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AHHOTALUA

PabGora uznoxkena Ha 65 cTpaHUIaX, COAEPKUT 23 Tabmuilbl, 29 cxewm,
WCITOJIb30BaHBI 46 TUTEpaTypHBIX NCTOYHHKA.

BeimyckHass pa0oTa TIOCBSIICHA WCCIICAOBAHUIO BIUSHUS TPUPOJIBI
3aMECTHTENII Ha CKOPOCTh pEaKIMM TNpHUCOSAWHEHUs MopdoiauHa K
BUHUJIAIICTHJICHOBBIM KETOHAM, TIOCKOJIBKY TaKWe KOHKPETHBIE MOMEHTBI Majlo
MCCIICJIOBAHBI.

Ilenpto  pa®oOThl  SIBISICTCS  W3y4YEHHWE  BIUSHHS  3aMeECTHTENei
BUHUIALICTAUIICHOBBIX KCTOHOB Ha IIPOTCKAHUC PpCAKIIMKM U  OIPCACIICHUC
KOJIMYECTBCHHOT'O  COACP)KaHUS  KHHETHYCCKM WM TECPMOJUHAMHYCCKH
KOHTPOJIUPYEMBIX TIPOJYKTOB METOJAOM BBICOKO3(P(EKTUBHON KUIKOCTHOM
xpoMmartorpaduen.

B nanHOM HCCieoBaHUM MpEACTaBlieH 0030p JTUTEpaTyphl MO TEKYIIEH
TemMe. B  mepBoii  raBe  ONUCHIBAIOTCS  CTPYKTYPBl M CBOWMCTBaA
BUHWIALICTWICHKETOHOB. Bo  BTOpOil  T1aBe  ONMUCHIBa€TCS  CHHTE3
BUHWIALICTUICHKETOHOB. B TpeTheil TiiaBe omuchiBacTCS pOJIb U 3HAYCHHUE
BBICOKOO((EKTUBHON IKUJAKOCTHOM XpomaTtorpaduu Kak Crmocod KOHTPOJI
peaxIuu.

B skcmepuMeHTanbHOW YacTH TPOBEACHBI PEaKIHUU MPUCOSTMHCHHUS
Mop(oJIMHA K PSITY 3aMEIICHHBIX BUHUJIAICTUIICHOBBIX KETOHOB M OIPEICICHBI
COOTHOIIICHUS  KOHIIGHTpAIlMi  KHHETHYECKH W TCPMOJMHAMUYCCKHU
KOHTPOJUPYEMBIX MTPOIYKTOB, & TAK)KE CTENEHb MIPEBPAILIEHUS KETOHA.

B 3axirouenue ObUIH CACJIaHbI BBIBOABI O ITPOACIIAHHOM HCCICIOBAHHU.



ABSTRACT

The title of the graduation work is “Investigation of the influence of the
nature of the substituent on the rate of addition of morpholine to vinyl acetylene
ketones™.

This work is dedicated to the study of the influence of substituent nature
on the rate of addition reaction of morpholine to vinylacetylene ketones, because
such specific issues have been poorly known.

The aim of the work is to study the effect of vinylacetylene ketones
substituents on the reaction and to determine the quantitative content of
kinetically and thermodynamically controlled products by high-performance
liquid chromatography.

The graduation work consists of an introduction, 3 chapters, a conclusion,
list of 46 references, including 31 foreign sources. The text of the work contains
11 figures, 23 tables and 29 formulas.

The work represents a literature review on the current topic and
determination of the reactions of kinetically and thermodynamically controlled
products as a result of the interaction of morpholine with vinylacetylene ketones
with various substituents.

The first chapter describes the structures and properties of vinyl acetylene
ketones. The second chapter describes the synthesis of vinyl acetylene ketones.
The third chapter describes the role and importance of high-performance liquid
chromatography as a way to control the reaction.

As a result, it turned out that electron-withdrawing substituents accelerate

the reaction of nucleophilic addition of morpholine to vinylacetylene ketones.
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BBEJIEHUE

OObexTaMu HccneoBaHus B HACTOALLEH paboTe ObLIIM BUHWIALIETUIICHOBBIE
KETOHBIMHM C Pa3IMYHBIMH 3aMECTUTEIISIMU M WX TPOJAYKTHI peakinuu. [IpoayKTsI
€HUHOHOB 00pa30BaHHbIC MyTEeM HYKJICO(DHUIBHOTO MPUCOCTUHEHHUS UMEIOT OYCHb
MUPOKAN JWana3oH MPAKTHYECKOr0 TPUMEHEHHS B KadeCTBE KpacUTEJCH,
UHTHOUTOPOB  KOPpPO3WH,  MPOTHBOTPUOKOBBIX  TIPEMapaToB, a  TaKKe
ByJIKaHU3aTOpOB. CaMH CHWHOHBI SIBJISIIOTCS TOTEHIUAILHBIMH OHOJIOTHUECKH
AKTUBHBIMHU BEIIIECTBAMH.

B manHo# pabote 3P PeKTUBHBIM METOJIOM KOHTPOJIS 32 XOJIOM XUMUYECKOM
peaKiuy, KOTOPBIA TIO3BOJISICT TMPOBECTH HIACHTU(UKAIUIO TIPOAYKTOB U
BO3MOKHOCTb OTIPEICIUTh KOJIMYECTBECHHBIN COCTaB SIBJISICTCSI
BbICOKOX G (pekThBHAS xuaKkocTHas xpoMarorpadus (BOKX).

Llenpto wWccnenoBaHUsT B JAHHOW paboTe SIBISETCS HM3yYCHUE BIUSHUS
3aMeCcTUTeNIell Ha MPOTEKaHWE PEaKlMi BHHHUJIAIICTHJICHOBBIX KETOHOB, a TaKkKe
ONpeJIeICeHHEe  KOJMYECTBEHHOTO  COJACpKaHUS  TEPMOJMHAMUYECKHX |
KUHETUYECKUX KOHTPOJIUPYEMBIX MPOIYKTOB pEAKIMi, OMNpeleseHUEe CTETeHH
NPEBpaIleHUs] €HUHOHOB METOJOM OO0paIieHHO-(a30Boi BBICOKOI(P(HEKTUBHOM
XKHUJKOCTHOU XpomaTorpaduei.

JI71st TOCTH>KEHMSI TIOCTABIICHHOM 1€ HEOOXOAMMO BBITIOIHUTD PSJ 3a]1a4:

1. OcymiecTBUTh PEAKIMIO BUHUIANETUICHOBBIX KETOHOB C PA3JIMYHBIMU I10
IPUPOJIEC 3aMECTUTENISIMU C MOP(HOITHHOM.

2. IlpoBecTn 3KCIEPUMEHTATBHBIM KOHTPOJIh HECKOJBKUX PEAKIMA METOJI0M
BOXX.

3. Ompenenuth  COOTHONICHWS ~ KWHETUYECKHM U TEPMOJMHAMHUYECKHU
KOHTPOJUPYEMBIX MPOAYKTOB peakmuii mopdonuHa ¢ S-penwn-1-(mapa-
TOJIWII)TICHT-2-¢H-4-uH-1-0HOM, 5-(ennn-1-(4-6pomdennn)nenT-2-eH-4-uH-
1-onom, S-¢enmn-1-(4-xmopdenwmn)neHT-2-eH-4-uH-1-oHoM u 5-(4-ToNNIN)-
1-bennnmenT-2-eH-4-uH-1-oHOM.

4. TloxBecTy UTOTH O BBIMIOJIHEHHOW padoTe.



1. JUTEPATYPHBIU OB30P
1.1. BunnnaneTuieHOBbIE KETOHBI.
1.1.1. Hx cBoiicTBa 1 0COOEHHOCTH CTPOCHHS.

BununanetuneHoBble  KETOHBI, a KOHKPETHO JIHAPUWINCHTECHUOHHBI,
BBI3BIBAIOT HAWOOJIBIINN MHTEPEC I XUMHKOB, TTOCKOJIbKY OHU yYacTBYIOT B
peakIusiX CHHTe3a OOJBIIOr0 YKclia OWOJOTMYECKH AaKTUBHBIX BEIIECTB
pa3IUYHOro Xapakrtepa. Bc€ 3To roBOpUT O TOM, YTO 3TH COeAUHEHUS 00J1a1at0T
JIOCTATOYHO BBICOKOM PEAKIIMOHHOW CIOCOOHOCTBIO. Takke MOXKHO OOpaTHUTh
BHUMaHUE Ha TO, YTO TaKWE COCIUHECHUS MNpUMEHsSIOTCS B JedeHuu BUY-
UH(DEKIUIX, OMyXoJed, U MHOTHUX CEPACYHOCOCYAUCTHIX 3aboneBanuid. Emne
JTUAPUITICHTEHUOHBI HWCTONB3YIOTCA KaK KaTaJau3aTophbl, TaKKe C HOHAMHU
METaJUIOB  00pa3yloT KOMIUICKCHl. BHUHWIANCTHICHOBBIE KETOHBI HUMEIOT
HECKOJIbKO (PYHKIIMOHAJIBHBIX TPYII B3aMMHOTO PACIOJOXKEHUS EHUHOBOU

IMMCHTAJAbI, N3JIOKCHHBIC B CJICAYIOIICM BUIC:

O

/
R %
R

neHTeH-2-uH-4-oH-1 i BAK-1 (JIuHEeHO-CONpsKeHHBIN €HUHOH )

O

A
R %
R

neHTeH-1-un-4-o1-3 nnn BAK-3 (kpocc-comnpsiKeHHBIN €HUHOH )

O

R %
=~ "R

neHTeH-1-un-3-0H-5 nnn BAK-5 (nmuHeitHO-conpsKeHHBI €HUHOH )



[To daxTy, BUHHIAIIETHIIEHOBBIE KETOHBI IO OCHOBHOCTH OY€Hb OJIM3KHU K
XaJTKOHaM, OHHU JK€ SBIIAIOTCS elie Oojee OCHOBHBIMH, 4YeM alleTHJICHOBBIC
ketoHbl. B pangy BAK-1 <BAK-5 <BAK-3 ocHoBHOCTh ymeHbliaeTcs. BAK-3
ABIISIETCS HauboJee M3yUYeHHBIMH, HO B TO € BPEMs JIMHEHHO-COMPSKEHHBIC
eanHoHbl (BAK-1 m BAK-5) sBisioTcs coeIMHEHUSAMH, MPEICTABIISIONINE
HEMaJIbIii HHTEPEC B U3YYCHUH UX CTPOCHUSI.

ABtopamu [1] mpoBoaMIach OKHCIUTENbHAs PEaKIHs KPOCC-COYCTAHHUS
BUHWIALICTUICHOBBIX KETOHOB, KOTOpPOE KAaTaIM3UpPOBAJIOCh MajUlagueM, C
OpraHoOOpHBIMU ~ KHCJIOTaMHU. JTa peakius oOecrneynBaia 3(QPEKTUBHYIO
METOJIOJIOTHIO JUISI CHHTE3a (PYHKIIMOHAIU3UPOBAHHBIX MPOU3BOAHBIX (ypaHOB,
B TOM 4YHCIle 2-amkeHWwIpypaHoB u PypaH 3aMemieHHbIX 1,3-aumaenamu. beuio
NPE/UI0KEHO BBEACHHE HE YCTOMYMBOTO KapOwa mayiajaus Kak KIFYeBOH mar
B 3TOM mpeBpamieHnd. OcoOCHHOCTh B TOM, YTO TMPOIECC JJIMMUHAIUU [3-
THJIpU/Ia TPOUCXOJHUT CTEPEOCENEKTUBHBIM 00pa3oM, KOTOpPOE TMPHUBEIO K

o0pa3oBaHMIO IBOMHBIX CBs3ell ¢ BeICOKO# (E)-cenektuBnocthio. (Cxema 1).

Cxema 1.
R
R, R, g
_ R
R4 Ar—B(OH), cat. [Pd]/L Ri >0 o Y o
| 0 . base, oxidante - _
or oxidative
cross-coupling — p—
% R~ —
Ra 7 B(OH) Ar Ry R
56-97% R 7397%

B nmnocnenHue roapl BUHUIIAIETWICHOBBIE KETOHBI TMPHUMEHSIUCH B
KaueCTBe MCXOIHBIX COCAMHEHUNH (YpUIKApOWHOBBIX HMHTEPMEIUATOB C
IIOMOIIIBIO0 KaTaJIM3aTOPOB IIEPEXOIHBIX METAIIIOB. ABTOPHI [2] ObUIH 03a/1aueHBI
BOIIPOCOM, MOKHO JM MCIOJb30BaTh KaTanutuueckyro cucremy Cu(l)-PcL c
ATUM THIIOM KapOeHOB i peakuuu BBeaeHus Si-H. Okaszamoch, uTo Koraa
BUHHWJIAIICTHIICHOBBIC KETOHBI 0OpabaThiBa CHJIAHOM B  CTaHJIAPTHBIX

YCIOBUAX, TO MONTydan 2-(pypuiIMeTHICHIIaHbI C XOpOoIMMH Bbixogamu (Cxema

2)



Cxema 2.

Me Ac
Ac [Cu(1)] (1.0 Mol%)
o L3 (2.2 mol%) /
| + (Me),PhSi—H Me |
DCE, r.t. o R
X
R (Me),PhSi

ABtopamu [3] ObuTO OOHApY)KEHO, YTO BHHUIIALICTUICHOBBIC KETOHBI
BCTYMAIOT B PEAKIUIO C TUAPASUHTUIPATOM B 3TUIIOBOM CIUPTE MPU KOMHATHOM
TeMmiepatype ¢  oOpasoBaHueM 3-apui-5-(2-penumdTramn)4,S-quruapo-1H-
nrpaszosioB ¢ BbixoaamMu A0 84% (Cxema 3). IlpuunHa JIErKkoMy MPOTEKAHUIO
TAaKOM peakiuu, OYEBUIHO, SIBISETCS XapaKTepHas OpPHUEHTAllUs EHOHOBOTO
¢parmenta keTtoHOB. Takke OBLJIO OTMEUYEHO, YTO B PEAKIIMOHHBIX CMECSIX He

ObLTM OOHApY’KEHBI MPOJYKTHI MPUCOETUHEHUS TUAPA3UHTHApATa MO TPOHHOM

CBA3U.
Cxewma 3.
0 NoHy * H,0 y Ph
= 20°C, EtOH 7
A - R
Ph -H,0 N\ ~NH
R 2 N~

B nmamnoit cratbe [4] aBTOpHI mMpoBEepmIM peakiuio 1,5-mIu3aMenieHHBIX
(E)-nent-2-eH-4-un-1oHoB ¢ munepasuHoM B kunsuenuu B EtOH. Kaszamoch
OYEBUJHBIM, YTO pEaKkUus IPUCOCIAUHEHUS TMOUAET MO TPOHMHOU CBS3HU
BUHWJIALIETWIICHOBBIX KETOHOB. OJHAKO, JaHHAs peakuus MNpoTeKala HHaye:
HAIlPaBJICHHOCTh MPUCOCAMHEHUS MHIEpPa3uHa OINpeaeNsyiach BIUSHHEM
3aMECTUTENSl B apWIBHOM KOJblle R HMCXOJHOrO BHMHMJIALIETUJIEHOBOTO KETOHA

(Cxema 4).



Cxema 4.

R
HN ©
o N Ph
\—~NH
“ oz NN 2~
Z R > Ph
EtOH, 30-40°C, o
10-15 min
R
Ph
0 HN 0
- \H = R
P R > — \\/_/\\ —
= °
EtOH, 78-80°C, N __
3-4h R
o Ph
Ph Ph Ph
HN =
\/\
I o J = N\\,f{\o
EtOH, 78-80°C, N EtOH, 78-80°C, PN Y
Ph N 30 min Ph™Xy \\’:\’\o 4h

CTouT OTMETHTh, YTO HYKJICODHIBHOW MPUPOJION  Ompenessercs
PErHOCENIEKTUBHOCTh  HYKJICO(PHIBHOTO TMPUCOSAUHEHHS] OEH30JTHOJIOB U
(deHnIMEeTaHTHONAa K BUHIJIALIETUIICHOBBIM KETOHAM B 3TAaHOJE B MPHUCYTCTBHUH
TpusTWwiamuHa 1npu 0-30 °C. DeHWIMETaHTHOJ TPUCOCIUHSETCS K JIBOMHOMU
CBSI3M COMPSDKEHHBIX €HUHOHOB, B TO BPeMs KaK OCH30JITHOJBI JOOABISIOTCS K
TpoitHO#. IlpomykTel npucoenuuenus, 1,5-nuapuin-3-0eH3uICyIbGaHUIICHT-4-
uH-1-onoB wu 1,5-mumapwn-5-  (4-apuincynbdanun) mneHta-2,4-aueH-1-0HOB
obpasyrotcst ¢ BeixogoM 43-89% cootBetctBeHHO [5] (Cxema 5). BamectuTenu B

APUJIBHBIX KOJIbIAX CY6CTpaTOB HC BJIMAJIN HAa HAIIPABJICHUC PCAKIINU.

Cxewma 5.
Ph
PhCHSH, EtN M
Ph

Ph. o~ O S__Ph

0 ArSH, Et;N H' H H' H
,Ph\\Ph+Ph \\S\Ar

O H> s_ O H? Ph



BununaneruneHoBble KETOHBI 00JIaJal0T CBOWCTBOM 0Opa30BLIBATH
TPULIMKIMYECKUE MHAOJIBI C XOPOLIMMHU BbIxofamu. Tak B cratbe [6] omucaHa
peaklys BUHWIALETUICHOBBIX KETOHOB C MHJIOJIOM, KaTalu3upyemas 2 MOJIAMU
tetpaxiopayparom (l1l) HaTtpus, B anleToHUTpUIIe TP KOMHATHOU TeMIlepaType
1o [6,5,7] -tpuniukinyeckux nHA0J0B (Cxema 6).

Cxewma 6.

O Me

+ R\/ o R— (@]
| S N % NaAuCl, (2 moIA;)= i p {

Me H MeCN, r.t., 4 h H

Ph

Takxke W3 BUHWJIAIICTHICHOBBIX KETOHOB MOYKHO TOJIYYHTh ITOJTHOCTBIO
3aMCIICHHBIC JUTHAPOTHO(EHBI, KOTOPbIe OBUIM TOJYyYeHBI aBTOpPaMH JIaHHOM
cTaThbu [7]. BUHWIALIETUIICHOBBIM KETOH BCTYIAJ B PEAKIHIO, KaTaIU3HpyeMast
Mmezbio, ¢ Tnoamuaamu npu temmnepatype 80°C B DBU pactBopurene. Takoi
METOJ CuUHTe3a Jaer 2,3-muruapotuodeHsl ¢ BeIxogoM 10 92% B
OJIHOCTaJANMHOM mpoliecce. Kpome TOro, HECKOJIbKO MOTHOCTHIO 3aMEIIEHHBIX
THO(PEHOB MOTYT OBITh TaK)K€ CHHTE3UPOBAHbI MyTEM 3aMEHBbI 3aMECTUTENeH
troamu0B (Cxema 7).

Cxema 7.

Ph
0
o s Cu(OAc), (10 mol%) o

AN - AN
+ >

| Ph DBU, 70°C _
N™ S pp

B cratbe [8] aBTOpBI OMHUCHIBAIOT MPOCTYIO METOAMKY IOJIydeHUs |-
bypun-1- (cwmmil) UUKIONPONAHOB W3  BHHWIALICTUJICHOBBIX  KETOHOB,
BCTyMAlONIME B peaknuio ¢ ankeHamu. B atoii peakmuu ZnCly ciayxur B
KaueCTBE KaTaIM3aTOpa C HU3KOM TOKCUYHOCTBIO. Takoe MUKIONPONaHUPOBAHHE
MIPOUCXOJUT C BHICOKMMH BBIXOJIaMU U CEIEKTUBHOCTHIO (Cxema 8).

Cxewma 8.

10



Me

R
R ZnCl, (10 mol%)
| T Z>ph ~  Me—< | SiM
S DCE, 50°C, 24 h o— ", p5Mes
N or CH,Cl,, 25°C, 24 h A

SiMe3

TpaHc-npucoenMHEHNE HSTUIAMUHOKPOTOHATa K BHHWIALIETUIEHOBOMY
KETOHY MPOUCXOAUT MO TPOMHOW CBSI3M C (POPMUPOBAHUEM HHTEPMEAMATA,
KOTOpO€ B JajibHeiem oopasyercs B 1,4,5,6-reTparuiponupuant B pe3yibTaTe

BHYTPUMOJIEKYJIIpHOM 1ukiau3anuu [9] (Cxema 9).

Cxema 9.
0 _ _
N 0 0
i H,N | ~ o™ | 0™
N > 7N — N
R So " | R0

ABTOphl B cBoell pabote [10] cuHTE3MpOBaIM EHUHOKCHPAHBI ITYTEM
peakluy BUHWIAILICTHIICHOBBIX KETOHOB C OpPOMHUIIOM TPUMETHICYJIbPOHUS U
ocHoBanueM (Cxema 10).

Cxewma 10.

Me;SBr/KOH NN
X > =
= R

n-Bu

n-Bu

N3BecTHO, YTO BUHWIAIETUICHOBBIE KETOHBI 00pa3yiOT IMPOW3BOIHBIC
dbypaHa mTyTeM peaKIUU OKHUCIUTEIBHONW NHMKIN3AIUU HX Z-H30MEpPOB C
BbIX0/10M 80%. B KauecTBe okucaurens ucnoib3oBaics IBA [11] (Cxema 11).

Cxema 11.

— o)
O 1.2 equiv IBA

// o g

DMSO, 90°C, 5 h

11



ABTOpBI B cBoeMl cratbe [12] omyOiauMKoOBaM CYHEpIICKTPOPUILHYIO
aktuBanuio B TpudtoHoBoi kuciore (TfOH) u B mpucyrctBuu apeHoB 1,5-
auapuii-2-eH-4-uH-1-0HOB, KOTOpbIE MPUBOAAT K apuiI3aMEUICHHbIM HHACHAM
nyTeM J00aBJI€HMsS apeHa K aleTUJIEHOBOM CBS3M, 3a KOTOpPOM cleayer
BHYTPUMOJIEKYJISIpPHAS LIUKJIA3aLUs B TAHAEMHOM IIPOLIECCE € BBIXOAOM 110 97%.
PernomuuHocTs 00pa3oBaHUs MPOAYKTa MPOTHO3ZUPYETCS U KOHTPOJIHUPYETCS
NyTeM W3MEHEHUs apOMAaTHYECKHX 3aMECTUTENIed Ha HCXOJHBIX Marepuaiax,
YTO MO3BOJISIET MOJNYy4YaTh pa3jiMYHbIe 3aMelleHHble WHJIeHbl. Mcnonb3oBaHue
NUpHUIMHAa B KauecTBe copacTBopurens cynepkuciorHoro TfOH mno3Bossier
KOHTPOJMPOBATh  CTENEHb TaHJeMa TpaHcPopMaluMd W  U30JIUPOBATH
apWICONPSIKEHHbIE  JIUEHOHOBBIE — NMPOMEXKYTOUHbIE  MPOAYKTHI  TEpen

IUKJIM3AIlMe C BBICOKOM JuactepeoceneKTUBHOCThIO E/Z w maer go 95%

(Cxema 12).
Cxema 12.
R1
Ar? O
oW i
2 Ar’ i 1
ArPH O or @ Ar
TfOH R?
_ R’
R1 p— \ O J—
Ar' ArH Ar2 1)

TfOH / pyridine 6:1 @ X Ar! TfOH
R E/Z)

B cratbe [13] aBTOpHI OMUCHIBAIOT PEAKIUIO0 TPUQPIMKOBON WU CEPHOU
KHUCIIOTBI C THAPUII3aMEIIEHHBIMH KPOCC-CONPSHKEHHBIMU €HUHOHAMH MYTEM UX
IPUCOCIUHEHUA K YIIEpPOA-YIVIEPOJHOW TPOMHOW CBS3M C IIOJYyYEHUEM
COOTBETCTBYIOIINX BUHHUATPU(IATOB WU Cylb(aToB. BuHuioBsie TpudiaaTh
CTaOWIIbHBI TIPU BOJHOM 00paboTKe, TorAa KaKk BUHUICYIb(AThl THIPOIU3YIOTCS
10 0, B-HeHaAChIEeHHBIX 1,3-TUKETOHOB (CYIIECTBYIOUIMX B BUJE COMPSIAKEHHBIX

eHOJIbHBIX (¢GopM). bBonbliags nPOIOTKUTEILHOCTh PEAKUUH MPUBOJAT K
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HUKIM3alMU B JauryaponupaH-4-oHax ¢ BbixogoM 10 95% (Cxema 13).
[IpoToHHBIE (POPMBI BUHUATPUPIATOB WIH CYIb(PATOB B TPU(PIOHOBON U CEPHOI
KHCJIOTaX, COOTBETCTBEHHO, HCCIEIYIOTCS KAaK  PEAKLIUOHHOCIOCOOHBIE
IIPOMEXXYTOYHBIE ITPOAYKTHI ¢ MOMOLIBIO SIMP-criekTpockonuu.

Cxewma 13.

o)
o) Phw Ph

Ph/vj\ 1. acid or . |
Ph 2. H,0 Ph"” 0" “Ph

OH O

Phw Ph

ABTOpBI onucanu B cBoel craThe [14] peakunro BUHUIALETUIEHOBBIX
KETOHOB C CYyJIb()OHHUEBBIMU COJIIMH B TPHUCYTCTBUM KapOOHaTa UE3Hs, YTO
npuBesio K (OPMUPOBAHUIO K AJKMHUPOBAHHBIM TMPOU3BOJHBIX 3(PHUPOB
OeH3oiHON KHUCIOTHI ¢ BeIxoAoM 110 40% (Cxema 14). Jlo cux mop MeXaHW3M
peaKkiuy eie HEM3BECTEH, HO UMEIOTCS MPEANOI0KEHUs, YTO OH HAUMHAETCS C
JIENPOTOHUPOBAHUS COJIU U NMPUCOECTUHEHHS 00pa3yIoLIEerocss winja K ABOWHOM
CB3U cyOcTpara B [-monoxeHWe K axkTuBUpyrouiedl rpynme. Cienom uaet
UKIM3aMs U apoMaTH3alusl ¢ yTpaTod MOJIEKYJ BOJABI U AUMETHICYIb(UIA.
3/1ech BUHWJIALIETUICHOBBIM KETOH UIPaeT poiib 3JeKTpoduiaa a WiIuA B POJIU

HyKJIeodua.

Cxewma 14.

o COZMe
Z | Cs,CO4 O
= O + /S+ N\ COMe ———» Z O
O R MeOH O R

Br-

I[lo Muxasmo Opula mpoBedeHa peakuus [15] npucoeguHeHus
HyKineopusnra K BUHWIAICTHICEHOBOMY  KETOHY IS MOJTYYSHUS
JTUTHIPOTHONTUPAHOHOB C PA3IMYHBIMH 3aMECTUTEISIMA B TIOJIOKEHHH 2 U 6
(Cxema 15). OcoOEHHOCTh peakUUH COCTOUT B TOM, UYTO HMEETCS pEe3Koe
paznuyre B BBIXOAAaX, €CIM OOpaTUTh BHUMAaHHWE Ha 3aMecTHTeNel. Takum

o6pa30M, 1A COCI[I/IHGHI/Iﬁ C 3aMCIICHHBIMH BHHWIBHBIMU TIPYIIIAMHU Jal0T
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OTHOCUTEJIBHO BBICOKHE BBIXOJbI 60-96%, B TO BpeMs Kak HE3aMEIICHHBIE 8-

36% u3-3a KpailHE HU3KON YCTOMYMBOCTH.

Cxewma 15.
0 0
P _ » NaSH .
7 MeO(CH,),0H |
R'” ~87 "R?
R! = Alk, Ar R2=Ph 60-96%
R2=H, Ph RZ2=H 8-36%

1.1.2. CuHTE3 BUHWJIALCTUJICHOBBIX KETOHOB.

OkucnurenbHasg peakiysi COOTBETCTBYIOIIUX COUPTOB ABISIETCS OJHOU U3
CaMbIX TOMYJISPHBIX METOJOB CHUHTE3a BUHWJIAIETUIICHOBBIX KEeTOHOB (Cxema
16).

Cxema 16.
OH 0

Ri X " K A

Tak, manmpumep, MnO; CIIy)KUT B KadeCTBE MSITKOTO U CEJIECKTHBHOIO
okucautens [16]. Takasg peaknus CHHTE3a BHHUJIALIETUICHOBBIX KETOHOB

npotekaet ¢ BbixoaoMm 110 80% (Cxema 17).

Cxema 17.

OH o)
= MnO _
O A O 2 O [ O

Taxxxe B ctathe [17] aBTOpOM ObUI MOJYYEH aBTOPOM OBLIO MOJYYEHO
KPUCTAJUIMYECKOE COeIMHEHUE ¢ TemnepaTypoi miasnenus 73 °C u3 mienouyHon
KOHJIEHCAIIMU arneTopeHoHa ¢ (QeHmImponapruioBeiM aiabaeruaoM. llo3maaee

HK-cnekrpockonueil ObUIO0 MOKa3aHO, YTO B TaKOM CMECHU COJIEPXKATCSA TaKue
14



MPOJYKThI, KaK SIBJISETCS BUHWJIALETUICHOBBIM KETOH U KETOCHUPT, & UMEHHO
1,5-nudenunnenten2-un-4-on-1 " 1,5-mudenmnnentun-4-on-3-ona-1
COOTBETCTBEH-HO. B kauecTBe karanmuzaropa npumensiicas NaHCO3; B BogHo#
cpezne ¢ o0pa3oBaHUEM allbJIONs ¢ BbIXOJ0M 73.5%, a B BOJIHO-CIIUPTOBOM Cpejie
IPEANOUTUTENILHO 00pa3yeTcsl KeTOH, UMEIIUi Beixoa 86.6%. B mpucyrcTBuun
NaHCO3; mnpu HarpeBaHMM B CHUPTE albJ0JIb NPAKTUYECKH MOITHOCTHIO
nepexoaut B keToH (Cxema 18).

Cxema 18.

O OH
0
—_— \
§CH3 + /© O AN o~
OHC

B crarbe [18] aBTOpBI ONMyOIMKOBAIN CTEPEOCENEKTUBHBIN CUHTE3 Z- U E-
U30MEPOB BUHUJIAIIETUICHOBBIX KETOHOB ITyTEM H30MEPHU3AIMHU COMPSKEHHBIX

TUAleTUIICHOBBIX 3(QUpoB B TpHUCYyTCTBUM KaTanmuzaropa t-BuOK wmum DBU

(Cxema 17).
Cxema 17.
R1
_ (@]
R; = TBS AN =2
3 cat. t-BuOK —
Rl_—  — OR cat. base or DBU
- R2 izomerization

Rz = O
cat. KOH X R2
t+-BuOK " Z

I[J'IH CTCPCOCCIICKTUBHOI'O CHHTC3a TPAHC-BHHUWIALCTHUICHOBBIX KCTOHOB
ObL1a pa3pa60TaHa MATKasA  KaCKaaHasd  MCTOAOJIOrusi, OCHOBAHHAs  Ha

MoauduuupoBanHo  peakumu — Kammo-XoakeBuua [19] (Cxema  18).
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KoHTponbHbIE SKCTIEpUMEHTHI MoKa3aiu, 4To Toiabko CuCl He urpaer ponu Ha
CTaJuM M30Mepu3aluu, Toraa kak kommieke CuCl-nunepuauH, oOpa3oBaHHBIM

BO BpPEMsI KPOCC-COUYETAHMSI, MOXKET UMETh I(P(EKT MOBBIIIEHUS] CKOPOCTU TAKOT'O

CHUHTE3A.
Cxema 18.
B ] 0
HO oo y_\
N — H CuCl (10 mol%) ;T— — R R ——R?
R piperidine R
- or E—— or 0

+ OH
0-25°C
OH R—=—= Rl_— / ng

Taxke  Obula  omyOnukoBana  craths  [20] o  monmyueHum
BUHWJIAIIETWJICHOBOTO KETOHA W3 WHOHA, a To4yHee 1-eHmnOyr-3-uH-2-oHa. K
oxnaxaeHuomy (0-5 °C) pactBopy 1-bennnoyr-3-un-2-ox (1,44 r, 0,01 moup) u
anpreruga (0,01 monp) B 10-15 M 50%-HOrO STaHONA TPH HHEPTUYHOM
nepememnBanuu 0,5 mi 20% NaOH. Ilocne nosiBieHus: KpUCTAIIUYECKOTO
ocanka naoOaBisim eme oaHy mnopuuio (0,5 M) menoyHoro pactBopa M
NEPEMEIINBAETCS MPU OXJaxAeHUU B TeueHwe 15-20 muH. Ocagok KeToHa
(GUIBTpOBAN ¥ TPOMBIBaIH X0104HBIM 20% 3Tanonom (Cxema 19).

Cxema 19.

50% NaOH (Cat.)

X_ _CH; + RCHO >

EtOH/H,0 (1:1)
o) 0-5°C o)

JlpyruM METOJOM TIOJMy4Y€HHUs BHUHIIIAINIETUIICHOBBIX KETOHOB SIBIISIETCS
KOHACHCAIUS 3-apWINpPONHUHANA C apPWIMETUIKETOHAMU B MPHUCYTCTBHUH
ruapokcuaa Hatpus B 50% stanone npu 0 °C (peakuust Knaiizena-IlImunra),
koTopast naBaiga 1o 89% Beixoma ¢ (E)-kondurypammeir [21] (Cxema 20).
Koudurypammmst E nBoiino#t cBsism C=C u 1muc-koH(GOpMAIMK E€HOHOBOTO
¢parmenta B mpoaykTtax B Kpuctamie u pactBope CDCl; ompenensiam ¢

MIOMOIIBIO PEHTT€HOBCKOro aHanu3a u H AAMP-criektpockonuen.
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Cxewma 20.

EtMgBr
(EtO)sCH OEt H
R'—=CH - Re=—~ ——> R-=-CcHoO —~
OEt
R'I
MeC(O)R?2
- % P> R2
O

(TpuUMeTHICHIIUIT)ATUHUIOPOMHU MOXET JIETKO O0Opa3oBBIBATHCS B
BUHWJIAIIE TUICHOBBIC KETOHBI c MIOMOIIIBIO OJTHOKOMITOHEHTHOM
MHOTOKOMIIOHEHTHOM peakinuoHHoW peakuuu Tuna Cy3yku/CoHoramupa
(Cxema 21). Takum 00pa3oMm, TPEXKOMIIOHEHTHAs CBs3b (TPUMETHIICHIIHII)-
stuHwiIOpomuaa, (E)-ank-l-enungucunamminOopaHa W XJOPaHTUAPUTIHON
KHMCJIOTBI JIOCTUTACTCS B IByXCTAJIMNHOW OJHOCTAAUUHOMN MPOLIEAYPE, B KOTOPOH
(E)-ank-1l-eHun rpymnma ycTaHOBIEHa Kak Hykiaeodhua B aTome  Sp-Sp,
MPUCOCMHEHHOM K aToMy Opoma, W allijibHasl TpyIIia yCTaHOBJICHA B KaYeCTBE

anekTpoduia B Apyrom arome sp-sp [22].

Cxewma 21.
Cu(acac),/1M NaOMe Pd/Base o
>J—y|3 Me;SiC=CBr - R2COCI
2\ — = —_ > 2
R1 ‘\;R'] R % _ R1

ABropamu B JaHHOU crtaThe [23] ObLI OMyOJMKOBAaH METOJ CHHTE3a
BUHUJIAIICTUJICHOBBIX KETOHOB NyTeM pEaKlUd TEPMUHAIBHBIX aAJIKWHOB C
€HOHAMH C HCIOJIb30BAHUEM OKHCIHUTEIBHOTO TMaIagus B MSITKUX YCIOBHUSIX
npu KoMmHaTHOW Temmepatype (Cxema 22). Takum METOJOM CHHTE3a BBIXOJ

BUHWIALIETHJIEHOBBIX KETOHOB MOYKET JOCTUTraTh 92%.

Cxema 22.
O 0]
Pd(TFA
Z ¢ \)LR' LS R
R 0, KoCOs4 =
DMF, r.t. R

B cBoeii pabore aBTOpBI [24] OMKMCHIBAIOT THUIAPOTHIPOKCHIUPOBAHUE
(EHOKCHAITKNHOB C BBICOKOH pErHo-, XEMO- H CTEpPEOCEICKTUBHOCTHIO.

Karamuszatop [Pd (PPhs3).Cl;] ¢ 2,5 sxB. EtsN MoxeT onocpenoBath peakiuio 0e3
17



HeoOxonuMocTu auranga uiaum Cu-karanusaTtopa A aKTHBAalUKMK KOHIIEBOTO
ankuHa. lIpoaykTel ¢ amIMIOBBIM TMAPOKCUIIBHOW T'PYNIION  SBIISIIOTCSA

yIOOHBIMU UCXOAHBIMH BEILIECTBAMU JIJIs TTOTyueHus eHUHOHOB (Cxema 23).

Cxema 23.
_ [Pd(PPhs),Cl,] QPh Tk
R'———O0OPh 3)2%l2 1 4
(10 mol%) RIS R'= % R
+ > A R2 -
_ 2 .
=R EtsN (2.5 equiv) PTSA (30 mol%)
solvent, RT 86% yield THF, RT
R* O
— 3
R J\)J\
RZ

Taxke aBTopamm B crtathe [25]  omumchiBaeTcs — MOJIydYCHHE
BUHWIAIICTWJICHOBBIX KETOHOB IIYTEM pEaKIMu TEPMHUHAIBHBIX aJKHHOB C
apoMaTHYECKUMHU ajbrerugamu, kotopbie karamusupyrorcs TICI/EtsN (Cxema

24). B pe3ynbTaTe BBIXOJ MPOAYKTa cocTaBisieT 10 49%.

Cxema 24.
R TiCl,/EtsN R O
= = =
H™Y -10°C,1h A/ Ar
25°C, 6 h "
ArCHO

1.2. BricokoadekTuBHasS KUAKOCTHAS Xpomarorpadusi Kak OIWH W3 METOJOB
aHaM3a.
1.2.1. 3HadeHue U PoJib BEICOKOA(D(PEKTHBHON KUIKOCTHONU XpoMaTorpadum.

C TOukM 3peHus pa3BUTHUS CPEIU MHCTPYMEHTAIBHBIX METOJOB IEPBOE
MECTO 3aHMMAET BBICOKOA(P(HEKTUBHASA KUIAKOCTHas Xxpomarorpadus. ['maBHbIM
nmoctoudcTBoM  BOJXX  gBiuseTrcs  uMcciaegoBaHME  IIOYTH  BCEX  BUJOB
MOJICKYJISIPHBIX COCAMHEHUN Jake Oe3 BCSIKUX OrpaHUYCHHN uX (U3HKO-
XAMHYECKUX CBOWMCTB, HAIPUMEp, TEMIIEpaTypa KUTICHUS, MOJICKYJIIpHAs Macca
u 1.4.. Ha ceronnsimauiit momeHT BOXX — 3TO0 Takoil MHCTpyMEHTAJIbHBIM
Croco0 MccIe0OBaHNs XUMUYECKUX COSTUMHEHUN, KOTOPBIM 9acTO MCTOIb3yeTCs

B pPa3HOOOpa3HBIX OOJACTIX TEXHWKHM W HAYKH, a HWMEHHO KOHTPOJIHHOE
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OTCIICKMBAHUE 32 JKOJOTMEH OKpyXarouled cpeibl, MOJEKYJsipHas OHOJOTrus,
XUMHsI, OWoONOrMYecKas XUMHsS, HepTiHas XUMHUYECKas, XHUMHYECKas,
(apmaneBTHUECKasl U MUIIEBask IPOMBIIUIEHHOCTH.

B Hame Bpemsi BbICOKO3((dEKTUBHAS KUIKOCTHAST XpomaTorpadus — 3TO
OJIMH U3 CaMbIX MPOAYKTUBHBIX METOJOB Pa3JeiIeHUs U UCCIAEAOBAHUS CIOKHBIX
XUMHYECKUX CcoeIMHEHU. (OCHOBONOJOKHUKOM TaKOrO MeEToAa SBIISAETCS
pycckuii yuénplii-0otanuk M.C. LIBet, koTopsiii oTKpsLI ero B 1903 rogy [26].
M.C. LlBer ucnosnb3oBan KOJOHKHU, 3aOTHEHHBIE MOPOLIKOM, JJIs pa3JeieHus
PacCTUTENIbHBIM MUTMEHTOB. [IMrMEHTHI nepemMenianuch BAOIb KOJOHKH MPH UX
OPOMBIBAaHUHU, Pa3JeNsisiCh MPU 3TOM Ha KOJblIA@ PA3NTMYHOIO LBETa. Takoi
croco0 pa3zesieHns BEeIIeCTB CTall MPAKTUYHBIM B IPUMEHEHUH U B AaJIbHEHIIEM
M.C. IIBeTom ObLT Ha3BaH xpomaTorpadueit (1BeTonuckio). 70-e roasl XX Beka
XapaKTepu3yrTcsi orpoMHbiM mporpeccom BIXKX. CkopoMy mNpoaBHKEHUIO
ucrnonb3zoBanuss BOXXX copeilcTBOBaiM OCBOEHHWE M CEPUMHBIM BBITYCK Kak
OTJIEJBHBIX Y3JIOB (IE€TEKTOPOB, HACOCOB, MHKEKTOPOB, AeMII(hepoB), HAITPUMED,
U KOMIUIEKTHBIX JKUIKOCTHBIX XpomaTorpagoB. B cBoio ouepenb cwirpaiu
HEMAJIOBAXKHYIO POJb pa3paboTKa TEOPETUUECKUX OCHOB, OPraHU3aIis BBITYCKa
OYEHb YHCTHIX PACTBOPUTENECH M XUMHUKATOB HJisi BBICOKOA(DPEKTUBHON
KHUJKOCTHOM XpoMartorpaduu. Heo6xoaumpiMu MOMEHTaMU
BBICOKOA()(PEKTHBHON JKUJIKOCTHOM XpomaTorpaduu oOKa3ajauch OpraHHU3aIlUs
MIPOM3BOJICTBA MEJIKOJUCIIEPCHBIX COPOEHTOB Ha 0a3e CHIIMKArelsl ¢ 3epHEHUEM
3-10 MHKpOMETpOB M CHOCOOHOCTh TMPUBUBATH HAa HETO0 XHUMHUYECKHE
HenmoABMKHBIE a3kl [27].

JUiss aHanu3a BEIIECTB IPUPOAHOIO YCIOBUS M SKOJIOTHYECKOIO
coctosinug Hambonee oOmupHO mnpuMeHsioT BDOXX B wnoHOOOMEHHOM
a7cOpOLIMOHHOM U BUAAX.

BOXX umeer crnenyronue npeuMyIiecTna:

- METOJ MPUMEHUM JUIsl pa3/ieleHusl CyOCTpaToB, KOTOpbIE HE 00JIaJatoT

JETY4YCCThIO U HCYCTOfI‘—IHBOCTBIO IIpX BBICOKHUX TCMIICPpATYypaX B OTIHNYHUC OT
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KUJKOCTHOW Xpomartorpaduu, B KOTOpPOM NpU KOMHATHOM TeMIeparype
MIPOUCXOJIUT Pa3eeHHEe KOMIIOHEHTOB;

- OOJBIION [MAana30H MOJIEKYJISPHBIX MAacC COEAMHEHHH, C KOTOPBIMHU
BO3MOXXHO TPOBOJMTH HCCIEIOBAHUA: OT HECKOJbKUX €IWHHUIl BIUIOTH [0
JECSTKOB MUJUITUOHOB;

- MSITKHE YCJIOBHS JJIs IPOBEACHUS aHAJIN3a;

- addextuBHOCTh pazgeneHus (mo 150 000 T. T. HA OOUH METP) MO
CPaBHEHUIO C JJOCTUTHYTOM B ra3oBOil Xxpomartorpaduu;

- OousbllIasi CKOPOCTh aHallh3a, OOBIYHO MPOLECC pa3[eieHUs] CIOXKHOU
XUMHUYECKOU CMECH KOMIIOHEHTOB MOKET MPOXOAUTH BCETO HECKOJIBKO MUHYT;

- KOJINYECTBEHHBIN METOJ] UMEET BHICOKYIO TOUHOCTb;

- TIpenapaTUBHO B MATKUX YCJIOBUSIX MOXKHO BBIJICIIUThH YHCTHIC BEIIECTBA
U3 CJIO)KHOU CMECHU M B JaJbHEUIIEM U3YYUTh UX UHBIMU (PU3HKO-XUMHYCCKUMHU
crocodamu;

- BBICOKAas  YyBCTBHUTEJIBHOCTb  J1a€T  BO3MOXHOCTb  H3MEPUTH
MHUKPOKOJIMYECTBA CYOCTPATOB B CJIOKHBIX CMECSX;

- 3HAQYUTEJIBHO BBICOKAs CEJIEKTUBHOCTh CpEIUW JPYTrUX BapUaHTOB
xpomaTorpaduu st BCEX BEIIECTB, KPOME CHUIIBHOIOISPHBIX;

- pa3lelieHHE BEIIECTB BO3MOXKHO KaK B BOJI€, TaAK U B OPraHUYECKUX
pPacTBOPUTENISX.

B BbIcCOKO3h(PEeKTUBHON KUAKOCTHONW XpomaTorpaduu Hamboyiee 4acTo
UCTIONIB3YIOTCS  (DOTOMETpUUYECKHE NeTeKTOphl.  [IpuHIMI JEHCTBUS TaKUX
JNETEKTOPOB OCHOBAaH Ha KCIOJIb30BAHMM 3aKOHA MOTJIONIeHus cBeTa byrepa-
Jlambepra-bepa. bonbimas 4YacTh  OpraHWYeCKMX  COCIMHEHUNA  HMMEET
MHTEHCHUBHBIE MMOJIOCHI MOTJIONIEHUS B UHTEepBasie JiIuH BOJH OT 200 1o 800 HM.
OT1o ompenenseT OOMIMPHOE pacHpocTpaHeHHue (HOTOMETPHUUECKUX CHOCOOOB
JNETEKTUPOBAHMS, a TAKXKE U JIJI1 aHAJIN3a JIEKapCTBEHHBIX BellecTB [28].

be3ocTtanoBoYHast peructpanysi U3MEHEHHS MOKa3aTelis MPEJIOMIICHHS Ha
BBIXOJI€ M3 KOJIOHKH 3JII0aTa B CPABHEHUM C YUCTHIM JJIFOEHTOM JIET B OCHOBE

byHkuun pedpaxromerpuyeckoro aerekropa [29]. Kak npasuio, mokaszaTeib
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MpEJIOMJIEHUSI ~ MOXET  M3MEHATHCS ~ MPONOPIUOHAIBHO  KOHIEHTPALMH
UCCIEAYEMOTO COeAUHEHUs. TakoW JEeTeKTOp CUMTAETCSl YHUBEPCAIbHBIM H
COMOCTaBUM TIOYTH C JHOOBIM  BHUAOM  MNOABMXKHOM  (a3pl.  OOBIYHO
pedpakTOMETpUUECKUI METOJl HE3aMEHMM B TaKUX MOMEHTaX, Korja
aHANIM3UPYEMblE  COCAMHEHUS] HE  HMMEIOT  BO3MOXHOCTh  IOIJIOUIATh
ANIEKTPOMArHUTHBIE H3Jy4€HUs B YIbTPa(pHUOIETOBOM M BUIUMOMN 00JACTAX
CIIEKTpa M HE MOTYT o00sanath ¢IyopeclueHIel U AIEKTPOXUMHUYECKON
AKTUBHOCTBHIO.

OcHOBHOI HEOCTaTOK pepaKTOMETPUUECKOTO JIETEKTOpa — HEBbICOKAs
YyBCTBUTEJIBHOCTh, KOTOpasi MOXET CTaTh BBINIE H-3a BbIOOpAa MaKCHUMAaJIbHO
aJIeKBaTHOM NOJABW)XHOW (a3bl, a MMEHHO NPHUMEHEHHE DIIIOCHTA, KOTOPBIN
UMEEeT OYEeHb HU3KUU WM OYEHb BBICOKMH IOKa3aTeslb MpelioMmieHus. Takxke
TaKOMY JICTEKTOPY HEOOXOAUMO TepMOCTaTUpoBaHue ¢ ToyHocThio 70 0.0001°C.
Jist  TpaguMeHTHOro dJIIOUPOBAaHUS  pePpPaKTOMETPUUYECKUN  JETEKTOp He
NOAXOOUT.

brnaromaps BBICOKOW YyBCTBUTEIBHOCTH M OTHOCUTEIBHOM IIPOCTOTE
npumensetcs metoq BOXX ¢ dhnyopuMerpudeckuMm netexktupoBanuem [30] mms
HAJIEKHOTO OIpENEIeHUsT B MaTpHUIaX CI0XXHOTO COCTaBa COAEPXKAHUS psaa
COCIMHEHUI, KOTOpbIE B CBOIO oOdYepenp o00namaroT (QiyopecueHnuen uiu
npuoOpeTaloT ee B ycioBuax aHanuza. C MOMOIIBI0 (PIyOPUMETPUUYECKOTO
JIETEKTOpa BO3MOXXHO OIPEACIUTh TaKhe ToKa3aTelau, Kak OeH3amupeH W
ONpeJieiecHHbIe  BUTaMUHBI.  JlaHHBIE  BeleCTBA HMMEIOT  COOCTBEHHYIO
¢QuyopecieHIIMIO U TO3TOMY MpOIEecC MPOOOMOATOTOBKM  CTaHOBUTCSA
3HAYUTENBHO TPOIIEe, TaK KaK OTHAAAaeT CTaUs MONIYYSHHS (IIyOpecIUpyIONIX
IPOU3BOIHBIX.

JInoaHO-MaTpUUHBIN JIETeKTOp 00JiajlaeT BUAUMBIM JAHANA30HOM OOBIYHO
ot 190 mo 700 HM W mpeaHAa3HAYEH MU PETUCTPALMM KOMIIOHEHTOB, KOTOPBIE
UMEIOT TIorJioleHrue B 3ToM wuHTepBasie [31]. OaHOBpeMEHHOE TMOJydYEHUE
JAHHBIX BO BCEM HWHTEpBaje Onarojaps AMOJHOW JTWHEWKE — OTIMYUTEIbHAS

CIIOCOOHOCTh JaHHOTrO JaeTekTopa. CBET, KOTOPBIM MPOXOIAUT uepe3 obpaserl,
21



pasnaraeTcsl Ha CIEKTp, Jajiee BeCh CIEKTpP MONajJaeT Ha JUHEHKY (OTOIUO/IOB,
rae u GUKCUpyeTcsl CUrHajl. J[noaHO-MaTpu4HbINA AETEKTOpP MO3BOJISIET CHUMATh
cnektp B Y®/Bumumom [uamnasoHe, KOTOPbIM MOXHO MPUMEHATH s
UJEeHTU(DUKAIIUY KOMITIOHEHTOB.

Camoe OoJbIIOE pACIPOCTPAHEHHE W3 THUIMA AJIEKTPOXUMHUUYECKUX
JETEKTOPOB B BBICOKOA(P(EKTUBHON MKUAKOCTHOW XpomaTorpapuu IMOTYYUIH
aMIEPOMETPUUYECKUNA, a TaKXKEe KOHIAYKTOMETpUYECKUU naerekTtopsl [32]. B
MOHHOM  XxpomaTtorpa¢uu OOBIYHO HCIMONB3YETCS KOHAYKTOMETPUUYECKUI
neTekTop. JleTeKTUpOoBaHME OCHOBAaHO HA H3MEPEHUU BJIEKTPONPOBOJHOCTH
AJK0ATa, KOTOPAsi MPOMOPUMOHAIbHAs KOHIEHTPAUMU MOHOB. HacTo NMpUMEHSIOT
MOJIaBJISIONIYIO KOJIOHKY JUIsl TIOJIaBfieHus (POHOBOM 31€KTPONPOBOAHOCTH. Jljist
JNETeKTUPOBAHUSI ~ BCEX  BEUIECTB,  KOTOpPble  MMEIOT  CIOCOOHOCTH
BOCCTAHABJIMBATbCS WM OKHUCIATBHCS B JHMAaNa3OHE IOTEHIHANa, KOTOPbIN
YCTaHOBJIEH Ha padoyeM »J3JIEKTPOJE, MOXKET TMOJONTH aMIepoOMETPUUYECKUl
nerexktop. K astomy pabodemy dJIEKTpOJy YCTAHABIMUBAIOT TMOCTOSHHBIM
MOTEHIINAN, a 3aTeM OIPEACINIAIOT MpeaenbHbIi Aup(Yy3UOHHBIN TOK TPU JaHHOM
NOTEHIMAJE OTHOCUTEIBHO JIJIEKTPOJA CpaBHEHHs. TakoW JETEeKTOp OYEHb
YYBCTBUTEJIEH U CEIEKTUBEH. AMIIEPOMETPUYECKHUIN JETEKTOp MPUMEHSETCS IS
omnpesenenus GeHoJII0OB, TOPMOHOB CTpecca, MECTUIIMIOB U HUTPO30AMUHOB.

B Hamm gHM ecTh U Takue BUABI JETEKTUPOBAHUS B BHICOKOI(PHEKTHBHOM
KHUJIKOCTHOM XxpoMatorpadun kak komomHanuss BOXKX ¢ macc-cnekrpomerpuei
JUISL  OTIPECNICHUS OPTraHUYECKUX COCJAMHEHHHM M ¢ aTOMHO-a0COpPOIIMOHHOU
CIIEKTPOMETPUEH I HCCIeAOBaHUS coeauHeHui [33]. DTo maeT BO3MOKHOCTH
IPOBOJIUTH MCCIIEIOBAHUS TAKUX MOKa3aTeIeH KaK MeJIaMHH, acllapTaM, BUTAMHUHBI
A, D, u E, xunun, narynuH, S-okcumetundypdyposn, OeHzanupeH, adhIaTOKCHH
M1, adnatokcun Bl.

MoXHO caenath CJEIYIONIME BBIBOJIBI MO  BBICOKOA(DPEKTUBHOM
YKUJIKOCTHOM Xpomartorpaduu:

- BOXKX sBnsiercs omHuM u3 cambIX 3G(HEKTUBHBIM CITOCOOOM pa3/eieHus

U aHaJIn3a CJIOKHBINM CMECE.
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- OTOT METOJ WCHOJIb3YeTCs JUIsl pa3eieHUs BEIIECTB, KOTOpPHIE HE
00J1aJ1at0T JIETYYECThIO U HE YCTOMUYMBBI MPU BHICOKUX TeMIEpaTypax.

- JloctaTouHo 00MBII0N BEIOOP MOJTYJIEH HaeT BOZMOKHOCTh THOKO peliaTh
Pa3IMYHOTO THUIMA AHAIUTUYECKUX 3a/ad, MPU HEOOXOIUMOCTH OBICTPO MEHSTh
KOH(UTYpaIMI0 CUCTEMbI C MUHUMAaJIbHBIMU PacX0IaMHu.

Henonsuxubie (bazsl Ha OCHOBE CUJIUKArens SIBJISIFOTCS
MOAUGUIIMPOBAHHBIMU COPOCHTAMHU C XMMHUYECKU NTPUBUTHIMU TPYIIAMHU, Ha
MOBEPXHOCTH KOTOPBIX MO CBsA3sM —Si-C—, KOBaJCHTHO HMPUBHUTHI OKTACIIMIbHbIC
rpynmnbl Cig, ankuibHble Tpynmbl C,-Cg, a Takke (QeHUIbHBIE, aJTKWIAMUHO-,
aMUHO- , HUTPO- U JUOJIbHBIC TPYTIIIHI.

OxranenwibHbie (a3bl CUYUTAIOTCS HaOOJIee PaCIpPOCTPAHCHHBIMU B
npakTuke oOpaimieHHo-(pazoBoit xpomartorpaduu [34]. [[1OTHOCTH TPUBUBKH
o0bryHO coctapisier 1.1-2.3 uM-2. Takke NpUBUTBHIE COPOEHTHI AENATCA IO
TUTIaM MoOJU(UKAaTOpa, MO KOHIEHTPAIIMU OPTraHUYecKoro MoaudukaTropa H
KOHLIEHTPALIMM  OCTaJbHBIX CHUJIAHOJBHBIX TpPYII IOCJIE€ MPUBUBKU HA
NOBEpXHOCTH cunukarens. 5-20% yraepoaa coaepxkurcsa B copoeHTax. CteneHb
MOKPBITUSL TMOBEPXHOCTU CHUIIMKATENsl OPraHUYeCKUM MOAM(PUKATOPOM OOBIYHO
coctaBisier 10-60%, a B Hamy4iIed BO3MOKHOCTU CTENEHb MOKPBITHS MHOTAA
nocturaet  95%.  AncopOLMOHHBIM  MEXaHM3M  YACP)KHBAaHUS  BCEr/a
COMPOBOXKJIaeT O0OpamieHHO-(Pa30BbIii 32 CUET TMPUCYTCTBUS  OCTABIIUXCS
CHWJIAHOJIBHBIX TPYIM. 3a4acTyIO JOMOJIHUTEIFHO 00padaThIBAIOT XJIOPCUIIAHAMU
JUISL YMEHBIIICHUSI KOJIMYECTBA CHJIAHONBHBIX Tpymm. Takod TuUl o00paboTKH
Ha3bIBaeTcs sHakenmuHr (end capping). Pazmep mop Sp MoaubunupoBaHHBIX
COpOCHTOB MOXKET HaxOJHWThCSA B jauarazone 150-550 M2T. ViepxxuBaHue u
CEJICKTUBHOCTh COPOCHTOB pa3NUYalOTCd HE OYEHb CHIJIBHO, HE CMOTpS Ha
UACHTHYHOCTh MOJU(PUIUPYIOMUX TPYNN. 3HAYUTEIBHBIC PA3IHYUi B
CBOMCTBAaX MCXOJHBIX CHJIMKAreJed ¥ YCIOBUH MOAUGPHUIIMPOBAHUS MOXKET

IMPHUBCCTHU K HCBOCIIPONU3BOAMMOCTH.
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CopOeHTbl, OCHOBaHHbIE Ha CHJIMKArejie, UMEIOT CBOU HeAoCTaTKu. Yare
BCEr0 MMU SBJISIIOTCS OTPaHUYEHHO JONyCKaeMbld nuamna3oH pH u sBustorcs
COpOLIMOHHAS] aKTUBHOCTh OCTATOYHBIX CHIIAHOJIBHBIX TPYIII.

Ha Ttabnuue 1.1 mpeactaBieHsl COpOEHTHI, MPOU3BOJIUTEIN KOTOPBIX
BBIMYCKAIOT NMpuBHUTHIE 0OpaieHHble (a3l Cg 1 Cig MMes HECKOJIBKO BapUaHTOB
C Ppa3HbIMU IUJIOTHOCTSMU TNpuUBUBKH. B  oOpaieHo-¢a3oBoii cucrteme
npumenstorcss NOz- 1 NH-¢ha3sl 1 ux 0cOOEHHOCTh B TOM, YTO OHU CBSI3bIBAIOT
HOJIIPHYIO TPYIIY C MOBEPXHOCTBIO CHIIMKAresss KOPOTKMUMH alu(paTUYeCKUMU
moctukamu (Csz). B pazgenennn nmo O® mMexaHu3My MOJsSIpHAs TpyIna He
OPUHUMAET YyYacTHe WM MOXET WIrPaTh BTOPOCTENEHHYIO pOJib, MPU HTOM
HECKOJIbKO M3MEHSIET CEJIEKTUBHOCTb I COEAMHEHUH C KOHKPETHOU
XUMHUYECKOU MOJIEKYJIIPHOU CTPYKTYpoit [35].

Ta6muma 1.1. Cop6entsr miist OO BOXX

CopbenTt Sp, M°/r Huametp | duametp dopma yacTuil
op, HM YAaCTHII, MKM
Ancopbemi Cg 450 6 5,10 Heperynsphuas
Ancopbedep Cg 200 8 3,5,10 Cdepuueckast
Antuma Cg - 10 5,10 Cdepuueckast
Anwsdpabonn Cg 300 12,5 5,10 Heperynsphas
Ancop6cdep Cig 200 8 3,5,10 Cdepuueckas
Antuma Cig - 10 5,10 Cdepuueckas
Ancop6cun Cyg 450 6 5,10 Heperynsphuas
Anwsdpabonn Cig 300 12,5 10 Heperynsphas
pu-bonnonak®enunn 300 10 10 HeperynspHuas
u-bonnonak Cig 300 10 10 HeperynspHuas
Bepcanak Cg 200 60 10 Heperynsphas
Bepcanak Cig 200 60 10 Heperynsphas
I'mnepcun Cg 170 10 3,5,10 Cdepuueckas
I'unepcun OIC 170 10 3,5,10 Cdepuueckas
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(Cis)

3opbaxc Cg 350 7 8 Heperynsipuas
HNuacdep 130-Cg 300-330 11 5,7,10 Cdepuueckas
Huachep-130-Cgr | 300-330 11 57,10 Cdepuueckas
JIuxpocop06 PII-8 300 10 5,10 Cdepuueckas
JIuxpocop6 PII-18 300 6 10 Heperynsipuas
JIyna Cg - 5 Cdepuueckas
Jlyna Cig - 3,5 Cdepuueckas
Hyxkneocun Cg 300 10 57,10 Cdepuueckas
Hyxkneocun Cig 300 10 3,5,7,10 Cdepuueckas
PoCun Cyg 400 8 3,5,8 Cdepuueckast
Cemnapon Cyg 300 10 5,10 Cdepuueckas
PoCuin Cq 400 8 3,5,8 Cdepuueckast
Cenapon Cg 300 10 5,10 Cdepuueckast
Cuacop6 Cg 300 10 5, 7, 10, 15, | Heperynspnasa

20
Cdepucopb Cg 220 8 5,10 Cdepuueckast
Cutacop6 Cig 300 10 5, 7, 10, 15, | Heperynsapnasa

20
TeuCun Cg 500 6 5,10 Cdepuueckas
TeuCui Cqg 500 6 5,10 Chepuueckas
Oxkonochep Cg 200 8 5,10 Cdepuueckas
Oxonocun Cg 450 6 5,10 He perynsipuas
OxoHochep Cig 200 8 5,10 Chepuueckas
OxonHocui Cig 450 6 5,10 Heperynsphas

[MomBwxnast (aza, uam pacTBOPHUTENb, UMEET BEChbMa MHOTO0OpPa3HYIO

poiib B BBICOKOA(D()EKTUBHON KUIKOCTHOW XpoMaTorpaduu.

BMmecTe ¢
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TPaHCHOPTHOM (yHKUMEW NOJIBH)KHAs (a3a MPOSIBISIET AKTUBHOE Y4YacTUE B
MpoLIECCe PA3ACNICHUs U OKa3bIBA€T 3HAYUTEIBHOE BIUSHUE HA BO3MOXHOCTH
JNETEeKTUPOBaHMs. 3a4acTylo HEOONIbIIOE U3MEHEHUE COCTaBa MOJBUKHOMN (ha3bl
MOXET MPEJOCTABIATh Takue (PYHKUUMM KaK YCOBEPILIEHCTBOBaHUE (POPMBI
NUKOB, MOAU(UKAIIHS Mpoliecca, CIOCOOHOCTh U3MEHATh IPOLECC pa3/ieNieHus U
UHAUBUAYaJIbHOE pa3pelieHue KoMmrnoHeHToB. Kornma onHa monaBmkHas Qaza
3aMeHsieTcss ApyroM, To (akrop yaepxkuBaHus usMmensercs B 103-105 pas.
[lonywaercst, 4TOo mpu BBIOOpPE pacTBOpUTENs TpeOyeTcss YYecTb BCIO
COBOKYITHOCTh MX XMMHYECKHX M (DU3UYECKUX CBONCTB, UX COBMECTHUMOCTH C
oTpeeIeHHbIM CcrocoOoM  paszelieHus, BIIMSIOLIME Ha  pabory
xpomaTtorpauyecKux UCCiIeI0BaHUM.

CyliecTBeHHOE CHWXEHUE 3aTpaT BpPEMEHM, NPHUHAIICKHOCTEH Ha
ONTUMM3AIMIO METOJIOB pa3/ieNIeHUs U UCCIIEI0BAHUN COCTMHEHUN PU TTOMOIIIH
BOXX MO0XHO 10CTHYb, NMPUMEHUB HOBBIE TEOPETUYECKHUE pPa3pabOTKH U
OKCIIEPTHBIE BBIBOJBI. lMeeT HEOoOXOAMMOCTh 3HATh CBOWCTBA MCXOJTHOM
NOJIBIKHOM  (ha3bl, 3aKOHOMEPHOCTH HX HW3MEHEHUS B 3aBHUCHUMOCTH OT
XUMHYECKOTO COCTaBa HEOJAHOPOJHOIO PACTBOPUTENS U BIUSHUE TEMIIEPaTyphI
U JIaBJICHUS HA (PU3UKO-XUMHUYECKHE CBONCTBA PACTBOPUTEIIS.

Hcxonss w3 3TOro MOXHO CcHeNaTh BBIBOJ, YTO MOABHXKHBIC (has3bl,
MPUMEHSIONTUECS B BBICOKOA(D(PEKTUBHON KUIKOCTHOM Xpomarorpaduu, s
pPE3YJIBTATUBHOTO  HWCCJENOBAaHUA  JIOJDKHBI — 00JlalaTh  OMpe/IesIeHHBIMU
CBOICTBAMU TaKMMHU KaK: OY€Hb HM3Kas BA3KOCTh, YUCTOTAa PACTBOPHUTEI,
COBMECTUMOCTh C JETEKTOPOM, XMMHUYECKass HEaKTUBHOCTb, O€30MacHOCTb,
OPOCTOTA M XOpOIIasi pPacTBOPUMOCTh IO OTHOUIEHUIO K HCCIEIyEMbIM
coenuHeHusAM [36]. B HEKOTOpBIX cClyyasX CMENIMBAEMOCTb C JPYTUMH
MOJIBIDKHBIMU (ha3aMu M BO3MOXXHOCTHh M3BJICYCHHsSI BEIIeCTBa 0€3 KaKuX-Ir0o
3aTpYJHEHUM W3 DdJroaTa SIBISETCS 3HAYUTEIbHBIM CMBICIOM, a TaKXKe
TEeMIlepaTypa KUIECHUSI.

Kunrouenie dbuznyeckue rnapamMeTpbl pacTBOPUTENEH, 4acTo

MPUMEHSIIOIMECS] B BBICOKOA(D(PEKTUBHONW KUAKOCTHOM Xpomartorpaduu,
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U3JI0KEeHbl B Tabnuue 1.2, a MMEHHO TemIeparypa KHUIEHUS, IUIOTHOCTD,

BA3KOCTb, IOKAa3aTelb MPEIOMJIEHUs, Mpeaen npo3payHoctd B YD-obnacTtu

CIEKTpa, paCTBOPUMOCTb PACTBOPUTEIIS B BOJIE U BOJBI B PACTBOPUTEIE.

Tabnuua 1.2. Haubonee yacto npuMeHsieMble MOJBUKHBIE (Pa3bl.

n'10°, | Ipenen | PactBopumocts
[TonBuxHas e p IpH s (ITallc) | YO, (%) mpu 20 °C
daza 25°C, npu 25 HM
oC B Boze | Bonabl
AtneToH 56.24 | 0.7845 | 1.3560 | 0.304 330 o0
AUeToHUTpUI 81.6 | 0.7767 |1.3416 | 0.341 195 00 00
benzon 80.1 | 0.8737 |1.4979| 0.603 280 0.18 0.05
Bona 100 | 0.9971 | 1.3325| 0.894 190 0 0
I'excan 68.7 | 0.6548 | 1.3723 | 0.299 195 0.014 | 0.01
Metanon 64.5 | 0.7868 | 1.3265 | 0.5445 205 0 o0
Terpaxmopmeran | 76.8 | 1.5844 | 1.4574 | 0.905 265 0.08 0.01
Xmopodopm | 61.2 | 1.4799 | 1.4429 | 0.540 245 0.8 0.07
[uxmorexcan 80.7 | 0.7739 |1.4235| 0.898 210 0.01 0.01
OrtaHon 78.3 | 0.7850 | 1.3594 | 1.078 205 o0 0

1.2.2. UnenTudukanus 1 KOJIHIeCTBEHHOE onpeaeneHue Mmerogqom BOXKX

Xpomarorpamma

MMpCaACTaBJACT

cooom

HarJIsgHoe

n300paxxeHue

I/IH(bOpMaHI/II/I 0O COCTaBC€C CMCCH HJIM BCIICCTB HAa BbBIXOJC M3 B HHaHapHOﬁ

XxpoMatorpaduuecKoi CUCTEMEI.

Xpomarorpauueckuii MUK — 3TO YYaCTOK XPOMATOTPaMMBI, KOTOPBIH

COOTBCTCTBYCT BbIXOAY HCCIICAYCMOI'O KOMIIOHCHTA U3 KOJIOHKH.

Bpewms

yAEPKUBAHUS

BEIIECTBA,

tr —

9TO

BpeMsi  TIpeObIBAHUS

UCCIIEyeMOT0 COeIMHEHUs B Xpomarorpade. B mpakTtuke Bpems ynepKUBaHUS

ompenensaeTcss OT MOMEHTa BBOAa IMPOOBI KOMIIOHEHTa B Xxpomatorpad a0

MOMCHTA PCrucTpainu MakCMMyMa CUI'HaJla ACTCKTOpaA.
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TARTCHITHAIBHLIC JIHHIH
JUTA OIIPE/ICICHNA
HIHPHHLL ITHKa
HpH OCHOBaHIK

HIHPIHa ITHKa
HPH IIOJOBHHC

BHICOTHI OCHOBANMH
RBOT |
winz \
|
| 1 I
—w/,

Bpema viepkupanna

10% BHICOTH
HKa

HINPHHA UK pH

I AcuMmmeTpus
. — HecopOupvemoro | Ka
“ KOMIIOHCHTa ' As= A/B

L9 l 1-ro nuxa

the 2-10 1nuKa

Puc. 1.1 XpOMaTOI‘paMMa BCIICCTBA U €€ XaAPAKTCPHUCTHUKH.

I/IJIGHTI/I(i)I/IKaIII/IIO COCAMHCHU ONPCACIIACTCA 110 3HAYCHUIO BPEMCHHU €TO
YACPKUBAHUA B KOJIOHKC 06pameH0—(basoBor0 COp6€HTa. JIJISI HCCJIEA0OBaHUA
KOJIMYCCTBCHHOI'O COCTaBa MPUMECHAIOT YPABHCHUA I'palyHUPOBOYHBIX Fpa(l)I/IKOB,
COOTBETCTBECHHO UCXOAS U3 UX INJIOIIaAN ITHUKA.

dazoBoe COOTHOULICHUEC - BaXHasAd XapaKTCpUCTHUKA CHCTEMBI,
ITO3BOJIAIOII A UMETH CBA3b XpOMaTOI“pa(I)I/I‘-IeCKOFO mponecca CcO
CTaTUCTHYCCKHM IIPOLCCCOM PACIIPCACICHHUA, U JaJI€€ C TCPpMOAUMHAMHNYCCKUMU

napameTtpamu [37]:

_Vs 1.1
(p_Vn ( )

rae V, — cBOOOIHBIN 00BEM KOJIOHKH, Vs — 00beM COpOCHTa B KOJIOHKE.
CBoOOHBIIT 00BEMOM — 3TO YacTh OOBEMa CHUCTEMBI, KOTOpas HaxXOJHUTCS B
npeaenax KoJOHKH. BeandynHa KoTopas MPOTHUBOIIOIOKHA CBOOOTHOMY 00BEMY
CHUCTEMBI Ha3bIBaeTCsI 00beMoM copOeHTa [38].

BpemeneM mnpeObIBaHUS HCCIEAyEeMOTO KOMIIOHGHTa B Xpomartorpade
SIBJIIETCS. BPEMS yJIEpKHMBaHHUs BellecTBa tr. B mpakTHke ero ompeneisioT oOT
MOMEHTa BBOJIa ITPOOBI KOMIIOHEHTa B XpoMartorpad) 10 MOMEHTAa PErHCTPaIUH
MaKCHUMaJIbHOT'O0 CHTHAJIa IETeKTOopa.

Bpemenem npeObiBaHUsS HECOPOMPYEMOro COEIMHEHUS B Xxpomarorpade
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Ha3bIBAIOT MEPTBBIM BpeMeHeM tg  [IpakThuecku MepTBOE BpeMs ONpeaesieTcs
OT MOMEHTa BBOJla MPOOBI HECOpOUpPYEeMOro BeliecTBa B Xxpomartorpad a0
MOMEHTA PETUCTPALIMH MAKCUMYyMa CUTHAJIa JETEKTOPA.

Hcxonst W3 OSTUX TOHATUA M WCIOJB3YS TMOJYUYEHHBIE 3HAYCHHUS
PAcCUMTHIBAIOT BaKHBIM XpoMaTorpauueckuil mapameTp Kak Kod(HUIIMeHT

€MKOCTH BENIECTBA I

k = tri—to (1.2)

tO
PaccuuThiBas Takoil xpoMmarorpaduueckuil mapaMmeTrp MOXHO MoAo0paTh
ONTUMAJbHBIE YCIOBUS yAEPKUBAHUS KOMIIOHEHTA B KOJIOHKE.
CelleKTUBHOCTh KOJIOHKHM SIBJISIETCSI BaXKHOM OLIEHKOHM B BBIIIOJIHEHUU
pasneneHus xpomatorpapuyeckuM MeTogoM. CeleKTUBHOCTh KOJOHKH O
pacCUMTHIBAE€TCSl OTHOILIEHUEM MPUBEAECHHBIX BPEMEH yIEPKUBAHUS JBYX MUKOB

10 TIPEJICTABIEHHOMY YPaBHEHHUIO:

oq = B2"to (1.3)

 tri~to

CelIeKTUBHOCTBIO ~ HAa3bIBACTCS  CIIOCOOHOCTh  Xpomarorpaduyeckoi
CHUCTEMBI K pa3JeJCHHUIO JIByX KOMIIOHEHTOB. EciM y HIByX KOMIIOHEHTOB
OJIMHAKOBbIE 3HA4YCHHS tr, TO U3MEHEHHE NapaMeTpPOB B XpoMaTorpadpuyuecKou
CHUCTEME, TaKMX KaK pacxoj AJII0CHTa WIM U3MEHEHHE T€OMETPUM KOJIOHKH, HE
CO3JIaCT XOpoIllee pa3AeiICHUE ONPEICICHHON Mapbl KOMITIOHEHTOB.

XapakTepHble JI€UCTBUS KOJMYECTBEHHOI'O aHajuW3a OCHOBAaHO Ha
HEMOCPEICTBEHHON CBA3M BBICOTHI MNMHKa WIM €€ Iulomaau (T.e. CcUrHaia
JETEKTOpa) ¢ HEKOTOPO# (PYHKIIMOHAIBHOM Maccoi M, KoTopas ObliIa IIpoiIeHa

yepes SSYerKy JeTeKTopa:

S=f-(m) (1.4)

Ho cTout otmMeTnTh, 94TO Takue mapameTpsl PYHKIIMN HE UMEIOT CBEJCHUN
HU I Kakoro-aTubo JIETeKTopa H  CaMOro HCCIIENyeMOTO  BEIlecTBa,
CJe0BaTEeNbHO, TEPBBIM  ATAllOM  KOJMYECTBEHHOIO aHAJIW3a  SBISIETCA
KaIMOpOBKa, 3HAYUT YCTAaHOBJIEHME TMapaMeTpoB ypaBHeHus (1.1) wu
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YCTaHOBJIIGHHE BHJA, KOTOPBIE OTBEYAIOT YCIOBHSAM aHalu3a, copoary,
JIETEKTOpY. YCIOBHS aHalu3a JAOJDKHBI MOJOMPAThCS B MAKCHUMAIBHO 3a/IaHHOM
Avama3oHe, TPU OTOM COXpaHsJIach JIMHEHHas 3aBUCUMOCTh. OOBIYHO
OTIPE/ICTSIOT HE IJIOMIAJAM MUKOB, a MX BBICOTA, Onarojmaps yeMy MOIydaroTcs
O0onee TOYHBIE peE3ynbTaTbl. OJTO HEMOCPEJACTBEHHO CBS3aHO C paboTou
COBPEMEHHBIX XpOMaTOrpad)oB U HATMYHNEM Ka4eCTBEHHBIX KOJIOHOK.

Nmerorcst 3 OCHOBHBIX ~ CIIOCOOOB  KOJIMYECTBEHHOM  00pabOTKH
XpoMatorpamMm. TakuMHU SIBISIFOTCSI: METOJ BHYTPEHHEH HOpMaIH3alliH, METO]
BHYTPEHHETO CTaHJapTa MMETOJ aOCOMIOTHON KanuOpoBku. B xpomarorpaduu
CaMbIM PAacCIpOCTPaHEHHBIM METOJIOM KOJHMYECTBEHHBIX H3MEPECHUN SBISICTCA,
TaK Ha3bIBAEMBIH, METO/ TPaayupOBKU. Ero cMbICT 3aKir0o4aeTcs B TOM, YTO IO
pe3yabTaTaM HMEIOIINXCSI BCEX U3MEPEHHUI ¢ TOUHBIMH KOHIIEHTPAIIUSMHU CTPOSIT
rpagyupoOBOYHBIN IrpaduK, O KOTOPOMY OTPEIEISIOT KOHIICHTPAIIUN UCXOTHBIX
komrnioHeHToB. Ecnm rpaduk wmMeer BUJ JIMHEHHOW 3aBHCHUMOCTH, TO BCE
pe3ynapTaThl aHalU3a MOXHO IIPOBECTH C IPUMEHEHUEM IONPABOYHOIO
kod(dduinenta. g Toro 4troObl paccuMTaTh TaKoW KO3(PGUIIMEHT, HYKHO
OIPEACTHTH IUIOMIAH MTUKOB C Pa3HBIM COJICPIKAHUEM JTAHHOTO COSAMHEHHS .

= ol (L5)
' s-100

rie K — monpaBo4HbIi KO3PGHUIHEHT, Wi — comepkaHue I-ro KOMIIOHEHTa,
g - BelInurHa MpooOsI (00bEM, Macca), S — IJIOMIAIb ITHKA.

Jlanee [uisi TMOJIyYEHHBIX KOA(PGHUIIMCHTOB 3HAYCHHUS YCPEIHSIIOTCS,
HPOBOAMTCS aHAIW3 BCeH HCciaeayeMoll mpoObl W B KOHCYHOM HTOIE

pacCUYMTHIBACTCA PE3YNbTAT MO cieayromei hopmyre:
i = kis:100 (1.6)
q
Bricota mmka H caykut Mepoil KoiaudecTBa XpomaTtorpadudeckoi
KOJIOHKH, SKBUBaJIEHTHasi TeopeTtnueckoil tapenke BOTT. U3 xpomaTorpaMmbl
paccuuThIBaeTCsl KOJIMYECTBO TeopeTHueckux Tapesnok N, paccunteiBaemas

caeayromum oopazom [39]:
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N=16" (t_R)Z (1.7)
w

[Inmomane nmuka W BpeMmsl YICPKHUBAHUS SIBIAIOTCS OJHUM W3 TJIABHBIX
napameTpoB camoro nuka. [lo BpeMeHM yaepkKuBaHUS B ONPEACICHHBIX
YCJIOBUSIX BEAYT WACHTU(PUKALMIO COCAWMHEHHUS, WM TaK Ha3bIBAEMBIN
KauecTBeHHbIN aHanu3. [locie Toro, kak coeauHEeHHE UICHTU(PUIIUPOBAHO,
MPUMEHSIETCS KOJIMYECTBEHHBIN aHall3, MMEsSl YK€ PACCUMTAHHYIO IUIOLIA/Ib
nuka [39].

BricokoadexTuBHas  KuAKOCcTHast — xpomatorpadusi  oOecreyuBaeT
OBICTpOE, UYYBCTBUTEIBHOE U BOCIPOM3BOJMMOE CPEJICTBO pa3lelieHus Hu
KOJIMYECTBEHHOT'O OMNPEJEICHUSI OJHOBPEMEHHO Pa3JIMYHBIX CEPOCOIECPIKAIIMNX
AMUHOKHUCJIOT U CBI3aHHBIX C HUMM Tpou3BOoAHbIX. MeTon BOXKX, onucanubiii B
atoil ctathe [40], MogudUIIMPOBAaH U OCHOBAH Ha HMCXOJHOM OOpa3oBaHUU S-
KapOOKCUMETHIIIIPOU3BOIHBIX ~ CBOOOJHBIX  THOJOB €  TMOCIEIYIOITUM
peBpaIieHueM CBOOOJHBIX aMUHOTPYMI B MPOU3BOAHBIE 2,4-muHUTpOodeHMIA
(JIHD). Ilocne  nmepuBaTM3alMd  YPOBHM  HAHOMOJIEM  OTAEJIBHBIX
CepocoJepKAIIUX AMUHOKUCIOT U3MEPSIOT C MOMOIIbI0 Y D-IeTeKTUPOBAHUS
npu 365 HM T1Ocie pa3leNieHdus C  [OMOIIbI0  oOpalieHHO-(pa30BoM
noHoooMenHoir BOXKX. W3-3a yHuBepcampbHOCTH 3TOro Metoma BIXKX
o0cyXxmaroTcss OHOJIOTHMYECKas IOJArOTOBKa oOpaslia, a TakkKe TPOILEaypPh
nepuBatuzanuu 1 BOXX. [IpousBoaubie kucibix aMmuHokuciaoT JIH® (Bkirouas
TUOJICOJIEPKAIIUE COEUHEHHUSI) PA3AEAIOT Ha 3-aMUHONPONUIBHON KOJIOHKE C
oMoIIbI0 obOpameHHo-(pa3zoBoii noHooOMeHHOM BDOXXX. B monsmxknOM (aze
METaHOJI  UCIOJIB3YIOT IS OBICTPOTO  DIIOMPOBaHUS  M30BITKA  2,4-
muHuTpodeHona wu  mpou3BOAHBIX JIH® oOCHOBHBIX ©  HEHTpaIBHBIX
AMUHOKHUCIIOT. YKCYCHasi KHCIIOTa TPHUCYTCTBYET B TMOJBIKHON (daze s
NOJIICP)KaHUsSI aMUHOTPYIIT CBs3aHHOW a3kl B MPOTOHHPOBAHHOU (opme.
[Iytem yBenuueHWs KOHIICHTpAllUM aleTara HATpUs B TIOJBIKHOW (asze
MPOUCXOJUT CEJIIEKTUBHOE JJIIOMPOBAHUE KHUCIOTHBIX MNpOM3BOAHbIX JIH®.

OmorpoBaHHble TTpou3BoHble IH® n3MepsaroT AeTEKTUpOBaHUEM TpPU JITIUHE
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BOJIHBI paBHOE 365 HM.

B cratbe [41] BbICOKOI(P(EKTUBHOM KUAKOCTHOM Xpomartorpaduei c
oOpaieHHOM (a3oit paznensiv JaHCUN U Aa0CWIbHBIE AMUHOKUCIOTHI Ha
KOpOTKON KoJioHKe (4,6%50 mMm), 3anmonHeHHOM 3 mkMm ODS-wactunammu, c
UCIIOJIb30BaHUEM TpajJreHTa, 00pa3zoBaHHOro M3 ametoHa u 10 MM Hatpwmii-
docdharnoro Oydepa, pH 6,5 wiu 7,0. CBeroBas abcopOuus MPOU3BOIHBIX
UCIIOJIb30BAJIaCh MJIE OOHAPYXKEHHUS, MAIOIIEro YyBCTBUTEIBLHOCTH MeHee 50
IMOJTh JIJIS TIPOM3BOIHOTO JaHcuia wik 10 mMoib JJisi MPOU3BOJAHOTO jJgabcuia.
Ota cuctema Obl1a MPUMEHUMA K aMUHOKHUCIIOTHBIM aHalli3aM, aMUHOKOHIIEBBIM
aHaJu3aM U KapOOKCUIIOKOHIIEBBIM aHAJIN3aM C MeHee | HMOJIb ENTUIOB.

ABTOpBI B CBOEM cTaThe [42] ONMUCHIBAIOT CTEPEOCEIEKTUBHOE Pa3/IeICHUE
U aHaJIU3 JJIEMEHTOB IIECTU KJIACCOB XUPATbHBIX MECTUIUIOB C TMOMOIIBIO
BBICOKOA((PEKTUBHON KUIAKOCTHOM XpomaTtorpaduu, 4YTOOBI YCTPAaHUTh WX
SHAHTHOMEPHI, KOTOPhIE UMEIOTCS B OKpYKarolieh cpeae. Hamum pe3ynbTaTsl aiis
paspelieHus TakoW mMpoOieMbl ToKazanu, 4To xupaibHas BOIXX ouens
s exTuBHA NI IPUTOTOBICHUS U OTIEIEHUS MECTULIUIOB OT SHAHTHOMEPOB,
UCCIEeAysl WX DHAHTHOCEIEKTUBHOE TIOBEIECHHE B OKpYXKaIIeW cpeae u
Pa3JINYHBIX TOKCUYHBIX UCTIBITAHUSIX.

Jlns aHanmu3a (EHONMBHBIX COCAMHEHWH B crarthe [43] ObuUIa ommcaHa
pa3paboTka JBYX HOBBIX XpOMarorpauueckux METOJIOB, OCHOBAaHHBIX Ha
UCIIOJIb30BaHUM KOJIOHOK Cy0-2-MuUKpoHHBIX dacTull. Cucrema BDOXX Obuia
o0opyaoBaHa aHATUTUYECKON KOJIOHKOW Ha ocHOBe cuiukarens Cig (50 mm X
4,6 mMm, 1,8 MKM) U CHCTEeMOW YJIbTPAlPOU3BOAMUTEIBHON KHIAKOCTHOMN
xpoMatorpaduei ¢ aHAUIUTHYECKON KOJOHKOW ¢ MOJEKYJISPHBIM aHAJIU30M Ha
ocHoBe 3TmieHa (100 mm x 2,1 mm, 1,7 Mmxm). Beero 34 geHoNbHBIX BelecTBa
OBLTM pasfesieHbl Ha TPYNIbl (DEHONTBHBIX KUCIIOT, ()JIaBOHOUIOB, KATEXUHOB U
KyMaprvHOB M ObUIM TMOCJEA0BATEIbHO MPOAHAIN3UPOBAHBI C HCIOJIb30BaHUEM
pa3HbIX TpagueHTHBIX MeTONOB. Jlima Kaxaoro merona rpagueHra Ha 10
MOBTOPHBIX WHBEKINN ObBUIM OMpeNeNieHbl CpeHue 3HadeHUs Kod(duimeHTa

ACUMMCTpPHH, paspCuICHuUA, miomanu IIMKa H OKBHBAJICHTA BBICOThBI
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TEOPETUUECKON TAPEIIKU.

B stoMm uccnenoBanuu [44] neBATh XMpaIbHBIX TPHUA30JIbHBIX (DYHTUIIU]IOB
MOJIyYHJIM Xopoliee paszjaeneHue Ha koinoHkax Lux Cellulose-1 Ha oOpamieHHO-
¢dazosoit BOXX. Hccnenosano BiusiHUE TeMIEPaTypbl KOJIOHKH Ha pa3zelieHue,
ObUTM TIOJIy4EHBI XOpOIlME JIMHEWHbIE JuarpamMmbl Xodda a1 Bcex
(GyHruuua0B, KpoMe MeHKOHa301a, B uana3one 5-40 °C, a TepMoIuHaMHUYECKHe
napaMmeTpbl MOKa3alid, 4To Ooyiee HU3Kas Temreparypa OJiaronpusTHa s
pasperieHuss  OOJNBIIMHCTBA  TPUA30JbHBIX  GyHruHMAoB. OOHapyxkeHue
ONTUYECKOI0 BpAILEHUS [0KA3aJ0, YTO MOPSAOK DJIIOUMH BCEX JIEBSITH
GYHTHITUIOB HE M3MEHSUICS € Pa3IMYHBIMUA  TMOJBWXXHBIMH  (ha3zaMu,
TEMIIEPaTypol KOJOHKM W 4YacTULAMU KOJIOHHBI. DHaHTHOCENapalloHHas
CIIOCOOHOCTh 3-7IM KOJIOHHBI OblJlJa OTHOCUTEIBHO HMKE, YeM Y 5-IM KOJIOHHBI,
HO OHHU YJOBJIETBOPSUIM JJII YHAHTHOCEJNEKTUBHBIA aHAU3 M, CJIEI0BATEIbHO,
MOTYT COKPAaTHTh BpeMsl pa3lielieHus, YIy4ylIUTh 3P(GEeKTUBHOCTh aHANHW3a U
YMEHBIIUTH MOTpeOIeHNEe MOABMKHON (a3bl. B To ke BpeMs 3-1IM KOJOHKA C
Oosiee HU3KOM CKOpOoCThI0 moToka Ha Od-BOXKX MokeT jierue codeTaTbes C
MacC-CIEKTPOMETPUEH U TIOITOMY MOXKET YCTaHOBUTDH 00JIee YyBCTBUTEIbHBINA U
3G (PEeKTUBHBIN aHANTUTUYECKUA METOJ IS HW3Y4YEHHUS SHAHTHOCEIEKTUBHOIO
MOBE/ICHHS TPUA30JIbHBIX (DYHTHIIUAOB B OKPYXKAIOUIEH Cpelie U IKOCUCTEME.

B paGore crarebum [45] mnpencraBieH MeTOA BBICOKOA(PGhEKTUBHOU
KUJAKOCTHOW XpomaTtorpaduu Hiisi pa3AesieHus CTPYKTYPHBIX H30MEpPOB
KOPOTKOLEIIOYEUYHBIX AJIBAECTUIIOB C MX TUApazoHaMHU. HekoTopwle anbaeruisl
HEJOCTYNHBI B KAU€CTBE ATAJOHHBIX COCIMHEHUH, MO3TOMY MNPUBOMASTCS IYyTH
CUHTE3a ATUX TUAPOKCUATBAETUIO0B u ux MPOU3BOIHBIX
TUHUTPOGCHUNTHIPA30OHA.  YKa3aHHBIA  crmoco®d  WMMeeT  OTpaHUYCHHE
oOHapyxenus 2,4-16,1 1/m §mnas THAPA30HOB W TIOKa3bIBACT XOPOIIYIO
JUHEWHOCTh U BOCTIPOU3BOAUMOCTS ISl PA3JIUYHBIX TECTUPYEMBIX AJIbJIETU/IOB.

B cratee [46] onumcaHo mnpUMEHEHHE COpOCGHTa Ha  OCHOBE
MeTtaitoopranudeckoro coeaunenuss MIL-53 (Fe) nmnma oOpameno-da3oBoit

BBICOKOA((PEKTUBHOM KUJKOCTHOM XpoMatorpaduu NO3UIMOHHBIX U30MEPOB. B
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ONTUMHU3UPOBAHHBIX YCIOBUAX MCXOJHBIA YPOBEHb pa3/elieHuss H30MEPOB
KCHJIOJIA, JAUXJIOPOEH30I1a, XJIOPTOIYOJa U HUTPOAHWIMHA OBLI JOCTUTHYT Ha
koigonke MIL-53 (Fe) B TeueHue wmanoro mnpomexyrka BpemeHH. BIXKX
NO3UIMOHHBIX M30MEPOB KOHTPOJIHUPOBAIU C MOMOIIBI0O U3MEHEHUS CBOOOHOM
sneprun ['mb66ca (AG). PesymbraThl mokasanu, uyto KosoHka MIL-53 (Fe)
HoKa3aj IMPOU3BOIUTEIIBHOCTD JIYUIIE M0 CpaBHEHHIO ¢ KooHkamu MIL-53 (Al,
Cr). Kpome Ttoro, nacamounas koionHa MIL-53 (Fe) Ttaxxke naBana
adpdextuBayro BOXKX coeaunenuii ankuinbeHzona ¥ HadTalvHA, aHWINHA U
NOJMIUKINYECKUX apomMaTudeckux yriaeogoponoB (ITAVY). Otu ycneuninbie
npuMeHeHus: mnpennonaraot noteHiuan MIL-53 (Fe) B kauecTBe HOBOM

HenoABMKHOMU (a3bl 11 apdexTrBHOrO pazaenenus OO BOXX.
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2. OKCIIEPUMEHTAJIBHASA YACTbH
2.1. OOBEKTHI UCCIETOBAHMUS.

B  Hacrosmei  pabore  OOBEKTaMM  HMCCIEIOBAaHUS  MOCIYXKHIU
BUHWIALICTWICHOBbIE KETOHBI C  Pa3lUYHBIMU  3aMECTHTEISIMH U HX
POU3BO/IHBIE, CHHTE3UPOBAHHBIE Ha Kadeape «XUMHUS, XUMHUECKHAE TPOIECCHI
U TeXHOJIOTUW» TOTBATTHHCKOTO TOCYAapCTBEHHOTO yHHMBEpCUTEeTa. B Tabmuie
2.1 U3M0XKeHBI CTPYKTYpHBIC (HOPMYIIBI ¥ Ha3BAaHUS HCCIEAYEMBIX BEIIECTB.

Tabnuua 2.1. O0BEKTHI UCCIICTOBAHUS

CrtpykTypHas Gopmyina HasBanue
0 5-dpennn-1-(4-roaun)-nenr-2-eH-4-
N
= O HH-1-0H
C .
[Oj 5-mopdonuami-5-pennn-1-(4-
N 0 ToNWN)eHTa-2,4-nuen-1-oxn
o
Me
[O] 3-moponuuui-5-pernn-1-(4-
N~ O TOJWI)IEHT-4-uH-1-0H
Z T
C -
O 5-pennn-1-(4-6pomdennn)nenT-2-
N
Z O eH-4-un-1-on
O Br
[Oj 5-mophonuamiI-5-henwn-1-(4-
N o) opombenun)nenra-2,4-mueH-1-on
e
Br
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3-mopdonuani-5-penn-1-(4-

Niglie opomdenun)nenT-4-un-1-on
Z T
@ Br
0 5-penn-1-(4-xmopdenwn)nenr-2-
Z N O eH-4-un-1-oH
® .
O 5-mopdonunmn-5-pennn-1-(4-
[N] o) xyopdenwn)nenTa-2,4-aueH-1-oxn
AN
§ (L,
0O 3-mophonuumi-5-pennn-1-(4-
[N] o) opomdenun)neHT-4-un-1-on
70
® :
o 5-(4-toawmn)-1-bennnnent-2-eH-4-
Z \ O uH-1-0H
e
o 5-mopdonunami-5-(4-ronun)-1-
[N] o) dbenunnenra-2,4-nueH-1-oun
AN
e &
0 3-mophonuamI-5-(4-Tommn)-1-
[Nj o] dbenmnenT-4-un-1-oxn

36



2.2. Pearentsl u 000pyn0BaHUE

1.  JKunaxoctHelit xpomaTtorpad «Aglient 1220»

2.  Kononka ZORBAX EclipsePlus C18

3. Xpomarorpaduueckuii mmnpun «Aglient 1220»

4.  AHaJUTHYECKHUE BECHI

5.  VYiuabrpa3BykoBas BanHa «Candup»

6. uctunmnupoBaHHas Boja

7. 5-benun-1-(mapa-tomun)neHt-2-eH-4-uH-1-oH

8.  5-mopdonununn-5-pennn-1-(4-tomun)nenra-2,4-1ueH-1-o1
9.  3-mopdonunmi-5-penn-1-(4-6pombpennn)nent-4-ud-1-on
10. 5-¢penun-1-(4-6pombenun)nenr-2-eH-4-uH-1-00

11.  3-mopdonunmi-5-¢penu-1-(4-6pomdennn)nent-4-un-1-oun
12.  5-mopdonuani-5-penni-1-(4-6pomdennn)nenta-2,4-nueH-1-ox
13.  5-¢pennn-1-(4-xmopdenun)nenr-2-eH-4-un-1-on

14.  5-(4-tomun)-1-penunnent-2-en-4-uu-1-on

15. Mopdomun (MfH)

16.  DTuinoBBIY CIUPT Y.7.4.

17. ben3on uy.n.a.

18. Meranox mig BOXKX

19.  Cnekrpodoromerp Unico 2800

2.3. Meronuka cuntesa 5-penun-1-(4-toaun)nenr-2-eH-4-un-1-on, 5-pennn-1-(4-
Opomdenwmn)neHT-2-eH-4-un-1-o1, 5-pennn-1-(4-xmop-dhennn)nent-2-eH-4-uH-1-
oH U 5-(4-Tomwin)-1-hennnmnent-2-eH-4-uH-1-01 ¢ MopdoHHOM.

Coenunenust  5-mopgonmumi-5-perni-1-(4-romwn)nenra-2,4-mueH-1-oH,
3-mophommHuN-5-penun-1-(4-rommn)neHr-4-un-1-o1, 5-mopdoMHUI-5-PeHMIT-
1-(4-6pomdpennn)nenrta-2,4-nueH-1-oH, 3-mopdonHNI-5-Permn-1-(4-6pom-
denmn)nent-4-un-1-o1, 5-mopdomuHII-5-heHni-1-(4-xaop-permn)nenra-2,4-
nuen-1-on,  3-mopdonuaMn-5-hennn-1-(4-xnopdpenwmn)-nenr-4-un-1-on,  5-

MophomHNI-5-(4-Tonmn )-1-penmmenra-2,4-mueH-1-o1 u 3-MmopdoauHmI-5-(4-
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Tomn)-1-pennnnent-4-un-1-0H ObUTH MOTYYESHBI IO METOAMKE, pa3paboTaHHAS

paHee paccyxnaemoii pabotsl [4], koTopas mpencTaBieHa Ha cxeme 25.

Cxema 25.
Ph
o Ph
HN

N \\//\\o / / EtOH, 78-80°C, = N
= Ph - _— N\
Ph Z EtOH, 78-80°C,30 min ph N 4h = 0

o \\//\\o Ph
o)

2.4. Xpomarorpaduueckuit METO/I.
2.4.1. Meroanka KOJUYECTBEHHOTO OMPEACIICHUS HUCCIEAYyEMbIX BEIIECTB B
ycinoBusax OP-BOXKX

B  pamkax  pmaHHOro - umccieoBaHUA ~— XpomaTorpaduueckuii
AKCIIEPUMEHT NPOBOIWIN B oOpaiieHHo-(a3zoBoM pexume BIKX. Dmroentom
SIBJISITIACH CUCTEMa METWJIOBBIM CHHUPT : BOJA B COOTHOIIEHHM 75:25, KOTOpBIU
OblT Mojo0paH MOCJe CEPUU HEKOTOPBIX HKCIEPUMEHTOB, MOKA3aBIIKE, YTO
ANIOEHT AalleTOHUTPWII : BOJIa HE YJOBJIETBOPSAET pe3yibTaTaMHu pa3jelieHus
KUHETUYECKH U TEPMOJUHAMUYECKHU KOHTPOIUPYEMBIX POIYKTOB.

B nenunumnHOBBIX (pirakoHax B3BeIMBaIu 5-¢denu-1-(4-ronua)mnenr-2-
eH-4-un-1-oH, 5-mopdonunnn-5-pennn-1-(4-ronun)nenra-2,4-queH-1-o1, 3-
MoponuHuI-5-pern-1-(4-ronmun)nenr-4-un-1-om, 5-bennn-1-(4-6pomde-
HUIT)CHT-2-eH-4-uH-1-0H, S-Mopdonuuua-5-penun-1-(4-6pom-heHun)-neHra-
2,4-muen-1-on u  3-mopdonuHnI-5-Ppenu-1-(4-6pompennn)nenr-4-ua-1-o1 B
OTIPEJICTICHHBIX COOTHOMICHUAX JUIsI TIOCTPOCHHS TPAIyHPOBOUYHBIX TPaPUKOB,
9TOOBI ONPENEINTh KOHIEHTpauu S-¢eHni-1-(4-ronmn)nent-2-eH-4-un-1-oxa,
5-¢ennn-1-(4-6pompennn)nenT-2-eH-4-uH-1-0Ha ¥ CHHTE3UPYEMBIX TIPOTYKTOB
B PEAKIIHOHHON CMECH.

Ha Tabnumax 2.2-2.7 mnpeacTaBi€Hbl COOTHOIICHHUS HCCIEIYEeMbIX

COEIMHEHNH.
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Tabnuma 2.2. Cootnomenue Nel (1:2:2)

KomanuecTBo
Coenqunenue Macca, r
BEIIECTBa, MOJIb
)
N 0 5
0,00666 2:10
Me
)
Nige)
0,01332 2:10°
Z U
C :
o)
X 5
= O 0,00992 410
C :
Ta6muma 2.3 Cootnomenue Ne2 (2:1:2)
KommgectBo
Coenunenue Macca, r
BEIIlECTBA, MOJIb
)
N o) 5
0,01332 4-10
Me
)
N~ 0O
0,00666 2:107
Z U
C :
o)
X 5
7 0,01984 810

<

e

~ T
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Tabmuia 2.4 Cootnomenue Ne3 (2:2:1)

KomxnuecTBo
Coenqunenue Macca, r
BEIIECTBA, MOJIb
)
N (0] 10>
O N O 0,02664 810
Me
)
N~ 0O
0,02664 8107
Z U
C .
o)
X 5
= O 0,00496 210"
C -
Ta6muma 2.5 Cootnomenue Nel (1:2:2)
Coenunenue KomnuuectBo
Macca, r
BEIIlECTBA, MOJIb
)
N (@] 105
O N O 0,00796 2-10
Br
)
N~ O
0,01592 4107
Z 0
O Br
o)
0,01244 4107
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Tabmuma 2.6 CootnomenueNe2 (2:1:2)

KomxnuecTBo
Coenqunenue Macca, r
BEIIECTBa, MOJIb
)
N O 105
O N O 0,01592 4-10
B
®
N~ O
0,00796 2:10°
Z 0
O Br
o)
X 5
= O 0,01244 410
O Br
Ta6muma 2.7 CootnommenueNe3 (2:2:1)
KommgectBo
Coenunenue Macca, r
BEIIlECTBA, MOJIb
)
N 0 5
O S O 0,01592 4-10
B
)
N~ O
5
P O 0,01592 4-10
O Br
o)
0,00622 2:107

(9
A
/
()
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Kaxnyro HaBecky pactBopsii B 10 mu meranona, u3 10 mu pactopa
Opanu 50 MK U pacTBopsiid B 5 U 1 M1 MeTaHoJa. Bece KOHIIEHTPAIIMU KaXIbIX
COOTHOILIEHUH BBOAMIM B XpoMartorpad. Ilo maHHBIM H3MepeHus: ucciaeayeMbIx
oOpasuoB B nporpamme Excel cTpomnu rpagyupoBouHbIil rpaduk 3aBUCUMOCTU

IJI0IAIA XpoMaTorpauuecKux MUKOB OT KOHIIEHTPAIIUH.

2.4.2. ViccnenoBanue MerogoM BOXKX B koHTposie peakiuu cuHTe3a S-penmn-1-
(4-ronmn)nenr-2-eH-4-un-1-ona, S-pennn-1-(4-0pomdennn)-nent-2-eH-4-uH-1-
oHa, 5-¢enun-1-(4-xnopdenun)nenr-2-eu-4-uu-1-omka u  5-(4-tomwmn)-1-
denunnenT-2ex-4-un-1-ona ¢ MopdoauHoM

JlanHoe wuccienoBaHue MpoBoaAMaM Ha xpomartorpade Agilent 1220
metosiom BOXKX. B kadecTBe 3i10€HTa UCMOJIB30BAIM PACTBOP METAHOJ-BOJA B
cootHomienun 75:25. Pacxon osmroeHta 1 mi/muH, miuHa BojgHBI 280 HM.
Komnonka ZORBAX EclipsePlus Cyg.

[IpuroraBnuBaan cmech U3 Mopdoiuna, 5-penun-1-(4-Toamn)neHT-2-eH-
4-uH-1-0Ha W OTWIOBOTO CIHPTA, KOTOPBHIM HCMOJIB30BAJICA B KadyecTBe
pactBopurens. [ns storo B3Becwiam 1 ka0 Mop@oiuHA B KPYTIOJOHHOM
KoJ10€e Macca koTopoi cocrapisuia 0,0189 r (2,1 10" MOJIb) U Ha YaCOBOM CTEKJIE
0,052 T 5-enm-1-(4-rommn)nenr-2-eu-4-un-1-ona (2,1-10™ moxs). [omecTrnn
5-¢ennn-1-(4-ronmun)nenr-2-eu-4-uH-1-oH U 2 M OTUIOBOrO CIOUpPTa B
KPYIJIOAOHHYI0 KO0y, B  KOTOpOM  ObLT  B3BemieH MOPQOIMH W
TEPMOCTAaTUPOBAIHU B TeueHUH 3 yacoB mpu temneparype 50 °C. Kaxaplii yac u3
peaknuoHHON cMecu otOupanu 50 MK, pa30aBiIsIM B TEHUITMUIMHOBOM
¢dnaxone no 1 M u 6bICTPO BBOAWIM B XpomaTorpad mo 3 pasa.

[TpuroraBmuBamu cMech u3 MopdoimHa, 5-pennn-1-(4-6pomdeHrn)neHT-
2-eH-4-nH-1-0Ha W ATWJIOBOTO CHHPTA, KOTOPBIM HCIOJB30BAICS B KAayeCTBE
pactBoputens. [[ns sroro B3Becunu 1 kammro MopdoiiMHA B KPYTJIOAOHHON
koibe macca xotopout cocraBmsia 0,0183 r (2,1-10-4 monb) U Ha 4YacoBOM

crekie 0,0653 r 5-¢penmi-1-(4-6pomdenmn)nent-2-ca-4-un-1-ona  (2,1-10™
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MoJb). S5-¢enmn-1-(4-6pomdenun)nenr-2-eH-4-uH-1-oH U 2 MI  3TUIOBOTO
CriUpTa B KPYIJIOJIOHHYIO KOJIOY, B KOTOpPOl ObLI B3BellleH MOpP(OIUH U
TEPMOCTAaTUPOBAIH B TeueHUH 3 yacoB npu temneparype 50 °C. Kaxapii yac n3
peakimoHHo cmecu orOupanu S50 Mk, pa3OaBIsUIM B TMEHUIIMJUIMHOBOM
¢dnakone 10 1 Mt 1 OBICTPO BBOAMIIU B XpoMmartorpad 1o 3 pasa.

[puroraBnuBanu cMech u3 Mopdoiunna, S5-perni-1-(4-xmopdeHn)nenT-
2-eH-4-uH-1-0oHa, OeH3o0Jia (BHYTPEHHETO CTaHJIapTa) U STUIOBOTO CIUPTA,
KOTOPBIM HCIOJIb30BAJICSI B KayecTBe pacTBoputens. s srtoro B3Becuan 1
KarTo Mop¢oIMHA B KPYTJIOJAOHHOHN K0j0e Macca kotopoid coctasisiia 0,0175 ¢
(2:10™ moxp), 1 Kammro Gersona ¢ Maccoii 0,0156 T u Ha yacoBoM crexie 0,0533
r, 5-penmn-1-(4-xnophennn)nenr-2-eH-4-uH-1-oHa (2:10™ mous). TTomecTrin 5-
dennn-1-(4-xmopdenun)nenr-2-eH-4-uH-1-0H, 6EH30J1 ¥ 2 MJI STHJIOBOTO CIIUPTa
B KpPYIJOJOHHYIO KOi0y, B KOTOpod OblUT B3BemieH MOpPGOIHH H
TEPMOCTAaTUPOBAIHU B TeueHUH 3 yacoB npu temneparype 50 °C. Kaxapii yac u3
peakuuoHHON cMecu otTOupann 50 Mk, pa3daBIsUIM B TMEHUIWIITUHOBOM
¢daxone 10 5 M1 1 OBICTPO BBOJAWIM B XpomaTtorpad mo 3 pasa.

[IpuroraBnuBaau cmech u3 Mopdosuna, 5-(4-roann)-1-peHunneHr-2-ex-
4-un-1-0H, OeH30/a (BHYTPEHHEr0 CTaHJapTa) M ATHJIOBOTO CIHUPTA, KOTOPHIM
UCIIONIb30BAJIC B KadecTBe pacTBoputens. s »Toro B3Becuau 1 Karuiio
MopdoJIMHa B KPYIVIOJOHHOW Koji0e Macca Koropoiu coctaBimsima 00,0196 1
(2,2'10'4 MoJTh), 4 karun O6en3oia ¢ maccor 0,039 r u Ha yacoBoM ctekie 0,0545
r, 5-(4-tommn)-1-pennment-2-eu-4-un-1-ou (2,2:10* mouns). Momectnan 5-(4-
tosi)-1-pennnnenT-2-eH-4-uH-1-04, OeH301 W 2 MJ STHIOBOIO CIHPTa B
KPYIJIOJOHHYIO  KOJNOy, B  KOTOpO ObUT  B3BemeH MOP(OIUH |
TEPMOCTAaTUPOBAIH B TeueHUH 3 yacoB npu temneparype 50 °C. Kax bl yac u3
peakiMoHHON cmecu orOupanu S50 Mk, pa30aBisUIM B MEHUIWJUIMHOBOM
¢dmaxone 10 5 M1 1 OBICTPO BBOJWIH B XpomaTorpad mo 3 pasa.

Konnenrpanuu 5-¢penwmn-1-(4-romwn)nenrt-2-eH-4-uH-1-o1a, S-mopdom-
HWI-5-pernn-1-(4-tommn)nenra-2,4-nuen-1-ona, 3-moppomuuani-5-penwn-1-(4-

TONWI)NIeHT-4-uH-1-0Ha, 5-penun-1-(4-Opomdenwmn)nenT-2-eu-4-un-1-ona, 5-
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MoponHuI-5-pennn-1-(4-6pomdennn)nenra-2,4-muen-1-osa u  3-mopdoinu-
HUI-5-penmn-1-(4-6pombennn)nenT-4-uH-1-0Ha pacCUUTHIBATIN MO YPAaBHCHHIO
I'palyMpOBOYHBIX I'Pa(UKOB.

Konuentparuun  5-¢enmn-1-(4-xnopdenun)nenrt-2-eu-4-un-1-ona,  5-
MopouHuI-5-pernn-1-(4-xmopdennn)nenra-2,4-queH-1-ona, 3-MopPOTUHIII-
5-¢pennn-1-(4-6pompennn)nent-4-un-1-ona,  5-(mapa-tonun)-1-peHunmnenr-2-
eH-4-un-1-ona u 5S-mopdonunmi-5-(4-tonwmn)-1-pennnnenra-2,4-nueH-1-o1 o
dbopmyie:

Qer _ Car (2.1)
Qi G

I'ne Q. — muomanp nuka crangapra, Q; — miomaab NUKa UCCIeayeMOTO
BeniecTBa, Cj — KOHLEHTpAIMs UccienyeMoro BemiectBa, C., — KOHIEHTpalus
CTaHjaapra.

Crenens npeBpaiieHus Oblaa paccuuTana mo gpopmyie (2.2):

Nopespam = CH(C;X_CT -100% (2'2)

15(0:¢

I'ne Nypespam — CTENEHD TIpeBpainenus, C, — NCX0qHasd KoHIeHTpanus, C, —

KOHOCHTpAOUs B TGKYHII/Iﬁ MOMCHT BPCMCHHM.
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3. OBCYXIEHUE PE3VJIbTATOB

Panee yxe 00cyxaanock, 4To peakius npucoeauHeHuss Mmopponausa k 1,5-
TUapUINeHT-2-eH-4-un-1-onam uzaet no 4,5- u 2,3-npucoenuuenusm. B Hamem
uccienoBannu Mmopdoaun (MfH) BcTymaer B peakiuio ¢ BUHAIALCTHICHOBBIMU
KETOHAMH UMEIOLINUN pa3JIMYHON NIPUPOBI 3aMeCTUTENN. B pesynbrare peakuuu
BUHWJIALIETWJICHOBBIX KETOHOB C Pa3IMYHBIMU 3aMECTUTENIIMU O00pa3yroTcs UX
KMHETUYECKH KOHTpOJIMpyeMble NpOAyKThl. [locTemeHHO oOpa3oBaBiInecs
KMHETUYECKUE TPONYKTHI TEPEXOoasiaT B TepMmoauHamudeckue. Ha cxemax
NPEACTaBICHbl PEAKIMM B3aUMOJICUCTBUS BUHUJIAIETUICHOBBIX KETOHOB,
UMEIOIINE pa3finyHble 3amectutend, ¢ mMopdomuHom (Cxema 26, Cxema 27,
Cxewma 28, Cxema 29).

Cxema 26. Peakmus npucoenuHenuss mopdonnHa K 5S-penwmn-1-(mapa-
TOJIW)IeHT-2-eH-4-uH-1-0o0y (1) ¢ oOGpa3oBanueM S-mopdoauHuI-5-hennn-1-
(mapa-romwn)neHTa-2,4-quen-1-ona (1la) u 3-mopdonunun-5-penwmn-1-(napa-

TOJMIT)IIeHT-4-uH-1-0H (1b)

o)
X .

= O . [ ] EtOH, 50 °C
C L

’ )

) D

N
@ @ =T
Me O Me

1a 1b

Iz

KonudectBo BpemeHu ananuza mpoObl 3aHssio 10 MuHYT mpu momaye

amroeHTa 1 ma/muH. Ha kaapiii yac peakiuu (UKCUPOBATIUCH €€ N3MEHECHHS.
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Cxema 27. Peakuus mnpucoemuHenus wmopdonuHa k S-henwmn-1-(4-
Opompenun)neHT-2-eH-4-un-1-ony (2) ¢ oOpazoBaHuem  5-MOpQPOIUHUI-D-
dennn-1-(4-6pomdennn)nenra-2,4-muen-1-ona (2a) u 3-mopdonuHmUI-5-penn-

1-(4-opomdpenun)nent-4-un-1-ona (2b).
X ° EtOH, 50 °C
N,
o7 e
o o
() I
N 0
ek ¢
C L, .

r
2a 2b

Iz

KonuuectBo BpemeHu ananuza npoObl 3aHssio 10 MuHyT mpu mojaaye

samoeHTa 1 ma/muH. Ha xaxapiii yac peakiiuu (UKCUPOBATUCH €€ N3MEHEHHUS.

Cxema 28. Peakmus mnpucoenuHenuss mopdonmHa K 5S-peHwmn-1-(mapa-
xyopdeHm)-menT-2-eu-4-un-1-ony  (3) ¢ ob6pazoBaHueMm 5S-MophOTHMHUI-D-
dbennn-1-(mapa-xnopde-amn)nenra-2,4-nuen-1-ona (3a) u  3-mopdonunmi-5-

¢benun-1-(mapa-opom-dennn)nent-4-un-1-ona (3b).
0

o)
X .
= O . [ j EtOH, 50 °C
N 3h
O 3 c H
’ )
L] I
PN
() () =0
cl O cl

3a 3b

KonnuectBo BpemeHu aHanu3a mOpoObl 3aHsAI0 9 MUHYT MpU Mojaye

amroeHTa 1,5 mur/muH. Ha kaknprit gac peaknun GUKCUPOBAIHCH €€ M3MEHEHUS.
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Cxema 29. Peakuus npucoenuHeHuss mMopdonauHa Kk S-(mapa-tomnui)-1-
¢enunnent-2-ea-4-un-1-ony (4) c oOpasoBanuem S-mopdoauHmII-5-(Tapa-
Toamn)-1-pennnnenrta-2,4-nueH-1-ona (4a) u 3-mopdoauami-5-(mapa-roaun)-1-

benmnenT-2-eH-4-un-1-ona (4b).

o
N
EtOH, 50 °
y O . [j tOH,50°C
H

3h
(@)
0 )
[] N~ O
N O +
_» /
o s>
O Me

Me
4a 4b

=
D
N
zZ

KonuuecTBo BPCMCHHU dHAJIN3a HpO6BI 3aHso 14 MUHYT IIpHU 11oAgaydc

samoeHTa 1 ma/muH. Ha xaxapiii yac peakiiuu (UKCUPOBATUCH €€ N3MEHEHHUS.

Ha pucynkax 3.1-3.6 npuBeneHsl rpaiyupoBoYHbIe rpaduKi 3aBUCUMOCTH

mIom@aan OT KOHOCHTpAIWH ITPUTOTOBJICHHBIX PACTBOPOB.

140000

120000
S =6E+07x + 362,79 /l
R% =0,9987

100000

80000

B Papl

60000
/ —— lnHeiiHan (Pagl)
40000 /-/
20000
0 / T T T T 1

0 0,0005 0,001 0,0015 0,002 0,0025

S, mAU*s

C, r/mn

Pucynoxk 3.1. — I'panynpoBouHbIN rpad UK 3aBUCUMOCTH TIIOMIATN OT

KOHIOCHTPpAaIUKU IJIs1 COCAMHCHUA 1.
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90000
80000 S = 3E+07x - 160,97 /-
20000 R?=0,9991

60000

50000

40000 B Paal

—— /lnHeliHan (Pagl)

S, mAU*s

30000

20000

10000
0 r T T T T T 1

0 0,0005 0,001 0,0015 0,002 0,0025 0,003

C, r/mn

Pucynok 3.2. — I'panynpoBo4HbIi rpa@uK 3aBUCUMOCTH ILIOIIAIN TUKOB

OT KOHIIEHTpAIUH JIsl coeuHeHus la.

35000
30000 A
S =1E+07x + 526,7
R*=0,9989
25000

20000 ’/
15000 B Papl

—— JInHeinHan (Paal)
10000 //
5000
0 / T T T T T 1

0 0,0005 0,001 0,0015 0,002 0,0025 0,003

S, mAU*s

C, r/mn

Pucynoxk 3.3. — I'panynpoBodHbIii rpaduK 3aBUCUMOCTH TUTOIIAIN THKOB

OT KOHIIEHTpAIUH I coeauHenus 1D.



60000

50000

40000

30000

mAU*S

5 20000

10000

S=4E+07x + 339,29
R?=0,9993

/ B Papl
—— JlnHeinHasn (Paal)

0 0,0002 0,0004 0,0006 0,0008 0,001 0,0012 0,0014
C, r/mn

Pucynok 3.4. — I'panynpoBoYHbIi rpa@uK 3aBUCUMOCTH ILTOIIAIN TUKOB

OT KOHIIEHTPAIUH JIJIsl COSTUHEHUSI 2.

45000

40000

35000

30000

25000

20000

S, mAU*s

15000

10000

5000

0

P

S=2E+07x+173,3
R2=0,999

B Papl

/- —— lnHeiiHan (Pagl)

——

0 0,0005 0,001 0,0015 0,002
C, r/mn

Pucynoxk 3.5. — I'panynpoBo4HbIii rpaduk 3aBUCUMOCTH ILTOIIAIN THKOB

OT KOHIHCHTpAaHHU JJII COCANMHCHUA 2a.
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20000
18000

S=1E+07x+ 166,28

16000

R?=0,9998

-
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12000
10000
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/l’

B Papl

S, mAU*S

—— JInHeinHan (Paal)

6000
4000

2000
o i

0

0,0005 0,001
C, r/mn

0,0015 0,002

3.6 — I'pamyupoBouHbIii Trpaduk

KOHIICHTPAIMH [T COeauHEeHHs 2D.

3aBUCUMOCTH ILIOomMaand IIMKOB OT

Pucynok 3.6 — peakinmonHas cMmech (MopdonuH+1), HemoaBwkHas ¢asa:

ZORBAX Cis (4,8Mm*100),

cooTHomieHue 75:25;

nmoABW KHAS  (pasza:

METHUJIOBBIM  CIIUPT:BOJA,

JUTMHA BOJIHBI jJeTekTopa 280 HM, B ATUJIOBOM CHUPTE

nocie IByx yacoB npu temnepatype 50 °C.
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Ta6muua 3.1 — IIpoueHtHOE cooTHoteHue 1a u 1b, crenens npeBpanieHus

1.
CreneHb
T, MAH % la % 1b npeBpameHus %
1
60 8,27 91,73 25,9
120 14,49 85,51 28,75
180 20,03 79,97 52,01
Tabmwuma 3.2 — IIpouentHoe cootHomenue 1a, 1b u 1.
T, MUH % la % 1b % 1,
60 1,39 15,44 83,17
120 2,64 15,62 81,74
180 3,65 14,61 81,74
B tabmume 3.3 paccumranbl KoHmeHTpammu la, 1b m 1 mo meromy
IpayupOBKH.
TaoOmuna 3.3.
T, MUH C1a, I/MI C1a, T/MI Cq, T/Mn
60 0,00075 0,02054 0,01926
120 0,00131 0,02032 0,01854
180 0,00183 0,01972 0,01246

Tak xe ObLIH pacCUuTaHbl MAaCCOBBIC U MOJIBHBIC

(Tabmuma 3.4).

cootHomenus la u 1lb
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Tabnuua 3.4 — MaccoBble U MOJIBHBIE COOTHOILIEHHUS JIBYX MPOJYKTOB.

T, Cia Cip, MaccoBoe | MaccoBoe | MobHOE MonbHoe
MHH /M I/MJ | COOTHOIIE | COOTHOIIIE- | COOTHOIIE- | COOTHOIIIE-
Hue la aue 1b Hue la Hue 1b
60 | 0,00075 | 0,02054 3,51 96,71 3,51 96,7
120 | 0,00131 | 0,02032 6,05 93,95 6,05 6,05
180 | 0,00183 | 0,01972 8,49 91,51 8,49 8,49
MaccoBble  COOTHONICHUS ~ TCPMOAMHAMUYCCKA M KHHETHYCCKHU
KOHTPOJIUPYEMBIX MPOIYKTOB COOTBETCTBYIOT MOJIbHBIM.
Pucynox 3.7. — peakuuonHass cMmech (MopdonuHt+2), HenoABWXkHas (aza:

ZORBAX Cis (4,8MmM*100),

noaBMXKHas  (haza:

METHUJIOBBIM  CIIUPT:BOJA,

cooTHoIIeHue 75:25; nnvHa BOJHBI AeTekTopa 280 HM, B 3TUIIOBOM CIIUPTE, MPU

temnepatype 50 °C.

Tabauma 3.5 — IIpouentHoe cooTHomenue 2a u 2b, cTenens mpeBparicHus

2.
Crenenn
T, MUH % 2a % 2b IpeBpaIICHUS 2,
%
60 28,87 71,13 42,7
120 38,15 61.85 46.55
180 47,99 52,01 43,88
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Tabmawuma 3.6 - [IponeHTHOE cooTHOIICHUE 23, 2b u 2.

T, MUH % 2a % 2b % 2
60 6,03 14,86 79,11
120 9,17 14.88 75.95
180 12,62 13,68 73,72

B Ta6nune 3.7 paccuutansl koHueHtpauun BAK-Br-1TP1, BAK-Br-I1P2 u

BAK-Br no metony rpagyupoBku.

Tabmauma 3.7. — koHleHTpaluu 2a, 20 1 2 10 MeToIy rpayHpPOBKH.

T, MHH Coa, T/MII Cop, T/MIT C,, T/Mn
60 0,0027 0,01383 0,01868
120 0,00408 0,01347 0,01746
180 0,00616 0,01339 0,01832

Tak xe ObUIH pacCUuTAHbl MACCOBBIC U MOJIBHBIC COOTHOIICHUA 2a u 2b

(Tabmuma 3.8).

Ta6muma 3.8 — MaccoBbie 1 MOJIbHBIE COOTHOIIICHUS JIBYX MPOYKTOB

T, Coa Cya, v/Mn1 | MaccoBoe | MaccoBoe MonbHoe | MosbHO
MUH /M COOTHOIIIE | COOTHOIIEH | COOTHOIIE e

Hue 2a ue 2b HUE 28 | COOTHOIII

enue 2b
60 0,0027 | 0,01383 16,33 83,67 16,33 83,67
120 |0,00408 | 0,01347 23,24 76,76 23,24 76,76
180 | 0,00616 | 0,01339 31,42 69,58 31,42 69,58

MaccoBple  COOTHOILIEHHS  TEPMOJUHAMUYECKH WM  KUHETHYECKH

KOHTPOJINPYCMBIX IIPOAYKTOB COOTBCTCTBYIOT MOJIbHBIM.
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Pucynok 3.8 — peakimonnas cmech (MopdonuH+3), HemoABkHas ¢asa:
ZORBAX Cis (4,8MmM*100), nonmuxHas ¢asza: METWIOBBIA CHUPT:BOJA,
cOoOTHOIIeHHe 75:25; muHA BOJIHBI JeTekTopa 254 um juis 6en3ona, 280 mis 3a,
3b u 3 B aTHIIOBOM crimpTe, pu Temmeparype 50 °C.

Tabauma 3.9 — IIpouentHoe cootHomenue 3a u 3b, cTeneHp mpeBparieHus

T, MUH % 3a % 3b Crenen,
npespaiuenus 3, %
60 12,57 87,43 67,99
120 26,73 73,27 72,93
180 35,69 64,31 74,48
Ta6auma 3.10 — [IponerTHOE cooTHOMIcHHE 38, 3b u 3.
T, MUH % 3a % 3b % 3
60 1,81 12,91 85,31
120 6,63 18,18 75,19
180 9,15 16,49 74,36




Pucynoxk 3.9. — peakunonnas cmecb (Mopdonunt+4), HO: ZORBAX Cis
(4,8MM*100), 2MF0€HT: METaHOJI:BOJIa, COOTHOIIICHHUE 7,5:2,5; NIIMHA BOJHBI
aetekTopa 254 um s 0ensoa, 4a u 4b, 346um 4 B sTHIIOBOM criupte, ipu 50
°C.

Tabauma 3.11 — TIlpomentHoe cootHomenue 4a u 4b, crenens

npeBparieHus 4.

Crenenn

T, MUH % 4a % 4b npespaienus 4,

%

60 1,92 98,08 40,33
120 3,69 96,31 43,23
180 4,69 95,31 44,51
Ta6mauma 3.12 - [IporentHOE cooTHomIeHHE 4a, 4b u 4,

T, MAH % 4a % 4b % 4
60 1,33 36,33 62,37
120 0,72 39,47 59,96
180 1,71 35,36 62,94
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Tabmuma 3.13 — BnusiHue npupoibl 3aMecTUTeNe BUHWIAIICTUICHOBBIX

KCTOHOB Ha CKOPOCTb NPHUCOCIANHCHUSA MOp(l)OJII/IHa.

[IponenTHoE conepxanue, %o

Tepmonuuamuyec- | Kunernyecku
Ennnombl KM KOHTPOITUPYEMBIH | EHHHOHEL
KOHTPOJIUPYEMBIE IPOIYKThI
IPOYKTHI

Z 2,64 15,92 81,74
Me

O 917 14 88 75.95

Br

0}
O
0

=
=
74

N
N
NN
Z O 6,63 18,18 75,19
Saliliet
=

(e}
A
O O 0,75 39,41 59,9
Me
O

P 0,74 10,22 87,07
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Tabnuua 3.14 — BnusiHue nmpupoabl 3aMeCTUTENe BUHMIIALETUICHOBBIX

KCTOHOB Ha CKOPOCTb NPHUCOCIANHCHUSA MOp(l)OJII/IHa.

[IpouenTHoE conepxanue, %o

EHUHOHEI TepMmoanHamuueck Kunetnuecku Crenenb
Y KOHTPOJINPYEMBIE | KOHTPOJMPYEMBI | IPEBpAIICHU
OPOJYKTHI 1 IPOJYKTHI s eHUHOHOB
(e}
™
= O 14,49 85,51 28,75
Sl
(@]
N
= O 38,15 61,85 46,55
O Br
O
N
g7
O - O . 26,73 73,27 72,95
(@]
™
e
O 4,69 95,31 43,24
Me
O
™
= 20,83 79,07 12,06

Ilo JaHHBIM HCCICIOBAHHUA MOXHO YBHIACTb, 4YTO 3JICKTPOHOIAOHOPHLIC

3aMECTHTENN 3aMEUISIIOT CKOPOCTh PEAKIUU HYKICO(MUIBHOTO 3aMElIeHHs, a

QJICKTPOHOAKICIITOPHBIC — HaO60pOT, YBCINYHBAIOT.

DTO 3HAYMT,

qT0 C

AIEKTPOAKIICITOPHBIMU 3aMECTUTEIISIMUA  OBICTpEE MPOUCXOAUT OOpa3oBaHUE

TCPMOJNHAMHNYCCKHU

KHHCTHYCCKOI'O IIPOAYKTaA.

KOHTPOJIUPYEMOTO

NpOAYyKTa U

nepexos B

HCTO
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PesynpraTel pabotbl Obuim anmpoOupoBanHsl Ha XXI Bceepoccuiickoit
KOH(EpPEHUMN MOJIOBIX YYEHBIX-XUMHUKOB (C MEXIYHapOJHBIM YYaCTHUEM),

Hwxuuit Hosropog [47].
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3AKJITOYEHUE
B pa6ore meronom BOXKX unccnenoBaHo BIUSHUSA NPUPOIbI 3aMECTUTEIS
Ha CKOpPOCTb peakuuu IPUCOEIUHEHUS MopdouHa K
BUHUJIAIETUICHOBBIM KETOHAM.
JUi KONMMYECTBEHHOTO aHaIM3a ObUIN UCIIOIb30BaHbl METO bl a0COIIOTHOM
IpaJyupoOBKH, HOpMajdu3alluMd W METOJ BHYTPEHHEro CcTaHAapTa
(mudennn, 6eHszomn).
[lokazaHo, 4TO mNEpexo] KUHETHUYECKH KOHTPOJIUPYEMOIO MpOAYKTa B
TEPMOJMHAMUYECKUM 3aBUCUT KaK OT IPUPOAbI 3aMECTUTEINSI, TAK U OT €ro
MOJIOXKEHHSI B CTPYKTYPE €HMHOHA. DJIEKTPOHOAKIENTOPHBIE 3aMECTUTEIH
YCKOPSIOT TOT MPOIIECC, IO CPABHEHUIO C HE3aMEIICHHBIMA €HUHOHAMHU, a
AJIEKTPOHOJOHOPHBIE - 3aMEJUISIIOT.
[lepexon KUHETUYECKH KOHTPOJUPYEMOTO IPOJYKTa B
TEPMOJMHAMUYECKA KOHTPOJIUPYEMBIM OBICTpEE BCETr0 MPOUCXOJIUT B
HOJISIPHOM pacTBOpUTENE (METAHOJ, 3TAHOJ), MEIJICHHEE — B HE MOJISIPHOM
(6enzone). Taxxke ObUIO 3aUKCUPOBAHO, YTO CTENEHb MPEBpAIlCHUS
€HUHOHA 3HAYMTEJIBHO BBIIIE B JAUMETWIpopmMamuae U OeH3ose, HO
MEHBILIE B ITUJIOBOM CIIHUPTE.
CreneHp MpeBpaLEHUs] HWCXOJHBIX E€HUHOHOB M MEPEX0J KUHETHYECKU
KOHTPOJIUPYEMOTr0 MPOJYKTa B TEPMOJIMHAMUYECKUIM 3aKOHOMEPHO pacTeT

C POCTOM TEMIIepaTypHI.
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Tabnuia

—  Pesynbrarsl

peakiun MfH ¢ BAK-Me.

[MTPUJIOXEHHUE

XpOMaTOrpa)uuecKoro  HMCCIIEIOBAHUS

[Tnomanes xpomaTtorpapuyeckoro nuka, mMAU*s
T, MMH
BAK-Me BAK-Me-IIP1 BAK-Me-I1P2
60 60091,9 1015,47 10682,9
120 56267,4 1815,7 10470,5
180 57544,6 2576,25 10059,2
Tabnuma 2. -  Pe3ynpraThl XpoMaTOrpaUuecKoro HCCIEJOBAHUSA

peakiun MfH ¢ BAK-Br.

[Tnomaaes xpomaTtorpadpuyeckoro nuka, MAU*s
T, MUH
BAK-Br BAK-Br-I1P1 BAK-Br-I1P2
60 37472,9 2866,19 7075,25
120 33608,6 4109,59 6504,19
180 362504,4 6783,49 10059,2
Tabmuma 3. -  Pesyabrarel  XpomaTorpauUuecKkoro HcCCiIeIOBaHUS

peaxuuu MfH ¢ BAK-Br.

[Tnomans xpomarorpadudaeckoro nuka, MAU*s

T, MUH
BAK-CI BAK-CI-TTP1 BAK-CI-TTP2
60 7820,67 169,6 1183,68
120 6597,92 582,53 1596,14
180 6219,23 765,55 1379,86




Ta0Omuma 4.

—  Pesynbrarsl

peakiuun MfH ¢ BAK-Br.

XpOMaTOrpa)uuecKoro  HMCCIIEIOBAHUS

[Tnomans xpomarorpadudeckoro nuka, MAU*s
T, MUH
Me-BAK Me-BAK-ITP1 Me-BAK-I1P2
60 14469,2 163,59 7417,12
120 12111,7 271,48 7067,38
180 12246,6 347,35 7054
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