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Synthesis and Characterization of Novel Schiff Base Macrocyclic
Compounds of 1,3,5-Triazine

Li, Xiaoan Hua, Chengwen™ Gou, Xiaofeng Zhao, Junlong Chen, Bang

(Key Laboratory of Synthetic and Natural Functional Molecule Chemistry (Ministry of Education),
College of Chemistry and Materials Science, Northwest University, Xi'an 710069)

Abstract Several novel Schiff base macrocyclic compounds of 1,3,5-triazine were synthesized from cyanuric chloride, di-
ethylamine, vanillin, o-phenylenediamine, p-phenylenediamine, benzidine, 4,4'-diamino-ether, 4,4'-diamino-diphenyl methane
by substitution and cyclization, and their structures were characterized by 'H NMR, IR, ESI/MS techniques and elemental
analysis. The studies on the UV-Vis absorption spectroscopies show that Schiff base 3b has a selective recognition for Cu®*,

and 3a, 3¢ for Fe*™.
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Scheme 1

IHEFE, SREEN 3 h, (51N, S NI aEfS ot
VSRR, BB 200 mL /Kb, E SR, SR1E
R . Hhk s, B, 3 375 g 1, U
85.2%. m.p. 78~79 ‘C; 'H NMR (CDCls, 400 MHz) o:
1.22 (t, J=17.1 Hz, 6H), 3.63 (q, J=7.1 Hz, 4H); IR (KBr)
v: 2959 (CHs), 2874 (CH,), 1586, 1475, 1379( =M 1)1
BIREND), 1226 (C—N—C), 790 (C—CI) cm™'. Anal.
calcd for C;H,(CILN, C 38.03, H 4.56, N 25.34; found C
38.08, H 4.60, N 25.28.
122 2-=CH-4,6-=(-F 8 -4-B A KAL)
1,3,5- =% (2)4) 5 A%,

£E 250 mL H DA 2.2 g (0.01 mol)fb &4 1,
3.04 g (0.02 mol) i, 2.76 g (0.02 mol) /K TRIRAN,
2 130 mL 1,4-—Z0NFR. IR N VY, R R K18
EVEMAR. TLC MF N ERE, 24 h JE {1k e b, #hijgfs
HIE B IR, WIEART 1L4-E NI, H
ToK CEEE LS, 18 3.5 ¢ AR A 2, P2
89.7%. m.p. 132~133 “C; '"H NMR (CDCls, 400 MHz) ¢:
1.02 (t, J=7.0 Hz, 6H), 3.38 (q, J=7.0 Hz, 4H), 3.85 (s,
6H), 7.26~7.28 (m, 2H), 7.30 (s, 2H), 7.45~7.46 (m,
2H), 9.94 (s, 2H); IR (KBr) v: 2975, 2936 (CH3), 2828
(CH,), 1695 (CHO), 1600, 1500, 1384, 131835 FFF1 =1
ISR B W), 1024 (C—O0—C M4k 3h),
812, 718 cm . Anal. caled for CpHouN,Of C 61.05, H
5.35,N 12.38; found C 61.12, H 5.30, N 12.33.
1.2.3  #HA =% KBRS 3a 496K

Z£ 100 mL = FRFF A 0.452 g (0.001 mol)fk &4
2 F120 mL JG/K I, No OR3P, [RIADIRAS T Hde. 12080
J110.108 g (0.001 mol)4B4< —JfgFll 15 mL Jo/K HREIH
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W, DI 30 min Vi ER. W ST SO IRAR A s (AR,
TLC W45 SN, ARSEFEEE 4 h BT [ W 205, Tug,
HE, Ol RN ERET, 1530 0.18 g Al {4 3a,
P 34.4%. mp. 178~180 C; 'H NMR (CDCl;, 400
MHz) d: 1.23 (t, J=7.3 Hz, 12H), 3.37 (q, J=7.3 Hz, 8H),
3.79 (s, 12H), 6.92~6.94 (m, 4H), 6.97 (s, 4H), 7.17~
7.21 (m, 4H), 7.82~7.84 (m, 8H), 8.38 (s, 4H); IR (KBr)
v: 2968 (CH3), 2933 (CH,), 1591 (C=N), 1500, 1458,
1375(75 BRI = R R B4R 2 A8 B ), 1205 (C—N—C
IR BIRIL), 1028 (C—O—C HIH4EHRS)), 741 CRIRH
A7 B )em ™! ESUMS m/z: 1049.4347 (M+H)". Anal.
calcd for CsgHs¢N 205 C 66.40, H 5.38, N 16.02; found C
66.36, H 5.33, N 16.05.

(R AR IS R LA 3b, IR ERR, Fo2
40.2%. m.p.>300 °‘C; "H NMR (CDCls, 400 MHz) 8: 1.25
(t, J=8.0 Hz, 12H), 3.37 (g, J=8.0 Hz, 8H), 3.69 (s, 12H),
6.91~6.93 (m, 4H), 6.99 (s, 4H), 7.11~7.13 (m, 4H),
7.31~7.33 (m, 8H), 8.25 (s, 4H); IR (KBr) v: 2971, 2935
(CH3), 2870 (CH,), 1591 (C=N), 1503, 1459, 1380(35 ¥
F = BRI SR A8 BRI, 1212 (C—N—C [HE )
150), 1029 (C—O—C MH4EHRS)), 810CKIA X7 HLAR)
cm '; ESI/MS m/z: 1049.4456 (M-+H)". Anal. calcd for
CssHseN1,0g: C 66.40, H 5.38, N 16.02; found C 66.45, H
5.29, N 16.09.

[FEAIRE RIS 3e, AR, 7%
52.1%. m.p.>>300 ‘C; "H NMR (CDCls, 400 MHz) 6: 1.29
(t, J=8.0 Hz, 12H), 3.41 (q, J=8.0 Hz, 8H), 3.77 (s, 12H),
6.96~7.00 (m, 4H), 7.04 (s, 4H), 7.07~7.09 (m, 4H),
7.42~7.46 (m, 16H), 8.32 (s, 4H); IR (KBr) v: 2969, 2933
(CH3), 2867 (CH,), 1588 (C=N), 1502, 1458, 1374(35
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=R IR 284 2 A2 B W), 1211 (C—N—C 3%
152), 1028 (C—O—C HIH4aHR2)), 856K HIXF A7 HLAR)
ecm '; ESUMS m/z: 1201.5046 (M+H)". Anal. calcd for
CroHeN1,05: C 69.98, H 5.37, N 13.99; found C 69.94, H
5.43,N 13.95.

AR R R E ) 3d, HRIEEN R, 723
45.2%. m.p. 216~217 “C; "H NMR (CDCl;, 400 MHz) §:
1.28 (t, J=7.5 Hz, 12H), 3.39 (q, J=7.5 Hz, 8H), 3.74 (s,
12H), 6.85~6.87 (m, 4H), 6.97 (s, 4H), 7.01~7.04 (m,
4H), 7.44~7.46 (m, 16H), 8.27 (s, 4H); IR (KBr) v: 2966,
2931 (CHj), 2864 (CH,), 1587 (C=N), 1497, 1458,
1373 (55 A =R Il 28 5 A8 B W), 1207 (C—N—C
ARSI, 1028 (C—O—C HI{HZEHES)), 834, 806(K
G EUR) em™'; ESUMS m/z: 1233.4882 (M+H)".
Anal. caled for C,oHggN,Oy: C 68.17, H 523, N 13.63;
found C 68.21, H 5.25, N 13.58.

A KR KA &) 3e, MR EOM R, F7%
43.6%. m.p.194~195 ‘C; '"H NMR (CDCls, 400 MHz)
1.26 (t, J=7.5 Hz, 12H), 3.39 (q, J=7.5 Hz, 8H), 3.73 (s,
12H), 3.76 (s, 4H), 6.94~6.96 (m, 4H), 7.14 (s, 4H),
7.17~7.19 (m, 4H), 7.44~7.46 (m, 16H), 8.27 (s, 4H); IR
(KBr) v: 2967 (CHj), 2868 (CH,), 1588 (C=N), 1500,
1459, 1375(7% ¥8 A1 = s FRF 404k 2 28 & W i), 1208
(C—N—C RSN, 1027 (C—O0—C IH4EHRS)),
806( 7K I ) % A7 BUAL Yem ™ '; ESUMS m/z: 1229.5359
(M+H)". Anal. calcd for C7,HggN,0g: C 70.34, H 5.58, N
13.67; found C 70.29, H 5.60, N 13.71.
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S MAEI 1 mL 52 & 3a~3e [¥) CHCL; #3(1X 10
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Figure 1 UV-vis absorption spectra of 3a, 3b, 3¢ in the presence of various metal ions
3 i 252)
(d) Song, Y.-M.; Zhang, Y.-M.; Ma, X.-X.; Zhu, Z.-L.; Xu, J.-P;
ZIKI%ﬂﬂ _%% % EI/‘J Ejﬁé‘ﬁk/ﬁ A [2 + 2] %’a\ E/‘]ﬁ Liu, J.-W. Acta Chim. Sinica 2011, 69, 1347 (in Chinese).
C - i A s CRER, KM, DRV KPR, VPRI, XBE, /L3340,
iﬁ, H&T#ﬁ?ﬁimﬁgﬂiﬁﬁkm'f’tm%, ;FXUL b'ﬂ]lﬁ 2011, 69, 1347.)
AT T 3RAL. %ﬂ‘MHLﬁéﬁ%ﬁ%, JEE R KER 3b %) Cu2+, (e) Leung, D. H.; Bergman, R. G;; Raymond, K. N. J. 4m. Chem.
BT Soc. 2007, 129, 2746.
3a. 3¢ X Fe’ " iHGITEH. s
| 1% Ajj”/'zﬁﬁ [4] (a) Guerrierop, V. P. A.; Fenton, D, E. Acta Chem. Scand. 1992, 46,
1025.
References (b) Busch, D. H.; Vance, A. L.; Kolchinski, A. G. In Comprehensive
[1] (a) Daniel, G R.; Ludger, A. W. J. Am. Chem. Soc. 2009, 131(10), Supramolecular Chemistry, Pergamon, New York, 1996, Vol. 9, pp.
3721. 1~42.
(b) Terence, K. M. L.; Zhu, N. Y.; Vivian, W. W. Y. J. Am. Chem (c) Leeland, J. W.; White, F. J.; Love, J. B. J. Am. Chem. Soc. 2011,
Soc. 2010, 132, 17646, 133,7320. , .
() Jaeduk, Y.; Youngmee, K.; Sung, J. K.; Chang, H. L. Chem. (d) Martinez, A.; Hemmert, C.; Loup, C.; Barré¢, G.; Meunier, B. J.
Commun. 2010, 46, 5449. Org. Chem. 2006, 71, 1449. N
[2] Pilkington, N. H.; Robson, R. Aust. J. Chem. 1970, 23, 2225. [5] (a) Marta, E. A.; Gloria, M.; Nino, R.; Emilia, S. Chem. Commun.
[3] (a) Ma, C. T. L.; MacLachlan, M. J. Angew. Chem., Int. Ed. 2005, 2010, 46, 5894.
44,4178 (b) Lowik, D. W. P.; Lowe, C. R. J. Org. Chem. 2001, 2825.
(b) Zheng, X. L.; Jones, C. W.; Weck, M. J. Am. Chem. Soc. 2007, (c) Wang, M. X.; Yang, H. B. J. Am. Chem. Soc. 2004, 126, 15412.
1291105 (d) Lv, G-H.; Hua, C.-W.; Gou, X.-F.; Liu, Y.-F. Chin. J. Org.
(¢) Yuan, Z.-L.; Hu, Q.-H.; Wu, Q.; Zhang, M.-Q.; Zhu, B.-X. Chin. Chem. 2010, 30, 745 (in Chinese). )
J. Org. Chem. 2009, 29, 279 (in Chinesc). (B4R, TERC, RN, IR, A HULE, 2010, 30, 745.)
GRVER), WIIRAL, REK, KR, K%, AAILE, 2009, 29,
(Li,L.)
942 http://sioc-journal.cn/ © 2012 Chinese Chemical Society & SIOC, CAS Chin. J. Org. Chem. 2012, 32, 939~942




<<
  /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


