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BzanmonetictBuem 2-[3(4)-aHuTpodennn]-5,5-muxmopmerni- 1,3-1uokcanoB ¢ 4-aMUHOOCH30aTOM Kalus B
JUMETHI(POpMaMU/Ie TTOTyYeHB! IPOAYKTHI MOHO3aMemeHns — {2-[3(4)-autpodenmn]-5-xmopmerni-1,3-1u-
OKCaH-5-WJI } MeTHIT-4-aMIHOOCH30aThI, KOTOPBIE PEearupyroT ¢ MaJCHHOBBIM aHTHIPUIOM B alleTOHE ¢ 00pa-
30BaHUEM COOTBETCTBYIOLIMX MOHOAMH/IOB MaJICHHOBOM KUCIIOTHI. [{uKn3aruei nocaeHuxX npyu KUIsTueHNU
B pacTBOpEe cMecu JAuMeTHI(hopMamMuia U TOIyola B IPUCYTCTBUH 71-TOIYOJICYIb(QOKUCIOTHI U a3€0TPOIHOM
OTTOHKH BOJIBI BBIJICIICHBI HeonMcaHHble panee {2-[3(4)-autpodenu]-5-xmopmeTui- 1,3 - 1moKcan-5-1ui } MeThII-

4-(2,5-guruapo-2,5-nuokco- 1 H-muppod- 1 -mr)0eH30aThl.

KuroueBsle ciioBa: 2-[3(4)-autpodenun]-5,5-auxnopmeri-1,3-muokcansl, {2-[3(4)-aurpodeHm]-5-xmopme-
THII-1,3-1MoKCcaH-5-1i1 } MeTHII-4-aMuHOOeH30aThl, {2-[3(4)-HUTpOo-(heHn]-5-xiopmeTri-1,3-1uokcan-5-m} -
MeTmit-4-(2,5-auruapo-2,5-n1nokco- 1 H-nuppoi- 1 -uin)0eH30arsl, IPOU3BOIHBIE MAICHHUMHUA

DOI: 10.31857/S0044460X21010030

Maneunumuasl  (1H-nuppon-2,5-TUOHBI) U UX
MIPOM3BOMIHBIE Onarofaps NpeXae HAIUYHIO BBICO-
KOAKTUBHOM JBOMHOH CBSI3U SIBISIIOTCA MEPCHEK-
TUBHBIMM CHUHTOHaMM OPTraHMYECKOro CHHTe3a. B
JUTEepaType OMHCAHBl MHOTOYHCICHHBIE pPEaKINU
MIPUCOEIMHEHHSI HYKJICO(DUIBHBIX U 3MEKTPOPHIBLHBIX
peareHToB 10 nBOIHON C=C-CBS3H, 3aMEIICHHS aTo-
MOB BOJIOPOZA TIPH JBOWHON CBS3HM MaJCHHUMHUTHOTO
LUKJIa ¥ UMUJHOTO aroMa BOAOPOAA, MpEeBpallleHus
(D)yHKIIMOHAIIBHBIX TPYMI MaJeHMHUMHUIOB, a TaKKe
peaknuy KOHJEHCALUN U NeperpynnupoBku [1]. Onn
TaK)Ke JIETKO MOJIMMEPU3YIOTCS U CONOJIMMEPHU3YIOT-
Cs C pa3IMYHBIMH HeTpeNeTbHBIMH COCAMHEHUSIMHU
[1, 2]. Haubounbliee mpakTHYECKOE 3HAYEHUE MMEIOT
MaJeMHUMUIHBIE CBS3YIOIINE, KOTOpBIE MpeIHa3Ha-
YeHBI U1 W3TOTOBJICHHS M3/IEIHA KOHCTPYKIIMOHHO-
ro, 3JCKTPOM3OJSILMOHHOTO, TPUOOTEXHUYECKOTO H
T.II. HA3HAYEHUSI, JUTUTEIHHO paboTOCIOCOOHBIX MPHU
220-250°C [3].

42

LleHHBIM CBOWICTBOM MPOM3BOIHBIX MaJCHHUMHU-
Jla SBISIeTCSl MX OMoJIoTHYecKas akTHBHOCTh. Cpenun
HUX BBIABJICHBI COCAWHCHHA, MNPOABIIAIONINE BBICO-
KyI0 MHCEKTUIHIHYIO, QYHTHMUUAHYIO ¥ TepOUIHI-
HYH0 aKTUBHOCTHU, YTO TO3BOJISET HCIIOJNB30BaTh HMX
B CEIBCKOM XO3SIMCTBE B KauyeCTBE MECTUIHIOB [4].
Ha ocHOBe MajeMHUMHIOB CO3JIaHbl BHICOKOA(D(hEK-
TUBHBIC (papMaIleBTUYCCKUE TIPETIapaThl JIsl JICUCHUS
CepIIEYHO-COCYTUCTHIX M MH(EKIIMOHHBIX 3a00JeBa-
HUHU, TyOepkynes3a, Oone3nn AnbIlreriMepa, nuadeTa
2-ro Tumna, paka u B1UY, a Takke coequHeHus, ooma-
JTAIOIINE CBOWCTBAMHU SK30TCHHBIX aHTHOKCH]IAHTOB
[7-12]. ManenHUMUJHBIA UK SBISETCS YIOOHOU
m1arhopMoit Il CHHTE3a psija XpoMo(pOpPOB, KOTO-
pbIe MOTYT OBITh HCIIOJIB30BaHbI Kak (DIyopecreHT-
HBIE 30H/IBI JUTsI OOHAPYKEHHS TITyTaTHOHA B KIETKaX
HepG-2 w HUVEC [13] wim ammmonmga [14—17].

bonpmmHCTBO 3THX JICKaApCTBCHHLIX IpEIrapaTtoB
MNpeaACTaBISACT co0oif MMPOU3BOAHBIC MaJICMHUMUAA,
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Cxema 1.
@ HOCH, =~ CHCl ) 1o0p — O CH,CI
D G ¢
O,NY / HOCH,  “CcH,cl 9  O,NN / 0 CH,CI
1a,0 2 3a,0

R = mema-uzomep (a), napa-uzomep (0).

MOTU(UITMPOBAHHbBIE PAa3UIHBIMU (papMaropOpHBI-
MU rpynnamy. Becbma nepcrneKTHBHBIM AJISl pacIlu-
pEeHMS JMHEHKH AaHHBIX BELIECTB IPEACTaBIISCTCS
CHUHTE3 U M3Y4YEHHE CBOWCTB MAJIEMHUMMJIOB Ha OC-
HOBE TIPOM3BOMHBEIX 4-aMUHOOCH30WHON KHUCIIOTHI
[18-21], uTo 00yCIIOBICHO €€ Yy4acTHEM B psc BaxK-
Heumux (usmomornyeckux mporeccax [22, 23]. B
CBSI3U C BBILICH3JIOKEHHBIM 1IE€JIbIO TAaHHOH paldoThI
sIBUJIach pa3paboTka MeTofa CHHTE3a HOBBIX THIIOB
N-3aMeleHHbIX MaJeMHUMHIIOB HAa OCHOBE 3(HUPOB
4-aMMHOOEH30WHON KHCJIOTBI, COIEPIKAIIUX B CIIHP-
TOBOM (pparMeHTEe 3aMeIIeHHBIN |,3-THOKCaHOBEII
uuki. Ham wHTepec K mpom3BOoAgHBIM 1,3-mHOKcaHa
00yCJIOBJIEH C BO3MOKHOCTBIO PACIIMPEHUS aCCOPTHU-
MeHTa (hapMakoOPHBIX TPYIII, HOCKOJIbKY B JINTEpa-
Type UMEIOTCS TaHHbIE, YKa3bIBAIOIIME HA UX MOTEH-
[HUATBHYIO0 OMOIIOTUYECKYI0 aKTUBHOCTH [24-27].

JIOCTyIHBIMH  COSIMHEHUSIMHU ISl BBEICHUS B
cocTtaB 4-aMUHOOCH30HWHOM KHCIIOTHI JUOKCAHOBOIO
[AKJIa SBJISIFOTCS 5,5-Omc(ramoreHoMeT)-1,3-1uok-
CaHbl, YTO CBSI3aHO C HAJIMYMEM B MX COCTABE aTOMOB
TaJIOTEHOB, CIIOCOOHBIX BCTYIATh B PEAKIHMH HYKJIEO-
¢unbHOTO 3amerneHus [28]. B3aumonelcTBruem M- u
n-HATPOOCH3AMBACTHAOB la, 0 ¢ 2,2-TUXJIOPMETHII-
nponad-1,3-guonaom (2) B OceH305e B MPUCYTCTBHH
n-TOJYOJICYIb(MOKUCIOTHl  OBLIM  CHHTE3UPOBAHbI
2-[3(4)-aurpodennn]-5,5-quxnop-mMmetui- 1,3 -1uox-
cannl 3a, 0 ¢ BeIxomoM 86 u 97% COOTBETCTBEHHO
(cxema 1).

Huoxcanbl 3a, © mpencraBisaioT coboil Onen-
HO-)KENIThIe KPUCTAIJIMYECKHE BEIIeCTBa, PacTBOPHU-
MbIE B OpPraHUYECKUX PACTBOPUTENAX U HEPACTBO-
puMbie B Boae. MHAMBUIYaTbHOCTH TUOKCAHOB 3a,
0 noATBEpKAEHA AAHHBIMU TOHKOCJIOMHON Xpomaro-
rpaduu, a uxX CTpoeHue ycTanorieHo meronamu UK u
SAMP 'H cnexrpockonuu. B UK crextpax comepskar-
Csl XapaKTEPUCTUYECKUE IMOJIOCHI MOMIomeHus de-
HUWIBHOM, HUTPO- U XJIOPMETUIILHON TPYIII, a TaKKe
caseit C-O. U3 anamusa ciekrpos IMP 'H cnenyer,
YTO METUJICHOBBIC MPOTOHBI MPH MArHUTHO-DKBUBA-
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aeHTHBIX atoMax C* u C° 1,3-IMOKCaHOBOTO KOJbILia
JAI0T CHEKTP, TUMUYHBIA a1 AB-cucteMbl ¢ KoH-
CTaHTaMU TEMHHAJILHOTO CITHH-CITHMHOBOTO B3aWMO-
neitcteus 2Jyy 11.7 ' (cxema 2). IIpoToHBI Xj10pMe-
TUJIBHBIX 3aMECTHTENIE MarHUTHO HE3KBHBAJICHTHBI
U TIPOSIBJISIIOTCS. B BUJIE ABYX CHUHIVIETOB IpH 3.62 U
4.07 M. A., 4TO COIVIaCHO AaHHBIM, IPUBEICHHBIM B
paborax [27, 28], COOTBETCTBYET IKBATOPHUATBHOMY
U aKCUAJIbHOMY IOJIOKEHUIO 3TUX Ipynn. CUrHabl
apOMaTHYECKUX IIPOTOHOB PETUCTPUPYIOTCS B 00ma-
ctu 7.71-8.26 M. 1.

B macc-cniektpax coenuHenuit 3a, 6 MpUCYTCTBY-
0T TUKK MOJIEKYJIAPHBIX HOHOB [M] " ¢ m/z 306 u po-
JIYKTOB UX (hparMeHTaIINY.

BzammopelictBue nuokcaHoB 3a, © C SKBHUMO-
JISIPHBIM  KOJIMYECTBOM 4-aMHHOOEH30aTa Kaius B
JAM®A mpu temmeparype 135-145°C 3aBepmaercs
00pa30oBaHUEM MOYTH C KOJIMYECTBEHHBIM BBIXOAOM
{2-[3(4)-uurpodenun)-5-xnopmerui-1,3-1uokcan-
S-un|meruin } -4-amuHoOeH30aTOB 44, 6 (cxema 3). [Ipu
MIPOBENICHUN PEAKIIMM B MOJIBHOM COOTHOIIICHHU 1:2
BMECTO OXKHJAEMBIX JM3aMEIICHHBIX MPOU3BOIHBIX
5a, © ¢ BBICOKMM BBIXOZOM TaK)Xe ObUIM TOJIYYCHBI
MIPOAYKTHl MOHO3aMellleHus 4a, 0.

B macc-cniextpax coennnenuil 4a, 6 mpucyTCTBY-
10T NHMKH MOJIEKYISPHBIX HOHOB [M]" ¢ m/z 406 u
MPOAYKTOB MX (hparMeHTanuu. M3 aHamm3a ciekTpoB
SIMP 'H amunoGeH30aTOB 4a, 6 clemyeT, 4To HyKJle-
o(uIbHOMY 3aMEICHUIO MOJBEPraeTcsl aToM XJopa
B XJIOPMETHJIHON TpyINIe, HaXOISIICHCS B JKBATO-
pUAIBHOM TOJNOKEHUH 1,3-TMOKCaHOBOTO KOJIbIIA.
OO0 5TOM CBHIETEIbCTBYET HCUE3HOBEHHE CHUTHAJA

Cxema 2.
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Cxema 3.
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R = mema-uzomep (a), napa-uzomep (6).

Cxema 4.

0 C(O)NHOCOOCHz 0 =
S Youe
0 7" NO,
o

COOH

CICH,
6a, 0

R = mema-uzomep (a), napa-nzomep (6).

mpu 3.62 M. 1. ¥ TTOSIBIICHHE cuHTIIeTa TpH 4.13 M. 1.,
COOTBETCTBYIOIIETO IPOTOHAM OKCHMETHJIEHOBOM
rpymmsl cnoxHbX 3¢upoB COOCH, (4a, 0). [To-Bu-
quMomy, it 5,5-6uc(xmopmerni)-1,3-1uoKcaHoB
TaKoe HallpaBlIeHUE TpoIecca 3aMeIIeHNsT HOCUT 00-
LIMI XapakTep, MOCKOIbKY paHee B pabote [27] Oblia
MOKa3aHa CTePEOCENeKTUBHOCTD PEaKIni ¢ HOIUIOM
HaTpUS.

Takoe TeueHue mporecca, MO-BUIUMOMY, CBs3a-
HO KaK C IIOHWKEHHOH aKTHBHOCTBIO aTOMOB XJIOpa B
XJIOPMETHJIEHOBBIX TPYIIax MCXOAHBIX 1,3-muokca-
HOB, TaK U C MPOCTPAHCTBEHHBIMM 3aTPYIHEHUSIMHU,
BO3HHKAIONIMMH Ha CTaJIMN 00pa30BaHUs MIEPEXOTHO-
ro KOMIUIEKCa NMPH HyKJICOPHIbHON arake 4-aMHHO-
0e30aroM KaJiusi BTOPOW XJIOPMETHIIBLHOM TpYMIbl B
NPOAYKTaX MOHO3aMelleHus 4a, 0.

AmuHOOeH30aTHI 4a, 0 TIPEICTaBISIOT CO00H Kpu-
CTAJUIMYECKHE BELIECTBA XKEITOTO LIBETa, KOTOphIE
OYMINATIM JIByKPAaTHON MEepeKpUCTaIIN3aluel U3
OeH3ona uiam 3TaHona coorBercTBeHHo. B UK crmek-
Tpax Al HUX HaAOMIOAAIOTCSl XapaKTepPUCTHYECKHE
MIOJIOCHI TTOTJIONIEHHUS] KaK CBOOOJHON aMHUHOTPYTIITHI
npu 3456-3469, 3361-3362 oM, COOTBETCTBYIOLLIHE
BaJICHTHBIM aHTUCUMMETPHUYHBIM M CHUMMETPUYHBIM

KonebanusiMm N-H-cBs3eil, Tak ¥ CBA3aHHOM BOJO-
ponHbIMH cBs3aMu nipu 3217-3231 em™!'. Crnoxkwo-
aupHas ¥ HHUTPOTPYIIA XapaKTepU3UPYIOTCS HWH-
TEHCUBHBIMH TIOJIOCAMU TIOTIOMIeHus pu 1689—-1691
(C=0), 1278-1281 (C-0), 1516-1527 [v,(N-O)] n
13301354 cm ! [v(N-O)].

AmMuHOOEH30aThI 4a, 6 JIETKO PearupyroT ¢ Maje-
WHOBBIM aHTHIPUIOM B cpele aleroHa ¢ obpas3oBa-
HueM (Z)-4-{4-[2-(3- nnmu 4-aurpodenun)-5-xmaop-
MeTuI-1,3-auoKcan-5-naMeToKCuKapOoHW | heHunII-
aMHHO } -4-0KcoOyTeH-2-0BBIX KUCIIOT 62, 0 (cxema 4).

MoHoamu/ Il 6a, 6 TPEICTAaBISAIOT COOOH KpUCTa-
JIMYECKUE BEIIECCTBA CBETIIO-KEITOTO MM OCKEBOIO
nsera. B UK criekrpax HaOIIOMAIOTCS XapaKTepUCTH-
YECKHE TIOJIOCHI MOMIONIeHUsT aMuHoN [3295-3333,
3204-3214 (N-H), 1622-1629 cm ! (amup 1)], cnox-
HosdupHoit [1706-1718 (C=0), 1282-1286 cm!
(C-0)] m nurporpymmsl {1520-1533 [v,(N-O)],
1358-1360 cm! [v(N-O)]}.

B cnekrpax SIMP 'H coenunennii 6a, 6 Hapsmy
C CUTH&JIaMH OKCHUMETWJICHOBBIX, XJOPMETHJIbHbBIX
M apOMaTHYECKHX MPOTOHOB IMPHUCYTCTBYET CHHIJIET
mpotoHa amugHOW Tpynnsl npu 10.50-10.75 M. .
CurHansl STHJICHOBBIX TPOTOHOB DPETHUCTPUPYIOTCS

J)KYPHAJI OBLIEM XUMMU tom 91 Ne1 2021
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Cxema 5.

p-TsOH, PhMe, IMDA
6a, 6 - | N~ COOCH, 0 =
-H,0
X

R = mema-u3zomep (a), napa-uzomep (0).

B BUJIC IBYX JyOsieToB B oOmactu 6.34-6.39 u 6.51—
6.69 M. 1. ¢ *Jyy 11.9-12.6 I'u. Benuuuna koHCcTaH-
TBI CIIMH-CITUHOBOTO B3aWMOJICUCTBHS TIOATBEPKIACT
Z-KOHQUTypalnio MOHOAMHUIOB 6a, 6. YIIUpeHHbIH
CHHIVIET ITPOTOHA KapOOKCUIIBHOM TPYIIITBI PETUCTPH-
pyercs ipu 12.90 m. 1.

Monoamuael 6a, 0 Tpu KUMISTYEHUH B PACTBOPE
cMecH TuMeTHIIhopMaMuIa U TOIyos1a B IPUCYTCTBUU
KaTaJIATHYECKUX KOJHMYECTB A-TONYOICYIb(POKUCIO-
ThI C @3€0TPOIHON OTIOHKOM BBIACIISIIOLIEHCS BOABI C
BBIXOIOM 81-89% mpeBparmatorcs B {2-[3(4)-HUTpO-
(dhennn)]-5-xnopmetui-1,3-1M0KCcaH-5-UI-MEeTHII | -4-
(2,5-nurnapo-2,5-nuokco- 1 H-nuppoi-1-mi)denso-
aTel 7a, 6 (cxema 5).

Maneunumuasl 7a, 6 OpPeACTaBIAIOT cOO0OH KpH-
CTAJJTMYECKHE BEIIeCTBA JKENTOTO I[BETa, KOTOPHIE
OUYMINANKM TIepeKpucTauM3anued u3 stanoma. O
MPOTCKAHWK TIpollecca IUKIU3AINA  OJHO3HAYHO
noaTrBepxkaatoT ganueie UK u SIMP 'H CIIEKTPOCKO-
nuu. Tak, B UK cniexTpax mnoiy4eHHbIX COSIMHEHUI
OTCYTCTBYIOT IOJIOCHI NMONJIOIICHMSI aMUJHOM IpyI-
nel, a B cekrpax SIMP 'H nossnsercss cunrier npu
7.22-7.24 M. 1., XapaKTEpHBIN JJIs TPOTOHOB MaJIeH-
HUMUIHOTO LUKJIa. B Macc-cniekTpax coeluHeHui 7a,
0 NPHUCYTCTBYIOT TIMKM MOJIEKYJISPHBIX HOHOB [M]" ¢
m/z 486 1 IPOAYKTOB WX (pparMeHTaITHH.

TakuMm oOpa3oM, cuHTE3UPOBaHEI {2-[3(4)-HUTpO-
dhennn|-5-xmopmermi-1,3-nrokcan-5-ui} MeTHI-4-
aMHUHOOEH30aThI, Ha OCHOBE KOTOPBIX OBUIH ITOTyde-
HBI HOBBIE THITH MaJICMHUMUIOB — {2-[3(4)-HHUTpOde-
HAJ |-5-xmopMeTui- 1,3-mrnokcan-5-mwime T } -4-(2,5-
IUTHAPO-2,5-nnokco-1 H-uppo-1-um)0eH3oarsl,
MIPEJICTABIISAIONINE TIOBBIIIEHHBI HHTEPEC B KAYeCTBE
MTOTEHITUATBHO OMOJIOTHYECKH aKTUBHBIX BEIIECTB.

OKCIIEPUMEHTAJIBHA S YACTb

UK cnexrpel 3anucansl Ha Oypbe-CIEKTPOMETpe
OCM 1202 B TOHKOM ci10€ (CYCICH3HsI B Ba3€JIHHO-
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Bom Mmacne). Crekrpsl SIMP 'H 3aperucrpupopanbl
Ha crekrpomeTpe Bruker DRXS500 (500.13 MI'w) B
IMCO-d,, BHYTpeHHMH cTaHAapT — TETpaMeTHII-
cuiIaH. Macc-CrieKTpsl TIOTY4YeHbl Ha  XpOMaro-
Macc-cniekrpomerpe  SHIMADZU GCMS-QP2010
(oHeprus MoHM3HpyIWMX NeKTpoHOB 70 3B B pe-
xkume SCAN). DrmeMeHTHBIM aHalu3 BBITIONHEH Ha
CHN-ananu3zarope vario Micro cube. Kontpons Han
MPOTEKAaHUEM PEaKkUUi M YUCTOTOH CHHTE3MPOBAH-
HBIX COSOMHEHHH ocymiecTBsum MeronoM TCX Ha
wiactuHax Sorbfil [ITCX-II-B (3AO CopOrmonumep,
Kpacnonap), smioeHT — 1,4-m1u0KcaH, TPOSBUTENb —
napel nona. Temmeparypbl IUIaBICHHS ONpPeeIsIN
KalMJUIIPHBIM METOJIOM W He KoppektupoBaiu. Hc-
M0JIb30BAIM KOMMEPUECKUE MTPOAYKThI, PACTBOPUTEIN
OUMLIAIH TTEPETOHKOM.

2-(3-Hutpodpenna)-5,5-nuxaopmerna-1,3-qu-
okcaH (3a). Cmecp 15.1 r (0.1 Monb) m-HUTPOOECH-
sampneruma, 17.3 r (0.1 momp) 2,2-TUXJIOPMETHII-
nponad-1,3-nuona u 0.3 T n-Tomyo0ICynb()OKUCIOTHI
B 150 M OeH30j1a KUIMSTUIN B T€UCHUE 2 U, OTHEIISIS
BBIJICJISIIOLIYIOCSI BOLy € IOMOILBIO Hacaiku JluHa—
Crapka. Peakiimonnyro cMech HeTpannzoBaimu 30 mMi
3%-Horo pactBopa ruapokcuiaa Harpus. OpraHude-
CKUI CIIOW OTAEISUIN U OTTOHSUIM PACTBOPUTEI B Ba-
KyyMe. B octarke cBeTiIo->kenTas KHUAKOCTh, KOTOpast
MOCTENEHHO KpucTayum3yeTcs. Beixon 26.36 1 (86%),
OnemHo-xenThie KpucTainisl, T. wi. 80—-81°C (i-PrOH),
R;0.59. UK cnektp, v, cM': 1525, 1312 (NO,), 1277
(CH,CI), 1093 (C-0-C), 3093, 3050, 1585 (Ar-
H). Cnextp SIMP 'H, §, m. 1.: 3.62 ¢ u 4.07 ¢ (4H,
CH,CI), 4.01 11 4.10 1 (4H, CH,,pe S 11.7 T,
5.70 ¢ (1H, CH,y,), 7.71 T (1H, CHy,, 3Jyy 7.7 T,
7.92 n (1H, CHy,, *Jyy 7.7 Tu), 8.26 m (2H, CH,,).
Macc-crexrp, m/z (I, %): 306 (49.45) [M]*. Haiine-
Ho, %: C 47.45; H 4.19; N 4.46. C,,H;CI,NO,. BoI-
yucaeHo, %: C 47.08; H 4.28; N 4.58.

2-[4-Hutpodenuna]-5,5-guxaopmern-1,3-nqu-
okcan (30) momywanu anamoruyHo. Bwixom 29.6 r
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(97%), GremHO-KEeNTHIN MOPOIIOK, T. 1. 110-112°C
(EtOH), R; 0.59. UK cnextp, v, cm ' 1512, 1330
(NO,), 1275 (CH,CI), 1118 (C-0-C), 3112, 3080,
1601, 843 (Ar-H). Cnextp SIMP 'H, §, m. 1.: 3.62 ¢
u 4.07 ¢ (4H, CH,Cl), 4.01 1 u 4.09 o (4H, CHy 0
ZJyn 11.7 Tw), 5.68 ¢ (1H, CH,,,), 7.74 1 1 8.25 1
(2H, CH,, *Jyy 7.8 Tn). Macc-cnekrp, m/z (I .,
%): 306 (100) [M]". Haiineno, %: C 46.95; H 4.32;
N 4.54. C,,H;C1LNO,. Brruncneno, %: C 47.08; H
4.28; N 4.58.
{[2-(3-HuTpodenunn)-5-xaopmern-1,3-1uok-
caH-5-mi|merun}-4-amunooenzoar (4a). Cwmech
5.26 T (0.03 moip) kamusa 4-amuHOOCH30ara, 9.18 T
(0.03 moup) 1,3-nuokcana 3a u 0.4 r TpUITUIOCH3U-
nammonuiixiopuna B 40 ma IM®A mepememmBanu
npu Temmneparype 135-145°C B teuenne 3 u. Peak-
HUOHHYIO cMech cMmermBanmu ¢ 300 mi Bonbl. Beine-
JUBIIANACA O0CAIO0K OT(IIBTPOBBIBAIH, POMBIBAIN
Bogo# (105 mi), cymmnu Ha Bo3myxe. Beixon 12.1 1
(99%), cBeTIO-KENTHIM MOPOIMIOK, T. . 167—170°C
(6enson), R 0.49. UK cnekrp, v, cm': 3456, 3362,
3231 (NH,), 1689 (C=0), 1527, 1354 (NO,), 1281
(C-0), 1310 (C-Cl), 1600, 801 (Ar-H). Cnexrp AMP
'H, §, M. 1.: 4.07 ¢ (2H, CH,CI), 4.11 1 u 4.19 1 (4H,
CHappens 2Jun 11.7 T, 4.13 ¢ (2H, CH,0), 5.76 ¢
(IH, CH ), 6.05 ¢ (H, NH,), 6.59 nu 7.93 n (4H,
CH,,, *Jyy 8.7 u 7.7 Tw), 7.72 T (1H, CH,, *J;y; 8.8
u 7.5 Tw), 7.93 n (1H, CHy,, *Jyy 7.7), 8.26 M (2H,
CH,,). Macc-cniekrp, m/z (I, %): 406 (12.31) [M]".
Haiineno, %: C 56.45; H4.59; N 6.66. C;oHoCIN,O.
Brruucneno, %: C 56.09; H4.71; N 6.89.
{[2-(4-HuTpodenn)-5-xaopmerna-1,3-1nok-
caH-5-uwi|meruwin}-4-amuHo6eH3o0ar (40) nomyyanu
ananornyHo u3 3.51 1 (0.02 monb) xamus 4-aMHHO-
6ensoara, 6.12 r (0.02 momns) 1,3-nmoxcana 36. Beixon
12.12 T (99%), >xenteiif TOpomok, T. mi.168—170°C
(EtOH), R; 0.67. UK cmektp, v, cM': 3469, 3361,
3217 (NH,), 1691 (C=0), 1516, 1330 (NO,), 1278
(C-0), 3118, 1599, 820 (Ar-H). Cnekrp SIMP 'H, 3,
M. 1.: 4.07 ¢ (2H, CH,Cl), 4.16 n u 4.18 n (4H, CH-
s Jup 11.7 T, 4.13 ¢ (2H, CH,0), 5.75 ¢ (1H,
CH, ), 6.03 ¢ (2H, NH,), 6.59 11 7.72 1 (4H, CH,,,
3un 8.7 ), 7.75 nu 8.26 1 (4H, CH,,, *Jyyy 8.8 Tn).
Macc-criexrp, m/z (I, %): 406 (13.04) [M]". Haiize-
HO, %: C 56.35; H 4.59; N 6.95. C,oH,yCIN,Oq. BbI-
gucieHo, %: C 56.09; H4.71; N 6.89.
(Z£)-4-{4-|2-(3-Hutpodenni)-5-x;10pMeTHJI-
1,3-nnokcan-5-niIMeTOKCHKapOOHNJI | peHmIaMu-

HO}-4-0Kkco0yTeH-2-oBasi kucjaora (6a). K cycnen-
3umn 7.61 r (18.7 mmonp) amuHa 4a B 20 M areToHa
nobassuy pactBop 1.83 r (18.7 MMOIIb) MaJeMHOBO-
ro aHryjpuaa B 5 Mi aneroHa. PeakiimoHHyro cMech
Harpesanu npu 50°C B Teuenue 2 4. Ha cnemyrommuit
JIEHb 0CaJI0K OT(QIIBTPOBBIBAIIH, TPOMBLIH al[ETOHOM
(3%2 M) m cymmin Ha Bo3nyxe. Bexon 9.44 r (66%),
OexeBbIid IOpomIok, T. wi. 173—175°C (aueron). UK
chektp, v, cM ' 3295, 3204 (CONH), 1718 (C=0),
1622 (amun I), 1533, 1360 (NO,), 1286 (C-0O), 3098,
3080, 1599, 810 (Ar-H). Cnekrp SIMP 'H, §, m. x.:
4.25 ¢ (2H, CH,Cl), 4.28 n u 4.73 n (4H, CHy s
2Jun 11.7 1 10.1 ), 4.29 ¢ (2H, CH,0), 5.80 ¢ (1H,
CH s 6.39 1 1 6.69 1 (2H, CH=CH, *Jyyy 12.6),
7.73 T (1H, CHy,, 3y 7.9 T), 7.87 nu 8.13 1 (4H,
CHy,, *Jyy 841 7.7Tn), 7.96 1 (1H, CHy,, 3y 7.7),
827 n (1H, CH,,, *Jiyy 8.3 T'n), 8.35 ¢ (1H, CH,,),
10.5 (1H, NHCO). Haiineno, %: C 54.65; H 4.29;
N 5.46. C,3H,,CIN,Oq. Brrancneno, %: C 54.72; H
4.19; N 5.55.
(Z2)-4-{4-[2-(4-Hutpodennu)-5-xjJopMeTHI-
1,3-1uoKcaH-5-HIMeTOKCUKAPOOHUJ | (heHUJI-
aMHHO}-4-0Kkc00yTeH-2-0Basi KUcJa0Ta (60) momyye-
Ha aHajornyHo u3 3.55 T (8.73 MMoinb) amuHa 46 U
0.86 T (8.73 MMOIb) MaJEHMHOBOTO aHTUAPHUAA. BbI-
xon 2.68 T (61%), CBETIIO-KENTHIN MOPOMIOK, T. LI
186-189°C (aueron). MK cnexrp, v, cM™': 3333, 3214
(CONH), 1706 (C=0), 1629 (amux 1), 1520, 1358
(NO,), 1282 (C-0), 3080, 3050, 1592, 810 (Ar-H).
Cnexrp AMP 'H, 8, m. 1.: 4.17 ¢ (2H, CH,CI), 4.14 n
v 422 1 (4H, CHypes 2Jun 117 T, 4.17 ¢ (2H,
CH,0), 5.75 ¢ (IH, CH,,), 6.34 1 n 6.51 1 (2H,
CH=CH, *Jyy 11.9), 7.75 n u 8.27 n (4H, CH,,, *Juy
8.8 Tn), 7.79 n u 8.04 n (4H, CH,,, *Jyy 8.78 I'n),
10.75 ¢ (1H, NHCO), 12.90 ym. ¢ (1H, COOH). Haii-
neHo, %: C 54.61; H 4.30; N 5.49. C,3H,,CIN,O,.
Breruucieno, %: C 54.72; H 4.19; N 5.55.
[2-(3-HuTpodenuna)-5-xanopmerna-1,3-gu-
oKcaH-5-ua|merua-4-(2,5-guruapo-2,5-1uok-
co-1H-nuppoJ-1-ua)denszoar (7a). Cmecr 3.52 1
(6.97 mmonb) amua 6a, 10 mur JIM®A, 30 mi Toryora
1 0.2 T n-ToyoJICYIIb(HOKUCIOTHI KUITSATUIN B TEUCHUE
3 4 c Hacankoi Jluna—Crapka 0 npeKpaleHus Bblie-
JIEHUs BOJbI, 3aTeM cMemnBain ¢ 300 M Boabl. Bei-
JISJIUBIIUICS 0CaJI0K OT(GUIBTPOBBIBAIIN, TIPOMBIBAIIN
Bozoit (10x5 mur) u cymmnm Ha Bo3myxe. Beixox 3.01 ¢
(89%), xenterii mopomok, T. mwi. 84-87°C (EtOH),
R; 0.53. UK cnektp, v, cM 't 3479, 1716 (C=0),
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1524, 1360 (NO,), 1270 (C=0), 3080, 1601, 820
(Ar-H). Cnextp AMP 'H, §, m. 1.: 4.19 ¢ (2H, CH,Cl),
4.16 1 u 424 1 (4H, CHyypeps g 11.7 1 11.3 Tw),
4.23 ¢ (2H, CH,0), 5.79 ¢ (1H, CH,), 7.24 ¢ (2H,
CH=CH), 7.57 n u 8.18 1 (4H, CH,,, 3J;yy 8.6 I'w),
7.72 1 (1H, CH,,, *Jiy; 7.8 Tn), 7.94 1 (1H, CH,,,, *Jy3yy
8.6 I'm), 8.27 m (2H, 2CH,,). Haiineno, %: C 56.65;
H 3.78; N 5.66. C,3H,¢CIN,Og. Brruucneno, %: C
56.74; H 3.93; N 5.75.

[2-(4-HuTpodennia)-S-xnopmern-1,3-1nok-
can-5-una|merun-4-(2,5-nuruapo-2,5-quoxco-1H-
nuppoJ-1-un)densoar (70) nonydasu aHamIOTHYHO
n3 2.11 r (4.12 mmonb) amuna (60). Beixog 1.64
(81%), GmemHO-KeNTHIN MOPOIOK, T. . 109-112°C
(EtOH). UK cnekrp, v, cM™': 3100 (CH=CH), 1525
(NO,), 1281 (C=0), 1607, 820 (Ar-H). Cnexrp AMP
'H, §, M. 1.: 4.18 ¢ (2H, CH,CI), 4.16 1 u 4.23 1 (4H,
CHappens Jpn 11.7 1 11.5 T), 4.22 ¢ (2H, CH,0),
5.78 ¢ (1H, CH,,,), 7.22 ¢ (2H, CH=CH), 7.56 n u
8.18 n (4H, CH,,, 3Jyyyy 8.61 '), 7.76 n u 8.27 1 (4H,
CHy,, 3Jiyy 8.8 T'im). Macc-cnextp, m/z (I, %): 486
(12.01) [M]". Haiineno, %: C 56.89; H 3.79; N 5.71.
Cy3H,¢CIN,Og. Boruucneno, %: C 56.74; H 3.93; N
5.75.

KOH®JIMKT UHTEPECOB

ABTOPBI 3asIBISIIOT 00 OTCYTCTBUU KOH(JIMKTA WH-
TEpPECOoB.

CIIMCOK JIUTEPATYPbBI

1. Mumpacos IO.H., Konamwun O.A., Janunos B.A. Ma-
JICMHUMU/IBI: CHHTE3, CBOMCTBA U IOJIMMEPhI Ha UX OC-
HoBe. Yebokcapsr: UyBar. roc. nea. yaus., 2017. 286 c.

2. Apxunosa U.A., Kybanoe b.A., Pagpuxos C.P. // Vet
xuM. 1978. T. 47. Ne 4. C. 705.

3. Muxaiinun FO.A. TepmoycTOWYUBBIE TOJIUMEPHI U MTOJTHU-
MepHble Marepuaisl. CI16: [Tpodeccus, 2006. C. 528.

4. Tar. 938 (1969). SInonus // PXKXum. 1973. 22 H 528I1.

5. Tlar. 3850955 (1972). CIOA // PXKXXum. 1975.
17 O 37311.

6. 3asBka 3712987 (1987). ®PT" // PXKXum. 1989. 16 O
382I1.

7. 3asBka 2006102130/04 (2004). Poccus // PXKXum.
2004. 19 O 11711.

8. 3asBka 2859208 (2003). ®pannus // P2KXum. 05.16-19
O 10611.

9. Ilar. 7220774 (2003). CHIA // PXXXwuwm. 08.06-19
O 87I1.

10. Patel J.R. Dholakiya B.Z. // Med. Chem. Res. 2012.
Vol. 21. P. 1977. doi 10.1007/s00044-011-9718-x

JKYPHAJI OBLUENA XUMMU tom 91 Ne 1 2021

11.

12.

13.

14.

15.

16.

17.

18.

19.

20.

21.

22.

23.

24.

Schumacher F.F., Nunes J PM., Maruani A., Chudasa-
ma V., Smith M.E.B., Chester K.A., Baker JR., Cad-
dick S. // Org. Biomol. Chem. 2014. Vol. 12. P. 7261. doi
10.1039/c40b01550a

Rammohan A., Mallikarjuna Reddy G., Raul Garcia J.,
Zyryanov G.V., Sravya G., Bakthavatchala Reddy N.,
Yuvarajae G. /! J. Heterocycl. Chem. 2019. Vol. 2. N 2.
P. 470. doi 10.1002/jhet.3421

Shu H., Wu X., Zhou B., Han Y., Jin M., Zhu J., Bao X. //
Dyes and Pigments. 2017. Vol. 136. P. 535. doi
10.1016/j.dyepig.2016.08.063

[Tar. 2611408 (2015). P® // B. 1. 2017. Ne 6.
Canooicnukos C.11., Kapviweg I1.B., Lllenmyxuna A.H.,
Huxonaesa O.B., Aspyiickas A.A., Mumpacoe FO.H.,
Kosznos B.A. // CoBpeMeHHBIC TEXHOJIOTUU B MCITUITHHE.
2017.T.9. Ne 2. C. 91. doi 10.17691/stm2017.9.2.11
Mumpacos FO.H., Aspyiickas A.A., Konopamse-
6a O.B. // KOX. 2015. T. 85. Bein. 1. C. 82; Mitra-
sov Y.N., Avryuskaya A.A., Kondrateva O.V. // Russ.
J. Gen. Chem. 2015. Vol. 85. N 1. P. 75. doi 10.1134/
S1070363215010132

Mumpacos FO.H., Aspyiickaa A.A., lonsaxosa O.b.,
Hsanosa O.E. // KOpX. 2015. T. 51. Bem. 8. C. 1206;
Mitrasov Y.N., Avruiskaya A.A., Polyakova O.B.,
Ivanova O.E. // Russ. J. Org. Chem. 2015. Vol. 51. N 8.
P. 1187. doi 10.1134/S1070428015080229

Konamwun O.A., [anunos B.A., Konvyos H.U. // FKOpX.
2007. T. 43. Bemmn. 3. C. 395; Kolyamshin O.A., Dani-
lov V.A., Koltsov N.I. // Russ. J. Org. Chem. 2007.
Vol. 43. N 3. P. 393. doi 10.1134/S1070428007030104
Konamvwun O.A. Kyzomun M.B., Henamves B.A., Po-
eoacuna JI.T, Konvyos H.U. // KOpX. 2015. T. 51.
Bwimn. 6. C. 917; Kolyamshin O.A., Kuz 'min M.V,
Ignat’ev V.A., Rogozhina L.G., Koltsov N.I. // Russ.
J. Org. Chem. 2015. Vol. 51. N 6. P. 901. doi 10.1134/
S1070428015060159

Konamwun O.A. Mumpacoe FO.H., /lanunoe B.A.,
Aspyiickas A.A. // )KOX. 2019. T. 89. Bpim. 9.
C. 1321; Kolyamshin O.A., Danilov V.A., Mitrasov Y.N.,
Avruiskaya A.A. // Russ. J. Gen. Chem. 2019. Vol. 89.
N 9. P. 1740. doi 10.1134/S0044460X 19090026
Koaamwun O.A., Janunoe B.A., Henamves B.A.,
Kysomun M.B. // KOpX. 2019. T. 55. Ne 11. C. 171;
Kolymshin O.A., Danilov V.A., Ignatev V.A., Kuz-
min M.V. // Russ. J. Org. Chem. 2019. Vol. 55. N 11.
P. 1686. doi 10.1134/S0514749219110089

O6mas opranmueckas xumus / Ilox pen. . baprona,
V.. Ommuca. M.: Xumus, 1983. T. 4. 728 c.

Cromm [xc. // DbdextuBHas dapmakoTepanus. AKy-
mepcTBo 1 ruHekonorus. 2012. Ne4. C. 40.

Jlykuueea C.A., Tonosarnos A.A., Haukebus A.A.,
bexun B.B., Packunvouna I 3., 3nomckui C.C. // JKOX.
2018. T. 88. Bein. 2. C. 333; Lukicheva S.A., Golova-



48

25.

26.

KOJISIMILIMH u ap.

nov A.A., Nachkebia Y.A., Bekin V.V, Raskildina G.Z.,
Zlotskii S.S. // Russ. J. Gen. Chem. 2018. Vol. 88. N 2.
P. 330. doi 10.1134/S1070363218020226

3nomexuu C.C., Packunvouna I'.3., Tonosanos A.A.,
bopmomun A.A., bexun B.B. // Joxn. AH. 2017. T. 472.
Ne 1. C. 43; Zlotskii S.S., Raskil 'dina G.Z., Golovanov
A.A., Bormotin A.A., Bekin V.V. // Doklady Chem. 2017.
Vol. 472. N 1. P. 3. doi 10.7868/S0869565217010121
Komuccapos B.B., Banyes-Onnucmon B.T., Hsano-
6a O.H., Kouemrkos C.H., Kpuyvin A.M. // Buoopr. Xum.
2015. T. 41. Ne 1. C. 44; Khazhiev S.Y., Khusainov
M.A., Kuznetsov V.V., Khalikov R.A., Tyumkina TV,
Meshcheryakova E.S., Khalilov L.M. // Russ. J. Org.

27.

28.

Chem. 2018. Vol. 54. N 7. P. 1076. doi 10.7868/
S0132342315010066

Kypmaesa E.C., Yanosa O.b., Qucmoeodosa I'1l., Jla-
nyka JI.@., Kunaose T K., Kaumop E.A., Paxmanxynos
JLJL /] KOpX. 1985. T.21. Beim. 1. C. 131.

Xaowcues I11O., Xycaunos M.A., Xaruxos P.A., Trom-
kuna T.B., Mewepskosa E.C., Xarunog JI.M., Kysne-
yos B.B. // KOpX. 2018. T. 54. Bein. 7. C. 1069;
Khazhiev S.Y., Khusainov M.A., Kuznetsov V.V,
Khalikov R.A., Tyumkina T.V., Meshcheryakova E.S.,
Khalilov L.M. // Russ. J. Org. Chem. 2018. Vol. 54.
N 7.P. 1076. doi 10.1134/S1070428018070175

Synthesis of New {2-[3(4)-Nitrophenyl]-5-chloromethyl-
1,3-dioxan-5-yl}methyl-4-(2,5-dihydro-2,5-dioxo-1H-pyrrol-1-yl)
Benzoates
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The reaction of 2-[3(4)-nitrophenyl]-5,5-dichloromethyl-1,3-dioxanes with potassium 4-aminobenzoate in
dimethylformamide gave {2-[3(4)-nitrophenyl]-5-chloromethyl-1,3-dioxan-5-yl} methyl 4-aminobenzoates
as the monosubstitution products, which react with maleic anhydride in acetone to form the corresponding
maleic acid monoamides. Cyclization of the latter upon boiling in a solution of a mixture dimethylformamide
and toluene in the presence of p-toluenesulfonic acid and azeotropic distillation of water yielded new {2-[3(4)-
nitrophenyl]-5-chloromethyl-1,3-dioxan-5-yl} methyl 4-(2,5-dihydro-2,5-dioxo-1H-pyrrol-1-yl)benzoates.

Keywords: 2-[3 (4)-nitrophenyl]-5,5-dichloromethyl-1,3-dioxanes, {2-[3(4)-nitrophenyl]-5-chlorometh-
yl-1,3-dioxane-5-yl} methyl 4-aminobenzoates, {2-[3(4)-nitrophenyl]-5-chloromethyl-1,3-dioxan-5-yl} methyl
4-(2,5-dihydro-2,5-dioxo-1H-pyrrol-1-yl)benzoates, maleimide derivatives
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