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Two New Pimarane-Type Diterpenes from the
Metabolites of Xylaria sp. 290
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Abstract Two new pimarane-type diterpenes, xylarianes A (1) and B (2), were isolated from the crude extract of the fungus
Xylaria sp. 290 along with one known compound of 16-hydroxy-isopimar-7-en-19-oic acid (3). The chemical structures of 1~
3 were elucidated by spectroscopic methods including 1D-NMR and 2D-NMR experiments and HR-ESIMS. The antitumor
assay of compounds 1~3 showed that they have no activities.
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Figure 1 The chemical structures of compounds 1~3
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BHLLS
F1 LAY 12 () '"HNMR F1 PC NMR $#(600/150 MHz)
Table 1 '"HNMR and "*C NMR data for compounds 1 and 2 (600/150 MHz)
Position : 1 [(CD3),CO] _ : 2 (CDCly) _
H NMR C NMR H NMR "C NMR
1 1.07~1.12 (m) 39.7 (1) 1.03~1.07 (m) 39.8 (1)
1.86~1.91 (m) 1.87~1.90 (m)
2 1.41~1.46 (m) 19.6 (t) 1.46~1.49 (m) 19.6 (t)
1.99 (dt, J=13.6, 3.3 Hz) 1.86~1.89 (m)
3 1.05~1.11 (m) 38.2 (1) 1.05~1.09 (m) 38.1 (1)
2.11~2.17 (m) 2.16~2.19 (m)
4 — 43.2 (s) — 437 (s)
5 1.35 (dd, J=12.1, 4.2 Hz) 51.3 (d) 1.36~1.41 (m) 51.6 (d)
6 2.48 (t,J=17.9 Hz) 243 (1) 2.44 (t,J=16.2 Hz) 243 (1)
2.14~2.17 (m) 2.14~2.18 (m)
7 5.34~5.37 (m) 121.0 (d) 5.39~5.42 (m) 121.9 (d)
8 — 135.1 (s) — 134.0 (s)
9 1.66~1.71 (m) 51.6 (d) 1.65~1.70 (m) 51.5 (d)
10 — 35.6 (s) — 35.9 (s)
11 1.26~1.30 (m) 20.8 (1) 1.29~1.33 (m) 20.4 (1)
1.55~1.58 (m) 1.56~1.60 (m)
12 1.51~1.54 (m) 37.1 (1) 1.30~1.35 (m) 33.3 (1)
1.22~1.28 (m)
13 — 32.8(s) — 36.6 (s)
14 1.90 (brs) 47.3 (1) 1.94 (br. d, J=11.7 Hz) 42.7 (1)
2.05 (dd, /=11.7, 2.4 Hz)
15 1.46 (t, J=17.7 Hz) 47.7 (t) 3.67 (t,J=17.8 Hz) 84.4 (d)
16 3.64 (t,J=8.4 Hz) 58.0 (1) 3.84 (t,J=7.8 Hz) 65.2 (1)
3.73 (t, J=7.8 Hz)
17 0.79 (s) 21.2(q) 0.77 (s) 17.3 (q)
18 1.21 (s) 29.4 (q) 1.27 (s) 29.1 (q)
19 — 178.0 (s) — 178.0 (s)
20 0.80 (s) 13.8 (q) 0.77 (s) 14.3 (q)
21 — — 5.05 (s) 95.5 (1)
4.81 (s)

3.2 ZWHE

K PDA “FHL(TH44 % 200 g/L, HIZHE 20 g/L, 3%
JIE 15 g/L, EAR pH)TE Ak B I 290 J5, HOA i b1 22 3 2 3]
300 mL PDB AR5 783 28 'C 160 #4354k 5 d. Bk
Ja R TIR 5%56 823 PDB KR 7R3 (25 L) 28 C
FHERIE4NH. 25 L KRB ZS It i85 45 CHk
ERARL 2 L, IMAERB LR CERAEI 3 K, GIFH
HUAH 45 CUb KR40 75

JIAMEEAI(13.5 @) AT IRANFEN AT JZ 4T (RP-18 145
g, NNA-/KBEELEN), fEI4L 5 1~14. 415> 3 (4.39 g)
LRI RY M (Sephadex LH-20 140 g, HIWE SR, 735
H 7y 3A~3H. 447 3A (250 mg) & Bt IR FE 2 B
(Sephadex LH-20 140 g, FFEEVEN0) A IEARRE R AE JE AT
[200 mg, V(A k) @ V(NI =50 @ 1]5546E% 1 (3
mg). 417 3B (2.71 g)& &R A2 HT(Sephadex LH-20
140 g, WREUEI), SORREREE ZHT(RP-18 30 g, 24% A
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i — 7K W 1) A1 LE AR A AR JZ AT [100 mg, V(A1 i)
V(IAED)=100 : 117546&4 2 (1 mg). 414 4 (2.51 )&
W KR M (Sephadex LH-20 140 g, F S ) A S A A
KA JEHT(RP-18 30 g, 30%A-/K V) Hikad 3 (1
mg).

K MTT (L AP PUIR G . 4w 2
YN Hela Hll 5 40 M B, 40 b o1 20O B 52
I A 6X 10*~1X 10°A/mL. £ 96 FLH H #Rh 41
Jd, BFSL 80 uL; F3ia 2 ANJCA AL 80 pL Hi IR
O RRSLH TAGER . MG 96 fLIVE T 5%
CO, MEEFRFI 37 CHEFE24 h, FHINA 20 pL B TR
PR UF A TR, PHMES AL N 20 pL %A
(100 pg/mL), BHPEXTHEFLANZS (0 BFLAS I 20 pL K5 5%
W REEFE 72 hJE, BALIN 10 uL 1 5 mg/mL MTT,
37 C&M 3 h JEAALIN 100 uL ¥ 10% SDS-0.01
mol/L HCl ¥ 5. B br A bb g e (e P 595
nm).
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4 Bi#4 L (Supporting Information) k&4 1~3 (1) 'H
NMR, "*C NMR, HSQC, HMBC, 'H-'H COSY #1 ROESY
T L IX PR AT LL A B AT 199 3k (http://sioc-journal.
en/) B A

References

(1

[2]

(31

(4]

[3]

Chin. J. Org. Chem. 2013, 33, 2618~2621

Singh, S. B.; Zink, D.; Polishook, J.; Valentino, D.; Shafiee, A.;
Silverman, K.; Felock, P.; Teran, A.; Vilella, D.; Hazuda, D. J.;
Lingham, R. B. Tetrahedron Lett. 1999, 40, 8775.

Jang, Y. W.; Lee, I. K.; Kim, Y. S.; Lee, S.; Lee, H. J.; Yu, S. H;;
Yun, B. S. J. Antibiot. 2007, 60, 696.

Boonphong, S.; Kittakoop, P.; Isaka, M.; Pittayakhajonwut, D.;
Tanticharoen, M.; Thebtaranonth, Y. J. Nat. Prod. 2001, 64, 965.
Wu, W.; Dai, H.; Bao, L.; Ren, B.; Lu, J.; Luo, Y.; Guo, L.; Zhang,
L.; Liu, H. J. Nat. Prod. 2011, 74, 1303.

Shiono, Y.; Motoki, S.; Koseki, T.; Murayama, T.; Tojima, M.;

(6]

(7]

(8]

(9]
[10]

[11]
[12]

[13]

© 2013 Chinese Chemical Society & SIOC, CAS

NOTE
Kimura, K. Phytochemistry 2009, 70, 935.

Lin, Y.; Wu, X.; Feng, S.; Jiang, G.; Luo, J.; Zhou, S.; Vrijmoed, L.
L.; Jones, E. B.; Krohn, K.; Steingrover, K.; Zsila, F. J. Org. Chem.
2001, 66, 6252.

Tansuwan, S.; Pornpakakul, S.; Roengsumran, S.; Petsom, A.;
Muangsin, N.; Sihanonta, P.; Chaichit, N. J. Nat. Prod. 2007, 70,
1620.

Li, Y.; Lu, C.; Huang, Y.; Li, Y.; Shen, Y. Rec. Nat. Prod. 2012, 6,
121.

Li, Y.; Hu, Z.; Shen, Y. Nat. Prod. Commun. 2011, 6, 1843.

Hu, Z.; Li, Y.; Lu, C.; Lin, T.; Hu, P.; Shen, Y. Helv. Chim. Acta
2010, 93, 925.

Li, Y.; Hu, Z.; Lu, C.; Shen, Y. Helv. Chim. Acta 2010, 93, 796.
Hu, Z.; Li, Y.; Huang, Y.; Su, W.; Shen, Y. Helv. Chim. Acta 2008,
91, 46.

Borgschultea, K.; Rebuffat, S.; Trowitzsch-Kienast, W.;
Schomburg, D.; Pinon, J.; Bodo, B. Tetrahedron 1991, 47, 8351.

(Lu, Y.)

2621

http://sioc-journal.cn/




<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /None
  /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 /Error
  /CompatibilityLevel 1.4
  /CompressObjects /Tags
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJobTicket false
  /DefaultRenderingIntent /Default
  /DetectBlends true
  /DetectCurves 0.0000
  /ColorConversionStrategy /CMYK
  /DoThumbnails false
  /EmbedAllFonts true
  /EmbedOpenType false
  /ParseICCProfilesInComments 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
  /PreserveDICMYKValues true
  /PreserveEPSInfo true
  /PreserveFlatness true
  /PreserveHalftoneInfo false
  /PreserveOPIComments true
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts true
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Preserve
  /UsePrologue false
  /ColorSettingsFile ()
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /CropColorImages true
  /ColorImageMinResolution 300
  /ColorImageMinResolutionPolicy /OK
  /DownsampleColorImages true
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 600
  /ColorImageDepth -1
  /ColorImageMinDownsampleDepth 1
  /ColorImageDownsampleThreshold 1.50000
  /EncodeColorImages true
  /ColorImageFilter /DCTEncode
  /AutoFilterColorImages true
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /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
  /CropGrayImages true
  /GrayImageMinResolution 300
  /GrayImageMinResolutionPolicy /OK
  /DownsampleGrayImages true
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 600
  /GrayImageDepth -1
  /GrayImageMinDownsampleDepth 2
  /GrayImageDownsampleThreshold 1.50000
  /EncodeGrayImages true
  /GrayImageFilter /DCTEncode
  /AutoFilterGrayImages true
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /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
  /CropMonoImages true
  /MonoImageMinResolution 1200
  /MonoImageMinResolutionPolicy /OK
  /DownsampleMonoImages true
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 1200
  /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 <<
    /CHT <FEFF4f7f752890194e9b8a2d7f6e5efa7acb7684002000410064006f006200650020005000440046002065874ef69069752865bc9ad854c18cea76845370524d5370523786557406300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200035002e003000204ee553ca66f49ad87248672c4f86958b555f5df25efa7acb76840020005000440046002065874ef63002>
    /DAN <>
    /DEU <>
    /ESP <>
    /FRA <>
    /ITA <>
    /JPN <FEFF9ad854c18cea306a30d730ea30d730ec30b951fa529b7528002000410064006f0062006500200050004400460020658766f8306e4f5c6210306b4f7f75283057307e305930023053306e8a2d5b9a30674f5c62103055308c305f0020005000440046002030d530a130a430eb306f3001004100630072006f0062006100740020304a30883073002000410064006f00620065002000520065006100640065007200200035002e003000204ee5964d3067958b304f30533068304c3067304d307e305930023053306e8a2d5b9a306b306f30d530a930f330c8306e57cb30818fbc307f304c5fc59808306730593002>
    /KOR <FEFFc7740020c124c815c7440020c0acc6a9d558c5ec0020ace0d488c9c80020c2dcd5d80020c778c1c4c5d00020ac00c7a50020c801d569d55c002000410064006f0062006500200050004400460020bb38c11cb97c0020c791c131d569b2c8b2e4002e0020c774b807ac8c0020c791c131b41c00200050004400460020bb38c11cb2940020004100630072006f0062006100740020bc0f002000410064006f00620065002000520065006100640065007200200035002e00300020c774c0c1c5d0c11c0020c5f40020c2180020c788c2b5b2c8b2e4002e>
    /NLD (Gebruik deze instellingen om Adobe PDF-documenten te maken die zijn geoptimaliseerd voor prepress-afdrukken van hoge kwaliteit. 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 best suited for high-quality prepress printing.  Created PDF documents can be opened with Acrobat and Adobe Reader 5.0 and later.)
    /CHS <FEFF4f7f75288fd94e9b8bbe5b9a521b5efa7684002000410064006f006200650020005000440046002065876863900275284e8e9ad88d2891cf76845370524d53705237300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200035002e003000204ee553ca66f49ad87248672c676562535f00521b5efa768400200050004400460020658768633002>
  >>
  /Namespace [
    (Adobe)
    (Common)
    (1.0)
  ]
  /OtherNamespaces [
    <<
      /AsReaderSpreads false
      /CropImagesToFrames true
      /ErrorControl /WarnAndContinue
      /FlattenerIgnoreSpreadOverrides false
      /IncludeGuidesGrids false
      /IncludeNonPrinting false
      /IncludeSlug false
      /Namespace [
        (Adobe)
        (InDesign)
        (4.0)
      ]
      /OmitPlacedBitmaps false
      /OmitPlacedEPS false
      /OmitPlacedPDF false
      /SimulateOverprint /Legacy
    >>
    <<
      /AddBleedMarks false
      /AddColorBars false
      /AddCropMarks false
      /AddPageInfo false
      /AddRegMarks false
      /ConvertColors /ConvertToCMYK
      /DestinationProfileName ()
      /DestinationProfileSelector /DocumentCMYK
      /Downsample16BitImages true
      /FlattenerPreset <<
        /PresetSelector /MediumResolution
      >>
      /FormElements false
      /GenerateStructure false
      /IncludeBookmarks false
      /IncludeHyperlinks false
      /IncludeInteractive false
      /IncludeLayers false
      /IncludeProfiles false
      /MultimediaHandling /UseObjectSettings
      /Namespace [
        (Adobe)
        (CreativeSuite)
        (2.0)
      ]
      /PDFXOutputIntentProfileSelector /DocumentCMYK
      /PreserveEditing true
      /UntaggedCMYKHandling /LeaveUntagged
      /UntaggedRGBHandling /UseDocumentProfile
      /UseDocumentBleed false
    >>
  ]
>> setdistillerparams
<<
  /HWResolution [2400 2400]
  /PageSize [612.000 792.000]
>> setpagedevice


