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B. Munksasuuioc, P. Balinksaénene

MMPOAYKTbI KOHAEHCAIIMHA
1-APJI-4-TUAPAZUHOKAPBOHUWJI-2-ITUPPOJINIUHOHOB
C JMKETOHAMMU

HUccnenosansl peakunu 1-apuin-4-rupasnHoKapOOHHI-2-IMPPOIUANHOHOB ¢ 2,4-1ieH-
TaHAMOHOM H 2,5-rekcaHauoHOM. HaiineHo, 9TO mpHW HarpeBaHWM THAPa3HHOKApOO-
HUJIBHBIX COCIWHEHUH C 2,4-IeHTaHAMOHOM O0O0pa3yroTcs 3,5-TUMeTHINHpPa30IbHbIE
COEIMHEHUS, a B cllydae MpUMEHEeHHs 2,5-TeKcaHuoHa — |-3amelleHHble 2,5-TMMeTHII-
MTUPPOIIBL.

KuoueBble cjoBa: 1-apui-4-rufipasnHOKapOOHMI-2-TUPPOIUANHOHBL, |-apui-
N-(2,5-gumerunnuppon- 1 -mi)-5-okco-3-nuppoiuauHKkapookcamu s, 1-apun-4-(3,5-
TA-METHII- | -THpa30MIKapOOHI )-2-THPPOTUINHOHBL, 2,5-TeKCaHINOH, 2,4-
NEeHTaHIUOH, KOHJICHCALHSL.

Hanpasnenune peakiuii KapOOHMJIBHBIX COEIMHEHUI C TNPOU3BOIHBIMH
THIpa3uHa U CTPOCHHE 00pa3yIoMmUXCA MPOAYKTOB YacTO 3aBUCAT OT YCJIOBHUIA
npoBeneHus KoHaeHcanuu. OOpa3oBaHHE LHUKINYECKUX MPOAYKTOB BMECTO
THIPAa30HOB OCOOECHHO CBOIMCTBEHHO PEAKUUSMH T'MAPA3UHOB C IUKAPOOHMIIb-
HBIMU coeuHeHusiMu [1-3].

B Hacrosimeii pabote u3yueHsl peakuun 1-apuia-4-ruapasuHOKapOOHIMI-2-TIHp-
ponuauHoHOB la—d ¢ 2,4-IeHTaHIUOHOM U 2,5-T€KCaHIUOHOM. Y CTaHOBJICHO,
YTO B KUIALIEM 2-TIPOMAHOJIE B IPUCYTCTBUM KaTaJIMUECKOr0 KOJIUYECTBA COJIS-
HOW KHUCIIOTBI C XOPOIIMMH BbIXoJamH oOpasyrorcs 1-apun-4-(3,5-mumeru-
1 -npazonunkapOoHu)-2-mupponuanHoHbl 2a—d. [IpumeHeHne B TaHHOW peak-
LMY B KaUeCTBE KaTalu3aTopa JIEASHOW YKCYCHOW KHCJIOTBI IPOAJIEBAET BPEMsI
1MKI006pasoBanms 10 3—5 pas. B cmextpax SIMP 'H stux coenuuenuii (B
(CD»),CO, IMCO-d¢ 1 CDCl;) B uaTepBaie 2.20-2.55 M. 1. HabIFOMar0TCS XapakK-
TEPHBIE CUHIJIETHI IPOTOHOB METHJIBHBIX TPYII, a B uHTepBaie 6.01-6.31 m. 1. —
CHHIJICTHI METHHOBOM Tpymbl mupa3onasHoro konena. B MUK cnekrpax mupaso-
NTUIKapGOHMIIHpponanHOHOB 2a—d B uuTepBane 1719-1701 cM ' umeroTcs
SIPKO BBIP2YKEHHBIE MOJIOCHI TTOTJIOICHHMS, OTBEYAIOIINe KapOOHWIGHBIM TPYIITIaM.

I[lpu xoHgeHcanmu 4-TUAPa3UHOKAPOOHUI-2-IUPPOIUIUHOHOB la—d cC
2,5-reKCaHAMOHOM B 2-TIpOTIAaHOJIE B KAa4ecTBE KaTaju3aTropa Obula HCHONb30-
BaHa JiefigHas YKCycHas kuciora. B xoxe peakuuii B TeueHue 3—4 4 Mosry4eHsl
COEMHEHHUS, KOTOPhIE IO JaHHBIM CHEKTPOCKOMHUYECKOrO aHalln3a COOTBET-
CTBYIOT CTpykType 1-apui-N-(2,5-auMmerunnuppoi-1-ui)-5-okco-3-nmuppoin-
nuakapOookcamunoB 3a—d. BsammopeiicTBHe BBINIE HA3BaHBIX PEArcHTOB,
B MIPUCYTCTBUH KOHILIEHTPUPOBAHHOM COJISTHOW KHCIIOTHI B KaueCTBE KaTaju3a-
TOpa, NPUBEJIO K OCMOJICHUIO pEaKIMOHHOM cmecu. B cnekrpax SAMP 'H
3aMeUIeHHBIX (2,5-muMeTHuInuppo-1-mn)-5-okco-3-nupponnauHKapOoKcaMu-
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noB 3 B JIMCO-d¢ HaOmoOAaloTCs CHHIJIETHI MPOTOHOB METHIIBHBIX TPYII
(1.99 1 2.00 M. 1.), a Take curHais! rpym CH (5.64 u 5.65 M. 11.), cBUneTEIh-
CTBYIOIIME O HAJIMYUHM 3aMEUICHHOTO MUPPOJILHOTO Konblia. CTPYKTYpy COEIH-
Hennt 3a—d moaTBepxkmaroT W xapakTepHsle MK mMonockl TOTIOmEHUS B
obmnactax, npucymux NH u kapOOHUIBHBIM TpyIIaMm.
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SKCIIEPUMEHTAJIBHAS YACTb

Crektpst SIMP 'H u "C moiy4yeHsl Ha crekrpomeTpe Varian Unity Inova (300 u
75 MI'i cooTBeTCTBeHHO), BHyTpeHHu ctangapt TMC. MK crnekTpbl 3amucaHbl Ha
npubope Perkin—Elmer Spectrum Bx FT — IR B KBr, macc-criekTpsl mosry4eHsl
Ha criektpoMeTpe Waters ZQ 2000 ¢ wmonmszanumeit B pexkume anmekrpocnpes (DCU,
20 3B). Kontpoms 3a X010M peakiuy U YUCTOTOH MOIYIEHHBIX MTPOAYKTOB MIPOBOAMICS
meronoM TCX (Ha mmactunkax Silicagel 60 F,s4) ¢ nposiBiennem B Y@ cgere (A = 254
u 366 HM).

MMonyyenue 1-apuia-4-(3,5-qnumerni-1-nupa3onuiaKapooOHu)-2-nMPpPOTUTAUHO-
HOB 2a—d (0Omwmii MmeTox). CMech | MMOITE COOTBETCTBYIOLIETO 4-THAPA3HHOKAPOOHMII-
2-nupponunuHoHa la—d, 0.3 r (3 mmons) 2,4-neHTaHAMoOHa, 15 M 2-mpomaHoia U
0.5 MJI COISIHON KHMCIIOTHI KUIIATAT B TEUYeHHE 4 U, OXJIAXKIAIOT M I00aBiIsAOT 15 M
BOJIbI. BhIIeNuBIINECS KPUCTAILIBI coeinHEeHUiT 2a—d OT(QUIBTPOBBIBAIOT, IPOMBIBAIOT
2-NIpONaHOJIOM M KPUCTAITU3YIOT U3 COOTBETCTBYIOILIETO PACTBOPUTEIS.

4-(3,5-Tumetn-1-nupazonuakapoonuni)-1-penna-2-nuppoaugunon (2a). Ber-
xox 58%, T. mn. 133-134 °C (u3 rexcana). UK crmektp, v, eM ' 1719, 1705 (C=0).
Criektp SIMP 'H ((CD5),CO), 8, M. 1.: 2.26 1 2.55 (6H, 2¢, (CH;),); 2.83-3.02 (2H, M,
H-3); 3.944.31 (2H, m, H-5); 4.34-4.71 (1H, m, H-4); 6.31 (1H, ¢, C=CH), 7.04-7.82
(5H, M, ArH). Macc-cniextp, m/z (I, %): 284 [M + H]" (100). Haiineno, %: C 67.66;
H 6.24; N 14.99. C;sH7N50,. Beraucineno, %: C 67.83; H 6.05; N 14.83.
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1-(4-Bpomdennin )-4-(3,5-numeTn-1-nupazonuaKapoOHII )-2-MUPPOTHIUHOH
(2b). Boixox 66%, T. rn. 147-148 °C (u3 rexcana). Criekrp SIMP 'H ((CDs),CO), 8, m. 1.:
2.21 u 2.49 (6H, 2c, (CH;),); 2.82-3.02 (2H, M, H-3); 3.93-4.32 (2H, M, H-5); 4.34—
4.71 (1H, m, H-4); 6.22 (1H, ¢, C=CH); 7.44-7.75 (4H, m, ArH). Haiineno, %: C 52.91;
H4.01; N 11.52. C{H(BrN;0O,. Beruucneno, %: C 53.05; H 4.25; N 11.60.

4-(3,5-Tumetnii-1-nupa3zonuiaxkapoonui)-1-(3-proppennn)-2-nmuppoTuINHOH
(2¢). Beixox 60%, T. mn. 133-134 °C (u3 2-npomanona). UK crmektp, v, cM " 1716,
1703 (C=0). Cnextp IMP 'H (JIMCO-d¢), 8, M. x.: 2.20 u 2.48 (6H, 2¢, (CHs),);
2.84-2.96 (2H, m, H-3); 4.05-4.27 (2H, m, H-5); 4.33-4.56 (1H, m,H-4); 6.23 (1H, c,
C=CH); 6.95-7.94 (4H, m, ArH). Criextp IMP C (IMCO-dy), 8, m. 1.: 12.93, 13.40
((CH3),); 34.59 (C-4 m C-3); 49.46 (C-5); 105.52, 105.87 (C'-4); 114.27, 129.63,
129.76, 139.90, 143.25, 151.53 (C¢Hs); 159.80 (C'-5); 163.01 (C'-2); 171.40, 171.84
(C-2 u CO). Haiineno, %: C 63.52; H 5.44; N 13.76. CsH sFN;0,. Beruucneno, %:
C 63.78; H5.35; N 13.95.

4-(3,5-Inmerna-1-nupaszoanaxapoonui)-1-(4-propdenn)-2-nuppoaTunHOH
(2d). Boixox 86%, T. mr. 147-148 °C (u3 rexcana). MK crektp, v, cM : 1719, 1701
(C=0). Cniexrp SIMP 'H (CDCly), 8, m. 11.: 2.22 1 2.55 (6H, 2¢, (CH),); 2.92-3.13 (2H,
M, H-3); 4.04-4.28 (3H, m, H-5 u H-4); 6.01 (1H, c, C=CH); 6.94-7.71 (4H, m, ArH).
Macc-cniextp, m/z (I, %): 302 [M + H]" (100). Haiineno, %: C 63.61; H 5.28; N 13.83.
C,6H16FN3O,. Beruucaeno, %: C 63.78; H 5.35; N 13.95.

Moayuenue 1-apua-N-(2,5-auMeTnanuppoJI-1-mi)-5-okco-3-nuppoauanHKapo-
oxkcamuioB 3a—d (oOumii meron). CMmech 1 MMOJIB COOTBETCTBYIOLIETO 4-rHipasu-
HOKapOoHWI-2-tuppomuauaoHa la—d, 0.23 r (2 mMmomns) 2,5-rekcannnona, 25 mi 2-
mpo-manona u 0.5 M3 yKCYCHOW KHCIIOTHI KHIIATAT B T€U4EeHUE 3 4 M AOOABISAIOT 25 MII
Boabl. [lpm  oxyjaxkneHuW  BbIAECTUBLIMECS  KpUCTaUIbl  coeauHeHud  3a—d
OT(QUIBTPOBHIBAIOT, IPOMBIBAIOT BOJAOH, 2-TIPOMIAHOJIOM M KPUCTAUTU3YIOT U3 CMECH
2-nponanon—/M®A.

N-(2,5-Aumetunnuppo.-1-ui)-5-okco-1-penn-3-nmuppoanaunkapookcamun (3a).
Boixox 72%, 1. m1. 150-151 °C. UK crextp, v, e ': 3268 (NH), 1685, 1666 (C=0).
Crektp SIMP 'H (JIMCO-dy), 8, m. 1. 1.99 (6H, ¢, (CH;),); 2.68-2.98 (2H, m, H-3);
3.40-3.52 (1H, m, H-4); 3.92-4.22 (2H, m, H-5); 5.65 (2H, ¢, (CH),); 7.10-7.73 (5H,
M, ArH); 10.91 (1H, ¢, NH). Crextp IMP C (IMCO-dg), 8, m. 1.: 10.87 ((CHs),);
33.99 (C-4); 35.59 (C-3); 50.28 (C-5); 103.01 (C'-3 u C'-4); 119.43, 124.08, 126.66,
128.65, 139.01 (C¢Hs, C-2 u C'-5); 171.50, 171.79 (C-2 u CO). Macc-cnekrp,
m/z (I, %): 298 [M + H]" (100). Haiineno, %: C 68.43; H 6.51; N 14.03. C;;H;sN;0,.
Brruncneno, %: C 68.67; H 6.44; N 14.13.

1-(4-Bpomdennn)-N-(2,5-muMeTHIIIMPPO.I-1-1i1)-5-0K€0-3-MUPPOJTHANHKAPOOKC-
amua (3b). Bexon 76%, 1. m1. 178—-179 °C. UK cnexrp, v, oM 3275 (NH), 1702,
1698 (C=0). Crmextp SIMP 'H (IMCO-dy), 8, m. 1. (J,Tm): 1.99 (6H, ¢, (CHs),);
2.72-2.94 (2H, m, H-3); 3.39-3.57 (1H, M, H-4); 3.89—-4.19 (2H, M, H-5); 5.64 (2H, c,
(CH),); 7.55 u 7.66 (4H, 2d, J = 9.0, ArH); 10.91 (1H, ¢, NH). Crektp SIMP "C
(AMCO-dg), 6, m. m.: 10.87 ((CH;)y); 33.89 (C-4); 35.57 (C-3); 50.14 (C-5); 103.01
(C-3 u C'-4); 115.91, 121.19, 126.65, 131.41, 138.29 (C¢Hs, C'-2 m C'-5); 171.67,
171.75 (C-2 u CO). Macc-cnektp, m/z (I, %): 376 [M]" (95), 378 [M + H + 1] (100).
Haiigeno, %: C 54.01; H 4.84; N 11.22. C;;H3sBrN;O,. Brruancneno, %: C 54.27;
H4.82; N 11.17.

N-(2,5-AumeTuanuppoa-1-ui)-5-okco-1-(3-proppenun)-3-nuppoauanHkapo-
oxcamu (3¢). Boixon 65%, 1. mn. 176—177 °C (u3 2-npomanona). UK crextp, v, cM '
3280 (NH), 1693 (C=0), 1671 (C=0). Cuexrp SMP 'H (JMCO-dy), 8, m. a.: 2.00
(6H, c, (CH3),); 2.73-2.92 (2H, m, H-3); 3.41-3.53 (1H, M, H-4); 3.94-4.16 (2H, m, H-
5); 5.65 (2H, ¢, (CH),); 6.93—7.76 (4H, m, ArH); 10.93 (1H, ¢, NH). Criextp SIMP "*C
(AMCO-dg), 8, m. m.: 10.87 ((CH3),); 33.84 (C-4); 35.74 (C-3); 50.26 (C-5); 103.01,
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105.99, 106.34 (C'-3 u C'-4); 114.74, 114.77, 126.66, 130.23, 130.36, 140.52, 140.66,
160.41, 163.61 (C¢Hs, C-2 u C'-5); 171.69, 172.00 (C-2 u CO). Macc-crekrp,
m/z (I, %): 316 [M + H]" (100). Haitneno, %: C 65.45; H 5.95; N 13.36. C,7H,sFN;0,.
Brruucneno, %: C 64.75; H 5.75; N 13.33.

N-(2,5-IumeTunnuppoi-1-ui)-5-oxco-1-(4-¢propdennn)-3-nuppoauauHKapo-
oxcamun (3d). Boixox 71%, 1. mr. 142—143 °C. YK crektp, v, cM ': 3239 (NH), 1707,
1681 (C=0). Cnextp IMP 'H (IMCO-dg), 8, m. 1.: 2.00 (6H, c, (CH;),); 2.70-2.98
(2H, M, H-3); 3.41-3.59 (1H, M, H-4); 3.90-4.22 (2H, M, H-5); 5.65 (2H, ¢, (CH),);
7.11=7.79 (4H, m, ArH); 10.92 (1H, ¢, NH). Crekrp SIMP *C (IMCO-dg), 8, M. 1.:
10.72 ((CHsj),); 33.84 (C-4); 39.56 (C-3); 50.35 (C-5); 102.87 (C'-3 u C'-4); 114.95,
115.24, 121.28, 121.38, 126.52, 135.28, 156.75, 159.96 (C¢Hs, C'-2 u C'-5); 171.28,
171.60 (C-2) u CO). Macc-cniektp, m/z (I, %): 316 [M + H]" (100). Haiineno, %:
C 64.20; H 5.68; N 13.06. C,;H 3sFN30,. Boraucneno, %: C 64.75; H 5.75; N 13.32.

CIINCOK JTUTEPATYPBHI

1. IO.II Kuraes, b. 1. By3bikun, [ uopasonst, Hayka, Mocksa, 1974.

2. S.P.Singh, L. S. Tarar, R. K. Vaid, J. Elguero, A. Martinez, J. Heterocycl. Chem.,
26, 733 (1989).

3. K. Brokaite, V. Mickevicius, G. Mikulskiene, ARKIVOC, xii, 61 (2006).

Kaynacckuii mexnonozuueckuti ynugepcumenn, Tlocmynuno 04.07.2007
Kaynac LT-50254, Jlumsa
e-mail: Vytautas.Mickevicius@ktu.lt

232


mailto:Vytautas.Mickevicius@ktu.lt

	ЭКСПЕРИМЕНТАЛЬНАЯ  ЧАСТЬ


<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /All
  /Binding /Left
  /CalGrayProfile (Dot Gain 20%)
  /CalRGBProfile (sRGB IEC61966-2.1)
  /CalCMYKProfile (U.S. Web Coated \050SWOP\051 v2)
  /sRGBProfile (sRGB IEC61966-2.1)
  /CannotEmbedFontPolicy /Warning
  /CompatibilityLevel 1.4
  /CompressObjects /Tags
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJDFFile false
  /CreateJobTicket false
  /DefaultRenderingIntent /Default
  /DetectBlends true
  /ColorConversionStrategy /LeaveColorUnchanged
  /DoThumbnails false
  /EmbedAllFonts true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 1048576
  /LockDistillerParams false
  /MaxSubsetPct 100
  /Optimize true
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage true
  /PreserveEPSInfo true
  /PreserveHalftoneInfo false
  /PreserveOPIComments false
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts true
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Preserve
  /UsePrologue false
  /ColorSettingsFile ()
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /DownsampleColorImages true
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 150
  /ColorImageDepth -1
  /ColorImageDownsampleThreshold 1.50000
  /EncodeColorImages true
  /ColorImageFilter /DCTEncode
  /AutoFilterColorImages true
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /ColorImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000ColorACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000ColorImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasGrayImages false
  /DownsampleGrayImages true
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 150
  /GrayImageDepth -1
  /GrayImageDownsampleThreshold 1.50000
  /EncodeGrayImages true
  /GrayImageFilter /DCTEncode
  /AutoFilterGrayImages true
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /GrayImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000GrayACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000GrayImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasMonoImages false
  /DownsampleMonoImages true
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 600
  /MonoImageDepth -1
  /MonoImageDownsampleThreshold 1.50000
  /EncodeMonoImages true
  /MonoImageFilter /CCITTFaxEncode
  /MonoImageDict <<
    /K -1
  >>
  /AllowPSXObjects false
  /PDFX1aCheck false
  /PDFX3Check false
  /PDFXCompliantPDFOnly false
  /PDFXNoTrimBoxError true
  /PDFXTrimBoxToMediaBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXSetBleedBoxToMediaBox true
  /PDFXBleedBoxToTrimBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXOutputIntentProfile (None)
  /PDFXOutputCondition ()
  /PDFXRegistryName (http://www.color.org)
  /PDFXTrapped /Unknown

  /Description <<
    /FRA <>
    /JPN <FEFF3053306e8a2d5b9a306f30019ad889e350cf5ea6753b50cf3092542b308000200050004400460020658766f830924f5c62103059308b3068304d306b4f7f75283057307e30593002537052376642306e753b8cea3092670059279650306b4fdd306430533068304c3067304d307e305930023053306e8a2d5b9a30674f5c62103057305f00200050004400460020658766f8306f0020004100630072006f0062006100740020304a30883073002000520065006100640065007200200035002e003000204ee5964d30678868793a3067304d307e30593002>
    /DEU <>
    /PTB <>
    /DAN <>
    /NLD <>
    /ESP <>
    /SUO <>
    /ITA <>
    /NOR <>
    /SVE <>
    /ENU <>
  >>
>> setdistillerparams
<<
  /HWResolution [600 600]
  /PageSize [612.000 792.000]
>> setpagedevice


