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AHHOTaUMA

PaccMoTpeHbl MeTozbI  OmNpeAeneHus CBOWCTB 0OpameHHO-(a30BbIX XpOMaTOrpa(uuecKux
copbenToB, omyOnukoBanHble B 1990 — 2012 rr. OtaenbHble UCTOYHMKH, OTpakarolue HambOosee
Ba)XHbIE ITPOOJIEMBI JaHHOH TEMaTHKH, OTHOCATCS K Oojee paHHeMy mepuony. B o0030pe oTpakeHBI
(U3UKO-XMMHUYECKHE, XpOoMaTorpaduieckie METOIbl HCCIENOBAaHHUs CBOMCTB COPOEHTOB, a TaKKe
MPE/ICTaBJIEHBl MOJAXOAbl K H3YYEHHIO MX CTa0WIbHOCTH. B Hacrosinee BpeMsi He CyLIECTBYeT
YHUBEPCAJIBLHOI'O TECTA ISl KCCIIEI0BaHUsI OOpaIIEeHHBIX (a3, Ka)Iblii METO/I UIMEET CBOM OCOOEHHOCTHU U
obnactu npuMmeHeHus. JlaHHOe HampaBiieHHE UMeEeT OOJbIIOoe HAYYHOE W MPAKTHYECKOEe 3HAYCHUE U
CIIelyeT OKU/IaTh €ro pa3BUTHUsI B OyayIIeM.

KiroueBbie ciioBa: oOpameHHO-(a30BbIe COPOCHTHI, YSHIKEHIMHT, THAPOGOOHOCTh, OCTATOUHAS
CHJIaHOJIbHAS ~ aKTUBHOCTh, CEIIEKTHMBHOCTH MO QopMme, TuapopmibHO-rHapodoOHbI  OanaHc,
XxeMoMeTpudeckas 00paboTKa TaHHBIX

Test procedures for reversed-phase high-performance liquid chromatographic packings,
published in 1990 — 2012, are reviewed. Some works, concerning the most important problems of this
issue, correspond to more recent period. In this review the physical and chemical, chromatographic
methods of investigation and approaches to stability evaluation are presented. There is no a universal test
for reversed phases evaluation and each method has his own peculiarities and field of application. This
area has great scientific and practical importance and one should expect its development in future.

Keywords: reversed-phase packings, endcapping, hydrophobicity, residual silanol activity,
shape selectivity, hydrophilic-hydrophobic balance, chemometric treatment of data

BBepeHue

B 3apybOexnoit nuteparype OmMyONMKOBAH IENBIA PO CTaTel 0030pHOTO
XapaxTepa, MTOCBSIIIEHHBIX HCCIIEZIOBAHUIO CBOJCTB oOpatieHHO-(a30BbIX
xpoMarorpaduaeckux copOeHtoB [1-8]. B oTedyecTBeHHON mepuoanke 0030pOB Ha ITY
AKTYaJIbHYI0O TEMY HaMH HC Haﬁ)IGHO, MMo3TOMYy mpcmiaracMas CTaTbsd MdOJIKHA OBITH
MHTEPECHON W TMOJE3HOW IIMPOKOMY KpYry XpomarorpaucroB — TEOPETUKOB U
IIPAKTUKOB.

Hadano wuccrenoBaHuio CBOWMCTB COpPOCHTOB Ha OCHOBE CHIIMKAressl TOJIOKEHO
OJIHMM U3 «IMHOHEpPOB» obOpamieHHo-(pazoBoit BOXKX II. XopBarom B €ro KiIacCHUYECKUX
paborax [9,10]. Ilpum wuccnenoBaHuU 3aBUCUMOCTU YIEPKUBAHUS KpayH 3(QHpPOB OT
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coJiepkaHus MeTaHola B mojBuxHOM (aze (I1P) Ha momydyeHHON KpuBOM Habronamu
MUHUMYM. ABTOpBl [OKa3aJd, 4YTO JAaHHOE SBJICHUE CBA3aHO C JIBOMCTBEHHBIM
MEXaHU3MOM  YIEp’KUBAaHUS, BKIIOYAIOIIMM  COJIbBOPOOHOE U  cuilaHO(QUIbHOE
B3aumoieiictBue. IlepBas cocramistomas o0ycioBieHa B3auMoecTBueM rupodoOHbIX
yacTeld MOJIEKYNl pa3/ieliieMbIX BeElIeCTB ¢ rujpodoOHON mnpuBuTON (Qa3oil, BTOpas
OOBSACHSETCS MPUTSKEHUEM IOJIOKUTEIBHO 3apsHKEHHBIX HOHOB U JMCCOLMHUPOBAHHBIX
cuinaHoJIbHBIX rpymm copoeHTta [9]. Ilomydennwiii BeiBox III. XopBar m coaBTOpPHI
MOATBEPJMIIA TMPU HCCIEIOBAHUM YICPKUBAHUS HEKOTOPBIX MENTHUIOB. AHAJIOTMYHBIN
MUHHMYM Ha KpHBOM 3aBHCHUMOCTH YAEp)KHMBaHHUS OT COJIEpXKAaHUS OPraHu4ecKOro
Moaudukatopa B [1® Habnaromancs He TOIbKO Ha copOeHTaxX ¢ NpUBUTHIMU Tpynnamu C8 u
Cl18, HO M Ha uucTOM cuiauKareine. ABTOpbl pPaOOThl OTMEYAIOT, YTO OCTAaTOYHbBIE
CHJIaHOJIbHBIE TPYIIBI MOXKHO MAaCKHpOBaTh 00aBiieHneM B [1® Bojabl WK MOIXOAIINX
aMHUHOB, OJIHAKO YKa3bIBalOT, YTO MX BJIMSHHUE CIE€IYET CUUTATh HE TOJIbKO MEIIAIOIUM
ahdexTom, HO U PaKTOPOM OMTUMHU3AIMH XpoMmaTorpadudeckoi ceiaexktupHocTu [10].

B 3aBHCHMMOCTH OT HCIOJIB3yEMOTO MOAXO0Ja METOJIbl UCCIIEOBaHUS COpPOEHTOB
MOXXHO THOJpa3fenuTs Ha ¢usuko-xumuueckue (JAMP, HK-Oypre cnekrpockomnus,
PamaHOBCKass ~ CIEKTPOCKONHMS,  TEPMOIPABUMETPHS,  KOJOpPUMETpUS U JIp.),
xpomatorpaduueckue (OCHOBaHbl Ha U3YYEHHU XapaKTEpUCTHUK TECT-BEUIECTB) U
XeMOMeTpHueckue (MCHOJb3yIOT MaTeMaTH4ecKHe MOJAEeNu U MH(OPMalUOHHbIE
TEXHOJOTUU  Juisi ~ 00paboTKM  OOJBIIMX  MAacCMBOB  JIaHHBIX,  IIOJIyYE€HHBIX
xpomatorpaduueckuMu Metogamu). OU3NKO-XUMHUUECKHUE METObl OO0JIbIIE MOAXOAAT IS
UCXOJHBIX COPOEHTOB, MOCKOJbKY HMX HCIOJIb30BaHUE U1 KOJIOHOK MpHUBENIO Obl K
HapyYIICHUIO UX IIEJIOCTHOCTU U BBIXOJY U3 CTposi. BMecTe ¢ TeM, 3TH METO/bl MO3BOJISIOT
MOJIy4YUTh HaumboJjee TOUHYI0 MH(POpPMalLMI0 O (PU3UKO-XMMHUYECKOM CTPOEHUHU COpOEHTa
(KOHLIEHTpalMsi M THUIl OCTATOYHBIX CHJIAHOJIBHBIX TIpPYNIl U MPUBUTHIX JIMTAHJIOB,
coJiep’KaHre OpraHMYEecKOro yrieposa, pasmep u popma 4acTHll, IUIOLIa/b TOBEPXHOCTU U
ap.). Xpomartorpaduueckrue MeToAbl Hambosee yJOoOHBI M HAIJBIAHBI C TPAKTHYCCKOM
TOYKH 3pEHUs, IOCKOJIbKY OHHM HE TOJBKO TI03BOJISIOT OLEHUTh Haumbojee Ba)KHbIE
cBorictBa  copbenta  (TmapodoOHOCTh, OCTAaTOYHAs  CHJIAHOJbHAs  AKTUBHOCT,
CEJICKTUBHOCTHh 1O (opmMe MOJIEKyabl copOaTa), HO W HEMOCPEACTBEHHO OIPEICIIUTh
IPUTOJAHOCTh  UCCIEIYEeMOW  XpoMarorpaguueckoid  KOJOHKM JUIi  KOHKPETHOI'O
pasneneHus. XeMOMETPUYECKHE METOAbl OOBIYHO paccMaTpUBAIOT COBMECTHO C
XpoMaTorpauueckuMy, IOCKOJIbKY, KaK YK€ YKa3aHO BbIIIe, OHM OCHOBaHbl Ha
00paboOTKe TOJIYYCHHBIX SKCIEpPUMEHTaIbHO MaHHbIX [4]. Kpome 53TOro, MbI couwltmn
11e1ecoo0pa3HbIM BBIJICIUTh B OTHAEIbHBIA MOJpa3fesl pacCMOTPEHHE HCTOYHHKOB IIO
HCCTIEAOBAHUIO CTA0MIBHOCTH O0OparieHHO-(a30BbIX COPOCHTOB B CBSA3UM C OOJIBIION
MIPaKTUYECKON BaKHOCTHIO IaHHOTO CBOMCTBA.

PU3nKo-XxumMm4eckmne metoabl

XUMHUYECKOE CTPOEHUE CHJIMKAreNsl U €ro MOBEPXHOCTH MOXKET ObITh U3y4€HO U
KOJIMYECTBEHHO OLIEHEHO Pa3INYHbIMU (PU3UKO-XUMUUYECKUMU (HEXpOMATOrpapUueCKUMHU)
Meronamu, Hampumep SAMP. Ilokazano, uyto mnpu o00paboTke copOeHTa CMEeChiO
aneronutpuia ¢ D,O npoucxoaur 3amenienue rpynn —OH na —OD. M3mepsiin curHan
rpynn Si-OD, npsiMo NpONOPLUOHANBHBIN KOHLEHTPALMU OCTATOYHBIX CHJIAHOJBHBIX
rpynn Ha moBepxHocTu copbeHta [11]. Jlng wuccienoBaHuss CBOMCTB IMOBEPXHOCTHU
cunukarens ucrnoias3oBanu SAMP u amcopbumro azora. Ilokazano, uto amcopOIMOHHBIE
CBOMCTBa KOpPPEIUPYIOT C COAEpKAHHMEM Ha TOBEPXHOCTU CHJIAHOJNBHBIX TpYIII,
HavneHHbIM Tipu oMoty SAMP [12] ITpu momomm IMP MokeT ObITh HE TOJILKO U3MEpPEeHa
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MIOBEPXHOCTHAsA KOHLIEHTPALUs CUJIAHOJbHBIX TPYII, HO U YCTAHOBJEHO HX CTPOCHHUE
(M30JIMPOBAHHbIE, F€MHUHAJIbHbIE, BULIMHAIbHBIE), @ TaKXKE OINpPEJENCH THUIl CBSA3bIBAHUS
JUTaHjia ¥ SHAKEWnuHra (MOHO-, 1u-, TpU(yHKIMOHANbHBINA) [4]. AMP-uccnenoBanue
TaK)K€ MCIOJIb30BAIM JJIsl U3YyUEHUS BIIMSAHUS TEPMHUUYECKON 0OpabOTKH Ha MOBEPXHOCTH
CHWJIMKareiss Mpu ONTHUMHU3ALMU IIpoliecca JepuBaTH3aluu copOeHTa TuapodoOHbBIMU
murangamu  [13] w1 xapaktepuctuku copbenta Tmna Cl18, mosydeHHOTO C
UCIO0JIb30BaHUEM TpoMmexkyrouHoro ruapuna [14]. Ilomydenst cnektpel SIMP psna
BELIECTB B mpoliecce ux copbuuu. [lokazaHo, 4To U3MEHEHUs CIIEKTPOB KOPPETUPYIOT CO
CTENEHBIO CPOJICTBA coplaTa K HEMOABMW)XHOMW (ha3e M C CEJICKTUBHOCTBHIO COpPOCHTa IO
dbopme wmosiekyn pazgensiembix  BemectB [15]. Meron SMP  wucmonb3oBaH s
HCCIIEIOBAaHUSl COPOLIMU alleTOHUTPUJIA Ha TIOBEPXHOCTU 00palieHHO-(a30BbIX COPOEHTOB
C pa3aMYHOM IUIOTHOCTHIO TOKPBITUS npuBUTOM (asoil. Habmiomaercs derkas
3aBUCHUMOCTb COOTHOIIEHHS aJICOPOMPOBAHHOIO OPraHUYECKOr0 PACTBOPUTENS U BOJBI OT
wioTHocTH MOKpeITUA [16]. Crekrpel SIMP 1mo3BoJsIOT TakXke CyauTh O IOJBHUKHOCTU
MPUBUTHIX TUTAHAOB [17].

Jljig vccnenoBaHus XUMUYECKOTO CTPOEHMSI TIOBEPXHOCTH COPOEHTA U CTPYKTYpPbI
MIPUBUTON HEMOJBMKHOU (ha3bl TakkKe MUPOKO ucnoibzyerca meroa MK-cnekrpockomnum,
a HauOoJsiee pacHpoCTpaHEHHass TEXHHMKa JUisl JaHHOM obOnactu — uHppakpacHas
cnekrpockonusa auddysnoro orpaxkenus ¢ npeodpaszoBanrem Dypre (DRIFT). Jlannbrii
METO/I TaKX€ MO3BOJIAET YCTAHOBUTH THUIl CHJIAHOJIBHBIX TPYII U XMMHUYECKOE CTPOCHHUE
npuBHTHIX Juranaos [1,4,8,13,14,17,18].

B xumum xpomarorpaduyeckux COpOEHTOB NpUMEHSIOT U PamaHOBCKyrO
cnekTpockonuio. [Ipu momouu 3Toro mMeroja McciaeloBaId BIHMSHHE HAa KOH(POPMAIHUIO
NpUBHTHIX Tpynm pactBopureneid [19,20], temmepatypsl [21], XUMHUYECKOTO CTPOCHHS
muranjioB [22]. Iloka3zaHo, 4TO MpH U3MEHEHUU TeMIIEpaTypbl cOpOeHTa B CTPOCHUU
npuBuTod Qaspl TMna C18 HE NPOUCXOIUT H3MEHEHHH, KOTOpble XapaKTepHBI s
CBOOOJHOI0 OKTa/IeKaHa MpH ero miuasiaeHuu rnpu 28+30°C. B To xe Bpemsi, crieKTpaibHbIe
XapaKTEPUCTUKU MMOBEPXHOCTH U KUIKOTO PACTBOPUTEINS MOXO0XKH, a UX U3MEHEHHE MpHU
MOHI)KEHUU TEMIIEpaTypbl CBHUJIETEIBCTBYET O IOBBIIMIEHUU CTENEHU YMOPSAIOYEHHOCTU
MIPUBUTHIX TUTAHAOB [21].

ConepkaHre OPraHUYecKOro yrjiepoaa, XapakTepusyiomiee ruapopoOHOCTh
oOpareHHO-(Pa30BbIX ~ COPOCHTOB,  MOXET  OBITh  ONPEACICHO C  IOMOINIBIO
TepMorpaBUMeTpuu. MeTon ocHOBaH Ha HarpeBaHuu copoenta ot 150 no 600°C u
KOHTpPOJIE COOTBETCTBYIOILEIO CHM)XEHHMsS Macchl oOpasma. Ilokazano, uro mpu Oosee
HU3KUX TeMIIepaTypax MPOUCXOIUT yJaJ€HHWE PacTBOpPUTENEH, Mpu Oojee BBICOKUX —
KOHJICHCAllUsI TIOBEPXHOCTHBIX CHJIAHOJIbHBIX rpynn [23]. Merox TtepMmorpaBuMeTpUn
NPUMEHSUIM JJIs ONpPENENICHUs] COJIEp)KaHUs Yriiepoja B copOeHTaX ¢ MPUBUTHIMU
GbeHWIbHBIMU U TNeHTaPpTOpGEeHWIbHBIMU rpynnamu [24], a Takke Npu H3yYEHHUH
CTaOMJIBHOCTU U COJEP>KaHUSl CHIIAHOJIBHBIX TpYII B 0OpaiieHHO-(a30BbIX COPOEHTax
[18].

PenTtrenoBckas komrnbioTepHasi ToMorpadusi, MUPOKO UCIOIb3yeMas B MEAULIMHE,
Hallla MPUMEHEHHE M B XUMHH XpoMarorpaduueckux COpOeHTOB Jis HCCIEeI0BaHUS
3aBUCHUMOCTU OJHOPOJHOCTU pacHpeesieHus] YacTHUIl U TMIPOJIMHAMUKU CJIOSI OT (OPMBI
3epeH (cdepuueckne wu HempaBuwibHOW (opmbl). I[loaTBepkaeHa Oojiee BBICOKAs
3¢h(HEeKTUBHOCTH COPOCHTOB Ha OCHOBE C(hepUIECKUX JacTuil [25].

Jljig XapakTepUCTUKHU JIeTajeil moBepXHOCTU cOpOeHTOB pazMepom oT 1 1o 100 Hm
MEPCIIEKTUBEH METOJ paccesHuss HEeUTpoHoB. [Ipu momom 3TOro Merojga BO3MOXKHO
ompe/eNIieHue TOJIIUHBI CJIosi MpUBUTOM (pa3bl u ee oObemHOU (ppakmuu. Bmecte ¢ Tem
OTMEYAETCsl, YTO XapaKTep paccesHus HEUTPOHOB W HUHTEPIIpPETAlMs pPEe3yabTaTOB IS
COpOEHTOB ¢ MPUBUTOM (a30i TOPaA3/I0 CIOKHEE, YeM TSI UCXOTHOTO CHITHKAress [26].
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Kondopmauuu npusuroit ¢asel tuna C18 u copbuusa monaenabHOro Beuiectsa (4-
TUAPOKCH-2,2,6,6-TeTpaMeTHIIUIEpUIUH-N-OKCHIT) B IIPUCYTCTBUU OMHApHBIX
pacTBopuTeNnei (aneTOHUTPUI—BOJAA W METAaHOJ-BoAa) Obuin m3ydeHa wmeroiom OIIP.
[ToxazaHo, 4To mpu KOHLEHTpaluu aueroHuTpwia Bwimie 50% mnpusButas ¢daza nMeer
YIOPSAJOUYEHHYIO CTPYKTYpY, a Ipu 0ojee HU3KOM COJCPKAHUM HMMEET MECTO KOJLIAIC
(cioxeHune) TUran0B K MOBEPXHOCTH copOeHTa [27].

Jlnia xapaktepucTuku rudpugHoro copoenrta tumna C18 ucnonsizoBanu meton ACK.
[Tokazano namuue dazooro nepexona mpu 90°C [28].

[Ipu wucciaenoBaHun COpOLMM pPAcTBOPUTENEH CIIOEM HEMOABMKHOM  (pa3bl
HCIOJIb30BAJIM METOJl MUKpPOKaJIOpUMETpuu. JlaHHBI MOJIXOJ OCHOBAaH Ha HM3MEPEHUU
TeIUla, BBIIEISIONIEToCs] IPU TMOTPYKEeHUU copOeHTa B pacTBopuTenb. llokazaHo, uTO
pe3ysbTaThl 3TOTO METOJA COTJIACyIOTCS CO 3HAYEHHUSIMH, MOJTYYEHHBIMH MpPU HOMOIIU
XxpomaTorpaduueckoro (InHaMu4eckoro) Merona [29].

Ancopbuust 3TaHosa, 2-W30MPOIIAaHoJIa, ALUETOHUTPUIIA U TeTparuapodypaHa Ha
COpOEHTaxX Ha OCHOBE CHJIMKarejs HM3y4eHa METOJIOM MUHOPHBIX BO3MylIeHHH. Meton
OCHOBAaH Ha WHXEKTUPOBAHUU HCCIEAYEMOTO PAcCTBOPUTENSI B MOTOK JIIIOEHTA, COCTaB
KOTOPOTO OTJMYEH OT JAaHHOTO PAacCTBOPUTEIS U PETUCTPAaLMU BO3MYLIEHUS 0a30BOM
JIMHUM, XapaKTep KOTOPOTO 3aBHCUT OT MapaMeTpoOB aJCcOpOLMH 3TOTO PACTBOPUTEIIS.
[lokazaHo, 4T0 mHpU MOMOIIM JAHHOIO METOJAa MOXHO OXapaKTepHU30BaTh CTENEHb
IeTEepOreHHOCTH IIOBEPXHOCTU COpPOEHTa, T.e. OTHOUICHHE IUIOIIAJU IOBEPXHOCTH,
3aHSTOM OCTAaTOYHBIMU CHJIAHOJIBHBIMH TPYNIIaMH, K IUIONIA/W, MOKPBITON MPUBUTHIMU
oprannyeckumu Jmrangamu [30].

[IpencraBiasier UWHTEpeC HUCCIEIOBAHUE 3aBUCUMOCTH CBOWMCTB  HEKOTOPBIX
oOpareHHO-(Pa30BbIX COPOCHTOB OT JIABJICHHS MPECCOBAHUSI MMPU U3TOTOBJICHUH KOJIOHOK.
[TokazaHo, 4yTO MpH BO3paCTaHUU AABJICHUS IPECCOBAHUS BHELIHSS OPO3HOCTh COpOEHTa
CHWKAETCA IIpU COXPAHEHHWH IIOCTOSHHOM BHYTPEHHEW mnopo3HocTu. Ilpum »sTOM
yACp)KUBAHUE PsAJia TECT-BEIIECTB (alleTOH, OeH3UIaeTaT, OCH3MIOBBIA CITUPT, M-KPE301JI,
2,6-mumetundenon, metunbdenszoar, 3-heHw-l-npomanon, ypanuia) U 3)PEKTUBHOCTH
KOJIOHKM JIMHEHHO Bo3pactatoT. llopo3HocTh copOeHTa ompenensuid MpU  MOMOIIU
WHBEPCUOHHOM AKCKIIIO3UOHHON XpomaTtorpaduu [31].

VYHuBepcanbHblil (U3NKO-XMMUYECKHI METOJ — METOJ 3JEMEHTHOIO aHallu3a
WCIOJIb30BAJIM TPU HCCIEIOBAHUM HEMOJBIKHBIX (a3 C MPUBUTHIMU (EHWIBHBIMU U
neHTapTOpHEeHNIBLHBIMU TPYIIIaMHU JUIS OIIPEEICHUS UX XUMUYECKOT0 cocTaBa [24].

Baxxnas XapakTepuCcTUKa MEXMOJIEKYJIIPHOTO B3aUMOJICHCTBUS
MOU(UIIMPOBAHHON TIOBEPXHOCTH COPOCHTOB C MOJIEKYJIaMH copOara W TMOIABHUIKHOM
KUIKON ¢azoi, IIpaBUJIbHAsA OLICHKA KOTOpOU I103BOJISAET YIPABIATH
XxpomaTtorpauueckuM mpoueccoMm — ruapopuiabHO-ruaApodoOHeii  Oamanc (I'Th)
xpomarorpaduueckoit  cuctembl. Jnsa  skcmepumenTtanpHOoro  ompeneneHuss [Th
MIPeI0KEHO BbIOUpaTh MoJenbHble coenuHenus -1 ¢ Takumu xe QpyHKIMOHATBHBIMU
IpyINIaMu, Kak y IpUBUTON (azbl:

O—SIH3 O—SIH3 CH3 O—SIH3

HO—Si—O—SiH; R —Si—O—SiH; R—S8j— O—Si—O—SiH;

O—SIH3 O—SIH3 CH3 O—SIH3

I II III

Tony6uyxwi I' 5. / Cop6unonusie i xpomarorpaduueckue nponeccst. 2013. T. 13. Bo. 4



433

Omnpenensanu norapudm kodpduimenta pacrnpeaeseHnuss ITUX BEIIECTB B CUCTEME
H-OKTaHOJI — BOJa, KOTOPBIA XapaKTEPHU3yeT JaHHOE CBOMCTBO [32].

XpomaTtorpadmuyeckue metoabl

C npakTuuecKkoi TOYKU 3pEHUS JUIsl OLIEHKU CBOWMCTB COpOEHTOB OoJsiee yIOOHBI U
HarJIgIHbl XpoMaTorpaduyeckue METobl. DTH METOJIbl HE TOJIBKO JAI0T KAYECTBEHHYIO U
(MMM) KONMMYECTBEHHYIO XapaKTEPUCTHUKY COpOEHTa, HO ¥ TMO3BOJISIOT HAMETHUTh
KOHKpETHBIE MYTH ONTHUMM3AIMH XPOMATOrpaduuyecKol CEeNeKTUBHOCTH. BOJIBIIMHCTBO
XpomaTorpauueckux METOJ0B OCHOBAHO Ha OLIEHKE OTHOCUTEIBHOIO YAECPKUBAHUS ABYX
Wi Tpex TecT-BeulecTB. Kak mpaBuio, 3TH BellecTBa 3HAYUTENIBHO OTJIMYAIOTCS IO
ruipopoOHOCTH U (WJIM) BEIMYMHE IOJIOKHUTEIBLHOTO 3apsijia UX MoJiekyl. B mepBom
cllydae OTHOLIEHHE BEJIMYMH yIEp>KUBaHMS XapaKTepusyeT ruapopoOHOCTh copOeHTa, BO
BTOPOM — €ro OCTaTOYHYK CHUJIAHOJIbHYIO aKTHBHOCTb. B paborax [11,33-35]
CUCTEeMAaTU3MpPOBaHbl M KpaTKO OXapaKTepU30BaHbl Takue MeTojbl. B kauecTBe Tect-
BELIECTB B HHUX HCHOJB3YIOT 2,3-IuruapokcuHapTalivH U 2,7-ITUruapoKCUHapTaIuH
(xapakTepucTuKka  COJEpPKaHHUS METAIOB), ypanuia (Mapkep «MepTBOro» o0bema),
nupuauH [35], HadTanuH-cynbhokucnoTel [36,37], amurpuntunaud [38], TUTUS HUTpAT
[39,40] (ocrarouHas cuJaHOJbHAsE  AKTUBHOCTb),  IapaleTaMmos, TUAPOXJIOPHUA
dbenumrdpuna, Maneatr xiuopdeHupamuna, 4-amuHodeHon, 4-xmopaneraHuwiun, 4-
nutpodenon [41], anerodenon, anuzon, 2,3-mumetmwindenos, aumetwidranar [42] mis
OIIpENENEeHUs IPYTUX CBOWCTB.

[IpoBeneHo cpaBHHUTENBHOE UCCIIEIOBAHNE CEIEKTUBHOCTH cOpOeHTOoB Thma C18 u
C8 B yclOBHSIX HU3MEHSIOIIEWCS KPYTH3HBI TpajJueHTa U TeMIepaTypbl KOJIOHKU. B
KayecTBE TECT-BEUIECTB MCIOJIb30BAIM CMECh JEBSATH COpPOATOB M JIBYX BHYTPEHHHUX
CTaH/ApPTOB, YICPKUBAHHUE KOTOPBIX ONPENENSIN IPU Pa3IUUYHbIX KOMOMHALUIX
TeMIeparypbl M BpeMeHu rpanueHta [43—46]. Taxue paboThl, 0€3ycIOBHO, HMEIOT
[IPaKTUYECKYI0 I[IEHHOCTh, OJIHAKO pe3yJbTaThl CKOpPEe MPUMEHUMBl HE s
CUCTeMAaTHU3allii CBOMCTB COpPOEHTOB, a Uil HENOCPEICTBEHHOW ONTHUMH3ALUU
paszaeneHusl.

Ucnonb3oBaHne xemomeTpuyeckom o6paboTkum

B page pabor cBoiicTBa oOpamieHHO-(a30BBIX COPOCHTOB  HCCIEIOBAIH
XeMOMETpHIeCKUMU MeToaamu [47-54]. DTu MeToasl OCHOBaHBI Ha MaTeMaTHYECKOM
00paboTke 0O0JBIIOTO MaccHUBa JaHHBIX IO YAEPKUBAHUIO TPYIIIbI BEIIECTB C Pa3HbIMU
CBOMCTBaMHM (KHCIIOTBI, OCHOBAHUS, HEWTpaJbHbIE BEIIECTBA, T.A.). YJIEpKUBaHUE
BEIIECTBA C TEMM WM HUHBIMM CBOWCTBAMHU XapaKTEPU3YET OIPENEICHHOE CBOMICTBO
copOeHTa: HalpuMep, OCHOBAaHUS — OCTarTOYHYK) CHJIAHOJBHYIO  aKTHBHOCTD,
HEUTpabHOTO BemecTBa — TuAPoGoOHOCTh. OmnpeneneHHoe CBOWCTBO HCCIETyeMOTO
copOeHTa omnuchiBaeTcsl (YHKIMEH, MpPEeICTaBIAIONIEd CYyMMY HECKOJBKHX CJIaraéMblX.
Kaxmoe u3 Takux ciiaraéMbIX XapaKTepH3yeT TO WIM HHOE (PHU3UKO-XHUMUYIECKOE CBOMCTBO
(MOHHBIE ¥ JUCHEPCUOHHBIE B3AaUMOJEHCTBUS COpPOATOB W HEMOABMWXKHOM  (pasbl,
oOpa3oBaHUE BOJOPOJHBIX CBA3E€H W JIp.) U OLIEHUBAETCS IO YAEPKUBAHHUIO BEIECTBA,
00J1aaroero COOTBETCTBYIONUMHU cBoMcTBaMu [51-53]. OmHOM W3 pa3sHOBUAHOCTEH
TaKUX METOJOB MOXXHO CYUMTATh HCCIEIOBAaHWE JIMHEWHBIX 3aBHCUMOCTEH SHEPIHU
cCoJbBaTallMU. B 3TMX MeTonmax yaep)KWBaHHE T'PYIIBI TECT-BEIIECTB Ha OINPEICICHHOM
copOeHTe M3yJaroT MPH HECKOJIBKHUX pa3HbIX cocTaBax [1d. M3mMeHeHne COOTBETCTBYIOMIEH
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(GYHKIMM [IPU CMEHE PAacTBOPUTENS XapaKTEpU3YyeT OIpPENIeICeHHOE CBOWCTBO cOpOeHTa
[49,50]. B nmpyrux mMeromax 3TOW TIpyHmbl JUIsl OLIEHKH CBOMCTB COpPOEHTa IOJIydaroT
KOJIMYECTBEHHBIE 3aBUCUMOCTH YAECPKUBAHUS OT CTPYKTYPHBIX XapaKTEpUCTUK cOpOATOB.
Kaxnoe ncrosib3yemoe TecT BEUIECTBO MIPH 3TOM XapaKTepU3yIOT HAOOPOM JIECKPUITOPOB,
OTpaXkarolux (PU3MKO-XUMUYECKHE CBOMCTBA, CBSI3aHHBIE C YyAEpKUBaHUEM (AUIOIbHBIN
MOMEHT, U30bITOYHAS 3JIEKTPOHHAs IJIOTHOCTD, JOCTYIHAS JJI BOJbI IJIOLIAAb MOJIEKYJIbI)
[47,54]. XeMoMeTpUYECKUE METOMbl MCCIEJI0BAHUS CBOMCTB COpPOEHTOB MMEIOT CKOpee
TEOPETUYECKOE, YeM TMPUKIAJAHOE U TMpakThyeckoe 3HayeHwe. Jlnsg mosyueHus
HE00X0 1Mo uHbopManuu HE00X0 MO coOparb OTPOMHBIN MacCHB
AKCIEPUMEHTAJIbHBIX JTAHHBIX, YTO TpeOyeT OOJbIIMUX 3aTpaT BPEMEHHU M MaTepHaIbHBIX
cpenactB. Uuciio Takux METOJOB, HUYEM NPUHUUNHAIBHBIM HE OTJIMYAIOIIMUXCS OIUH OT
JPYroro, MOXeT ObITb OTPOMHBIM: B CYIIHOCTH, JIt0OO€ XMMHYECKOE COEJUHEHHE B TOU
WM UHOM CTETEeHU MOJXOIUT Ha POJIb TECT-BEIIECTBA.

C mpakTu4eckoil TOYKM 3peHUsi HeoOXOOUMO, YyTOObl CBOWCTBA TOTO WJIM HHOTO
copOeHTa, ompeeJeHHbIE B OJHON J1ab0opaTopuu, BOCIPOHU3BOIMINCH B JIFOOOU JIPYyroi.
[ToxazaHo, 4YTO 17 BBINOJHEHHUS 3TOrO YCJIOBHS HEOOXOJUMO CTpPOTO MOAJEP>KUBATH
onpezeneHHyo temmneparypy [I® M KOJOHKM C MOMOIIbIO KHAKOCTHOTO TEPMOCTATa,
coctaB [I® J0omKEeH TOYHO KOHTPOJUPOBATHCS, a €€ MPUTOTOBJIEHHE CJEAYET
OCYIIECTBIIATH IO Becy [55].

TakuMm 00pazoM, OOJBIIMHCTBO ONYOJIMKOBAaHHBIX METOJOB OCHOBAaHO Ha
HCCIIEIOBAaHUU YIEP)KUBAHUS, KaK MHHMMYM, JBYX TECT-BELIECTB IPH ONPEIEICHHBIX
xpomatorpaduueckux yciaoBusix. Ha 3Tom (oHe mpeacTaBisioTcs OpUTHHAIBHBIMU
METOJpl, B KOTOPOM MCIOJIB3yeTCS TOJBKO OJHO TecT-BemecTBo. B wunHrepBasie pH
noaBxHOM ¢assl 2,0+11,0 MHOHHOE COCTOSIHHE YEeTBEPTUYHOTO aMMOHHEBOTO OCHOBAaHMSI
(OpeTusinyM TO3WJIAT) HE W3MEHSIETCS, MO3TOMY €ro YIEp)KUBAHHME 3aBHCHUT TOJBKO OT
KOHLIEHTpAllUK Ha IIOBEPXHOCTHM COpPOEHTa HOHM30BAHHBIX CUJIAHOJBHBIX TPYII.
CnenoBarenbHO, CTENEHb 3aBUCHMOCTH YAEp:KUBaHUs dToro BemectBa or pH IID
XapaKTepU3yeT BEJIMYMHY OCTAaTOYHOM CHJIAHOJIbHOM aKTUBHOCTH HCHOJIb3YEMOI'O
copbenta [56]. IlpemnokeH HOBBIM OPUTHMHAIBHBIA METOJ OIICHKA OCTaTOYHOM
CHJIaHOJIbHOM aKTUBHOCTH, OCHOBAaHHBIM Ha UCCIIEJOBAaHUM BIUSHUS KOHLEHTpPaLUU
O0ydepnoii cocraBmstomenn [1d Ha ynepxuBanue TecT-BemecTBa nudenruapamuna. s
MIPAKTUYECKOI0 MCHOJb30BaHUS JJAHHOTO TECTa JOCTATOYHO OIpPENeiIuTh KO3 UIIUEHTHI
€MKOCTH TECT-BEILleCTBa JJIsl KOHIIEHTpauuil auruapodocdara kanusi B MOABHKHON (aze
0,04M u 0,01M, paccunTaTh pa3HOCTb /nk W pa3AeNUTh €€ Ha Pa3HOCTh KOHIIEHTpAIUil.
Mertona no3Bossier nuddepenmnupoBars odpamnieHHO-(pa3oBbIe COPOSHTHI Ha JIBE OOJBIITHE
IPyNIbl [IPU aHallM3€ OCHOBHBIX coenuHeHui. llepBasi rpymma nMeeT BBIPaKEHHYIO
CHWJIAaHOJIbHYI0 aKTMBHOCTb M IIOKa3bIBAaeT CHIDKCHHME YAEP)KMBAaHUS IPH  POCTE
KOHLIEHTpauuu Oydepa, BTOpas HMEET IPOTHUBOMOJIOKHYIO 3aBHUCHUMOCTb, ITOCKOJIbKY
ruipopoOHbIe cBOicTBa npeobnanatot [57,58].

C ToukM 3peHHs HCHOJb3YEMbIX IPU TECTUPOBAHUHU YCIOBUH OPUTHMHAIbHbI
METO/Ibl C UCIOJIb30BAHUEM CBEPXKpUTHUECKOH (pironaHOM xpomaTorpaduu. Peus uzaer o
TaKk Ha3blBAEMOM  «KapOTMHOUJIHOM Tectey». [lokazaHo, d4ro mpu  yCIOBUSX
CBEpXKpUTHUECKON (rongHo Xpomarorpaduu (moasuxkHas ¢aza (15:85) meranon—
auokeua yriepona npu 25°C u 15 Mlla) yaepxuBaHue TpaHc-uzomepa [3-KapoTuHa
xapakTepu3yer ruapooOHOCT,  HcciemyemMoro  oOpamieHHO-(pa3oBoro  copOeHTa,
yAEpKUBAaHUE 3€aKCAHTHHA — CUJIAHOJIbHYIO aKTMBHOCTb, a pa3JieIeHHE LMC- U TpPaHC-

M30MEpOB [-KapoTHMHA — CEJIIEKTUBHOCTh copOeHTa 1Mo (opme pasleisieMbIX BEIIeCTB
[59,60].
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B TaoJI. MIPUBE/IECHBI HEKOTOpBIE Haubosee pacnpocTpaHEHHbIE
XpoMaTorpaguuecKkue METOIbl OIIEHKH OCTAaTOYHON CHJIAHOJBHOW aKTUBHOCTH W (HJIN)
ruipopoOHOCTH 00paIieHHO-(PAa30BBIX COPOEHTOB U UX XapaKTEPUCTHKU.

UccnepoBaHue ctabunbHOCTU

Bonnbie moasmxHbie Ga3bl ¢ pH > 8 BBI3BIBAIOT pa3pylieHrne cOpOSHTOB Ha OCHOBE
CHJIMKaremns. OKCIEPUMEHTAIbHO TI0Ka3aHO, YTO OCHOBHOW MpOIeCcC, MPUBOIALIMNA K
JIECTPYKIMU — HE THIPOJIM3 NMPUBUTOW (a3bl, a pacTBOpeHHe cuimkarens. [Ipu stom,
OJTHAKO, THM MPHUBUTHIX JIMTAHJIOB BIHMSET HA CKOPOCTh TAHHOTO Mpolecca. VccienoBanme
MPOBOJIMIIA ITyTEM KOJIOPUMETPUIECKOTO OIPEICSICHIs] PACTBOPEHHBIX CHIIMKATOB IO
peakuuu o0pa3oBaHMs CUIMKOMOJIMOJATHOIO KOMIUIEKCca B oABMKHOM dasze ¢ pH=10 Ha
€€ BBIXOJIe M3 KOJIOHKH. [[oka3aHo, yTo O0jee CTaOMIbHBI HEMOABMXKHBIE (Da3bl C MIIOTHO
YIIAaKOBAaHHBIMH MOHOMEpPHBIMH JuMeTHiI-C18 nuranmgaMu 1Mo CpaBHEHHIO C (a3zaMu ¢
OOBEMHBIMH JUH3OTIPONIMII- W JUU300YTHII- JIUTAHJIAaMH, TIOKPHITHE KOTOPHIMH HMEET
MEHBIIYI0 IUIOTHOCTh. TakKke YCTaHOBJIGHO, YTO BBICOKOOYHMIICHHBIC CHIIMKATEIN
pacTBOPSIIOTCS B IIEJIOYHBIX PAacTBOpax OBICTpee, dYeM COpOEHTHI, COJAepIKaIIne
COCIIMHEHUS AIFOMUHIS, Kelle3a IIMHKA U IPYTHX 3JIeMeHTOB. Kpome Toro, ucmosib30BaHme
[1d Ha ocHOBe alETOHUTPHIIA MPOJUIAET KU3Hb COPOCHTA MO0 CPaBHEHUIO C METAaHOJIOM
[61]. [ns omepaTWBHOW OLEHKH CTAaOMJIBHOCTH oOOpamieHHON (a3l HCIOIb30BAIN
TECTOBYIO CMECh, COJIEP)KAIIyl0 aleTOH, OCH30HUTPWJ, OCH30J, TOIYoJ W HadTaIuH.
Omnpenensnu Biusiaue 11, copepxammx metaHos u kapobonat Hatpus ¢ pH 8,4; 8,2; 10,1
Ha yACpPKUBAHHE TECT-BEIIECTB, BHICOTY MUKOB M MX acUMMETpuio [62]. s u3ydeHus
cTaOMIBHOCTU 00paIieHHO-(a30BOr0 COpOEHTA TaKKE MOKET ObITh MCIOJIb30BaHA CMECh
JICKApCTBEHHBIX CPEJICTB OCHOBHOW NPUPOIBI (IHHIOJIOJN, METOMPOJIOJN, OKCHIIPEHOJIO,
npomnpanoiod), umemux pK B auanazone 9,5+9,7. Crapenue copOeHTa IMPOUCXOIUIIO
npu aevicteuu cmecu (1:1) aneronutpun—0,017M docdaTtHbiii Oydepubliit pactBop ¢ pH
11. Iloka3aHo, 4TO TpH 3aMEHE alETOHUTPHJIA HA METAaHOJ CTaOMJIBHOCTH COpPOCHTa
Bo3pacraer. K aHamoru4yHoMy pe3yabTaTy MPUBOAUT UCIIOIb30BaHUE Oy(hepHBIX BEIIECTB
OpraHU4ecKO¥ MPUPOJIBI TI0 CPABHEHUIO C HeOpraHmdeckKumu Qocharamu. i mpoaneHus
CpoKa cIy>kObI KOJIOHOK OoJiee 3((EeKTUBHO HCIOIB30BaHUE MPEIKOIOHOK, 3al0JTHEHHBIX
HEMOU(PHUIMPOBAHHBIM CHJIMKArejJeM 10 CPaBHEHHIO C NPEAKOJOHKAMH Ha OCHOBE
oOpareHHo-(Pa30BbIX COPOCHTOB [63].

Tabmuma. HexoTopble METOMBI OINpPENeICHHs] OCTATOYHOW CHJIAHOJBHOW AaKTHBHOCTH W
(wm) ruapodoObHOCTH 00paIeHHO-(ha30BbIX XpoMaTorpadhuuecKux COpOEHTOB

Merton TecT-BemecTBa VYcnosus Kpurtepun JIur.
Pacuer Urto
XapaKkTepu3yeT

1 2 3 4 5 6

DHrenb- (55:45) kivi/ki<1,3 [Mpurognocts must | 11,33,
rapzara o, . CH;OH-H,0 paszzaeneHus 47
H, OCHOBaHUI 1pu
@ﬂ &HHQN_Q_% BBIMOIHEHUH
’ YKa3aHHOTO
YCIIOBHS

NH, H —«— ki <k, —«
@ é t/t2<1,3
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1 2 3 4 5 6
Dpbu, o (4:1) k CreneHp 6,34
Tanaka o CH;0H-H,0 MIOKPBITHS
MOBEPXHOCTH
mpuBUTOI (hazoi
—— ki/k> T'unpodobHas
e CENEKTUBHOCTh
(ruapodobHOCTB)
— cofiep)kaHue
OpPraHHYECKOT0
yrnepoja B HO
@ —«— ko/k; CeNnekTUBHOCTD
Q O O ‘i o hopme
g
0,02M ki/k> Kucnoruas
KH,PO, pH HOHOOOMEHHAs
CHNH,  OH 2,7 B cmecu €MKOCTb —
(3:7) KHCJIOTHast
CH;0H-H,0 AKTUBHOCTh
CHJTAaHOJIBHBIX
TPYIII
(3:7) ko/k; EMKocTh 110
CH;0H-H,0 BOJIOPOHBIM
O e o ’\?Ha KCBHSHM -
@ r‘\/l[ N 0JINYECTBO
o”>N7TN JOCTYITHBIX
CHs CHUJIQHOJIBHBIX
TPYII U CTETICHb
SHJKEUTIMHTA
0,02M k]/kg 06]]_[35{
CHNH,  OH KH,PO, pH HOHOOOMEHHAs
7,6 B cMecHu €MKOCTb — 0011ast
3:7 CUIJTAaHOJIbHAS
CH;0H-H,0 AKTUBHOCTh
Yon- 1)CH;CN Dk, /k; 1) Octarounas 111
Tepca 2)(65:35) Dki/k; CUIJTaHOJIbHAS
Hs CH;CN-H,O aKTHUBHOCTH
2)
0
T, ©©© T'unpodobHOCTL
XopBata [NP+(C,Hs)sN ko=k;+k> k1-ruapodoOHbIit 9
k= BKJIaJ B 9,10
N(CHy), f(c(C:Hs5)3N) yIEepKUBaHUE
K2—
CIIIAaHO(IITBHBIH
BKJIa]] B
yIepKUBAHUE
Heiie ['papuent ot k=f(pH) OcrtarouHnas 556
B 10 1o 80 % CHJIAHOJIbHAS
~ CH;CN+ aKTHUBHOCTH
Q}C SCOSOS OydepHbIit
pactBop
pH 2,0+11,0
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1 2 3 4 5 6
«Kapo- | ZcArr R T (15:85) ki Abcomornas | 559,60
THHO- CH;0H-CO, ks rupod 00HOCTH
VTHBIH» &ME "1 (cBepxkput.) | (3eakcantuH) | CuiaHonbHas
TECT 25°C; 15 MIla ki/k> aKTHUBHOCTH
i Sanane o (tpanc/muc) | CeNeKTHBHOCTH
o hopme
Merton (36:64) a~Alnk/Ac OctarouHnas 557,58
BapHa- [ 0NN CH;CN — (KH,PO,) CUJIaHOJIbHAST
1003071 ©)K© a 0,04M u AKTUBHOCTbH U
HOHHOM 0,01M (nm)
CHUJIBL pacTBOpEI ruipoo0HOCTH
o KH,PO4
3akntoyeHue

B nmuccepranmonnoii padore [64] ChopmynupoBansl obire TpeOOBaHUS K TeCTaM
JUIs  OMNpEJAEJeHHs] OCTATOYHOM  CHJIAHOJIbHOM  aKTUBHOCTH  OOpalieHHO-(pa30BbIX
copOenToB. OTMEUAETCs, UTO TECT IODKECH OBITh:

- 6BICTpBIM u S(b(i)eKTI/IBHBIM JJIA HNCITIOJIB30BaHUA B IMPOMBIIIJICHHBIX
nabopaTtopusix;

- HCTIOJI30BATh JOCTYITHBIE TECT-BEIIECTBA;

- HCIIOJIB30BaTh BCUICCTBA, (i)I/ISI/IKO-XI/IMI/I‘-ICCKI/Ie CBOMCTBA KOTOPBIX OTpaXaroT
mpooseMy xpomaTtorpaduuecKkoro aHajims3a,

- YCTOMYMBBIM B OTHOUIEHUY 3HAYECHHUN [TOTYy4aeMbIX [TapaMeTPOB.

Cne,uyeT OTMETUTH, UTO Tpe6yeMLIe XapaKTCPUCTHUKNU MOKHO OTHECTHU HEC TOJIBKO K
METOJaM OIICHKH OCTaTOYHOM CHJIIaHOJILHOM AKTUBHOCTH, HO U K MCTOAaM OIIPCACICHUA
JIPYruX CBOMCTB 0OpaimieHHO-(Pa30BbIX COpOEHTOB. TO e MOKHO OTHECTH M K BBIBOJY
aBTOPOB O TOM, YTO «HE CYIIECTBYET YHHBEPCAIbHOW MPOILEIYPHI JUIS TECTUPOBAHUD». B
TO K€ BpeMs B OOJIBIIIOM PSY pPACCMOTPEHHBIX METOJIOB HAN0O0JIE€ TOJTHO YOBIECTBOPSIOT
YKa3aHHbIM BBIIIC Tpe6OBaHI/I${M METOAbI OICHKU OCTAaTOYHOM CHJIAHOJILHOW aKTUBHOCTH C
WCIIOJIb30BaHUEM OpeTuianyMa To3miara [56] wim qudenruapamuna [57,58].

He BbI3BIBa€T COMHEHHS TOT q)aKT, 4qTO0 MCTOABI OIIPCACIICHUA CBOICTB
XpoMarorpadgudeckux cCOpOSHTOB MMEIOT OOJIBIIOE HAYYHOE W MPAKTHUECKOE 3HAYCHHE.
Crnenyer oXuAaTh Pa3BUTHsI JAHHOTO HAMPABICHUS M OOJIBIIOTO KOJIMYECTBA MyOJIMKAIIANA
10 TOU TeMe B OyIyIIeM.
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