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Supplementary informations

'H and *C NMR spectra were measured in CDCl; on a Bruker AC 300 spectrometer. Mass
spectra were recorded on a Finigan-MAT 95 XL instrument; IR spectra were recorded on a
Nicolet IR100.

Column chromatography was carried out with silica gel 60A 40-63 um (SDS). All the
commercially available products were used as received, without purification or distillation.
All the reaction were performed either under oxygen pressure (1 atm) for the oxidation

reaction) or under air for the Heck reactions.

General procedure: 3% Pd(OAc), and 6% Et;N were added to a 1M solution of alcohol 1
in DMA and heated under stiring at 70°C for the appropriate amount of time (generally
4h) under an atmosphere of O,. The reaction was monitored by TLC. When all the alcohol
was oxidized, the O, balloon was removed and 1.1 eq of Et;N and 1.1 eq of the iodoaryl
compound were added. The reaction mixture was allowed to stir at 70°C under air
atmosphere without special cautions until completion. After diethyl ether-water
extraction, column chromatography on silica allowed to obtain the product with good

isolated yields.
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(E)-1-phenyloct-1-en-3-one

3a : CAS: 29478-67-4 ; "H NMR CDCl; §0.90 (t, J = 6.8Hz, 3H), 1.35 (m, 4H), 1.69 (m, 2H),
2.65 (t, J = 7.2Hz, 2H), 6.74 (d, J = 16.4Hz, 1H), 7.38 (m, 3H), 7.52 (m, 3H); °C NMR 14.2,
22.8,24.3,31.8, 41.2, 126.6, 128.5, 129.2, 130.6, 134.9, 142.5, 200.9; IR (KBr) Vpmax: 3060,
2951, 2929, 2862, 1690, 1663, 1622, 1178, 983, 739, 689 cm™.
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(E)-1-(4-methoxyphenyl)oct-1-en-3-one
3b: CAS: 82297-67-4 ; 'H NMR CDCl; 80.89 (t, J = 6.8Hz, 3H), 1.33 (m, 4H), 1.66 (m, 2H),
2.62 (t,J = 7.4Hz, 2H), 3.83 (s, 3H), 6.62 (d, J = 16Hz, 1H), 6.90 (d, J = 8.9Hz, 2H), 7.50 (m,
3H); °C NMR 14.3, 22.9, 24.6, 31.9, 41.2, 55.7, 114.7, 124.5, 127.6, 130.3, 142.4, 161.8,
201.1 ; IR (film) Vmae: 3039, 3005, 2931, 2860, 1651, 1600, 1512, 1251, 1033, 734 cm’".
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o
1-(4-nitrophenyl)oct-1-en-3-one

3c: CAS: 929719-02-8 ; '"H NMR CDCl; § 0.75 (m, 3H, cis) and 0.91 (m, 3H, trans), 1.30
(m, 4H, cis + trans), 1.62 (m, 2H, cis + trans), 2.43 (t, J = 7.5Hz, 2H, cis) and 2.62 (t, J =
7.4Hz, 2H, trans), 6.40 (d, J=, 1H, cis) and 6.83 (d, J=16.2, 1H, trans), 7.36 (d, /= 8.8Hz,
1H, cis) and 7.50 (d, J = 16.2Hz, 1H, trans), 7.62 (d, J = 8.6Hz, 2H, trans) and 7.71 (d, J =
8.8Hz, 1H, cis), 8.18 (d, J = 8.6Hz, 2H, trans) and 8.29 (d, J = 7.9Hz, 2H, cis), cis/trans
=8%; °C NMR: 14.1 (cis), 14.3 (trans), 22.5 (cis), 22.8 (trans), 24.1, 31.3 (cis), 31.8 (trans),
70.8 (trans), 43.2 (cis), 124.5, 129.1, 129.9, 139.3, 141.1, 146.4, 148.7, 200.1, 208.0; IR
(KBr) Vinax: 2956, 2931, 2857, 1706, 1596, 1514, 1343, 855 cm™.
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o
(1E,1'E)-1,1"-(1,4-phenylene)dioct-1-en-3-one

3d : 'H NMR CDCl; 8 0.89 (t, J = 6.8Hz, 6H), 1.34 (m, 8H), 1.67 (m, 4H), 2.65 (t, J = 7.5Hz,
4H), 6.76 (d, J = 16Hz, 2H), 7.52 (d, J = 16Hz, 2H), 7.56 (s, 4H); °C NMR 14.2, 22.8, 2431,
31.7, 41.4, 127.3, 129.0, 136.7, 141.3, 200.7; HRMS calcd for: CooHs 0, (MHY) 327.2324 ;
found 327.2321 ; IR (KBr) Vimax : 2927, 2862, 1688, 1615, 1071 cm’™,

2.6164
2.5919
2.5668

_—7.4977
——7.4337

67301
——6.6761

£

(ppm)



Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2008

< e m wo e
N a2 38 Q 5 28 8
& T g a9 ] 28 2
S I E& Sm “ ® 9% 3
g 38 28 Z N
] Y n 9o 3 588 X
T T T T T ; T T T T T T T T T T T ; ’ ’ | T
200 200 19 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
(opm)
< o < =
2 S8 3 5 RS g
< Qg ] N
N N - = nE 9
3 LN Z 2 I8 0¥
Il T
T T T T T . T . T T T T T T T : T : ' . . T
200 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0

(ppm)



Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2008

Br
\©\y\ﬂ/\/\/
(0]
(E)-1-(4-bromophenyl)oct-1-en-3-one

3e: CAS: 97109-53-0 ; '"H NMR CDCl; § 0.88 (t, J = 7Hz, 3H), 1.30 (m, 4H), 1.65 (m, 2H),
2.61 (t, J = 7THz, 2H), 6.69 (d, J = 16.2Hz, 1H), 7.41 (m, 5H); °C NMR 14.2, 22.7, 24.1,
31.7,41.3, 124.8, 126.8, 129.8, 132.3, 133.7, 141.0, 200.5; HRMS calcd for: C;4H;7BrO (M"™)
280.0463 ; found 280.0462; IR (KBr) Vi 3060, 2952, 2929, 2862, 1938, 1691, 1664, 1616,
984, 739, 689 cm™.
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(E)-4-methyl-N-(2-(3-oxooct-1-enyl)phenyl)benzenesulfonamide

3f: "H NMR 8 0.93 (t, J = 6.6Hz, 3H), 1.32 (m, 4H), 1.65 (m, 2H), 2.07 (s, 3H), 2.57 (t, J =
7.5Hz, 2H), 6.50 (d, J = 16.6Hz, 1H), 7.41 (m, 9H); °C NMR 14.2, 21.8, 22.8, 24.1, 31.8,
40.7,127.4,127.5, 127.6, 127.8, 128.9, 130.0, 131.2, 136.3, 137.1, 144.3, 201.0; HRMS calcd
for: C21HaeNSO; (MH") 372.1633 ; found 372.1628 ; IR (KBr) Vimax: 3183, 2955, 2925, 2851,
1679, 1601, 1337, 1163 cm’™.
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o
(1E,3E)-1-phenyldeca-1,3-dien-5-one

3g: CAS: 121077-67-6 ; '"H NMR & 0.82 (t, J = 6.6 Hz, 3H), 1.25 (m, 4H), 1.57 (m, 2H), 2.50
(t, J=17.3Hz, 2H), 6.19 (d, J= 15.4Hz, 1H), 6.82 (m, 3H), 7.28 (m, 5H); *C NMR 14.2, 22.8,
24.4, 31.8, 41.0, 127.0, 127.4, 127.6, 129.1, 129.4, 129.9, 136.3, 141.3, 142.6, 201.1; IR
(KBr) Vinax: 2958, 2854, 1680, 1588, 1073, 1005 cm™.
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o
(E)-1-(4-nitrophenyl)pent-1-en-3-one

3h: CAS: 54951-55-2 ; '"HNMR & 1.10 (t, J = 7.2 Hz, 3H), 2.65 (q, J = 7.2Hz, 2H), 6.78 (d,

J=16.2Hz, 1H), 7.50 (d, J = 16.2Hz, 1H), 7.62 (dd, J = 7Hz, 1.7Hz, 2H), 8.17 (dd, J = 7Hz,
1.7Hz, 2H); *C NMR 8.1, 35.0, 124.5, 129.1, 129.7,139.3, 141.2, 200.5; IR (KBF) Vmax: 3110,
2981, 1693, 1667, 1616, 1591, 1510, 1338, 113, 839, 743 cm’".
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(E)-5-(tert-butyldimethylsilyloxy)-4,4-dimethyl-1-(4-nitrophenyl)pent-1-en-3-one

2

3i: '"H NMR §0.02 (s, 6H), 0.84 (s, 9H), 1.19 (s, 6H), 3.67 (s, 2H), 7.26 (d, J = 18.6Hz, 1H),
7.62 (d, J = 18.6Hz, 1H), 7.89 (d, J = 8.7Hz, 2H), 8.24 (d, J = 8.7Hz, 2H); °C NMR -5.3,
18.4,21.5,26.0, 49.1, 70.0, 124.4, 126.1, 129.0, 139.2, 141.6, 148.6, 203.2; HRMS calcd for:
C1oH30NSiOy (MH") 364.1944; found 364.1942; IR Vi : 3113, 2955, 2931, 2857, 1682,
1613, 1518, 1345, 1110, 1042, 866, 838, 774 cm™.
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Y0
(E)-5-(benzyloxy)-4-methyl-1-phenylpent-1-en-3-one
3j: '"HNMR & 1.11 (d, J = 7.2Hz, 3H), 3.16 (m, 1H), 3.47 (dd, J = 9.2Hz, 5.9 Hz, 1H), 3.68
(dd, J = 9.2Hz, 7.3Hz, 1H), 4.45 (d, J = 3Hz, 2H), 6.77 (d, J = 16Hz, 1H), 7.22 (m, 5H), 7.32
(m, 3H), 7.48 (m, 2H), 7.56 (d, J = 16Hz, 1H); °C NMR 14.4, 45.4, 72.7, 73.7, 125.7, 128.0,

128.8, 128.9, 130.8, 135.0, 138.6, 143.2, 202.4 ; IR (film) Vma: 3060, 3029, 2970, 1686,
1658, 1610, 1099, 1054, 739, 698 cm™.

SHEIITESSNLESTRY B
NNNNNNNNNNNNNNNNNNN
REARRRAMRRRRREEERS

N N N N N N N N N N NN N SRS

4.4564
4.4464

1.1261
1.1022

¥
!

(ppm)



Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2008

> QmmaaTasSyTa

2 F2T2AISIN na o ©

3 SxynIIexge 3 B £

I SEITFIR2IIR <5 g g

I GEnSowRENG ~e -~ 3

S 3382999999 hgY g X
T T T T T T T T T T T T T T T T T T T T T T
200 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0

(ppm)
o nnomn

S SR34R 3 I -

G BRRER 3% = I

":'_I Soxxd :: N el :

I 2333d Y g X
T T T T T T T T T T T T T T T T T T T T T T
200 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0

(ppm)




<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles false
  /AutoRotatePages /None
  /Binding /Left
  /CalGrayProfile (Gray Gamma 2.2)
  /CalRGBProfile (sRGB IEC61966-2.1)
  /CalCMYKProfile (U.S. Web Coated \050SWOP\051 v2)
  /sRGBProfile (sRGB IEC61966-2.1)
  /CannotEmbedFontPolicy /Warning
  /CompatibilityLevel 1.4
  /CompressObjects /Off
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJDFFile false
  /CreateJobTicket false
  /DefaultRenderingIntent /Default
  /DetectBlends false
  /DetectCurves 0.0000
  /ColorConversionStrategy /LeaveColorUnchanged
  /DoThumbnails false
  /EmbedAllFonts true
  /EmbedOpenType false
  /ParseICCProfilesInComments true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 1048576
  /LockDistillerParams false
  /MaxSubsetPct 100
  /Optimize false
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage false
  /PreserveDICMYKValues true
  /PreserveEPSInfo true
  /PreserveFlatness true
  /PreserveHalftoneInfo false
  /PreserveOPIComments false
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts true
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Remove
  /UsePrologue false
  /ColorSettingsFile (Color Management Off)
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /CropColorImages true
  /ColorImageMinResolution 150
  /ColorImageMinResolutionPolicy /OK
  /DownsampleColorImages false
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 150
  /ColorImageDepth 8
  /ColorImageMinDownsampleDepth 1
  /ColorImageDownsampleThreshold 1.50000
  /EncodeColorImages true
  /ColorImageFilter /FlateEncode
  /AutoFilterColorImages false
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /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 false
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 150
  /GrayImageDepth 8
  /GrayImageMinDownsampleDepth 2
  /GrayImageDownsampleThreshold 1.50000
  /EncodeGrayImages true
  /GrayImageFilter /FlateEncode
  /AutoFilterGrayImages false
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /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 false
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 1200
  /MonoImageDepth -1
  /MonoImageDownsampleThreshold 1.50000
  /EncodeMonoImages true
  /MonoImageFilter /FlateEncode
  /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 ()
  /PDFXOutputConditionIdentifier ()
  /PDFXOutputCondition ()
  /PDFXRegistryName ()
  /PDFXTrapped /False

  /Description <<
    /CHS <FEFF4f7f75288fd94e9b8bbe5b9a521b5efa7684002000410064006f006200650020005000440046002065876863900275284e8e55464e1a65876863768467e5770b548c62535370300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200035002e003000204ee553ca66f49ad87248672c676562535f00521b5efa768400200050004400460020658768633002>
    /CHT <FEFF4f7f752890194e9b8a2d7f6e5efa7acb7684002000410064006f006200650020005000440046002065874ef69069752865bc666e901a554652d965874ef6768467e5770b548c52175370300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200035002e003000204ee553ca66f49ad87248672c4f86958b555f5df25efa7acb76840020005000440046002065874ef63002>
    /DAN <>
    /DEU <>
    /ESP <>
    /FRA <>
    /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 5.0 e versioni successive.)
    /JPN <>
    /KOR <FEFFc7740020c124c815c7440020c0acc6a9d558c5ec0020be44c988b2c8c2a40020bb38c11cb97c0020c548c815c801c73cb85c0020bcf4ace00020c778c1c4d558b2940020b3700020ac00c7a50020c801d569d55c002000410064006f0062006500200050004400460020bb38c11cb97c0020c791c131d569b2c8b2e4002e0020c774b807ac8c0020c791c131b41c00200050004400460020bb38c11cb2940020004100630072006f0062006100740020bc0f002000410064006f00620065002000520065006100640065007200200035002e00300020c774c0c1c5d0c11c0020c5f40020c2180020c788c2b5b2c8b2e4002e>
    /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 5.0 en hoger.)
    /NOR <>
    /PTB <>
    /SUO <>
    /SVE <>
    /ENU (Use these settings to create Adobe PDF documents suitable for reliable viewing and printing of business documents.  Created PDF documents can be opened with Acrobat and Adobe Reader 5.0 and later.)
    /ENG ()
  >>
>> setdistillerparams
<<
  /HWResolution [600 600]
  /PageSize [595.276 779.528]
>> setpagedevice


