1 ¢ MakcuMalIbHOH MIIOTHOCTHIO CBOOOIHBIX CHIIAHONBHBIX TPy Mo AaHHbIM K-
cnekTpockonuu (pasgen 3.2.1) MO3BOJSET MNPOBOAUTH OIpPENEICHHE pPYTHHA C
OTHOCHUTEJIBHOM MOTPEHIHOCTBHIO OmpeneneHus, He npesslmaroniein 10% B mumpokom
unTepBane kouueHtpamuii (0.7-7.0-10* monw/nm®). CTOMT OTMETHTH yBEIMYECHHE
OTHOCHUTENBHOTO KO3((ullMeHTa KOHIEHTpUpoBaHus (¢raaBoHOMAa B 6 pa3 Ha
KpEMHE3eMe C MOJIEKYJIApHBIMH oTnedatkamMu kBepuetnHa MQS4, mias kotoporo
OTHOCUTEIbHO HeMoauduiupoBanHoro anainora SBA-15 (o6pazen MS1) konuuecTBo
JOCTYITHBIX COPOLIMOHHBIX LIEHTPOB COXPAHSIETCS.

Tabmuua 5.5
AHanuTHYECKUE XapaKTEPUCTUKH CIIEKTPOPOTOMETPUUECKOTO ONPEEIICHUS PYyTHHA
NOCJIE MPEABAPUTEIILHOTO PA3IEIeHHs €ro0 CMECH ¢ aCKOPOMHOBON KHCIOTOU

Ha CHHTC3UPOBAHHBIX YIIOPAJOYCHHBIX KPEMHE3CMAX

MS1 7.00 6.42 8.3 41 1.6
MQS1 7.00 6.43 8.2 63 2.5
MQS4 7.00 6.46 7.7 91 10.2
MS1 20.0 13.3 34 41 1.1
MQS1 20.0 18.5 7.4 62 2.5
MQS1 70.0 63.9 8.7 63 2.5
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5.2 CesleKTUBHOCTH aHAJIOT0B SBA-15 npu 1TMHAMHY€CKOM COPOLIMOHHOM
KOHIECHTPUPOBAaHUH (PIaBOHOUIOB

5.2.1 KoHnleHTpUpOBaHUE PYTHHA B IPUCYTCTBUU ACKOPOMHOBOM KHCJIOTHI

B pasmene 4.4 oTMeueHO, UYTO TMpU JUHAMHUYECKOM COpPOIMOHHOM
KOHIICHTpUpOBaHUU ¢aBoHOMIOB Ha aHamore SBA-15, cHHTE3UpOBaHHOM B
OPUCYTCTBUHM KBEPIIETMHA KaK TOTEHIMAIbHOTO aHAJINTA, JOCTHUTAeTCs BBICOKAS
addexrrnBHOCT, KOHIeHTpUpoBaHus CE. CopOumnoHHOE KOHIIEHTPHPOBAHUE IICIECBBIX
BEIIECTB MOKET OCIIOKHATHCSA B MPUCYTCTBUM MEIIAIONINX KOMIIOHEHTOB. M3ydenue
copbumu monudeHona B MPUCYTCTBUH NpUMEced MPOBOAWIN Ha MPUMEPE PyTHHA U
aCKOPOMHOBOM KHUCJIOThI. ACKOpPOMHOBas KHUCIOTa MOMET MCIOJIb30BAThCS IS
cTaOunu3anuy  MOMU(EHONBHBIX  BEIIECTB, OO0JAgaloONMX  aHTHOKCUIAHTHBIMHU
cBoiicTBamu. B cBOO ouepe/ib, yKa3aHHOE BEIIECTBO UMEET B CBOEM COCTABE IMOJISIPHBIE
THJIPOKCHIIbHBIE TPYMIBI (pUC. 2.3) U CIOCOOHO, C OJHOW CTOPOHBI, KOHKYPHUPOBAThH C
noiudeHosaMu 3a COpOIIMOHHBIE IIEHTPHI, a ¢ APYro — COoCOOCTBOBaTh U3MEHEHUIO
BIIUSIHUS TUAPATHOMN BOJIBI HA yJepKuBaHuE (JIaBOHOUIOB KpEMHE3EMaMHu.

B cinydae ncnonp3oBanus ananora SBA-15, CHHTE3UPOBAaHHOTO B MPUCYTCTBHUH
KBEpIIETHHA, 00bEM IMPOCKOKA PYTMHA HE U3MEHSETCS MpU COpOUUU W3 OWHAPHOTO
pacTBOpa C paBHBIMU KOHIIEHTpamusiMu BemecTB (puc. 5.5). Bmecre ¢ Tem, mo
CPaBHEHUIO C BBIXOJHOW KPHUBOW M3 MHAMBUIAYAITBLHBIX PACTBOPOB PYTHHA, BUJ KPHUBOU
3aMETHO HM3MEHSCTCSA: KPHBas CTAHOBHMTCSA CHUMMETPHYHOW OTHOCHTENBHO C/Co=0.5.
Takum o0pa3oMm, A00aBKM acKOPOMHOBOM KHCIOTHI CIOCOOCTBYIOT MPOSIBICHHUIO
€IMHCTBEHHOTO MEXaHM3Ma YJEepKUBaHUSA MOJU(PEHOJIOB (aacopOuus ¢ ydacTheM
CHWJIAHOJIBHBIX TPYTII), YTO 3aMETHO BIUsET Ha PpoHT copOumu praBoHouaa. BeixoaHbie
KPUBBIC CTAHOBATCA 0o0Jieé CHUMMETPUYHBIMH, UYTO TIPUBOAWT K OOJiee MOIHOMY
UCITIOJI30BAaHUIO0 copOImonHon emkocTu (1 gocturaet 0.9). B cBoro ouepenp, 310
NPUBOJUT K PACIIMPEHHIO TUana3oHa KOHIEHTpauui (IaBOHOMAA, B KOTOPOM Oyjaer

COXPAHATHCS BBICOKas 3(PPEKTUBHOCTH COPOITMOHHOTO KOHIICHTpUupoBanus [204].
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Puc. 5.5. Berxogasie KpuBbIe COpOIIMH PYTHHA U3 WHAUBUAYATBHBIX alleTOHUTPHUIBLHBIX
pactBopoB (1) U B IPUCYTCTBUM acKOPOUHOBOM KMCIOTHI (2 — ¢=0.07 MMoIs/mM?,
3 — ¢=0.35 mmonn/nm®) Ha kpemuezemax MS1 (a) u MQS1 (6). Konuenrpauus pyruna
0.07 MM. m=0.1000 r.

C yuerom u3meHeHus kordduimerToB auddy3un (hiaBoHOHUIa B MPUCYTCTBUU
aCKOpOMHOBOM KHCIIOTBHI PacCUMTaHBI MapaMeTpbl COPOIMOHHOTO KOHIICHTPUPOBAHUS
(rabn. 5.6). DddexruBHOCTH KOHIEHTpHpoBaHus CE ompenensercs Brimagom
nuhPy3MOHHBIX U PAaBHOBECHBIX MapamMeTpoB copOiuu. B ciayuyae ucnons3oBanus MS1
(aramora SBA-15) nobaBku ackOpOMHOBOM KHCIIOTHI MPUBOIAT K cHIbKeHHI0 CE Ha 30-
40 % N0 CpaBHEHUI0O C KOHIIEHTPHUPOBAHHUEM U3 HWHIUBUAYAJIBHOTO pPacTBOpa
¢maBononma. Takke HaOMIOAaeTCs 3HAYUTEIBHOE CHIDKEHHE MAaKCHUMalbHOTO
kodddumenTa koHneHTpupoanus (tabn. 5.6). Ilpu mepexome k anamory SBA-15,
CUHTE3UPOBAHHOMY B TIPHUCYTCTBHHM KBEPIICTHHA, COXPAHSAIOTCS OOJBIINE 3HAUYCHUS
kodpdunmrentor koHueHtpupoBaHus (Kk=50-80). 3a cuer TOBBINIEHUS JO0JIH
WCIIOJIb30BAHHOM  COPOIMOHHOW eMKocTH 0€3 3aMEeTHOTrO CHWXKEHUS OO0BEMOB
YACPKUBAHMSI OCTAETCA BBICOKOH A((HEKTUBHOCTh KOHIIEHTPUPOBAHMS PyTHHA Ha
KpeMHe3eMe, CHHTE3UPOBAHHOM B MPHUCYTCTBUHU KBEPIIETHHA. DTO MO3BOJISIET TOBOPUTH
0 (bopMuUpOBaHUHN «MOJEKYJSPHBIX OTIEYATKOB)» HA CTEHKaX ME30MOp KpeMHEe3eMa B
YCIIOBHSIX 30J1b-T'€JIb CHHTE3a ¢ JI00aBKaMu MOTeHIMaIbHOTO aHaymta [204]. [Toseisercs
BO3MOXKHOCTh ~ WCIIOJIb30BAaHUS  CHUHTE3MPOBAHHBIX  MAaTepuajoB B  Mpoleccax

TBep0(a3HON IKCTpaKIUK (PIIABOHOUIOB U3 MHOTOKOMITOHEHTHBIX CUCTEM.
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Tabmumna 5.6
[TapameTpsl COPOIIMOHHOTO KOHIICHTPHPOBAHKS PyTHHA B MPUCYTCTBUU

aCKOpOIIMOHOM KHUCIIOTHI Ha copOeHTax, aHaimorax SBA-15*

Cop0enr | c(AscA), mmons/n | n | D,107 cm¥c | CE, mun' Kk
0 0.70 1.8 4.3 20

MS1 0.07 0.84 2.2 2.9 14
0.35 0.90 2.8 2.7 11

0 0.72 0.85 8.2 85

MQS1 0.07 0.87 1.1 8.0 80
0.35 0.92 2.8 11 50

*D=1-107 cm?/c, =5, 3=0.1, n=0.8.

5.2.2 KoHLIleHTPpUPOBaHHe PYTHHA B MPUCYTCTBUM KOPUYHBIX KHCJIOT € Pa3HbIM

YUCJIOM T'HIAPOKCHWIbHBIX I'PYIIII

Brimie mokazaHo, yTo 001111e 3aKOHOMEPHOCTH COPOITMOHHOTO KOHIIEHTPHUPOBAHUS
dbnaBoHOM10B Ha aHanorax SBA-15, B Tom 4mclie ¢ MPUBUTHIMU TPUMETHICHINILHBIMU
TpyMIIaMH, COXPAHSIIOTCS TPU UCIOIB30BAaHUU TBEPAO(A3HBIX MaTEpUATIOB C Pa3HBIM
YUCJIOM W TPHUPOAONH COpPOIMOHHBIX HEHTPOB. COpOIMOHHYIO CEJIEKTUBHOCTH (Kak
CYIEPIO3UIINIO TEPMOANHAMHYECKOMN U KMHETUYECKOU CEJIEKTUBHOCTH)
CHHTE3UPOBAHHBIX KPEMHE3EMOB pacCMaTpHBAIM Ha MpHUMEpPE KOHIICHTPUPOBAHUS
pPYTHHA B MPUCYTCTBUU KOPUYHBIX KUCJIOT C PA3HBIM YHCJIOM THUIPOKCHIIBHBIX TPYIIIL.
Bre16op 3THX coeawHEHM Ui MOJCIBHBIX PacTBOPOB OOYCIIOBIEH MX COAEpKaHHEM
MPaKTUYECKU BO BceX pacTeHusx. Kpome Toro, B ycinoBusax oopaiieHHo-(hazoBoit BOXX
XpoMarorpaduueckuii MUK pyTUHA MOXKET HAKJIAJbIBATHCS HA MMUKU KOPUYHBIX KUCIIOT,
YTO 3HAYUTEIBHO YXYAIIAeT METPOJOTUYECKUE XaPAKTEPUCTHUKU  OMpPEICICHHUS
dbnaBoHouna. B cBs3u ¢ aTuM, TpeOyeTcs mpeaBapuTebHas MpoOOTOAroTOBKa (B TOM
yucie B Bapuantax T®dJ) c pazneneHueM (praBoHOMJA M MEUIAIOMIMX OINPEACICHUIO
MIPUMECEN.

[Tpu copOIIMOHHOM KOHIIEHTPUPOBAHUH PYTUHA B MPUCYTCTBUU KOPUYHBIX KUCIIOT

B BapHaHTC COp6I_II/II/I B JIWHAMHNYCCKHX YCIOBHUAX (Ha KOJIOHKE C BBICOTOH CJOS
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kpemHesema 2.0 cm u Maccoit copoenta 0.1000 r nmpu cKOpOCTH MPOITYCKaHUS pacTBOPA
0.2 cM®/MHH) IPOCKOK IPUMECEH POUCXOMNUT yXKE B IIEPBBIX (PPAKIHAX IIPOIMYIIEHHOTO
yepes ciioil copoerTa pactBopa. OCOOEHHOCTH pacnpeieieHus] COPOLIMOHHBIX LIEHTPOB
Ha TIOBEPXHOCTH ME30MOp KPEMHE3EMOB, CHHTE3UPOBAHHBIX B TMPUCYTCTBUU
NOTEHIIMAJIBHOTO aHAJIUTA, IO3BOJISIOT TOBBICUTH CEJIIEKTUBHOCTh COpPOEHTOB IO
OTHOIIICHHIO K IIeJIeBBIM KommoHeHTaM. B cimydae SBA-15 (puc. 5.6 a) xopudHbIe
KHUCTIOTHI KOHKYPHPYIOT 32 COPOLMOHHBIEC LIEHTPHI C MOJIEKYJaMHu (IaBOHOM[A, YTO
BBIPQKAETCS B Pa3MbIBAHUU BBIXOJHOW KpUBOW PYTHHA B TPHUCYTCTBUM IpUMeECEH
(CHMXKEHUU YHCcIa TeopeTHdyeckux Tapesnok (dopmyna (4.1)) mpu OTHOCUTEIBHBIX
KOHIIGHTpaIrusaXx C/Cp<0.5, Tabm. 5.7). Kak yxke oTMe4alloch, MaTepHaIbI,
CUHTE3UPOBAaHHBIE B TPHUCYTCTBUM TOTEHIHUAIBLHOTO aHANUTA, XapaKTepU3YIOTCS
YBEIMYEHHEM COPOLIMOHHON eMKOCTH. B 3TOM citydyae 3pekt pa3MbIBaHHS BBIXOJIHOMN
KpUBOM pyTHHA IIPU cOPOLMK U3 OMHAPHBIX PACTBOPOB HE MposiBisieTcs (puc. 5.6 0), T.e.
COXpaHSIETCSl JOCTAaTOYHO BbICOKash A(DPEKTUBHOCTH closi copbeHTa (Tadmn. 5.7).
[IpucyrctBue kodeiHoN KUCIOThI, conepxkamieid nse OH-rpymmel, B 00oux ciydasx
MPUBOJUT K CHIDKCHHIO COpPOIMOHHON eMkocTH. T.e. kodeiHass KHCIOTa U PYyTHUH
yIEPKUBAIOTCS HAa OJHUX COPOIMOHHBIX IIEHTpaxX, YTO MOATBEPKIAET HAIUINE
OTIIEYaTKOB MOJU(EHOIBHON TpyNnbl Ha MOBEPXHOCTH ME30IOp YHOPSIOYEHHOIO

kpemHezema MQS1.
1,0
0,8

0,6

clc,

0,4

0,2

0,0

V, M 6)

Puc. 5.6. Boixognsie KpuBbie copOIMK pyTrHA U3 nHANBUAYanbHOro (€=0.01 MM)

pactBopa (1) 1 B IPUCYTCTBUU KOPUYHBIX KUCIOT (2 — KOPUYHOH, 3 — NI-KyMapOBOH,
4 — xo(eitaoit) Ha kpemHezemax MS1 (a) u MQS1 (6). m=0.1000 r.
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Tabmuma 5.7
[TapameTtpsl 3¢ (HeKTUBHOCTH XpOMAaTOTrpapuUIeCKIX KOJIOHOK MPU COPOIMH pPyTHHA

MC30IIOPUCTBIMHU COp6eHTaMI/I B IIPUCYTCTBUHU KOPUYHBIX KHUCJIOT

Vr, GV/NVO N, T.T./M

flobaska Copbent Cl\is ¢/co<0.5 | ¢/co>0.5 | c/cp<0.5 | c/co>0.5
Her | Ms1 6.86 0.78 1.60 2800 550
g;‘;f;fg;“gﬁj;’;m MosL | 1980 | 200 | 530 | 3700 | 400
Kopuumast MS1 6.73 1.48 2.28 640 230
KHCJIOTA MQS1 19.70 1.71 3.20 4900 1300
n-Kymaposas MS1 6.84 | 159 | 202 | 570 | 320
KHCJIOTa MQS1 19.90 | 1.81 2.77 4400 1800
Kodpeiinas MS1 474 | 072 | 108 | 1500 | 590
KHCJIO0Ta MQS1 19.90 1.27 1.62 2400 1400

*BpicoTa KoJIOHKH 2.5 cM, pazmep gactuil copoerTa 0.05-0.1 mm.

[TonoOHO pazaesieHUI0 pyTHHA W KO(PEHHON KHUCIIOTHI, JJIsl CHUXKEHUS BIUSHUS
MaTpPUYHBIX KOMIIOHEHTOB Ha METPOJIOTUYECKHE XAPAKTEPUCTUKH  METOJUKU
OTpe/eNICHUs] PyTUHA CHAvaja MpOIyCKald alleTOHUTPUI AJIs SJIOMPOBAHUS KOPUUHBIX
KHCIIOT, a 3aTeM 96%-HbIli »TaHOn misa gecopOruu (iaaBoHowma. B tabmume 5.8
IPUBE/ICHBI AHATMTUUYECKHE XapaKTEPUCTUKU CIIEKTPOPOTOMETPUUECKOTO OIPEIEICHHUS
PYTHHA MOCJIE €ro KOHLIEHTPUPOBAHUS U3 allETOHUTPUIBHBIX PACTBOPOB B MPUCYTCTBUU
KopuuHblX KuciotT. [lpum ucnonb3zoBanum MS1 (ananora SBA-15) koaddunmeHTs
KOHIICHTPUPOBAaHUSI PYTHHA B MPHUCYTCTBUU KOPUYHBIX KHCIOT C Pa3HbIM YHUCIOM
(PCHONBHBIX TUAPOKCHIBHBIX TPYII COMOCTABHUMBI MEXIy coOoi (tadna. 5.8) wu
npuHuMatoT 3HadeHus 4.7-5.0. [Ipu ucnonb3oBanuu copdbeHTa ¢ OOJbIIEH MITOTHOCTHIO
copOimonnbix  1eHTpoB  (MQS1) ko3 (UIMEHTH KOHIIEHTPUPOBAHUS  PYTHHA
coctaBisitoT 14.1-14.8 npu copObuuu W3 MHAMBUAYAJIBHOTO pPAacTBOpa, a TaKke B
OPUCYTCTBUM KOPUYHBIX KHCIIOT, HE COJEpKalluX MoJu(pEeHONbHbI (pparMeHT B
cTpyktype. B nmpucyrctBun KopeiHOM KUCTOTHI Kony paccMaTpuBaeMoro (puiaBoHOMIA
camkaercs A0 9.9, 4Tto 00yClIOBIEHO KOHKYPEHTHOW copOmmei mnoaudeHoIoB Ha

COpPOITMOHHBIX IICHTPAX.
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Tabmumna 5.8
AHaJIUTHYECKUE XapaKTEPUCTUKH CITIEKTPO(POTOMETPUICCKOTO ONPECIICHUS PyTHHA
IIOCJIC €r0 KOHLIEHTPUPOBAHMS Ha CHHTE3UPOBAHHBIX KpEMHE3eMax

N3 THANBUAYAJIIbHBIX PACTBOPOB U B IIPUCYTCTBUH KOPHUYIHBIX KHCJIIOT

Bgeneno, | Haiineno, Breneno, | Haiineno,
Jo6aeka | ¢-10° ¢ 10° AE//C’ Keoms |  C-10° c10° Aff//c' Kromt
MOJIB/IM® | MOIIB/IM® 0 MOJIB/IM® | MOJIB/IM® 0
MS1
- 2.96 1.4 3.0 4.92 1.7 5.0
CnA 2.58 14 2.6 4.26 15 4.7
3.00 5.00
CmA 2.45 18 2.4 4.10 18 4.8
CfA 2.73 9.1 2.7 4.08 18 5.0
MQS1
- 4.98 0.43 5.0 14.82 1.2 14.8
CnA 472 5.51 47 14.06 6.3 14.1
5.00 15.00
CmA 478 450 4.8 14.17 5.6 14.2
CfA 4.96 0.82 5.0 9.94 34 9.9

CnA- kopuunas kucinota. CmA — n-kymaposas kucnora. CfA — kodeitnas kucioTa.

5.3 BapuanTsl TBep10(¢a3Hoii IKCTPAKIMU NPU U3BJI€YEHUH, OUNCTKE
U KOHUEHTPUPOBAHNH NMOJU(PEHOJIBHBIX COeTUHEHUH C UCIO0JIb30BAHUEM

CHUHTEC3UPOBAHHDBIX YIIOPAAOYCHHBLIX KPEMHE3€MOB

[Ipu copOLMOHHON OUMCTKE, KOHUEHTPUPOBAHUM BEIIECTB HA HEYMOPSAJOUECHHBIX
COpOEHTax HU3KHE CKOPOCTh U HEAOCTATOYHO BBICOKAs MOJHOTA JECOPOLMU LIENEBBIX
BEIIECTB OOYCJIOBJIEHBI KHHETUYECKUMU OCOOEHHOCTSIMH OTHOCUTENBHO Oojee
MEJIJIEHHOTO MpoLecca MacCOlEepeHOca B JAWHAMHYECKUX YCIOBUSAX, MEXaHU3MOM
yaep>xuBaHusl aHajauTa (C Ooyiee BBICOKOM 3HEpruell CBS3BIBAHUS C COPOLMOHHBIMHU
LEHTPaMH ¥ KOHKYPEHTHBIM BIUSHUEM COJIbBATHPYIOLIUX MOJIEKYJ pPAaCTBOPUTENEH), a
TaK)Ke MEIJICHHBIM YCTaHOBJICHUEM COPOIIMOHHOTO (paclpeaeuTENbHOI0) pABHOBECHS.
OTHX HEIOCTAaTKOB OTYACTH JIMIIEHBI BapuaHTel TAD Ha KpemHe3emax C CHCTEMOM

YHOPSAIOYEHHBIX Me30mop. Takue HaHOCTPYKTYpUPOBAHHBIE COPOEHTHI 00ECTIEUNBAIOT
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OTHOCHTENBHO Oosiee OBICTPBIA MaccomepeHoc copOaTOB M MEHbIIEEe BpeMs
YCTaHOBJICHHsI paBHOBecHs (WHorAa Oosiee yeM Ha mopsiok) [125] 3a cuer OGomee
Pa3BHUTOM BHELIHEH MOBEPXHOCTH M JOCTYIHBIX COPOLIMOHHBIX IEHTPOB HAa ITOBEPXHOCTH

ME301IO0P.

5.3.1 Knaccuueckasi TBepaoga3Hasi IKCTPAKIHUS ¢ HCTOJIb30BAHHEM

CHHTE3UPOBAHHBIX COPOEHTOB

TBepnodasznas aKCTpakiys MO3BOJSET pelIaTh 3a/1a4M OYMCTKH 11EJIEBBIX BEILIECTB
OT MEMIAIOUINX OIpEeNeICHUIO MpuMeceld (OTHOCHUTENIBHOE KOHIICHTPUPOBAHUE) U
YBEIMYEHHS] KOHUEHTPAIMN OIpPEAEIsIEMbIX KOMIIOHEHTOB B pacTBOpe (a0COJIOTHOE
KOHIIEHTpUpOBaHue). Pasznuume COpPOIMOHHBIX CBOWCTB HAHOCTPYKTYPUPOBAHHBIX
KPEMHE3EMOB TI0 OTHOIIICHHWIO K BEMIECTBAM C Pa3HBIMU (U3UKO-XUMHUYCCKUMU
XapaKTEPUCTHUKAMU MO3BOJIIET pacCMaTpUBaTh CHHTE3WpoBaHHbIe aHasiorn SBA-15 kak
copOeHThl B BapraHnTax TdD (iaBoHOUIOB.

B pazgene 5.1.3 nmokazaHo, 4TO YBEJIMUYEHUE TUIOTHOCTU CBOOOIHBIX CUIIAHOIBHBIX
rpynn ananora SBA-15, cHHTe3upOBaHHOTO B MPUCYTCTBUU KBEPIETUHA, TPUBOJUT K
CYIIECTBEHHOMY PpOCTY COpPOIIMOHHOM €MKOCTH TpH W3BICUYCHUN aACKOPOMHOBOMU
kucioThl. C ydeTom OoJibiiero cpojcTBa ananoroB SBA-15 k ackopOuHOBOM KUCIIOTE 1O
CPaBHEHUIO C KBEPIIETUHOM PAaCCMATPUBAIN OUYUCTKY (hJIaBOHOMA TP MPOMYCKAaHUHU
allETOHUTPUIIBLHOTO pacTtBopa OMOJIOTMYECKU AKTUBHOM 100aBKH
«Iuak+D+C+xBepuernn» uepe3 cmoit  copbentoB (MS1 wu ero awaror,
CUHTE3UPOBaHHBIN B npucyTcTBUU KBepuetuna MQS1). B nepBom ciiydae HaOmtogaeTcst
MPOCKOK KBEPIIETHHA YK€ B MEPBBIX (DpakiMsAx MPOMyIIEHHOTo pacTBopa (puc. 5.7,
kpuBas 1). [Ipu nepexoae k MQS1 ¢ Gosbiim dnciom ¢BodoaubIx Si-OH-rpymm (cm.
pazzaen 3.2.1), copO1rOHHas EMKOCTh BO3PACTAET 110 OTHOILICHUIO KO BCEM KOMIIOHEHTaM
pactBopa (puc. 5.7, kpuBas 2). Pa3MbIBaHHE Ha Y4aCTKE BBIXOJHBIX KPHUBBIX COPOIUH
(JTaBOHOMJIOB U3 MHAWBHIyaJIbHBIX PACTBOPOB Ha y4acTKe C/Cp>0.5 MOKeT MpUBOAMTD K
3HAUYMTENBHBIM MMOTepsM aHanuta (pasnen 4.4). Kak mokazano B pasuaene 5.2.1, B

IPUCYTCTBUH aCKOPOMHOBOW KUCIOTHI GPOHT cOpOIMu (priaBOHOUA CTAHOBUTCS OoJjiee
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Y3KHUM, TO €CTh XapakTepusyeT 060see BHICOKYIO 3((HEKTHBHOCTH COPOILIMOHHOTO CIIOA IO
OTHOIIICHHIO K aHATUTY. MOYKHO OTMETHUTB, YTO BBIXOTHBIC KPUBBIC COPOIIMU KBEPIIETHHA
U3 MHOTOKOMIIOHEHTHBIX PAacTBOPOB OBICTPO JOCTHTalOT KOHIEHTpaluu, OJIM3KOH K
ucxomHor (puc. 5.7). DTO TO3BONSIET 3a CYET BBICOKOH APPEKTUBHOCTH
HaHOCTPYKTYPUPOBAHHBIX KpPEMHE3€MOB OYHMIIATh OOJbIIUii 00BEM pacTBOpa C
HOJTy4YeHHEM WHIUBHIYalTbHOTO pacTBOpa ¢uiaBoHOMAa (puc. 5.8) mpu MCIOIB30BaHUU
MEHBIIIEH MAacChl YIOPSIOUYEHHOTO KpEMHE3eMa IO CpPaBHEHHUIO C TPAAUIIMOHHO
UCTIOIb3YEeMBbIMU CHJIMKAresIMA. YKa3aHHBIA (PAaKT CHIKEHHS Macchl copOeHTa
KpemMHe3eMOB aHainoroB SBA-15 mo3BonsieT UWCHONB30BaTh HMX B BapHaHTax
MUKpoTBepaodasznoit sxcrpakimu [50, 52, 60, 205].

1,2 ~
1,0 1
0,8 A
0,6 -

c/cy

0,4 -

0,2 -

0,0 ~ T T T T 1
0 ) 10 15 20 25
V, em3

Puc. 5.7. BeixogHblie KpuBble COPOLIMM KBEPLETUHA U3 allETOHUTPUIILHOTO pacTBOpa
npenapata «[{uak+D+C+xBepuerun»: 1 —na MS1; 2 — na MQSL.
1,0 -

0.8 A
0,6 A
<

04 A

0,2

0,0

T

220 270 3%0HM 370 420

Puc. 5.8. Y®-cniekTphl NOTIOMIEHHUS alleTOHUTPUIIBLHBIX PACTBOPOB:
1 — kBepuetun (€=0.05 MMomB/1); 2 — UCXOAHBIN PACTBOP OMOJOTHYECKH AKTUBHON
nobaBku «l{unk+D+C+xBepuernn»; 3 — pacTBOp npemnapara rnocie nponyCcKaHus
5.0 cm® gepes coit cop6enra (0.200 r MQS1).
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Bricokas COp6HI/IOHHaH CMKOCTb IO OTHOHICHHIO K IMPHUMCCHBIM KOMIIOHCHTAaM

paccMaTpuBaeMOil  OWOJIOTMYECKH AaKTUBHOW JO0AaBKM  TIO3BOJISIET  MPOBOJUTH
CHEKTPO(HOTOMETPHUECKOE OTpeCIiCHUE KBEPIETHHA TIOCIe OYUCTKH Ha KapTPUIDKE,
3aIOJTHEHHOM HAHOCTPYKTYPUPOBAaHHBIMU KpEMHE3eMaMu, 03 MPOBEIACHUS CTaauu
necopbuuu (puc. 5.8, T1abn. 5.9). OtHocuTenbHas MOTPEUTHOCTH OMNpPEaeTICHUs
KBepleThHa coctaBuia 7% nocne ounctku Ha MS1 u 11% npu ucnonszoBanuu MQS1.
Tabnuma 5.9

KoHnieHTpamus KBepiieTuHa B pacTBOpPE OMOJIOTHYECKH aKTUBHOM T0OABKU

«unak+C+D+kBeprieTuH» 10 1 TOce OYUCTKH Ha aHanorax SBA-15

HUcxonmnas Konuenrpanus
CopbenTt KOHIICHTpAaIus, MOCJIE OYUCTKH, Aclc, % S
MMOJIB/JI MMOJIB/JT
MS1 0.0715 7 0.03
0.0770
MQS1 0.0682 11 0.04

Bonee cyimecTBeHHOE yIep)KMBaHUE TIMKO3UAOB MO CPABHEHUIO C arjMKOHAMHU
(G1aBOHOMIOB B CJI0O€ CHHTE3MPOBAHHBIX COpPOCHTOB, aHamoroB SBA-15, mo3Bommio
OTpPENEIUTh PYTHH MOC]E MPEIBAPUTEIBLHOTO KOHLIEHTPUPOBAHUS B CJIOE€ COPOCHTOB.
TBepmodaszHyr0 OJKCTpaKIHMIO A KOHIICHTPUPOBAHUS pPYTHHA C TOCIETYyIOIen
necopbOuuelr MajapIMu 00BEMaMHU PacTBOPUTENSI TPOBOJIMIM M3 PAaCTBOPOB Ipemapara
«ACKOPYTHH», OCHOBHbIE KOMIIOHEHTBI KOTOPOI'O — PYTHUH M acCKOpPOMHOBAs KUCIOTA.
OTHOCUTENBbHAS TOTPEIIHOCTh CIIEKTPOPOTOMETPUIECKOTO OmpeaeieHus (hIaBoHOUIA
cocrasuia 4.0-6.0% (tada. 5.10).

Tabnuma 5.10
KoHuenTpanus pytuHa B pacTBope npenapara «AckopyTun» ¢ TP

Ha CHHTC3UPOBAHHBIX MC30IMIOPUCTBIX KPECMHE3CMax

Haiineno
CopOeHT BBeneno, Mr rocie TOD, Aclc, % Sr
MT
MS1 47+2 6.0 0.04
50
MQS1 4842 4.0 0.05
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5.3.2 IlucnepcuonHasi TBepaodasHas IKCTPAKIUS

B pazmene 4.1.3 mokazaHo, YTO mpu COpOIMH KBEPIETHHA W3 BOJHO-
aIllEeTOHUTPUJIBHBIX PACTBOPOB MHHHMAJIbHAS CTEMCHb W3BJICUCHHUS (praBoHOMAA
ME30IOPUCTHIMU KpEMHE3eMaMHt TOCTHraeTCsl Ipu cozeprkanuu Boabl 10-20 00. % [185].
DTO TMO3BOJSIET HCIMOJIb30BaTh CHHTE3UPOBAHHBIE COPOEHTHI B JUCIEPCUOHHOMN
TBepAO(Da3HON OSKCTPaKIUU, TPU KOTOPOH TMPOUCXOIUT COPOIUS MPUMECHBIX
KOMITOHEHTOB. JIMCIIEPCHOHHYIO SKCTPAKIMIO MPOBOJUIN HA MOJIEIBHBIX PacTBOpax
KBEpPLIETHHA M acKOpOMHOBOM KHUCIOTHI B 90%-HOoM aneronutpuie. llox crenenbro
U3BJICYCHHSI B PACCMaTPUBAEMOM BapHaHTE MPOOOMOATOTOBKM MOHMMATIH OTHOIICHHE
KOHIIEHTpAIlMU BelllecTBa B pactBope nocie a-TdD k ucxomaHou koHueHTparuu. Kak
BHUJIHO Ha puc. 5.9, mpUCyTCTBHE BOMBI MPUBOAWT K HE3HAYUTEIHPHOMY HW3BJICUCHHIO
kBepiieTuHa copoentamu (10 4%). I1pu 3ToM, HeCMOTpPsT Ha OJOKHPOBKY COPOITMOHHBIX
IIEHTPOB THUApAaTHOW Bomou, kpemHezeMoM MQS1 wm3miekaercs 70% ackopOWHOBON

KHCJIOTHI.

100 - 9§'790.6 %.'—587_4 %-'_488.7 100 1 9—61—4 9—71—0 9—71—0
— e L
80 A 80 -
< 60 - < 60 -
o 40 A o 40 A 33.2 30.8 31.0
20 A 20 -
0 T T 1 O T T 1
0,05 0,075 01 0,05 0,075 0,1
C(AsCA), mmoun/am3 C(AscA), mmoub/am3
a) 0)

Puc. 5.9. Crenenp u3BiedyeHNs KBepLUETHUHA (TEMHBIE CTOJIOBI) U aCKOPOMHOBOM
KHUCJIOTHI (CBETJIbIE CTOJIOIBI) MPU TUCTIEPCUOHHOM TBEpA0(a3HON IKCTPAKIIUM U3
pactBopoB B 90%-HOM alleTOHUTPUIIE ME30TIOPUCTHIMU KpeMHezemamu a) MS1;
6) MQS1.
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[TonyuyeHHsle  pe3yibTaThl  MO3BOJWJIM  HCIOJL30BaTh  YHNOPSIOYCHHBIC
KpeMHe3eMbl 1pu 1-TdDD pacTBopa OMOJOTHYECKH aKTUBHOU J00aBKH «ApPTPOLIUHY, B
COCTaB KOTOpPOH BXOIAT KBEpUETHH (1I€J€BOE BEIIECTBO) U ACKOPOMHOBAs KHUCIIOTA
(mpumecHBI KOoMIIOHEHT) (Tadu. 5.11). Tlpu MCHOIB30BaHUM HEMOAU(PHUIIMPOBAHHOTO
copoenta MS1 coctaB mpoOsI Mocjae MPOOOMOJATOTOBKM HM3MEHSAETCS HE3HAYUTEIbHO
(oTHOCUTENBHBIA KOADOUIIMEHT KOHIIEHTPUPOBAaHUS KBepleTuHa coctasiser 1.1). [Ipu
nepexoje K TBepaodasHOMY MaTepHaTy ¢ MOJCKYJISIPHBIMA OTHEYaTKaMU KBEPIICTHHA
Ko dmaBorouna nocne a1-TAD mocturaer 5.0. AHAJIOIMYHO MOJIEIBHBIM PAcTBOpPAM,
OYMCTKa TPOOBI HaA Me30mopucToM KpemHedeMe MQSI mo3BomseT ompeneisaTh
KBEpPIETUH METOJAOM CHEKTPOPOTOMETpUM C OTHOCUTEIBHOM MOTPEIIHOCTHIO
ompeesieHHs], HE TpeBbIatonen 5%.

Tabmuma 5.11
AHaNUTUYECKUE XapaKTEPUCTUKHU OTIPE/ICICHUS KBEPLIETUHA B PaCTBOPax

npenapara « ApTpouuH» ¢ MPOOOMOArOTOBKOM AUCTIEPCUOHHON TBEpA0(ha3HOM

AKCTpaKIuen
HUcxonnas KoHuenTtparmus
CopOeHT KOHIICHTpaIwus, | rmocie a-TdD, Kom. Aclc, % S
MMOJTB/ M MMOJTB/IM®
MS1 0.057 1.1 1.7 0.04
0.058
MQS1 0.056 5.0 4 0.03

5.3.3 T®I ¢ ucnoIb30BaHNEM CHHTE3MPOBAHHBIX YIOPSJA04YEHHBIX KPeMHE3eMOB
NPH U3BJIEYEeHUH, OYMCTKE MOJIH(PEHOIbHBIX BElIeCTB M AHAJIN3€e PACTUTEIbHBIX

00BbEKTOB

[TepBbrit ATan MPOOOMOATOTOBKH C Kiaccudeckoi TAD BKIOYAET W3BJICUCHUE
KOMIIOHEHTOB MPOOBI PACTBOPUTESIMU B PA3TTMYHBIX BApHAHTAX SKCTPAKIIMU. ABTOpaMHU
[155] mokazaHo, uTO HanboJiee OBICTPHIM M MO3BOJISIONIMM JOCTUIaTh MAaKCHMAaJIbHOM
CTETEHU U3BJICYeHUs (PTaBOHOUIOB sIBiETCS HKCTpaKIus 80%-HbIM METaHOJIOM IOJ
neiicteueM ynbrpasyka mnpu 60 °C. OgHako u3BecTHO [192], uro B cimpTax copOIus

MaJIOIIOJIIPHBIX BCEIICCTB, TAKHX KakK (I)JIaBOHOI/II[BI, OCJIOKHACTCA KOHKprHTHOfI
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copbuueii pactBoputens. s copOLMOHHOTO KOHIIEHTPUPOBAHUS (PIIABOHOUIOB MOCIIE
UX WU3BJICYEHUS HEOOXOJMMO BBITAPUBAHWE CMECH METAHOJAa M BOJBI M PAaCTBOPEHUE
CYXOro OCTaTKa B alleTOHUTpUJE. DTO JenaeT NpoOONOArOTOBKY Ui MOCIEAYIOLIErO
KOJIMYECTBEHHOTO OMpeeNIeHUs TOTU(EHOIOB ATUTEILHBIM IPOLIECCOM.

MHorue (pr1aBoHOUBI XapaKTEPU3YIOTCS CX0KUM BUAOM CIIEKTPOB MOTJIOIEHUS U
OMM3KMMHM 10 BEJIWYMHE MOJSIPHBIMM KO3()(PUIIMEHTaMU TMOIJIOIIEHUSI 3a CYET
WJICHTUYHBIX XpOMOQOpHBIX rpynn mommpeHonsHbx Bemects [10, 206, 207]. Dro
NO3BOJIAIET HCHOJb30BaTh METOJ| CHEKTPOOTOMEpPUM Ui OLEHKM CYMMapHOIo
cozepkaHus (hIaBOHOHWJOB B MHOTOKOMITOHEHTHBIX pactBopax [10]. Ha pucynke 5.10
npuBeAeHbl Y D-CHeKTphl MOIJIOMICHHUS 3JEKTPOMArHUTHOIO H3JIYYEHHUS! 3KCTPAKTOB
couBeTuil JAnbl B 96%-HOM 3TaHOJIE U AlETOHUTPHUIIE, MOJYYEHHBIX I10J JEHCTBHEM
yIIbTpa3Byka. Buj criekTpoB yKka3bIBa€T Ha BOZMOXHOCTb U3BJIeUEHUA (PJIaBOHOUIOB MpU
UCIIOJIb30BAaHUM B KadyecTBe pactBoputens 96%-Horo sta”ona. Ilpm nepexome k
AllETOHUTPUITY B KA4yeCTBE pACTBOPUTENA I NOJU(DEHOJbHBIX BEUIECTB CTENEHb
U3BJICUCHUS 1EJIEBbIX KOMIIOHEHTOB, B II€JIOM, 3aMETHO CHHXaeTcsi. Makcumym
HOTJIOUICHUS (XapaKTepU3YIOLUIUil HATUYUE B MOJIEKYJIE aHAIUTa XPOMO(QOPHBIX TPYIII)
cmemaercs A0 ~280 HM, T. €. IPHU HUCIIOJB30BAHUU MEHEE IOJISIPHOTO PACTBOPUTENS
NPEUMYIIECTBEHHO M3BJIEKAIOTCS MEIIAOUINE ONpPEeICHNI0 (DJIaBOHOMIOB BEIIECTBA,
oOnanaroiye 0JIM3KO M0 3KCTPArupyeMOCTH 3TaHOJIOM U alleTOHUTPUIIOM CBOMCTBaMH,
HO 3HAYUTEJIBHO OTJIMYAIOIIUMHUCS MO BHAY CHEKTpOoB B Y®- um BUIUMON 00JacTu
AJIIEKTPOMATHUTHOTO U3TyYEHHS.

CrnenoBaTenbHO, J1s U3BJICUEHHUS U MOCIEAYIONIETO onpeaeneHus (IaBoHOUIOB B
ATUX YCIOBUSIX TpeOYyeTCst OOJBIION pacXoj paCTBOPUTEIS, a MPOOOIOATOTOBKA JOJKHA
BKJIFOYATh OYUCTKY W KOHUEHTPUPOBAHHE MPOOBI IJII BO3MOXHOCTH OIpEAETICHUS
aHAJIMTOB C yIOBJIETBOPUTEIbLHBIMUA METPOJIOTHYECKUMHU XapakTepucTukamu. C yueTom
3aKOHOMEPHOCTEH aecopOnmu (hIaBOHOUIOB M KOPHUUYHBIX KHCJIOT M3 CJIOSI COpOEHTa,
PacCMOTPEHHBIX B pazzene 5.1.2, CEeIEKTUBHOE IFOMPOBAHUE LIEJIEBBIX BEIIECTB MOKET

OBITH JAOCTUTHYTO IIPH MMOCIICA0BATCIbHOM HCIIOJIb30BaHNN HCCKOJIBbKUX paCTBOPHTCHCﬁ.
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Puc. 5.10. Y®-criekTphl MOTIOMIEHUS JJIEKTPOMArHUTHOTO U3TyUYEHUs
allEeTOHUTPUIILHBIM pacTBopoM pyTuHa (1, ¢=0.07 MM) u pacTBOpamu, MoTy4YEeHHBIMHU
IIPU SKCTPAKIUU W3 COLIBETUI JIUIIBI IO/ IEUCTBUEM YJIbTPa3ByKa: 2 — alleTOHUTPUIIOM,
3 — 96%-sTanosoM, 4 — 96%-3TaHOJIOM C TIOCIEAYIOIIUM BhIITAPUBAHUEM
Y PACTBOPEHUEM CYXOTO OCTaTKa B allETOHUTPUIIE.

B paznene 4.1 orMeueHo yBennueHre 00bEMOB Y KUBaHUS (PIIaBOHOUIOB MPHU
nepexojie oT kpemHesema MSI1 k ero aHajiory, CMHTE3UPOBAHHOMY B INPUCYTCTBUU
kBepuerrnHa MQS1 (¢ MonekymsipabIMU oTHIeuaTkamMu aHaiauTa). C yaetom manabix MK-
cnekTpockonmu (pazgen 3.2.1, puc. 3.10), 310 gocTHTaeTCs TpEeXKAC BCEro 3a CUET
YBEJIIMYEHUSI 4YUCIa COPOLMOHHBIX ILIEHTPOB (CBOOOAHBIX CHUJIAHOJBHBIX TPYII) H
CHW)KEHUSI TUIIpaTaliu copOeHTOB. [l paccMOTpeHUs! CeNeKTUBHOCTU KPEMHE3EMOB
MOJyYeHbl BBIXOJHBIE KpPHUBBIE COPOLMHM AlETOHUTPUIBHOTO HKCTPAKTa JIMIBI Ha
ananmorax SBA-15 (puc. 5.11). BeixomgHble KpUBBIE CTPOWJIH B KOOpAHMHATAX
OTHOCHUTENIbHAsI ONTHYECKass IUIOTHOCTh — OTHOCHUTENbHBIM 00bEM pacTBOpa,
IPOMYILEHHOTO Yepe3 coi copOeHTa. JIJIMHbI BOJIH JUIs TIOCTPOCHUS KPUBBIX BHIOMpAH
TaK, YTOObI OJIHA U3 HUX COOTBETCTBOBAJIA MAKCUMYMY MOTJIONICHUS pyTHHA (355 HM), a

BTOpas XapakTepu30Baja NpUcyTcTBUE npumecei (270 Hm).
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Puc. 5.11. BeixoaHble KpUBbIE COPOIMU AllETOHUTPUIIBHOTO SKCTPAKTA JIMIbI HA
anaiiorax SBA-15: a) MS1, 6) MQSL1. 1 — A/Ao (270 um), 2 — A/Ag (355 uM). 30ecy Ag —
BeUYUHA ONMUYECKOU NAOMHOCIU, COOMBEMCMEYIOUeli NAAMO HA BbIXOOHOU KPUBOIL.

Bun BBIXOIHBIX KPHUBBIX TIO3BOJISIET MpEANOiaraT BO3MOXKHOCTh OUYHCTKU
dbaBoHOMIOB Ha ymopsgoueHHOM aHanore SBA-15, cuHTe3MpOBaHHOM B MPUCYTCTBUU
KBEPIIETMHA KaK T[OTEHIMAJbHOTO aHajduTa. OTAaHOJI B OTOM CJy4yae SIBJISIETCS
YHUBEPCAJIbHBIM  PACTBOPHUTETIEM JUIS  DJIIOMPOBAHUS, IIOCKOJIbKY JIOCTHTAeTCs
HauOosbIIas cTeneHsb aecopouuu. Ilociae OYMCTKU MOMYYEHHOIO 3KCTpaKTa COLBETH
JUMBl Ha KpeMHe3eMaX BHUJ CIEKTPOB pPAaCTBOPOB OCTAETCS HEHM3MEHHBIM, U Kak
ciencreue, KodGQOUIMEHTH  KOHIICHTPUPOBAHHWSA, pACCUUTAHHBIE TIPU  JBYX
paccMaTpuUBaeMbIX JJIMHAX BOJIH, COMOCTaBUMBI MEXAy coOoi (tabm. 5.12). Jlns
pasaeNieHrs aHaJUTOB W MEMIAIOMIMX OMpEACNICHUI0 TMpHUMecei Tpedyercss moadop
YCIJIOBU J1eCOpOIIUU.

Tabmura 5.12
Koadduimentsl KoOHLIEHTpUPOBaHUS NOJIU(PEHOIBHBIX BEILIECTB, TOJTYYEHHBIE MTOCIE

T aneToOHUTPUITLHBIX SKCTPAKTOB JIUTIHI HAa aHanmorax SBA-15

CopOeHT A/A, (270 HM) A/A, (355 HMm)
MS1 1.3 1.1
MQS1 4.9 4.8

* Jlecopouust 96%-3tanomnom (V=1.0 M)
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Kax ormedeno Beimie (pasaen 4.5), poct BenuduH 3h(HEKTUBHOCTH COPOITMOHHOTO
KoHIeHTpupoBanusi (CE) MpW WCHOJIB30BAHUM HAHOCTPYKTYPUPOBAHHOTO COpOEHTa
Ba)KEH JIJIs1 YBEJIMUEHUS aHATUTHYECKOTO CUTHAA 32 CYET KOHLIEHTPUPOBAHUS aHAJIUTA B
SAVHMITY BpeMEeHH. BMecTe ¢ TeM OTCYTCTBHE DKCIIEPUMEHTATBHBIX BBIXOTHBIX KPUBBIX
U psja mapamMeTpoB KOHIIEHTPUPOBAHUS HE TO3BOJISIET MO JMUTEPATYPHBIM JTaHHBIM
otieHuTh nmapametp CE.

B tabn. 5.13 nmpuBedeHsl BeaWuuWHB 3()PPEKTUBHOCTH  COPOIIMOHHOTO
koHueHTpupoBanusi CE, a Taxke onTUMalibHBbIE JUIMHA CIIOSI COpOEHTa Xg M Bpems
copOuuu 1ty (Mcnosib30BaHbl ypaBHEeHUS 4.2, 4.3), MOJyYEHHBIE TIO BBIXOJIHBIM KPUBBIM
copOLMU alleTOHUTPUIBHOTO YKCTPAKTa KOMIIOHEHTOB COLIBETHH JIMIIBI B TIEpecUYeTe Ha
pytus. Jns kpemneszema MS1 BcnenctBue ObICTpOro mpockoka BemiecTB (puc. 5.11,

1

kpuBas 1) Benmmunaa CE cocraBiaser Bcero 0.02 MuH™, a HeoOXoAWMas JJTMHA CIIOS

copoenta pgocturaet 150 cm. Ilpu KOHUEHTPUPOBAHMH C HCIOJIb30BAaHUEM

tBepaodaznoro Marepuana MQS1 3a cuér ysenuuenus Benuuunbl CE go 3.7 mum?
HeoOXxoauMasi BbICOTa CJOsI copOeHTa sl MNpPOOOMOATOTOBKA C MHUHHUMAJIbHBIMU
MOTepsSMHU aHaiauTa cocTaBisgeT (0.8 cM, UTO COOTBETCTBYET ~50 MTI yMOpsiAOUYEHHOTO
KpemHe3zema. Takum 00pa3oM, CUHTE3UPOBAHHBIN MaTepranl MOXKET OBbITh UCTOJIb30BaH
pU MUKPOTBEP10ha3HON IKCTPAKIIMU JIJISI OUYUCTKU MPOOBI Ha KOJIOHKE, 3alOJTHEHHOM
COpOCHTOM.

Tabmuma 5.13

[TapameTpsl COpOITMOHHOTO KOHIICHTPUPOBAHUS KOMIIOHEHTOB SKCTPAKTA JIUTIBI

B [IeEpecUeTe Ha pyTUH ME30MOpUCThIM kpemHezemoM MQS1

Copbent CE, mun™ X0, CM to, MMH
MS1 0.02 150 7.8
MQS1 3.7 0.80 6.2

5.3.3.1 MaTpuyHoe TBepao(da3Hoe AucePprupoBaHue

CoBpeMeHHbIE  BapuaHThl  TBepAOGa3HOW SKCTPAKIMM  HANpaBJICHbl  Ha

COKpAIIEHHE BPEMEHU MPOOOIOATOTOBKH, CHIDKCHHS O0Obema MpoObl, COPOCHTOB H
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pactBoputeneii. OgHUM W3 TAaKUX BapPHAHTOB SIBJISETCS MaTPUYHOE TBepAoQazHOe
nucneprupoBanue (MT®J[), kotopoe mpeamnoyiaraer OObEAMHEHUE W3BIICUCHUS
KOMIIOHEHTOB U o4MCTKH 1poObl [208]. B 3TOM BapuaHTe IMpoOONOArOTOBKU MOJIHOTA
U3BJICYCHUS AHAJIWTOB  ONPENENAETCS  JOCTYIMHOM BHEIIHEM MW BHYTPEHHEU
MOBEPXHOCThIO Me3omop. JlJis HaHOCTPYKTYpPHpPOBaHHBIX copOeHToB, SBA-15 wu
aHAJIOTOB ¢ Me3omopamu Oosbiiero pasmepa (5-10 HM), yaep)KMBaHHE aHAJIUTOB B
3HAYMTEITLHOW CTETICHW MPOUCXOIUT HAa COPOIMOHHBIX IIEHTPAaX BHYTPH ME30IOp, YTO
CKa3bIBaeTCs Ha KUHEeTHKE copOruu [52]. B To ke Bpemst, 17151 oau(eHOIbHBIX BEIIECTB,
a TakKe 1T MHOTOOOpa3usl pealbHBIX 00BEKTOB, B KOTOPBIX TPEeOyeTCsl OmpeneieHue
(b1aBOHOMIOB, TIPUMEHEHHUE TAHHOTO METOAa MPAKTHIECCKU HE H3yUCHO.

B nacrosmieit pabore maTpuuHoe TBep0ha3zHOe JUCTIEPTUPOBAHUE UCTIOIH30BAIH
JUIS M3BJICUCHUs (iaBoHOMIOB W3 couBetuid junbl [209]. Beime orMedeHo, 4TO
CJIIOKHOCTH KOJIMYECTBEHHOTO ompeaeneHuss pyTuHa metogom BOXKX cBsizanbl c
MPUCYTCTBHEM B PACTUTEIBHBIX O0pa3ax pasIudHbIX TPUMECEH, ISI KOTOPBIX
XapakTepHO ciiaboe yliepKuBaHuEe Ha 00palieHHO-(a30BbIX KOJOHKaxX. Vcnoib3oBanue
YIOPSATOYCHHBIX ~ ME30MOPHUCTHIX  MaTEepHaJioOB  Kak COPOCHTOB HA  CTaguu
IPOOOTIOITOTOBKH MTO3BOJISIET MPOBOIUTH OYMCTKY CIOKHBIX CMECEH JTsI TTOCIICTYFOITIETO
xpoMarorpaduueckoro onpeneneHusi. PyTun xapaktepu3yeTcs BpeMeHeM YIAep>KUBaHUS
(t=4.8 MuH.), OaM3KUM K MepTBOMY BpeMeHH (tn=3.2 MHH.). DTO 3aTpyaHSCT €ro
OTpeieNiecHNe B  CJIOXKHBIX  MaTpHIlaX, TIOCKOJBKY BapbUpPOBAaHUE  YCJIOBHUI
xpoMarorpadupoBaHus HE TO3BOJIIET JOCTUTATh Pa3leJCHUS C HEKOTOPHIMU MaJio
yAEPKUBACMBIMU TTPUMECSIMHU.

Bvibop pacmeopumens ons  omouposanus. IlepBplii  dTam  MaTPUYHOTO
TBEp0(a3HOTO JUCICPTUPOBAHKS COCTOWT B HUCTUPAHUU MPOOBI C COpPOCHTOM B
OJTHOPOIHYIO MacCy, KOTOPYIO MIEPEHOCUIIM B KapTPUIDK JJIs1 TBEPA0(DA3HOM IKCTPAKITUN
[47]. BO3MOXHOCTb HOBBIIIIEHHS CTEICHH HM3BiIeUeHUsT moaudeHonoB mpu MTD]] mo
CPaBHEHHIO C YJIbTPa3BYKOBOW SKCTPaKIMEl paccCMaTpUBaJIM C UCIOIb30BaHUEM 96%-
HOTO 3TaHOJa. MOXHO OTMETUTh, UTO B 3aBUCUMOCTHU OT CIIOCO0A SKCTPAKIIMN MEHSIETCS
BUJ CIIGKTPOB IMOTJIOMIEHUsT B obOnacty juymH BoyH 250-300 HM (puc. 5.12). Oro

YKa3bIBA€T Ha U3MCHCHUC COCTaBa JKCTPAKTA. OnTtuyeckasl IJIOTHOCTH 1 paCTBOPOB
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aHAJIMTOB BO BCEM JHAma3oHe JJIMH BOJIH BO3PACTaET B PsIy PACTBOPOB: MOTYyYEHHBIN
MPOIyCKAaHWEM PACTBOPUTENS dYepe3 cioi oOpasma 0e3 copbeHta < TocCIe
TUCTICpTUpOBaHUs Ha KpemHe3deme MSI1 < mocne mucneprupoBaHusi Ha KpeMHE3eMe
MQS1. MoxHO mosaratb, 4T0 pOCT YHCIIa COPOIMOHHBIX IIEHTPOB CIIOCOOCTBYET OoJiee
MOJTHOMY paclpeeliecHuI0 KOMITIOHEHTOB oOpasiia Ha copOeHTax. 3HaYuTeIbHOE
TIOBBIIIICHUE CTENEHU M3BJICUCHUS KOMIIOHCHTOB MPOOBI MIPH MEPEX0Ae OT IKCTPAKIIUU
noJl JACWCTBHEM YIbTpa3BykKa I[IO3BOJISIET paccMaTpuBaTh B KadecTBE OJIIOCHTA
allCTOHUTPUI JIJIsl  TIOCTEAYIONIeH COpPOIMOHHONW OYMCTKA Ha  YIOPSIOYCHHBIX
KpemHe3eMax — aHaiorax SBA-15.

2,0 -

1,5 -

<1,0 A

0,5 1

0,0

220 270 320 370 420

Puc. 5.12. Cnexrtps! norsomieanst Y @- 1 BUIUMOTO dJIEKTPOMAarHUTHOTO U3TyUSHUS
ATAHOJBHBIMU DKCTPAKTAMH COLUBETUM JUNBL: 1 — Y 3-3KCcTpakus;
2-4— nonyuennsiii mpu MTO]] (2 — 6e3 copbenTa, 3 — ¢ ucnonb3oBanuem MS1,
4 — MQS1).

BrIxo/iHbIE KPHWBBIE W3BJICUCHUS BEIIECTB, COJEPIKAIMUXCS B COIBETHUSX JIUIIBI
npejcTaBiieHbl Ha puc. 5.13. M3pneuenue Oombield yacTu MONMMGEHOIBHBIX BEIIECTB
IPOMCXOAUT IIPU IIPOIYCKAHMHM MHMHHMMAIbHBIX KomudecTa pactBopurens (~1 cmd);
JanbHEHIIee IPOIMyCKaHUe PACTBOPUTEIIS Yepe3 KOJOHKY MMPUBOAUT IMPEHUMYIIECTBEHHO

K pa30aBJIeHUIO TTPOOHI.
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Puc. 5.13. BeixoHast KpuBasi U3BJICYCHUS MOJIM()EHOIOB U3 COLBETUM JIUITBI ATAHOIOM

(A=355 uM, A — onTHYecKas IIOTHOCTS I-i (pakimn, Asym — CyMMa BEITUINH
ONTUYECKON MIOTHOCTU BCEX (PpaKIMif).
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Puc. 5.14. Cnekrpsel nornouieHuss Y @- 1 BUAUMOTO 3JEKTPOMArHUTHOTI'O U3JIy4EHUS
ATaHOJIbHBIM (1) ¥ alleTOHUTPUIIBHBIM (2) SKCTPAKTaMH COLIBETHH JIUIIbI, TOTYYEHHBIMU
ipu MT®/]] ¢ ucnionszoBanueM copobenta MQS1.

B pa3nene 5.3.3 nokaszaHo, 4TO NPH KUAKOCTHOMN IKCTPAKIIMU alleTOHUTPUIIOM IO
JNEUCTBUEM YJIbTPA3ByKa U3BJICKAIOTCS MPEUMYIIECTBEHHO COCIUHEHUS, UIsI KOTOPBIX
OTMEUEH HEeXapaKTepHbId i1 MHOTMX (IaBOHOUJIOB YD-CHEKTp MOIJIOMICHHUS.
[TonudenonbHbIE COEIUHEHUS IKCTPATUPYIOTCS ITAHOJIOM, OJHAKO MPH MOCIETyIOIen
OUYHUCTKE MPOOBI Ha KApTpUKaX, 3alOJHEHHBIX KPEMHE3eMaMHU B KauyeCTBE COPOEHTA,
BCJIEICTBUE OJOKUPOBKH COPOIMOHHBIX IIEHTPOB MOJIEKYJaMH  PacTBOPHUTEIA

OCTIOKHSIETCSl O4YHcTKa MpoOsl. B 1o ke Bpems, npu MT®/] BapprupoBaHue mpupoisl
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pacTBOpUTENSI HE OKAa3bIBACT CYIICCTBEHHOTO BIWSHUS Ha KA4eCTBCHHBIM COCTaB
NOJMYy4eHHOTO pactBopa (puc. 5.14). D10 MO3BOJNMIO MPOBOIUTH W3BICUCHUE
KOMIIOHEHTOB TPOOBI alleTOHUTPUIIOM.

Bwvibop pacmeopumeneti ons decopbyuu

Crnenmyromuii 3Tam MpoOOMOATOTOBKH COCTOST B OYMCTKE MPOOBI B BapHaHTE
MUKpPOTBEpA0(a3HON IKCTPAKIIMK Ha KoJIoHKe, 3anosHeHHo 50.0 mr copbenta MQS1.
Brimme mokazano (pazmen 5.3.3), 94TO TakOoro KOJWYECTBA COPOCHTA JOCTATOYHO JIJIS
UCITIOJIb30BAHUS HA CTAAUH MPOOOIIOATOTOBKU B IMHAMUYECKHUX YCIIOBUSX.

Kak Opu1o moka3aHo BBIIIE, STAHOJI MOXET PacCMaTpPUBATHCS MPH Jecopouuu
noauEeHONIbHBIX coequHeHn. B TO ke BpeMsi, ¢ OIHOW CTOpPOHBI, STAHOJ CpEeIU
MPUMEHSEMBIX PACTBOPUTENICH XapaKTEPU3YeTCsl CPEeAHEH MOJSPHOCTHIO WM BBICOKOM
pPacTBOPSIONIEH CIIOCOOHOCTBIO MO OTHOILIEHUIO K aHamuTaMm (ToJU(EHOIbHBIM
BemiectBaMm). C apyro#t croponsl, mo maanHbiM [202, 203], on orauvaercs omHON U3
MaKCUMAaJIbHBIX BEJIMYHH dIIOUpYIoIIei ciocooHoctu £°(S10,)=0.60. bonee BeICOKUMHU
WIM paBHBIMHM 3HAYCHHSIMH 00JiagaloT Tojbko Boma (£°(Si0,)=1.50), mertaHOn
(£°(Si0,)=0.70) u anrerorutpuia (£°(Si0,)=0.60). MeTaHO 110 TOHATHBIM MPUYUHAM HE
MOXET OBITh MCIOJIb30BaH JJisi AecopOuuu (hIaBOHOUIOB U3 ciios copOeHTa. B Boje
MHOTHE TOJM(EHOIbHBIE BEIIECTBA XapaKTEPU3YIOTCA HEJIOCTATOYHO BBICOKOM
pactBopumocThio. [To manueiM paboter [200] pacTBOpuMOCTh pyTHHA B Bojae Ha 2-3
MOpsZIKAa HUKE TI0 CPABHEHHUIO ¢ HAMOOJee YacTO MCIOJIBb3YIOMUMUCS OPTraHNYeCKUMU
pactBoputensiMu. [IpuMeHeHHe aleTOHUTPHIA, HapSAy C YIOBIECTBOPHUTEIbHBIMU
BEeJIMYMHAMU TOJSpHOCTH P’ w amompyromieli cnocoOHocThio €°(Si0,) Onm3kol K
ATaHOJIy, OOYCIIOBJICHO TNPUMEHUMOCTHIO JIAaHHOTO PACTBOPUTENS B >KUIKOCTHOM
xpomarorpaduu Oaarogapst MUHUMaIbHOU Bsa3kocTH [210].

B CcBA3U ¢ 5TUM, I€COPOLHIO MPOBOAUIN MOCIeR0BaTeasHo 1.0 cM® aneTonuTpria
u 96%-3ranona. llpu nponyckaHuu dYepe3 KOJOHKY AaUETOHUTPHUIIA HW3BJIEKAIUCh
NPUMECU C MaKCUMyMOM Tmorjiomenust 280 HM, Mpu 3TOM (PJIaBOHOUABI OCTAaBAIUCH B
kooHke (puc. 5.15). ITocmenyromee 31r0MpOBaHNE PYTHHA M BEMICCTB C OJIM3KUMHU K

HEMY CHEKTPAJIbHBIMU XapaAKTEPUCTUKAMU POBOAUIHN 96%0-3TaHOJIOM.
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W3BrneyeHne BEIIECTB W3 PACTHUTEIBHOTO CHIPhS MATPUYHBIM TBEpA0Gha3HBIM
JTUCTIIEPTUPOBAHUEM C  TOCIEAYIOMIEM OYHCTKOW MpOoOBl  MHKpPOTBEpIOQa3HOM
HKCTPAKIMEN O3BOJISIET CHU3UTh MaTpUUHbIE 3 (HEKTHI ITPU ONpeaesieHUH (PIaBOHOUI0B
metogoM BOXKX ¢ muomHo-matpuunbiM nerektupoBanueM [209]. Kak BumHO Ha puc.
5.16, xpomatorpaduueckue MUKU PyTHHA, a TaKXe BEIIECTB, UMEIOIMMX OJU3KUM BUJI
CHEKTPOB IMOTJIOIEHUS, UMEIOT CUMMETPUYHBIN MPO(UIIb, YTO MO3BOJIAET ONPEIEIATh

noJU(EHOIIBI ¢ yTyYIICHUEM METPOJIOTHYECKIX XapaKTEPUCTHK.
1,0 -
0,8 A
0,6
<

04 A

0,2

0,0 T T T — 1
220 270 320 370 420

A, HM

Puc. 5.15. Cnektpsl noriomieHus: s3KkcTpakra aunbi: 1 — moxydyennoro MTO/]
¢ ucnosb3oBanueM MQS1; 2 — mocine mpomyckanus uyepes cioit copoenra MQS1; 3 —
MOJIYYEHHOTO TPHU ACCOPOIMH alleTOHUTPUIIOM U3 CII0Sl COPOEHTA; 4 — TTOJTy4eHHOTO
MoCJIe JIECOPOITUU ITAHOJIOM U3 CJIOSI COpOEHTA.

Kak Bugno Ha puc. 5.16, onpenenenune pyruHa BOXKX ¢ muomHo-matpudHbIM
JNETEeKTUPOBAHUEM B OKCTpakTe 0Oe€3 OYHMCTKH NpoObl 3aTpyIHSETCS HaJOXKEHUEM
XxpoMarorpauueckux TMUKOB TPUMECHBIX KOMIOHEHTOB. Ilocie mnpomyckaHus
MOJIYy4EHHOTO pacTBOpa 4Yepe3 CJoW copOeHTa C MOJEKYISPHBIMUA OTIeYaTKaMu
KBEpLETUHA U MPOBEICHUEM JeCOpPOLMU aleTOHUTPUIOM U 3TAHOJIIOM IPOUCXOIUT
CYILLIECTBEHHOE CHUXEHUE MaTpuuHbIX 3ddekToB. B pe3ynbrare xpoMarorpaduyeckuii
NUK pYTHHA JOCTHraeT 0a30BOM JIMHUM aHAJIOTUYHO ONPEICNICHUIO aHalIuTa B
MOJENIBHBIX pacTBOpax. Mcmosb30BaHWE HAHOCTPYKTYPUPOBAHHOTO KpEMHeE3eMa IpU
W3BJICYEHUU BemlecTB M3 couBetudd junbel MTDJ[ ¢ ouunctkoit  mpoObI

MUKpPOTBEpAO(]a3HONW SKCTpaKlIMeld MO3BOJWIO PACCUUTATh COACpNKAHHE pPyTHHA B
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aHANMM3UpyeMoM OOBeKTe, KOTOpoe cocTaBwio 1.37 MKI/T ¢ OTHOCHTEIbHBIM

CTaHJIAPTHBIM OTKJIOHCHHEM, paBHBIM 4% (Tadymna 5.14).

150

—
o
o

Hanpsxenne, MB

[
=

0 5 £, MEH 10 15

Puc. 5.16. XpomaTorpaMMbI 3KCTPAKTOB JIUITBI, TIOJYYECHHBIX H3BJICYCHHUEM MATPUIHBIM
TBepo(da3HbIM quctieprupoBanueM (1) u mociie 0OUMCTKH TBEpAO(Pa3HON IKCTpaKIIUEH
(2). lnvHa BOJIHBI JETEKTUPOBAHUSA — 355 HM.

Tabmuma 5.14

Pe3ynbTaThl onpenenenus pyTuHa B COUBETUAX MBI MeTogoM BOKX

C IpOOOMOArOTOBKON TBEPAO(Pa3HBEIM MATPUUHBIM JTUCTIEPTUPOBAHUEM

Crmin, ; Aclc, % Conepxxanue s,
MOJIb/IM pyTHHA, MKT/T
1.7-10° 4 1.37+0,08 0.02

3aK/JIo4YeHue K rjiase 5

ITokazaHa BO3MOXXHOCTH CHEKTPO(GOTOMETPUUECKOTO OMPECICHUs] BEIIECTB C
OJIM3KOM CTPYKTYpPOHl M (PU3UKO-XUMUUYECKHUMH CBOMCTBAMH TIOCIIC TPEIBAPUTEIHLHOTO
paszeneHuss Ha copOeHTax, aHajmorax SBA-15, B ToM dmclie C MOJEKYJISIPHBIMU
OTIeYaTKaMu TOJU(EHOIOB, a Takke MOAU(PUUHUPOBAHHBIX TPUMETUIXJIOPCUIAHOM.
Paznenenve armmkoOHOB W TIMKO3HWIIOB (DIIABOHOWIOB MPOUCXOJUT 3a CUET Pa3TUIMs

dakTopoB yaepkuBanus. B ciyyae ¢paBoHOUIOB U (PEHOJTBHBIX KUCIOT 00Jiee MOJTHOE
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paznenenne (10 99%) KOMIIOHEHTOB JOCTUTAaeTCsl 3a CUYET MOJIXOMSIIMX YCIOBUM
necopouuu. Pasnenenue pyTMHa W acKOPOMHOBOW KHMCIIOTHI peaju3yeTcss Ha
HAaHOCTPYKTYPUPOBAHHBIX MaTepuaiaX C MOJEKYJSIPHBIMU OTIEYAaTKAMH KBEpIETHHA
BCJIC/ICTBUE CHUXEHUS YACPKUBAHMUS MPUMECHOTO KOMIIOHEHTAa MO CPaBHEHUIO C
HEMOAU(PUIIUPOBAHHBIMU COPOCHTAMH.

[lokazaHa yHHMBEPCAIbHOCTh CHHTE3UPOBAHHBIX HAHOCTPYKTYPHPOBAHHBIX
COpOEHTOB Ha CTAAUH MPOOOIIOATOTOBKH, KOTOPHIE MOTYT OBITh UCIIOJIb30BAHBI KaK MPHU
kiaccuyeckod TdD, Tak W B COBPEMEHHBIX €€ BapHUaHTaX, HANpaBIECHHBIX Ha
MUHHUATIOPU3AIUIO U COKpaIllEHuEe BpeMeHH aHanu3a. [Ipeasioxken cnocob onpeneneHus
(dbnaBoHOUIOB B (hapMarleBTUUECKUX mpenapaTtax. OnpenesieHne KBepleThHa OCHOBAHO
Ha aucnepcuoHHor TMD 13 BOHO-AIIETOHUTPUIILHOTO pacTBOpa (C coiepKaHUEM BOJIbI
10 06.%). lnsa ¢raBoHOMIA OTMEUEHO MUHMMAaIbHOE U3BJICUCHHE clloeM copOeHTa (3-
4%), B TO BpeMsi Kak acKOpOMHOBas KHCIIOTa B KaueCTBE MPUMECHOTO KOMIIOHEHTa
copoupyercs co creneHbto m3BiaedeHUs 70-80%, dYro T1O3BONSAET TPOBOIUTH
CHEKTPOPOTOMETPUUECKOE ONPEEICHUE KBEPLUETUHA C OTHOCUTEIBHOM MOTPEIIHOCTHIO
onpeesieHNs], He peBbIatonen 5%.

[Ipensioxken crnocod onpeaeneHus (PIaBOHOUMAOB B PACTUTENBHBIX OOBEKTaX.
[lokazaHO, YTO W3BJIICUCHHE BEIIECTB, COJEPKAIIUXCA B COLBETUSX JIMUIIBI,
TBEp0(a3HBIM MATPUYHBIM JUCHIEPTUPOBAHUEM C MOCIEAYIOMIEH OYUCTKON MpoObl Ha
MHKPOKOJIOHKE MO3BOJISIET TPOBOAUTH OlpefeneHne pyruHa metonoM BOXKX ¢ nnogno-
MaTpUYHBIM  JIeTeKTHpoBanueMm. Ilpu »o3TOoM Macca oOpasma u  copOeHTa,
MCMOJIB3YIOIIErOCsl Ha CTaAuu aucneprupoBaHus U MHUKpo-TdD cocraBisger 50 wmr.
CToUT OTMETHUTH, UYTO BCJEACTBUE CYIIECTBEHHOIO MEIIAIOIIETO BIUSHUS MPUMECHBIX
KOMITOHEHTOB ONpeNeNieHne YKa3aHHOTO (piaBoHOWIAa B PACTUTEIHLHOM 00pasiie
HEBO3MOYHO.

Takum o0pa3oM, HCIOIB30BAaHHME HA CTaAUAX MpoOonoaArotoBku (¢ TDD)
YHOPSIZIOUEHHBIX KPEMHE3EMOB MO3BOJSIET HAa MOCIEAYIONIUMX CTaauiX OIpeeTeHUs
0oJiee CyIIECTBEHHO CHIKAaTh YPOBEHb IIIYMOB AHAJIMTUYECKOIO CHUTHalIa 3a CYET
yAQJIeHUs MPUMECHBIX BEIIECTB, MEMIAIOIINX ONPEIEICHUIO, U PaCIIUPATh AUANA30H

OInpCaACIACMbBIX KOHHCHTpaHI/Iﬁ OCJICBBIX KOMIIOHCHTOB.
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3AK/IIOYEHUE

[IpoBeneHHOE  HCCl€IOBaHUE IMOKAa3allo, YTO  HCIOJb30BAHHUE  BIIEPBbHIC
CUHTE3UPOBAHHBIX COPOCHTOB B IIpoIleccax TBEpAO(]a3HOro KOHIICHTPUPOBAHUS
GIaBOHOWIOB B JWHAMUYECKHHA YCIOBHSX TO3BOJISIET JOCTHTAaTh 00Jiee BBICOKOM
3G (HEKTUBHOCTH COPOIIMOHHOTO KOHIIEHTPUPOBAHUS IO CPABHCHUIO C TPATUIMOHHBIMHU
HEYIOPSIA0UYCHHBIMU TBep10(ha3HBIMU MaTepuaiaMH, a TaKxKe
HAaHOCTPYKTYPHPOBAaHHBIMA  KpeMHE3eMaMH  0€3  MOJICKYJSIPHBIX  OTIEYATKOB
noyudeHosoB. DTO TMO3BOJIAET paccMaTpUBaTh CHUHTE3UPOBAHHBIE MaTepuaibl B
BapuaHTax TBepAO(a3HON  OAKCTpaKmMHM IS YAYUYIICHUS  METPOJIOTHYCCKUX
XapaKTEPUCTHUK OIpPEAEIICHHUs] BEIIECTB 3a CUET OoJiee BBICOKOW 3(hPEKTUBHOCTU CIIOS
copOeHTa npu MpoOONOArOTOBKE C MEHBIIIMMH MOTEPSIMU aHATUTOB.

ITo pe3ynbpTaTtam paboThl CHOPMYIUPOBAHBI CIAETYIONINE BHIBOIBI:

1. [IpenioxxeH  cmoco0  CHHTE3a  ME3OMOPUCTBIX  KPEMHE3EMOB €
MOJICKYJISIPHBIMH ~ OTIIeyaTkaMud  ()JJaBOHOMJOB HA  OCHOBAaHWM  3aBUCHMOCTHU
JIMCIIEPCHOCTU U pa3Mepa MUIIEIUT IIa0JI0HA OT TEMIIEpATypbl U MOJIBHOTO COOTHOIIEHUS
KOMITOHEHTOB pacTBopa. Meronom MK-criekTpockonuu moaTBepkaeHo (GOpMUPOBAHUE
YIOPSIOYCHHONW MAaTPHUIIBI CUIIMKATA TIOJYYCHHBIX COpOeHTOB. OTMEUEHO, 4TO 100aBKH
MOTCHIIMAIBHBIX aHAJUTOB HA CTaJAWd CHHTE3a (MPU MOJBHOM COOTHOIICHUHU
KOMIIOHEHTOB peakuuoHHoi cMecu 1.0 SiO; : 0.005 P123 : 1.0-10* ¢pnaBonony : 0.4
EtOH, raoe dmaBoHOMT — KBEPLIETUH WU JTUTHUIPOKBEPLIETHH) TPUBOISAT K MOBBIIICHUIO
TJIOTHOCTH COPOITMOHHBIX IEHTPOB, YTO MO3BOJSET YBEIMYUTH MOJTHOTY W3BJICUCHHUS
aHANMUTOB, d(PPEKTUBHOCTh WX KOHIICHTPUPOBAHUS U YIYUIIUTH BOCIPOU3BOJANMOCTD
pe3yJIbTaTOB OMNpeeSeHUs MOJU(PEHOIOB.

2. [TokazaHo, 4YTO HAHOCTPYKTYpPUPOBAHHOCTh KPEMHE3EMOB TIO3BOJISIET
CYIIECTBEHHO TIOBBICHTH CTEIICHb W3BJIICUCHUS (DJIABOHOWIOB II0 CPAaBHCHHIO C
HEYTOPSAI0YCHHBIMU MaTeprUaiaMy M yBEIMUYUBACTCS B PSAY COPOSHTOB, aHATOTOB SBA -
15<KIT-6<MCM-41. Ilpu cuntese anaisoro SBA-15 ¢ MONEKyIsIpHBIMU OTII€YATKAMU
¢dmaBoHonmoB gocturaetcs onmskas k MCM-41 copOrmonnoit emkocth (Q=2.6 u 3.5

MKMOJIb/T, COOTBETCTBEHHO), YTO MO3BOJISIET UCIIOJIH30BAThH MOJIyICHHBIC TBEPA0(a3HbIE
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MaTepuaibl TPH MPOOOMOATOTOBKE B TUHAMUYECKHX YCIOBUAX C TOCICTYOIAM
OTIPE/ICIICHIEM aHAIUTOB C YIyUIICHUEM METPOJIOTHUECKIX XapaKTEPUCTHK.

3. [TokazaHo, uto Ha copOeHTax, aHaimorax SBA-15, mocturaercs BbICOKas
>¢pexkTrBHOCTL copbumonHoro konuenTpuposanus (CE mo 15 munat) nmoaudenonos,
KOTOpasi COXpaHsAeTCsd Ha COPOEHTE C MOJICKYJSPHBIMHU OTIIEYaTKaMH aHAJUTOB IPHU
KOHILIEHTPUPOBAHUK (PJIIABOHOUIOB B MPUCYTCTBUU MEMIAIOIIUX KOMIOHEHTOB. 3a CUET
CHW)KCHUS TIOTEPh aHAIIMTA MPU KOHIIEHTPUPOBAHUN (HJITABOHOHIOB HAa YIOPSTOYCHHBIX
KpEeMHEe3eMaxX MOXKET OBITh YMEHBIIEH BKJIaJ CTaJuu MPOOOMOATOTOBKA B OOIIYIO
MOTPEIIHOCTh aHAJIN3A.

4, [TokazaHa BO3MOXXHOCTH  CHEKTPOGOTOMETPUUICCKOTO  OMPEACICHHS
TJIMKO3UA0B (PJIaBOHOUIOB C MIPEIBAPUTEIBHBIM pa3/ieIeHueM KOMIIOHEHTOB MPOObI Ha
HAaHOCTPYKTYPHPOBAHHBIX KPEMHE3EMaX ¢ MOJICKYJIIPHBIMH OTIIEYaTKaM1 KBEPIIETUHA U
MOAU(PUITUPOBAHHBIX TPUMETUXIIOPCUIIAHOM. OTtHocuTeNnbHAS MOTPEIIHOCTh
CHEKTPOPOTOMETPHUICCKOTO OMPEASICHUS PYTHHA IIOCIE OYUCTKA OT TPHUMECHBIX
KOMITOHEHTOB C OJIM3KOHN CTPYKTYPOH M (PU3HKO-XUMHYCCKUMHU CBOHCTBAMH (KOPUYIHBIX
KHUCIOT) He npeBbimaet 10%.

S. [TokazaHo CyIIECTBEHHOE BIUSHUE COACP)KAHUS BOJBI B allETOHUTPHIIBHBIX
pacTBOpax Ha COpOIMOHHOE M3BJICUCHUE BEUIECTB C OJM3KOW CTPYKTYypoil. B ycrmoBusix
JTUCTIEPCUOHHON TBepAO(]a3HON HSKCTpAaKIMKM U3 aleTOHUTPWIBHOTO pacTBOpa C
conepkanueM Bonbl 10 00. % cTeneHp u3BJIeUeHUs KBepleTuHa kKpemHeseMomM MQS1
coctaBisier 96.4-97.0 %, B TO BpeMs Kak 1Jisi aCKOPOMHOBOW KHCJIOTHI B Ka4eCTBE
MPUMECHOTO KOMIOHeHTa BenuunHa R pocturaer 30.8-33.2 %. DTo mO3BOJUIIO
MPOBOJIUTH OMpECICHUE KBEpPIETHHA B OWOJOTHYSCKH aKTHBHBIX no0aBkax. B
npenapare « ApTpOIMH» OTHOCUTEIbHAS MOTPEITHOCTHIO OMPEICTCHUSI KBEPIICTHHA HE
npeBelmaer 5 % I1ocie OYHUCTKH TMPOOBI OT AaCKOpPOMHOBOW KHCIOTBHI IPHU
poOOITOATOTOBKE ¢ aucnepcuoHHoi TP Ha kpemHe3zeMe MQS1, cHHTE3MpOBaHHOM B
MPUCYTCTBUH KBEPIETHUHA.

6. [Toxa3aHa BO3MO>XHOCTb ONpE/IETICHUSI BEUIECTB C OTHOCUTEIHLHO HHU3KHUM
COJIEP)KaHNEM B PACTUTEIHLHOM CBHIPHE MOCJE MPOOOTOATOTOBKM HA CHHTE3MPOBAHHBIX

KpEMHE3CMax IIpU M3BJICYCHHUHU MAaTPHUYHBIM TBCpI[O(baSHBIM AUCIICPTUPOBAHUEM C
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MOCJICTYIOIIEH OYMCTKON MUKPOTBEepA0(a3HOM IKCTpaKIKeH (Ha KOJIOHKE, 3aIT0JTHCHHON
50 wmr copb6enta). IIpobGomoaroroBka Ha copberte MQS1 ¢ MoOJICKyISIpHBIMH
OTIEeYaTKaMH KBEPLIETUHA TO3BOJIMJIA OMNPEJEIUTh COJIepKAaHUE PYTHHA B COLIBETHUSIX
Jumbl, KoTopoe coctaBmio 1.37 Mkr/t ¢ §,.=0.02.

JlanbHeimue  ucciaeAoBaHUS — IUIAHMPYETCS  HANpaBUTh HA  IOJIyYEHHE
YHOPSAOYEHHBIX ME30TOPUCTHIX KPEMHE3EMOB U3 00Jiee IOCTYMHBIX PEeareHTOB (B TOM
YUCJIE C HCIOJIB30BAHUEM OTXOJIOB CEIBCKOTO XO3SIICTBA), a TAKXE PpACIIUPEHUE
BapUaHTOB TBEPAO(a3HOM IKCTPAKIIUU JIJIST U3BJICUCHHUS, OUYUCTKU U KOHIIEHTPUPOBAHUS

HOJ'II/I(l)eHOJ'IBHBIX CO€I[I/IHCHI/II71 N3 MHOT'OKOMITIOHCHTHBIX MaTpPHI.
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CIIMCOK COKPAIIIEHUHM U YCJOBHBIX OBO3HAYEHUI

A — onrTmyeckas MIOTHOCTE;

ASCA — ackopOMHOBas KHCIIOTa

BET (bOT) — meron omnucaHus MOJMMOJEKYJISPHONM (MHOTOCIOMHON) aacopOuuu
MOJIEKYJ TI0 ypaBHeHUsM bpynayapa (S. Brunauer), Ommera (P. H. Emmet) u Teiinopa
(E. Teller);

BJH — meton bapperra (E.P. Barrett,) — dxoitaepa (L.G. Joyner) — Xanenaa (P.P.J.
Halenda) — meTon pacdera pachpenencHus mop mo pasMepam (IpH MaTEMaTHYECKOM
OMMCAHUHU JISCOPOINH Ta3a);

BUOH — 6yranon-1;

Co — MCXOJIHAsA KOHIIEHTPALKsl KOMIIOHEHTa PacTBOPa, MOJIb/AM>,;

¢ — KOHLIEHTPALMs aHAINTa B 00beME PAacTBOpa, MOJIL/IM>,;

C/Co — OTHOCHTENIbHASI KOHIICHTPALIHS;

CE — 5()eKTHBHOCTH COPOIMOHHOTO KOHIIEHTPHPOBAHHS, MUH 1

CnA — xopuyHasi KUCIIOTa

CmA — n-xymapoBasi KUCJIOTa

CfA — kodeiinas Kucora;

dh — THIpPOIMHAMUYECKHIA TUAMETP, HM;

dp — mmameTp mop copOEHTOB, HM;

dhQuer — TuruapOoKBEPIETHH;

EtOH — sTanomx;

Quer — KBepIIeTHH;

Nar — HapuHTuH;

Rut — pyTtuH;

MCM-41 — kpemHE3eM C TeKCAaroHaJLHOUN YIOPSIIOYEHHOU CTPYKTYPOH;
MC-T — ananor MCM-41, cuHTe31pOBaHHBIN U3 TETPAITOKCUCHIIAHA
KIT-6 — kpeMmHe3eM ¢ KyOu4ecKoil ynopsgoueHHON CTPYKTYpOii;

PDI| — unaekc nonuanucuepcHOCTH;
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SBA-15 — kpemHe3eM C TeKCaroHaJbHOW YHOPSIOYCHHOW MHUKPO-ME30MOPUCTOMN
CTPYKTYpPOH;

MeCN — areToHUTpuII;

MS1 — anamor SBA-15;

MS-T — ananmor SBA-15, cuHTe3UpOBaHHBIN U3 TETPAITOKCUCUIIAHA;

MDQS1 — ananor SBA-15, cMHTE3UpOBaHHBINA B IPUCYTCTBUU JUTHAPOKBEPIICTUHA,
MQS1 — ananor SBA-15, cunTe3upoBaHHBIN B IPUCYTCTBUU KBEPIECTHHA;

MK1 — ananor KIT-6;

MS1-Met, MQS1-Met — metunupoBanHasie aHamoru SBA-15;

Kxonn — KO3(DPUIIMEHT KOHIIEHTPUPOBAHUS;

Kors — OTHOCUTENBHBIN KOAPPUIIMEHT KOHIIEHTPUPOBAHMS,;

K¢ — ko> HIMEHT pacipeie/icHus BEIECTBa, CM/T;

K,;' — Ge3pasmepHbIii KOOQPUIMEHT pacIpeaeIeHus;

Kk — K03 (ULHEHT KOHLIEHTPUPOBAHUS, PACCUMTAHHBIA MO Mojaenu 3(pPeKTUBHOCTH
COpPOITMOHHOTO KOHIICHTPHUPOBAHUS;

k> — ¢axTop yaepkuBaHuUs;

h — BeIcOTa Cl10s1 cCOpOEHTA, CM;

N — 94uCI0 TeOPETUUECKHUX TAPEIIOK, T.T./M;

M — Macca HaBECKH, T;

P123 — OGnokcomomuMep MOIUITHICHOKCH-TOJUTIPONMICHOKCH I-TIOTUITUIICHOKCH 1A
Pluronic P123;

QUECHhERS — BapuanT TBepmodasznoit skcrpakuuu (ot Quick, Easy, Cheap, Effective,
Rugged, and Safe — 6sicTpo, nipocTo, aemieBo, 3hHEKTHBHO, HAIEKHO U OE30I1aCHO;

¥ — CKOPOCTb IIOTOKA PACTBOPA Yepe3 CIOM cOpOeHTa, CM>/MUH;

Rs - paspemienue xpomaTorpadudecKux 30H;

Sy — OTHOCUTEIILHOE CTaH/IAPTHOE OTKJIOHEHUE;

Syx — yA€IbHas TIIOMA/b TIOBEPXHOCTH, M2/T;

V — 06BEM pacTBopa, cM;
Vo — 00BéM copbenra, cm;

V/Vy — OTHOCHUTENBHBIN 00BEM;
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VR — 00bEM yIepKUBAHKS aHAJIUTA, CM>;

T — remnieparypa, °C.

T — Oe3pasmepHbIii TapaMeTp BPEMEHH;

t — Bpems copO1uu, c;

X — 6e3pa3MepHbIil TapaMeTp JAJIUHBI CJI0sI COPOCHTA,;

o — KO3 PUITMEHT CETEKTUBHOCTH

O — 6e3pa3mepHbIit TU( G Y3MOHHBIN MapaMmeTp;

€ — MOIISIPHBIN KO3((GUIMEHT CBETONOIIOMIEHHS, ' MOJIb **CM

€p — IOPUCTOCTH (IOPO3HOCThH) COPOEHTA;

1] — MOJTHOTA UCTIOIB30BAHUS COPOIIMOHHON €MKOCTH TP IMHAMUYECKOM COPOIIMOHHOM
KOHIICHTPUPOBAHHUH BEIIICCTB;

N(X,T) — QyHKIUSA MOTHOTHI UCTIOJIB30BAHUSI COPOIIMOHHON €MKOCTH B Oe3pa3MEepHBIX
koopauHaTtax X-T;

Amax — JUTHA BOJTHBI P MaKCUMYyM€ TIOTJIONIEHUS IEKTPOMAarHUTHOTO U3TyUeHHUS, HM;
V - BOJTHOBOE YHUCJIO, CM™L;

Gy — CTaHJApTHOE OTKIOHEHHE 00beMa IPOCKOKA, CM°;

Y — «TIOTEPH» IEJIEBOr0 KOMIIOHEHTA,;

BOXX — BeicokorhpexTruBHAS )KUIKOCTHASL XpoMaTorpadus;

JPC — nuHamMuueckoe paccesiHhe CBETa;

n-TDD — nucniepcroHHas TBepaAoda3Has IKCTPAKITUS

KKM — kputrdeckas KOHIIEHTpaIlds MHUIEIIO00pa30BaHMs, MOJIb/ T,

KKT — kputuueckas temneparypa Muiiesuiooopasonanusi, °C;

MT®/] — maTpudHoe TBepaAo(]azHOe JUCTIEPTUPOBAHUE;

TDD — tBeprodazHas FIKCTPAKITUS;

TMXC — TpUMETUIXJIOPCUIIAH;

TOOC — TeTpa’TOKCUCHIIAH;

[TAB — moBepXHOCTHO-aKTUBHOE BEILLECTBO;

[IMO — nonuMepsl ¢ MOJIEKYJIIPHBIMU OTIIEYaTKAMU;

[HTAB — 6poMu1 IETUITPUMETHIIAMMOHHUS.
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