MeTogoM PEHTTEHOCTRVETYPHOMD AHAMSY MOHOKPHCTATY LDOCIEEH0 SYIOBY 2,5-OHMETHI-3 4-mHrigpo-254-
mpad-2-kapGoHoeni sHcaoTH (1), BoTamoeneHo, mo Monekyna | nepefyBac B BHIO exde-TlacTEpeoMepa Ta 1CHYE AK
palEMIMHA CYMII JE0X EHAHTI0 MepH hopn F-115-1
PE3HOME

IMeTomoM pEHTTEHOCTRVETYVOHODD AHAIM:Y MOHOKPHCTANNA HCCIENOBAHO CTPOEHHE 2 5-THMETHN-34-THrHIDO-
2H-mipan-2-KapboMoEoH BMoIoTRD (1), YCTaHOBMEHO, 9TO0 MOMEEYNA | HaxofHTCA B BHOE axdo-THACTEPEOMEpPA H
CYLIECTEYET KAk PalleMIHeCKad CMECE OBV SHAHTHOMEPHRDE dopnt F-115-1

SUMMARY

The structure of 2,5-dinethyl-3,4-dihydro- 25 -pyran-2-carbozylic acid (1) was determined by single-crystal H-ray
diffraction. It 15 set, that molecule [ iz as endo-diastereomer and exsts as a racemic mxhue of two &1 and 51
enantiomers.
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OOEPXAHHA NOXIAHWUX 2,5-AIETUN-3,4-AUrAPO-2H-NIPAH-2-
KAPBANBAOEriAaY 3A PEAKUEHK KAHHILLAPO

[Moxigm GHMEpE O-ATANAKpOIEEE, A 1 cani JHMEpH, € BICONHMMH pEYOBHHAMH [OJIA CHHTESY GapBHHEIE,
mwracTHiEaTopE, edipiE, I0EEPXHEED- A THEHIE PES0EHH 1 MKapCchix npenapatie. Edipn 2,5-gumetwn-3,4-gurigpo-254-
mpas-2-MeTAHOTY T2 NEOOCHOEEDDY MMCHNOT, TaOT A CeGAalpmoEs, 32eaH0E3, ANHNHOER, SACTOCOEYEOTECA AK
POSYHHEEMEH Ta IMacTHQEATOPH. 4 edip UROT0 CIHPTY 1 TIOIAHOITOEC FHCAOTH £ CHIBHEM HCerTHmEgon [1-3].

CFHCHEHHA AMETerigHoi TPy go xapborcIUmHol, SasErdai, MOMHA OPOEOSHTH [OEK OpCamuHOrD  9H
HEOPTAMSHOTO OFHCHIA, S0KpPEeMa, FHCHEM IOBITHA 9H 020HOM B IPHCYTHOCT KATAMSATOPE, 4 TAKOE 0KCHIOM Cpifa,
NEPOKCHOOM EONHED Ta OpCaHHHHME HagsHcaoTans (CRMCHEMHA OHTiOHOMpad-2-KapSalbgeriiiE 00 EBII0EIHHE
OUTTpOmp aH- 2 -Kapf O CIBHCI0T FHCHEM [MOBITHA 9H O30HOM, IEpOKCHOOM EONHEY T4 OpCAHMHEME HANFHCIOTAN
CYIPOEOIAYETECA VIEODEHEAM TURKH PisHHE D0GINMID MpoOVETE Ta HeSaKamiM posKIagoM peaKTalTE. Tak He Gy
omepEano  2,5-mHMeTHN-34-marigpo- 25 -mpan-2-gapboH0Ee] FHCAOTH IPH OFMCHEHHE 2,5-THMETHT-3 4-THrigpo-254-
mpad-2-KapGambIergy MOMEKYIAPHHM FHcHeM. O CHOBHMME 1MeHTHQEOEAHHLH IHOOVETAMH, 0cpEaHHME BHACTIT 0K
TAKOTD OKMCHEHHA, Gy Gunmspko 30%6 aneToHUTaneToRy, 25% ouroEoi sMcnoTH 1 15% MypalmHei KHCIOTH.

Bigmoeimimgi cepT —  2.5-mHMeTHI-34-mErigpo-25-mpad-2-MeTaHol — OTPHMYBANH [igpOreHizamers  2,5-
OHMETHI- 3 4-gHrigpo-2-hop M- 2 5 -mpany, IponyckaitdH 9epes HbOro EONEHE [N THCKOM B IPHCYTHOCTI KaTamsaTopa
[3]. & 34-mrimpo-25-mpad-2-MeTaHOI 0JEpEYEAIE 58 Peakiicss THIEHKD, BHEOPHCTOEYEOHUH POSYHE 34-THrigpo-2-
foprun-25-mpay B GYTHIOEOMY CIEpT [4], 5 cyMapEEM BHxomoM 34-mrigpo-25-mpas- 2- MeTalory 1 6y THIOEOTO
edipy 3.4-murigpo- 25 -mpan-2-kap G oH0E 0 BHCI0TH B 4 0%,

Tony cHETE: 2,5-OHMeTHI-34-gurinpo- 24 -mpad- 2 -kapboHoEoi BHCAOTH 1 2,5-THMeTHI- 3, 4-gHrigpo- 24 -mpag- 2 -
METAHOTY 5 BHE0g0M ~50% IpoBOmIm sa peariiese Kamminrapo = JuMepy MeTakponeiny [5, 6], BimomMocT mpo cHETES
HaTpleEoi com 2,5-mieTan-3.4-murigpo- 25 -mpan-2-kapbomoeni sHcaoTH (Ma-cie JEA) 1 2,5-mieTan-3.4-gurigpo-25-
mpad-2-MeTadoTy (cmpT JEA) 3 gHMepy eTaKpONeiny BUICYTHI.

Fearnere Kammimapo Hame 6o ofepsano 2,5-mieTn-3.4-marigpo-25-mpad-2-MeTaHon 1 HATPIEEY CUlk 2,5-
THETHI- 3, 4-gHrigpo- 24 -mpad- 2 -Kap S 0H0E0i EHCIOTH.
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Ama cumresy cmapty JEA Ta MNa-com JEA BHEOPHCTOEYEAIM CEUEONEpECHAMG 2,5-mieTwn-34-gurimpo-25-
mpan-2-kapbammerig (AEA), ogep®ainol 3 o-eTHIaKpoIeiEy peariets Jukca-Amsgepa [7].

Ma-coe JEA — fima moponmonomibHa pedobrHa, a cmpT JEA — GesbapEHa mposopa pUTHHA, QUi -XMISH
HAPAKTEPHCTHRM fOE Haeehew B Trabmmon Jmd [MOTEEpMEcHHA CTPVETYRH 2, 5-meTn-34-gurigpo-2H-mpam-2-
METAHOTY Ta HaTpieeoi com 2,5-meTin- 3 4-gurinpo- 24 -mpas- 2-kapboHoeoi SHCA0TH OPOEEIEHD EIeMEHTHHA aHams i
sammcam [Y-comeptpr. B IY-coeerpl cmipry JEA e cn-rym NOCTHHAHHA, XapasTepH I0IA COWVE 3 EBiNI0EIHELE
PYHFINOHANBEEME THYIAMH NHpoka cwyTa (J600-3300 cor ]l EUMIOEYTAE 53 YTEOPEHHA MUEMONEKYIIAPHEY EOTHEEH
3B mskiE Thyme CHa-OH; posuennena cayra (1260, 1240 cud ]l EUMIOETAE 53 ACHMETHHYH BEaNeHTH KOJHE aHHA THYIE
=C-0-C; cuyre (2952, 2890, 2850, 1460, 1376, 1256 cur ]lxapam‘epm IJ0A BEATNEHTHE 1 Jedop Mariim kommEansa -CH 1

-CH; rpym, BANOOBNHO, CMYTH D0NHHAHHA mpH 1164, 1084, 148 cor! E¥IH E{IHECEHH M0 KOJHEAHE [MpaH0EOr0 KR
—C—0—-C—, a cwyra 1663 cnrt BINNOETAE 538 BANEHTH KOIHEAHHA I0OEHHOCD 5B A5KY B KAMRIYL, 4 cMyTH 552, 780 3
za gedopMari KoHEaHHA royim -CH B .

Tadomia
iz o-xiviyHi Xapak TepHeTHKH 2,.5-mieTin-3 4-marinpo-2 H-mmipan-2-Metadoay Ta HaTpiceoi com 2,5-
mieTII-3,4-murigpo-2 H-mipas-2-xap 6 oHoe 0 KHCI0TH

MomapHa | tom 42 MEp EneMeHTHHH aHams
Epyrro-dopmyna| maca, " m n%ﬂ 4 sHali- | ofumc- sHaFmeHo 0&THCIIEHD
rMOME | pr.cT rfead’ meHo | meHo | % | H % | C.% | H %
CroHiaOy 170.24 83-85 1 4768 0.954 4835 | 4888 | 7109 | 10010 | 7055 | 1066
CioHisCsMa 206.21 - - - - - 58.12 | 718 58.24 | 733

Ex CIIEpHMEHTANEHA JYac THHA

B crmamd pearTop sapanTaxyeam 26.6 © (01581 Momm) gEmMepy i nDBiJIE.HD mpoTAronM 30 XB. gogapamH 5.5 wn
(v.;qa.;.HJ—EI 0751 MDILE.]I 40%-goro sogHoro posdmey MaOH mpe TemmepaTypl 20°C. Tlicna 3EBEPIIEHHEA ESaEMomi go
pearTiife] CYMIN, MKa NepeTEORIIACE HA TYCTY OOHOPIOHY MACY, DOMAEAT 35 MI BEOOH i DepeHOCIUH E TUDULHY
My, JIETHIOEHM ETEPOM IOPIAME M0 25 M 3 peakIiii C¥MIIM eKCTPACYEAM 2, 5-THeTHI- 3, 4-nurigpo- 24 -mpa- 2 -
meTanon Edip BimopemimoBamH BNCOHECK 1 oTpEMamH 1290 (0.0760 Mome) cimpTy, A0 aHAMSVEAMH METOL0M
ras0-piguHEN zpoMaTorpadi. 3 BOSHOCO Imapy MMcd cyumsed mpH 35-40°C orpEmam 12.9 © (0.0625 mMom) Na-com
JEA

Buict mempopearoeadoro MaCOH 1 yreopeHoi cofml BMSHAYAMH OOTEHINOMETHHSHHM THIPYVEAHHAM IpobH
pearTiife] CYMIM B eTAHOMm. B33 pesyETaTAMH IOTSHINOMETPHYHOTO THTPVEANHA pearTiinol cyuin 0o fosguleHHa
OPOOYETE peari (MpHEa TA Neplia f I0XOHA Ha pec. 1 @ Ta &) GyN0 EMSHAYEHO EMICT HEpOpearoBadoro JIYTY T4 COML
1A DOTEMINOME TRHSHOTD THTPYE AHHA EHKOPHCTOEYEAMN YHIEEH CATRMEHA AoHonp mMogem ‘SB-74, ofmaqHams CrmaEmm
mamEaTopEuM pH-enerrpogom mapes ICJ-63-07 Ta wuopeg-cpifHEM eXeETROOOM OOPIEHAHHA Mapss SBJI-1M3
KambpyeaHHa MOTEHMOMETPHYHO CHCTEMH sOifcicEam sa Sydepmnm posusHanm 3 pH=4.01 (0.05 M posumm
rigpodTanaty Eamee) Ta pH=%18 (0.01 M posmm TeTpaSopary HaTpio). THTPYEAHHA OpoBOOHH posumHom HCL
{0.0%44 MoME/T) B ETHIOEOMY CIHPTL 5 Kpokon 0.1 nur

Awams opramueEel YAcTIEW OpofH HA BMICT HENPOPear0BaHOr0 THMEpY eTaRpOleidy | YIBOPEHOTO CIHPTY
OPOEOIHMH xpoMaTorpadiuuo Ha mpumamt GCHF 183 5 xowmsorTepHore peccTpamers (B PC-286) amamTHYHOTO
CHTHATY. JeTerTop 5a Temmompoeigmctio — ATTL ctpym getekropa 200 md, TeMIEpaTypH KOIOHEH 140°c, IETEKTOpA
150°c, BHIIapHHEA 200°C. Tas-HociH — BOgEHE = EHTPaTOR 25 wMn'sE, 06’ eM mpofi, BEEOEH0i B XpoMaTorpad, CTAaHOEHE
| nEm 2a Tarex YMOE 0JEpKaH0 I0EHE {03 MUTEHEA PEY0EHH B 130TE) MISHO MY PEAHM TpOTATOM f XEHHH (pHe. 2).

[Y-coerrps cmpTy JEA SalEHMCYEAMM ¥ TOHEOMY LIApY MUK mracTHEHane K Br (~ 0.02 mu) & manasom 4000-400
cor Ha [U-coexrpodotomeTpi Specord M-30.
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Pric. 2. ¥pomarorpamMa oprafivHOor 0 HAPY PeAKITITHOL cyMitm

[Hcna posOUleHHA OPOOYETE peakmi 2,5-mieTan-3,4-gerympo- 25 -mpas- 2- METaHo OYHITATH PEKTHIKAINER, a
Ma-cime JEA meperpic Tams ammew.
PE3HOME

PosrmayTo METOOMEM CHHTESY OOXUTHEE OHMERE - aFIAEpONeimE. CHETE30BAH0 [MOXIH JHMEPY -
eTHNarponeiny. BrsHadeno ix fismoo-2MuHE Xap arTepHC THIH.
PE3HOME

PaccMoTpenn MeTOOMMH CHHTES3 [POMSEONHED OHMEPOE - UGOUTAMPONEMHOE. CHHTESHPOBAHO IIfOHSEODHHE
OUMEpPE -FTHIAKPONEHHA, ¥ CTAHOBIEHE] 15 QIS0 -3HMIY £ CHHE Xap Al TePHC TR

SUMMARY

The synthesis methods of o-allolacrolemn dimers denvatives were observed. o-ethylacrolen dimer dertvatives

were synthesed. The physico-chernical charactenistics of themn were deterrmned.
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