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AHHOTANUA

B pabore nucciaenoBaHo BIUSHUSI CTPOCHHE cOPOATOB HAa XpoMaTorpaduuecKoe yIepKUBaHNUE
IPOM3BOJIHBIX MUPUMHIMHOHA U U30XUHOJIMHA B YCIOBHIX 0OpalleHO-(a30BOro BapHaHTa
B2XX. Onpenenensl ¢GakTopbl yISpXKHBaHUS W DPA3IENE€HUS IPU PA3IUYHBIX COCTaBax
amoenta (CH3CN u H20). M3yueHa 3aBUCHUMOCTh YJEpKHUBAHUS OT KOHILIEHTpALUU
OpraHu4eckoro Moaudukaropa B MOABWKHOW ¢a3e. PaccuntaHbpl BENIWYHHBI M3MEHEHUS
cragmapTHod U depeHnaIbHON MOJIEHOM SHEPTUU I'u66ca ajcopOnuu
TeTePOIUKIMYECKIX a30TCOIEPKAIUX TPOU3BOIHBIX MMPUMUJMHOHA U H30XMHOJIMHA.

KiroueBble ci10Ba: M30XMHONMHBL, nupuMuauHoHbl, O® BIXX, daxtop pasznenenus,
cop0Oar, akTop yaepKUBaHUS, IOTOK JTIOCHTA, alleTOHUTPHIL.

Introduction

BricokoadexTuBHas KUAKOCTHas Xpomarorpadusi sBISeTCS OAHUM U3 Hauboiee
NEePCIEKTUBHBIX METO/I0B, UCIIOJIb3YIOIIUXCS ISl aHaIM3a OMOJIOTUYECKU aKTUBHBIX BEILIECTB,
B YAaCTHOCTH, M30XMHOJIMHOB, a TAK)K€ JUISl BBISBICHUS B3aUMOCBSI3U “‘CTPYKTYypa-CBONCTBO-
AKTUBHOCTH . VM30XMHOJIMHBI IIUPOKO HMCIOJIB3YIOTCS B OMOXMMHM M MEIUIMHE B KauecTBE
AQHTHOKCU/IAHTOB, WHTUOMTOPOB, OHM BXOIAT B COCTaB psla MNPUPOJHBIX BEIIECTB H
JeKapCTBEHHbIX  MpenaparoB, 0O0JaJalOMIMX TUINOTEH3UBHBIM, aHTHOAKTEpUAIbHBIM,
IPOTUBOBUPYCHBIM, IPOTHBOOMYXOJEBBIM U JPYTMMH BHUAaMH (HapMaKoJIOTHUECKOro
nevictBus[1]. [ToaTroMy pazpaboTka HOBBIX METOIOB CHHTE3a, H3YUCHUS MX COCTaBa U CBOWCTBA
ABJIIETCS aKTyaJbHOM. B Teopum XUAKOCTHOM Xpomarorpapuu K HAaCTOSIIEMY BPEMEHU
W3BECTHO 3HAUUTEIBHOE YHUCIO MOJEIEH yAepKUBAaHUS, CBS3bIBAIOIIMX IapaMeTpbl
XpomaTorpapuueckoil CUCTEMBbI C Pa3IMYHBIMH AJIEKTPOHHBIMU M (PU3HKO-XUMHUYECKHUMHU
XapaKTepUCTUTKaMU cOpOaToOB, TAKMMHM, KaK MOJSPU3YEMOCTh, BaH-/I€P-BaaIbCOB 00bEM MITH
IUIOIAAb MOBEPXHOCTH MOJIEKYN, (akTop THUAPOPOOHOCTH, HMHIEKCHl MOJEKYJISPHOM
CBS3aHHOCTH, MOJIEKYJISIpHAsl Macca WM TeMIeparypa Kunenus, u ap. [ [1[]. OxHako, B Takoi
CJIOKHOM MHOTOKOMITOHEHTHOM CUCTEME, KOTOPYIO MIPEACTABIISIET coboi
XpomaTorpaduueckas KOJOHKa, 3all0JTHEHHAst COPOEHTOM, U Yepe3 KOTOPYIO JIBUYKETCS TIOTOK
JJIIOEHTa C PaCTBOPEHHBIM B HEM cOpOaTOM (MJIM CMEChIO COpOATOB) yuecTh BCe MHOT0oOpasue
B3aMMOJICHCTBUII B YCIIOBUSIX JKUAKOCTHON XpomaTorpaduu OKa3bIBae€TCsl JIOCTATOYHO
cnoxHo. IlodToMy 10 HacTosAmero BpeMEHHM HE CO3[laHa yHHMBEpcalabHas MOJEIb
yAep>KUBaHUsI, CIOCOOHAs! B ITOJIHOW Mepe Onucath JII00yI0 XpoMaTorpapuyecKyto CUCTEMY.
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Lenpto Hamei paboTHl SBUIOCH U3yUEHHUE BIMSHUS CTPYKTYPHI COPOATOB HA yAEp)KUBaHUE

HEKOTOPBIX MPOU3BOAHBIX MUPUMHINHOHA U Psiia U30XUHOJIMHA.
OObekTamMu  uccienoBaHus  ObulM  BbIOpaHbl  MUPUMUIAMHOHBI W IPOU3BOJHBIC
M30XHHOJIMHOBOTO psJa.
3aKOHOMEPHOCTH  yAEP)KUBAHUS a30TCOACPkKAIIUX TEeTePOLMKINYECKUX COENEHUl, B
YaCTHOCTH, TIPOU3BOJHBIX MUPUMHIAHOHA W MPOHW3BOJHBIX HM30XUHOJIMHOBOTO psaa
uccienoBanu B ycnopusx BOXKX.
Kak u3BeCTHO, 4TO B 3TOM BapHUaHTE XpoMaTorpaduu OmpeAesSioNny0 poib B YAEPKUBAHUN
cop0aToB UTparoT crienn(pUIECKre MEKMOJIEKYIIIPHBIC B3aNMOACHCTBHS C ITOIBHKHOH (ha3oii,
TaK KaKk MEXJIy COpOEHTOM M cOopOaToM B ATOM ciiydyae OyayT HaOJr0IaThbCs JHIIb Cladble
JIMUCTIEPCUOHHBIE B3auMOAeHCTBUSA [3].
DKcrepuMeHT ObLT BBIIIOJIHEH Ha XUAKOCTHOM xpomatorpade “Agilent 1200 Series Rapid
Resolution LC System”c Y® ngetektopom. [leTekTupoBaHue MpoOBOAMIIN IIPH ATUHE BOJIHBI 254
oM. CopOentom cayxun Exlipse  XDB C-18, pasmep uactuiy 5 wmxm. Pasmepsr
xpomatorpaduaeckoit koaoHkH 4.0X250 mm. O0beM OIBMKHOM (ha3bl B KOJIOHKE IPUHAMAITH
paBHBIM 00BEMY yJICpKHBAHHS HUTPHUTA HATPHUS. B KauecTBe IIIOCHTOB NMPHUMEHSIIA CMECh
AlETOHUTPWII — BOJIa C CoJiepkaHueM areroHutpwia ot 15 mo 40% (mo obwvemy). s
MPUTOTOBJICHUS MOJBIKHOM (ha3bl UCTIOIB30BAIM JAUCTUIUPOBAHHYIO BOAY U allETOHUTPUIL.
DIIOMpOBaHUE TMPOBOAWIN B H30KPAaTHUYECKOM pEXHUME; OOBEMHBIM pacxoi dII0eHTa
coctapmsan 400 mxa/mMuH. PacTtBOphl copbatoB (koHueHTpamuu 10 Momb/m1) roroBmiH
pacTBOPEHHEM HHJMBHUIYaTbHBIX 00pa3l0B B COOTBETCTBYIOIIEH MOABIKHON dasze; mpoly
BBOJIMJIU B KoJudecTBe 20 MKIL.
YiepuBaHue TPOU3BOJHBIX MUPUMHIAHOHA W TPOU3BOJHBIX HM30XHUHOJIMHOBOTO psiaa
XapaKTepU30BaId BEIMIMHON (hakTopa yaepkuBanus K
K= (tr — tm)/tm..
rae tr u tv- Bpems yaepkuBaHusi copbara u HecopoOupyromerocss kommoneHTta (NaNOy),
COOTBETCTBEHHO;
[TomydeHHbIe qaHHBIE TIPEICTABICHBI B Ta0M. 2.
Jlst u3ydeHus BIUSHUS MIPUPOBI MOABIKHOM (pa3sl Ha XxpomaTorpaduueckoe yaep>KUBaHue B
KauecTBE OJJIIOEHTA TMPUMEHSIM CMECh AalleTOHUTPWIA C BOJOH B pa3HBIX OOBEMHBIX
cootHomenusix (60:40, 70:30, 75:25, 80:20, 85:15).
®dakTophl yIepKUBaHUS B (AKTOPHI pa3ieiieHUs] UCCICIyeMbIX COCTUHEHUH MPEICTaBICHBI
COOTBETCTBEHHO B Tabnumax 1 u 2.

Tabnuma 1 Bpemena u ¢hakTopsl yaep:KMBaHUS UCCIIEIOBAHHBIX COPOATOB MpH

MCIIOJIb30BAaHUU PA3NUYHBIX MOABUKHBIX (a3

Ne | Tlomemxusie dassr (H,O/CH3CN)
60/40 70/30 75/25 80/20 85/15
tr, C k tr, C k tr, C k tr, C K tr, C k
185,2 0,066 196,0 0,108 202,4 0,148 208,6 0,187 232,3 0,262
193,1 0,102 202,0 0,130 208,4 0,182 220,5 0,254 256,7 0,408
190,4 0,092 204,0 0,141 209,6 0,190 221,4 0,262 268,0 0,467

203,4 0,177 2157 0,208 220,4 0,256 238,0 0,352 315,0 0,736
232,1 0,322 254,0 0,432 316,4 0,796 390,2 1,212 806,6 3,426
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Tabnuua 2 @akTopsl pa3faeieHus 0A/B UCCIETyEeMbIX COPOATOB PU UCTIONb30BAHUH

IIOABH>KHBIX (1)8,3 Pa3INIHOIrO COCTaBa.

ToasmwkHbie ¢assl (HO/CH3CN)

60/40 70/30 75/25 80/20 85/15

A/ B oa/B A/ B oa/B A/ B oa/B A/ B aa/B A/ B oA/B
1/4 1,405 2/5 1,086 4/5 1,308 3/5 1,447 2/5 1,146
3/5 1,386 3/2 1,201 2/5 1,037 2/5 1,026 3/2 1,564
5/2 1,105 4/5 1,181 4/5 1,256 4/5 1,307 4/5 1,068
2/3 1,280 5/1 1,246 5/1 1,074 5/1 1,037 5/1 1,474

N3 anammza Tabm. 1 W 2 BWAHO, YTO HAWIYYIIEH CEIEKTUBHOCTBIO K HCCIIETyEMbIM
COCIMHEHUSM 00J1a/1aeT cucTeMa ¢ 00bEMHBIM COJIEPKaHUEM OPTaHMYECKOro MOAM(HUKaTOpa
(CH3CN) B amoenTe paBHBIM 15 %.

OKCIIEpUMEHTAJIbHO  [OKAa3aHO, 4YTO  Hpu  colaepxkanuu B smoeHte  40%
alETOHUTPUIIA copOaThl OBICTpee JIIOUPYIOTCA U3 KOJIIOHKH, YTO COMPOBOXKIAETCS
MOHIKEHHOM CEeNIEKTUBHOCTBIO TaKOW XpoMarorpaduiyeckol CUCTEMbI K paccMaTpUBAEMbIM
COCIMHEHUSIM. YBeIMYeHHe KOHLeHTpauuu BoAbl ¢ 60 no 85% mpuBOIUT K BO3pacTaHUIO
XapaKTEPUCTUK YIEPKUBAHUS W BBICOKOM CEJIEKTHMBHOCTHIO TAKOW CHCTEMBI K HU3y4aeMbIM
COCIMHHUSM, B YeM HATJISTHO MOXKHO YOTUThCS, OOpaTHUBIIMCH K Tabmuie 1.

AHamm3upys Tabmmimy 1 W 2 BHOHO, YTO TIPH TIOCTOSIHHOH  KOHIIGHTpPAIUU
allETOHUTPWIA B  JJIOGHTE  YJEpPKMBAaHUE  CHUJIBHO  3aBUCUT  OT  NPHUPOJBI
3aMeCTUTENeH U OT UX B3aUMHOTO PACIOJIOKEHUSI.

Ha xpomarorpaduueckoe ynep>KkuBaHHe CUIIBHO BIHSET TaKKe, PaCloOIOKEHHUE 3aMeCTUTENeH
B MoOJIeKynie (0-, M- U TI- U30Mephl). BrIsiBIeHO, YTO copOaThl HECUMMETPHYHOTO CTPOSHUS
BBIMBIBAIOTCSI ME/ITICHHEE U3 KOJIOHKH, YeM CUMMETPUYHOTO CTpoeHus (Tabin.3). DTo CBA3aHO
¢ 00pa30BaHMEM BHYTPUMOJIEKYJIIPHBIX BOJOPOIHBIX CBSI3€H B MOJIEKyJIaX HECHUMMETPUUHOTO
CTPOCHHUSI, UTO IPUBOJAUT K YMEHBIIICHUIO CIEIIM(PUISCKUX B3aUMOICUCTBUI ATUX COPOATOB C
KOMIIOHEHTaMHU TIOABMXKHOW (pa3bl, BCIEJACTBHE YEr0 YBEJIWYUBAIOTCS JAUCIIEPCUOHHBIE
B3aUMOJICUCTBUS C HEMOJIIPHBIM COPOEHTOM.

Tabnuua 3 ®akTops! yAepKUBaHUS CTPYKTYPHBIX H30MEPOB

n/u | Ha3ssanue coefeHeHUs (dakTop ymepxxuBaHus K
1 6-0pom-2,3-ieHTaMeTHIICHX HTHA30JI0H 0,498
2 8-6pom-2,3-nieHTaMeTHIIeHXHA30JI0H 0,276
AHanm3upys Ta0IHITy 3 BHUIHO, qTOo npu MMOCTOSTHHOM KOHIIEHTPAN!

allCTOHUTPWJIA B JJIIOGHTE  yACpP)KHBaHWE  CHWIIBHO  3aBHCHT  OT  TPUPOJEI
3aMECTHTENIeH M OT UX B3aMMHOTO PACIIOJIOKEHUSI.

Takum 00pa3zom, WcclenoBaHWE BIMSHHE CTPYKTYpPHI COpOAaTroB Ha XpoMmarorpadudeckoe
yIEP)KUBAHUE W COPOLUH a30TCO/EP)KAIINX HEKOTOPBIX MPOW3BOMHBIX M30XWHOJIMHA METOIOM
BOXX Ha HemonspHOM copOeHTe MOKa3ajio, yTo Haubojiee BBIPAKEHHOE pa3JielIeHHe CMECH
MPOM3BOJIHBIX A30TCOAEPIKAIIMX TeTEPOLUKIOB MPOTEKaeT MPU COOTHOLIEHHMH KOMIIOHEHTOB
OWHapHOI MoBMXKHOM (a3bl arleTonuTpui/Boaa (15/85 % 06.).
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