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Buzna4veHo onTuMaJibHI YMOBH MeTOAY i30TepMiYHOI ra3opiimHHOI XxpoMaTtorpadii 1
aHaJ3y peakuiifHUX cyMillell NMKJIONPHETHAHHS €CTEPHUX MOXiTHUX AKPHJIOBOI KHUCJIOTH 10
2,3-numeTunoyTa-1,3-1ieny. OuineHo edexkTHBHiCTL XpomarorpadiyHoi cMcTeMHM Ta mapa-
MeTpu po3pimieHHsa. Po3rasHyTo xpomartorpadgiuyHe yTPUMYBaHHSI HPOAYKTIB LMKJIO-
NPUEIHAHHA BiTHOCHO iX CTPYKTypH. Po3paxoBaHo OCHOBHI MeTPOJIOTiYHI XapaKTepHCTHKHU
KiIbKicHOTr0 XpoMaTorpagiyHoro aHajiizy MeTo10M BHYTPilllHL0I HOpMaJti3ailii.

KarouoBi cioBa: razopizmnHa xpomatorpadis, aHajgi3 peakuiifHuX cymimeid IHMKJIO-
NPUETHAHHA €CTEPHUX NMOXITHUX AKPUJIOBOI KHCJIOTH A0 2,3-muMeTWiOyTa-1,3-mieny, ajikin-
HHUKJIOTeKCEeH-KAPOOKCUIIATH.

The optimum conditions for the method of isothermal gas-liquid chromatography for the
reaction mixtures analysis of acrylic acid ester derivatives to 2,3 dimethylbut-1,3-diene
cycloaddition are determined. The evaluation of the chromatogr aphic system efficiency and the
resolution options has been provided. Chromatographic retention of cycloaddition productsin
relation to their structure was consdered. The main metrological characteristics of the
guantitative chromatogr aphic analysis by inter nal normalization method ar e calculated.

Key words: gas-liquid chromatography, reaction mixtures analysis of acrylic acid ester
derivativesto 2,3 dimethylbut-1,3-diene cycloaddition, alkylcyclohexencar boxylates.

I[ocTraHoBKka nMpodaeMu. AJKUIIHUKIOTEKCEHKapOOKCHIATH Ta IXHI MOXiIHI BUKOPHCTOBYIOTH AJIS
CTBOPEHHSI KOCMETUYHUX 3ac00iB: JIOCBHOHIB, EMYNbCIH AJIs Tija, IIAMIYHIB, JEHHUX Ta HIYHUX KpPEMIB,
napyMepHUX KOMIIO3MLIH, a TAKOXK XapyOBUX apoMaTu3aTopiB. BoHM € IIHHOIO CHPOBHHOIO I CHHTE3Y
JTIKapChKUX TpemnapariB, siki iHriOyroTh O10CHHTE3 XOJNECTEPHHY i MOMITHO 3HHXYIOTh HOTO DIiBEHb B
kpoBi [1, 2]. 3aBnsku [OieneKTpu4Hid aHi30Tpomii iX BHUKOPHCTOBYIOTH SIK KOMIIOHEHTH pPiAKoO-
KPUCTAIIYHUX KOMITO3UILH 7S €IeKTPOONTHYHUX NpHiIaaiB. Ha 0CHOBI alKiNIMKIOreKCEHKapOOKCHIATIB
CHHTE3YIOThb MOJi(yHKLIOHAIbHI MOHOMEpPH Pi3HOI OyHOBH 3 Hamepen3aJaHuM KOMILIEKCOM (i3HKO-
XIMIYHMX XapakTepucTuk [3, 4]. OmHuM i3 METOJIB OJepKaHHS aJKiIIUKIOreKCEHKapOOKCHIIATIB €
peakuis Jlineca-Anbaepa. Bimomo [5-7 |, mo g AOCHIDKEHHS NpoAyKTiB peakmii Jlinmbca-Ambaepa
YCIIIIHO 3aCTOCOBYIOTH Ta30piiMHHY XpoMmaTorpadiro. bymu po3pobrneni meromuku [8—10] mist Hacan-
KOBOI Ta30piquHHOI XpoMaTorpadii B i30TEpMIYHOMY peXHMi poOOTH KoJIOHKH. OTxe, HaWIOLIbHIIIE
BUKOPUCTOBYBATH Ta30piIMHHY Xpomarorpadiro ans aHalizy peakiidiHHX CyMilleld HUKIONpPUETHAHHS
2,3-mumernnoyTa-1,3-ngieny (JAMB) o ecrepHUX MOXiTHUX aKPUIOBOI KUCIOTH, TAKUX, SK METHJIAKPUIIAT
(MA), metunmerakpuinat (MMA), aninmerakpuiat (AMA) Ta 2-rigpokcuermimerakpunat (CEMA).

AHaJti3 ocTaHHiX gociikeHb i myOaikaniii. 'azopianHHii Xpomarorpadii roMoI0riuHOrO psay
HEHACHYECHUX €CTEepiB MPUCBIYHO HM3KY (yHIAMEHTAIbHUX pOOIT, B SKUX PO3MIHYTO 30KpeMa
CTPYKTYpHI 1HKpPEMEHTH Uil PO3paxyHKy XpomarorpadiyHoro yrpumysanHs [11], BIumBy monsipHOCTI
CTaLiOHApHOI (a3u Ha yTpUMyBaHHS HeHacuueHHuX ectepis [12]. Xpomarorpadidni iHAEKCH yTPUMYBaHHS
KoBaua Ha kaminsipiHHX Ta HAacaJKOBHX KOJIOHKax MOXHa 3HaWTH B 0a3i manux NIST mepexi Intepuer
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(http://webbook.nist.gov/chemistry/) 1 ng7as8 [OYaTKOBUX PEUYOBMH CHUHTE3Y  AJKIILUKIOI€KCEH-
KapOOKcHiaTiB BOHM CTaHOBIATH: [IMb-612, MA-569, MMA — 694, AMA —849. [lns 'EMA ingexc
KoBaua BigcytHiii B 6a3i ganux NI ST. 3pocranns inmekciB KoBaua B psial akpuioBHX ecTepiB AoOpe
Y3rOUKYETBCSI 13 301IbIeHHsIM TemmepaTypu kuminas MA— 80,7 °C, MMA —100,5 °C, AMA - 60 °C npu
43 mM pr cr (ampokcumarisi 10 arMocdeproro tucky ~106 °C), ognak st JIMB Temreparypa KUIiHHS
69 °C € HalMEHIIIO cepell MOYATKOBUX PEUOBHH, X04a ingeke KoBaua e GinbimM, Hixk MA, Temmeparypa
KHUITIHHS SKOro € mpuoau3Ho Ha 10°C Ginsmoro, Hixk wis JIMB.

Mera podoTu. BcTaHOBUTH ONTUMalbHI YMOBU METOAY 130T€pMiuHOI ra3opiinHHOI XpoMaTorpadii
Ul aHaNi3y peakUiiHUX CyMilled LUKIONPUETHAHHS ECTEPHHX MOXIAHUX aKpHIOBOI KHUCIOTH [0
2,3-numeTtnnoyra-1,3-mieny.

ExcnepumentanbHa wyactuHa. Metun-3,4-quMeTiiiukiorekc-3-enkapookcmiar  (MIAMIIK)
CUHTE3YBaJIM 3 BUKOPUCTaHHAM MA Mapku “x.4.” Ta JIMb 3a peakiieto (1). JIMB OyB cunTe30BaHui HAMU
3rigHo 3 [13, 14].

0]
= 2 —
H3C \C/ / OCH3 H3C \O_CH3
| HC (1)
He—Cso 7 |
3 cH, CH, H,C

Mertui-1,3,4-tpumerunnuknorekc-3-enkapookcuiar (MTMUI'K) cunTezoBanmii 3 BUKOPUCTaAHHIM
MMA wmapku “x.4.” ta IMb 3a peakuiero:

CH C/_/O C//O
= 2
H3C\$/ C/ CHOCH3 H;C \O_CH3 (2)
3 -
q C/C\ + || CH,4
3 cH, CH, H,C

Auin-1,3,4-rpumerniiukiorekc-3-eakapookcmnar  (ATMIIIK) cunresoBanuii Brepiie [15] 3

BUKOpucTaHHIM AMA Mapku “x.4.” Ta JIMb 3a peakuiero:
0

7 e
N o/ T0=CHy=CH=CH, H,C C/C\O
~ ~CH,—CH==CH 3
| + h CH3 —_ l Cll:CH:; 2 2 ( )
C
AN CH 2
H,C” S, 2 H,C

2-T'ipgpokcuerni-1,3,4-rpumernnuukiorekc-3-enkapookcunar (CETMUT'K) cunre3oanuii Brepiie
[16] 3a B3aemonii JIMb i TEMA mapku “x.4.”, 3a peakiti€ero:

H,C CH,

0
_0 H,C e ~0—CH,-CH,0H (4
+ H,c=C—CZ-0—CH,—CH,0H
/ . CH,
H,e”  CH, H;C H,C

Hocnimkenns peakuii [4+2]-uknonpueanands JJMb 3 MA, IMb 3 MMA, JIMb 3 AMA Ta JIMb 3
I'EMA npoBouiIH B TEPMETHYHO 3allasHUX CKIITHUX aMITyJIax Ha 3alpoIroHOBaHii ycTaHoBi (puc. 1).

3 METOI0 aHAJTITHYHOTO KOHTPOJIIO 3a npoiecamu oxepskanns MAMIII'K, MTMII'K, ATMIIK ta
IFETMUI'K, Oyno po3po0ieHO METOAMKY Tra30-xpoMarorpadiyHoro aHamizy peakmiiHOl —cyMiri
mukionpueaHandas IMB Ta 4oTHpboX ecTepHUX MOXiAHWX akpwioBoi kuciotu (MA, MMA, AMA i
I'EMA). BuOpano Taki onTuManbHi yMOBH Xpomartorpadysanus Ha npuwiagi CHROM -5 : nerextop 3a
teronpoBignicTio — HATII, ctpym nerekropa — 37 MA; KOJOHKA 3 HEp)KaBilO4Oi CTajl IOBKUHOIO 2,5 M,
niamerpom — 3 MM, 3anoBHeHa 5 % XE-60 na Chromaton-N-Super 0,16-0,20 MM; TemmepaTypa KOJIOHKH
140 °C; temmeparypa nerexropa 150 °C; temneparypa Bunapuuka 150 °C; Butpara rasy-Hocis (BOJIEHbB) —

24



22 MII/XB; peecTpaTopamnio XpoMaTorpaM 34iCHIOBAIN 32 TOIIOMOTOI0 KOMIT FOTEpa; MacIuTad peecTparii:
1:4; 06’em mpobu, BBeneHoi B xpomatorpad mikpommnpunem MII-10, cranoBuB 1 Mxi. Inentudikamnito
MiKiB NPOBOAWJIM 33 YHCTUMH pedoBHMHamu. Y Talm. 1  HaBeJEHO OCHOBHI XapaKTEPHUCTHKH
xpomaTorpadiuHux HiKiB, sKi BU3HAYAJIH 32 JOIIOMOr0l0 porpamu B cepenosuii nakera MathCAD [17].

Puc. 1. Yemanosxa ons ooepocanus

ANKIMYUKNI02EKCeHKAPOOKCUNAMIE:
1 — macnimna miwanka, 2 — cmakau 3 CUNIKOHOBUM
MACIOM ma Cnipanio 0 Ha2pieanHs,
3 — konmaxmuuii mepmomemp;, 4 — konmponoHu
mepmomemp; 5 — pecynamop memnepamypu;
6 — niocmaexa 3 amnynamu; 1 — rabopamopHuii

aABMoOMAMuUYHULL mpancgopmamop

Pe3yabTaTu exkcnmepuMeHTiB Ta ix o0roBopeHHs. Ha xpomarorpamax (puc.2) peakuiiiHux
cymimeit [4+2]-muxnonpuennanas JIMb i MA, IIMb i MMA, JIMb i AMA Ta JIMb i TEMA Busneno 1o
TPU OCHOBHI HiKH.

3 mik — MJIMIITK 3 mik — MTMIITK

3 mik — ATMIT'K 3 nik — TETMIT'K

Puc. 2. Xpomamozpamu peaxyitinux cymiwei npoyecy [4+2]-yuxronpueonanmns JJMF (1 nik)
3 akpunamamu (2 nik — MA, MMA, AMA, TEMA) 3 ymeopennsam 8i0n08iOHUX ANKITYUKIO2EKCEHKAPOOKCULAMIE
(3 nix) Ymosu yuxnonpueonanns: memnepamypa 403K, monsapue cnisgionowenns JJMb: opyeuii peacenm =1.5: 1
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SIK BUIHO 3 pHC.2 WiKM MMOYATKOBHX PEUOBHH PO3TAIIOBaHI OJIM3bKO OOUH OO OJHOTO 1 HaBiTh
CIIOCTEpIraeTbesi HemoBHE po3aiieHHs mika IMb 3 mikom apyroro peareHTy, TOMy AJsl IHUX MiKiB OyJo
pPO3paxoBaHO BeNWYMHY po3pimieHHs R, 3a koo Oyio OLHEHO CTYMiHb PO3IINEHHS, IO CTAHOBUTH HE
mente 98 % [18] 1 momano B Tabn. 2. Po3paxosani 3a popmymnamu (1) ta (2) xpurepii posmainenss [18]
(C. 102-103) — pospimenns ®, koediuieHT cenekTuBHOCTI (Kc) mnst HaHOMIKYMX MK co00I0 CyCimHiX
mikiB JIMb Ta npyroro peareHTy Juist peakiiii uKIIi3amii HaBeeHi B Ta0I. 2.

TR (2)_ Tr (1)
" 0,9+ 0.0 v
Tr (2)_ Tr (1)
e @) ”

JJis MOBHIMIOrO PO3MiNEHHS IHX IIKiB TeMIlepaTypa XpomarorpadiyHoi KOJIOHKH Mmana 0 OyTH
HIwK4or0, HiK 14 0°C, ofHaK 3a iIHBEPCHOI aCHMETPUYHICTIO (opMH TiKiB MpoayKTiB B3aemomii IMb 3
BIJIIOBIIHUMHM pearcHTaMH MOXHA CTBEp/KYBaTH, IIO TeMIleparypa KOJOHKH € HIDKYOK BiX
TeMIeparypH, sika O 3abe3neuyusia ONTHMajibHI YMOBH CNIIOIOBaHHS IHMX PEYOBHH. OCKIIBKH METOIUKA
po3poOmsanacs s AOCHIIKEHHS KIHETMKM TIpOLEeCY UMKIONPUEAHAHHS, TOMy OyB BHOpaHuil
130TepMIYHHMIA peXUM XpoMaTorpadyBaHHs, IO JO3BOJIMIO YHUKHYTH BUTPAT 4acy Ha MOBEPHEHHSA O
MIOYaTKOBOI TeMIeparypu, apeidy 6a30Boi JiHil Ta BIUIMBY BiAXWICHb Y pa3i BIITBOPEHHS TeMIepaTypHOi
mnporpamMu xpomarorpadiyaoi KoJdoHKH. TpuBanmicTh XpomarorpadyBaHHS y BHOpaHHX 130TEPMiYHHX
yMOBax He NepeBHIlyBajia 15 XB, M0 CHIBBUMIPHO 3 4acoM XpoMaTorpadyBaHHS B IPOTrPaMOBaHOMY
pexumMi.

Tabauysa 1
OCHOBHI XapaKTepHUCTHKH XpOMATOrpa(iyHux MiKkiB pevY0BHH, AKi BXOJAMJIHN /10 CKJIA1y peakmiiiHux
cymimneii [4+2]-uuxiaonpuennanus JIMB i ecrepiB akpuiiosoro psiny (MA, MMA, AMA ta TEMA)

lnpuna mika | PPOHTAIbHA Cnaana o
Yac HA TONOBHHI TiISHKA, IiISHKA, Kinpxicts
PevoBuna yTPHMYBaHHS, Fas_50% | teopernunmx
BHCOTH, (s, |AB| , |BC| , :
TR, CEK Tapigok — N
ceK CeK ceK
JIMBb 68 7,6 1,5 6,1 0,246 434
MA 87 9,9 2,0 7,9 0,253 428
MMA 92 10,5 2,0 8,5 0,235 425
AMA 108 12,2 2,3 9,9 0,232 434
TEMA 112 12,7 2.4 10,3 0,233 431
MAMIT'K 361 58,6 42,8 15,8 2,709 210
MTMII'K 482 79,2 58,0 21,2 2,736 205
ATMUI'K 612 101,6 74,5 27,1 2,749 201
TETMIT'K 688 113,1 83,1 30,0 2,770 205
Tabauys 2

Pospimenns ® Ta koedimieHT ceekTuBHOCTI (Kc) 1151 HAROIMIKIMX MiK C00010
cycinnix mikiB JIMB Ta ecrepiB akpuiosoro psiny (MA, MMA, AMA ta TEMA) sik apyroro
peareHTa JJIsl peakuil WMKJIONPHETHAHHSA

Pospimenns miky IMb 3 KoedimieHTn cenekTuBHOCTI
Hpyruii pearedt IIIKOM JIPYTOTO peareHra quist miky JIMB Ta miky Creninp po3aineHHs, %
-R npyroro pearenra Kc
MA 1,086 0,245 98,34
MMA 1,326 0,300 99,16
AMA 2,020 0,455 101,52
I'EMA 2,167 0,489 102,02
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3rigHo 3 Teopi€r0 TapiIoK e(EeKTUBHICTH XpoMaTorpadidHOro pPO3AUICHHS XapaKTepU3yeThCs
KUTBKICTIO TapiIoK Ta BHCOTOIO, €KBiBaleHTHOIO TeopeTwuHid Tapinui (BETT), ska 3a makcumaibHOI
e(eKTUBHOCTI XpoMarorpadiyHoi CUCTeMU Mae MiHiMalbHe 3HaueHHsS. KiJbKiCTh TEOpEeTHMYHHMX TapijioK
(N), mo nHaBemeHo B Tabn. 1, po3paxoByBaIM 3a HapaMeTpaMu XpomarorpadiqHoro mika— 4Yacom
yTpuMyBaHHS (IR) Ta MUPHUHOIO ITiKa Ha MOJIOBHHI BUCOTH ((Mgs) 32 popmyoro (3) [18] (C.57.). ¥V tadm. 1
HaBEICHO XapakTepUcTUKy acumerpii Ha 50 % BuCOTH miKa, Ky po3paxoByBaiH 3a ¢opmyinoro (4) [18]

(C.85.), ne |AB

IIISHOK I1iKa, BIITOBIIHO.

2

BC| — IIUpUHA TiKa Ha PiBHI TIOJOBUHHM HOTO BHCOTH JUIS (PPOHTAIBHOI Ta CrajgHol

2

N=554. = 3)
a)05
|AB]

Fas_50%= I @)
[BC|

Poszpimierns ® Ta koediniednT cenektuBHOCTI (Kc) 3B’s13aHi Mik coboro Bigomoro [18] (ctop.103)
3anexHicTIo (5), Ae BXOANUTh e()eKTUBHICTH PO3ALTICHHS, TOOTO KUIBKiCTh TeopeTnuHuX Tapinok (N)

R=0,212- VN - K. (5)

OpHomapaMeTpoBa NpsAMOJIiHIHHA 3aJISKHICTh MK po3pimeHHsIM ® Ta KoeilieHTOM CeNeKTHBHOCTI

(Kc) HaBenena Ha puc. 3. BukopucroByroun koediumieHT mpomnopuiiHocTi 4,43 47 1miei 3amexHOCTI MiX

BenunHaMu R Ta Kc MOXKHA po3paxyBaTu KUIBKICTh TeOpeTHUHUX Tapinok — N, Benmmunna N=437,6 sikoi

no0pe Y3rOMKYETbCS 3 CEpeIHIM 3HAYCHHAM 3 eKCHepUMEHTanbHuX BeawmduH — N=430,32 s
e(eKTHUBHOCTI XpoMaTorpadivHoi CUCTEMH.

Puc. 3. 3anexcnicmo misxc pospiwennam ® ma koegiyicnmom cenexmusrnocmi (Kc)
32i0n0 3 pienannam (5) ona nika JIMB ma nikig 6i0n08ioHUX aKpUIo8Ux ecmepis

Hns xpomatorpadidHux MmiKiB NPOAYKTIB peakuii KiIbKICTh TEOPETHYHHUX TapilIoK, 10 mepeOyBae B
Mexxkax N=200-210, 3MeHIIyeTbCsl TPUONIM3HO B JBa Pa3y MOPIBHSAHO 3 LI€I0 BEJIWYMHOIO AN MOYATKOBUX
peuoBuH — N=425-433, mo CBigUUTH MPO HEONTHMANBHI TEMIIEpaTypHi yMOBU AJsl XpoMmarorpadyBaHHS
BHUCOKOKMIUITYMX MPOAYKTIB peakuii. Hu3pka Temmneparypa KOJOHKH NPHUBOAUTH A0 iCTOTHOTO PO3MHUBAHHS
xpomarorpagiyHoi CMyI'd IMX PEYOBHUH 1 30UIbIICHHS IUPHUHU XpoMarorpadiuHoro mika y 8—10 pasis, mo
3Menmye N, Sk XapakTepuUCTUKY e(EeKTUBHOCTI XpomarorpadidyHoi cucTeMu. ACHUMETpisl A MPOAYKTiB
peaxiii (B Mexxax 2,70-2,77) 3MiHIOEThCS Ha TIPOTHJICKHY BiJIHOCHO IMOYAaTKOBHX pedoBHH (B Mexkax (,23-0,25),
110 MOXKHA TOSICHUTH TEMIIEPaTYpOIO KOJIOHKH, MPHU SIKI pPedyoBHHA 3 1HBEPCHOIO aCUMETPIEI0 MMiKa BayKKO
necopOyeTbest 3 HepyxoMoi ¢asu. OTpuMaHiil BennurHiI acUMeTpil U1 NPOAYKTIiB peakuil BiANOBiiae BrHyTa
i30TepMa copOllii, y TOM 4ac sIK JyIsl MOYaTKOBUX PEYOBHH KPUBA 130TEpMHU COPOLIiT € OIMYKIIOF0.
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i IOYaTKOBUX PEYOBHH 3pOCTaHHS dacy yTpumyBaHHS B psaai IMB<MA<MMA<AMA<I'EMA
no0pe y3romKyeTbes i3 30UIbILIEHHAM PO3MIpy Ta HOJSPHOCTI CTPYKTYpPHHX (parMeHTiB, a TaKoX i3
3pOCTaHHsIM 1X Temmeparyp kuminas. Temneparypa xpomartorpadiunoi koiaouku 140 °C € 3HAYHO BHIIIOIO,
HiX Temneparypa kuninaa IMb, MA, MMA ta AMA 1 maiike IOpiBHIOE Wil BEJIWYMHI A1 HAHOLIBII
BHCOKOKHUIUIIUOro ecrepy — ['EMA 67 °C mpu4 MM pr cr (ampokcumarist 10 atMoc(hepHOTO THUCKY
~144 °C). Kopemsuist ([18] crop.107) Mixk TeMIiepaTypor KHUIIIHHS Ta JOrapu()MOM 4Yacy yTPHMYBaHHSI
OIMCYETHCS 3T1IHO 3 NiHIKHOIO 3anexHicTIo (6), ne Tk, TkoL— a0COMOTHI TeMIepaTypy KUIIHHS PEYOBUHU
Ta XpomarorpadiqHoi KOJIOHKH, BiANOBiAHO. B i30TepmiunoMy pexxumi wiei podotu Tgo =140+273=413 K.

In(z,)=S+N- T (6)

KoL
. . 2 .

s moyaTkoBUX pe4yoBUH Ha puc. 4  crocrepiraeTbes Hu3bka Kopemsuis (R “=0,767) mix

TEMIIePaTypol0 KUIIHHA Ta JIOTapu(MOM HYacy YTPUMYBAHHS, OCKIJIBKH OYEBHIHO BHCOKAa TeMIIeparypa
KOJIOHKH JIJIS IIUX CIOJYK HIBEIIOE BIUIMB CTPYKTYPHUX OCOONMBOCTEH iX MOJIEKYJ HA Yac YTPUMYBaHHSI.

4.9 - hi.(tR)

4.8 ~

0.8 0,85 0.9 0.95 1 1,05

Ty 'Tgor

Puc. 4. Kopensayisn misic memnepamyporo KUniHHs ma 102apupmom 4acy ympumyeanHsi
32i0H0 3 pienanusm (6) o nouamrosux pewosun (JMB, MA, MMA, AMA ma 'EMA)

PosrnsiHemMo xpomatorpadiuHe yTpUMYyBaHHS IIPO-
JYKTIB IUKJIONPUETHAHHS BIHOCHO iX CTPYKTYpH. SIKmmio y
TPHOX CHHTE30BaHUX MPOAYKTAX B3SATH SIK MOCTIHHUHA CTPYK-
TypHuid Qparmenr (5), TOAI 3aMICHUKH Y BiJHNOBITHHX
MOXITHUX JUIsI IIOTO CTPYKTYpHOro (parMeHTa OymayTh
MTMIIK —H, ATMUIK- —CH =CH,, TETMIIK -
—CH, -OH . Temneparyps KHIIHHS [pPH [OHIKECHOMY (5)

tucky 4 rlla ans mponyKTiB MpUeqHAaHHS Oynm BHOpaHi 3
aBTopedepary [19].

V 1poMy paji, K BUIHO 3 PUC. 5, IPOCTeXyeThes o0pa kopensmis (R*=0,9897) 3a pisnsuusM (6).
Y crpykrypi MAMUIK, sk nponykry B3aemomii JIMB Tta MA, BinCyTHiM METWJILHHIA 3aMiCHUK B
[UKIIOTEKCEHOBOMY (PparMeHTi i Touka (TPHKYTHUYOK), 1m0 BigmoBimae MJIMIIT'K He BkimamaeThcs Ha
MPSAMOJIiHIIHY 3aJIeKHICTb, 110 KMOBIPHO 3yMOBIJIEHO cTepruyHUM edexToM. Onnak iy Bunaaky MAMII'K
CIIOCTEPIra€eThbcsl 3aKOHOMIPHE 3MEHIICHHS Yacy YTPUMYBAaHHA i3 3MEHIICHHSM TEMIEpaTypu KHITIHHS i
KUTBKOCTI aTOMIB BYTJIEIIO, SIKIIO HOPIBHATH AJIsI HAHOIMKYMX 3a CTPYKTYPOIO NpoayKTiB peakuii IMb ta
MA i MMA.
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Jnis KibKICHOTO aHami3y TOTYBaIM KamiOpyBajlbHI CyMillli 3 YHCTHUX MOYATKOBUX PEUOBHMH Ta
BIANOBITHUX NPOIYKTIB peakiii, ski Oynu BUALICHI 3 peakUidiHUX CyMillell BaKyyMHOIO ()pakuiiHOO
MEPErOHKOI0 3 KOPOTKHM SUTMHKOBUM AediermatopoM nosxkuHoi0 10 cM. KoHueHTpauiiini nianma3oHu
KOMIIOHEHTIB KaliOpyBaJbHUX CyMilied Oynu y3rofkeHi 3 KOHLEHTpALisIMH BiANOBIIHUX DPEYOBHH Y
peakuiifHuX npodax mpotsarom npouecy tepmiunoi nukiizanii Mb i MA, IMbB i MMA, IMb i AMA Ta
IMB i 'EMA. Ilioma mika, 3apeecTpoBaHOr0 B YHMCIOBiil dopmi, Oyia B3sTa SIK KiJIbKICHUH mapamerp
xpomaTorpadiuHuX MiKiB, SIKUH 3HAXOAWIN METOIOM IHTETPYBaHHS 32 CYMOIO Tpamelii 3 iHANBiAyaIbHOO
0a30BOI0 JIHI€IO AJIs1 KOXKHOTO TTiKa, IPOBOJSYM 11 Yepe3 TOUKH MiHIMyMiB MiX MiKaMH.

KinpkicHuii aHali3 TPOBOMWIM METOJOM BHYTPIIIHBOI HOpMaii3allii, OCKUIBKH METOJOM
BHYTPILIHBOTO CTAHAAPTY MONEPEAHBO OyJI0 BCTAHOBICHO, IO MPH TepMiuHOMY [4+2]-IMKIONpHUEAHAHH]
JAMB 3 ecTrepamu akpuIOBUX KHCJIOT B IOCTIKEHOMY iHTepBaii Temneparyp 393 —433 K mpaktuuHo He
YTBOPIOIOTHCSI BUCOKOMOJICKYJISIPHI MPOAYKTH, SIKi HE3BOPOTHBO 3aTPUMYIOTHCSI Ha KOJIOHII 1 TOMY HE
peecTpyroThess Ha Xxpomarorpami. BimHocHa mnoxnOka BH3HA4YeHHS KOMIIOHEHTIB peakwiifHoi cymimi
METOZOM ra3opianHHoi xpomarorpadii cranouia 3—5 %.

6.6 1n(tg)

6s1  v=8
_ R*=0.9897
6.4
0.3 1
6.2
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MJMIITK
548 T T T T 1
0.85 0.87 0.59 0,91 0,93 0.95
Ty  Tror

Puc. 5. Kopensyisa misic memnepamyporo KuninHs ma ioeapugmom
uacy ympumyseamnis 32i0no 3 pisusannam (6) 0ns npooykmie yukionpueoHanHs
axpunosux ecmepie (MA, MMA, AMA ma T'EMA) oo JIMB

BucnoBku. [TokazaHO MOXIIMBOCTI METO/Y HACAKOBOI 130TEpMi4HOI Ta30piqUHHOI XpoMaTorpadii
JUISL aHAI3y PEakiiHUX CYMIIICH IMKJIONPUEAHAHHSA €CTEPHHMX ITOXITHHUX AaKPUIOBOI KHCIOTH J0
2,3-numeTmiioyTa-1,3-gieny. s ONTUMaJbHUX YMOB PO3IUICHHS, SIKE CTaHOBWJIO He MeHIie 98 %,
PO3paxoBaHO MapaMeTPH PO3PIIICHHS Ta MPOBEICHO OIIHKY €(hEeKTUBHOCTI XpoMarorpadiuHoi CUCTEMH.
Bcranosneno, mo xpomarorpadiyHe yTpuMyBaHHS MPOAYKTIB IHMKIONPHEIHAHHS JOOpE KOPENIoE 3 iX
CTPYKTYpPOIO Ta TEMIIEPaTypol0 KHIMiHHA. Po3paxoBaHO OCHOBHI METPOJIOTIYHI XapaKTePUCTHKH
KIJIBKICHOTO XpoMaTorpagiqHoro aHajizy MeToI0M BHYTPILTHBOT HOpMaTi3allii.
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