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[Iponomxkas n3ydyeHue METOAOB CHHTE3a U XH-
MHYECKHUX CBOMCTB TMOPHUIHBIX I'€TEPOIMKINYECKUX
CHCTEM, MbI OOpaTWJIMCh K CHHTE3y MPOU3BOIHBIX
2-(1,2,3-cenenaaunazon-4-un)dypana, coaepkaiux B
nojoxxeHuu 4 (QypaHoBOTro KOJbIa CIOKHOI(UPHYIO
rpymnmy. Kak Hamu 66110 ycTanoBieHo paHee [ 1], BBe-
JIeHUE MOJOOHOTO aKUENTOPHOIO 3aMeCTHTEINs B (y-
paHoBoe KombIo 2-(1,2,3-TMannazon-4-mi)dypaHoB
CTa0MIIN3UPYET TAKOTO POAA FeTEPOLMKINIECKUE CH-
CTEMBI U II03BOJISICT NIPOBOAMTH AajbHEHINYIO (yHK-
[IHOHATHM3AINI0 (ypaHOBOTO KojbIla. CelleHaTrna3olnbl
Oosee JTaOMIBHBI, Y€M THAAMA30JIBI, TIOXTOMY B JaH-
HOM CJIy4ae MOUCK TOAXOIICH CTaOMIH3UPYIOIei
TPYyNIBl TIPEACTABISJICS HAM TeM OoJiee ONpaBaaH-
HbIM. llenmpio HacTosIed pabOThI SBUJICS CHHTE3

paH-3-kapOOHOBOW KHCIIOTHI M W3yYCHHUE BO3MOXKHO-
CTH WX JaJIbHeHmel (hyHKIIMOHAIN3AIUH 110 METHITb-
HO# rpymmre. [lpu 3TOM OONBIIONH TEOPETHUESCKUN U
MPaKTUYECKUA HMHTEpPEC MPEACTABISUIO CPABHEHUE
METOJIOB CHUHTE3a U XUMUYECKHX CBOHCTB IaHHBIX
COCIMHEHHH C aHAJIOTHYHON cepHel THaIna3oIuidy-
paHoB [ 1], TO3BOJIAIONIEE BHISICHUTD BIUSHUEC 3aMECHBI
Cepbl Ha CEJIEH B CXOJHBIX I10 CTPOCHUIO CTPYKTYypax.

Jlia cuHTe3a LeNeBbIX COeTUHEHHMH HCIIONIb30Ba-
JM DTHIOBBIA 3pup 2-mMeTui-5-anetundypan-3-kap-
O00HOBO# KHCHOTHL. Ero cemmkap6azon 1 momydanm
JeHcTBUEM THIPOXJIOpUAa ceMUKapOa3na U anerara
HaTpHsl B CIMPTE B MOJILHOM COOTHOLICHUH (ypaH:ce-
MuKapOa3u:anerar Hatpus 1:1.2:2 npu KUnsYeHUH B
teuenue 10 u (cxema 1). Boixon cemukap6azona 1 co-

a¢upoB  2-mermi-5-(1,2,3-ceneHanuazon-4-mi)dy- craBui 74%.
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Cxema 2.
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Oxucrnenne cemukap6a3zona 1 IBYOKHCHIO celieHa
IIPOBOJIMIIA B YKCYCHOM KHCIJIOTE B TE€UEHHUE 3 4 MpHU
70°C aHaJOrMYHO METONWKE, OTMHMCAHHON B paboTe
[2]. Cenenanuazon 2 ObLT BBIJCIEH C BBIXOIOM 78%
(cxema 2). B cnekrpe IMP 'H nmonyuennoro coenu-
HEHUS UCUE3al0T CUTHAJBI MMPOTOHOB THUIPA30HHOTO
(hparmMeHTa, v MOSABIsAETCS curHAN Ipu 9.30 M. 1., uMe-
FOLINI CATEIUTUTHI C KOHCTAHTOM PacIerIeHUs 2/ g, =
39.2 T'. Ou ObLT OTHECEH K TpoToHy H3 cenenanunaso-
nbpHOTO 1HKiIa. B ciekrpe SIMP 13C nostsistrorest 1Ba
curnana npu 135.34 (C5-cenenanunazon) u 154.08 m. 1.
(C4-cenenanunason). CocraB cejeHaauazoa 2 ObLI
TIOJITBEPIK/ICH C TIOMOIIBIO0 MaCC-CIIEKTPOMETPHUH BBI-
coxkoro paspemuieHust (ESI). Ddup 2 okazancs gocra-
TOYHO CcTaOMIIBHBIM TIpH Temneparypax 1o 100°C.

[TockonbKy ceneHaana3oibl 00BIYHO HECTAOUIIb-
HBI TIPH HArPEBaHUH B OCHOBHBIX Cpe/aX, MbI ITOIbI-
TaJIUCh MPOBECTU KUCIOTHBIA THAPOIU3 3pupa 2 C 11e-
JBIO MOJTy4eHUs: CBOOOIHOM kucnoTel 3. HarpeBanue
B CMECH YKCYCHOH W coisTHOH kmcioT mpu 75°C B
TedeHue 9 4 ConpoBOXKIAIOCH 3aMETHBIM 00pa3oBa-
HHEM KOJUTOMTHOTO CeJIeHa, OJHAKO IIeNIEBOW IPO-
JIYKT 3 OBUI BBIICTICH B UUCTOM BUJIC C BBIXOA0M 42%
(cxema 2). OH pa3maraercs Ha CBETY, HO B TEMHOTE
MpU KOMHATHOM TeMIlepaType ero MOXXHO XPaHHUTh B
TeUYeHUE HECKOJBKUX JHEH 0e3 3aMEeTHOTO HaKoILIe-
HUSl CIIEKTPaJbHO pa3IM4yMMbIX IpuMeced. B ycio-
BHSIX MacCC-CIIEKTPOMETPHYECKOTO OTPEACIICHHs KHC-
smota 3 MONHOCTBIO pasznaraerca. B cmekrpax SAMP
CUTHAJ MPOTOHA CEJICHAUAa30JbHOTO IHKJIA HaOI0-
maetcs mpu 9.91 M. 1. 1 ©UMEET CaTeJUTHTHI C KOHCTaH-
TOM 2Jj1ge = 37.6 'l CHrHaIBI sizep yriiepoja celieHa-
JIMA30JIbHOIO UKIJIa nposBisitores npu 139.81 (C3) u
153.53 m. 1. (C#).

[TombITKa 6poMupoBaHUs Apupa 2 IO METHIBHOM
rpymme neiictBueM N-OpOMCYKIMHUMUZA MPUBENA K
ocMosieHu0. OueBUAHO, Ul HOJIYy4EHHs MPOU3BO-
nHbIX  5-(1,2,3-cenenannazon-4-un)dypan-3-kapoo-
HOBOI KHCJIOTBI, 3aMEILEHHBIX 110 METWJIBHON TpyIIIIe
B MOJIOKEHUH 2, GYHKIHOHAIBHYIO TPYIIY CIEAyeT

BBOIUTb Ha CTaAWsX, HPEALIECTBYIOUMX (QOpMU-
POBaHMIO CelleHaaua30NbHOr0 I[uKiIa. Haubonee
MOAXOSIINM ISl 9TOTO0 CyOCTpaToM HaMm IpeACTaB-
JSUICSL ATWIOBBIA d3dup 2-OpommeTHi-5-aneTundy-
pan-3-kapOoHoBO# kucaoTh! 4 [3]. Jauublii 6pomMua
BBOJWJIA B PEAKITNH ¢ pazHooOpasHeiMu O-, S-, N- u
P-nykineodunamu. B kauectBe O-HykI1e0(hHIOB ObLIH
WCTIOJIb30BAHBl alleTaT HaTpusl U 2-METOKCU(EHOIST
KaJIusi, TeHepUpPyeMbIil HEOCPEICTBEHHO B XOJIE Pe-
aKOUM U3 2-MeTOKCUMeTHiI(eHona 1 KapOoHara Ka-
sl

IMockonbKy Ha CTaMM MONYYCHHs CeMHUKapOa-
30HOB B KauecTBE OCHOBAHHUSI WCIIONB3YyeTCs alle-
TaT HaTpHs, 3aMelIeHue OpoMa Ha aleTOKCHTPYIITY
MPOBOJIMIIM HETTOCPEICTBEHHO B XOJIe CHHTE3a CEMU-
kap0a3oHa A3TUIOBOTO 3(upa 2-aleTOKCUMETHII-S-
arietwihypan-3-kapOOHOBOM KHCIOTHI, HE BBIIEISS
[IPOMEKYTOUHBIX IIPOAYKTOB. Peakinio npoBoauian B
CIHUPTE TMPH KUTSUYCHUH B MPUCYTCTBUU 4-KPATHOTO
n30bITKa arerara Harpus B TedeHue 10 9 (cxema 3).
Cemuxap6a3oH 5 ObL1 BbIZIENIEH ¢ BBIX0A0oM 60%.

3amenienne Opoma Ha (HEHOKCHIBHYIO TPYIITY
poBOAWIN B aneToHuTpuie npu 60°C mpu nepeme-
LIMBAaHUM B MPHUCYTCTBUH H30bITKA KapOOHATa Kalus
B TeueHue 4 4 (cxema 3). MonbHOE cooTHOIIEHHE Opo-
muz 4—penon cocrapisuio 1:1.1. GeHOKCHUITBHOE TIPO-
U3BOZIHOE 6 OBLIO BHIJEIICHO C BBIXOAOM 71%.

B xauectBe S-Hykneodunna HaMu ObIT BEIOpaH Oy-
TaHTHOJ. B mpucyTcTBuM KapOoHaTa Kaius B aleTo-
HUTPUJIE OH 3aMelIaeT OpOM B COCIMHEHUH 4 YKe ITpU
KOMHATHOHM TeMmIieparype. ByTuiaTuoMeTuinbHOe npo-
W3BOHOE 7 OBLIO MOYYEHO C BBIXOAOM 95% (cxema 3).

B kagectBe N-Hyxiieoduia HaMHu OBIIT HCIIOJIB30-
BaH MopQonuH. 3aMenieHre O6poma IpoOBOIUIN B OEH-
3os1e ipu 80°C B Teuenwue 6 4 (cxema 3). MonsHOE co-
otHouenue Opomuy 4—MopoiauH coctaisiio 1: 2.3,
TpeTtnunsiii aMmuH 8 OBLT BBIJIENEH ¢ BBIXOIOM 62%.

dochopumupoBanre Opomua 4 TPOBOAUIN TPU-
stundochurom o meronuke [3] (cxema 3). Beixon u
CIIEKTpaJIbHbIC Xapakrepuctuku Gochonara 9 ObuH
UJICHTHYHBI OMTUCAHHBIM.

Cemukap0a30Hbl  2-3aMEUICHHBIX TPOU3BOIHBIX
a¢upoB  S-anerwindypaH-3-kapOOHOBOW  KUCIIOTHI
10-13 noxyvanu no oOmiel METOANKE B CIHUPTE MPH
KursueHu B TedeHrne 9—10 4. MoabHOE COOTHOIIIE-
HHUE KeTOH-THIPOXJIOPUJ CeMHUKapOa3uga—anerar Ha-
Tpus coctasisuo 1:1.2:2.0. Coequnenns 10-13 6pun
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BBIJICJICHBI € BBIXO0M 71-84% (cxema 4); onpeneneH-
HOW 3aBHUCUMOCTH BBIXOJIa OT IIPHUPOIBI 3aMECTUTEIS B
OOKOBO TIETTH OTMEYEHO He OBLIO.

Oxucnenne (pyHKINOHATBHO-3aMEILEHHBIX CEMU-
kap0a3oHOB 5, 9—13 npoBOAMINM aHAJIOTUYHO Pado-
Te [2] ABYOKHCBHIO CeJieHa B YKCYCHOM KHUCIOTE MpHU
ceMHuKapOa30H: IByOKHCh

MOJIBHOM  COOTHOUICHUHN

JKYPHAJI OBLLENA XMMMU Ttom 89 Ne 10 2019

(6, 10); S-Bu (7, 11);

0]

O (8, 12); PO(OEt), (9, 13).

1:1.1. OxwucneHue aneTOKCUMETHILHOTO

cejeHa
MPOU3BOJIHOTO 5 MpoBOAMIH B TeueHue 5 u npu 70°C.
Oxazasioch, 4TO peakius NpOTEeKaeT B JAByX Harpas-
neHusax (cxema 5). HamOGosblmee KOMMYECTBO CEMH-
kap0Oa3oHa okucigercs 1o keroHa 14. OOpasoBanue
MOCJIETHETO BEPOATHEE BCEr0 CBA3aHO C KHUCIOTHBIM
pacuieryieHueM TUApa3oHa 5 B MPHCYTCTBUH CpaB-
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Cxema 5.
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HUTEJTHFHO CHJILHOW CEJIEHOBOM KHCIIOTHI, 00pa30oBaB-
meics M3 JBYOKHCH CejieHa MyTeM THApaTaliu ee
pEaKkIMOHHON BOAOW. BeimenuBmiuiics cemukapoOa-
3] MIPH OKHCJICHUH 00paszyeT BOAY, 4TO Onarompu-
STCTBYET MPEANIONIAraéMoOMy ITyTH peakiuu. BTopeimM
MPOAYKTOM OKHWCIIEHHUS ABIISIETCA celieHaauaszon 15.
Paznmenuts 3TH MPOAYKTHI yAAIOCH ITyTeM KPUCTAILIN-
3aIin U3 rekcana. Beixon ketona 14 cocraBua 62%,
ceneHaanazona 15 — 15%. OO6pa3oBanue ceneHaIu-
A30JIBHOTO KOJIbIIa TIOATBEPIKIAIOCH TOSIBIICHHEM B
cnektpax SIMP curnana npoToHa ceneHaaua3odbHO-
ro kosbiia Hd mpu 9.44 M. 1., MIMEIONIETO CATEITUTHI
C KOHCTaHTOW pacuieruieHust 2/yg. = 38.8 I'y, a tak-
K€ CHTHAJIOB YIJIepoAa CeJICHAAMa30JbHOTO KOJbIlA
npu 137.00 (C3) u 157.19 M. a. (C4). CocraB nouny-
YEHHBIX COCAMHEHUHN ObLI MOATBEPIKIICH C IIOMOIIBIO
Macc-CIeKTpOMeTprH Beicokoro pazpemenus (ESI).

Meranonu3zom coenuHeHus 15 mpu KoMHATHOU
TeMIepaType B MPUCYTCTBUU CIIEAOBBIX KOIHYECTB
MEeTHWJIaTa HaTpus YHajloch MOJXY4YUTh cnupT 16 ¢
BbIxosioM 74% (cxema 5). OH pasnaraercs Ha CBe-
Ty U B TeHU npu HarpeBanuu (149-150°C), ne mua-
BACH, @ TAK)Ke IMOJHOCTBIO PACMANAETCs B YCIOBHAX
MAacC-CIIEKTPOMETPUYECKUX orpeneneHnid. Hammane
CEJICHAIMA30IbHOTO KOJIbIIA B 3TOM COCIMHEHUU JJOKA-

3bIBAETCS TIPUCYTCTBUEM CHHaA potoHa HS cenena-
JINA30JIHHOTO IUKJIA IPH 9.99 M. 1., IMEIOIIEeTo caTel-
JUTBI ¢ KOHCTAHTON paciiervienus 2Jyg, = 34.8 ', a
TaKke HAIMYMEeM CHUTHAJIOB YINIepOjia CelIeHaarna3o-
abpHOrO Koublia mpu 140.90 (C3) u 161.15 m. x. (C4).
Curaan METHUJICHOBBIX MPOTOHOB T'MJIPOKCHMETHIIb-
HOW TpyNIbI NposiBisieTcs B Buie ayonera mpu 4.80
M. 1. (Jyg = 4.4 '), curaan ruipOKCUIIBHOTO MTPOTO-
Ha BBIDIAJUT KaK CHIIBHO YIIUPEHHBIH TPHUILIET MPU
5.62 M. 4., a curHaj siApa yIaepoaa pacrmojaraercs
mpu 54.81 m. 1.

Oxwucnenne MOp(}OITMHOBOTO TPOU3BOAHOTO 12
kak mpu 70°C, Tak W NpU KOMHATHOW TeMIiepary-
pe He MpUBOAMT K 0Opa3oBaHMIO celleHaguaszona. B
000MX Cilydasix U3 PEaKLIMOHHOW Macchl OBLIO BbIJE-
neHo okono 40% KCXOTHOTO BEIIeCTBA, a MPOMYKTHI
OKHCJICHHUS] TIPEJICTABISUIN COOOH CIOKHYIO CMECh, B
crekrpe SIMP 'H koTopoii curaaiisl mpoToHOB (ypa-
HOBOTO Kojblla He HaOmomanuck. Takum oOpas3oMm, B
JTAHHOM CITydae JajbHeWIee OKUCICHUE TTePBUIHBIX
MPOAYKTOB MJIET Jierue, uem coeauHenust 12, 9to u
MIPUBOJAUT K BO3BPATY UCXOAHOTO BEILIECTBA.

Oxwucnenne cemrukap6asonos 10, 11 u 13 mporexa-
et 6onee cenexruBHo. Coenuuenus 10 u 11, conepxa-
IME JIETKO OKHCIsieMble (DeHONBHBIN M CYNb(OUAHBIN
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(dbparmenThl, okucisu pu 55-60 u 42—45°C coot-
BETCTBEHHO (cxeMa 6). B xozie peaxiin HabII0IaI10Ch
3aMETHOE BBIZICIICHUE KOJUIOMIHOTO CEIICHA, CeJcHAa-
nuasoisl 17 u 18 Obuin BeIEIEHB! ¢ BhIXxogaMu 41 u
49% coorBercTBeHHO. OOpa30BaHUS HCXOAHBIX KETO-
HOB 6, 7 HY B OJTHOM CJIy4ae He 3a()UKCHUPOBAHO.

Peakiuro okucnenust gochonara 13 npoBoauiau
ipu 60°C B Teuenue 7 4. DochopunupoBaHHbI cee-
Hajauaz3on 19 06wt BeizeIeH ¢ BhixogoM 70% (cxema 6).
B ero cnekrpe SIMP 13C npucyrcTBoBanu ay0neTHbIE
curHainsl ¢ypanoBoro nukia npu 109.80 (C4, 4Jpc =
3.1 Tw), 117.35 (C3, 3Jpc = 8.3 T'm), 146.83 (C3,
Upc=29Tw) u 152.90 m. 1. (C2, 2/p=13.9 '), ut0
MO3BOJIMJIO OTHECTH CHTHAJIBI yriepoaa (ypaHoBOro
U CeJICHaIMa30JIbHOTO KOJISII /ISl BCCH CEepUM CHHTE-
3UPOBaHHBIX (PypHIICEICHAIA30II0B.

AHanu3 BBIXOAOB TIOJNyYEHHBIX CeJIEeHana30-
JIOB TIO3BOJIMJI 3aKJIIOYUTh, YTO NMPUCYTCTBUE JIETKO
OKHCIIIEMOH TPymIbl B OOKOBOW IENMH ceMuKapoa-
30Ha CHHKAeT BBIXOJ CeJleHaaua3oia IpaKTHye-
cku BaBoe. IIpucyTcTBUE TPETHMUHON aMUHOTPYIIIIBI
MIOJTHOCTBIO TIOJABIIIET O0Opa3oBaHME CeJIeHaINa30-
JBHOTO KOJIbLIA, @ B CJIydae aleTOKCUIPYIIbI 0OJb-
masg 4acTh CeMUKapOa3oHa MPEeBpaIlacTCs B KETOH.
I'mapoxcuncoaepxkaiiue rpynmsl, Takue Kak KHUCIOT-
Hasl ¥ CIUPTOBAsA, OYCHb 3aMETHO TOHMKAIOT CTa0MIIb-
HOCTb CEJICHAIMA30JIbHOTO (hparMeHTa ¥ CriocoOCTBY-
FOT BBIJCJICHUIO NIPU XPAHEHUHU KOJUIOMHOTO CEJIeHa.

Takum o00pa3oM, (YHKIMOHAIBFHO 3aMEICHHBIC
(ypuiicenenaaua3onsl B OTIIMYHE OT aHAJOTHYHBIX
THAMA30JI0B MOTYT OBITh TOJYYEHBI TOJNBKO IIPU
MIpEeIBAPUTEIIFHOM BBEICHUN BCEX HEOOXOIWMBIX 3a-
MECTUTENIeH B COeNMHEHUsSI-TIPEIIIeCTBeHHUKN. [Ipu
9TOM TNPHUPOAA 3aMeCTUTEJIel B 3HAYMTENHLHOU CTe-
MEHH OTPAHUYMBAECT BO3MOKHOCTH (OPMHUPOBAHHMS
1,2,3-ceneHanna3oNbHOTO IWKJIA TIPU OKUCICHHUH
(YHKIIMOHAILHO 3aMEIICHHBIX CEMUKapOa30HOB are-
TuadypaHa.

OKCIIEPUMEHTAJIBHA S YACTD

Crexrpst SIMP 1H, 13C, u 3!P cHumanu Ha mpu-
oope Bruker AVANCE-III HD [400.13 ('H), 161.97
(31P), 100.16 MI' (13C)]. Macc-CreKTpbl BHICOKOTO
paspemenust (HRMS-ESI) peructpupoBanu Ha npu-
6ope Micromass 70-VSE. Temrmieparypsl miaBieHHs
mMepsuTu Ha mpudope Boétius.
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Ituaosslii 3¢up 2-merna-5-(1,2,3-cesenaam-
azou-4-uwin)dypan-3-kapoonoBoii kucjaorsl (2). K
pactBopy 7.46 T cemukap0azoHa ATHIOBOTO 3upa
2-metuia-5S-anetwidypan-3-kapOoHOBOM KHCIOTHI 1
B 60 MJI YKCYCHOW KHCJIOTBI MPUOABIISIIA HEOOJIBIIIH-
MM TIopLMsiMU 3.6 T IBYOKHUCH cejieHa. PeakiimoHHy10
Maccy nepemernnbanu 3 4 npu 70°C, 3aTeM BbLIUBATIU
B 200 mi Bogsl. [lomyueHHyIo cMech mepeMenInBain
1 4, OTGUIBTPOBBIBATIN OCAJOK M MIPOMBIBAIH €T0 Ha
¢unbrpe 50 mu xnopodopma. Boanyro da3zy skctpa-
rupoBaiu xiopodopmom (2%20 mi). XmopohopMHBIH
pactBop mpoMbiBaiy 30 M pactBopa NaCl, cymmmm
cynbdaroM Harpus, 3aTeM (PUIBTPOBAIN Yepe3 CIIO
CUJIMKarels W ymapuBalu nocyxa. Beixog 6.54 r
(78%), xpacuble KpucTauisl, T. L. 94°C. Criektp SAMP
'H (CDCly), 8, m. a.: 1.37 t (3H, CH3-3¢up, Jyy =
7.2 T'n), 2.68 ¢ (CH;-dypan), 4.23 x (2H, OCH,-
aup, Jyy = 7.2 T), 7.29 ¢ (1H, H*-dypan), 9.30 ¢
(1H, H>-cenenaguason, caremmur 2Jyg, = 39.2 T'n).
Crnektp SIMP 13C (CDCly), 8¢, M. a.: 13.90 (CH;-
dypan), 14.33 (CH3-3¢up), 60.43 (OCH,->¢up),
109.80 (C4-¢ypan), 115.55 (C3-ypan), 135.34 (C>-
cenenaauason), 145.45 (C5-dypan), 154.08 (C4-
cenenagmason), 159.62 (C2-dypan), 163.91 (C=0).
Macc-cnextp, m/z: 286.9939 [M + H]* (Beramcieno
s CioHygN,O5Se: 286.9934).

2-Metuna-5-(1,2,3-cenenagua3on-4-uia)ypan-
3-kapoonoBasi kucjaora (3). Pactsop 4.45 r stmio-
Boro sdmupa 2-mermi-5-(1,2,3-cenenannazon-4-mr)-
¢dypan-3-kapOOHOBON KHCIOTHI 2 B CMECH 22 MII YK-
cycHoil u 10 MJI CONMSHOW KHCIIOTHI MEpEeMEIINBaIN
9 1 mpu 75°C. Ilocne 3TOTO OTTOHSIIN Ha POTOPHOM
WCTIIapUTEIIe JISTY4He BEUIeCTBa, OCTATOK PACTBOPSIIU
B 10%-0M pacTBope kapOoHara Harpus. [lomyueHHbIH
pacTBOp GHUIBTPOBAH Yepe3 OyMaKHBIN (DHIBTP Map-
KU «CHUHSA JNeHTa» U nogkucasin 20%-Ho#i COoJIsTHOM
kucnoroit 10 pH = 2-3. Ocagok oTGUIBTPOBLIBATIH U
cymmau Ha Bo3ayxe. Beixon 1.68 1 (42%), TeMHO-KO-
puuHeBble KpucTauibl, T. pa3ia. 100°C. Cnexkrp AMP
'H (IMCO-dy), 8, m. x1.: 2.65 ¢ (CH3-dypan), 7.21 ¢
(1H, H*-ypan), 9.91¢ (1H, H5-cenenamuason, caren-
it 2Jyge = 37.6 '), 12.83 yur. ¢ (1H, OH). Criektp
SIMP 13C (AMCO-d), 8¢, M. a.: 14.02 (CH;-dypan),
109.70 (C4-dypan), 116.09 (C3-dypan), 139.81 (C>-
cenenamuason), 145.73 (C5-dypan), 153.53 (C4-
cenenaauason), 159.33 (C2-dypan), 164.80 (C=0).

Cemukap0a30H 3THJI0BOIO 3¢upa 2-(aneToKcH-
MeTHI)-5-aneTua(pypan-3-kapooHOBOH KHUCJIOTHI
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(5). K pactBopy 4.64 r sTEIIOBOTO 3hupa 2-0poM-
METHII-5-areTIIdypaH-3-KapOOHOBOM KHUCIOTH 4 B
40 mu1 aTaHosa pubaBisuM 2.27 T TUAPOXIIOpUIA Ce-
MukapOasua u 4.82 r anierata HaTpusi. PeakiinoHHy10
Maccy KUIATWIW Npu nepeMemnBanud 10 4, 3arem
BeuMBa)A B 130 mut Bompl. [lomyueHHYIO CMECh KC-
TparupoBanu xjaopopopmom (3x50 M), TpOMBIBAIH
40 M pactBopa NaCl u cymmnn cyinbhaToM HATPHS.
Xn0poopM OTTOHSIIM, OCTATOK 3aTHpaIM C ITHIIA-
neraroM. Beixon 3.26 T (60%), KeNnThie KPUCTAILIBL,
T. . 168-172°C. Cnekrp SIMP 'H (JIMCO-dy), 9,
M. 1.: 1.27 1 (3H, CH3-3¢up, Jyy =7.0 '), 2.06 ¢ (3H,
CHj-anerar), 2.12 ¢ (3H, CH3-cemukap6a3on), 4.25 k
(2H, OCH,-3dup, Jyz = 7.0 T'm), 5.32 ¢ (2H, OCH,-
dypan), 6.53 yur. ¢ (2H, NH,), 7.20 ¢ (1H, H*-¢pypan),
9.66 yu. ¢ (1H, NH). Cnekrp SIMP 13C (IMCO-dy),
8¢, M. a.: 13.16 (CHj-cemuxap6ason), 14.49 (CH;-
adup), 2091 (CHjs-auerar), 57.02 (OCH,-dypan),
61.03 (OCH,-3¢up), 109.15(C4-dypan), 118.71 (C3-
¢ypan), 135.90 (C=N), 152.93(C5-dpypan), 154.03
(C2-¢ypan), 157.22 (O=CNH), 162.47 (C=0-pypan),
170.27 (C=0O-anerar). Macc-cniektp, m/z: 334.1003
[M + Na]" (Beruncneno aist C 3H sN3Og: 334.1010).

IOTHaoBbI 3¢up 2-(2-MeToKcHpeHUIMETH)-
S-anerwiagypan-3-kapooHoBoii kucaorsl (6). K
pactBopy 3.71 r atuioBoro s¢upa 2-OpoMMeTHII-S-
anetmidypan-3-kapOoHoBoH Kuciotel 4 1 1.9 T 2-me-
Tokcudenona B 40 Ml aueToHUTpUIIAa NPHOABIISLIN
3 r kapOonara xamus. [lomydeHHyI0O CMech mepeme-
muBanu 4 9 npu 60°C 10 npekpamieHus BbIJEICHUS]
yIIeKUcoro raza. OTGUIbTPOBBIBAIM OCAI0K HEOP-
TraHWYeCKHUX coyied, ¢uisrpar ymapuBaid. OcCTaTok
pacTBOpSUIM B MUHUMAJILHOM KOJIMYECTBE THIIAIeTa-
ta u nobasisiu 40 M rekcana. [1pu ncniapernu sToro
pactBopa nonydanu 3.08 T (71%) stunoBoro sdupa
2-(2-MeToKCUpEHUIMETHI)-S-aneTuiadypan-3-kap-
OOHOBOW KHCIJIOTHI B BHJE KEITOBATBHIX HIOJIBYATHIX
kpucrasios ¢ T. wi. 43°C. Cnekrp SIMP 'H (CDCly),
0, m. 1.: 1.31 T (3H, CH3-3¢up, Jyy = 7.0 I'm), 2.46
¢ (3H, CHj-auerun), 3.84 ¢ (3H, CH;0), 4.30 k
(2H, CH,O-3¢up, Jygg = 7.0 I'm), 5.44 ¢ (2H, dy-
pan-CH,0), 6.84-6.91 m (2H, H3:.0-pennn), 6.96-7.02
M (2H, H*5-ennn), 7.42 ¢ (1H, H*-¢dypan). Crexrp
SIMP 13C (CDCly), 8¢, M. 1. 14.15 (CH;3-3¢up), 26.14
(CHj-auerun), 55.89 (CH;0), 61.13 (CH,O-3¢up),
62.64 (pypan-CH,0), 112.26 (CO-enun),115.74
(C3-penrnm) 116.99 (C4-dypan), 118.83 (C3-dpypan),
120.82 (C5-penmn), 122.84 (C4-enmn), 147.53(C5-

dypan), 150.19 (Cl-ennn), 151.74 (C2-henmn),
158.40 (C2-¢pypan), 162.10 (C=0-3¢up), 186.69
(C=0O-kerton). Macc-criextp, m/z: 341.1013 [M + Na]*
(Bbrunicieno ana Ci,H;gOg4: 341.0996).

IOTuJaoBbIH 3¢pupa 2-(0yTHIATHOMETHII)-S-ale-
Tiagypan-3-kapoonoBoii kucaotsl (7). K pactBopy
2.82 1 atunoBoro 3¢upa 2-0poMMeTHI-5-aueTHady-
pas-3-kapOoHOBOU KHuCHOTHI 4 ¥ 1.2 Mn OyTaHTHONA
B 20 mn aneronutpmia npudasmsun 2.00 T xap6o-
HaTa kanus. [lodydeHHyl0 cMech ImepeMernBain 10
npekpamenus Beigenerus CO,. Ocanok oTuibTpo-
BbIBaJM 1 mpombiBasiu 10 mi aneronutpuia. Ilocie
yIaJICHUs alleTOHUTPUIIA OCTATOK BBIIEPKUBAJIH B Ba-
kyy™me (1 MM pT. cT) 1 4 Ipu KOMHATHO#H TemIeparype.
Beixon 2.75 r (95%), sxenroBaroe cUpOIOOOpa3HOE
BemtectBo. Criekrp SIMP 'H (CDCl), 8, M. 1.: 0.89 T
(3H, CH3-Bu, Jy = 7.2 I'n), 1.36 T (3H, CH;-3¢up,
Jug = 7.2 Tn), 1.41 cexcrer (2H, CH,3-Bu, Jyy =
7.2 Tu), 1.56 xsunrer (2H, CH,2-Bu, Jyy; = 7.2 T'n),
247 ¢ (3H, CHs-auerun), 2.59 v (2H, SCH,-Bu,
Juag = 7.2 I'n), 4.08 ¢ (2H, SCH,-dypan), 4.32 x (2H,
OCH,-3¢up, Jyy = 7.2 T'n), 7.41 ¢ (1H, H*-dypan).
Criextp SIMP 13C (CDCly), 6¢, M. a.: 13.61 (CH;-
Bu), 14.24 (CH3-3¢up), 21.90 (CH,3-Bu), 27.18
(SCH,-Bu), 31.34 (CH,2-Bu), 32.20 (SCH,-bypan),
60.96 (OCH,-30up), 116.17 (C*-dypan), 117.94 (C3-
dypan), 150.63 (C5-dypan), 162.42 u 162.74 (C2-
dypan, C=0).

ItunoBeiii 3¢pup 2-(N-mopdoauHomeTns)-5-
aneTwigypan-3-kap6oHoBo# kucaoThl (8). PactBop
1.69 r sTroBoro s¢upa 2-0poMMeTHII-S-aeTUIdy-
paH-3-kapOoHOBOW KHUCIOTHI 4 1 1.2 M MopdonrHa
B 20 mn OeH30/Ma KUISITWIA NPU TEepeMElIMBaHUU
6 4. Peaknmonnyto cMech dkcTparupoBanu 10%-Hoi
coJstHOM kuciotor (3x10 mir), SKCTPaKT MPOMBIBAIN
10 mi1 aTHaneTaTa, MO/IIeTaYrBaIld KapOOHATOM Ha-
Tpus 10 pH = 9—10, HackIaIN XJTOPUCTHIM HATPUEM U
9KCcTparuposaiu xyuopodopmom (3x15 mir). DKcTpakT
Ccymmnau Cynb(paroM HaTpus, OTTOHSUIM  XJIOPO-
¢dopM, ocTaTok BbLACpKUBaTM B Bakyyme (1 MM
pT. c1) 1 4 mpu KOMHATHO# Temmneparype. Beixox 1.08 1
(62%), cBeTnO-)KeNTOE CHPONOOOPa3HOE BEIIECTBO.
Crnekrp SIMP 'H (CDCly), 8, m. a.: 1.37 T (3H, CH;-
adup, Jyg = 7.2 I'n), 2.48 ¢ (3H, CH;-auerun), 2.58
T (4H, CH,N-mopdonun, Jyy = 4.4 I'n), 3.69 T (4H,
CH,O-mopdonun, Jyy = 4.4 T'm), 3.99 ¢ (2H, dy-
pan-CH,N), 4.32 k (2H, CH,O-3¢up, Sy = 7.2 I'n),
7.42 ¢ (1H, H*-dypan). Crexrp SIMP 13C (CDCly),
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dc, M. 1.: 14.24 (CHj3-3¢mup), 26.05 (CHj-aunerun),
53.19 (CH,N-mopdomun), 60.95 (CH,0-3¢up), 66.89
(CH,O-mopdonun), 67.97 (dpypan-CH,N), 117.77
(C4-pypan), 118.52 (C3-dpypan), 151.06 (C3-pypan),
160.90 (C2-¢pypan), 162.47 (C=0O->¢up), 186.23
(C=0-xeToHn).

Cemukap06a30HbI 2-3aMelIeHHBIX MPOU3BOIHbIX
3THJI0BOro 3¢upa S-aneruadypan-3-kapooHOBOI
KHCJI0THI (00w as memoouka). K pactBopy 10 MMoITh
coOTBeTCTBYIOMIEero Adupa B 30 M1 3TaHOIa TPUOAB-
namu 12 MMONTE THAPOXJIOpPHAA ceMuKapOazmma u
20 mMMonb anierara HaTpus. PeakimoHHyI0 Maccy Te-
peMemuBanu npu kumsueHuu 9-10 4, 3aTem oxJia-
skmand M BpuIMBaiId B 70 Mu1 Boabl. BrlnenuBiinecs
KPUCTAIIIBl OT(MIBTPOBBIBAIIN, TIPOMBIBAIIA BOJOW U
Cymmiii Ha Bo3ayxe. [Ipu HeoOXoaMMOCTH MOTy4eH-
HOE BEIECTBO MEPEKPHUCTAIITN30BBIBAIIH.

Cemukap0a30H 3TWIOBOTO 3dupa 2-MeTHI-5-
aneruiypan-3-kapoonoBoii kucaotsl (1). Beixon
74%, sxentele kpuctamiel, T. 1w 204°C (EtOH).
Crexrp SIMP H (IMCO-d), 6, m. 1.: 1.29 1 (3H, CH;-
adup, Jyg = 7.2 I'n), 2.09 ¢ (3H, CH;-ruapaszon), 2.57
¢ (3H, CH;-dypan), 4.24 x (2H, CH,0-3dup, Jy =
7.2Tn), 6.43 yu. ¢ (2H, NH,), 7.08 ¢ (1H, H*-dypan),
9.95 yur. ¢ (1H, NH). Cnekrp SIMP 13C (JIMCO-d),
d¢, M. 1.: 13.09 (CH;-runpason), 14.18 (CH;-dypan),
14.66 (CH3-30up), 60.45 (CH,O-3¢up), 109.44 (C4-
¢ypan), 115.18 (C3-dpypan), 136.22 (C=N), 150.79
(C5-pypan), 157.39 (C2-dpypan), 159.35 (O=CNH),
163.36 (C=0). Macc-cnekrp, m/z: 254.1145 [M + H]*
(Bbrunciieno st Cp H N304 254.1140).

CeMukap0a3oH 3THIOBOTO 3¢upa 2-(2-MeTOK-
cupeHnameTna)-5-aneTnagypan-3-kapooHoBoii
kucjaorsl (10). Brixox 84%, skenThie KpPUCTAILIBI,
T. 1. 83°C. Cuekrp SMP 'H (IMCO-dy), 3, m. 1.:
1.24 T (3H, CH3-3¢up, Jyy = 7.2 T'm), 2.17 ¢ (3H,
CH;-cemukap6ason), 3.74 ¢ (3H, CH;0), 4.24 x (2H,
CH,0O-3¢wup, Jyg=7.2T1), 5.33 ¢ (2H, dpypan-CH,0),
6.47 yur. ¢ (2H, NH,), 6.88 1. n (1H, H3-enmn, 3 Sy =
7.6, Uy = 1.6 T), 6.96 yur. 1 (1H, H4-dennn,
3Jqu = 7.6 T), 6.99 1. 1 (1H, H3-benun, 3Jyy =
7.6, Uy = 1.6 Tu), 7.07 yur. x (1H, HO-dpennn,
3Jqn = 7.6 T, 7.24 ¢ (1H, H4-dypan), 9.55 yur. ¢
(1H, NH). Crekrp SIMP 13C (AMCO-dy), 8¢, M. 1.:
13.04 (CHj-cemukapbason), 14.49 (CHjz-3¢up),
55.91 (CH;0), 61.00 (CH,O-¢enun), 61.86 (CH,O-
adup), 109.11 (C4dypan), 112.87 (CO-henmn),
115.21(C3-pennn), 118.72(C3-¢pypan), 121.05 (C5-
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denmn), 122.59 (C4-dpenmn), 135.85 (C=N), 147.72
(C5-pypan), 149.92 (Cl-penmn), 152.83 (C2-hennn),
155.52 (C2-dypan), 157.26 (O=CNH), 162.65 (C=0).
Macc-cnekrp, m/z: 398.1339 [M + Na]" (BeraucieHo
st CgHy N3Og: 398.1323).

Cemukap0a3on 3tuiaoBoro 3¢upa 2-(0yrmi-
THOMETWJI)-S-aneTWiIQypaH-3-KapoOHOBON  KHC-
aotsel (11). Beixon 75%, >kenThie KPUCTAILIIBI, T. ILL.
136°C. Cnekrp SIMP 'H (CDCly), 8, M. a.: 0.90 T
(3H, CH3-Bu, Jy = 7.2 I'n), 1.37 T (3H, CH;-3¢up,
Jun = 7.2 T), 1.40 cekcrer (2H, CH,3-Bu, Jyy =
7.2 T'm), 1.58 xeuntrer (2H, CH,2-Bu, Jyy = 7.2 I'n),
2.13 (3H, CH;-cemuxap6ason), 2.58 T (2H, SCH,-Bu,
Jyu = 7.2 I'n), 4.08 ¢ (2H, SCH,-dypan), 4.32 x (2H,
OCH,-3¢up, Jyyy = 7.2 I'n), 5.45 ym. ¢ u 6.29 ymr. ¢
(2H, NH,), 6.89 ¢ (1H, H4-¢ypan), 9.11 ¢ (1H, NH).
Crnekrp SIMP 13C (CDCly), 8¢, M. a.: 12.60 (CH;-
cemukapb6ason), 13.64 (CH;-Bu), 14.31(CH;3-3¢up),
21.98 (CH,3-Bu), 27.08 (SCH,-Bu), 31.44 (CH,?2-
Bu), 31.96 (SCH,-¢ypan), 60.67 (OCH,-3¢up),
110.00 (C4-¢ypan), 11590 (C3-dypan), 137.20
(C=N), 150.58 (C>-¢ypan), 157.93 (O=CNH), 159.51
(C2-¢ypan), 163.06 (C=0).

Cemuxap6a3on >TwiioBoro 3¢pupa 2-(N-mop-
dhonrnnomerna)-5-anerniapypan-3-kapooHoOBOIt
kucaorsl (12). Beigenen mociie OTrOHKM CHUPTA,
pactBoperuss B 30 MJ BOABI M MOIIIETAYNBAHUS 10
pH = 10. Bexog 71%, cepo-xenTble KpUCTAIIBL, T.
wi. 85°C. Cnektp SIMP 'H (AIMCO-d), 3, m. 1. 1.24
T (3H, CH3-3¢up, Jyy = 7.2 I'n), 2.11 ¢ (3H, CH;-
cemukap6ason), 2.49 t (4H, NCH,-mopdonun, Jyy =
4.4 Tu), 3.55 T (4H, OCH,-mopdonun, Jyy = 4.4
I'm), 3.87 ¢ (2H, NCH,-¢ypan), 4.25 k (2H, CH,O-
adup, Jyy = 7.2 'n), 6.44 ym. ¢ (2H, NH,), 7.15 ¢
(1H, H4-dypan), 9.47 ¢ (1H, NH). Cnekrp SIMP 13C
(AMCO-dg), d¢c, M. n.: 13.13 (CH3-cemukap6a3on),
14.63  (CHj3-a¢up), 53.18 (NCH,-mopdonun),
60.73 (CH,0-3¢wup), 66.61 (OCH,-mopdonun, dy-
pau-CH,N), 109.10 (C*-¢ypan), 118.20 (C3-dpypan),
136.20 (C=N), 152.03 (C>-dypan), 157.25 (O=CNH),
157.43(C2-¢ypan), 163.08 (C=0).

Cemuxap0a30H 3TWIOBOrO 3¢upa 2-(IMITOKCHU-
pochopuamernin)-S-aneruindypan-3-kapooHoBoi
Kkuca0ThI (13). Beigenen myTem 3KCTpaKIMKU peakiiy-
OHHOM Macchl XJIOPO(OPMOM, POMBIBKH IKCTPAKTa
pactBopom NaCl, cymku cynbharoM HaTpust ¥ yma-
puBanus. Bwixonm 83%, CBETNIO-KOpHUYHEBBIE KpPH-
cramwiel, T. wi. 86°C. Cnextp SIMP 'H (CDCly), 3,
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M. a.: 1.31 T (6H, CH;-docdonar, Jyy = 7.2 T'm), 1.38
T (3H, CH3-3¢up, Jyy = 7.0 I'n), 2.19 ¢ (3H, CH;-
cemukapOason), 3.77 n (2H, CH,P, Jpy = 22.4 I'n),
4.13 n. k (4H, CH,O-docdonar, Jyy = 7.2, Jpg=13.2
I'm), 4.33 k (2H, CH,0-3¢wup, Sy = 7.0 I'n), 5.18 ym.
¢ u 6.31 ym. ¢ (2H, NH,), 6.92 ¢ (1H, H*dypan),
8.70 ¢ (1H, NH). Cnekrp SIMP 13C (CDCly), 8¢, M. 1.:
12.38 (CH;-cemukap6ason), 14.13 (CH;-3¢up), 16.34
1 (CHs-docdonar, 3JPC = 6.2 I'n), 26.70 n (CH,P,
1pc=138.5T1), 60.71 (CH,0-3¢up), 62.51 1(CH,O-
docoonar, 3Jpc = 6.3 I'n), 110.03 1 (C*-dypan, 4/pc =
3.0 T'), 117.08 1 (C3-dypaw, 3Jpc = 8.2 '), 136.93
(C=N), 150.90 1 (C3-dypaHn, 4Jpc = 3.0 '), 153.15 1
(C2-dypan, 2Jpc = 11.0 I'y), 157.46 yur. ¢ (O=CNH),
162.93 1 (C=0, 4Jpc = 2.4 Tw). Crnexrp SIMP 3!P
(CDCly): 6p 20.91 m. o. Macc-cnekrtp, m/z: 412.1249
[M + Na]" (Beruucneno s CysH,yN;O,P: 412.1249).

Peaknus cemukap6azona 5 ¢ IByOKHUCBHIO ceJie-
Ha B YKcycHO# kucJjore. K pactopy 3.26 T ceMuxap-
0a3zoHa ATHUJIOBOTO 3dupa 2-areTOKCHUMETHI-5-are-
THIypaH-3-KapOOHOBOI KHUCIOTHI B 25 MIT YKCYCHOM
KHUCJIOTHI TPHUOABISIN TIpH TIepemernuBanuu 1.28 1
IByOKHcH cenieHa. [lomy4ueHHyio cMech mepeMerimBa-
mu 5 9 pu 70°C, 3arem BeumBanu B 100 M1 BOmbI 1
AKCTParupoBaIH XJIopodopMoM (3x25 Mir). DKCTpaKT
MIPOMBIBATI PAcTBOPOM OWKapOOHATa Kajiks 10 Tpe-
KpallleH!s! BBIJICJICHUS YIJIEKHCIIOro Tasza, 3arem 20
MJ BOIBI W CymIWIn cyiabparom Harpus. PactBop
(unpTpOBaNM Yepe3 CIOW CHIIMKArelss W OTTOHSITH
xopodopm. OcTaToK KUMISATHIHA C TEKCAHOM JI0 TIOJI-
HOTO PAacTBOPEHHWS M OCTaBIsUIM Ha HOYb. Ocalox
OT()MIBTPOBHIBANN W CYIIMJIN Ha BO3AYyXE JIO ITOCTO-
saHOM Macchl. [lomyummu 1.56 T (62%) 3THI0BOTO
3¢upa 2-anerokcuMeTm-S-aneTusadypan-3-kap-
0onoBoii kucaotel (14) c T. 1. 130°C. Crextp SAIMP
'H (CDCly), 6, m. a.: 1.40 T (3H, CH;3-30up, Jyy =
7.2 I'm), 2.13 ¢ (3H, CHj3-auerun), 2.50 ¢ (3H, CH;-
ketoH), 4.35 x (2H, CH,O-3dwup, Jygy = 7.2 I'n), 5.44
¢ (2H, OCH,-¢ypan), 7.45 ¢ (1H, H*-¢pypan). Criexrp
SIMP 13C (CDCly), 8¢, M. a1.: 14.24 (CH;3-3¢mp), 20.61
(CHz-anernn), 25.99 (CHjz-keron), 56.96 (OCH,-
¢ypan), 61.28 (OCH,-3¢wup), 117.46 (C*dypan),
118.94 (C3-ypan), 151.63 (C5-pypan), 153.54 (C2-
tdypan), 161.85 (C=0-3¢dup), 186.37 (C=0O-xeToH).

OubTpaT yrnapuBajid J0CyXa, OCTaTOK 3aTHPAJIH
¢ HEOOJIBIIUM KOJIMYECTBOM I'eKcaHa, 00pa30BaBIIIN-
€Csl KPUCTAJUIbl CYIIMJIM Ha BO3YXE 0 MOCTOSHHON
maccsl. [Tomyanmm 0.53 T (15%) 3TuaoBoro 3¢gupa

2-(anerokcumeTna)-5-(1,2,3-cenenaauaszon-4-umin)-
(¢pypan-3-kapoonosoii kucaorsl (15) ¢ T. m1. 89°C.
Crextp SIMP 'H (CDCl,), 8, m. x.: 1.39 T (3H, CH;-
adup, Jyg=7.2 I'n), 2.13 ¢ (3H, CH;-auerun), 4.37 x
(2H, CH,O-3¢up, Jiy = 7.2 I'n), 5.49 ¢ (2H, OCH,-
dypan), 7.39 ¢ (1H, H*-dypan), 9.44 ¢ (1H, H>-
CeleHaanasol, careuut 2Jyg, = 38.8 I'm). Crekrp
SIMP 13C (CDCly), ¢, M. 11.: 14.24 (CH;3-3¢up), 20.77
(CHj-anerun), 56.80 (OCH,-dypan), 61.04 (OCH,-
sdup), 109.87 (C4dypan), 119.36 (C3-dypan),
137.00 (C3-cenenammaszon), 147.58 (C3-¢ypan),
154.24 (C2-¢ypan), 157.18 (C4-cenenamuason), 162.44
(C=0O-acpup).

MetuaoBblii  3¢up  2-(rUAPOKCUMETHJI)-5-
(1,2,3-cesenanna3on-4-ui)dpypan-3-kapooHoBoi
kucothl (16). K pactsopy 0.63 1 atunmoBoro adupa
2-(ammerokcumertni )-5-(1,2,3-cenenamuason-4-mr)dy-
paH-3-kapOoHOBOH KHUCIOTH 15 B cMecn 7 M1 XJ10po-
dbopma u 15 mi metanona mpubapisiy 2 Karma 1 M.
pacTBopa MeTuiiaTa HaTpus B MeTanoe. [TonydeHnyro
CMECH OCTaBJIAAJIM Ha CYTKHU IIPpH KOMHaATHOM TeMIICpa-
Type B TeMHOTe. Ha cinemytromuii teHb OBICTPO MPOTy-
CKaJIM pacTBOpP Yepe3 CIIOH CHIIMKATelsl U yIapuBain
nocyxa. OCTarok 3aTHpaii C TEKCAHOM, TOJyYUB-
IUICS KPacHBIM MOPOIIOK OT(HUIBTPOBBIBATH U CY-
IOWUJIKM Ha BO3YyX€ B TCMHOTC 10 MOCTOSTHHOM MAacCHI.
Brixomx 0.37 r (74%), 1. pasn. 149-150°C. Cnektp
SIMP H (IMCO-dy), 8, m. n.: 3.83 ¢ (3H, CH;0-
a¢up), 4.80 1 (2H, OCH,-dypan, Jyy = 4.4 T'n), 5.62
yur. T (1H, OH), 7.30 ¢ (1H, H*-dypan), 9.99 (1H,
H>-cenenaauason, caremur 2Jyg, = 34.8 T'n). Criektp
SIMP 13C (IMCO-dg), 8¢, M. m.: 52.26 (CH;0-
a¢dup), 54.81 (OCH,-dypan), 109.08 (C*dypan),
115.72 (C3-dpypan), 140.90 (C3-cenenaauason),
146.85 (C3-¢ypan), 153.21 (C2-dypan), 161.15 (C4-
cenenaamnason), 163.25 (C=0-3¢dwup).

ITuaoBbIA 3pup 2-(2-MeToKCH(EHUIMETHT)-
5-(1,2,3-cenenaguazo-4-uia)pypan-3-kapooHoBoii
kucaoTel (17). K pactBopy 2.46 r cemukapOa3oHa
3THIOBOTO d¢upa 2-(2-MeToKcu(eHUIMETHI)-5-ale-
Tuidypan-3-kapooHoBoii kuciotel 10 B 13 M ykcyc-
HOU KMCIIOTHI MPHOABIISUIN pH NiepemeninBanuu 0.8 T
JIBYOKHCH cesieHa. [lomydeHHyro cMech epeMeniBa-
nu 6 1 ipu 55-59°C, 3aTem BbutHBaIU B 60 MIJI BOZBIL.
CMmech akcrparupoBaiu xjopodopmom (3x25 i),
rpombiBaiu 20 mut Boukl, 20 M pactBopa NaCl u cy-
MM cyiib(aTom HaTpus, 3aTeM QUILTPOBAIH Yepes
cJIoM cuimkarens u ynapusaiu. Beixon 1.13 r (41%),
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CBETJIO-KOPUYHEBbIE KpUCTaIIbL, T. . 94°C. Cnektp
SIMP 'H (CDCly), 8, m. n.: 1.37 1 (3H, CH3-3¢wup,
Jun =7.2T'n), 3.88 ¢ (3H, CH;0), 4.36 k (2H, OCH,-
adup, Jyy = 7.2 I'n), 5.54 ¢ (2H, OCH,-¢ypan), 6.91
a. o (1H, H3>-penun, Jyyy = 7.6, 8.0 T'), 6.92 1 (1H,
H3-dennn, Jyyy = 7.6 Tn), 7.00 v (1H, H4*-dennn,
Jy = 7.6 T'), 7.40 ¢ (1H, H*-¢dypan), 7.60 1 (1H, HO-
dennn, Jyyy = 8.0 T'm), 9.43 ¢ (1H, H3-cenenaauason,
careut 2Jyg. = 38.8 I'm). Crmekrp SIMP 13C
(CDCly), 8¢, M. a.: 14.24 (CH;3-3¢up), 55.90 (CH;0),
60.95 (OCH,-3¢mup), 62.39 (OCH,-¢dypan), 109.74
(C4-ypan), 112.07 (CO-pennn), 115.40 (C3-dpennn),
118.94 (C3-pypan), 120.87 (C3-penmn), 122.55 (C4-
dbenmn), 136.88 (C3-cenenanuason), 147.58 u 147.61
(C5-pypan, Cl-penmm), 150.05 (C2-penwmn), 153.74
(C2-¢pypan), 155.61(C5-cenenanuason), 162.76(C=0).
Macc-cnekrp, m/z: 431.0120 [M + NaJt (BerauciieHo
nist Cy7H 6N,OsSe: 431.0117).

ITniaoBbli 3¢pup 2-(0yrmaruomerni)-5-(1,2,3-
ceJleHana301-4-wi1)pypan-3-kap0oHOBOil  KHC-
aotsl (18). K pacteopy 0.90 T cemukap6a3oHa 3TH-
moBoro  3dupa  2-(OyTHaTHOMETHN)-S-aneTHidy-
pan-3-kapO6oHoBor kucinotel 11 B 10 mMi ykcycHou
KHCIIOTHI TpuOaBisin npu nepememuBannu 0.32 1
IOByoKucH ceneHa. [lomydeHHylo cmech Iepeme-
wuBaau 5 4 npu 42-45°C, 3areM OTrOHANIU YKCyC-
Hyto kuciory. K ocrarky npunusanu B 30 M1 BOJBIL.
[lonmy4eHHYI0 CMECh 3KCTparupoBajid XJI0pohopMOoM
(3%20 mm), mpomsbiBamr 20 M Boawl, 20 MII HACHI-
LIEHHOTO pacTBopa OukapOoHaTa kamust u 20 M pac-
tBOopa NaCl. PacTBop cymmmu B TeMHOTE CyibhaTom
HaTpusl, 3aTeM (UIBTPOBAJIM UYepe3 CJIOW CHIIMKare-
15 ¥ ynapusainu. OCTaTOK BBIIEPKHUBAIM B BaKyyMe
(1 MM pr. cT.) 1 9 mpu KOMHATHOW TemIieparype.
Beixon 0.52 1t (49%), CBETIO-KOPHUYHEBOE CHUPOTIO-
obpasnoe BemectBo. Crekrp SIMP 'H (CDCly), 6,
M. 1.: 0.90 T 3H, CH;3-Bu, Jyy =7.2 '), 1.41 T (3H,
CH;-3¢wmp, Jyy = 7.2 T), 1.48 cexcrer (2H, CH,3-
Bu, Jyg =7.2 Tw), 1.61 xsunrer (2H, CH,2-Bu, Jyy =
7.2 I'm), 2.62 T (2H, SCH,-Bu, Jyg=7.2I'n), 4.19 ¢
(2H, SCH,-dypan), 4.37 k (2H, OCH,-3dup, Jy =
7.2 Tu), 7.37 ¢ (1H, H*-dypan), 9.39 ¢ (1H, H>-
cerneHaauason, careiut 2Jyg. = 39.2 I'm). Cmexrp
SIMP 13C (CDCl), 8¢, M. a.: 13.66 (CH3-Bu), 14.31
(CH;3-30up), 21.99 (CH,3-Bu), 27.13 (SCH,-Bu),
31.49 (CH,2-Bu), 31.95 (SCH,-dypaHn), 60.74 (OCH,-
a¢up), 109.83 (C*-dypan), 116.43 (C3-pypan), 136.05
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(C5-cenenanmason), 146.42 (C3-¢pypan), 153.86 (C3-
cenenaamason), 159.10 (C2-dypan), 163.13 (C=0).

ITHI0BBIHIGUP 2-(Iu3TOKCHPOCHOPHIMETHIT)-
5-(1,2,3-cenenagua3oi-4-ui)pypan-3-kapooHoBoi
kucaorsl (19). K pactBopy 1.27 r cemukapbazoHa
3THI0BOr0 3dupa 2-(audTorcudocopuamMer)-5S-
areTmIgypan-3-kapOOHOBOW KHUCIOTHI B 25 M YK-
CYCHOM KHcHOThI iprOaBisiin 0.4 T IBYyOKUCH CeJeHa.
Peakunonnyro maccy nepemermsanu 7 4 npu 60°C,
3areM BpUtUBaIM B 70 Mi1 Bonbl. [lomydeHHy0 cMech
HACBHIILANKA XJOPUCTHIM HaTpUEM M 3KCTParupoBa-
s xjopodopmom (3x30 mir). DKCTPAKT MPOMBIBAIIN
40 MJ1 HaCBIIEHHOT'O pacTBopa OMKapOOHAaTa HATPUs,
20 mn pactBopa NaCl u cymmnu cynbgparoM HaTpHsl.
OTroHsUM pacTBOPUTENh, OCTATOK 3aTHPAIH C TeKca-
HoM. Brixon 0.99 1 (70%), cepoe mopoukoodpazHoe
BewecTso, T. wi. 82°C. Crekrp SIMP 'H (CDCly), 3,
M. 1.: 1.30 T (6H, CH;-docdonar, Jyy=7.2 I'n), 1.39
T (3H, CH3-3¢up, Jyy = 7.2 I'n), 3.83 1 (2H, CH,P,
Jpy=22.0Tm), 4.15 1. x (4H, OCH,-docdonar, Jyy =
7.2, Jpiy = 14.4 Tm), 4.35 x (2H, OCH,-3¢up, Jyg =
7.2 Tn), 7.36 ¢ (1H, H*dypan), 9.40 ¢ (1H, H>-
cesteHauasol, careiut 2Jyg, = 39.2 I'm). Crektp
SIMP 13C (CDCly), 8¢, M. a.: 14.30 (CH;-adwup),
16.37 n (CHs-docdonar, 3Jp- = 6.2 Tw), 26.65 1
(CH,P, 1Jpc = 139.0 T'm), 60.74 (OCH,-3¢up), 62.55
1 (OCH,-docdonar, 2Jpc = 6.5 I'), 109.80 x (C*-
dypan, 4pc = 3.1 Tw), 117.35 1 (C3-dypan, 3Jpc =
8.3 I'm), 136.11 (C5-cenenammason), 146.83 n (C3-
dypan, pc = 2.9 T), 152.90 1 (C2-dypaH, 2Jpc =
13.9 T'), 159.65 (C3-cenenaquaszon), 163.00 x (C=0,
4Jpc=2.5T1). Criekrp SIMP 3P (CDCl5): 8p20.94 m. 1.
Macc-cniektp, m/z: 445.0034 [M + Na]* (Bbraucieno
s Cy4H 9N,OgPSe: 445.0038).
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Synthesis of 2-Substituted
5-(1,2,3-Selenadiazol-4-yl)furan-3-carboxylic Acids Esters
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A series of the corresponding semicarbazones was obtained Starting from 2-substituted 5-acetylfurancarboxyl-
ic acid esters. When oxidized with selenium dioxide in acetic acid, 5- (1,2,3-selenadiadiazol-4-yl)furan-3-car-
boxylic acid esters are formed bearing a functional group in position 2 of the furan ring.

Keywords: furancarboxylic acids, selenadiazoles, semicarbazones, selenium dioxide, oxidation

JKYPHAJI OBILLENA XMMMU Ttom 89 Ne 10 2019





