MPOCTPAaHCTBEHHAs Tpynna cuMmmerpun P2/c. CTpykTypa pacmmdpoBaHa MpsIMBIM METO-
mom mo mporpamme SIR2008 [3] m yrounena momHomaTpuaabiM MHK mo mporpamme
SHELXL97 [4]. OxonuarenbHOe 3Ha4YeHHE (akropoB pacxoammoctu R 0.0435 u R,
0.1059. Kpucramorpaguyeckne XapakTepHCTHKH, KOOPAMHATHI aTOMOB M HMX TEIUIOBBIE
MapaMeTpel, AJIWHBI CBSI3€H, 3HAUCHUS BAJCHTHBIX YIJIOB B MOJIEKyJIe COCIUHEHHs 4a
JernoHnpoBanbl B KemOpumkckom OaHke CTPYKTypHbIX JaHHBIX (gernonentr CCDC
865817).

Paboma evinonnena npu gunancosoii noddepaicke E8ponetickoeo coyuanbHo2o
gonda (No. 2009/0203/1DP/1.1.1.2.0/09/APIA/VIAA/023).
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HOBAS NEPETPYIIIIMPOBKA
4,6,6-TPUMETNJI-2-OKCO-1,2,5,6-TETPAT'MAPOITUPU/INH-
3-HUTPUJIA B ITIPUCYTCTBHUH POCl;

KiarueBnie cioBa: 2-(1-amunO0-6,6-1uMeTIII-8-0KC0-5,6,7,8-TeTparuapo[2,7 Jnadtu-
pumuH-3-mn)-3,5-numerunrexca-2,4- 1IMeHHUTPUI, 4,6,6-TpumeTtni-2-okco-1,2,5,6-retpa-
TUIPOMUPUINH-3-HUTPHUIL, OKCHXIIopHu pocdopa.

Hadtupunuael, B yactHocTH 2,7-HaAQTUPHIWHBL, SBISSACH BaXKHBIM KJIACCOM
TeTePOLUKINYECKUX COEMHEHUH, MPHUBIEKalOT K ceO0e BHUMaHHE KaK C TOYKH
3peHUs UCIONB30BaHMs B OPTaHUYEeCKOM cHHTe3e [1], Tak M mpu moucke Ouoio-
THYECKH aKTUBHBIX BemlecTs [2, 3]. Xumus 2,7-HaQ THpUANHOB IIUPOKO MPEICTAB-
JeHa B MHOTOYHMCIEHHBIX 0030pax [4—8]. OcobeHHO XO0TelaoCh OBl BBIIECIUTH
HECKOJBKO paloT, MOCBAMIEHHBIX TeTparuapo-2,7-naprupuauaam [9—11]. Lensro
Hamie pabotel sBnsercs cuHTe3 2-(1-aMuHO-6,6-muMeTH-8-0KC0-5,6,7,8-TeTpa-
runapo|2,7 Jaadtupunun-3-un)-3,5-numeTunrekca-2,4-nueHHuTpuia  (2) TPUHIH-
MUAIIEHO HOBOW meperpynnupoBkoit nmupumona 1 B npucyrcteun POCI;. Tlpeamo-
JaraeMbplii MexaHW3M 00pa3oBaHHMA HAQTHPUAWHA 2 BKIIOYAET AUMEPHU3AIHIO
uaTepmennara 3 mox neiicteuem POCI;, packpbITHe NHPHIOHOBOTO KOINbIA U
MOCTIEYIONIYIO IHKIIOKOHEHCAIINIO C apoMaTh3anvell 1 o0pa3oBaHHEM IMHPHIU-
HOBOT'O KOJIBIIA.

Mpsr uccnenoBanu peakuuto nupugoHa 1 [12] ¢ 11-kpaTHBIM H30BITKOM
okcuxjopuaa hocdopa B CTEKITHHOM peakTope 00béMoM 20 Mt (B KOIIOe peakius
MPAKTUYECKU HE TPOUCXOJIUT), MEHSSI TEMIIEPATYPY U BpEMs PEaKIUU B IIOUCKAX
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ONTUMAJIBHBIX YCIIOBHH cHHTe3a HadTHUpuanHa 2. Bpulo moka3aHo, 4TO MakKcu-
MaJIBHBIN BBIXOJ] B 3TOH peakiuu (32%) MOXKET ObITh IOCTUTHYT MIPU TEMIIEPaType
50 °C B Teuenue 24 4 uim npu temneparype 100 °C B Teuenue 1 4 (B Tabnuue 3TH
9KCTIEPUMEHTHI BBIICICHBI )KUPHBIM IIpH(TOM).

Metonom PCA mpoaHanu3upoBaHbl MOHOKPHUCTAJUIBI COEAMHEHHS 2, KOTOpPOe
npeAcTaBiIsieT co0ol conbBaT HAQTHPUIUHA 2 U dTaHONA, NPUYEM Ha OJHY MOJIe-
KyJly 3TaHOJa MPUXOJATCS ABE MOJeKyJbl 2. Ha pucyHke qaHa nmpocTpaHCTBEHHAs
MOJIeNb MOJIEKYJ, HaXOJAIIMXCS B HE3aBUCUMOW YacTH 3JEMEHTapHOH sueilKu.
[lBe He3aBHCHMMbIE MOJEKYJBl 2 OTIMYAIOTCS KOH(pOpManueid THEeHOBOTO (par-
MEHTa: OfJHA W3 MOJEKYJ XapaKTepU3yeTcs TPAHCOUTHON (TOPCHOHHBIH YToi
C(12)-C(15)-C(17)-C(18) 172.6(5)°), a BTOpas — LMCOMAHOW KOH(pOpMauuei
JueHa (3HavueHue TOpcuoHHOro yroja —65.3(4)°). [locneanss Monekyna oOpasyer
MEKMOJIEKYIISIpHYI0 Bogopoanyto cBsa3b N(14)--(H)—(O1'") ¢ monekynoii aTaHona.

YcaoBust peakuuu cHHTe3a HapTHPHAMHA 2
neperpynnuposkoii nupuaona 1 B npucyrcrsuun POCl;*

T. peakuuu, °C Bpewms peakiuu, u Beixon, %
20 48 1
50 24 32
50 48 30
70 5 25
100 0.5 21
100 1 32
100 5 20
150 5 6

* Mounsipaoe cootHonienue coeaunenue 1 : POCl; =1 : 11.
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HesaBucumele MoneKyIisl B KpUCTajlie 2 B IPECTaBICHUH aTOMOB
AJUIMIICOMIAMHU TETUIOBBIX KoJiebanuii ¢ 50% BepoSTHOCTHIO

Kpome TOro, B KpUCTAUIMYECKOH CTPYKType HMEIOTCS BHYTPHMOJEKYISPHBIC
(N(11)—(H)--O(23)) u mexmonexymnsipabie (N(7)—(H)---O(23)) BogopoaHbie CBS3M.
[MonHyro wWHpOpPMALMIO O CTPYKType COCOUHEHHS 2 MOXHO TIIONYYHTh B
KemOpumxckom Oanke cTpyKTypHBIX JaHHbIX (genoHeHT CCDC 864514).

Crnextps SIMP 'H u "°C 3aperucrpupoans! va npuGope Varian Mercury BB 400 (400 u
100 MI'm cootBerctBerHO) B CDCI;. Macc-ciekTp BBICOKOTO pa3pelleHrs 3alucaH Ha
npubope Micromass Q-TOF, nma pacuéra wmaccel HCIOAB30BaH Leu-sHKedannH
(m/z 566.2771). TemnepaTypa IUIaBJICHUS onpeeiicHa Ha npubope Boetius ¢ BU3yaabHBIM
ycrpoiictsom PHMK 05.

4,6,6-Tpumernin-2-okco-1,2,5,6-terparuaponupuansa-3-autpun - (1) modydeH  mo
Metonuke [12].

Z-2-(1-AMmuH0-6,6-1uMeTHII-8-0KCO-5,60,7,8-TeTparuapo[2,7|nadTupuaun-3-ui)-
3,5-numetnarekca-2,4-nuesHutTpuia (2). Cycnemsuro 0.3 r (1.8 Mmons) mupumona 1 B
2.0 M (21.0 mmons) POCI; mepeMemuBaioT B CTEKISHHOM 20-MUJUTMIUTPOBOM MHKPO-
peakTope (TeMmepaTypa, BpeMsl M BBIXOJ PEaKIMK CM. B TaOJIHIIE), YIAPUBAIOT I0CYXa MPH
TOHIKCHHOM  JIaBJICHUH, JOOABJIAIOT 5 M HachlieHHOro pactBopa Na,CO; wu
nepememmBaioT 30 muH. [Tpoaykr sxctparupytotr CH,Cl,, cymar nag Na,SOy, 1 ounmaior
KOJIOHOYHOH Xpomarorpadueii (amoeHt EtOAc — nerponeitnsiii adup, 1:1). [Ipoxykr 2 —
KENTHIC KpUCTALTHL, T. T 161-163 °C. Cnektp SIMP 'H, &, m. 1.0 1.27 (6H, c, 2CH;); 1.59
(3H, ¢, CH;); 1.75 (3H, ¢, CH3); 2.34 (3H, c, CH3); 2.72 (2H, ¢, CH,); 6.08 (1H, c, =CH);
6.31 (1H, ¢, CONH); 6.52 (1H, ¢, H-4). Cniextp SIMP "°C, &, m. 1.: 20.7; 24.2; 27.2; 28.7;
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41.5; 51.5; 102.9; 111.8; 113.0; 118.6; 124.2; 141.4; 149.2; 155.5; 156.2; 158.4; 166.3.
Haiineno, m/z: 311.1880 [M+H]". C,3sH,3N,O. Beraucineno, m/z: 311.1872.

PeHTreHOCTPpYKTYpHBIN aHaau3 coequHeHMss 2. MOHOKpHUCTa/IbI COEIUHEHUs 2,
(CisH2pN40),-C,HsOH, BrIpamensl u3 3TaHoia. [lapameTpsl 3JIeMEHTapHOW SYEHKH U
nHTeHCUBHOCTH 4189 HezaBHCUMBIX oTpaxkeHHU ¢ [ > 3c6(/) M3MepeHsl NMpH TeMIlepaType
—100 °C na aBTOMaTHYECKOM pEHTTeHOBCKOM au(ppakromerpe Bruker-Nonius KappaCCD
(MoKo usmyqenue, A 0.71073 A). Kpucrannsl coeiuHeHns 2 TPUKITHHHBIE, d 12.0830(3),
b 12.6248(4), c 14.4326(5) A; 0.67.121(1), B 69.143(1), y 77.263(2)°; V 1886.9(1) A*; Z 2;
dy 1.174 r/cM’; pocTpancTBerHas rpynma cummerpun P 1. CtpykTypa pacumdpoBasa
npsMbiM  MeTonoM [13] m yrounena noxHoMmMarpmuabiM MHK mo mporpamme [14].
OxoHuaTtenbHOe 3HaueHue (Qakropa pacxoaumoctn R 0.061 (R, 0.101). Kpucramio-
rpaduyeckue XapakTepUCTHKH, KOOPIUHATHI aTOMOB M UX TEIJIOBBIE MapaMeTphl, JJIHHBI
CBSI3CH, 3HAYCHWS BAICHTHBIX YIJIOB B MOJIEKYJIC COCAWHEHHS 2 JICTIOHWPOBAaHBI B
KembOpumkckom 6anke cTpyKTYpHBIX AaHHBIX (nemoHeHT CCDC 864514).
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	Спектры ЯМР 1H и 13С зарегистрированы на приборе Varian Mercury BB 400 (400 и 100 МГц соответственно) в CDCl3. Масс-спектр высокого разрешения записан на приборе Micromass Q-TOF, для расчёта массы использован Leu-энкефалин (m/z 566.2771). Температура плавления определена на приборе Boetius с визуальным устройством РНМК 05.
	4,6,6-Триметил-2-оксо-1,2,5,6-тетрагидропиридин-3-нитрил (1) получен по методике [12].


<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /None
  /Binding /Left
  /CalGrayProfile (Gray Gamma 2.2)
  /CalRGBProfile (sRGB IEC61966-2.1)
  /CalCMYKProfile (ISO Coated v2 300% \050ECI\051)
  /sRGBProfile (sRGB IEC61966-2.1)
  /CannotEmbedFontPolicy /Error
  /CompatibilityLevel 1.3
  /CompressObjects /Off
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJobTicket false
  /DefaultRenderingIntent /Perceptual
  /DetectBlends true
  /DetectCurves 0.1000
  /ColorConversionStrategy /sRGB
  /DoThumbnails true
  /EmbedAllFonts true
  /EmbedOpenType false
  /ParseICCProfilesInComments true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 1048576
  /LockDistillerParams true
  /MaxSubsetPct 100
  /Optimize true
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage true
  /PreserveDICMYKValues true
  /PreserveEPSInfo true
  /PreserveFlatness true
  /PreserveHalftoneInfo false
  /PreserveOPIComments false
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts false
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Preserve
  /UsePrologue false
  /ColorSettingsFile ()
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /CropColorImages true
  /ColorImageMinResolution 150
  /ColorImageMinResolutionPolicy /OK
  /DownsampleColorImages true
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 150
  /ColorImageDepth -1
  /ColorImageMinDownsampleDepth 1
  /ColorImageDownsampleThreshold 1.50000
  /EncodeColorImages true
  /ColorImageFilter /DCTEncode
  /AutoFilterColorImages true
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.40
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /ColorImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /JPEG2000ColorACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 15
  >>
  /JPEG2000ColorImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 15
  >>
  /AntiAliasGrayImages false
  /CropGrayImages true
  /GrayImageMinResolution 150
  /GrayImageMinResolutionPolicy /OK
  /DownsampleGrayImages true
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 150
  /GrayImageDepth -1
  /GrayImageMinDownsampleDepth 2
  /GrayImageDownsampleThreshold 1.50000
  /EncodeGrayImages true
  /GrayImageFilter /DCTEncode
  /AutoFilterGrayImages true
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.40
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /GrayImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /JPEG2000GrayACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 15
  >>
  /JPEG2000GrayImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 15
  >>
  /AntiAliasMonoImages false
  /CropMonoImages true
  /MonoImageMinResolution 1200
  /MonoImageMinResolutionPolicy /OK
  /DownsampleMonoImages true
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 600
  /MonoImageDepth -1
  /MonoImageDownsampleThreshold 1.50000
  /EncodeMonoImages true
  /MonoImageFilter /CCITTFaxEncode
  /MonoImageDict <<
    /K -1
  >>
  /AllowPSXObjects false
  /CheckCompliance [
    /None
  ]
  /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)
  /PDFXOutputConditionIdentifier ()
  /PDFXOutputCondition ()
  /PDFXRegistryName ()
  /PDFXTrapped /False

  /CreateJDFFile false
  /Description <<


    /CHS <FEFF4f7f75288fd94e9b8bbe5b9a521b5efa7684002000410064006f006200650020005000440046002065876863900275284e8e55464e1a65876863768467e5770b548c62535370300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200036002e003000204ee553ca66f49ad87248672c676562535f00521b5efa768400200050004400460020658768633002>
    /CHT <FEFF4f7f752890194e9b8a2d7f6e5efa7acb7684002000410064006f006200650020005000440046002065874ef69069752865bc666e901a554652d965874ef6768467e5770b548c52175370300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200036002e003000204ee553ca66f49ad87248672c4f86958b555f5df25efa7acb76840020005000440046002065874ef63002>
    /CZE <>
    /DAN <>
    /DEU <>
    /ESP <>
    /ETI <>
    /FRA <>



    /HUN <>
    /ITA (Utilizzare queste impostazioni per creare documenti Adobe PDF adatti per visualizzare e stampare documenti aziendali in modo affidabile. I documenti PDF creati possono essere aperti con Acrobat e Adobe Reader 6.0 e versioni successive.)
    /JPN <>
    /KOR <FEFFc7740020c124c815c7440020c0acc6a9d558c5ec0020be44c988b2c8c2a40020bb38c11cb97c0020c548c815c801c73cb85c0020bcf4ace00020c778c1c4d558b2940020b3700020ac00c7a50020c801d569d55c002000410064006f0062006500200050004400460020bb38c11cb97c0020c791c131d569b2c8b2e4002e0020c774b807ac8c0020c791c131b41c00200050004400460020bb38c11cb2940020004100630072006f0062006100740020bc0f002000410064006f00620065002000520065006100640065007200200036002e00300020c774c0c1c5d0c11c0020c5f40020c2180020c788c2b5b2c8b2e4002e>
    /LTH <>
    /LVI <>
    /NLD (Gebruik deze instellingen om Adobe PDF-documenten te maken waarmee zakelijke documenten betrouwbaar kunnen worden weergegeven en afgedrukt. De gemaakte PDF-documenten kunnen worden geopend met Acrobat en Adobe Reader 6.0 en hoger.)
    /NOR <>
    /POL <>
    /PTB <>


    /SKY <>

    /SUO <>
    /SVE <>
    /TUR <>

    /ENU <FEFF004a006f0062006f007000740069006f006e007300200066006f00720020004100630072006f006200610074002000440069007300740069006c006c0065007200200039002000280039002e0033002e00310029002e000d00500072006f006400750063006500730020005000440046002000660069006c0065007300200077006800690063006800200061007200650020007500730065006400200066006f00720020006f006e006c0069006e0065002e000d0028006300290020003200300031003000200053007000720069006e006700650072002d005600650072006c0061006700200047006d006200480020>
  >>
>> setdistillerparams
<<
  /HWResolution [2400 2400]
  /PageSize [594.000 792.000]
>> setpagedevice




