HEOBBIYHAS PEAKLIMSI THOMAJIOHAMM/IA
C 5,5-IAMETWJI-2-OEHUJIAMUHOMETUJIAIEH-
1,3-IIAKJIOTEKCAHIMOHOM

KiroueBbie c10Ba: eHaMHHOAWKAPOOHIIIBHBIE COCTUHEHUS, MHAPUMUINH-S-KapOOKc-
aMU/IbI, THOMAJIOHAMU, TeTeporukIn3ans, cnektpsl HMBC 'H-Bc.

B-EnamuHOKapOOHHUIBHBIE COENWHEHHS IIHPOKO TIPUMEHSIOTCS B CHHTE3e
TeTepOLMKIOB B KadecTBe YAOOHBIX W JOCTYHHBIX 1,3-AMAIEKTPOPHIEHBIX
3C cunTonoB [1, 2]. Panee ObuT0 TTOKa3aHo [3], YTO B3aUMOACHCTBHE S5,5-TUMETHII-
2-(peHmTaMIHOME THIIHICHITHKIIOTeKCcaH- 1,3 -nroHa (1) ¢ mnaHoTHOAIIeTAMIIOM TaéT
MPOU3BOAHOE XWHONMHA 2. HaMu ycTaHOBIIEHO, YTO B pe3ysbTaTe peakiny THOMa-
JoHaMuIa 3 ¢ IPOU3BOJAHBIM TuUMeoHa 1 BMECTO 0KHIaeMoTo 3-KapOaMOMIBHOTO
aHajora XWHOJIMHA 2 00pa3yeTrcss 6-THOKCOMMPUMHUINH-S5-KapOokcamun 4. AJKH-
JTUPOBaHUE COeTUHEHNS 4 OSH3MIXIIOPUIOM JaéT OCH3MITIPONU3BOIHOE 5.

Crpoenne coemuuennii 4 u 5 moarepxaaercs nanueivu MK, SIMP'H u °C
cnektpockonuu, BOXKXX-MC, sneMeHTHOTO aHalu3a, a TakXe pe3ylibTaTaMu
HMBC 'H-"*C SIMP skcrmepumenTa mis coeannenns 4 (pucyHOK). B crekrpe
SIMP 'H coemuueHnst 4 00HAPYKHBAIOTCS CHTHANBI ABYX aMHIHBIX H OJHOI

1680



o NHPh o

CN
= L N CN
Me + ?
Me
iy 0 HN S N S
L | , H

Me
0 m Q
- /QU\NHz KOH I\fi‘\NHz PhCH,CI W/YJ\NHZ
EtOH g g
L L
0~ NH, , 07 "NH, 5 Ph

METHJIEHOBOM Tpymm, cuHrieTsl npotoHoB H-4 u NH. B xpomaro-macc-crexkrpe
npucyrctByer nuk [M+H]™ (m/z 213.6). Atom H-4 mupuUMHIHHOBOTO KOJIbLA B
criektpe HMBC 'H-"°C naét uersIpe koppemsiuoHHbIxX muka: & 8.78/127.1 (H-4/C-5),
8.78/159.6 (H-4/C-2), 8.78/163.7 (H-4/5-CONH,) u 8.78/179.7 m. n. (H-4/C-6).
[potonsl CH,-rpynms! aatoT aBa kpocc-nuka: ¢ 3.69/159.6 (CH,/C-2) u 3.69/167.8
M. 1. (CH,/CO). Hanuuue kpocc-nvkos mipu 6 7.17/41.1 (CONH/CH,), 7.17/167.8
(C(O)NH/C-2), 7.61/167.81 (CONH/C-2), 7.86/127.08 m. n. (CONH/C-5) no3Bo-
JSIeT cHeNaTh OJHO3HAYHOE OTHECEHHE CHUTHAJIOB aMMIHBIX TPYII B CHEKTpax
SIMP 'Hu "C.

B 3akmroyeHne X0Tenoch Obl OTMETUTB, YTO JaHHAS PEAKLHs IEMOHCTPHPYET MIPUH-
LUITHATIBHO HOBBIM IMOJXOJ] K TMOCTPOEHUIO NMUPUMUAMHOBOTO ILIMKJIA U OTKPBIBAET
HOBBIC BO3MOKHOCTH ISl TIONMy4eHHs] (QYHKIMOHAIBHO 3aMEIIEHHBIX HPUMHUITHOB.
MexaHu3M [1aHHOTO B3aWMOJECHCTBUSI, ONTUMU3ALMs YCJIOBUM, IpaHUIbl U BO3-
MOXHOCTH TIPUMEHEHMS PEaKIIH COCTABAT MPEeIMET JaTbHEHIINX UCCIIeIOBAHUI.

UK cnekTpsl 3apeructpupoBanbl Ha criekrpodoromerpe Thermo Nicolet AVATAR 370
B Tabnerkax KBr. Crextpst SIMP 'H, *C, HMBC 'H-"C 3amucansl ua npuGope Bruker
Avance IT 400 (400 MI'iy ans siep 'H 1 100 MI'n st sinep °C) B emecn CCL—IMCO-dg,
~1:1, BHyTpenHmii ctamapt TMC. BIOXX-MC anamu3 npoBenéH Ha >XHAKOCTHOM
xpomatorpade Shimadzu LC-10AD ¢ nerekropamu Shimadzu SP D-10A UV-Vis (254 um)
u Sedex 75 ELSD, coBmeménnom ¢ PE SCIEX API 150EX macc-criekTpoMeTpoM, METox
nonm3arun  ES-API. DnementHerii ananm3 mpoBenéH Ha mnpubope Carlo-Erba 1106
Elemental Analyzer. TemmepaTypsl muiaBieHus omnpeneneHsl Ha croinke Kodiepa m me
ucnpasieHsl. KOHTposb 32 YMCTOTOMN MOMYYEHHBIX COETMHEHUH OCYIIECTBIIIICS METOIOM
TCX na mnactunax Silufol UV-254, smoeHTt auneroH-rekcaH, 1:1, mposiBUTENs — mapsl
noma, Y@ obmryueHue. 2-AHWIMHOMETHIICH-5,5-muMeTin- 1,3 -mukmorekcananon (1) [3] u
THoManoHamu[ 3 [4] nmosrydeHsl 10 U3BECTHBIM METOIUKAM.

878 ———_
156.2 H (0] 1637
159.6 <
' \N N NH, 786,949
\S 127.1
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N
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7.17,7.61

Cxema HabmoaeMbIx Koppersnuii B cnekrpe HMBC 'H-C coenumenns 4
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2-KapoamonameTnia-6-ruokco-1,6-nuruaponupumMuaun-S-kapooxcamus (4). B cra-
kaH émkocthio 100 M1 BHOCAT 4.00 T (33.9 MMoOIb) THOMaNTOHaMu A 3, 8.24 1 (33.9 MMoIIB)
eHamuHonuKkeToHa 1, nobasmsror 50 M 96% EtOH. K mosmyuyenHol cycmeH3uu mnpu
WHTCHCUBHOM TiepemermuBannu no06apmsor 3.80 r (67.9 mmons) KOH, mpu 3ToMm
MIPOMCXO/IUT PAcTBOPEHUE HCXOIHBIX peareHToB, W uepe3 ~30 MUH BBINAZaeT OCaIOK
KaJIMeBOH CONMM TPOAyKTa. PeakIMOHHYI0O CMech IIEpEMEIIMBAIOT B TedeHHEe 6 4,
BBIIEP)KUBAIOT B TeueHne ~16 4 mpu 25 °C u 3aTeM Ipu NEepeMEIINBAHUN JT00aBISAIOT 110
karsiM u30eToK (10 Mit) korm. HCI (Beiaensiercst H,S!). CMech nepeMenuBaioT B TCYCHUE
2 4, ocanok oT¢UILTPOBEIBaIOT, npombiBatoT EtOH, Bomoi u anetoHom. IlomydeHHbIH
o0paszer] COAEPX HUT MPUMECh HCXOJHOTO COCIUHEHHs 1; Al MOJIydeHUS aHATUTHYECKU
YHUCTOTO BEIECTBA MOJYYEHHBIH IMPOAYKT KHUMATAT B TedeHue 0.5 u B aleToHe Win
niepekpuctamum3oBsBatoT U3 JJM®A. Bexon 1.90 r (53%). XKénterii mopomok. T. pasir.
245-250 °C. UK crektp, v, cM : 3391, 3188, 3075 (N-H), 1660, 1650 (C=0). Cnektp
SIMP 'H, 8§, m. 1.: 3.69 (2H, c, 2-CHy); 7.17 (1H, ym1. ¢) u 7.61 (1H, ym. ¢, CH,CONH,);
7.86 (1H, ym. c¢) n 9.49 (1H, ym. ¢, 5-CONH,); 8.78 (1H, ¢, H-4); 14.36 (1H, ym. c, NH).
Cnextp SIMP BC, 8, m. x.: 40.9 (CH,CONH,); 127.2 (C-5); 156.2 (C-4); 159.5 (C-2);
163.9 (5-CONH,); 167.8 (CH,CONHy,); 180.1 (C-6). Macc-cniektp, m/z: 213.6 [M+H]",
425.5 [2M+H]". HaiineHo, %: C 39.50; H 3.93; N 26.62. C;HgN,0,S. Boruaucieno, %: C
39.62; H 3.80; N 26.40.

4-BensnicynabhaHni-2-kapdaMomIMeTHIHIMPUMHINH-S-kapookcamuy (5). K oxmax-
néunoit mo 5—7 °C cycnensuu 1.00 r (4.7 mmois) THOKcommpumuarnaa 4 B 20 min EtOH
npu nepememuBaHuM nob6asnsaor 2.40 min (4.7 mmons) 10% BomHoro KOH, x
MOJy4YEeHHOMY pPacTBOpy 4depe3 2 MuH pobammstor nmo kampiM 0.54 mi (4.7 MModb)
6enzmixnopuaa, pactBopéaHoro B 5 mur EtOH. PeaknnoHHy1o cMech MepeMenInBaioT Mpu
yKa3aHHOH TemIiepaTtype B TedeHHe 2 9, yepe3 ~16 4 pa30aBisaroT paBHBIM 00BEMOM BOJIBI,
0CaJIoK OT(GHUIBTPOBBIBAIOT U HepekpucTain3oBbBaioT u3 EtOH. Beixon 0.53 r (37%).
Benrrit mopomok. T. mn. 205-208 °C. UK cnexrp, v, em b 3366, 3191, 3085 (N-H), 1661
(C=0). Cnextp SIMP 'H, 8, m. 1.: 3.38 (2H, yur. ¢, SCH,); 3.74 (2H, ¢, 2-CH,); 6.85 (1H,
yu. ¢) u 7.11 (1H, ym. ¢, CH,CONH,); 7.17-7.28 (3H, M, H Ph); 7.40-7.44 (3H, m, H Ph,
5-CONH,); 7.98 (1H, ym. c, 5-CONHp); 8.69 (1H, c, H-4). Macc-cnektp, m/z: 303.8
[M+H]", 605.7 [2M+H]". Haiineno, %: C 55.48; H 4.83; N 18.70. C;;H;4sN,O,S.
Brruucneno, %: C 55.62; H 4.67; N 18.53.
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