X

Narsuiickuin MMMUsA
Ty Xumus zemepoyurnuueckux coedunenuii 2021, 57(10), 1002-1006
opraHn4eckoro g poy ’ 2 eTepPOoOLUMNKITINHEeCKNX
CUHTE3a

oeAUHEeHun

Oco0eHHOCTH B3auMOAeHCTBHS 1-aMUHO-2-HUTPOTYAHUIUHA
¢ uzatuHamu. Cunres [1,2,4]Tpuazuno|S,6-blungosnon

Tatbsna I1. Epumona'*, Mapus I1. UBanosa', Tamapa A. Hoeukosa', Cepreii B. Makapenko'

! Poccuiickuii 2ocydapemeennpiii nedazoeuueckuti ynugepcumem um. A. M. Tepyena,
Hab. p. Mouku, 48, Cankm-Ilemepbype 191186, Poccus,; e-mail: kohrgpu@yandex.ru

Hocrtynuo 3.03.2021
IIpunsTo nmocne nopadotku 4.06.2021

O\\+/O_
N
\_NH, HoN
=
HN, X = H, Br, NO, ONE
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HccnenmoBanbl B3aUMOACHCTBUSA |-aMHHO-2-HUTPOTYaHUIWHA C W3aTHHAMHU, MPHUBOAANIME K O0Opa3’0BaHHIO HOBBIX [-(2-HHTPO)-
T'YaHUJIMHOTHIPA30HOB N3aTHHA, KOTOPBIE CYIIECTBYIOT B BU/e £/Z-N30MepOB OTHOCUTENBHO a30METHHOBOTO (hparMeHTa. Y CTaHOBIICHO,
YTO YCIIOBHS TPOBEICHHS PEaKUuil 1-aMHHO-2-HUTPOTYaHHIMHA C M3aTHHAMHU BIHUSIOT Ha TEOMETPHIO OOPa3yIOIIMXCSI THAPAa30HOB.
[IpensoxeHsl ycnoBUs MUKIU3AMN MOTY4IEeHHBIX (Z)-B-(2-HATPO)ryaHUAWHOTHIPA30HOB, MPHUBOAAIINE K 3-HUTPOUMHHOCOIEPKALTIM
[1,2,4]rpuazuno[5,6-buHmonam.

KioueBsle cjioBa: 1-aMUHO-2-HUTPOTYaHHUIMH, H3aTHH, [3-TIPOU3BOIHBIC H3aTHHA, TPHA3UHOWHIONSL, 1,2,4-TprasuHsl, £/Z-U30MepHs.

[MpakTryecknii MHTEpEC CpeAM O- WM P-TIPOMU3BOIHBIX
n3aTHHA B KayecTBE COCIUHEHHH, 00JIalafoliX HPOTHBO-
BUPYCHOH M aHTHOAKTepHaIbHONW aKTHBHOCTBIO, IIPEICTAB-
JISIFOT TPOJYKTHI €r0 B3aMMOJEHCTBHS C NPEICTABUTEISIMU
nonuaykiaeodutos. > HekoTopble M3 HHMX yKe HAIUIH
NIPUMEHEHNE B KauecTBE JIEKAPCTBEHHBIX IIPETapaToB,
HATIPHMEp METHCA30H, KOTOPBI YCIIEIIHO IPHUMEHSETCS B
KayecTBe CpeICTBa ISl JICYEHHs BHpYyca HaTypaJbHOM
OCTIBL.

KonneHcupoBaHHBIE U CHUPOCOUWIEHEHHBIE TPHULIUK-
JIMYECKUE CTPYKTYpHI, INOIy4YEeHHbIE Ha OCHOBE M3aTHHA,
00/1aJIal0T  AHTHTMIOKCAHTHOM ™ M IMTOTOKCHYECKOM’
aKTHBHOCTBIO, @ TaK)Ke SIBJISIIOTCS TEPCIEKTUBHBIMH aHTH-
onotukamu®’ i akTonporekropamu.®

Ocoboe MecTo cpeaud TeTepOLUKIMYECKUX CHCTEM,
MOJTy4aeMbIX Ha OCHOBE HM3aTHHA, 3aHUMAIOT (DYHKIHO-
Hanu3upoBaHHble  1,2,4-TPHAa3MHOMHIONBI — HPOISYKTHI
LUKJIM3aIMH O- U -CeMH- U THOCEMHUKapOa30HOB M3aTHHA,
oOmajaromue  OIMPOKMM  CHEKTPOM  OMOJIOTHYECKOM
axtussoctn.” "> B wacthocTH, TOMIAciMH — mpemapar,
IPUMEHSIOIMHCS UTs Tedenns rumokcnm, !

© 2021 JlaTBHHCKHIT HHCTUTYT OPraHUYECKOTO CHHTE3a

['yaHuauH M €ro mpowu3BOJHBIE 3apEKOMEHIOBANIN CceOs
KaK TEPCIEeKTUBHBIC COEAMHEHMs MJIi CHHTE3a TeTepo-
IUKITUYECKUX CHCTEM pAa3HBIX THUIIOB, KOTOPHIE HAXOIST
MPUMEHEHNE B PA3IMYHBIX 00JACTSIX MPUKIAJIHON XUMHH,
a TaKkkKe CIy)KaT OCHOBOH MHOTHUX MPHUPOJHBIX U CHHTE-
THYECKUX OHMOJIOTMYECKH aKTHBHBIX BellecTB. |'yaHHIU-
HOBBIA OJIOK SIBISIETCS] KIFOYEBBIM (ParMEHTOM MHOTHX
aHTHOMOTHKOB, TaKHX Kak CTpenTOMI/Im/IH,]3 Omactu-
wieH,' ! ¥ PYrEX JIeKapCTBEHHBIX MPENaparoB, MpHMe-
HSIOIUXCS B KAYECTBE AHTHCEITHKOB. AMHHOTYaHH/IH-
HOBBI ()parMeHT BXOIUT B COCTaB AHTHOAKTEPHAITBHBIX
CPenCTB psiga CyabMaHMIAMHAHBIX TpernapaToB.'® Takne
IPOM3BOHBIE HHTPOTYAHHIMHA, KaK THAMETOKCAM' |
MMHIAKTONprL,'Y HAIITH IpUMEHEeHHe B KauecTBe repou-
IIUI0B U UHCEKTHUIUIOB COOTBETCTBEHHO.

CoennHeHNE TaKHX CTPYKTYp, Kak M3aTHH M 1-aMHHO-
2-HUTPOTYaHUINH, TPEACTABISIECT HHTEPEC C IEIBI0 MMOY-
YeHHs] HOBBIX OHMOJIOTMUECKH AaKTHBHBIX BEIIECTB, IEpC-
MEKTUBHBIX JUIS CO3JaHMsI IEKAPCTBEHHBIX MPENapaToB.

N3BecTHO, U4TO M3aTHH CIIOCOOEH BCTYNATh B PEAKIIUHU CO
CTPYKTYPHBIMH aHAJIOTaMU |-aMHHO-2-HUTPOTYaHUINHA,
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a UMEHHO C CeMHKapOa3uOM W THOCEMHUKapOa3uIoM, IpH-
BOJA K TOJYYCHHIO CEMHKap0Oa30HOB M THOCeMHKapbazo-
HOB wm3armHa.'’ HeocnabeBarommii wHTEpeC K ITHM
COCAMHEHUSIM CBS3aH C MX IIUPOKHM CIIEKTPOM OHOJIO-
I'MYECKON akTHBHOCTH.' ! Obpamaer Ha cebss BHUMaHHE
pasHOoOOpa3ne MNpPOIYKTOB B3aWMOACHCTBUS H3aTHHOB C
CeMHUKapOa3uIOM W METHITHOCEMHKApOa3uIoM B 3aBUCH-
MOCTH OT YCJIOBHI TPOBEICHHS PEaKIiii, a IMEHHO BEIOOpA
PACTBOPHTENS, TEMIIEPATYPHI ¥ BPEMEHH BBIIEPIKKH. > >

OpmHako, HECMOTpS Ha OOIIMPHBIE WCCIEIOBAaHUS B
JaHHOM O0nacTH, B IJUTEPaType IPEACTABICHBI JIHIIb
HEKOTOPBIC CBEJICHHSI O B3aMMOJCHCTBUM M3aTHHA C aMUHO-
T'YaHUAWHOM, TIPUBOJSIIEM K 00pa30BaHUIO (-TyaHHAWHO-
THApa3OHa M3aTHUHA, CIEKTPAJIbHBIC XapaKTCPUCTUKH
KOTOPOTO He MPHBOAATCA.> JIaHHBIE O PEAKIHAX H3aTHHA U
€ro TPOM3BOIHBIX C |-aMWHO-2-HUTPOTYaHHIUHOM B
JMTepaType NpaKTHUECKH He BCTpedaroTcs.

Lenp maHHO#M pabOTH — W3yYEHHE peakiuii 1-amMuHO-
2-HUTpOTyaHUAWHA ¢ u3aTHHOM (1a) u ero S5-3amMermieH-
HBIMH Tpon3BOAHBIMU. OKa3aioch, YTO MPSMOE B3aUMO-
neiicteue m3atuHa (la) ¢ 1-aMHHO-2-HUTPOTYaHUAHHOM
TIPUBOIIUT K 00pa3oBaHmIO [(-(2-HUTPO)ryaHHAWHOTHIPA30HA
n3aTHHA, KOTOPBIM CYIIECTBYET B BHAE JBYX CTEpPEO-
n3oMepoB 2a u 2b. Ilpu >TOM HaMU YCTaHOBJIEHO, YTO
YCIIOBUSI PEaKkIWH BIMSIOT HA T€OMETPHUYECKYIO KOH(H-
rypamio obOpasyromerocs B-(2-HATpO)ryaHHAWHOTHIPAa30HA
m3atuHa (cxema 1). Peakmus wmsatmna (1a) ¢ 1-amuHO-
2-auTporyanuanHoM B mpucyrctBuu HCl mpuBomuT K
00pa3oBaHUIO TPOAYKTa 2a, MPEACTABISIOMETO cOoOOoH
Z-u3oMep. B cBoro ouepenp, peakuus B BOAHO-IIEIOYHOM
cpeze 3aBepuIaeTcs MoJTydeHHeM IpoayKkTa 2b, uneHrtudu-
IIMPOBAHHOTO HAMH Ha OCHOBAHWH CIIEKTPAIBHBIX Xapak-
TEPUCTUK W JINTEPATYPHBIX AHAIOTHH KaK MHANBUAYallb-
HBII E-m3oMmep. M3 nuTepaTypHbBIX TaHHBIX M3BECTHO, YTO
MIPOXYKTHl B3aMMOJEHCTBUS H3aTHHA CO CTPYKTYPHO
MOJ0OHBIMH | -aMHHO-2-HUTPOTYaHUANHY HyKJIeo(hHIaMu,
TaKUMH KaK CeMHKapOasuz, THOCEMHKapOasua W aMHHO-
T'YaHHJIMH, MOTYT 00pa30BbIBaThes B BHE £- WM Z-M30MepoB
B 3aBHCHMOCTH OT YCIIOBHii mpoBeaeHus peakimir.”"?>~"*
Hampumep, panee omnmcano oOpa3zoBaHHe Z-n3oMepa
B-Tocemukap0a3oHa M3aTHH-5-CYNIb(GOKNUCIOTH B KHCIOH
M HelTpanbHO# cpenax,”® B TO BpeMs Kak B IIENOYHOMN
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Pucynox 1. Criektpsr IMP 'H coenmmenmii 2a,b, 3amucasubie B
JAMCO-dg.

cpene obOpasyercs FE-u3omep. bonbinas cTaOWIBHOCTH
Z-u3oMepa OOBSCHSAETCS HAJIMUYUEM BHYTPUMOJIEKYJISIPHON
BOJOPOJHON CBSI3M, a CTEPHUECKUMM 3aTPyIHCHUAMU
06yCIIOBIeHa MeHbIIas CTabMILHOCTH E-m30Mepa.’’
KiroueBble pasznuums 1ByX wu3oMepoB 2a,b  Habmro-
JAl0TCAd B XapakTepe U IOJIOKEHWHM CHTHAJIOB IMPOTOHOB
TMPa3oOHHBIX hparMeHToB B crektpax SIMP 'H (puc. 1). B
cnektpe SIMP 'H E-u3omepa HHTPOIyaHHMIMHOTHIPA30HA
2b curHanbl MPOTOHOB BTOPUYHBIX AMHHOTPYII IIPOSB-
nsrotest pu 10.86 m 11.80 M. 1., a cUrHajIBl IPOTOHOB
NEePBUYHON aMHHOTPYIIbI PErUCTPUPYIOTCS B BHIE JBYX
YIIMPEHHBIX CHHIJIETOB, YTO TOBOPUT 00 WX MarHUTHOMN
HE’KBUBAJICHTHOCTU. B ciyyae Z-m3omepa 2a naOnmrojaercs
CMElIeHHE CUIHAJIOB POTOHOB BTOPHUYHBIX aMHHOTPYII B
Oosee craboe 1oJie BCIEICTBHE BO3MOXKHOTO 00pa3oBaHust
BHYTPUMOJIEKYJISIpHOI OMdypKaTHOIl BOZOPOIHOI CBs3H, a
NPOTOHBI TEPBUYHONM aMHMHOTPYMIBI, B OTIUYUE OT
cnektpa SIMP 'H E-m3oMepa, perucTpupyioTcs B BHJIE
JIBYX COJIMYKEHHBIX CHHIJIETOB B MHTepBaje 8.61-8.68 M. 1.
B ommuune ot m3atuna (la), ero 5-0pom- U S5-HUTpO-
3aMmeleHHbIe aHanoru 1b,¢ B peakuuu ¢ 1-aMuHO-2-HUTPO-
I'YaHW/IMHOM, BHE 3aBHCUMOCTH OT YCJIOBHU HPOBEICHUS
peaknuu, o0pa3yloT COOTBETCTBYIOIIME THAPa3OHBI 3a,b,
MpeacTaBJstonye coboi Z-u3omepsl (cxema 2).

Cxema 2
Method |
HCI, EtOH, A, 0.5-1 h H2N>/N
_N__NH or N
HN 2 Method I K-N.
NNO, KOH,H,0,A,1h x ) HO
+ > —A
(6] —H,0 O
X N
o H
N (2)-3a X = Br (90% method I,
H 55% method I1)
1b X = Br (2)-3b X = NO, (97% method I,
c X =NO, 60% method Il)
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Onupascb Ha JUTEpaTypHbIE JaHHBIE,> MOJIy4€HHbIE
TUApa3oHbl 2a W 3a MOABEPraJIuCh LUKIW3ALUU TIPU
KUIISIYEHUU B BOJHOM amMmuake. OJHAKO 3TO MPUBENO K
BBIICTICHUIO CMECHU JIMHEHHOTO W LHUKIMYECKOTO MpPOU3-
BOJHEIX. 3aMeHa aMMMaka Ha 0ojee OCHOBHEIN EtN
MO3BOJIMJIA COKPAaTUTh BpeMsi NPOBEACHHUS pPEaKIUH U
BBIJICIINUTH 1eNieBbie 1,2,4-Tpra3uHouHaoNsl 4 u 5, 00paso-
BaHME KOTOPBIX OCYHIECTBIISIIOCH ITyTeM aHHEJIMPOBAaHUS B
pe3ynbTare BHYTPUMOJIEKYJSIPHOTO B3aUMOJEUCTBUS C
YY4acTHEM 0O-KapOOHWJIBHOW TPYIIBI HM3aTUHOBOTO (par-
MEHTa U CBOOOJHOW aMHHOTPYIIBI HUTPOTYaHUIHMHOBOIO
¢dparmenra (cxema 3).

Cxema 3

HoN
2 \7§N\ o
.. +N— 2
NN 4 s N-NH
X /- H EtsN X8 8a Aoy 3>‘:—NN02
—) B —N
N © H,0 or . lfl 4a 4
H EtOH-H,0, 1:1 5
(2)-2aX=H A,6-9h 4X=H (65%)
(2)-3a X =Br -H0 5 X = Br (80%)

IIpenpacnonaoKeHHOCTh K HUKIN3aluU Z-U30MEpOB, IO
cpaBHEHUIO C E-u3oMepamu, MOXET OBbITh O0YCIIOBIICHA
BO3HUKAIOIICH OJaronpusaTHOW KoH(oOpMaluei Beie-
CTBUE BpalllEHUs BOKPYI OAMHAapHOW cBA3M N-N B
THJpPa30HHOM (parMeHTe, 4TO IMPUBOJUT K COJIIKCHUIO
PEaKIMOHHBIX LIEHTPOB, YYaCTBYIOUIMX B IUKIM3ALUU.
HampasiieHue BpaleHus BOKpYr OAMHAapHOU cBA3M N-N B
E-u3omepe He criocoOCTBYeT TaKOMY COJNIMDKEHHIO M, COOT-
BETCTBEHHO, IUKJIM3AIUH, YTO COTJIACYeTCS C JIaHHBIMH,
MMEIOIMMHUCS B JTUTEPATYpPE [JIsl CTPYKTYPHBIX aHAJIOrOB.
CrtpoeHre CHHTE3UpOBaHHBIX coeauHeHui 2a,b, 3a.b, 4, 5
yctaHoBIeHO MeTtofamu MK crieKTpOCKOIHH, CIEKTPOCKOITHHI
SIMP 'H, °C ¢ npuBneueHnemM IByMEPHBIX TETEPOSAIEPHBIX
(‘H-"C HMQC, 'H-"C HMBC) 5kcnepumeHToB, a
COCTaB — JAHHBIMU 2JIEMEHTHOI'O aHAJIN3A.

Takum oOpa3zom, IOKa3aHO, 4YTO B3aMMOJEHCTBHE
1-aMHHO-2-HUTPOTYaHUJMHA C W3aTHHOM 3aBepIIaeTCs
oOpa3oBanueM [B-(2-HUTPO)ryaHUIMHOTHAPA30HA M3ATHHA,
reoMeTpuueckas KOHQUrypalus ruapa3oHHoro ¢pparmMeHra
KOTOPOTO OTpeNeNnseTcs] yCIOBUIMH IPOBEICHHS PEaKIIH.
B cnyuae ucnonp3zoBaHusi 5-OpoM- WM S-HUTPOU3ATHHA B
9TOM B3aUMOJCHUCTBUH (HOPMHUPYIOTCA TOIBKO Z-H30MEpPhI
COOTBETCTBYIOIINX THAPA30HOB. IlyTeM NUMKIM3aIy CHUHTE-
3UPOBAHHBIX Z-W30MEPOB T'MAPA30HOB OCYLUECTBIEH CHHTE3
HOBBIX TIpeacraButenei psaga [1,2,4]tpuasuno[S,6-b]-
HMHJOJIOB.

3KCHepI/IMeHTaJI]>Haﬂ JacThb

UK criextpsr 3amnmcaHsl Ha Gypre-cnektpomerpe Shimadzu
IR Prestige-21 B Tabnerxkax KBr. Cniextpst IMP 'H u °C
(400 u 100 MI'm coorerctBenno), 'H->C HMQC,
'H-""C HMBC, NOESY 3aperucrpipoBaHbl Ha CIIEKTPO-
metpe Jeol ECX400A B JIMCO-ds. B xauectBe cTanmapra
HUCIIOJIB30BAHbBI OCTATOYHBIC CHI'HAJIbI He}leﬁTepHpOBaH-
HOro pactBoputens (2.47 M. . mis sgep 'H) wm
neiTepupoBaHHOTO pactBoputens (39.5 m. aA. mns saep
BC). DiemeHTHBI aHATM3 BHIIONHEH HA AHAIM3ATOPS

EuroVector EA3000 (CHN Dual). TemmepaTypsl 1iaBiie-
HUS onpezaernceHsl Ha mpubdope ITTII-M.

B pabore wucrnonp30BaHEI KOMMEPYECKH IOCTYITHBIC
n3aTHHbl la—¢. 1-AMHHO-2-HUTPOTYaHUIWH IIONYyYEH IO
nuTepatypHoil Metouke. !

(Z2)-N'-Hutpo-2-((£)-2-okcoMHI0IMH-3-WIHAEH)-
ruapa3uH-1-kapéoxkcumuaamua (2a). K pactsopy 250 mr
(2 mmoms) m3atuHa 1la B 15 M H,O mobaBmusror pactBop
240 mr (2 mMMmomnp) 1-amuHO-2-HUTpOTyaHHIWHA B 15 M
H,0. 3arem k moiy4eHHON PEaKIOHHON CMECH JOOABILIOT
4 wmn konneHtpupoBaHHoi HCL. PeakmmonHyto cMmech
[EPEMELIMBAIOT MpPU KUIITYEeHMH B TeueHue 30 MuH.
BrimaBmmmii ocagok oTUIBTPOBEIBAIOT, MpoMbBaroT H,O
u cymar Ha Bo3ayxe. Beixox 390 mr (79%), opamxkeBble
KpucTawisl, T. wi. 261-263°C (H,0). UK cmektp, v, em
1347, 1467 (NNO,), 1619, 1690 (C=N), 1724 (C=0),
3207, 3327, 3400 (NH). Cnextp AMP 'H, 8, m. 1. (J, T'):
6.91 (1H, x,*°J="7.7, H-7); 7.08 (1H, T, °J = 7.4, H-5); 7.36
(I1H, 1. o, *J=7.7,% =11, H-6); 7.69 (1H, 1, °J = 7.4,
H-4); 8.68 (1H, ¢, NH,); 8.61 (1H, ¢, NHy); 11.23 (1H, c,
1-NH); 13.71 (1H, ¢, NNHC). Cnextp IMP “°C, &, m. x.:
111.7 (C-7); 120.1 (C-4a); 122.4 (C-4); 123.0 (C-5); 132.8
(C-6); 138.6 (C-3); 143.5 (C-7a); 158.4 (CNNO,); 162.7
(C-2). Bemumcneno, %: C 43.55; H 3.22; N 33.87.
CoHsNgOs. Haiineno, %: C 43.34; H 3.15; N 33.76.

(E)-N'-Hutpo-2-((£)-2-0KCOMHI0JIUH-3-UIH/IeH)-
ruapa3uH-1-kapooxkcumugamug (2b). K pacrsopy 250 mr
(2 mMmomp) m3atmra (1a) B 10 M 0.1 H. pactBopa KOH
nmobasistoT pactBop 240 mr (2 MMonb) 1-aMUHO-2-HHTPO-
ryanuauHa B 10 mu 0.1 H. pactBopa KOH. 3arem peak-
IIMOHHYI0O CMECh IIEPEMEIIMBAIOT TIPH KUILSTYCHUH B
TeueHne 60 MUH. BrimmaBmmii ocafok OTQIIBTPOBHIBAIOT,
npombiBatoT H,O u cymart Ha Boznyxe. Beixom 400 wmr
(81%), xentele Kpuctamwisl, T. i 241-243°C (H,0).
UK cmektp, v, oM 1347, 1467 (NNO,), 1544, 1690
(C=N), 1723 (C=0), 3283, 3326, 3400 (NH). Cmextp
SAMP 'H, 8, m. 1. (J, 'n): 6.88 (1H, 1, °J = 7.6, H-7); 7.04
(1H, 1, *J= 7.4, H-5); 7.38 (1H, 1, *J =7.7,°J = 7.4, H-6);
7.85 (1H, 1, °J = 7.4, H-4); 8.99 (1H, ym. ¢, NH,); 8.46
(1H, ym. ¢, NHy); 10.86 (1H, ¢, 1-NH); 11.80 (1H, c,
NNHC). Crextp SIMP “C, §, m. a.: 111.4 (C-7); 115.7
(C-4a); 1225 (C-5); 1264 (C-4); 134.0 (C-6); 141.5
(C-7a); 144.8 (C-3); 159.7 (CNNOy); 164.47 (C-2).
Beraucieno, %: C 43.55; H 3.22; N 33.87. CoHgN¢Os.
Haiineno, %: C 43.30; H 3.13; N 33.57.

(£)-2-((Z2)-5-bpom-2-oxkcouHAO0MH-3-UIn1eH)-N'-HUTPO-
rujapasun-1-kap6oxkcuvunamuy (3a). Merog 1. K pacteopy
280 mr (1.2 mmonp) 5-Opomusaruna (1b) B 24 mu xums-
mero EtOH noGasistor pactBop 150 mr (1.2 mMmonsb)
1-amuHO-2-HUTpOryaHuanHa B 15 mu xumsimero EtOH.
3arem poGasisitor 6 Mt koHueHTtpupoBanHoi HCI. Peak-
IIMOHHYIO CMECh IEPEMEIINBAIOT NPU KUISTYCHUH B Teue-
Hue 60 MuH. BpmaBmmii ocalok OT(QHUIBTPOBBIBAIOT U
CyIIaT Ha BO3/YyXeE.

Meron II. K pactBopy 450 mr (2 mmonb) 5-OGpom-
n3aruHa (1b) B 10 M 0.01 H. pactBopa KOH no6asmsior
240 mr (2 mmonb) 1-amMuHO-2-HUTpOryaHHIMHA B 10 M
0.01 n. pactBopa KOH. 3arem peakuuoHHYI0 CMeCh
NepeMEIINBaOT IPHU KHISYEHUH B TeueHne 60 MuH.

1004



Chem. Heterocycl. Compd. 2021, 57(10), 1002-1006 [Xumus cemepoyuxn. coeounenuii 2021, 57(10), 1002—-1006]

BrmaBmmii  ocamok  OTQHIBTPOBHIBAIOT W CymIaT Ha
Bo3ayxe. Bexon 350 mr (90%, merox 1), 360 mr (55%,
meton II), opamkeBble KpucTamiel, T. L 249-250°C
(EtOH umn H,0). UK crektp, v, cM ' 1265, 1544 (NO,),
1617, 1685 (C=N), 1714 (C=0), 3280, 3390, 3455 (NH).
Cnextp SIMP 'H, 8, m. 1. (J, I'm): 6.86 (1H, n, °J = 8.3,
H-7); 7.51 (1H, a. o, °J = 8.3, *J=2.1, H-6); 7.92 (1H, 1,
“J=2.1, H-4); 8.70 (1H, ¢, NH,); 8.75 (1H, ¢, NH,); 11.31
(1H, ¢, 1-NH); 13.51 (1H, ¢, NNHC). Cnextp SIMP C,
o, M. m.: 113.7 (C-7); 114.8 (C-5); 122.4 (C-7a); 124.8 (C-4);
134.8 (C-6); 137.2 (C-4a); 142.6 (C-3); 158.4 (CNNOy);
162.3 (C-2). Boeraucneno, %: C 33.05; H 2.16; N 25.69.
CoH;N4xO;Br. Hatineno, %: C 32.80; H 1.95; N 26.35.
(Z2)-N'-Hutpo-2-((Z)-5-HuTpo-2-0KCOMHI0IUH-3-UIH/IEeH)-
ruapasuH-1-kapooxcumunamug (3b). Merox 1. K pactopy
200 mr (1 mmomp) S-aurpomsatura (1c¢) B 20 mum EtOH
nobasisttor pactBop 120 mr (1 Mmons) 1-amuHO-2-HUATpO-
ryanuauHa B 20 mn EtOH npu temnepatype 78°C. 3atem B
PEaKIMOHHYI0 CMeCh NOOaBISAIOT 4 MIJI KOHIICHTPHPOBAH-
Hoit HCI1 u xunarar B teuenue 30 MuH. Beimasimmii ocamok
oTpUIBTPOBEIBAIOT, poMbIBatoT H,O 1 cymar Ha Bo3ayxe.
Metox II. K pactopy 200 mr (1 mmomb) S-HUTpO-
m3atuHa (1¢) B 10 mx 0.01 . pactBopa KOH nobaBmusror
120 mr (1 mmomb) 1-amMuHO-2-HUTpOryaHHIUHA B 10 M
0.01 H. pactBopa KOH. 3arem peakunoHHYIO CMeCh Mepe-
MELIUBAIOT NIPU KUISTYEHUH B TeueHue 60 MuH. BeimaBmumii
0CaIOK OT(HUIBTPOBHIBAIOT M CyIIAT Ha BO3AyXe. BrIxon
280 mr (97%, merox 1), 170 mr (60%, merox II), sipxo-
XKenThle Kpuctawisl, T. 1. 240-242°C (EtOH wm H,0).
UK cnexrp, v, em s 1343, 1467, 1514 (NO»), 1610, 1627
(C=N), 1703 (C=0), 3215, 3291, 3395 (NH). Cniextp SIMP 'H,
5, M. 1. (J, T'm): 7.08 (1H, x, °J = 8.7, H-7); 8.24 (1H, 1. 1,
3J=8.7,% =22, H-6); 8.62 (1H, 1, *J = 2.2, H-4); 8.81
(1H, ¢, NHy); 8.91 (1H, c, NH,); 11.82 (1H, ¢, 1-NH);
13.49 (1H, ¢, NNHC). Crektp IMP “C, &, m. 1.: 111.9
(C-7); 117.7 (C-4); 121.0 (C-4a); 128.4 (C-6); 136.6 (C-3);
143.3 (C-5); 148.5 (C-7a); 158.2 (CNNO,); 163.0 (C-2).
Brruucaeno, %: C 36.87; H 2.41; N 33.44. CoH;N,Os.
Haiineno, %: C 36.48; H 2.63; N 33.15.
3-Hurpoumuno-2H-[1,2,4]tpuazuno[S,6-bjungoa (4).
K pactBopy 250 mr (1 Mmons) ruapazona 2a B 20 M H,O
(pacTBOpSIIOT TIpH HArpeBaHHUH) N00aBILSFOT 1.1 M1 (8 MMOIIB)
Et;N u xunsarat B TedeHue 6 4. PacTBop oxiaxnaaror,
moakucIsAoT KoHneHTpupoBanHoit HCl no pH 2-3, mocne
Yero IOJIy4eHHBIH 0CaJ0K OT(MIBTPOBHIBAIOT U CyIIAT Ha
Bozayxe. Bexox 150 mr (65%), cBeTno-xenTbie KpUCTAILIbI,
1. 1. 280-283°C (c pasn.). MK cnekrp, v, em 't 1312, 1524
(NO,), 1587, 1591, 1615 (C=N), 3211, 3853, 3922 (NH).
Cnextp SIMP 'H, §, m. n. (J, Tm): 7.38 (1H, 1, *J = 7.6,
3J=1.5, H-8); 7.47 (1H, n, °J = 8.1, H-6); 7.66 (1H, T. 1,
3J=15,%=0.9, H-7); 8.09 (1H, z, *J = 7.6, H-9); 12.96
(1H, ymr. ¢, 5-NH); 14.65 (1H, ym. c, 2-NH). Cnekrp
AMP C, 8, m. 1. 113.7 (C-6); 118.1 (C-9a); 122.7 (C-7);
124.0 (C-8); 132.9 (C-7); 137.7 (C-5a); 144.0 (C-9b); 151.5
(C-4a); 156.8 (3-C=NNO,). Beruncneno, %: C 46.40; H 2.71;
N 35.94. CoHeNgO,. Haiineno, %: C 46.96; H 2.61; N 36.52.
8-bpom-3-nurpoumuno-2H-[1,2,4| tpuasuno(S,6-b|ungon
(5). K pactBopy 350 mr (1 mmouns) ruzpazona 3a (pactBo-
pstor npu HarpeBanun) B 20 mi cmecu EtOH-H,O, 1:1,

nob6asisitor 1 mut (7 mmonb) Et;N 1 kunstsT B Teuenue 9 u.
PacTBOop oOXnaxnarT, MOJKUCISIOT KOHIEHTPUPOBAHHOM
HCI no pH 2-3, mocne 4ero ocagok OT(QHIBTPOBHIBAIOT
cymar Ha Bo3ayxe. Bexon 250 mr (80%), cBeTiio-kopud-
HEBBIE KpHUCTaIbL, T. . 237-240°C (c pasn.). UK cnektp,
v, eM 't 1272, 1523 (NOy), 1587, 1609, 1633 (C=N), 3178,
3482, 3853 (NH). Cnextp SIMP 'H, 8, m. x. (J, T): 7.39
(1H, n, °J = 8.5, H-6); 7.77 (1H, 1. 1, °J = 8.5, *J = 1.8,
H-7); 8.24 (1H, n, =128, H-9); 13.10 (1H, yur ¢, 5-NH);
14.57 (1H, ym. ¢, 2-NH). Criektp SIMP °C, 8, m. 1.: 115.3
(C-6); 1159 (C-9a); 120.3 (C-5a); 125.0 (C-9); 136.8
(C-7); 142.8 (C-8); 151.6 (C-4a,9b); 156.8 (3-C=NNO,).
Brruucneno, %: C 34.97; H 1.63; N 27.19. CoHsBrN¢O,.
Haiineno, %: C 34.36; H 1.43; N 26.81.

@aiin COMpPOBOAUTENBHBIX MAaTEpHAJOB, COAEpKAIIUN
criektpsl SIMP 'H u BC coenunenmii 2a,b, 3a,b, 4, 5,
JIOCTYTICH Ha caiiTe xypHaina http://hgs.osi.lv.

Du3uKO-XuMUYeCKUe UCCIe008aHUsl 8bINOTHEHbL C UCHOTb-
308anuem obopyoosanus Llenmpa Konrexmuenozo noav3o-
sanust gpakyrvmema xumuu Poccutickoeo 2ocyoapcmeen-
HO20 nedazoeuieckoeo ynusepcumema um. A. 1. I'epyena.
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