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CHHTE3 U OKHUCJ/IUMTEJIBHAA APOMATHU3AIUA
5S-AHETWJI-6-METWJI-4-OEHNJI-2-ITAAHUMMHO-1,2,3,4-TETPAT'HJIPO-
IIMPUMHUINHA ITOJ JEUCTBHUEM JIUOKCHUJA MAPIAHIA

OcymecTBieH CHHTE3 S-aeTmiI-6-MeT-4-(peHm-2-1manuMuHo- 1,2,3 4-TeTparugpo-
nupuMuanHa peaknueil  N-[(To3wn)(permwn)meTtni]-N'-naHOTyaHHIUHA C  aleTHII-
alleTOHOM B  NPUCYTCTBUM THApPHIA HATpUs C  IOCIEAYIOMIEH  KHUCIOTHO
KaTalu3upyeMon JeruapaTanueit IIOJIy4E€HHOI'O 2-UMuHO-4-
THIPOKCUTEKCaruIpOHPUMHIIIHA. Nzyuena OKHCIIHUTENbHAS apoOMaTH3aLHS
CHHTE3UPOBAHHOTO TETPATHAPONUPUMHUINHA TOA AEH-CTBHEM [IMOKCHAA MaprasIa.
[TokazaHo, YTO B 3aBUCHMOCTH OT TEMIIEPATYPhl PEAKLUH €€ NPOJYKTaMHU SBISIOTCS
6o S-aneTwi-2-kapOaMOMIaMUHO-4-MeTHII-6- (e HWIITUPU-MUIUH, MO0 2-aMHUHO-5-
aneTHiI-4-MeTHII-0- O SHIIIUPUMHIIH, JTHOO UX CMECH.

KioueBble ciioBa: 2-aMUHONMUPUMUAWHBI, JUOKCHI MapraHua, 2-UMHUHO-1,2-
JUTHIIPO- MTUPUMHIAHBL, 2-uMuHO- 1,23 ,4-TeTparuIponupUMIIAHEI,
TYaHUAWHOATKMIMPOBAHIE, OKUCIUTEIFHAS apOMaTH3aLIHs.

2-AMUHOIUPUMUIUHBL U TayTOMEpPHbIE UM 2-UMHHO-1,2-TUTrUAPONIUpPU-
MUHMHBI, ONarojaps WMEIOIIUMCS HaJeKHBIM METOJaM WX MOJydYeHWUs, sSBIS-
IOTCS TaBHO M3BECTHBIM M XOPOIIO U3yYEHHBIM KJIACCOM TE€TEPOIUKIMYECKUX
coenuHeHuit [1, 2]. B To ke Bpems ux S-auuia3aMelICHHbIE HCCIEIOBAHBI B
3HAYUTETbHO MeHbIIed creneHd. Cremyer OTMETHTh, 4YTO TIOCIETHHE
COCIMHEHHS TPENICTABISAIOT 3HAYUTEIBHBI HMHTEpPEC B CBSA3M C TEM, YTO
HEIaBHO W3 MOPCKUX TYOOK OBUTH BBIICICHBI AIKAIOWIBI, COAEpIKalIie
MONOOHBIA WM CTPYKTYPHBIM (parMeHT W oOjamaronipe pa3HooOpa3HOM
OMOJIOTHYECKON aKTHMBHOCTBIO [3, 4]. Bbicokas OwWonormdeckas aKTHBHOCTB
ObUTa OOHApyXeHa TakXKe B PANY CHHTETUYECKHX TpEeJCTaBUTENeH 2-aMHUHO-5-
AWINUPUMUIUHOB U S-allUj-2-UMUHOAUTUAPONUPUMUIUHOB [5—7]. U3BecT-
HBIMH METOJJaMV CUHTE3a YKa3aHHBIX COCIMHEHHI SBISIOTCS KoHAeHcanus (C—
C—C + N-C-N)-tuna [5, 6, 8, 9], peakus 1,2-TuruaponpuMUInH-2-0HOB C
amupHamu [10], a Takke OKHUCIMTENIbHAs apoMaru3auus 2-amMuHo-1,4-1u-
TUApONUpUMUIKHOB [11] ¢ ucnons3oBaHuEeM B KauecTBe okuciautensa ~-BuOOH
B mpucytctBun CuCl,. Ilouck HOBBIX Oonee 3(()EKTUBHBIX peareHTOB LIS
apoMaTH3aluu 2-aMHHO-S5-aIwi- | ,4-TUTHIPONUPUMUIMHOB UK UX TayTOMEPOB
MPEJICTABIIIETCS BechbMa Ileiecoo0pasHbiM. Cpean OOJBIIOTO  KOJIHMYECTBA
BO3MOXKHBIX OKHCIHTENEeH 0co00oe MecTo 3aHMMaeT IHUOKCH] MapraHIa,
coueTarImuid B cebe JOCTAaTOYHYIO aKTHBHOCTH C BBICOKOH CEIEKTHBHOCTBHIO
[12, 13] m yXe HCHOIB30BABIUMMCSA ISl apoMaTH3aluu 2-aMHHO-1,4-1u-
TUIPOITUPUMUMHOB, HE COJEpXKAIIUX AIEKTPOHOAKIIENTOPHBIX 3aMECTHTEICH
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B mosioxkeHu® 5 [9]. B HacTosimiel paboTe omucaHbl CHHTE3 S-alleTHI-0-MEeTHII-
4-pennn-2-unanumuno-1,2,3,4-rerparuaponupumuauia (1) ¥ ero OoKHCIH-
TeJIbHasi apoMaTh3alus NoJ JeHCTBUEM JUOKCHIa MapraHia.

Panee mamu Obu1 paspaboraH ymoOHBIA OOMIMH METOM MONYYSHUS S-aluil-
1,2,3,4-TeTparuJponupuMHINH-2-0OHOB(THOHOB), ~OCHOBAaHHBIH Ha pPEaKIHUU
0~-TO3WII3aMEIIEHHBIX (THO)MOYEBHH C CHONATAMHU 1,3-THKapOOHMIBHBIX COCITH-
HEHUU W TIOCTEAYIOImIeH IeruapaTariiid 0O0pas3yomuXxcs S-ammi-4-THapOoKCH-
reKCaruApOTTUPUMHATAH-2-0HOB(THOHOB) [14, 15]. AHaNOTHYHBIN MOIXO MBI
WCTIOTB30BAIM B HACTOSIIEH paboTe s cnHTe3a nupuMuuHa 1.

Wcxonmubrit N-[(To3mn)(dhennn)metwn |-N'-nimanoryanuaud (2) ObLI TOTydeH
TPEXKOMIIOHCHTHOH KOHJeHcareil nmuanoryanuanaa (3) ¢ OeH3aIbIeruaoM 1
n-TONYOJICYIh(OUHOBOM KUCIOTOH (4) B BOJIC IPH KOMHATHOM TEMIIEpaType.
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Crnenyer OTMETUTH, YTO, B OTJIMYHME OT paHee OMHCAHHOTO HaMHU B3aWMO-
NECWCTBHS [MAHOTYaHUIMHA C alM(paTHIeCKUMH allbJeTuAaMu U CyJIb(pUHOBOI
kucinoroir 4 (Boma, 20 °C, 2—4 cyT), € BBIXOJBl CIEKTPAIBHO YHCTHIX
MPOIYKTOB KOHACHCAMH cocTaBsumn 63-94% [16], aHamoruyHas peakifus
c OeHzanpaeruaoM 4 mpoTeKala 3HAYUTEIHHO MEJIEHHee M He JOXOIWiIa 0
KOHIIa. BbIJIeNIeHHbIN U3 PEaKIMOHHON cMecH depe3 7 CyT MPOAYKT, COIJIACHO
naHEbIM crektpa SIMP 'H, mpencTaBisn coGoii cMech TyaHMIMHA 2 U CyJlb-
¢buHoBO# KHCIOTH 4 B cooTHomieHUHn 49:51. IIONBITKH yBEIHMYUTH BBIXOH H
YHCTOTY COCJUHEHHs 2 TyTeM IpOBEIEHHsS KOHACHCAIMM B BOJE Ipu Oolee
BBICOKOH Temmeparype (65 °C) uiam mpu KOMHATHOM TeMIeparype B APYTHUX
pacTBOpHUTENSIX (AETOHUTPWI, STHIALETAT, YKCyCHas KHCIOTa, MypaBbHUHAs
KHCJIOTa) K ycmexy He mnpuBend. [locime NpoMBIBaHHUS TOJYHYEHHOW CMeECH
TyaHHIIMHA 2 ¥ KUCJIOTHI 4 HACHIIIEHHBIM BOTHBIM pacTBopoM NaHCO; yaanocs
MOJTyYUTh MPOJYKT 2 B CHEKTPaIbHO YHCTOM BUIE C BBIXOAOM 28%.
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Hamu mnokaszaHo, 4TO peakuus COEIWHEHHS 2 C HaTPUEBBIM EHOJIATOM
alleTUJaleToHa, TeHepUPOBaHHBIM 00paboTKOi anerunamneTroHa (5) ruapuaoMm
HaTpus B 0€3BOJAHOM alleTOHUTPHIIE, IPU KOMHATHON TeMIIepaType B TeueHHE
749 30 MUH TIpUBOAUT K 00pa3oBaHMIO C BBIXOIOM 84% cmecu aByx (92:8)
IracTepeoMepoB 4-ruapoKcH-2-MaHIMHHOTeKcaruaponupumuanaa (6). Cre-
JIyET OTMETUTb, YTO, COTJIACHO JaHHBIM criekTpa SIMP IH, 00a m3omMepa UMeroT
OJIMHAKOBYIO OTHOCHTENBHYIO KOH(UTrypaluio xupainbHbix aromoB C-5 u C-6
uB pactBope B JIMCO-ds HaxomsTcs B KOH(GOpPMAalMU C 3KBATOPHAIBHBIM
pacronoXeHneM 3aMecTUTeNel mpu 3Tux atomax (Js coctapmster 12.0 u 10.8 I'rg
JUIA TJIABHOTO M MHUHOPHOTO HM30MEPOB COOTBETCTBEHHO). OYEBHIIHO, YTO ITH
M30MepHI pa3InyaroTcsi KoH(UTypanuel Juip xupaiabHoro aromMa C-4. Takum
0o0pa3oM, MOXKHO cJIeNaTh 3aKII0UEHHE, YTO 3aMEeUIeHHE TO3WJIBHOW TpYIIIBI
B cynb(poHEe 2 MOJ JefCTBHEM EHOJATa alleTHIIalleTOHA MPOTEKAaeT C TOJIHOM
JacTepeoceeKTUBHOCTHIO. [1oydeHHBIN pU 3TOM MPOAYKT T'yaHUIUHOAIKHU-
JUpPOBaHUS 7 B pe3yJbTaTe CaMONPOM3BOJIBHON TeTepOLMKIU3alUN Jajiee
MpEeBpAaIaeTCs B CMECh AUACTEPEOMEPOB COeTMHEHHUS 6.

lMunpoxkcunmupuMUINH 6 JeTKO MoABepraeTcs AerHIpaTaluil Ipy KUIITYEHIH
B arleToHUTpuiIe B Tedenue 1 4 15 muH B npucytctBuu 0.1 9KB. n-Tomyoncyibdo-
KHCJIOTBI, ¥ TIPU 3TOM € BBIXoJ0M 91% o0pasyercst TeTparuapornupumunnt 1.
OKHCIUTENBbHYIO apOMAaTH3aLUI0 MOCTEeIHEro MBI MPOBOJIMIN MO JeiicTBHEM
JECATUKPATHOTO MOJILHOTO W30bITka MnO, NpH KHISYEHUH B Pa3TUYHBIX
pPacTBOPUTEISIX.
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[lpu sToM ObBUTO OOHAPYXKEHO, 4YTO PE3YNbTaT PEAKUUH 3aBUCHT OT
TEMIIepaTypsl KUIEHHS UCIONB3yeMoro pactBopurens (tabmuma). Tak,
kunsuenne nupumuauHa 1 1 MnO, B anerone (20 4) win B alleTOHUTPUIIC
(26 v) mpuBogur K N-kKapOamMoWI3aMEIIEHHOMY 2-aMUHOINUPUMHUIUHY 8
c BeixogaMu 73 u 56% cooTrBeTcTBeHHO. IIpu HCIONB30BaHUM B KadecTBE
pactBopuTens n-kcuinona (kumsdeHue, 26 4) ¢ Bbixogom 46% oOpasyercs
TOJIBKO 2-aMUHOMMPUMHIUH 9. HakoHel, B pe3yibTare KUISYEHHUS B TOILyOJIe
MOJTyyaeTcsl CMech MNUPUMHMIMHOB 8 W 9, cocTaB KOTOpOW 3aBUCUT OT
MPOJOJDKUTENBFHOCTH peakiyu (cM. Tabauiy). Crnemyer OTMETUTb, YTO BO BCEX
Cllydasx CpeAy BBIIACICHHBIX NMPOAYKTOB PEAKIMM OTCYTCTBOBAJ OXXHAAEMBIH
N-unano3zaMmenieHHbIi 2-uMuHO-1,2-guruaponupumuand 10.
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OxucinrenbHasd apoMaTu3anus Terparuaponupumuinna 1 noa aeiicrsuem 10 s3xs. MnO,

MoinbHoe Beixon
Ne PactBo- Temnepatypa Bpems
n/m puUTEeIb peaxuuy, °C peakuuu, 4 COOTHOICHHE THPHUMHIITHA
’ ’ 8:9* 8wm 9, %

1 Aneron 56 20 100: 0 73

2 AneToHuTpUI 78 26 100: 0 56

3 n-Keunon 144 26 0:100 46

4 Tonyon 115 7 78 :22 -

5 Tomyon 115 15 59:41 -

6 Tomyon 115 47 18:82 -

* ITo maumbiM criextpa SIMP 'H.

[Tomy4yeHHbIe pe3yabTaTHl MOXKHO OOBSICHUTH, MO-BUIAMMOMY, THIApaTalueh
[UAHOTPYNIBI B TIEPBOHAYAIBHO O0OpasylomeMcs TMpd  apoMaTH3aIluu
mupumuauae 10 B mpucytcrBuu MnO, moa AeHCTBHEM BOJBI, BBIIEISAIONICHCS
B X0JI¢ OKHCJICHUS, U BOABI, MPUCYTCTBYIOMIeH B MnO,. ['maponus ypenaHoro
(dbparMeHTa B TONYYAIOIIEMCS] MPH 3TOM COCAWMHEHUH 8 C TOCIeAYIOIHNM
JeKapOOKCHIIMPOBAaHUEM MPUBOIUT K UpuMuAnHy 9. He mckimtouena, ogHako,
BO3MOXKHOCTh 00pa3oBaHUS COCIUHECHUS 8 B pe3ylbTaTe MEepBOHAYAIBLHOMN
THApATAIliU  [MAHOTPYNIBI TeTparuaponupuMuauHa 1 ¢ [OCIeTyIoNuM
OKHCIJIGHHEM TIOJYYeHHOTo 2-uMHHO-N-kapbamomi-1,2,3,4-TeTparuaponupu-
muguHa. ClemyeT OTMETHTh, YTO B JIMTEPaType OIKMCAHO WCIIOIH30BAHUE
JTMOKCHUa MapraHIla B KAUeCTBE KaTaIn3aTopa TuapaTaiud HUTpioB [17].

CocTaB U CTpOEHHE CHHTE3MPOBAaHHBIX coenuHeHuit 1, 2, 6, 8, 9 moaTBep-
KICHBI pe3yJbTaTaMU 3JIEMEHTHOTO aHanmu3a W JaHnHeiMH MK crnektpos, a
take crnektpo SIMP 'H m "C. BaxHoil 0COGEHHOCTBIO HX CTPOCHHS,
CBS3aHHOU C HaJMYWEM HECHMMETPHUYHO JAM3aMEIICHHOIO (B COCAMHECHUSIX 2 U
9) unu TpusamerieHHoro (B coenuHeHusx 1, 6 u 8) ryanuannoBoro ¢parmenTa,
SIBJISIETCSI BO3MOYKHOCTE CYIIIECTBOBAHMS B TPEX aMHUHO-UMUHHBIX TayTOMEPHBIX
¢dbopmax. Ha ocHOBaHMM KBAaHTOBO-XMMHYECKHX PAaCUYE€TOB IOIYIMITHUPH-
yeckumu Metogamu AM1 u PM3 B mporpamme WinMopac (ver. 7.2) u
MeronoM PM6 B mporpamme Mopac2007 Hamu cAelaHO 3aKIIOYCHHE, YTO
TETPAruIPONMUPUMUINH 1 U reKCaruAPONTUPUMHUINH 6 CYIIECTBYIOT IIPEAIIOYTH-
TETFHO B BHJIE TayToMepa C DK30LUKINYECKON WMUHOTPYMIOW, a apoma-
THYECKHE THPUMUIUHBEI 8, 9 — B BuAe TayToMepa C DK3OIMKIHYECKON
AMUHOTPYMIIONA. DTOT BEIBOJI XOPOIIIO COTIACYETCS C TUTEPATYPHBIMU JTAHHBIMH
0 TIOJIO)KCHHHM YKAa3aHHOTO TAayTOMEPHOTO pAaBHOBECHUS B POJCTBEHHBIX
cucremax [18, 19].

Taxkum oOpa3oMm, Ha mpUMepe MONYUYEHHUsS TeTparuaponupumuanHa 1 Hamu
MIPEIOKEH HOBBIM METOJ CHHTE3a S-alliI3aMEeIICHHBIX MUPUMUIUH-2-aMUHOB,
BKJTIOYAIOIIIAN MOJIyYeHHE S-arun-2-npaHnumMuHo-1,2,3,4-
TETPAaruPONUPUMHIUHOB C UX MOCIEAYIOIIEH OKUCIUTEIBHOW apomMaTH3alnuen
MoJ ACMCTBUEM NMOKCUIA MapraHia.
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SKCIIEPUMEHTAJIBHASI YACTb

UK cnexTpsl CHHTE3MpPOBAHHBIX COEIMHEHMWH 3amuchiBaii Ha Dypbe-crekTpo-
¢doromerpe Bruker Equinox 55/S mnst cycmensuit B BazenuHOBOM Mmacie. CHEKTpbl
SAMP 'H u C peructpupoanu Ha crnextpomerpe Bruker DPX 300 (300 u 75 MI'n
cootercTBenHO) B JIMCO-ds. Xumuueckue capuru B crekrpax IMP 'H usmepsimu mo
OTHOILCHHIO K LIEHTPAILHOMY CHUTHAIy OCTATOYHBIX MPOTOHOB pactBoputens (8 2.50 m.
1.), a B criektpax SIMP 3C — no orHOWIEHHIO K CUTHAJIy aTOMa YIJIEPOJA PACTBOPUTEINS
(039.50 M. 1.). KoHTpOib 32 XOHOM peakiuii M YUCTOTOH MOIYYCHHBIX IPOTYKTOB
ocymectBisuin Metogom TCX Ha ruactuakax Silufol UV-254 (Kavalier, Uexocio-
Bakusi), Sorbfil (Poccus) u Kieselgel Fpss (Merck, I'epmannst) B cucremax xiaopodopm—
MeTaHou, 9:1 u 5:1, nposiBnenue napamu nojga u Y® ocseuieHuem.

n-TonyoncynbpuHOBYIO0 KUCIOTY (4) MOJy4anyd U3 NPUTOTOBICHHOW 10 M3BECTHOU
Metoauke [20] ee HaTpHEBOH COJHM MOAKHCICHHEM HACBHIIIEHHOIO BOJAHOTO PacTBOpa
nocinenneit consHoi kucnoToit mpu 0 °C. OTdmibTpoBaHHBIH OCAaIOK MPOMBIBAIN
nensHoW Bojgod W cymmn Hax P,Os. AxtuBupoBaHHBIH MnO, HOIyYanaw COTJIacCHO
mporenype, OmucaHHoW B 003ope [12]. AleTHiIameToH OYWINA N BBIACPKUBAHHEM B
teuenue 10 cyt Hag Ge3BogHbiM MgSO, ¢ mocnenyroiei NeperoHKoi B BaKyyMe.
AneToHuTpuN BhICYMIMBaNK kunsueHueM Hax P,Os B TeueHue 5-6 4 ¢ mocienyromei
MIEPEeTOHKOW M MOBTOPHOM NEPEroHKON Hajx ruapuaoM Kanbuus. I'mapun vHatpust (60%
CYCHEH3Usl B Macie) TMepeA HCIOJIb30BAHUEM TINATENBHO IPOMBIBATH CyXHM
NEeTPONIEHHBIM 3(GHPOM U BBICYIIMBAIM B BakyyMme. bBeH3asiberuja INeperoHsuii B
BakyyMme. Bce 1pyrue peakTHBBI HCIIOJIB30BaIM O€3 JJONOIHUTEIBHONW OYHUCTKH.

Bce mpuBeneHHBIE BBIXOIBI OTHOCATCS K CHEKTPAbHO M XpoMarorpadpuyecku
YHUCTBIM MPOTLYKTaM.

5-Anernin-6-meruii-4-gpeHna-2-nuaHuMuno-1,2,3,4-rerparnaponupumuaus (1).
Cwmecsk 0.1238 1 (0.455 mmons) coequnaenus 6, 0.0088 r (0.046 MMons) MOHOTHIpATA
N-TOJYOJNCYIb(MOKUCIOTH M 2 MJI aleTOHUTPWIA KHUIATAT NPU NEPEeMENIMBaHUM Ha
MarHUTHOM Mellajke B TedeHue 1 4 15 MuH, fganee ynansioT B BaKyyMe PacTBOPUTEIb,
K TBEP/IOMY OCTaTKy JOOaBJISIOT 5 MJI BOJBI, CMECh C OEJIBIM OCaJIKOM BBIJCPIKUBAIOT
IIpU KOMHATHOHM Temmeparype B TedeHue 3 4 30 MHH, OCaJOK OT(QHILTPOBBIBAIOT,
IBaXKIIBI IPOMBIBAIOT BOAOH, BhICymmBatoT. [lomywaror 0.1057 r (91.4%) coenmneHus
1. T. mn. 249.5-250 °C (c pasn., u3 aneronntpuia). UK cmektp, v, cm ' ~3208 1,
3178 c. mmp, 3056 c. mmp. (NH), 2188 ¢ (C=N), 1657 ¢ (C=0), 1631 ¢, 1520 ¢ [NH-
C(=N)-NH], 700 ¢ (C¢Hs). Criextp IMP 'H, 8, m. 1. (J, T'm): 10.12 (1H, ym. ¢, H-1);
9.24 (1H, ym. 1, J54 = 3.4, H-3); 7.23-7.40 (5H, M, C¢Hs); 5.36 (1H, 1, J4; = 3.4, H-4);
2.34 (3H, ¢, CH;CO); 2.18 (3H, ¢, 6-CHs). Criekrp SIMP C, 8, m. 1.: 194.45 (C=0);
154.77 (C-2); 145.55 (C-6); 142.61 (C-1 Ph); 128.70 (C-3 u C-5 Ph); 127.86 (C-4 Ph);
126.53 (C-2 u C-6 Ph); 116.39 (C=N); 111.20 (C-5); 52.88 (C-4); 30.47 (CH;CO);
18.37 (6-CH3). Haiineno, %: C 66.26; H 5.53; N 21.84. C,,H4N4O. Boraucneno, %: C
66.13; H 5.55; N 22.03.

N-[To3ua(penmwma)merna]-N'-unanoryanuaun  (2). K omymecum 2931 r
(27.62 mmonw) Oenzanpiernna B 150 mMi1 BOABI MpU MEpPEeMENIMBAHUN Ha MarHUTHOMN
MelllaJiIke 1 KOMHATHOW Temrepatype no6asisitor 4.313 r (27.61 mMMonb) Kucnotsl 4.
[omyueHHayt0 OeITyI0 CyCIIEH3WIO MepeMemmBanT 15 MuH, maiee mobaBisoT 2.334 T
(27.76 MMOITB) METIKO pacTepToro nuaHoryanuanHa U 50 mi Boxel. CMeTaHONOJOOHYIO
PEaKLMOHHYIO MacCy BBLIEPKUBAIOT 7 CyT IIPU KOMHATHOM TEMIIEPATYpPE B 3aKPHITOU
€MKOCTH, MEPUOANYECKH INepeMennBas ee cojepxumoe. Ocagok OTPHIBTPOBBIBAIOT,
TIIATENbHO IPOMBIBAIOT BOJOM, BBICYmHBaOT. Ilo naHHBIM crextpa SMP 'H,
nony4aroT 5.577 T cmecu (49:51) ryanuauna 2 u kucnotsl 4. [{ns ynanenus KucioTsl 4
CMECh IPOMBIBAIOT OXJAXICHHbIM 10 15 °C HachlIIEHHBIM BOJHBIM pPacTBOPOM
NaHCOs; (20 mim), mamee Bonoi, seicymmBaroT. [lomydator 2.5 1 (27.6%) coenuHEeHUs
2, KOTOpoe
UCTIOJNIB3YIOT Jlasiee Oe3 JIOMOTHNUTEIbHOW OYHCTKH. AHAIMTHYECKUI 00pa3erl oIydaroT
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nepekpucTaum3anued 3 aneronutpmia. T. mi. 135.5-136 °C (pa3n.). UK cmektp,
v, em 1 3434 ¢, 3356 ¢, 3200 ¢ (NH), 3062 cp, 3046 cit (Ph, Ar), 2186 ¢ (C=N), 1641 c,
1622 ¢, 1607 c, 1598 ¢, 1546 o. ¢ (NH,~C(=N)-NH), 1502 cp (Ph, Ar), 1284 ¢ (SO,),
1142 ¢ (SO,), 816 cp (Ar), 697 ¢ (Ph). Cuekrp SIMP 'H, §, m. 1. (J, I'm): 8.39 (1H, x,
Inmcn = 10.5, NH); 7.73 (2H, AA' yacts crimHoBo# cucteMbl AA'XX', J, = 8.3, H-2
u H-6 4-MeC¢Hy); 7.45 (2H, M, XX' yacTe cniuHOBO# cuctemsl AA'’XX', J,,, = 8.3, H-
3 u H-5 Ar); 7.41-7.52 (5H, M, C¢Hs); 6.92 (2H, ym. ¢, NH,); 6.21 (1H, 1, *Jeynu =
10.5, NCH); 2.42 (3H, ¢, CH;). Cnexrp SIMP °C, 8, m. 1.: 160.10 (C=N); 145.02 (C-4
Ar); 133.69 (C-1 Ar); 130.31 (C-1 Ph); 129.70 (C-3 u C-5 Ar); 129.53 (C-4 Ph);
129.11, 129.06 (C-2,6 u C-3,5 Ph); 128.38 (C-2 u C-6 Ar); 116.38 (C=N); 73.10
(NCH); 21.20 (CH;). Haiineno, %: C 58.40; H 5.27; N 16.81. C;sH;sN4O,S.
Brruucneno, %: C 58.52; H4.91; N 17.06.

5-Anernii-4-ruapokcu-4-MeTHII-6-peHUI-2-IMAHUMUHOT eKcaruAponupumMuauH  (6).
K cycnemsun 0.0334 r (1.392 mmonp) ruapuma Hatpus B 6 Mi O€3BOIHOTO
alETOHUTPIJIA TPU TEPEeMEIINBAaHNM HAa MAarHUTHOM MeEIIalKe B TeUeHHEe 3 MUH
nobassirot pactop 0.14 1 (1.398 Mmoits) aneTriiaieTona B 4 mi aneroHuTpuia. Yepes
5 mMuH K peakumoHHoi Macce no6aBmsiorT 0.4181 r (1.273 MMone) coenuHeHHS 2 U
JIOTIOJTHUTENBHO 2 MI aneTroHuTpwia. llomydeHHyro Oenyro CyCHEH3HWIO IepeMe-
mmBaroT 7 4 30 MUH IpU KOMHATHOU TeMIlepaType, paCTBOPHUTENb YAAJISIIOT B BaKyyMe,
K TBEpAOMY OCTaTKy J0OaBIISIOT 5 MJI BOJBI M 5 MJI HACBIIIEHHOTO BOJHOTO PacTBOPA
NaHCOs;. Cmech BBIIEPKUBAIOT 16 9 IpH KOMHATHOH TEMITEpaType, OXJIaXIA0T, 0CATOK
OT(UILTPOBBIBAIOT, POMBIBAIOT JICJSHOW BOAOH, BhicymuBawoT. [Tomaydator 0.2892 r
(83.4%) cmecu (92:8, mo mammbiM SIMP 'H) 1ByX amacTepeoMepoB COEIMHEHHS 6.
T. mn. 178.5 °C (u3 ameToHUTpUia) ¢ pasi., IeHa, pu ckopocTtr HarpeBanms 1 °C/33 c,
B cirydae ckopoctu 1 °C 3a Oonee wem 50 ¢ BemiecTBO pasmaraercs Oe3 IDIaBICHHUS TPH
~172-173 °C u nanee miaBuTCs ¢ pasnokeruem npu 226-228 °C. UK crektp, v, cM
3452 ¢, 3276 c, 3192 ¢, ~3170 mn (NH, OH), 2196 ¢, 2183 ¢ (C=N), ~1705 11, 1698 ¢
(C=0), 1644 ¢ (NH-C(=N)-NH), 1588 cp (Ph), 1549 ¢ (NH-C(=N)-NH), 1496 cp
(Ph), 700 ¢ (Ph). Cnekrp SIMP 'H ocuoBHoro m3omepa, 8, m. 1. (J, I'n): 8.34 (1H, x,
Ji1= 1.8, H-3); 8.01 (1H, 1, Ji5 = 1.8, H-1); 7.22-7.41 (5H, M, C¢Hs); 6.29 (1H, c,
OH); 4.86 (1H, n, Js5=12.0, H-6); 3.05 (1H, 1, Js5c = 12.0, H-5); 1.95 (3H, ¢, CH;CO);
1.42 (3H, c, 4-CHj;). Cnextp AMP 'H MHHOPHOTO m30Mepa, O, M. 1. (J, ['m): 8.04 (1H, &,
Ji1 = 1.7, H-3); 793 (1H, n, Ji; = 1.7, H-1); 7.22-7.41 (5H, M, C¢Hs, curnamst
MepeKpbIBalOTCs ¢ curHanamu npoToHoB Cg¢Hs ocHoBHOTO M3oMepa); 6.43 (1H, ¢, OH);
4.59 (1H, n, Js5= 10.8, H-6); 3.42 (1H, n, J5c = 10.8, H-5); 1.93 (3H, ¢, CH;CO); 1.31
(3H, ¢, 4-CH;). Criextp SIMP "*C ocroBHOro msomepa, 8, M. x.: 205.50 (C=0); 156.51
(C-2); 138.95 (C-1 Ph); 128.41 (C-3 u C-5 Ph); 128.19 (C-4 Ph); 128.08 (C-2 u C-6
Ph); 117.62 (C=N); 77.76 (C-4); 61.73 (C-5); 53.32 (C-6); 31.06 (CH3CO); 26.51 (4-
CH3). Crextp SIMP "*C munoprOro m3omepa, 8, M. 1.: 206.13 (C=0); 156.48 (C-2);
139.57 (C-1 Ph); 128.36 (C-3 u C-5 Ph); 127.95 (C-4 Ph); 127.46 (C-2 u C-6 Ph);
117.71 (C=N); 80.57 (C-4); 60.83 (C-5); 54.40 (C-6); 33.49 (CH3CO); 24.94 (4-CHs).
Haiineno, %: C 61.49; H 5.95; N 20.66. C,,H N,O,. Beraucneno, %: C 61.75; H 5.92;
N 20.58.

5-Auernia-2-kap6amoniaMuHo-4-MeTuI-6-penmmmupumvuand (8). Cmecs 0.1031 ¢
(0.405 mmonb) mupumuauba 1, 0.3566 r (4.102 mmonb) MnO, u 15 miu arerona
KHITATAT B TedeHue 20 9, 3aTeM OXJIaXIAIOT, 0CaI0K OT(PIIBTPOBBIBAIOT HA TUIOTHOM
¢unbTpe u mpomeiBaroT 30 M anetoHa. OOBEIUHEHHBIH (PUIBTPAT YyHMapWUBAIOT B
BaKkyyMe JIocyXa, K Macjoo0pa3HOMY OCTATKy J00aBJISIOT 5 MJI METposieiHoro adupa,
oxiaxnatT g0 0 °C u pactuparoT 10 oOpasoBaHus cycrneH3ud. Ocalok OT(HIIb-
TPOBEIBAIOT, MPOMBIBAIOT HEOOJBIINM KOJHMYECTBOM METPOJCHHOTO 3(upa, BBICYIIH-
BatoT. [Tomyqator 0.0798 r (72.8%) coequuenus 8. T. . 204.5-205.5 °C (u3 Tonyona).

UK cmexrp, v, em 13330 c. mmp, 3197 mn, 3168 c. mmp, 3152 c. mmp. (NH), 1695 o. ¢
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(C=0 B Ac), 1660 ¢ ("amuz-I'), 1550 0. ¢ (C=N u "amuz-1I"), 698 ¢ (Ph). Criextp SIMP 'H,
5, M. 1.: 9.80 (1H, ¢, NH); 8.46 (1H, ym. ¢, NH,); 7.49-7.61 (5H, m, C¢Hs); 7.16 (1H,
yur. ¢, NH,); 2.41 (3H, ¢, CH;CO); 2.02 (3H, ¢, 4-CH;). Cnextp SIMP °C, §, m. 1.
203.45 (CH3;C=0); 165.36 (C-6); 162.80 (C-4); 157.04 (C-2); 154.41 (NHC=0);
137.14
(C-1 Ph); 130.61 (C-4 Ph); 128.97 n 128.38 (C-2,6 u C-3,5 Ph); 126.42 (C-5); 31.92
(QH3CO), 22.33 (4-CH3) HaﬁﬂeHO, %: C 6240, H 537, N 20.65. C14H14N402.
Beruncneno, %: C 62.21; H 5.22; N 20.73.

CoenuHenme 8 moiyyaroT Takke ¢ BBIXOJIOM 56% 10 aHAJIOTMYHOW METOAMKE, HO
C UCTIONIb30BAaHMEM AaIleTOHUTPWIa B KadecTBE pacTBOpHTeNs (KumsgdeHwe, 26 49).
[Tomy4yeHHBIN POAYKT JOMOJHUTEIHHO MPOMBIBAIOT BOJOW ISl yIaeHUs] 00pa3oBaB-
LIErocst B XOJIE PEaKLK alleTaMuaa.

2-Amuno-S-anetnia-4-meTun-6-gpennamupuvuan (9). Cvmecs 0.4148 r (1.631 MMoIs)
mupumuarHa 1, 1.4184 1 (16.315 mmonb) MnO, u 55 Mt n-kcuiona KUIATIT 26 4,
0caZioK OT(WIBTPOBHIBAIOT Ha IUIOTHOM GHILTPE W NpoMbIBatoT 20 MiI ropsdero
n-kcunona. OObETUHEHHBI (QHUIBTpAT YMAapHBAalOT B BaKyyMe, K MaclooOpazHOMY
octatky nob6asisttor 10 M merposneitHoro 3¢wupa, oxnaxnaoT 10 0 °C, pacTupaioT 110
oOpaszoBanus cycnen3un. Ocalok OT(WIBTPOBLIBAIOT, IPOMBIBAIOT HEOOJBIINM KOJIH-
YeCcTBOM MeTposieiiHoro 3¢gupa, BeicymmBaioT. [lomywator 0.1714 1 (46.2%) coemu-
merns 9. T. ror. 142.5-144 °C (u3 rexcana). UK crmektp, v, e ': 3221 ¢, 3166 ¢ (NH),
3053 cp (Ph), 1681 ¢ (C=0), 1655 ¢ (NH,), 1543 1, 1527 ¢ (C=N), 698 c (Ph). Cniextp
AMP 'H, 8, m. 1.: 7.42-7.52 (5H, m, C¢Hs); 7.09 (2H, ¢, NH,); 2.27 (3H, ¢, CH;CO);
1.88 (3H, ¢, 4-CH;). Cniextp SIMP °C, &, m. 1.: 203.70 (C=0); 165.29 (C-6); 164.25
(C-4); 162.18 (C-2); 138.59 (C-1 Ph); 129.95 (C-4 Ph); 128.65 u 128.32 (C-2,6 n
C-3,5 Ph); 122.81 (C-5); 32.19 (CH;CO); 22.43 (4-CH;). Haiineno, %: C 68.65;
H 5.55; N 18.37. C{3H;3N;0. Boruucneno, %: C 68.71; H 5.77; N 18.49.

CIIMCOKJUTEPATYPBHI

1. Obwas opeanuueckass xumus, non pexa. J. Baprona, Y. JI. Omiuca, Xumus,
Mocksa, 1985, 1. 8, c. 121.

2. I'emepoyuxnuyeckue coedunerus, ox pea. P. Dmpaepounga, M3n-Bo HHOCTp. JIHAT.,
Mocksa, 1960, T. 6, c. 200.

3. H.-M. Hua, J. Peng, D. C. Dunbar, R. F. Schinazi, A. G. C. Andrews, C. Cuevas,
L. F. Garcia-Fernandez, M. Kelly, M. T. Hamann, Tetrahedron, 63, 11179 (2007).

4. L.C.Chang, N.F. Whittaker, C. A. Bewley, J. Nat. Prod., 66, 1490 (2003).

5. S. W. McCombie, J. R. Tagat, S. F. Vice, S.-I. Lin, R. Steensma, A. Palani,
B. R. Neustadt, B. M. Baroudy, J. M. Strizki, M. Endres, K. Cox, N. Dan, C.-C. Chou,
Bioorg. Med. Chem. Lett., 13, 567 (2003).

6. A. Palani, S. Shapiro, J. W. Clader, W. J. Greenlee, S. Vice, S. McCombie, K. Cox,
J. Strizki, B. M. Baroudy, Bioorg. Med. Chem. Lett., 13, 709 (2003).

7. 1. J. Matasi, J. P. Caldwell, J. Hao, B. Neustadt, L. Arik, C. J. Foster, J. Lachowicz,
D. B. Tulshian, Bioorg. Med. Chem. Lett., 15, 1333 (2005).

8. A. C. Veronese, R. Callegari, C. F. Morelli, C. F.Vincetiri, Tetrahedron, 53, 14497
(1997).

9. A.Kuno, H. Sakai, M. Ohkubo, H. Takasugi, Chem. Pharm. Bull., 41, 163 (1993).

10.F.-A. Kang, J. Kodah, Q. Guan, X. Li, W. L. Murray, J. Org. Chem., 70, 1957
(2005).

11.K. Yamamoto, Y. G. Chen, F. G. Buono, Org. Lett., 7, 4673 (2005).

12. A. J. Fatiadi, Synthesis, 65 (1976).

1029



13. A. J. Fatiadi, Synthesis, 133 (1976).

14. A. . lyranes, B. A. Kykca, XI'C, 97 (1995). [Chem. Heterocycl. Comp., 31, 86
(1995)].

15.A. D. Shutalev, E. A. Kishko, N. V. Sivova, A. Yu. Kuznetsov, Molecules, 3, 100
(1998).

16. A. D. Shutalev, in: Proceed. of the Fourth Intern. Electronic Conf. on Synthetic
Organic Chemistry, September 1-30, 2000. http://www.mdpi.org/ecsoc-4.htm.

17.M. J. Cook, E. J. Forbes, G. M. Khan, Chem. Commun., 121 (1966).

18. A. R. Katritzky, J. M. Lagowski, Advances in Heterocyclic Chemistry, A. R. Katritzky
(Ed.), Acad. Press, New York, 1963, vol. 1, p. 339.

19. B. Stanovnik, M. Tisler, A. R. Katritzky, O. V. Denisko, Advances in Heterocyclic
Chemistry, A. R. Katritzky (Ed.), Acad. Press, Amsterdam, 2006, vol. 91, p. 1.

20.JI. Tutne, T. Alixep, IIpenapamuenas opeanuueckas xumus, Mup, Mocksa, 1999,
c. 92.

Mockosckas eocyoapcmeennas akademus Iocmynuno 05.01.2009
TNOHKOU XUMUYECKOU MeXHONI02UU

um. M. B. Jlomonocosa, Mockea 119571, Poccus

e-mail: shutalev@orc.ru

1030


http://www.mdpi.org/ecsoc-4.ht

	П. А. Соловьев,  А. Д. Шуталев


<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /None
  /Binding /Left
  /CalGrayProfile (None)
  /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
  /CreateJDFFile false
  /CreateJobTicket false
  /DefaultRenderingIntent /Perceptual
  /DetectBlends true
  /ColorConversionStrategy /sRGB
  /DoThumbnails true
  /EmbedAllFonts true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /SyntheticBoldness 1.00
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 524288
  /LockDistillerParams true
  /MaxSubsetPct 100
  /Optimize true
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage true
  /PreserveEPSInfo true
  /PreserveHalftoneInfo false
  /PreserveOPIComments false
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts false
  /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 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 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 /False

  /Description <<
    /DEU <>
    /ENU <>
  >>
>> setdistillerparams
<<
  /HWResolution [2400 2400]
  /PageSize [5952.756 8418.897]
>> setpagedevice


