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AHHOTAIIUA

Pabota u3noxxena Ha 57 cTpaHHIax, conep:kutT 21 Tabmuily, npunoxeHue,
11 pucynkos, 19 cxem, CIUCOK JIUTEepaTyphl BKIOUaeT B ceOst 42 HCTOYHUKA.

OOBEeKTOM IUIIIIOMHOM pabOThl ObLT BUHMIJIALIETUICHOBBIN KETOH U MPOIYK-
ThI €r0 3aMEIEHUS.

Ienb paboThl - mpoBeaeHue peakuu Mopdonuna ¢ 1,5-guapunnent-2-eH-
4-yH-1-oHaMH TOJ XpoMarorpauuecKUM KOHTPOJIEM, OIpeNeJIeHHEe KOoJude-
CTBEHHOTO COJIEp>KaHUS KUHETUYECKH U TEPMOJUHAMHYECKH KOHTPOJIUPYEMbBIX
IPOYKTOB.

B nurteparypHom 0030pe moapoOHO paccka3biBaeTcsi 00 OCOOCHHOCTSIX
CTPOEHHUS BHUHWJIALIETUIICHOBBIX KETOHOB, M3BECTHBIX METOJIaX MOJYUYCHUS U XU-
MHYECKUX CBOMCTBaX. Tak e paccMaTpuBaeTCs aHATUTUYECKUN KOHTPOJIb peak-
Uil cCUHTEe3a, UIEHTU(UKALKSI U KOJIMYECTBEHHOE ONpEENICHUE B YCIOBUAX 00-
parnieHHO-()a30Boi BhICOKOA(D(PEKTUBHON KUAKOCTHOM XpoMaTorpadum.

B skcnepuMeHTanbHOM 4acTH OMMCaHa METOAMKAa CHUHTE3a HCXOAHBIX Be-
LIECTB U MTPOJYKTOB PEAKLIUU U METOANKA KOJIMYECTBEHHOIO ONPEIEICHUS HCCIIe-
JyEMBbIX BEIIECTB B YCIOBUAX OOpalleHHO-(a30BOM BBICOKOI(DPEKTUBHOU KUA-
KOCTHOM XpomaTtorpadumu.

B pesynbrarax u 00CYXIEeHUAX NMPUBEIECHBI KOJTMYECTBEHHBIE COOTHOIICHUS
MPOJYKTOB M BUHWJIALIETUIIEHOBOTO KETOHA JJIsl Pa3jIM4YHbIX TEMIEpaTyp U pac-
TBOpUTENEH. [I0Ka3aHO pa3IMYHOE BIUSHHUE NPUPOABI PACTBOPUTEIICH U YBEJIMYE-

HHE CKOPOCTH BCCX MPOTCKAIOIHX ITPOLECCOB C YBCIIMUYCHUCM TCMIICPATYPEI.



ABSTRACT

The graduation work is about the reaction of morpholine with 1,5-diaryl-
pent-2-en-4-yn-1-ones.

The aim of the work is to give some information about determination of the
quantitative content of thermodynamic and kinetic controlled products of this reac-
tion, including the determination of the degree of conversion of the ketone by the
method of reversed-phase high-performance liquid chromatography.

The objects of the diploma paper are vinylacetylene ketone and products of
its substitution.

The issues of a procedure for the synthesis of unitial materials and reaction
products, a methodology for the quantitative determination of the substances under
study in conditions of reversed-phase high-performance liquid chromatography,
the conditions for performing the analyzes, and the study by high-performance lig-
uid chromatography in the control of the synthesis reaction are highlighted in the
projects general part.

The special part of the project gives details about the structure of vinyl acet-
ylene ketones, known production methods and chemical properties are described in
detail. The synthesis of morpholine with 1,5-diphenylene-2-en-4-in-1-one was car-
ried out and conducted analytical control of the reaction under conditions of re-

versed-phase high-performance liquid chromatography.
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BBE/JIEHHE

OO0bekTamMu uccle0BaHus B JaHHON padote Obuiu 1,5-mudeHunnenT-2-eH-
4-yH-1-0H, U MPOIYKTHI €ro 3amemeHus 3-mopdonuuui-1,5-mudpennnnenT-4-un-
1-on, 5-mopdonunun-1,5-mudennnnenta-2,4-quen-1-od. JlmaprinmeHTEHUOHBI
MPEACTABIAIOT UHTEPEC B KAUECTBE NOTECHIMAJIBHBIX OMOJOTUYECKH AKTUBHBIX
BEIIECTB, a MPOMYKTHl WX HYKJICO(DUIHLHOTO MPHUCOCIWHECHUS HMMEIOT JOBOJBHO
HIMPOKHUM THUANa30H MPAaKTUYECKOTO MPUMEHEHUS] B KAYeCTBE MHCEKTHUIIMIHBIX U
MIPOTUBOTPHOKOBBIX TIPEITAPATOB.

B nacrosimiee BpeMs ogHUM U3 HaumOosiee 3PGEeKTUBHBIX METOIOB KOHTPOJIS
3a X0JIOM XMMHYECKON peaKIiy, MO3BOJIIONIMM IPOBECTU UIECHTU(MUKAIUIO TTPO-
JTYKTOB, a TAK)KE OMPEICTUTh KOJTUICCTBEHHO WX COCTaB, SBIISICTCS BBHICOKOA(PdeK-
TUBHAsl )KUJIKOCTHas xpomarorpadus (BOXKX).

I{enpro WicCIIeTOBAHUS B HACTOSIICH paboTe ABJISETCS ONMpeaeiieHne Koude-
CTBEHHOTO COJICPKaHHS TEPMOJMHAMUYCCKOTO ¥ KHHETHYCCKOTO KOHTPOJIUPYE-
MBIX TIPOJYKTOB JAHHOM peakiuu, B TOM YMCJIE ONpEeIeTICHuEe CTeTICHH TIpeBpalile-
HUS KETOHAa METOJOM O0OpalleHHO-(a30BOM BBICOKOAI(PPEKTUBHON KUIKOCTHOU
xpoMarorpadueii, a Takke U3ydeHUE BIUSHUS HA MPOTEKAHUE PEAKIUU TemIepa-
TYpbI U IPUPOJIBI PACTBOPUTEIIS.

JI1st MOCTHKEHUS TIOCTABJICHHOM T HEOOXO0IUMO BBITIOJTHUTE PSIT 3a/1a4:
1. OcymiecTBUTh CUHTE3 B PACTBOPUTENSAX PA3HOW MPUPOIBI U TIPH PAZTUIHBIX

TeMITepaTypax

2. IlpoBecTu sKCIIEPUMEHTATIBHBIN KOHTPOJIb PEAKIIMH XpOMaTOrpapuIecKuM

METO/IOM

3. Omnpenenuth COOTHOIICHUS KHHETHYESCKH U TEPMOJIUHAMHYCCKH KOHTPOJIH-
PYEeMBIX MPOAYKTOB peakiuu MopdonuHa ¢ 1,5-mudennnmnent-2-en-4-un-
OHOM

4. Cnenatb BBIBOJIBI O MPOJICTIaHHON padboTe



1. JUTEPATYPHBII OB30P

1.1. OGpamenno-ha3oBasi BbICOKOA(h(HEKTUBHAS >KUIKOCTHAsI XpoMaTorpa-
¢usi, Kak METOJ1 aHAIH3a

Tepmun oOpanieHHO-(Pa30Bast KUAKOCTHASE XpoMarorpadusi ObLT BIEPBBIC
BBeJIcH MaptunoMm u ['oBapgom B 1905 roay [1]. OHu ucnosib30Baiu B KaueCTBE
HETMOABWXHBIX (a3 mapaduH B )KUIKOM BUAC U H-OKTaH JJI TOTO, 4TO OBl pasje-
JIUTh KUPHBIE KUCIIOTHI, IIPU YCIOBUH, YTO HEMOJABMXHas ¢aza Obuia MeHee, YeM
noABWKHas ¢aza.

['maBHYIO poJib B MEXaHU3ME yACpPKUBaHUS 00paIleHHO-()a30BOM XpOMAaTO-
rpaduu npencraBuiv paboThl XopBaTa U €ro yueHuku [2]. CyIHOCTh 3TOU Teo-
pUU 3aKJII0YAETCs B CIEAYIOIIEM: TJIaBHBIM (PAKTOPOM Ha MOBEPXHOCTH accolua-
UK CIYXaT cOIbBO(OOHBIE B3aMMOJICUCTBHS B MTOJABUKHOM (haze, a Takxke obpa-
30BaHUE aCCOIMATOB MEXY HEMOABWKHOU (a3oii u Mosiekysnoi copbarta ocy-
HIECTBIISICTCS 3a CUET BOJOPOJHBIX CBSI3€M M KYJIOHOBCKHUX B3aUMOJICUCTBHM. A
HEKOTOpbIE 3aKOHOMEPHOCTU YJIEPKUBAHUsI, KaCaeMO CaMOro CTPOeHHs copOara,
COCTaBa MOJABUXKHOM (pa3bl, Kak KAUYECTBEHHbBIC, TaK U KOJMYECTBEHHbIC ObLIU pac-
cmotpensl [latuem [3,4].

Xamam M. n Cebactbsaa WM. B 1969 roay [5] BnepBbie NpeaIORKUIN COPOSH-
ThI co cBsi3saMu Si-O-C, omHako Takas CBsA3b SBWJIACh HeycTounBoil. B 1970 roay
Kupxmanz [S] npeanoxun copOeHThI ¢ HanboJjiee ycToiunBbiMU CBs3siMu  Si-O-Si.

B name BpeMs oOpaieHHO-(pa30Basi BRICOKOA(DPEeTUBHAS KUIAKOCTHAS XPO-
MaTtorpadust SIBISETCS OJHUM U3 CAMBIX MEPCIICKTUBHBIX aHATUTUYECKUX METOJIOB
aHajau3a CJIOKHBIX CMECEH Pa3IuyHOro poja COCAMHEHUM, a TAKKE UMEET UIUPO-
KU CHEKTp MPUMEHEHUs IS U3y4YeHUs (PU3NKO-XMMUYECKUM MCCIeIOBaHUNA Me-
XaHU3MOB Pa3HBIX TUIIOB COPOIMU COCAUHEHUN HA HEMOJSPHBIX KHUIAKOCTIX W3
MOJISIPHBIX PACTBOPOB, U CTOUT OTMETUTb, UTO MOJABMXKHas (a3a Oosiee MoJspHa,
4yeM HenoJBMXHas. B ponu HenoaBmxHbIX (a3 B OD BOXKX, kak npaBuiio, oObr4-
HO mpumeHstoT cunukareian Sil-Cig, ¢ IPUBUTHIMH OKTAICIUIBLHBIMU TPYIIIAMHU

[6]. YacTo mcnosbp3yeMbiMU COPOCHTAMU SBJISIFOTCS T€, Y KOTOPBIX MPUBHUTHI HETIO-



newkHbIe Pa3bl Cg u Cig. Y cOpOSHTOB OHON W TOH K€ Mapku B oOparieHHO-
dazoBoii xpomatorpadun yaepKUBaHUs cOeAUHEHUI Bo3pacTaeT B psay: C, < Cy4
< Cg < Ciys.

Cy1miecTByeT HECKOJILKO BUIOB PaCTBOPUTENICH, UCIIOJIb3yeMble B OOpaIieH-
HO-(a30BoI xpoMarorpaduu, Takue Kak: BOJa, alleTOHUTPUII, METAHOJ, a TaKXKe
TeTparuipopypaH, KOTOpbI€ C JEIKOCThIO PaCTBOPSIOT HAauOOJIee BaKHbIC TPYIIIbI
BEIIIECTB, BXOAIINE B COCTaB MECTHUIINIOB, JIEKAPCTBEHHBIX CPENICTB, KUBBIX OP-
TaHU3MOB.

I'maBubiM HegocTaTkoM B OD BOXX saBnsiercss y3kui JONMyCTUMBIN IHamna-
30H PH, ¥ COOTBETCTBEHHO COPOIMOHHASI AKTUBHOCTH CHJIAHOJIBHBIX rpymm. B
Tabj. 1 nmpuBeAeHBI Kaccuueckue oOpaiieHHO-()a30BbIe COPOCHTHI.

[IpeumyiiiecTBOM JTaHHOTO METOJIa SIBJISIETCS CEJIEKTUBHOCTh, KOTOpasi BCe-
IJ1a BBIIIE, YEM B JIPYTUX PA3HOBUIHOCTSIX XpoMaTorpaduu A BCEX COSTUHEHUH,
KpoMe CHIIbHOMIOISAPHBIX. CTOUT OTMETUTD, YTO 3TO TUOKHUI METOJT JUIsl ”3BMEHEHHUSI
COCTaBa BOJHOOPTAHMYECKUX CMECEH, KOTOPhI€ MCIOJIb3YIOTCS B KayecTBE MO-
JBIKHOM (pa3bl HA OJTHOM KOJIOHKE JUIsl OOECIICUeHUS pa3/IesieHUs Pa3IuYHbIX CO-
€AUHEHUN pPa3HOU NPUPOLBI.

CymectByet Teopus [ mnbaebpanTa, OCHOBaHHAsI Ha MPEACTABICHUSIX O TMa-
pameTpax pacTBOPUMOCTH, KOTOpas TJIACUT: YJEPKUBAHUE OIMPEACISIETCS MOJIEKY-
JSIPHBIMHA B3aWMOJICHCTBUSIMU Pa3/eJICHHBIX BEIIECTB C HEMOABMYKHON M TIOJIBHK-
HOM (hazamu [3]. 3aBUCHUMOCTH (paKTOpa €MKOCTH BEIIEeCTBa OT COCTaBa MOJIBHXK-
HOU (ha3bl MOKHO ONHCATH CICAYIOIIUM ypaBHeHUEM [3]:

Ink=A@2 +Bgp +C (1.1)
rae A, B u C — koHCTaHTHI, () — 00beMHas 107151 MOAuUKaTOpa B MOBUKHOHN (Da-
3€.

Jlyist Toro uto Okl onrcaTh (HaKTOp yACPKUBAHUSI KOHKPETHOTO BEIIECTBA OT

COCTaBa MOJIBHKHOM (ha3bl UCTIONIL3YETCs cieaytoliee ypaBaenue [3]:

lgk =b + pC (1.2)

I'ne b, p- xoncTanThl, C-KOHIIEHTpALMs BEIISCTBA
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Tabnuna 1. CopbeHTs! ucnoab3yemble B o0paiieHHo-(a3oBoit BOXKX

CopOent Sp, M2/t | duametrp | Hduamerp ua- | Popma yacTHI]
1op, HM | CTHII, MKM
Ancopoeun Cg 450 6 5,10 Heperynsapnaas
Ancopocun Cyg 450 6 5,10 Heperynspnas
Ancop6cdep Cg 200 8 3,5,10 Cdepuueckas
Ancopochep Cig 200 8 3,5,10 Cdeprueckas
Antuma Cg 10 5,10 Cdepuueckas
Antuma Cyg 10 5,10 Cdepuueckas
Anpdabonn Cg 300 12,5 5,10 Heperynspuas
Anpdabonn Cig 300 12,5 10 Heperynspnas
M-bonnonakCig 300 10 10 Heperynspuas
M-bonnonak®enun 300 10 10 Heperynspuas
I'umepcnn Cg 170 10 3,5,10 Cdeprueckas
I'unepcun OAC 170 10 3,5,10 Cdepuueckas
3opbaxc Cg 350 7 8 Cdepuueckas
3opbakc OJIC 350 7 8 Cdeprueckas
Huacop6-130-C, 300-350 |11 57,10 Heperynspnas
Huacdep 130-Cg 300-350 |11 57,10 Cdepuueckas
Huacdep-130-Cgr 300-350 |11 57,10 Cdeprueckas
JIuxpocop6 RP-2 300 6 10 Heperynspnas
JIuxpocop6 RP 18 300 10 5,10 Cdepuueckas
JIyna Cyg 3,5 Cdepuueckas
JIyna Cg 5 Cdepuueckas
Hyxkneocun Cyg 10 3,5,7,10 Cdepuueckas
[Maptucun OJIC-3 3) 10 Heperynspnas
Cenapon Cyg 10 5,10 Cdepuueckas
Cunacop6 C, 10 5,7, 10, 15, Heperynsapnaas

11




Cutacop6 Cg 10 20 Heperynspnas

Cunacop6 Cyg 10 5, 7, 10, 15, | HeperynsapHas
20

Cddepucop6 Cyg 10 5, 7, 10, 15, | Cpepuueckas
20

OpHuMm U3 BapuaHTOB oOpanieHHO-(Pa30Boil XpomaTorpaduu, sBIASETCS UOH
napHasi xpomatorpadusi, KoTopas MO3BOJIAECT OMPEASIATh HOHU3HUPOBAHHBIE CO-
enuHeHus. Ee oTnuynem ot Ipyrux BUIOB XpoMatorpaduu siBISIETCS TO, UTO B CO-
CTaB MOJBWXKHOUW (ha3bl 100aBIAIOT THAPO(YOOHBIE COECAUHEHUS C MOHOTCHHBIMU
rpynnamMu, Tak Ha3bIBaeMbl€ MOH MapHbIEe peareHThl. J[Jis Toro 4to Obl pa3ieauTh
KHUCIIOThl OOBIYHO UCIOJIB3YIOT COJIU TETPAATKUIAMMOHUS, a JUIsl Pa3lesIeHUus OC-
HOBAaHMI MPUMEHSIOT alKWICylab(darel HATpUs. B maHHOM pexuMe, a UMEHHO B
MOH-TIAPHOM, CEJIEKTUBHOCTh pa3liefieHuss OyJeT OCYIIECTBISATHCS OOpalieHHO-
($ha30BbIM MEXaHU3MOM YJIEP>KUBAHUS, MPU ATOM YyJIEp>KUBAaHUE KUCJIOT U OCHOBa-
HUW 3HAYUTEIHLHO BO3PACTET, a CIEJCTBUE, YIYUIIUTCS caMa popma XpomaTorpa-
dbuyeckoro nuka.

['maBHOM MPUYUHOM, CIIOCOOCTBYIOIIECH CTPEMUTEILHOMY POCTY MPUMEHE-
HUs 00paIIeHHO-(a30BbIX COPOCHTOB, SIBISIETCS TO, YTO OHHU CIIOCOOHBI Pa3JeisaTh
TOMOJIOTH B MOPSAKE YBETUUCHHUS UX MOJICKYJISIPHOM MacChl. DTOT COPOCHT MOKET
a0COJIFOTHO YETKO Pa3eUTh IeNTaH U reKCaH, TOAYOoJ U OCH30J, a TaK’K€ MHOTHE
Ipyrue. DTO BOBJICKAET B IIUPOKYIO 00JACTh MPUMEHEHHS aHalni3a METOJI0M
BOXX Takux kak He(Th, COCTOSIIYIO U3 CI0XKHOM CMECH YTJIEBOJIOPOJIOB, a TakK-
K€ MPOAYKTHI €€ IepepadoTKH.

JlaHHBI METOA MUMEET MIMUPOKHUMA CIieKTp mpuMeHeHusi. OnHUM 13 Hanbosee
MONYJISIPHBIX SBJISICTCS. METOJ] aHaau3a (apMalleBTUYECKHUX TMpEernapaToB Mepea ux
BbIITYCKOM. OCHOBOMOJIAralOIIMM JAHHOTO METO/Ia SIBJISIETCS OMPEACIICHUE COMIEp-
JKaHUsI JIGKAPCTBEHHBIX MpenapaToB. JlekapcTBEHHbIE CBOWCTBA pacTeHUM olecrie-
YUBAIOT JIOCTATOYHYIO BO3MOKHOCTh Pa3pabOTKH U MOJYyYEHHUS IIUPOKOTO CHEKTpa

JIeKapCTBEHHBIX cpencTB. [1oaToMy OoHM MOMXKHBI OBITH MCCIIEAOBAaHBI Ooyiee MO-
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IpoOHO, YTOOBI JIydllle MOHUMATh UX 0e30macHOCTh U 3P (deKTUBHOCTh. UaeHTu-
dbuKkamus, BeIJICICHIE, OYUCTKA U XapaKTePUCTHKA aKTUBHBIX HHTPEANCHTOB B HE-
OUYHMIIECHHBIX IKCTPAKTaX PACTEHUM M3 TpaB TENEph CTAJM, BO3MOXKHO, OTHOCH-
TEJIBHO JIETKUMU CIIOCOOAMU HM3-3a Pa3paOOTKH U BHEAPEHUS aHATUTHUYECKUX Me-
TOJIOB pa3JieJIeHUs] BRICOKOTO pa3penieHus, TAKUX Kak oOpaiieHHO-(pa30Bas BbICO-
ko3 dekTuBHAS XUAKOCTHAs XxpomaTorpadus [7].

Jlnisa ompeneneHus CoAepKaHWs THH3EHO3UIOB, TAaKKe OBLT MCHOJIB30BaH
METOJI aHalin3a oOpaileHHO-(a30Bol BBICOKOA((DEKTUBHON KUAKOCTHOU XpoMma-
Torpadun. ['MH3EHO3UABI COJEPKAaT B CBOEM COCTaBE JKCHBIIIEHb M €Tr0 IKTCTpPaK-
ThbI, KOTOPBIE B CBOIO OYEPE/b UCIOJIB3YIOTCS B KauecTBE JOOABOK JJIs U3TOTOBIIE-
HUS TUILIEBBIX TPOIYKTOB [8].

ApOyTHH, SBIISIOMIMIACS WHIUKATOPHBIM COCTABIISIONIMM TOJOKHSHKH Uva
Ursi, KOTOpsIii B MOCIEAYIOIMIEM MOABEPIajacs KUCIOTHOMY THIPOJIM3Y JaJIbHEH-
IEM OIpEICICHUEM THIPOXMHOHA, TaK K€ UCIOoIb3oBajics B MeTojie OD BOXX.

CtouT OTMETHUTH, UTO OOpalieHHO-(a30Bast BICOKOAI(P(EKTUBHAS HKUIKOCT-
Has xpomartorpadus (RP-HPLC) saBnsercst mmpoko UCTOIB3yEMbIM METOJIOM JIJISt
aHanu3a nenTuaoB U 0enkoB. B oOpaieHH0-(a30Bol BHICOKOI(P(HEKTUBHOMN KU/~
KOCTHOM XpomaTtorpaduu, B KayecTBe COpOEHTa OOBIYHO HCIIOJIB3yeTCs N-
IKUIBHBIA AUOKCU KPEMHHUS, JJISI TOTO, YTO OBl pa3eiuTh €ro OMOMOJEKYIIBI C
MIOMOIIBIO TIOJIBIYKHOU (Pa3bl, TAKOTO KaK alleTOHUTPUII, METAHOJ WJIM H30IpOIia-
HOJI, OHU K€ UCIOJIb3YIOTCSl B KAYECTBE OPraHUYECKUX pacTBoputenend. Takum 00-
pa3om, XxpoMaTorpaguuecKyro CEIEeKTUBHOCTh MOYKHO U3MEHSTh ITyTeM N3MEHEHUS
cOCTaBa MOJBMXKHOU (Pa3bl MM UCIOJIb30BAaHUEM PA3UYHBIX COPOEHTOB 00J1a1a-
fomux ruapodoO6HsiME cBolicTBamMu [9]. BoaHbie opranndeckue moaBMXHbBIC (a-
3bl, MCIOJIb3yeMble B 00paileHHO-(a30BOM BBICOKOI(P(HEKTUBHON >KUIKOCTHOM
xpoMarorpaduu, 4acTo COBMECTUMBI C 3JICKTPOPACTBUIUTEILHON HOHU3AIIMOHHON
Macc-criektpomerpueit (ESI-MS), yTo mo3BossieT MCHOJIb30BaTh 3TH METOJbI B
KOMOMHAIMK JIJIs JIMHEMHOTO aHajin3a MEeNTHAOB W YCBOeHHs OenkoB. HalineHo
TaK)Ke€ METOJIOM OOpareHHO-(Pa30B0i BHICOKOI(PGHEKTHBHON KHIKOCTHONW XpoMa-

Torpadueil, nenTuiabl, OTIEICHHbIE MOABMKHBIMU (pa3zamMu ¢ HU3KUM pH, cenek-
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TUBHOCTb PA3JEIECHUS W pPa3pelICHHE KOTOPBIX, JOCTUTHYTBI B YCIIOBHUSX
HeWTpanbHOCTH pH 2mronpoBanus, U 3aBUCAIINME OT THUIIA UCIOJIb3yEMOTO OpraHHu-
YECKOT'O PACTBOPUTEIIS.

B ycrnoBmsx meroma oOpamieHHO-(a30BOi BBHICOKOI(PGHEKTUBHON KUIKOCT-
HOW XpoMaTtorpapuu MOKHO OIPENEIATh OPraHUYECKUE KHUCIIOThI, TAKUE Kak s10-
JOYHasi, BUHHAs, STHTapHas, JUMOHHAas, ackopOuHoBas u Apyrue. Haubonee npu-
eMJIeMO MOJABMKHOM (ha30i ABISETCS alleTOHUTPUI : BoJa, B cooTHoteHnu 70:30
00.% [10].

1.2. AHaIMTHYECKNI KOHTPOJIb cuHTE3a B yeinoBusax O BOXX

B Hacrosimiee BpeMsi Al TOrO YTOOBI MPOBECTH HUIACHTU(DUKALUIO TIPOLYK-
TOB, @ TAKXKE OINPEAETUTh KOJIMUYECTBEHHO COCTaB, HCCIENI0BATENN OOBIYHO BEIYT
KOHTPOJIb XUMUYECKON peakluu. [103ToMy CTOUT BBIIEIUTH 1BE (POPMBI KOHTPOJIS
- WACHTU(PUKAIUS TPOAYKTOB U KHHETHUECKUN KOHTPOJIb.

birarogapss MaccoBOMy M3Y4YEHHUIO IIPOLIECCOB KMHETUKH, a TAKXKE TEPMOIHU-
HaMUKH pa3fesIeHHs] BEUIECTB, BHEIPEHUE HOBOTO 00OPYIOBAHHUS, JAIOIIET0 OCY-
IIECTBUTh AaBTOMATU3UPOBAHHBIA KOHTPOJIb, MOSBWIACH PA3HOBUIHOCTH TaKOMN
XKUIKOCTHOM XpomaTtorpapuu Kak BbICOKOA(()EKTHMBHAA >KMJIKOCTHAs XpOMaTo-
rpadus [11].

KonTponps Bcex craauil CMHTE3a IIO3BOJIAET OLICHUTH YUCTOTY IPOLYKTOB,
HalTU METOJ OYMCTKH, U, KaK MPaBUJIO, MPABWIBHO COCTaBUTh MaTepUalbHbINA Oa-
JIAaHC BCEro cuHTe3a. B onHOM U3 crarel, mpoBoauiack 00paboTka aHATUTHIECKO-
ro KOHTPOJISI CHHTE3a JIAKTUAAa METOJ0M 00paieHHO-(a30Boi BBICOKOI(DPEKTHUB-
HOM XKUJIKOCTHOWM xpomatorpaduu [12]. Jls 3TOro mpoBOIWIN Ka4eCTBEHHYIO
UACHTU(UKAINIO JBYX BEIIECTB MYTEM COOTHECEHHUS BPEMEH YACpKUBAaHUS aHa-
JN3UPYEMBIX coequHEHUN U Y D-CrieKTpoB. DTOT CIOCOO MO3BOJIMI KOJIMYECTBEH-
HO Y3HAThb COJEPKaHUE JAHHBIX BEILIECTB, IOJB3YsICh METOJOM BHEIIHETO CTaH-
Japra.

JIJist mony4yeHus mpenapaToB, U ISl UX pa3pabOTKH HOBBIX JIEKAPCTBEHHBIX
CPEICTB, KOHTPOJb ChIpbsi MeTOoAOoM BIOXKX nmomoraer He TOJbKO OLEHUTH €ro Ka-

4Y€CTBO, HO U I/II[CHTI/I(i)I/IHI/IpOBaTB INPUCYTCTBUC HMMCIOIIUXCA BCHICCTB B CaMOM
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ceipbe. Tak, B OJJHOM M3 CTaTe€il MCMOJB30BAJICS 3TOT METOJ MpPHU pa3pabOTKe Jie-
KapCTBEHHBIX MpenapaToB, B OCHOBE KOTOPBIX MPUCYTCTBOBAJIO PACTUTEIBHOE U
OMOTEXHOJOTHYECKOE Chipbe [13].

Meton BDXKX mo3BomisieT oxapakTepu3oBaTh (PU3MKO-XMMHUYECKHE CBOMI-
CTBa pa3HBIX KjaccoB coequHeHui. Tak aBTopamu [14] ObulO aHATU3UPOBAHO MeE-
togoM BOXKX 005ydeHHBIX pacTBOPOB, B KOTOPOM MPEANOJIONKIIA MPOTEKAHUE
peakuu (POTOIMKIN3ANNH 1 00pa30BaHUE TIOJUKOHIEHCHPOBAHHBIX TIPOYKTOB.

ABTOphI [15] B cBoeli paboTe MPOBOAMIM CUCTEMATUYECKOE MCCIIEAOBAHKE
BIIMSIHUSI COCTaBa AJIIOCHTA, a TAK)KE€ BIMSHUE CTPOCHUS MENTUIHBIX (parMeHTOB
Ha yJepKUBaHUE ISl pa3pabOTKU METOAOB KOHTPOJIS MOCTAIUUHOTO CUHTE3a KO-
KOTPOIIMHA.

Meton BO)KX mno3BOsS€T NPOBOJUTH KOHTPOJIb CUHTE3a PA3JIMYHBIX MOJY-
yaeMbIX BellecTB. B omgHolt w3 crareit [16] ymamoch nmpumeHuTh Meton Od-
BOXX, ans toro, uro 6s1 pazaenuts pparmentel ACTH, koTopble mosy4aroTcst Ha
KOHEUHOM CTaiuM cuHTEe3a. J{Jisi TOro mpoBOAWIIaCh ONTUMU3AIUS TaHHBIX aHAJIH-
3a 3alIUIIEHHBIX TENTUAOB, & UMEHHO MOAOOp MOABMXKHOW (ha3wl, copOeHTa H
KOHIIEHTparuu. Takum 00pa3zoM, CMeCh MOCJIEN0BAaTEILHOCTH, a TaKkke (pparMeH-
TOB, YJ1aJIOCh Pa3JEINTh, B KAUECTBE AJIFOEHTA UCIIOIb30BAIACH CMECh METAHOJIA U
BOJIHOTO pacTBOpa OpomMu TeTpadyTUIaMMOHUSI.

AHaIUTUYECKUN KOHTPOJIb BCEX CTAAW CMHTE3a JAKTUIA, & UMEHHO IOJIHU-
KOH/JICHCAI[Usl MOJIOYHOM KUCIIOTHI, JEMOJIMMEPU3ALINS OJIUTOMEPA 10 ChIpIIA, caMa
OUYMCTKA JIAKTHIA-ChIPIIA, MTO3BOJIMI U3YyUYUTh YUCTOTY MPOAYKTOB, MO100paTh Me-
TOJ[ OUMCTKH, a TakXKe MPaBWIHLHO COCTaBUTh MaTepHaNIbHBIN OanaHc [17].

Eme ognum npeumymiectsoM BOXX sBnsiercst To, 4TO ¢ MOMOIIBIO 3TOTO
METOJIa MOKHO BECTH KOHTPOJIb OOHApy»XEHUsI MpUMecel B pa3HbIX (hapMareBTH-
yeckux npenapartax. B crtatee [18] mpoBoAMIICS KOHTPOJIb YUCTOTHI MPOIYKTOB
NoJTy4eHus 111 papMareBTUIeCKoro nmpuMmeHeHus. Jlyis aToro Obuia pazpaborana
BaJIMJIallMsl METOJIUKU OOHapykeHus: mpumeceit. Cpenu Bcex (papMaKoNeHbIX Me-
TOJIOB aHanu3a, Obul mpuMeHeH MeTo] BOXKX, xoTopblit MO3BOINMI KOHTPOJIUPO-

BaTh MPUMECH B KOHKPETHOM CyOCTaHIIUU.
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B anamuze BOXKX 10CTOBEpHOCTH MMKOB YacTO IMOABEPIaeTCs COMHEHHUIO
W3-3a 3arps3HeHui B oOpasmnax. B uccnegoBanuu [19] muku B oOpasiax Iia3Msbl
OBLIIM MOATBEPKIICHBI C MOMOIIbI0 COBMECTHO BBOJAUMBIX SIMP-TI01TBEpKACHHBIX
aMUJHBIX CTAaHAAPTOB U MOHMTOPUHIA MHUKOBBIX CTPYKTYpP MPU Pa3HbIX HAIpPSIKeE-
HUSX B DJIEKTPOXMMHUUYECKOM JieTekTope. B wacTHOCTH, ObUTH pa3paboTaHbl yCiIo-
BUS MOABMXKHOW (pa3pl M rpajveHTa JJid aHaiu3a B oOpasiax Iia3Mbl. AMHJIBI
OBLIIM MPOAHAIM3UPOBAHBI 32 OTHOCUTEIBLHO KOPOTKOE BpeMs. B aTom ucciienoBa-
HUU, OCH30MITHAMHUH ObLJI XMMHYECKH CHUHTE3MPOBAH U TMOATBEPXKIEH CIEKTPO-
ckonnueckumMu metonamu SIMP, a taxxe ObuUl paszpaboran meron BOXX s
onpeneneHuss OMOAOCTYMHOCTH OeH3omiTHamMuHa y Mblmeld. Ilpu npoBenenun
CHUHTE3a OeH30WITHAMUHA Hcmoib3oBacs meroa BOXX, ¢ moMompio KoToporo
YAAJIOCh KOJIMYECTBEHHO OMNPENETUTh COAepKaHue OeH30uMJITHAaMUHA B 00paslax
IUIa3Mbl C IPEBOCXO/IHBIM IPENEIOM OOHApYKEHHs U MOCIEI0BaTEIbHON BOCIIPO-
U3BOJMMOCTBIO0. DTOT METOJ MOKET OBITh HCIIOJIB30BaH Kak JUIsl MCCIEAOBAHUS
KJIETOYHBIX M MOJIEKYJIAPHBIX (PYHKIWW, TaK W JUisi abcopOIuu W MeTadoim3ma
OCH30MJITHAMHHA, €T0 aHAJIOTOB.

1.3. Unentndukaius u KOIMIeCTBEHHOE onpeneiieHne MmetoaoM BOXKX

XpomaTtorpaguieckuil MUK — 3TO TAKOM Y4aCTOK XpOMATOTPAMMBbI, KOTOPHIi
IIOKAa3bIBAET 3aBUCUMOCTb KOHIIEHTPALIMH COEIMHEHUI B MOMEHT BBIXOJA ONpEJie-
JSIEMOTO BEIIECTBA U3 KOJOHKM C MOTOKOM IOJIBH>KHOM, OT BPEMEHHM C MOMEHTA

Havasa pazzaenenus (puc. 1).

TAHTCHIHATBHLIC JIHHTH
JUIA OTIpE/ICacHnA
IHPHEBL THKa
[Py OCHOBAHHN

HIHPpHHA [THKa

HpH NOJOBHHE IMIMPHHA ITHKA [IPH 10% BHICOTH

BHICOTHI OCHOBAHNH
BBO,1 !
w 1«1 \
| 4 |
A T

Bpema viep:usanus

IINKa

Acummerpus
HecopOupyemoro | IHKa
F—t, — z :
KOMIIOHEHTa As= A/B

tey I 1-ro nuxa

th 2-1o nHKa

Puc. 1. XpomaTorpamma BEIIECTBA U €€ XapaKTEPUCTUKHU
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OOBIYHO WICHTHU(PHUKAIUIO BEIIECTBA OMPEACNAIOT MO 3HAUYECHUIO BPEMEHU
ero yJep>KMBaHUA B KOJIOHKE oOpalieHHO-(pa30Boro copoenta. s ananmsza Koim-
YECTBEHHOTO COJIepKaHUsI HEOOXOJUMO HCIOJIb30BaTh YPAaBHEHUS TPaIyUpOBOY-
HBIX TpauKOB, COOTBETCTBEHHO MCXO/ M3 UX IUIOLIAIN MUKA.

BaxxHol XapakTepucTUKON cHCTeMbl siBIsieTca (ha30BO€ COOTHOIIIEHUE, KO-
TOpasi MO3BOJIAET CBSI3aTh XpoMaTorpadUyuecKuii MpOIECC CO CTATUCTUUYECKUM
IIPOLIECCOM PACHPEECICHUS, a 3aTEM C TEPMOJAMHAMUYECKUMHU XAPaKTEPUCTUKAMHU
[3]:

o=Vs/V, (1.3)
rae V, - cBoOOAHBIN 00bEeM KOJTOHKHU, Vs— 00hEM HEMOJBHXXHOM (ha3bl B KOJIOHKE.
CB0OOOIHBI 00BEM €CTh YaCTh TAaKOTO O0bEMa CHCTEMBI, KOTOpas HaXOIUTCS B
npenaenax KOJIOHKHU. BennurnHa NpoTHBOMOJIOKHAA CBOOOAHOMY OOBEMY CHUCTEMBI
Ha3bIBAETCSI 00BEMOM HETOABIKHOM (a3bl [3].

Bpewmsi, Ha koTOpOM HaONIOAaeTCs MAaKCUMYM IIMKa Ha3bIBACTCS BPEMEHEM
yaepxkuBaHus tg;, a BpeMs, MUK KOTOPOTO PErUCTPUPYETCS B HAaYaJIbHOW 4YacTH
XpOMaTOrpaMMbl, Ha3bIBa€TCsI BPEMEHEM YICpP>KMBaHUS HECOPOUPYIOLIETrocs: Be-
niectsa ty. IIpuMeHsst 3Th 3HaYEHU MOYXKHO PACCUUTATh TAKOM Ba)KHBIA XpPOMATO-

rpadUUeCcKuil MoKa3areNb Kak KO3(pGHUIIMEHT EMKOCTH BEIIECTBA |

o = tri~to (1.4)

to

OTOT MoKa3aTesb XapaKTepU3yeTcsi TEM, UTO PACCUUTaB €ro MOXKHO 10J100paTh OII-
TUMAaJIbHBIE YCIOBHS yAE€PKUBAHUI BEIIECTBA B KOJIOHKE.

Jl5is TOTO, 4TO OBl OIEHUTH KAUYECTBO Pa3ACICHUS CUCTEMbI IPUMEHSIOT T0-
Ka3aTeslb OTHOCUTEIbHOU CEJIEeKTUBHOCTH 0L
— tR27bo (1.5)

tr1—to

['ne tgy — Bpems yaepKUBaHHUS TEPBOTO BEILIECTBA, a try — BpeMs yJep>KUBaHUS
BTOPOTO BEIIECTBA.

CeneKTUBHOCTh - CIOCOOHOCTh XpOMaTOrpauuecKoil CUCTEMbI pa3ieisaTh

JABa BCIICCTBA. Ecnu Yy ABYX BCHICCTB 3HAYCHUA tR OIWHAKOBBI, TO IIPY U3MCHCHUU
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mapamMeTpoB B XpoMarorpaduueckoil CUCTEMe, TaKUX KakK, pacxXoj DJIIOCHTA WITH
M3MEHEHHE TE€OMETPUM KOJOHKHU, HE MPUBEJET K XOPOUIEMY Pa3/IeICHUIO JTaHHOU
naphbl BEIIECTB.

Bce nelicTBust KOJIMUECTBEHHOI'O aHAIM3a OMMCHIBAIOTCS TE€M, YTO CUTHAI
JIETEKTOPa HEMOCPECTBEHHO CBsI3aH HEKOTOPOU (hYyHKIIMOHATIBLHOW 3aBUCUMOCTBIO

C Maccou M, MPOMJICHHOW Yepe3 TYCUKY JETEKTOPA:

S= f*(m) (1.6)

OpHako mapaMeTpbl JaHHON (DYHKIIMU HEM3BECTHBI HU U KAKOTO-THOO JIe-
TEKTOpa U CaMOT0 aHAJIM3HPYEMOTO BEIIECTBA, CJIEIOBATEIBHO, MEPBBIM STArlOM
KOJJMYECTBEHHOTO aHan3a SIBJIAETCA KaluOpOBKA, 3HAYUT YCTAaHOBJICHHE Mapa-
MeTpoB ypaBHeHUs (1) U ycTaHOBJIEHHE BUA, KOTOPHIE OTBEYAIOT YCIOBUSIM aHa-
au3a, copbaty, aerekropy. Kak mpaBmiio, ycioBHsl aHaiu3a MoAOUparoOTCs Tak,
yTOOBl B MAaKCHMMaJIbHO 33JJaHHOM JHala30HE COXPaHsUIach JIMHEWHas 3aBUCH-
MOCTh. BO MHOTHX ClTydasix U3MEpSIOT BHICOTHI TUKOB, @ HE TUIOIIAIN ITHX MTHUKOB,
YTO IPUBOJUT K OOJIee TOYHBIM pe3yJibTaTaM, 3TO HEMOCPEACTBEHHO CBSA3AaHO C pa-
00TOl COBPEMEHHBIX XpoMaTorpadoB U HATMYUEM BBICOKOTO KaueCTBA KOJIOHOK.

JIoCcTOMHCTBOM MeTO0/1a BEICOKOI(P(EKTHUBHOM KUIKOCTHOM XpomMarorpaduu
SBJIIETCSI TO, YTO OH MPOCTOM, YAOOHBIN U HE JOPOTOCTOSAIINNA METOI JIJIsl OIpeie-
JICHHsI KOTMYECTBEHHOTO COZEPKaHMS TOTO WJI MHOTO KOMIIOHEHTa B CMECH.

CymiectByeT 3 OCHOBHBIX METOAAa KOJWYECTBEHHON 00pabOTKH XpoMaTo-
rpamM. K TakuM OTHOCSATCS: METOJT aOCOMIOTHON KaTMOPOBKU, METOJ] BHYTPEHHETO
CTaHJapTa U METOJ BHyTpeHHeH HopMmanmm3anud. CaMbIM pactpOCTpaHEHHBIM Me-
TOJIOM KOJIMYECTBEHHBIX M3MEPEHHI B XpomaTorpaduu SBISETCS METOJ TpaayH-
poBku. OH 3aKII0YAETCS] B TOM, YTO IO pe3yJbTaTaM BCEX M3MEPEHUN C TOUHBIMU
KOHIIEHTPALUSIMU CTPOAT TPaJAyHUPOBOYHBIN IpaduK, O KOTOPOMY ONPEACISIOT
KOHIIEHTpAIlMU UCXOAHBIX BeliecTB. Ecnu rpaguk nMmeer TMHEHHYIO 3aBUCUMOCTD,
TO TIPOBECTH BCE Pe3yJbTaThl aHAIN3a MOXKHO C MCIOJIb30BaHHUEM IMOTPABOYHOTO
koa¢pdunuenta. Jns Toro uro Obl paccYUTaTh ATOT KOAIYPHUIMEHT, HEOOXOAUMO

OIMpCACIUTL IIOIAAW IMMKOB C Pa3JIMYHbIM COACPIKAHUCM JaHHOTI'O BCIICCTBA I
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_ wiq (1.7)
§-100

i
rae Ki — mompaBo4HbIl KOG GUIMEHT, Wi — copepkaHue I-T0 KOMIIOHEHTa, S —
IJIOIIA/Ib MMKA, (- BeJTMYMHA MPoObI (Macca, 00bEM).

3areM monydeHHBIE KOADPUITMEHTHI YCPETHSIOTCS, MPOBOIUTHCS aHAIH3
BCEU HCCIIEYyEMON CMECH U KOHEYHOM HMTOT€ PacCUMTBHIBAIOT PE3YJbTaT IO Clie-
nyromiei popmyie:

wj = kiS:100 (1.8)
q

Mepoii konmuecTBa XpoMarorpaduuecko KOJOHKU TaKXKe€ CIY>KUT BBICOTA
H, xotopas skBuBaneHTHa Teoperuyeckor Tapenke BOTT. M3 xpomarorpammbl
MO>KHO PACCUMUTATh YUCIIO TEOPETUUYECKUX Taperaok N, KoTopoe paccuMuThIBaeTcs
cieayromum odbpaszom [20]:

N =16 (&)2 (1.9)
w

KonuyecTBeHHBIN METOJ SIBISIETCA IIUPOKO MPUMEHHUMBIM TIPU paboTe ¢
MUKPOTIPUMECSIMH, MPU ONPEJICTICHUA OJTHOTO WJIM HECKOJbKUX BEIECTB B CMECHU
[21].

B oxgHOM u3 crareil MpOBOAWIICS JaHHBIM METOJ, B KOTOPOM paccMaTpuBa-
JIOCh KOJIMYECTBEHHOE COJIEpKAHUE CKBAJIEHA, SBJIAIOIIMIICS OAHUM U3 KOMIIOHEH-
TOB JIUIHJIOB Ha MOBEPXHOCTU KOXKH, KOTOPHIA B CBOIO OUYEPE/lb UTPAET OOJBIITYIO
pOJIb B Opranu3me uenoBeka [22]. C moMoIibo JaHHOTO METO/Ia yAAJIOCh ONpene-
JUTh COAEPKAHUE CKBAJIEHA B YIVIEKHCIIOM TIa3€ JKCTPAKTaX MYKH aMapaHTa.
Hacrosmumii MeToa mo3BOJIMI HE TOJBKO ONPEIEIUTh KOHIEHTPALMIO CKBAJICHA B
Pa3IMYHBIX PEAKIIMOHHBIX CMECSIX, HO U yJIaYHO UJECHTU(PUIIUPOBATE.

B Hame Bpewmsi, Oonblinii MHTEpPEC MPEACTaBIsSET OMOIOTHYECKas aKTHUB-
HOCTh BemecTB. BOXKX meTon mpumeHseTcss B OCHOBHOM JIJisl pa3iejieHUus: 00Jb-
IIero Kpyra BEIECTB, YeM Ta3oBasi XpoMarorpadus, 3T0 ONpeaeisieTcss TeM, UTO
CPaBHUTEJHHO OOJIbINIAsE YaCTh OMOJOTUYECKH AKTUBHBIX BEIIECTB HEYCTONYHBBI
IIPU BBICOKUX TEMIIEpATypax U TEM, YTO JIOBOJIbHO OOJIbllIee KOJMUYECTBO COEANHE-

HUU HE O6J'IaI[aeT JICTYUYCCTBIO. OI[HI/IM W3 TaKUX OHMOJIOTMYECKU aKTHBHOTO BCIIIC-
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CTBa sBJIAETCS (IIyTaMuJl, KOTOPHI UMEET BBICOKYIO CTEIEHb TOKCHYECKOTO BO3-
JIEUCTBUS HA KMBOM OpraHu3M. Tak, B OJTHOM U3 CTAaTei, ObUIM M3yYEHbI BAKHbBIC
OCOOEHHOCTH KOJMYECTBEHHOTO OIpejesieHus (ayTamMuaa METoJA0M OOpallleHHO-
dazoBoii xpomatorpaduu [23]. B naHHO# cTathe OBIJIa 000CHOBaHA BO3MOYKHOCTH
NpUMEHEHUs1 MeTo/ia oOpanieHHO-(Pa30Boil XxpoMmaTtorpa@uu Il OYUCTKU COEIU-
HEHUH, mocienyroune uaeHTUu(UKaIu, a TakKe OLUEHKH KOJIMYECTBEHHOrO CO-
nepxxanusi. B pabote [24] ObUTO TIPOBENEHO HMCCIIENOBAHWE C MOMOIIBIO METO/A
oOpaiteHHO-()a30BoN BBICOKOI((HOEKTHBHOM KUIKOCTHOM XpomaTorpaduei, B Ko-
TOPOM OBLIH pa3feieHbl U KOJIMYECTBEHHO ONPEICIICHbl TEHETUYECKUE PAa3HOBUI-
HOCTH a3 |- ka3enHa B ko3beM MoJoke. CymiecTByroT Takxke BOXKX-meron onpe-
neneHus HeonTepuHa. OH ObUT peaM30BaH C MOMOIIBI0 XpoMaTorpaduyecKoro
0o00opy10BaHUsI, B KOTOPOM OIPECTSIN KOHIIEHTPAIIMU B OMOJIOTMYECKUX KHUIKO-
cTsx. HeonTepuH siBisieTcs MPOMEXYTOYHBIM IMPOJYKTOM B CHUHTE3€ OHONTEpHU-
Ha, YYaCTBYIOLIETrO B aKTUBAIIUU JTUMGOIUTOB [25].

ABTOopamu [26] , ObLIa poBeZieHa padoTa, B KOTOPOH MPOBOAUIACE METOH-
Ka NIl KaueCTBEHHOT'O aHallh3a M TOCIEAYIONMEeH pa3pabOTKH KOJUYECTBEHHOTO
aHajau3a TaypuHa, TIyTaTUOHA W KapHO3WHA MPU UX COBMECTHOM MPHUCYTCTBHH.
Nnentudukauio coequHeHn MPOBOAWIA METOJIOM CpPaBHEHMsI BPEMEHU YIep-
JKHUBaHMS [UKOB, T.€ 3TO BpeMs yaepkuBaHUs NUKOB JIH®-npon3BOIHBIX JAHHBIX
COCIMHEHUI JOJKHO OTpeIeSIEHHBIM 00pa30oM COBMAJaTh C BPEMEHEM YAEpKUBa-
Hus JIH®-npou3BOIHBIX UX CTAaHAAPTHBIX 00Pa3IIOB.

B cratbe [27] Oblna pa3paboTaHa MeToJuKa XpomaTorpaupoBaHus KOM-
MOHEHTOB PEaKIMK KOHJCHCAIMU M-(PEeHOKCHOCH3aJbJIeTHa C HUTPOATKAHOM,
YTOOBI MOTYYUTh COOTBETCTBYIONMI HUTpocTupT (Cxema 1). [Ipobrema ycraHoB-
JICHUSI COCTaBa MPOJYKTOB C peareHTaMu, KOTOpPhIE UMEIOT aKTUBHYH) METHJICHO-
BYIO TPYIITY 3HAYUTENbHA. DTO MOKET HAOIIOIaThCSI B PEAKITUSAX KOHICHCAIIHH.
Tak kak B peakIMOHHOW Macce TMOMHMO YK€ MMEIOIIUXCS BEIIECTB MOTYT OBITh
HUTPOAJIKEH, PAacTBOPUTEIh U BOJA, TO HEOOXOAUMO OBLIO MPUMEHUTH MPSIMOE

xpomaTorpadupoBaHue Bcel peakimoHHO# Macchl MmetogoM OP-BOXKX.
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Cxema 1.

H
e H
H 2
© o o) C—C —NO,
+  HC—NO, — ©/ \©/(|)H

Kuraiickumu uccnegosarensimu [28] 6bu1 pa3pabotan 3pPEeKTUBHBINA U 1yB-
CTBUTEJIbHBIA METOJI pa3/IEJICHUS U KOJIMYECTBEHHOIO aHAJIM3a XUPAIbHOIO Bajue-
HaMHHa C UCIOJIb30BaHUEM BBICOKOI(PPEKTUBHON KUIAKOCTHOM XpomaTorpaduu c
oOpaiieHHOM (pa3oi, a TakKe C UCIMOIb30BaHUEM JIe0aIION3alui AaHATUTATOB MIPU

nomo1u o-prananpaeruaa (Cxema 2).

Cxewma 2.
HO, OH
/ s,
wlQH
CH,OH /
OH,, CH,OH
i o-phthalaldehyde SCH,CH,OH
— =
b- HO, OH
OH H NH, mercaptoethanol “,
= pH 9.0
OH Nt «lQH
~ CH,OH
SCH,CH,0OH

KonnuecTBeHHBIN aHANM3 3TUX XUPAIbHBIX COCAUHEHUNA UMEET PELIAroNIee
3HAUCHUE NI ACUMMETPUYHBIX OMOCUHTETHYECKUX MPOIIECCOB in Vitro mpeBpariie-
HUS BaJIMOHA B JMHUMEPHI BaJMEHAMUHA C MCIOJIB30BaHHUEM aMHUHOTpaHChepasbl.
Takum oOpa3zoM, YyBCTBUTENbHAS M IpocTas mpoueaypa ananuza BOXXX nosso-
JISIeT HE TOJBKO OIICHUTHh aCHMMETPUYHBIN OMOCHHTE3 XUPAIBbHBIX aMHHOB, TaKHX
KaK BaJIMHaM W BaJICHAMMH, HO M HMCIIOJIb30BaThCs ¢ Macc-criekrpomerpucii (MS)
JUIT UACHTU(UKAIIMA HEW3BECTHBIX XMMHMUYECKHUX BEIIECTB M HATypaJbHBIX IPO-
JYKTOB C MEPBUYHBIMU aMUHOTPYIIIIAMHU.

B pabote [29] npoBoauiv Hcciien0BaHUSI CTEBUU MEIOBOM, B KOTOPOM Me-
togoM BOXX maentudunmpoBaiy CTeBUO3UI, a TAKXKE OMPEISTIIA €r0 KOJuJe-

CTBCHHOC COJICPIKaHUC.
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HTOroM KOJIMYECTBEHHOIO OMPEIEIEHUS SIBISIETCS TAKOE KOJUYECTBO CO-
eIMHEHUs, KOTOPOE HAaXOIUTCS B JAHHOM KOJMYECTBE oOpasla, T.e KakoBa KOH-
HEeHTpalus BeuiecTBa B oOpasie. KoHileHTpanusa coeAMHEHUsT TeM OOJbIlle, YeM
OoJpIIe TIOWAAb MUKA. DTO 3HAYMT, YTO KOHLIEHTpPALUsl COEIUHEHUs B 00pasle
MPONOPLHMOHANIBHA MUIOMAU MTMKA 3TOTO K€ COCTUHEHUSI.

OnHuM W3 TJIaBHBIX IApaMETPOB MHKa SBIIETCS caMa IUIOWIA/b IHKa, a
TaKxe BpeMs yaepkuBanus. [1o BpemeHu yaep>KHUBaHUSI B KOHKPETHBIX YCIOBHSX
BEIlyT UACHTU(UKAIINIO BEIIECTBA, a CIEACTBUE KauecTBeHHBIN aHanu3. [locie To-
ro Kak BEHIECTBO HACHTH(PUIMPOBAHO, TO UMES PACCUMTAHHYIO IUIONIA/b MHKA,
MOKHO IMPUMEHSTH KOJIMYECTBEHHBIN aHaim3 [30].

1.4. BunnnaneTijI€eHOBbIE KETOHBI

1.4.1. OcoOEHHOCTH CTPOEHUS U CBOMCTBA

BuHunaneTuneHoBble KETOHBI SIBISIIOTCS JJOBOJBHO PEAKIIMOHHOCIIOCOOHBI-
MU COEIMHEHMSIMH, B CBOEH MOJIEKYJIE OHM MUMEIT JBOMHYIO M TPOMHYIO CBS3U
MEXIy ABYMsS aTOMaMH YTJIEpoJa, a TAKKE XapaKTepU3YIOTCS HaJIUYUeM KapOo-
HWIBHOM IpynIibl. Bce 3TO OTKPBIBAET MIMPOKUN MCIIOJIb30BAHUS BUHUJIALIETUIIE-
HOBBIX KETOHOB ISl CHHTE€3a MHOTHUX COEIMHEHUU.

B Hacrosiniee BpeMsi U3y4E€HHE BUHHUJIALETUIIEHOBBIX KETOHOB BEChbMA aKTy-
aJlbHO. bousplnii MHTEpEC MPEACTaBISAIOT AUAPUIIIEHTEHUOHBI, KOTOPBIE, B CBOKO
ouepeib, SIBISIOTCA OMOJIOTMYECKH aKTUBHBIMU COeAUHEHUsMU. [IpoayKThl HYK-
J1€0(pUIBLHOrO0 MPUCOEIUHEHHUS, TAKHUE KaK MUPUMUINHBI, TUPA30JIbl, (JIaBOHBI, U
JIpYrue, UMEIOT TOBOJIbHO OOJBIION AMAna3oH MPAKTUYECKOro MPUMEHEHUs, Mo-
TOMY MOHO CKa3aTh, 00 WX 00JIalaHuH OMOJIOTMYECKOW aKTUBHOCTBIO, a TaKkKe
UCIIOJIb30BaHUE B KAa4eCTBE MHCEKTULMIHBIX M MPOTUBOIPHOKOBBIX MpENapaTos.
WNHceKTUIMABl TPUMEHSIOTCS BEChbMa OOLIMPHO, ATO YKA3bIBAET HA TO, YTO CYIIle-
CTBYET MHOKECTBO BHJIOB MpenaparoB Jjisi 00pabOTKK pacTeHU, HAIpUMeEp, YHU-
yTo)keHHE TiU. CTOWUT TakKe OTMETHTh HUX pPOJb B JIeYEHUM omyxoned, BUY-
MH(DEKIUsT ¥ MHOTHX CEepJACYHOCOCYIUCThIX 3a0osieBaHuM. CyIECTBYIOT TakKue
JTUApUIITICHTEHUOHBI, KOTOPbIE C MOHAMHU METaJUIOB 00pa3yroT KOMILUIEKCHI, a TaK-

KC HaxXOoaAT MPUMCHCHUE KaK KaTaJIn3aTOPhI.
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BuHMIaneTuieHoBble KETOHBI MOTYT COCTOATh U3 Tpex cTpykTyp: BAK-1,
BAK-3 u BAK-5, COOTBETCTBEHHO C pa3JIMYHBIM B3aUMHBIM PaCIIOJIOKEHUEM
JIBOMHOM, TPOMHOM CBs3el U KapOOHUIILHOU IPYIIIOM.

N3BecTHO, YTO BUHWJIALETUIIEHOBBIE KETOHBI OYEHb OJIN3KUA IO OCHOBHOCTH
K XaJKOHaM, OHHU >Ke elle 00Jee OCHOBHBI, UYeM alleTHJICHOBBIE KETOHBI. Tak B psiay
BAK-3 > BAK-5 > BAK-1 ocHoBHOCTH yMeHbIaeTcs. Haubosiee m3ydeHHBIMU
apisitorcst BAK-3, onnako BAK-1 u BAK-5 npencrasisitor 00b110i1 HHTEpEC B
m3yueHnn ux crtpoenus. Ctpoennss BAK-1, BAK-3 u BAK-5 npencraBinensl B

CJICaAyromeM BUAC!

ﬁ
C H
Rl/ 5\C4\ |
%Q = C
S O,
IL

neHnTeH-1-un-3-ou-5, coorBercTtBeHHO BAK-5
beuto ycranoneHo [31], 4TO OCHOBHOCTh CHMIKAETCS elle OoJblie, eciu

BBOIUTDH JJICKTPOHOAKICIITOPHBIC 3aAMCCTHUTCIIM B ApOMATHUICCKUC s/Ipa. Tak ObL1a
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MMpoOBCACHA pPCaKIusl BUHHUIIAOCTUIICHOBBIX KCTOHOB C ITMIICPA3MHOM B 3THJIOBOM

cnupre (Cxema 3).

Cxema 3.
Ar
(@)
Ar 30-40°C, 10-15 min N Ar

G N G

Ar: \ / n /\/NH EtOH % \/—N /
/\/ Ar
HN
O (0]

Ar

Ar o
Ar
7 N\/\
/
F \/\N
/
Ar o Ar

B X0A€ HJaHHBIX peaKHI/Iﬁ OBLIO YCTAHOBJICHO, YTO B HayaJIbHBIM MOMEHT BpCMCHU

BBIJICISUTACH TTPOIYKTHI, KOTOPHIC B TEUCHHUE BCEH PEaKITMU TIEPEXOAMIIA B alleTH-
JICHOBBIE TTPOYKTHI, TPUCOSAUHSSICH IO JIBOMHOM CBSI3H.

N3BecTHO, UTO BUHUJIALETUIICHOBBIC KETOHBI CIIOCOOHBI IO TPOUHOM CBSI3U
MPUCOCINHATh HYKJICO(PWIbHBIE peareHThl. Takol crmocod MPUCOETUHEHUS ObLI
M3y4YeH Ha MpHUMEpE PeaklMil THUIUPOBAHHUS, B3aMMOJICHCTBUS BUHUJIALICTHIICHO-
BBIX K€TOHOB ¢ apuntuoiamu [32] (Cxema 4).

Cxema 4.

R;

kat
RICECCORZ + HSR3 —a> >:< + >:<

BunHo, 4TO Mpu B3aMMOIEHCTBUM BUHHWJIALIETUIICHOBBIX KE€TOHOB C apHJITHOJIAMU
oOpa3zytorcs anaykThel Z- u E- koHpurypammu. MoXHO OTMETUTh, YTO B JKHJIKOM H
KPUCTALTUYECKOM COCTOSIHUM BUHWJIAIIETUIICHOBBIE KETOHBI MMEIOT E- KoHbUry-
panuro. IlpucoenuHenre THOJIOB HIST JOBOJIBHO JIETKO K O-, - HEIpeaeIbHBIM

KapOOHUIIBHBIM COEUHEHUSIM. [B-yTIEepPOIHbII aTOM KpAaTHOM CBSI3U SIBJISIETCS 1I€H-
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TPOM aTakKu pcarcHra. B ocHOBHOM JaHHasA pCaKuA O4YCHb XOPOUIO UJCT B IOJIAP-
HBIX PACTBOPUTCIIAX B IIPUCYTCTBHUU TAKUX OCHOBaHHUM Kak: meJa0491, aJIKOI'OJIATHI
1 aMHHBI.

TaK, Harpumcep, OCH3MITHOI MNpUCOCANHACTCA K BHMHUIIAICTUIICHOBBIM KC-

TOHaM, OH € BBICTYIaeT B KauecTBe Hykieopuna (Cxema 35).

Cxema 5.
R

. Et;N, C,H;OH

D —

& % 0-30°C
HS
o)
R
F
o) S

B npencraBnenHoi cxeme OCH3UITHO IPUCOSTUHSAETCS 110 TBOMHOM CBS3H, a 3HA-
YUT, BEJET K PETUOCEIEKTUBHOMY TPOTEKAHUIO PEAKIINH.

CToUT OTMETUTbH, YTO BUHUJIALIETUIICHOBBIE KETOHBI MOTYT OOpa30BHIBATh
NUpazoiuHbl. ABTOpHI [33] modyyanu Nupas3oiMHbl B3aMOJICHCTBUEM BUHUJIALIE-
TUJICHOBBIX KETOHOB C THUAPA3UHTUPATOM B ITHJIOBOM CIHUPTE MPU KOMHATHOM
temmneparype (Cxema 6).

Cxema 6.

_—
7 -H,0

R
O N,H,H,0, EtOH
\

R=H, CH3, OMe, Cl, Br
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Eme ogaM CBOMCTBOM BHHHMAICTHIICHOBBIX KETOHOB SIBIISIETCS TO, YTO OHH
BCTYMAIOT B PEAKIUIO0 ¢ OEH30THA30I-2-THOHOM, KOTOpasi HUJIET B YCIOBUAX OCHOB-
HOrO  KaTaim3a W OpuBoguT K oOpasoBanmio  2-{[(5-apundypan-2-
wi)permnmeT |cyabdanmn }-1,3-0eH3a30I0B ¢ TOBOJIBHO HETUIOXMMH BBIXOJaMHU

[34] (Cxema 7).

(@]

S

g j MeOH, 24 h
/\)kAr + Oi ° V
Ph N
/s~
S
Ph

Ar= Ph, 4-MCC6H4, 4-C1C6H4, 4-BrC6H4

Cxema 7.

N3BecTHO, YTO BUHUJIALETUIICHOBBIE KETOHBI MOTYT PEarupoBaTh C all€TUJI-
TUApa3UHAMU 110 TPOWMHON CBSI3H, a TaKkKe C (PEHMITHAPA3UHOM IO JBOMHON [2].
Tak aBTopamu [35] ObLIO OMMCAaHO B3aUMOJICUCTBHE BUHWIALIETHIICHOBOTO KETOHA
¢ auetwiaruapazuHom (Cxema 8).

Cxema 8.

(0] 0]
N R
AN
OH

ITo TpoMHOM CBSI3M MOXKET TAKXKE MPOUCXOAUTH TPAHC-TIPUCOEAUHEHUE ITHU-
JaMUHOKPOTOHATa K BHHWJIAIETHJIEHOBOMY KETOHY C OOpa3oBaHHEM IPOMEXY-
TOYHOTO  COCAMHEHMS, KOTOpOE€  Jajee  MpeBpallaeTci B 1,4,5,6-

TETParuIpoNUpPUIUH 3a CYET BHYTPUMOJIEKYJIApHOH Hukau3anuu [36] (Cxema 9).
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Cxema 9.

R N H,N |

\
\

Taxke 3a cueT BHYTPUMOJIEKYJSIPHOM LHUKIU3ALMU aBTOpaMu [37] yaanoch
HOJyYUTh (PypaHOBOE MPOU3BOJHOE C MOMOUIbIO OKUCIUTEIbHON UKIN3alUU BU-

HHUAIETUIICHOBOTO K€TOHA C 2-Ho10KcnOeH30iHoM KucioTon (Cxema 10).

Cxema 10.
OH

N 5

(0]
DMSO, 90°, 2 h ‘ /

1.4.2. TlonydyeHrie BUHUIALIETUIIEHOBBIX KETOHOB

BuHnianeTuiieHoBblE KETOHBI SBJISIOTCS JOBOJIBHO HOBBIM KJIACCOM Opra-
HUYECKUX COCIMHEHUMN, ITOATOMY HAJ MX U3YYEHHEM BEIETCS MHOIO MCCIIEI0Ba-
TEJLCKUX paboT, a TaKXKe CUHTE30B MojaydeHus. K Takum U3 CUHTE30B MOKHO OT-
HecTH peakuuto Menepa-1llycrepa, B KOTOpOW TpETUYHBIE TUALETUIICHOBBIE CITUP-
ThI IPETEPIICBAIOT AHUOHOTPOITHYIO MEPETYNIUPOBKY, TEM CaAMBIM MPEBPAIIAsCH B

BUHMWJIAIETUIICHOBBIE KeTOHBI (Cxema 11).
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Cxema 11.

Ar + Ar.

H ~N __
\C—CEC—CEC—C6H5 L C=CH—C—C=C—CeH
l/ | ArV

Ar OH

JlanHasi peakiiys MIPUMEHSETCA B CUHTE3€ TaKUX KETOHOB, KOTOPBIEC BBIIEISIOTCS B
OOJBIIMHCTBE CIIy4aeB ¢ XOPOIIMMU BbIxojgamu [38].

OpauM U3 cnocoOOB MOMYYECHHS] BUHWIIALIETUIICHOBBIX KETOHOB SIBISICTCS
HarpeBaHue 3-3TOKCcH-4-MeTui-1-rekcuH-5-oHa ¢ 10 % pacTBOpOM CEepHON KUCIIO-

ThI [40] (Cxema 12).

Cxema 12.

OEt
)J\ /K 1—>0 i )K/\
H,C C C=CH H3C X

CH

ABtopamu [41] o peakuuu Knsiizena-IlImuara B pe3yiabTare KOHACHCAITUN
3-apuImponuHaiIe ¢ apoOMaTUYECKUMH KETOHAMH OBLT TIPOBE/ICH CUHTE3 BHHHMIIA-
LETUJICHOBBIX KETOHOB C JIOBOJIbHO HEIUIOXMMHU BbhIXOAaMu. MI3BECTHO, YTO MOITY-
YEHHbIE CHUHTE3MPOBAHHBIE COEAUHEHUS MOJYYUIUCh B KPUCTAJUIMYECKOM BHUJIE,
uMmeromue E-xkondurypanuto. JlaHHble MOJyYeHHbIE COEIMHEHUS ABISIIOTCA OHO-
noruuecku akTuBHbIMU (Cxema 13).

Cxema 13.

CaMpIM pacipoCTpaHCHHBIM METOAOM ITOJIYUCHHA BMHHUIIAOCTHIICHOBBIX KC-

TOHOB SIBJIIeTCs OKKcieHne cupToB (Cxema 14).
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Cxema 14.

OH e}
F
R1/K/\ Fh)V\
Ry R,

Tak, B ctaTbe [42] ObUT MOJIy4eH, MIOMUMO allETUJIEHOBOTO KETOHA, BUHUJIA-
LETUJICHOBBIA KETOH C BBIXOJOM 68%, B KaueCTBE OKHUCIWTENS HCHOJb30BAJICs

okcua Maprania (Cxema 15).

(@] (@)
A/ B /kr +
CH,Cl, / 0°C / =
= i
R

Taxxe ¢ OKCHIAOM MapraHia BO3MOKCH U ,prrOﬁ CHUHTC3 IIOJYYCHHA BH-

Cxewma 15.

HUJIALIETUICHOBBIX KETOHOB, OH UJET B ABe cTaauu. Ha nepBoii cragun o6pas3yroT-
Csl BTOPUYHbBIE CIIMPTHI, KAPOUHOJBI, KOTOPBIE B JATbHEHIIIEM OKUCISIOTCS OKCHU-

A0OM MaprabHna. PeaKHI/IH MOJXCT HMATHU KaK IIpU HArpC€BaHHWH, TaK H Ha XOJIOAY

(Cxema 16).

Cxema 16.

. IS = B . MnO,

RC=CH + RHC=CHCHO —> RC:C—Cli—ﬁ—CHR —>  RC=C—C—C=CHR
OH

N3BectHO [39], 4TO KETOHBI MOTYT MPUCOCAMHATH aMUHBI. J[jIst 3TOro B KauecTBe
MOJIIPHBIX TTPOTOHHBIX M allPOTOHHBIX PACTBOPUTEISAX MOTYT HCIIOJIB30BAaThCS ME-
TaHOJI, TAHOJI, TPET-OyTaHOJ, AlETOHUTPUJI, PEAKIINIO BEAYT NP KUISTYCHUH, B
pesyJsibTate 4ero oopasyrorcst S-amuHo-1,5-auapun-2,4-nentaaues-1-onsl (Cxema

17).
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Cxema 17.

Ar-

30



2. OKCIIEPUMEHTAJIBHA A YACTDH

2.1. OOBEKTHI UCCIIEIOBAHUS

B nacrosimieit pabote 0ObEKTOM HCCIEIOBAHUS SBHIICS BHUHHUIIAIETHIICHO-
BBII K€TOH M €ro MPOU3BOJHBIC, CHHTE3UPOBAaHHbBIC Ha Kadeape « XUMHs, XUMUY e-
CKHE MPOIECChl M TEXHOJOTUM» TONBITTUHCKOTO TOCY/IapCTBEHHOTO YHUBEPCHUTE-
ta. CTpyKTypa M 4YHMCTOTa COCAMHEHUI MOJTBEPKJCHbl JAHHBIMU A3JIEMEHTHOIO
ananmmsa u SIMP *H u 1*C CIIEKTPOCKOIHUH, & TAKKE PEHTIeHOCTPYKTYPHBIM aHaJIU-
30M. CTpYKTYphl W Ha3BaHUS UCCIETYEMBbIX COSAMHEHUM MPEACTaBICHbI B Ta0IU-
e 2.1.

Tabnura 2.1 — 00BEKTHI UCCIIEIOBAHUS

Ne | CtpykrypHas hopmyna Ha3zBanue
1 9 1,5-nudennnmnenT-2-eH-
X 4-un-1-0H
FZ
2 © 5-mopdommami-1,5-
nudenunmnenTa-2,4-
N g nueH-1-ox
N X
3 ° 3-mopdoanamni-1,5-
nudenunnenT-4-un-1-
N (0] OH
F
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2.2. PearenTsl u 000pya0BaHue
. Kunkoctaeiii xpomarorpad «Aglient 1220
. Kononka ZORBAX EclipsePlus Cyg
. Xpomatorpaduueckuii mmpurr «Aglient 1220
. AHATUTHYECKUE BECHI
. YipTpa3BykoBas BanHa «Cardupy»
. uctunnupoBaHHas BoJa
. 1,5-mudennnnent-2-eu-4-un-1-on (BAK-1)
. Mopdonuu (MfH)

O o0 N o O b~ W N

. Meranon
2.3. Meroauka cunresa 1,5-nudenunment-2-ed-4-un-1-o1 ¢ MophoIMHOM
Coennnenus 3-mopdonnnun-1,5-nudpennnnent-4-un-1-on 151 5-
Mopdonunui-1,5-nudenunnenra-2,4-aueH-1-o0 ObUIM TOJIYYEHBI 10 METOIMKE,
KoTopas Oblia pazpaboraHa panee B pabore [31]. MeToauka cuHTE3a JaHHBIX CO-

€IUHEHNH NpeCTaBIeHa Ha cxeme 2.1.

Cxema 2.1
o] Ph Ph
N HN EtOH, 78-80°C, / / EtOH, 78-80°C, = N
Ph . - .
Z * \\//\\o / \\//\\o
Ph 30 min 4h
Ph N
Ph
b ) o

2.4. Xpomarorpaduueckuii METoT

2.4.1. MeToiMka KOJMYECTBEHHOTO OMPEICIICHHS UCCIEAYEMbIX BEIIIECTB B
ycinoBusix OP@-BIXKX

B pamkax gaHHOTO HCClieIoBaHUS XpoMaTtorpadhuuecKuil SKCIIEPUMEHT TIPO-
BOIWIIH B 00OpaiieHHO-¢pazoBoM pexkume BOKX (amtoent: metanon : Boaa (75:25,
00. %). DimoeHT ObLT IOI00paH MOCjIe CEPUH IKCIIEPUMEHTOB, KOTOPBIC MTOKA3aJIH,

4TO IIPHU NUCIIOJIBb30BAHUH B KAYCCTBC 3JIIOCHTOB BOJHO-aAlICTOHUTPHUIIbHBIX cMecen
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HE yJIaeTCs TOCTHYD Pa3/IeJICHUS] KHHETUYECKH U TePMOJIUMHAMHYECKH KOHTPOIH-
PYEMBIX TIPOIYKTOB.

B neHunmmiuHOBEIA (1akoH Opainch Ha aHATMTUYCCKUX BeCaX HABECKU
0,005-0,0125 r  1,5-mudenwmnmnent-2-ea-4-un-1-ona (1), S5-mopdommamI-1,5-
nudenunnenTta-2,4-nuen-1-ona (2), 3-mopdonuami-1,5-1ubenunnent-4-ua-1-ona
(3), nst 3TOrO OpaAIM KAXKIOT0 MCCIEAYEMOro BelecTBa B cooTHoIeHUsX (1) : (2)

: (3) COOTBETCTBEHHO, MT:
- 0,0125:0,00938 : 0,05
- 0,05:0,0125 : 0,00938
- 0,00938 : 0,05 : 0,0125

PacTtBopsiin B 1 mMu1 uiii B 5 MJ1 ME€TaHOJ1a, OBICTPO BBOAWIM B XpomaTorpad.
[To maHHBIM W3MEpEHUs HCCIIeAyeMbIX 00pasioB B mporpamme EXxcel crpowsm
IpaayrupOBOYHBINA TpadUK 3aBUCUMOCTH IUIONIAIA XPOMATOTrPaPUIECKOTO MUK OT
KOHIICHTpAIUH.

2.4.2. UccnenoBanue merogom BOXKX B koHTposie peakmuu cuHTe3a 1,5-
T eHIINeHT-2-eH-4-nH-1-0Ha ¢ MOpdoIMHOM

Hacrosmiee uccnenoBanue nmposoawin Ha xpomatorpade Agilent 1220 me-
tonqom BOXX. B pomm moasmwxkHON (a3bl MCIONB30BAIM CMECh METaHOJI-BOAA
(7,5:2,5 00. %). B kauectBe He copOupyemoro BeiectBa ucnosbzoBaics NaNO,.
Pacxon amoenta 1 mu/muH, 1yinHa BostHbl 238 HM. Koornka ZORBAX EclipsePlus
C18.

[IpuroraBnuBanu cepuro TpEX pacTBOPOB, I 3TOTO B KAYECTBE PACTBOPHU-
TeJIeH UCIToab30Ban 3Tanod, JJM®PA u 6eH301I.

PactBop 1,5-aubennnent-2-en-4-un-1-ona ¢ maccoii 0,0991 r (4,25 10™
Moitb) 1 Mopdomuaa 0, 0371 T (4,25 10™ Moup) pas6aBmsin B 2 MI 9TaHONMA € 10-
6asnernem 0,0632 v audenuna (BHYTPEHHETO CTaHAAPTA) BBIAEPKUBAIA TIPH

KOMHATHOM TeMIeparype.
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PactBop 1,5-mubennimnent-2-en-4-nn-1-ona ¢ maccoit 0,0903 r (4,25 10™
Moitb) 1 Mopdomuna 0, 0352 r (4,25 10™ monb) pas6asmsum B 2 M JM®PA ¢ 10-
oaBnenuem 0,0628 r audeHmwia (BHYTPEHHErO CTaHAApTa) BBIACPKUBAINA IIPU
KOMHATHOM TEMIIEPATypE.

PactBop 1,5-nubenunnent-2-ea-4-un-1-ona ¢ maccoit 0,0988 r (4,25- 10™
Moub) 1 Mopdomusa 0, 0327 t (4,25 10™ Mons) pas6asisimm B 2 M1 6eH3011a ¢ 10-
OaBnenuem 0,0642 r nudenuna (BHYTPEHHETO CTaHAApTa) BBIACPKUBAIU IPH
KOMHATHOM TeMmIeparype.

AHAJTOTHYHO TOTOBWJIM CEPHIO YEThIpEX PacTBOPOB 1,5-mudenunmneHT-2-eH-
4-un-1-ona ¢ Mopdommaom u nudenunoM, tepmocratupoBanu mnpu 0°C, 40°C,
50°C, 60 °C.

W3 xaxmoit peakimoHHo# cmecu Opanu mo 50 MK mpoOs! yepe3 kaxasie 60
MuH. Tekylinue KOHUEHTPAUU KOMIIOHEHTOB CMECH OBLIM paccuuTaHbl U3 (op-

myisl (2.1):

Qer _ Cor (2.1)
G G

I'me Q. — miomaap nmuka cranaapra, Q;j — IIomaab MMKa UCCIISTYEMOT0 BEIECTBA,

K

Ci — KoHIIEHTpalKs HucciieayeMoro Bemecta, C., — KoOHIeHTpalus ctangapTa, K —
HOMPaBOYHBIN KO3 (DHUIIMEHT UCCIIeAyeMOTro BelecTBa K cranaapty (K = 1).

CrenieHpb npeBpalleHus Obliia paccuuTana 1mo dpopmyse (2.2):

X = Giex=Cr L 100 % (2.2)

HUCcx

I'ne C,ex — ucxonHas koHIeHTpanus, C; — TeKyIasi KOHIIEHTPALIUSL.
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3. ObCYKXJIEHUE PY3VJIbTATOB

Kak Oblmo yxke ckazaHo paHee, mnpucoenuHenue mopdonnHa k 1,5-
TUAPWIITICHT-2-eH-4-uH-1-0HaM UAET 1O ABYM HANpaBICHHUIM: 4,5 -TIPUCOCTNHEHUS
u 2, 3-npucoeaurenns [31]. B namewm ciyuae mopdonmn (MfH) pearupyer ¢ 1,5-
nudenunnenT-2-ed-4-un-1-osom (BAK-1), npu 3ToM o6pa3yercs KUHETHYECKU
KOHTPOJUPYEMbIi mpoaykT 3-mopdonuaumi-1,5-nudennnnent-4-un-1-on (IIP 2),
npouecc ooparumbiii. Co BpemeHeM 3-Mopdonunui-1,5-nudennnnent-4-un-1-on
NepPEXOAUT B TEPMOJAMHAMUYECKUN MPOAYKT S-MOpQosmHui-1,5-nudenunnmnenra-
2,4-nuen-1-ou (I1P 1), B aTOM citydae nporecc HeoOpaTumsiil (Cxema 3.1).

Cxema 3.1

XpoMmarorpapuueckoe Hcciae0BaHUE MPOBOAMIN NMPU KOMHATHOM Temie-
patype. JJIUTENbHOCTh aHaliv3a OAHOM MpoObl cocTtaBmia 10 MUHYT, TeM CaMbIM
3TO MO3BOJWIO (PUKCUPOBATH MU3MEHEHMsI, IPOUCXOASIINE B TEUCHHE BCEH peak-
nuu. ['OTOBWIIM CEpUIO0 TPEX PACTBOPOB, COOTBETCTBEHHO B TPEX COOTHOIICHUSIX,
pe3ynbTaThl 3aHeceHbl B Tabmuubl 3.1-3.6; Ha pucynkax 3.1-3.3 npuBeneHs! rpa-
JTyWPOBOYHBIEC TPaQUKU 3aBUCUMOCTH IJIOLIAAN OT KOHLIEHTPAMU MPUTOTOBJICH-
HBIX PaCTBOPOB.

XpomMarorpapuueckuii KOHTPOJIb OCYLIECTBISUIA [0 METOIY BHYTPEHHETO
CTaHJapTa, B POJIM BHYTPEHHEro cTaHiapra npumensuics nudenut. [lepBeiM 1mia-
roMm Obul cuHTe3 1,5-nudenunmnent-2-en-4-uH-1-ona ¢ MOPQPOIMHOM, AJIA 3TOTO B

KauecTBe pacTBoputenen opanu stanon, [IM®A u 6enzon. [lanubie uccienoBanus
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ObLTM 3aHECeHBI B TabmuIbl 3.7-3.9, mpu 3TOM ObliIa paccunTaHa CTETICHb MPEeBpa-

IICHUS BUHWJIAOCTUIICHOBOT'O KCTOHA M ITPOLCHTHOC COACPIKAHUC ABYX ITPOAYKTOB.

25000
y=17747x + 176,6
R?=0,9934 /

20000
o 15000 4
o
t

¢ Papl
v 10000 2 )
JNuHeitHas (Psal)
5000
0 T T 1
0 0,5 1 1,5
C, mr/mn

Pucynok 3.1- 3aBucumocTs mmomaay ot KoHueHtpauu 1 [P 1

60000
y =57219x + 1243,2
50000 R?=0,9993
40000
7 /
*
o
< 30000
E, & Paal
wv
20000 NnneiiHan (Pagl)
10000 /
0 T T T T T 1
0 0,2 0,4 0,6 0,8 1
C, mr/mn

Pucynok 3.2 — 3aBUCMMOCTb TJIOIIAAN OT KOHIeHTpauuu ajis [1P 2

JAM®A - 3TO anpoTOHHBIN MOJSPHBIA PACTBOPUTENH (JIOHOPHOE YHUCIO -
26,6 KKan/mMoJib). DTaHOJ - IPEICTABUTENb aM(UITPOTHBIX PACTBOPUTENICH C BHICO-

KOH IMAIEKTPUYECKON MPOHULIAEMOCTHIO (JOHOPHOE YUCTO - 19,2 KKaJl/MOJb).
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50000
45000 y = 49048x + 400,94 2
R%= 1
40000 0,999
35000
v 30000
5 A
< 25000
€ & Papl
v 20000
15000 NnHeitHas (Pagl)
10000
5000
0 { T T T T 1
0 0,2 0,4 0,6 0,8 1
C, mr/mn

Pucynoxk 3.3 — 3aBucumocTsb miomaay oT KoHeHTpanun s BAK-1

JUIst IpOTEeKaHus UCCIIEyEMOU peakuuu TpeOyeTcsl MPUCYTCTBUE B pEaKIHU-
OHHOM Cpeie JOHOPOB U aKUENTOPOB MPOTOHOB. II[pOTOHHBIE PACTBOPUTENH, TAKHE
KaK 3TUJIOBBIA CIIUPT, UTPAIOT POJIb MEPEHOCUHKA MPOTOHOB (peaklys B3auMOIEH-
CTBUSI aMHMHA C alleTHJICHOBOM CBA3BIO BKJIIOYAET B ce€0s OTPHIB MPOTOHA OT aMU-
Ha). [lopsmok peakuuu Mo aMHHY B CIIMPTE paBEH eauHUIE. B anpoToHHBIX pac-
TBOpUTENSIX (0eH301, IM®DA) nepeHoCUnKOM MPOTOHA SIBISIETCS BTOPAsi MOJIEKY-
ja Mop(oauHa, TOITOMY YaCTHBIN MOPSJIOK 10 HEMY PaBeH JBYM, a CyMMAapHbIN
MOPSAOK PEAKIHUH — TpeM. B anpOTOHHBIX paCTBOPUTEIAX PEAKLIMIO MOXKHO YCKO-
PUTH HEOOJIBIIUMHU KOJIMYECTBAMHU aOCOIOTHOTO METUIIOBOTO CITUPTA.

B nonsapuom amporonnom [IM®PA npu yBelInueHHH KOHUEHTpALUA aMHHA
KOHCTaHTa CKOPOCTH 3aMETHO YBEIMYMBAETCS. B HEMOJSPHBIX PaCTBOPUTEISAX
aMUH pearupyeT B BUJIEC acCOIlMATa YKe MPU HU3KUX KOHIICHTPAIUSAX aMUHA.

[Ipu nepexoje OT 3TaHOJNA K aPOTOHHBIM PACTBOPUTENSIM MPOUCXOAUT 3a-
METHOE€ CHM)KCHHUE DHTAIBIIUUA U SHTPOIIUU aKTUBAIIMHU PEAKIIUH.

ITepBas cuctema ¢ 3TaHOJIOM (PUCYHOK 3.4) KOHTPOJIMpPOBAIACh B TeUeHUE 1
HEJIEJIHM, IPU ATOM IUIO KOJMYECTBEHHOE YBEIMYEHUE MUKA TEPMOAMHAMUYECKOTO
MPOAYKTa U YMEHBIIIEHHUE MHKAa KHHETUUECKOTO MPOYyKTa, 3TO CBI3aHO C TEM, UYTO

CO BPEMEHEM IEPBBIN NEPEXOIUT BO BTOPOU.

37



Pucynok 3.4 — peaknmonsas cmech (MfH+BAK-1+mudennn), HO: ZORBAX Cis

(4,8MM*100), :1r0€HT: METaHOI:BOA, COOTHOIIIEHNE 7,5:2,5; JIMHA BOJIHBI JICTCK-

Topa 238 HM, B 3TAHOJIE

Tabmuna 3.7 — IlponentHoe cootHomenue 1P 1 u [1P 2, ctenens npeBparieHus

BAK-1 B bTanone

T, MUH % IIP 1 % IIP 2 Creniens mnpe-
BpalleHUs
BAK-1, %
120 1,96 98,04 86,24
180 0,21 99,79 87,26
240 1,11 98,89 82,67
1560 2,0 98,0 91,11
10080 13,61 86,39 95,2
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Tabmuna 3.1 — PesynsraTs! uccnenoanus peakuud BAK-1 ¢ TTP1 u ITP2 mist 1 cooTHomenus (pasoasnenue B 100 pa3)

S(2), % (1) |S(2), % (2) | S(3), % (3) | Ilo mpuroromie- | <S>, <%>
mAU*s mMAU*s MAU*s HUIO MAU*s
IP1 | 289,78 | 6,46 | 163,14 | 7,64 | 149,27 | 7,80 18,59 200,73 | 7,06
ITP 2 | 2562,47 | 57,14 | 1268,30 | 59,43 | 1230,87 | 64,31 34,94 1687,20 | 59,32
BAK | 1632,01 | 36,39 | 702,60 | 32,92 | 533,71 | 127,89 46,47 956,11 | 33,62
Y | 4484,26 2134,04 1913,85 2844,04

Tabnuua 3.2 - Pesyabrarel uccienosanus peakiiud BAK-1 ¢ TTP1 u [1P2 qnst 1 cootHomenue (pasz6asienue B 10 M1 MeOH)

S(1), % (1) | S(2), % (2) | S(3), % (3) |ITo mpurorTos- | <S>, <%>
MAU*s mMAU*s mAU*s JICHUIO MAU*s
ITP 1 | 10155,6 | 65,45 | 10224,3 | 7,29 | 10250,5 | 7,30 18,59 10210,1 | 7,29
ITP 2 | 55119,5 | 12,74 | 55113,0 | 39,36 | 55116,3 | 39,28 34,94 55116,3 | 39,36
BAK | 75553,6 | 21,81 | 73596,1 | 53,35 | 74958,4 | 53,42 46,47 74696,0 | 53,35
X | 72828,7 138933,4 140325,2 140022,4




Tabmuna 3.3 — PesynbraTsl uccienoBanus peakuun BAK-1 ¢ TTP1 u ITP2 mas 2 cootHomeHus (pa3zdasienue B 20 pa3)

S(2), % (1) |S(2), % (2) |S(3), % (3) |[Ilo wnpuroros- | <S>, <%>
MAU*s MAU*s MAU*s JICHUIO MAU*s
ITP 1 | 1014,05| 11,70 | 849,73 | 11,50 | 853,09 | 11,60 18,59 905,62 | 11,61
IIP 2 | 6446,53 | 74,38 | 5448,47 | 73,75 |5406,62 | 73,51 34,94 5767,21 | 73,91
BAK | 1206,06 | 13,92 |1089,34 | 14,75 | 1095,65 | 14,90 46,47 1130,35| 14,49
> | 8666,64 7387,54 7355,36 7803,18

Tabnuna 3.4 — Pe3ynbrate! uccienoBanus peakiun BAK-1 ¢ [TP1 u ITP2 mis 2 cootHotenus (pazoasnenue B 10 M MeOH)

S(1), % (1) | S(2), % (2) | S(3), % (3) |Ilo mnpuroros- | <S>, <%>
MAU*s MAU*s mAU*s JICHUIO MAU*s
ITP 1 | 15886,6 | 19,21 |15882,7 | 17,45 |15911,2 | 19,44 18,59 15893,5| 18,66
ITP 2 | 41734,6 | 50,47 | 41944,8 | 46,08 | 41972,4 | 51,29 34,94 41883,9 | 49,17
BAK | 25071,7 | 30,92 | 33197,9 | 36,47 |23947,1 | 29,26 46,47 27405,6 | 32,17
Y 1826929 91025,4 81830,7 85183




Tabmuna 3.5 — PesynbraTsl uccnenoBanus peakuun BAK-1 ¢ TTP1 u ITP2 mis 3 cootHomeHus (pa3zdasnenue B 20 pa3)

S(2), % (1) |S(2), % (2) |S(3), % (3) MPUTOTOB- | <S>, <%>
MAU*s MAU*s MAU*s JICHUIO MAU*s
IP 1 | 1062,11 | 20,25 | 1007,62 | 21,76 | 1004,29 | 21,36 18,59 1024,67 | 21,09
ITP 2 | 2011,41 | 38,35 | 2065,82 | 44,62 | 2206,18 | 46,92 34,94 2094,47 | 43,11
BAK | 2170,69 | 41,39 | 1556,22 | 33,61 |1491,79| 31,73 46,47 1739,57 | 35,80
Y 524422 4629,66 4702,25 4858,71

Tabnuna 3.6 — Pesysbrarel uccienosanus peakiuu BAK ¢ ITP1 u ITP2 aiist 3 cooTtHomenus (paszoasienue B 10 M MeOH)

S(1), % (1) | S(2), % (2) | S(3), % (3) |Ilo npuroros- | <S>, <%>
MAU*s MAU*s mAU*s JICHUIO MAU*s
ITP 1 | 22010,9 | 23,85 | 23121,4 | 22,64 | 23202,1 | 20,76 18,59 227815 | 22,32
ITP 2 | 31808,7 | 34,46 | 32570,2 | 31,88 | 33104,8 | 29,62 34,94 324946 | 31,84
BAK | 38487,2 | 41,69 | 46459,7 | 45,48 | 55431,3 | 49,61 46,47 46792,7 | 45,84
> |92306,8 102161,3 111738,2 102068,8




Tabnuna 3.9 — [Ipouentnoe cootnomenue [IP 1 u [1P 2, crenens npeBpaieHus

BAK-1 B 0eH30I1€

T, MHH % I1P 1 % IIP 2 CreneHb npespa-
mennst BAK-1, %
120 - 100 98,58
180 - 100 97,28
240 - 100 97,29
1560 - 100 98,02
10080 1,76 98,24 -

Bropas cucrema ¢ JIM®A (pucyHok 3.5) Tak e KOHTPOJIUPOBAJIACH B Te-
yenne |1 Hemenu. JIM®PA OTHOCHUTCA K ampOTOHHBIM PACTBOPHUTEISIM, COOTBET-
CTBEHHO MMEET OO0JbIIOe 3HAYEHUE AUMOJILHOTO MOMEHTa. MExIy MoJieKyJaMu

aIIpOTOHHBIX paCTBOpHTeHCﬁ €CTh CUJIBHOC JUIIOJIb-AHUIIOJIBHOC BSaHMOHeﬁCTBHe,

Pucynok 3.5 - peakiponHast cmech (MfH+BAK-1+mudennn), HO: ZORBAX Cis
(4,8MM*100), 2:1r0€HT: METaHOI:BOAA, COOTHOIIIEHUE 7,5:2,5; JIMHA BOJIHBI ICTCK-

Ttopa 238 M, B [IMDA
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d 3HAYUT, IMOJIIPHBIC MOJICKYJIbI HCXOAHBIX BEUICCTB HAMHOTI'O JICTYC BKIFOYAIOTCA

B CTPYKTYPY 3THX PACTBOPUTEIIECH, HEKEIN B CTPYKTYPY HENOJIAPHBIX PACTBOPH-

Tesnel, uTo obseryaet nporekanue peakuuu B JJM®DA no cpaBHEeHUIO ¢ OEH30I0M.

Tabnuna 3.8 — [Ipouentnoe cootnommenue [IP 1 u [1P 2, crenens npeBpaiieHus

BAK-1 5 IM®A

T, MUH % IIP 1 % IIP 2 Crenenp npeBpa-
menus BAK-1, %
120 0,28 99,77 95,08
180 0,25 99,75 95,4
240 0,32 99,68 97,56
1560 2,57 97,43 95,61
10080 16,27 83,73 96,47

L ¥ www

Pucynok 3.6 - peakunonnas cmech (MfH+BAK-1+audennn), HO: ZORBAX Cis

(4,8MM*100), 2:1r0€HT: METaHOI:BOAA, COOTHOIIIEHNE 7,5:2,5; JIMHA BOJIHBI ICTCK-

Topa 238 HM, B OeH3o0JIe
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Cucrema ¢ 6eH30510M (pUCYHOK 3.6) Tak k€ KOHTPOJIUPOBAIACh B TeueHue |
HEJeNW, OJHAKO, HE TMPOWCXOAWIO oOpa3oBanue  S-mopdonuuui-1,5-
nudenunnenTta-2,4-nuen-1-ona, kak npoaykra 1,5-mpucoeaunenus. beHson, kak
HETOJISIPHBIN PacTBOPUTENh, HE CIIOCOOCTBYET OBICTPOMY MPOTEKAHHUIO TIOI00HBIX
peaKIui.

[To meTony BHYTpEeHHEH HOpMaM3allMy MOCUYUTAIN TPOLIEHTHBIE COOTHO-
IICHUS JBYX MPOAYKTOB W BUHIIAIIETHIICHOBOTO KETOHA, KOTOPBIE OBLIH TIPHUBEIC-

bl B Tabnuiax 3.10- 3.12.

Tab6mmuma 3.10 - TIponieatHOE cooTHOmeHue 1P 1, TIP 2 u BAK-1 B aTanone

T, MHH %TIP 1 % IIP 2 % BAK-1
120 1,85 92,68 5,47
180 0,20 95,08 4,72
240 1,02 90,61 8,37
1560 1,92 94,49 3,58

10080 13,28 84,31 2,41

Ta6muma 3.11 - IlpouentHoe cootHomenue I1P 1, ITP 2 u BAK-1 B IM®A

T, MUH % I1P 1 % ITP 2 % BAK-1
120 0,23 97,65 2,12
180 0,24 98,17 1,58
240 0,32 98,82 0,85
1560 2,52 95,73 1,75

10080 16,01 82,41 1,58
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Tabmuma 3.12 - TIponieatHoe cootHOmenue 1P 1, TTP 2 u BAK-1 B 6en3oie

T, MUH %IIP 1 % IIP 2 % BAK-1
120 - 96,29 3,71
180 - 99,04 0,96
240 - 99,06 0,94
1560 - 99,26 0,74

10080 1,66 92,73 5,61

Bropeim marom Obut cunrtes 1,5-nudennnnent-2-en-4-un-1-ona ¢ mopdo-

JUHOM TipH ompeneneHHbix Temmeparypax: 0°C, 40°C, 50°C, 60°C. IlpomenTHOE

cootHouenue [IP 1 u IIP 2, a taxxke crenens npespamenuss BAK-1 nocne 2 u 3

yacoB ObUTH 3aHeceHbl B TaOmuIel 3.13, 3.15. TTonb3ysach METOOM HOpMaTU3aIun

pacCcuuTalIn IIPOUCHTHBIC COOTHOMICHHUA ABYX IIPOAYKTOB WM BHHUJIAICTUICHOBOI'O

ketoHa (Tabmuier 3.14, 3.16).

Tabmuna 3.13 — IIponentHoe cootHomenue [1P 1 u TP 2, crenens npeBparnieHus

BAK-1 nocie 2 yacos (3TaHoun)

t, °C % TP 1 % I1P 2 Crenens npe-
BpaieHusa BAK-
1, %
0 - 100 90,12
40 1,13 98,87 69,12
50 2,2 97,80 91,74
60 5,96 94,04 85,73

HpI/I 9TOM MCITIOJIb30BaJIU IMOJABHIKHYIO (1)213}7 MECTAHOJI : BOJa B COOTHOIIICHUH

7,5:2,5 ( ckopocth Toka 1 mu/muH, JuymHa BoHBI 238 HM). Ha xpomarorpamme

(pucyHok 3.7) BUAHO, YTO MIPHU HYJEBOH TEMIIEpAaType HE MPOUCXOIUT 00pa3oBa-
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Tabmuma 3.14 - IlponeatHoe cootHomenue [1P 1, TP 2 u BAK-1 mocne 2 gacos

(sranomn)
t,°C %IIP 1 % IIP 2 % BAK-1
0 - 92,27 7,73
40 1,66 90,82 7,52
50 3,19 92,17 4,64
60 12,15 80,9 6,99

Tab6muua 3.15 - [IpouentHoe cootHomenue 1P 1 u [1P 2, crenens npeBpaineHus

BAK-1 nocne 3 4yacoB (3TaHon)

t,°C % I1P 1 % I1P 2 Crenens npe-
BpaIECHUS
BAK-1, %
0 - 100 87,16
40 1,79 98,21 82,9
50 3,34 96,66 96,66
60 13,06 86,94 84,65

Tabmuua 3.16 - IlpouentHoe cootHomenue [P 1, TP 2 u BAK-1 nocne 3 gacos

(aTanoi)
t,°C % IIP 1 % IIP 2 % BAK-1
0 - 93,05 6,95
40 0,97 85,42 13,61
50 2,13 94,66 3,21
60 5,60 88,47 5,93




-HUE€ TEPMOJMHAMUYECKOIO MPOAYKTA, OAHAKO CTOMT OTMETUTh, yTo mpu 40°C,
50°C, 60°C ob6pazyercs nponykt 4,5-nipucoequnenus (pucynku 3.8, 3.9, 3.10).
OTtueTnMBO ero oopasoBaHue MOXHO yBUAETH (pucyHok 3.10) mpu 60°C mocie 3

qaCOB CHHTEC3aA.

Y ¥ L L3 L

Pucynok 3.7 — peakiuonsas cmech (MfH+BAK-1+mudennn), HO: ZORBAX Cis
(4,8MM*100), aar0€HT: METAHOJI:BO/Ia, COOTHOIIIEHKE 7,5:2,5; JIMHA BOJIHBI IETCK-

topa 238 um, npu 0°C

Pucynok 3.8 — peakimonnas cmech (MfH+BAK-1+audennn), HO: ZORBAX Cis
(4,8MM*100), 2:110€HT: METaHOI:BOAA, COOTHOIIEHHE 7,5:2,5; IIMHA BOJIHBI ICTCK-
topa 238 um, nipu 40°C
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Pucynoxk 3.9 - peakimonnast cmech (MfH+BAK-1+mudenmnn), HO: ZORBAX Cis
(4,8MM*100), 2:110€HT: METaHOI:BOJA, COOTHOIIIEHHE 7,5:2,5; IMHA BOJIHBI JICTECK-

topa 238 um, nipu 50°C

xw Y w x L

Pucynok 3.10 — peaknuonnas cmech (MfH+BAK-1+nudennn), HO: ZORBAX
Ci8(4,8MM*100), 2i1F0€HT: METaHOJI:BOAQ, COOTHOIIICHUE 7,5:2,5; IIMHA BOJTHBI

nerexkropa 238 um, ripu 60°C
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Takum 06pa30M, MOJHO CJCJIaTh BBIBOJA O TOM, 4YTO IIPHU YBCINYCHHUHN TCM-

nepaTypsl pacTeT cojepKaHue MPOoayKTa 1, Kak TEpMOJUHAMUYECKH KOHTPOIUPY-

CMOTO IIPOAYKTA.

CpaBHeHI/Ie KOHHCHTpaLII/Iﬁ BUHMWJIALCTUIICHOBOI'O KCTOHA 11O MCTOAY BHYT-

PEHHETO CTaHaapTa U 110 METOy a0COJIOTHOM rpaayrpoBku (Tadauisr 3.17, 3.18).

Tabnuna 3.17 - CpaBHeHHE KOHIICHTPAIMIl MEK/Ty METOI0M BHYTPEHHETO CTaH-

JapTa U METOAOM a0COIIOTHOM IpalydiPOBKH MPH ONPEIACICHHBIX PACTBOPUTEIISIX

T, MHH DTaHoj JIM®A benzon
Bu. ct-T | AGc. p. Bu. ct-T | AGc. p. BH. cT-T Abc.
rp.
120 0,02936 | 0,02872 0,00956 | 0,01295 0,00280 | 0,02775
180 0,02717 | 0,02790 0,00895 | 0,00420 0,00536 | 0,00413
240 0,03696 | 0,11523 0,00474 | 0,00184 0,00534 | 0,00112
1560 | 0,01896 | 0,01257 0,00854 | 0,01089 0,00390 | 0,00199
10080 | 0,01025 | 0,01257 0,00686 | 0,01047 0,02415 | 0,13060

Tabnuna 3.18 — CpaBHeHHE KOHIICHTPAIMI MEXAY METOIOM BHYTPEHHETO CTaH-

JapTa U METOJ0M a0COIFOTHOM IpalyipPOBKH TIPU ONPECICHHBIX TEMIIepaTypax

T, 0° 40° 50° 60°
MuH | BH.cT- | AGc. | Bu.ct- | AGc. | BH.cT- | AGc. Bu. | Aoc.
T Ip. T Ip. T Ip. CT-T Ip.
120 | 0,0214 | 0,06657 | 0,06322 | 0,07530 | 0,01727 | 0,01461 | 0,0301 | 0,034
180 | 0,0278 |0,01729 | 0,03581 | 0,03514 | 0,02305 | 0,02084 | 0,0324 | 0,077

[To MeTomy BHYTpEHHEW HOpPMaIM3AIUU OBIJIO PACCYUTAHO MPOIIEHTHOE CO-

OTHOIIIEHHE JBYX MNPOAYKTOB. [l0nb3ysch METOIOM aOCOIOTHON TpaayrupOBKU
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MOJXHO paCCUUTAaTb KOHOCHTpALMU ABYX IMPOAYKTOB, a TaK K€ MaCCOBOC N MOJIb-

HOE COOTHOIIICHUE 3TUX MPOIYKTOB (Tadymna 3.19).

Tabnuna 3.19 — MaccoBble 1 MOJIbHBIE COOTHOIIEHHS IBYX MPOTYKTOB

T, MUH | Cyp, Cnp2, | MaccoBoe | Maccosoe MonbHOE Monb-
Mr/Mi | mr/Mi COOTHO- | COOTHOIIIE- | COOTHOILE- | HOE CO-
IICHUE nue [1P 2 nue I1P 1 OTHO-
IIP 1 IICHUE
I1P 2
120 | 0,0244 | 0,7371 3,2 96,8 3,2 96,8
180 | 0,0058 | 0,8581 0,67 99,33 0,67 99,33
240 | 0,0354 | 1,7647 1,97 98,03 1,97 98,03
1560 | 0,0173 | 0,5683 2,95 97,05 2,95 97,05
10080 | 0,1691 | 0,4801 26,05 73,95 26,05 73,95

MaccoBbi€ M MOJIBHBIE COOTHOIIICHUS TCPMOINHAMHUUYCCKHN U KHHCTHUYCCKU

KOHTPOJIUPYCMBIX IIPOAYKTOB COBIIAJAarOT, YTO BIIOJIHC 3aKOHOMCPHO IJIA M30MC-

POB, HO CTOUT OTMECTUTL, YTO MACCOBOC M MOJIbLHOC COOTHOIICHUS ITOJIYUCHEBI Pa3-

HBIMHU MCTOJaMH KOJIHUYCCTBCHHOI'O aHAJIN3ad, 4YTO CHIC Pa3 YKa3bIBACT Ha IIPaBUJIb-

HOCTBb M CXOANMOCTD PE3YJIbTATOB IIPOBCACHHBIX HCCHCHOB&HHﬁ.
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3AKJIFOYEHUE

1. B pabote metonom BDXKX ocymiecTBiaeH KOHTPOIb 3a IPOTEKAHUEM pe-
aknuu mopdonmHa ¢ 1,5-mudenmnmnent-2-en-4-un-1-osom. MccnemoBanoch
BIIUSIHUE BPEMEHHU, TEMIIEPATYPhl U MIPUPOJIbI PACTBOPUTEIIS.

2. bbutn mogo0paHbl yCIOBHS XpoMaTOrpauyecKoro SKCIepuMenTa, KOTo-
phI€ MO3BOJIIIOT Pa3/ACIUTh UCXOIHBIE PEareHTbl U NPOAYKTHl peakiuu. [loka-
3aHO, YTO B KAQYECTBE JIIIOCHTA CJIEYET MCMIOJb30BaTh BOJHO-METAHOJIbHbBIC, a
HE BOJHO-allE€TOHUTPUIIbHBIE CMECH.

3. JI7s KOJIMYECTBEHHOTO aHalin3a ObLIM MCIOJIb30BAaHbI METOABI a0COIOT-
HOU TpayUpOBKH, HOpMANU3alKK (C yueToM KO03(PPUIIMEHTOB YyBCTBUTEIHHO-
CTH) M METOJ BHYTpeHHOro ctanaapta (nudenun). [lokazaHo, yTo pe3yabTaThl
ATHX METO/OB B OOJIBIIIMHCTBE CIIy4aeB CONOCTABUMBI, U OHU MOTYT HCIIOJIb30-
BaTbCs C PABHBIM IPEIIOYTCHUEM.

4. Tloka3aHo, 4TO CTENEHb NpeBpalleHus keToHa Boiie B JIM®PA u 6ensoue,
II0 CPAaBHEHHUIO C ATAHOJIOM, HO MPEBPAILEHNE KNHETUYECKH KOHTPOJIUPYEMOIO
IPOJYKTa B TEPMOAMHAMUYECKH KOHTPOJIMPYEMbIN ObICTPEE BCErO MPOUCXOIUT
B DTAHOJIE, MEJIJICHHEE - B OEH30JIE.

5. C pocTtom TemmepaTypbl 3aKOHOMEPHO PacTyT CKOPOCTH BCEX MPOILIECCOB,
KaK MpPEBPAILEHUS UCXOJHOTO KETOHA, TaK U Mepexojia B TEPMOJIUHAMUYECKHM
IPOIYKT.

6. PazpaboTanHass MeTOAMKA KOHTPOJS MOXET HCIIONh30BATHCS IS J1ajb-
HEUIIIeT0 M3yYeHUs BIUSHUS TMPUPOJBI 3aMECTUTENICH B MUCXOJHOM KETOHE Ha

MPOTEKAHUE PEAKIIUH.
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[MPUJIOXKEHHUE

Tabnuma 1 - PesyneraThl Xpomarorpaduueckoro uccienoBanus peakiuun MFH ¢

BAK-1 (2u4) B 3Tanone

t, °C [Tnomane xpomarorpadgudeckoro nuka, mAU*s
IP 1 [1P 2 BAK-1 Hudenun
0 - 74563,0 7985,1 76958,74
40 9098,26 393254 8979,69 28876,5
50 670,39 42478,8 2065,14 490,2
60 1965,43 44163,6 4240,05 57962,7

Tabnuma 2 - PesymeraThl Xpomarorpaduueckoro uccienoBanus peakiun MfFH ¢

BAK-1 (34) B aTanose

t, °C [Tnomaas xpomarorpadguyeckoro nuka, mAU*s
IP 1 I1P 2 BAK-1 Hudennn
0 - 105155,0 12625,2 93663,7
40 476,72 37138,5 4404,36 25002,7
50 934,26 38459,5 2775,43 25182,9
60 7790,16 738144 9142,27 57962,7

Tabmuna 3 - Pesynbrathl XpomaTorpaduueckoro ucciaemoBanus peakiuu MfH ¢

BAK-1 B »Tanoe

T, MUH [Tnomans xpomarorpadguyeckoro nuka, mAU*s
[P 1 I1P 2 BAK Hudennn
120 609,17 43418,0 3673,31 25636,2
180 74,30 50344,2 3578,58 26988,2
240 805,58 102220,0 13529,6 75012,4
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1560

483,18

33762,4

1835,07

19827,6

10080

3178,03

28712,3

1177,37

23546,3

Tabmuna 4 - Pesynbrathl XpomaTorpaduyeckoro ucciemoBanus peakiuu MfH ¢

BAK-1 8 IM®A

T, MAH [Tnomans xpomaTorpadudeckoro muka
IP 1 ITP 2 BAK-1 HNudenun
120 97,62 60262,4 1876,99 39965,2
180 65,94 38029,6 879,58 20006,7
240 112,78 49432,8 610,90 26230,4
1560 | 1158,88 62613,4 1641,28 39142,1
10080 | 7912,61 57958,3 1593,62 47324,6

Tabmuna 5 - Pesynbrarel XpomaTtorpaduueckoro ucciemoBanus peakiuu MfH ¢

BAK-1 B OeH3011€

T, MUH [Tnomaas xpomarorpadguyeckoro nuka, mAU*s
ITP 1 ITP 2 BAK-1 Hudenun
120 - 64445,9 3562,97 41908,3
180 - 62820,7 871,08 33836,6
240 - 39028,9 529,06 20636,8
1560 - 58524,1 627,48 33472,5
10080 | 2214,36 176287 15280,5 131703,7
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