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Buzna4veHo onTuMaJibHI YMOBH MeTOAy i30TepMi4HOI ra3opiimHHOI xpoMaTtorpadii nis
a”HaJi3y peakuiifHUX cyMillell NMKJIONPHETHAHHS €CTEPHUX MOXiTHUX AKPHJIOBOI KHCJIOTH A0
2,3-numeTunoyTa-1,3-1ieny. OuineHo edekTHBHICTL XpomarorpadiyHoi cMcTeMH Ta mapa-
MeTpu po3pimeHHsa. Po3rasinyTto xpomartorpadgiuyHe YTPUMYBaHHSI HPOAYKTIB LMKJIO-
NPUEIHAHHA BITHOCHO iX CTPYKTypH. Po3paxoBaHO OCHOBHI MeTPOJIOTiYHi XapaKTepHCTHKHU
KlJIbKiCHOTr0 XpomaTorpagidyHoro aHajiizy MeTo10M BHYTPIllIHbOI HOpMaJIi3amii.

KuarouoBi cioBa: rasopizuHHa xpomartorpadisi, aHadi3 peakumiiHuMX cymimeil UKJIO-
NPUETHAHHA €CTEPHUX MOXIAHUX AKPUJIOBOI KHCJIOTH A0 2,3-muMeTwiiOyTa-1,3-mieny, ajkii-
HHMKJIOTeKCEeH-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 chromatographic 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 nMpodeMu. AJIKUIIHUKIOTEKCEHKapOOKCHIATH Ta IXHI MOXiIHI BUKOPHUCTOBYIOTH AJIS
CTBOPEHHSI KOCMETUYHUX 3ac00iB: JIOCHHOHIB, EMYNbCIH IS TiNa, IIAMIYHIB, JEHHUX Ta HIYHUX KPEMIB,
napyMepHUX KOMIIO3MLIH, a TAKOK XapUOBUX apoMaTn3aTopiB. BoHM € IIIHHOIO CUPOBHHOIO I CUHTE3Y
JIKapChKUX Tpenaparis, siKi iHriOyroTh O10CHHTE3 XOJNECTEPHHY i MOMITHO 3HHXKYIOTh HOTO piBEHb B
kpoBi [1, 2]. 3aBasku [AieNeKTpUYHIA aHI30TPOMil X BHKOPHCTOBYIOTh SIK KOMIIOHEHTH PiJKO-
KPUCTAINIYHUX KOMITO3UILH 7S €IeKTPOONTHYHUX NpriIaiB. Ha 0CHOBI alKiNIMKIOreKCEHKapOOKCHIATIB
CHHTE3YIOThb MOJi()yHKIIOHAJIbHI MOHOMEpPH Pi3HOI OyHOBH 3 Hamepen3aJaHuM KOMIUIEKCOM (i3HKO-
XiMigHUX XapakTepucTuk [3, 4]. OgHuM i3 METOAIB OJEp)KaHHS aJKUIIHKIOIeKCCHKapOOKCHIIATIB €
peakiist Jlinbca-Anbaepa. Bimomo [5—7], mo mnas mocimipkeHHS TpOAYKTiB peakitii Jlimsca-Anbaepa
YCHIIIHO 3aCTOCOBYIOTH Ta30piguHHYy Xpomatorpadito. Bymu pospobieni metoauku [8-10] mis nacan-
KOBOi Ta30piquHHOI XpomMaTtorpadii B i30TepMIidHOMY peKUMi poOOTH KONOHKH. OTXKe, HalIOUiIbHIIIe
BUKOPUCTOBYBATH Ta30piIMHHY Xpomarorpadiro ans aHamizy peakiidiHMX CyMilield NUKIONpPUETHAHHS
2,3-mumetnnoyra-1,3-nieny (JIMB) 10 ecTepHUX MOXiTHUX aKPUIOBOI KHCIOTH, TAKHX, SIK METHJIAKPUIIAT
(MA), metunmerakpuiat (MMA), aninmerakpunat (AMA) ta 2-rigpokcuernnmerakpuwiat ((EMA).

AHai3 ocTaHHix gociimkeHb i myOmikauiii. ['a3opinunnii Xpomarorpadii roMOJIOTiYHOTO Py
HEHACHYEHUX €CTEepiB MPUCBIYHO HHM3KY (yHIAMEHTAIbHUX pOOIT, B SKUX PO3MNIHYTO 30KpeMa
CTPYKTYpHI IHKPEMEHTH IJIs PO3paxyHKy xpomarorpadiduHoro yrpumyBaHHs [11], BIIMBY mOJsIpHOCTI
craimioHapHoi (a3u Ha yTpUMyBaHHS HeHacu4yeHHX ectepiB [12]. XpomarorpadiuHi iHAESKCH YTPUMYBaHHSI
KoBaua Ha kaminspiHMX Ta HAacaJKOBHX KOJIOHKax MoxHa 3HaWTH B 0a3i manux NIST mepexi Intepuer
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(http://webbook.nist.gov/chemistry/) i mi1s TOYaTKOBMX PEYOBHH CHHTE3y  alKLIIUKIOTEKCEH-
KapOoKcuiaTiB BOHM CTaHOBIATH: [IMb-612, MA-569, MMA - 694, AMA - 849. /lns TEMA ingexc
KoBaua Biacytniii B 6a3i ganux NIST. 3pocranns inzekciB KoBaua B psiai akpuioBHX ecTepiB mooOpe
Y3TOJUKYEThCS 13 301IbIIEHHSAM TeMrepaTypy kuninas MA- 80,7 °C, MMA - 100,5 °C, AMA - 60 °C npu
43 MM pr cr (anpokcumaris 10 atmocdepHoro Tucky ~106 °C), onnak nis IMB TeMmeparypa KUIIiHHS
69 °C € HaliMEHIIOK cepeJl OYATKOBUX PEYOBHH, Xo4a inaekc Kosaua € GinbmmM, Hixx MA, Temneparypa
KHITIHHA SKOTO € MPHOIM3HO Ha 10°C 6inboro, Hix s JMB.

Merta podoTu. BcTaHoBUTH ONTUMalIbHI YMOBU METOAY 130T€PMIiUHOI ra30piiuHHOI XpoMaTorpadii
IUId aHami3y peakUilHUX CyMilled LMKIONPUETHAHHS ECTEPHUX MOXIAHUX aKpUIOBOI KHUCIOTH [0
2,3-mumeTnnoyTa-1,3-mieny.

ExcnepumenTaibHa 4actuHa. Mertmi-3,4-qumeTninukinorekc-3-eakapookcwiar  (MIAMLITK)
CHHTE3yBaJ 3 BUKOpUCTaHHAM MA Mmapku “x.4.” Ta JIMbB 3a peakuieto (1). JIMb OyB cunTe30BaHMil HAMH
srigHo 3 [13, 14].

0
0
CH, Z <l

HaC — o P L —ocH; cl.

(I: e HsC O0—CH, (1)
He—Cxpy T
3 “SCH, CH;, HsC

Metni-1,3,4-rpumeTrnukiorekc-3-eakapookcmnat (MTMIITK) cuHTe30BaHU# 3 BUKOPHUCTAHHAM
MMA mapku “x.4.” Ta JIMb 3a peakii€ro:

0
__CH, C/LOCH <
HSC\(l:/ Lo 8 HaC ~O0—CHj @)
3 —_—
H.c—Cs * | CHs
3 CH, CH, HC

Auin-1,3,4-rpumerniiukiorekc-3-eakapookcmnar (ATMIIIK) cunresoBanmii Brepmie [15] 3
BUKopucTaHHIM AMA Mmapku “x.4.” ta JIMBb 3a peakuieto:

C//O 0
HiC\ 2 o/ T0=CHy=CH=CH, H,C C/C\O
-~ ~CH,—CH==CH 3
| + h CH3 —_ l él_I\CHj 2 2 ( )
C
AN CH 2
HC” SCH, 2 H,C

2-Tiapoxcuerni-1,3,4-rpumetuniukinorekc-3-eakapookcuiar (CETMIIT'K) cunTe30BaHmit BIiepiie
[16] 3a B3aemonii JIMbB i TEMA mapku “x.4.”, 3a peaxiii€ro:

H,C CH, 0

72
_0 H4C ¢Z0—cH,-cH,on (4
+ H,c=C—CZ-0—CH,—CH,OH
/ e CH3
Hec”  CH, HsC HyC

Hocnimxenns peakii [4+2]-tuxmonpueananas JJMbB 3 MA, IMb 3 MMA, JIMB 3 AMA Ta JIMBb 3
I'EMA npoBOAMIN B TePMETHYHO 3aNassHUX CKISIHUX aMITyJiaX Ha 3alponoHOBaHii ycraHoBi (puc. 1).

3 METOI0 aHATITHYHOTO KOHTPOJIIO 3a npoiecamu oxepskanns MAMIII'K, MTMII'K, ATMIIK ta
IFETMUI'K, Oyno po3po0ieHO METOAMKY Tra30-xpoMarorpadiyHoro aHagizy peakmiiHOl —cyMili
tuknonpueaaanas JIMB Ta 4oTHpbOX ecTepHHX MOXigHHUX akpuioBoi kucinotu (MA, MMA, AMA i
T'EMA). Bubpano Taki ontuManbHi ymoBu xpomarorpadysanns Ha npmwiagi CHROM-5 : nerekrop 3a
teronposignicTio — ATII, ctpym nerektopa — 37 MA; KOJIOHKA 3 HEP)KaBilOUOi CTaji JOBXUHOIO 2,5 M,
niamerpoMm — 3 MM, 3anoBHena 5 % XE-60 wa Chromaton-N-Super 0,16-0,20 mm; TeMnepaTypa KOJOHKH
140 °C; remneparypa netekropa 150 °C; remneparypa sunapuuka 150 °C; Burpata rasy-Hocist (BOIeHb) —
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22 Mi/XB; peecTpaTopaliro XpoMaTorpaM 3/iHCHIOBAIH 3a JOIOMOIOK KOMIT FOTepa; MacIuTad peectpartii:
1:4; 06’em mpoOu, BBeneHoi B xpomarorpad mikpommpurem MII-10, cranoBuB 1 mii. IneHtndikamito

MiKiB npoBoJAvJM 3a YUCTHUMHU PCUOBHUHAMMU.

VY  Tabm.

1 wHaBeneHO OCHOBHI

XapaKTCPpHUCTHUKHU

XpomaTorpadivHUX MiKiB, SKi BU3HAYAIM 3a JOIOMOTOI0 porpamu B cepenosuli makera MathCAD [17].

1 — macnimna miwanka, 2 — cmakau 3 CUNIKOHOBUM

Puc. 1. Yemanosxa ons ooepocanus
ATKIIYUKIO2EKCEHKAPOOKCUNAMIE:

MACIOM ma Cnipanio 0 Ha2pieanHs,

3 — konmaxmuuii mepmomemp; 4 — kKonmponoHu
mepmomemp;, 5 — pe2ynsimop memnepamypu;

6 —
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Pe3yibTaTH exkcnepuMeHTiB Ta iX o6roopennsi. Ha xpomartorpamax (puc.2) peakuiiiHUX
cymimeii [4+2]-uukinonpuenananns JIMb i MA, JIMb i MMA, JIMb i AMA Ta JIMb i TEMA BusiBiieto 1o
TPY OCHOBHI HiKH.
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Puc. 2. Xpomamozpamu peaxyitinux cymiwei npoyecy [4+2]-yuxronpueonanmns JJMFB (1 nik)
3 akpunamamu (2 nik — MA, MMA, AMA, TEMA) 3 ymeopennsam 8i0n08ioHUX aIKIIYUKI02eKCeHKAPOOKCULAMIE
(3 nix) Ymosu yuxnonpueonannsn: memnepamypa 403K, monsapue cnisgionowenns JJMb: opyeuii peacenm =1.5: 1
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SIKk BUAHO 3 pUC. 2 TIKU MOYATKOBHX PEUYOBHH PO3TAIIOBaHI OJM3BKO OIHMH JI0 OJHOTO 1 HAaBiTH
CIIOCTEpiraeTbesl HemoBHe po3aiieHHs nmika AMb 3 mikom apyroro peareHTy, TOMy AJsl LHUX MiKiB OyJo
pPO3paxoBaHO BeNWYMHY po3pimieHHs R, 3a koo Oyio OLIHEHO CTYMiHb PO3IINEHHS, IO CTAHOBUTH HE
mennre 98 % [18] i momano B Tabm. 2. Po3paxoBani 3a gopmymnamu (1) ta (2) kpurepii posminenns [18]
(C. 102-103) — pospiurenns ®, koedimient cenexktuBHocTi (Kc) s HalOmmKuux MK COOOK CYCimHIX
mikiB JIMB Ta apyroro peareHty Juis peakiiil ukii3anii HaBeaeHi B Ta01. 2.

TR (2) - TR (1)
" 0@ 0.0) X
z'R (2) - z'R (1)
R ) P ) @

Juis MOBHIMIOrO PO3MiNEHHS IHX IIKiB TeMIlepaTypa XpomarorpadiuyHoi KOJIOHKH Mmana 0 OyTH
Hmwk4oro, HiK 140°C, omHak 3a iIHBEPCHOI aCHMETPUYHICTIO (opMHU TiKiB MpoayKTiB B3aemomii IMb 3
BIJIIOBIIHUMH pearcHTaMH MOXHA CTBEp/DKYBaTH, IIO TeMIeparypa KOJOHKHM € HIDKYOI BiX
TeMmIreparypH, sika O 3abe3neuusia ONTHMajibHI YMOBH CNIIOIOBaHHS IMX PEYOBHH. OCKIIBKH METOIUKA
po3poOmsanacs Ais  AOCHIIKEHHS KIHETMKM TIpOLEeCY UMKIONPUEAHAHHS, TOMy OyB BHOpaHuUit
130TepMIYHHMIA peXHUM XpoMaTorpadyBaHHs, IO JO3BOJIMIO YHUKHYTH BUTPAT 4acy Ha MOBEPHEHHSA 1O
MOYaTKOBOI TeMueparypH, apeidy 6a30Boi JiHil Ta BIUIMBY BiAXWICHb Y pa3i BIITBOPEHHS TeMIepaTypHOi
nporpamMu xpomarorpadiyaoi KoJdoHKH. TpuBamicTe xpomarorpadyBaHHS y BHOpaHHX 130TE€PMiYHHX
yMOBax He NepeBuIlyBaja 15 XB, M0 CHIBBUMIPHO 3 4acOM XpoMaTorpadyBaHHS B IPOTrPaMOBaHOMY
pexHMi.

Tabauysa 1

OcCHOBHI XapaKTepHCTHKH XpOMATOrpaiyHuX MiKiB pe40BHH, AKi BXOJAMJIHN /10 CKJIA1y peakuiiiHux
cymimneii [4+2]-uuxiaonpuennanus JIMB i ecrepiB akpuiiosoro psiny (MA, MMA, AMA ta TEMA)

IInpuna nika ®dpoHTaNbHA Cnanna o
Yac 1A HOTOBHH JiTAHKa, JiTAHKA, Kinekicts
PedoBuna YTPUMYBaHHS, Fas_50% | teopernunmx
BHCOTH, (s, |AB|, |BC|, .
TR, CEK Tapinok — N
CeK ceK cex
JIMBb 68 7,6 15 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
T'EMA 112 12,7 2,4 10,3 0,233 431
MJIMIIT'K 361 58,6 42,8 15,8 2,709 210
MTMIT'K 482 79,2 58,0 21,2 2,736 205
ATMIUI'K 612 101,6 74,5 27,1 2,749 201
T'ETMIIT'K 688 113,1 83,1 30,0 2,770 205
Tabauys 2

Po3pimenns ® ta koediuienr cesekrtuBHocTi (Kc) 17151 HAOIMKINX MizK 00010
cycinnix nmikiB /IMB Ta ecrepiB akpuioBoro psiny (MA, MMA, AMA ta TEMA) sik apyroro
peareHTa JJisl peakuii HMKJIONPHEAHAHHSA

Pozpimenns miky IMb 3 KoeimieHTH ceneKTHBHOCTI
Hpyruii pearedt MKOM JIPYTOTO pearcHTa it iky IMB Ta miky Creninb posainenns, %
-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€lo TapiIoK e(EeKTUBHICTE XpoMaTorpadiqHOro pPO3AUICHHS XapaKTepU3yeThCs
KIJIBKICTIO Tapijlok Ta BHUCOTOK, €KBiBaleHTHOW TeopernuHiii tapinui (BETT), sika 3a MakcHMaibHOI
e(eKTUBHOCTI XpoMarorpadiyHoi cUCTeMU Mae MiHiMalbHe 3HaueHHsS. KiJdbKiCTh TEOpEeTHMYHHMX TapijioK
(N), mo HaBemeHo B Tabn. 1, po3paxoByBalu 3a MapamMeTpaMd XpoMmarorpaiuHoro mika — 9acom
yrpumyBanHs (tg) Ta MIHUPHHOIO MiKa Ha MOJOBHHI BUCOTH (Wps) 3a Gopmystoro (3) [18] (C.57.). ¥V tabum. 1
HaBE/ICHO XapaKTepuCTUKy acumeTpii Ha 50 % BucoTH mika, 5Ky po3paxoByBanu 3a dopmysowo (4) [18]

(C.85), ne |AB|, |BC| — IMIMpHHA TiKa Ha PiBHI MMOJOBUHH HOTr0 BHCOTH IS (DPOHTAIBHOI Ta CHamHOI

IUISTHOK IIiKa, BIJIOBIIHO.
2

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

Fas_50%= I (4)
[BC|

Pospimennss ® Tta xoedirient cenextuBHocTi (Kc) 38’s13ani Mik coboro Bimomoro [18](ctop.103)
3anexHicTio (5), e BXOAUTh e(heKTUBHICTH PO3ALICHHS, TOOTO KibKICTh TeopeTnuHuX Tapinok (N)

R=0,212-vVN - K, ()

OpHomapaMeTpoBa NpsAMOJIiHIHHA 3aJISKHICTh MK po3pimeHHsIM ® Ta KoedilieHTOM CeNeKTHBHOCTI

(Kc) HaBenmena Ha puc. 3. BuxopucroBytoun koediuieHT nponopiiiHocti 4,4347 wi€l 3ame)HOCTI Mix
BenmunHaMu R ta Kc MokHa po3paxyBaTH KUTBKICTB TeopeTHyHuX Tapiaok — N, Benmmunna N=437,6 sxoi

7I00pe Y3roKYyeThbCS 3 CEpeIHIM 3HAUYEHHSM 3 eKcnepuMeHTanbHHX BenmduH — N=430,32 mis
e(eKTUBHOCTI XpoMaTorpadivHoi CUCTEMHU.

tn

4
L

]
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=
=
=

v=4434Tx
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05 | ;:‘-’4,434? ‘ ey
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0 T T T T 1
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Puc. 3. 3anexcnicmo misxc pospiwennam ® ma koegiyicnmom cenexmusrnocmi (Kc)
32i0n0 3 pienannam (5) ona nika JIMB ma nikig 6i0n08iOHUX AKPUIOBUX ecmepis

Hns xpomatorpadidHux MmiKiB NpOAYKTIB peakuii KiIbKICTh TEOPETHYHHUX TApiIoK, IO mepeOyBae B
mexax N=200-210, 3MeHIIyeThCs TPHOIM3HO B JBA PasH MOPIBHAHO 3 €0 BEIUYUHOKO ISl MOYATKOBHX
pedoBuH — N=425-433, mo CcBiquuTH PO HEONTHMAJBHI TEMIEpaTypHi YMOBH I XpoMarorpadyBaHHS
BUCOKOKHIULTYMX MPOAYKTIB peakiii. Hu3bka TemmnepaTypa KOJOHKH HPHBOJHUTH A0 iCTOTHOTO PO3MUBAHHS
XpomaTorpadigyHoi CMyTy X PEYOBHH 1 30UIBIICHHS MMPHHU XpoMarorpadiynoro mika y 8-10 pasis, 1o
3Menrye N, K XapakTepUCTUKY e(EeKTUBHOCTI XpoMarorpadidyHoi chucTeMu. ACHUMETpisl A MPOAYKTIB
peakiii (B Mexax 2,70—2,77) 3MiHIOETbCSL Ha MPOTHIIEKHY BIHOCHO MOYAaTKOBHX pedoBuH (B Mekax 0,23-0,25),
110 MOXKHA TOSICHUTH TEMIIEPaTYpOIO KOJIOHKH, MPHU SIKI pPedOBHHA 3 1HBEPCHOIO aCUMETPIEIO MiKa BayKKO
necopOyeTbest 3 HepyxoMoi ¢asu. OTpuMaHiil Benn4rHi acUMeTpil U1 NPOAYKTIB peakuii BiANoBiia€ BrHyTa
i30TepMa copOllii, y TOH Yac SIK JUIsl MOYaTKOBUX PEUOBHH KPUBA 130TEpMH COPOIIii € OMYKJIOF0.
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JJis HOYaTKOBUX PEYOBHH 3pOCTaHHA 4acy yrpumyBaHHS B psaai IMB<MA<MMA<AMA<I'EMA
no0pe y3romKyeTbes i3 30UIbILIEHHAM PO3MIpy Ta HOJSPHOCTI CTPYKTYPHHX (PparMeHTiB, a TaKoX i3
3poCTaHHsIM 1X Temmeparyp kuminus. Temneparypa xpomarorpadiuaoi kononku 140 °C € 3HaYHO BHILOIO,
HiX Temneparypa kuninaga IMbB, MA, MMA ta AMA i maiike IOpiBHIOE Wil BEJIWYMHI A1 HAHOLIBII
BHCOKOKHIUIUOro ectepy — TEMA 67 °C mpu 4 MM pr cr (anmpokcumalis 10 aTMOC(epHOro THCKY
~144 °C). Kopemsuis ([18] cTop.107) Mixk TeMnepaTypor KHUIHHS Ta JOrapu)MOM 4Yacy yTpUMYBaHHs
OMHKCYETHCS 3TIAHO 3 TiHiiHO 3anexHicTio (6), e Tk, TkoL — aOCOMOTHI TeMIepaTypH KUIiHHS PEYOBHHH
Ta XpomarorpadigHol KOJIOHKH, BiAMOBIAHO. B i30TepmiunoMy peskumi miei pobotu Txo =140+273=413 K.

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

KoL
. . 2_ .

JIisi TOYaTKOBUX PEYOBMH Ha puc. 4 croctepiraetbes Husbka kopemsuis (R°=0,767) wmix

TEMIIePaTypol0 KUIIHHA Ta JIOTapu(MOM 4Yacy YTPUMYBAHHS, OCKIIBKM OYEBHIHO BHCOKAa TEMIIEpaTypa
KOJIOHKH JJISI IIUX CIIOJYK HIBEJIOE BIUIMB CTPYKTYPHUX OCOOJIMBOCTEH iX MOJIEKYJI HA Yac YTPHUMYBaHHSI.

4.9 - hi(tR)
48 -
. AMA o
¢ TEMA
4.6 1
45 -
44 - v =2,507x +2.2571
43 R* = 0,7666
—1-.1 T T T T 1
0.8 0.85 0.9 0.95 1 1.05

Ty 'Tgor

Puc. 4. Kopensyisn misic memnepamyporo KUniHHs ma 102apumom 4acy ympumyeants
32i0H0 3 pignanusm (6) o nouamrosux pewosun (JMB, MA, MMA, AMA ma 'EMA)

PosrnsmemMo xpomatorpadiuHe yTpUMYyBaHHS IIPO-
IOYKTiB IMKJIOTIPUEAHAHHS BIJHOCHO X CTPYKTypu. fKmo y

TPHOX CHHTE30BAHHX MPOAYKTAX B3ATU SK IMOCTIHHHN CTPYK- 20

TypHuii ¢pparment (5), TOAI 3aMiCHHKH Y BiANOBIIHHX H4C /N

MOXIAHUX AN LBOTO CTPYKTYpPHOro ¢parMeHta OyAyTb "} RCI-?ECHE-
MTMIITK —H , ATMIITK - —CH =CH,,, TETMIITK - CH. 3

—CH, -OH . Temneparyps KHIIHHS [pPH [OHIKECHOMY H,C )

Tucky 4 rlla nns mponyKTiB MpUeqHAaHHS Oynu BHOpaHi 3
aBropedepary [19].

V 1bOMY PSi, K BHAHO 3 pHC. 5, mpocTexyerses no6pa kopermsmis (R*=0,9897) 3a pisustamsim (6).
Y crpykrypi MAMUIK, sk nponykry B3aemomii JIMB Tta MA, BinCyTHi METWJILHHIA 3aMiCHUK B
[IUKJIOTEKCEHOBOMY (parMeHTi i Touyka (TpHUKYTHHYOK), 1o BiamoBizae MJIMIII'K He BkiIamaeThcs Ha
MPSAMOJIiHIHY 3aJIeKHICTb, 110 KMOBIPHO 3yMOBIJIEHO cTepryHUM edexToM. Onnak iy Bunaaky MAMII'K
CIIOCTEPITra€eThcsl 3aKOHOMIpPHE 3MEHIICHHS Yacy YTPUMYBaHHA i3 3MEHIICHHSM TEMIIEpaTypy KHITIHHS i
KIUTBKOCTI aTOMIB BYTJICILIO, SIKIIO HOPIBHATH AJIsI HAHOIMKYMX 3a CTPYKTYPOIO NpoAyKTiB peakuii IMb Ta
MA i MMA.
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Jnis KibKICHOTO aHami3y TOTYBaJIM KamiOpyBaJlbHI CyMillli 3 YHCTHUX MOYATKOBUX PEUOBHMH Ta
BIANOBITHUX NPOAYKTIB peakiii, ski Oynu BUALICHI 3 peakUidHUX CyMillell BaKyyMHOIO (hpakumiiHOIO
MIEPETOHKOI 3 KOPOTKHUM SUTHHKOBHM nednermatopoM noBxkuHO 10 cm. KonnenrpamiitHi miama3oHu
KOMIIOHEHTIB KaliOpyBaJbHUX CyMileld Oylu y3rofKeHi 3 KOHLEHTpALisIMH BiANOBIIHUX DPEUYOBHH Y
peakuiifHux npodax mpotsarom npouecy tepmiunoi nukiizanii AMb i MA, IMbB i MMA, IMb i AMA Ta
IMB i 'EMA. Ilioma mika, 3apeecTpoBaHOr0 B YHMCIOBii ¢opmi, Oyia B3sTa SIK KiJAbKICHUH mapamerp
xpomaTorpadiuHuX MiKiB, SIKUH 3HAXOAWIM METOIOM IHTETPYBaHHS 32 CyMOIO Tpamewii 3 iHANBIyalIbHOO
0a30BOIO JIHI€IO AJIs1 KOXKHOTO MTiKa, IPOBOJSMYM 11 Yepe3 TOUKH MiHIMyMiB MiX MiKaMH.

KinpkicHuii aHai3 TPOBOMWIM METOJOM BHYTPIIIHBOI HOpMaii3allii, OCKUIBKH METOJIOM
BHYTPILIIHBOT'O CTAHAAPTY MOMEPEAHBO OYJIO BCTAHOBICHO, LIO MPH TepMidHOMY [4+2]-1MKiIonpueHaHH]
JAMB 3 ectepamMu aKpUIOBHX KHCIOT B AOCIiukeHOMY iHTepBaii Temneparyp 393 — 433 K npakTuyHo He
YTBOPIOIOTHCSI BUCOKOMOJICKYJISIPHI MPOAYKTH, SIKi HE3BOPOTHBHO 3aTPUMYIOTHCSI Ha KOJIOHILI 1 TOMY HE
peecTpyroThess Ha Xxpomarorpami. BimHocHa mnoxnOka BH3HA4YeHHS KOMIIOHEHTIB peakLiiHoi cymimi
METOZOM ra3opianHHoi xpomarorpadii craHoBuia 3-5 %.

6.6 1n(tg)

6s1  v=8
_ R*=0.9897
6.4
0.3 1
6.2
6.1
G -
50 A -
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 joeapugmom
uacy ympumyeamnns 32i0no 3 pisusanuam (6) 0ns npodykmie yukionpueoHanHs
axpunosux ecmepie (MA, MMA, AMA ma T'EMA) oo JIMB

BucnoBku. [TokazaHO MOXIIMBOCTI METO/IY HACAKOBOI 130TEPMi4HOI Ta30piqUHHOI XpoMaTorpadii
JUISL aHAI3y PEakiiHUX CyMIIICH IMKJIONPUEAHAHHS €CTEPHHMX ITOXITHHUX AaKPUIOBOI KHCIOTH J0
2,3-numeTnnOyta-1,3-mieny. s OoNTHMaNbHUX YMOB PO3JIJICHHS, sKe cTaHOBWIO He MeHme 98 %,
PO3paxoBaHO MapaMeTPH PO3PIIICHHS Ta MPOBEICHO OIIHKY €(EeKTUBHOCTI XpoMarorpadiuHoi CUCTEMH.
Bcranosneno, mo xpomarorpadiyHe yTpuMyBaHHS MPOAYKTIB IHKIONPHEIHAHHA JOOpE KOPENIOE 3 iX
CTPYKTYpPOIO Ta TEMIIEPaTypol0 KHIiHHA. Po3paxoBaHO OCHOBHI METPOJIOTIYHI XapaKTePUCTHKH
KIJIBKICHOTO XpOoMaTorpagiqHoro aHalizy METOI0M BHYTPIITHBOT HOpMAaITi3allii.
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