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U3VUEHUE TPEXKOMIIOHEHTHOI PEAKIIAU
o-HUTPOKAPBOHUJIbHBIX COEJUHEHMI, APOMATUYECKHUX
AJBJAETUAOB U IUAHOTHUOALIETAMHUJIA

BsanmoneiictBneM OeH3aibIernaa, o-HUTPOKETOHA M ITHaHOTHOAIETAMHIa B
MIPUCYTCTBUHM MOpP(OJIMHA CHHTE3UPOBAaHBI HOBEIE 3,4-mpanc-2-R-2-runpokcu-3-
HUTpO-4-¢peHnn-5-1mano-1,2,3,4-rerparugpormmpuaua-6-tronatel. [lokasaHo, 9To
peakius TPOTEKaeT uepe3 CTaauro oOpa3oBaHHs |-aMHHO-4-HUTPO-5-0KCO-3-
(benmn-2-npano-1,2-nenren-1-tronara. B cinydae o-HuTpoaneToheHOHa OBUT MO-
nydeH Takke 3,4-mpanc-4,5-mpanc-2-ranpokcu-3-HuTpo-2,4-1udeHm-5-1nano-
rekcaruaponupuauH-6(1H)-tron. Vcnonp3oBaHue B peakuuu BMECTO O-HUTPO-
KETOHOB 0-HUTPO3(UPOB NPHUBOJHUT K 0OPA30BAHUIO B KaUECTBE EIMHCTBEHHOTO
MIpoIyKTa 2-apuii-1-HuTpo-3-THokapOoaMomni-3-1iHaHo-1-3TOKCUKapOOHIIIITPOIIHII-
1-aToB MopdonuHUSL.

KiuwueBble cioBa: aiqykTel Muxasis, apWIHACHIMAHOTHOAICTAMU/IBI,
3,4-mpanc-4,5-mpanc-2-ruapoxcu-3-HuTpo-2,4-nudeHin-5-nnaHoreKcaruIpoTm-
punuH-6(1H)-THOH, 0-HUTpOKeTOHEBI, 3,4-mpanc-1,2,3,4-TeTparuaponupuant-6-
THOJIATHI, IMAHOTHOALIETAMH/I, STUJIOBBIH 3(DHP HUTPOYKCYCHOM KHUCIIOTHI.

Peakiuu o,B-HenpeaenbHBIX THOAMUIOB C O-METHJICHKApOOHMIBHBIMH CO-
eIMHeHUMH U 1,3-1MKapOOHUIBHBIMHA COCTUHEHUSIMH, TPUBOIAIINE K 4-apuil-
3-umanonupuanH-2(1H)-Tronam u S-kapOoHHN3amMenieHHbIM 4-apuii-3-1uaHo-
2(1H)-muruaponupuMHTHOHAM, COOTBETCTBEHHO, ObUIM HM3ydeHbl panee [1].
B macrosmieit pabote BnepBhie [2] mOKa3aHa BO3MOXKHOCTH HCIIOJNB30BAHUS B
AHAJIOTHYHBIX PEAKIHAX O-HUTPOKETOHOB, YTO ITO3BOJIUIIO PACIIUPUTH BO3ZMOXK-
HOCTH CHMHTEe3a ()YHKIIMOHAIBHO 3aMeIIEHHBIX TUPUANHTHOHOB.

Y CTaHOBIEHO, YTO TPEXKOMIIOHEHTHass KOoHaeHcanus Oensanpaeruaa (1),
nuaHoruoaneramuaa (2) u o-aurpoarerodernona (3) B atanone mpu 40-55 °C B
MPUCYTCTBUH YKBUMOJIIPHOTO KOJIMYeCTBa MOpP(OIMHA POTeKaeT ¢ 00pa3oBa-
HueM 3,4-mpanc-2-rupokcu-3-auTpo-2,4-nudennn-5-muano-1,2,3,4-retparui-
porupuauH-6-Troata Mmopdoaunus (4). [IpoBenenue peakiuu B aOCOITIOTHOM
sraHone wiau B MeraHoie npu 30-35 °C pmaeT HEUUKIMYECKHH aJTyKT
Muxasnst — 1-aMuHO-4-HUTPO-5-0KCc0-3,5-nudenun-2-imano-1,2-neureH-1-rnomnar
Mopdoauaus (5a) ¢ BeixogoMm 70%. Mcmons30BaHWE B KA4eCTBE OCHOBAHHS
N,N-rerpamernmatunenauamuaa (TMO/IA) mo3BoniI0 MOTYYUTh aHAJIOTHY-
HBIH agaykT 5b ¢ Berxomom 75%.

[Iponiecc obOpazoBanust THoONata 4 aHANOTHYEH Npoleccy 0oOpa3oBaHUs
3-nupunuano-1,2,3,4-reTparuAponupuH-6-THONATOB U3 KapOOHHIICOAepKa-
IUX WIAIO0B TUPHAWHKUS U apWiuicHITHaHoTHOAIeTaMua0B [3—6]. OmHako,
WCTIOJIb30BaHKE O-HUTPOANeTO(hEeHOHA BMECTO WIIUIOB MUPUAWHUS TTO3BOIUIIO
BIIEPBBIC, B 3aBHCHMOCTH OT YCJOBUH peakIuy, MOJyYUTh WK COJEpKaIluit
HUTPOTPYIITY TETPArHIPONHPUINHTHONAT 4, UM COOTBETCTBYONINIA HEIUKIIH-

YECKHUHA aayKT Muxasis 5.
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¢ 40-50 °C 30-35°C ¢

3,4R =Ph; 8,9 R =Me; 5 aB =wmopdomun, b B=TMIJA

BepositHo, coeuHenyst 4 U 5 B pacTBOpax HaXoJsATcS B BHJE CMECH TayTO-
mepoB. Tak, npu cHstuu cnektpoB IMP B pactBopax IMCO-ds THonat 4 ue-
pe3 3040 MuH nepexoauT B U30MEp 5, UTO CBUIETENBCTBYET O HAININH TaKOH
KOJIBYATO-IIEMTHON TayTOMEPHH.

O6paboTka coemuHeHunit 4 1 5 WM X CMECH KOHIEHTPUPOBAHHOHN COJISTHOM
kucinoTod npu 20 °C mpoTekaeT celeKTUBHO ¢ oOpazoBanueM 3.4-mpanc-4,5-
mpauc-2-TAIPOKCU-3-HUTPO-2,4- T eHIT-5-1TnaHoreKcaruaponupuanH-6( 1 H)-
tHoHa (6).

CeNeKTHBHOCTH Tpoliecca, OYEBHIHO, OTpEACIsieTcsl Ha cTaauu oOpa3oBa-
HUS aIykToB Muxassi. BeposTHO, Ha TepBOil CTaAuK peakiuud 00pazyeTcs
COEIMHEHNE S5 C CHHKJIMHAIBHBIM pacmojiokeHuem atromoB 3-H u 4-H (yuc-
QJITYKT), KaK KHHETHYECKH KOHTPOJMPYEMBIi NpoayKT. [Ipu yBeanueHun tem-
NepaTypbl peakiMy WM BPEMEHH BBIIEPKKH yuc-aJyIyKT 5 nzomepusyercs B
coefiMHeHne [ C anmu-TieperuiaHapHbBIM pacrnojiiokeHuem atomoB 3-H u 4-H
(mpanc-anaykt), ¢ MOCIEAYIOIIEH BHYTPHUMOJICKYJISPHON IUKIK3AIUCH T0-
CIICJIHETO B mpanc-THONAT 4.

[Tpu ucnonp30BaHUM B paccMaTpUBaeMOW peaKIlMyi HUTpOAaleToHa 8, ceyek-
TUBHO oOpaszyercs 3,4-mparc-2-TUIPOKCH-2-METIT-3-HUTPO-4-(heHI-5-1Tnano-
1,2,3,4-rerparuaponupuant-6-tronar (9), BBIACIUTH COOTBETCTBYIOLIHH He-
HUKJIMYECKUH agayKT Muxasiis B JaHHOM Cllydae He yJ1alocCh.
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Hamu uccnenoBana Takke BO3MOXKHOCTh MOJNYYSHHUS 3-HUTPOIPOU3BOIHBIX
NUPHIMHA HAa OCHOBE STHJIOBOrO 3(dupa HHUTpoyKcycHO# kuciorel (10).
TpexKOMIOHEHTHAs! KOHJIEHCAITUSI COOTBETCTBYIOIIETO apOMATHIECKOTO albJie-
ruga 1, 11a,b, nnanorroaneramuaa 2 u a3dupa 10 mpuBOIUT K JOCTATOYHO CTa-
OWIBHBIM ayKTaM Muxasns 12, ¢ mokamu3aryeid OTpUIIATEILHOTO 3apsiaa Ha
atome C1), CBAI3aHHOM C HUTPOTPYIIIOH.
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1,12a R = Ph; 114, 12b, 13a R = 4-CIC¢H,; 11b, 12¢, 13b R = 2-C4H;S

2-Apun-1-autpo-3-THoKapOamMonI-3-IMaHo-1-3TOKCUKapOOHHIIIPOITHII- 1 -aThI
Mopdoauans 12b,C ObLTH TONyUYEHBI TaK)Ke PeaKIuei aprIuaeHIIMaHOTHO-
arteramuoB 13a,b ¢ aupom 10. Conu agmykToB 12 10CTaTOYHO CTAOMIIBHBI.
Takum 00pa3zoM, HaM HE YAAIOCh MOJYYUTh OKHUAAaeMbIe 3aMeIlleHHBIE TeTpa-
THIIPOTIMPHUINHBI 1a)Ke MPHU KUISUYEHUH cojiel aanykToB Muxasns 12 B aTa-
HoJie. BeposiTHO, Takas MHEPTHOCTh CBs3aHAa C HEOJIArONPHUATHBIM, HAPUMEP
aHTHUneperviaHapabiM  (12A), cTEpUYECKUM PaCIONOKEHUEM PEaKIIMOHHBIX
nenTpoB CSNH, u COOC;Hs. B onpeseneHHol CTENEHN 3TO MOATBEPKIACTCS
Y JaHHBIMH (DU3MKO-XMMHUYECKOTO aHAIM3a COSAMHECHUH 12,

CTpoeHre TIONYyYEHHBIX COCAMHEHHWH MOJATBEPXKICHO JaHHBIMH (r3nKo-
XUMHYECKUX HCCIEOBaHUi (CM. 3KCIepHMeHTalbHyl0 4dacTh). MK crnexTpsr
coequHenuit 4 u 9 copepkar MOJIOCHI MOMJIONICHUS BCeX (YHKIIMOHAIBHBIX
rpymi. [Ipu 5ToM HE00XO0AWMO OTMETHUTHh HMPUCYTCTBHE XapaKTEPHOTO WHTEH-
CHBHOTO cuTHaia conpsbkeHHo# rpymisl CN B o6mactu 2170 U cUrHANIOB TpyIIT
NH mwmu OH — B o6macti 3058 u 3349 cm . B crextpax SIMP 'H coeaunenmuii
4 u 9 npucyrcrByer curHan rpynnel OH B Buje cunriera B obnactu 5.67 u
6.46 M. 1. COOTBETCTBEHHO. XapaKTepHBIMHU SBIISIOTCS CUTHAJIBI MPOTOHOB 4-H
u 3-H, KoTopbie TpOsIBISIOTCS B BHUJE ABYX AyOnetoB B obOnactu 4.23-4.43
(3J = 11.7 Tn) ansa coenuuenns 4 u 4.71-4.90 m. 1. (3J = 11.5 T) nmms
coequnenus 9. Topcuonnsle yrisl CH-CyH, paccunrannbie o ypaBHEHHIO
Kaprutyca—Konpos [7] mist coequnenuid 4 1 9 Ha OCHOBaHMM 3THX KOHCTAHT,
¢@= 158 m 160°, COOTBETCTBEHHO, YTO CBHUICTEIHCTBYET O MPAHC-TICEBIO-
JIMAKCHATBHOM PACIOJI0KEHUH aTOMOB BOJIOPOJia THAPUPOBAHHOTO MTHPHUINHO-
Boro nukia [5, 6]. Iupumuartronarer 4, 9, mog00HO HUKIOreKceHy [8] u
THJIPUPOBAHHBIM MMUPHUIMH-2-THONaTaM [9], HaxomsATcs B KOH(POpPMAIUH
MOJTYKPECTIO.
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Crnextp SIMP C tamke moarepkmaeT CTPYKTYpy coeauHeHHs 4: B
HEHTae aTOMOB yriepoaa curHan aroma Cg) mpossisercss B obnactu 44.09,
curnanel atoMoB Cp), Cg u Ci — B obmactu 95.55, 101.29 u 111.77 M. n.
COOTBETCTBEHHO. XapaKTEepHbIM sBjsgeTcsa curHan aroma Cg), CBA3aHHOIO C
(hopMabHO OTPHIIATEIBHO 3aPSDKEHHBIM ATOMOM Cephbl, B oOactu 165.34 m. 1.

B UK cmektpax coeanHenuii 5a,b 3HaYMTENbHO TOHMKEHA YacTOTa
KoNebaHnit HUTPUIBHOM rpymis (10 2162-2185 cM ) ¢ OJHOBPEMEHHBIM yBe-
JIUYEHHUEM €€ MHTEHCHUBHOCTH 10 CPAaBHEHUIO CO CIIEKTpaMu 3-IIMaHOMUPUANH-
2(1H)-THOHOB, YTO MOXHO OOBSCHUTH YBEIHYCHHUEM CTEICHH COINPSIKEHHS BO
dparmente NC—C(R)=C(NH,)S 3a cuer coneobpazoBanus [5, 6, 10]. Coemu-
Henus 5 B TBepioM cocTosinuu (tabnetku KBr) conepsxar rpymmsl NHY, NH, u
HaxXOJsTCsl B KETO-€HOJHbHOM pPaBHOBECHM, O YE€M MOTYT CBHJIETEJIbCTBOBATh
IIOJIOCHI TIOrIIomeHus B obmactu 1591 u 3064, 3353 cm %, a taxxe UK CIIEKTP
tonara 5b, cHaTei B pacTBope TI'®. BeposATHO, B pacTBOpe paBHOBECHE
CIABUTAETCS B CTOpOHY KeToHa [11] (mosBiseTcss moioca MOTIOUICHUS TPYIIIBI
C=0 B obmactu 1776 cM ') ¢ 0OHOBPEMEHHBIM MEPEHOCOM 3apsia Ha TPYIITy
NO, (moBbimeHHe 4acTOThl Konebanuii rpymmsl CN 10 2212 M ). Tpu 3roM
nonocs! mormomenns rpyrn NH u NH, B o6macti 3190 i 3480 cM * ocrarorcs
YIIMPEHHBIMH, YTO XapakTepHo A coneit. B nienom, UK criektps! coennuenmit
5a,b, B ompeseneHHO# CTENEHH, CBHICTEILCTBYIOT 00 AlMKIMYECKOM CTpOe-
HUH 3TUX COSIMHEHHUH.

Criextpsl IMP Taxoke TOATBEPKAAIOT JIMHEHHYIO CTPYKTYpy THOIaTOB 53,b.
B cnekrpax SMP 'H nommmo MYJIBTHIUIETOB ()EHUIBHBIX MPOTOHOB MPHCYT-
CTBYIOT CHHTJIETHI TpoToHOB rpymmsl NH, B 06xactu 7.16 u 7.15 M. a. cooTBer-
CTBEHHO. XapaKTEpHBIMH SIBJISIOTCS cUTHaNBI mpoToHOB 3-H u 4-H, koTopsie
MPOSIBIISIIOTCS. B BUJIE JIBYX XyOneroB B obmactu 4.75 m 5.22 M. 1., COOTBET-
ctBenHo, ¢ KCCB 31=3.7Tu Topcuonnsiii yron CeH-C)H, paccunrannsiii
o ypaBuenuto Kapmryca—Konpos [7] Ha OCHOBaHWH 3THX KOHCTaHT, (¢ = 62°,
YTO CBUJETEIBCTBYET O CUH-KIIMHAIBHOM PACIOJIOXKEHHH 3THX aTOMOB BOO-
pona (yuc-anaykt Muxanis).

B cnektpe SAMP BC coenuuenus 5a B meHTaze aTOMOB yriiepojia CUrHa
atroma C nposBisercs B obmactu 50.85 M. 1. B Bune aybnera ¢ KCCB
l‘]13C,1H: 136 Ty (ciektp SIMP °C 6e3 mofaBiIeHus: IPOTOHOB CHST 10 TIPO-
rpamme GATE), curnan aroma Cyy) — B obnactu 56.03 m. 1. B Buze xybiera
nybneros ¢ KCCB 1‘]13C,1H =147 n 3J13C'1H = 3.8 I'm. XapakTepHBIMH SBIISIOTCS
CUrHasbl aToMoB yraepoza rpynmnsl Cs=0 B obmactu 193.03 M. a., atoma Cyy,
CBSI3aHHOTO C (DOpPMaNbHO OTPHUIATENFHO 3apsSHKEHHBIM aTOMOM CEpPBI, —
B obnactu 161.18 m. .
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B UK cniektpe coenmuHeHust 6 Hapsy ¢ APYTUMU CHTHAJIAMHU MPUCYTCTBYET
II0JIOCA MOTTIOMEHNUS B 06acTi 2278 ¢M ', XapaKTepHast sl HECOPSIKEHHOI
rpymmsr CN [12, 13]. B cnextpax SIMP 'H nomumo MymbTHIIIETa (PEHUTBHBIX
MIPOTOHOB MPHUCYTCTBYIOT CHHTJIETHBIE CUTHAIBI poToHOB rpynm OH u NH B
obmactu 7.92 m 11.50 M. @. cOOTBETCTBEHHO. BakHBIMH XapaKTEPUCTHUKAMHU
SIBJISIIOTCSL CUTHAJIbl NPOTOHOB TMAPUPOBAHHOTO MUPUAMHOBOTO IMKJIA, TaK
curHas npoTtona 4-H mpossisgeTcs B Bujae TpurieTa B oomactu 4.44, 5-H — B
Buae ayonera B oomactu 4.96 M. 1. ¢ KCCB 3J5,4 =11.5Tn, a 3-H — B BUIE
ny6nera B o6mactr 5.79 m. 1. ¢ KCCB %J,3 = 12.6 T'u. TOPCHOHHBIE YIIBI
CsH-CyH n Ci3H-CyH, paccunrannsie mo ypaBHenuro Kapruryca—Konpos
[7] Ha ocHOBaHMHM 3THX KOHCTAHT (¢ = 158 m ¢ = 169° COOTBETCTBEHHO),
YKa3blBAlOT HA MPAHC-MpPaHC-TICEBAOANAKCHAIBHOE PACIIOJIOKEHHE aTOMOB
BoJopoaa mupuanHOBOTO Itkia. Crekrtpel SIMP BC rtaxxke MOJITBEPKIAt0T
CTPYKTYpPY COCOMHEHHS 6 W CBHIETEIBCTBYIOT O TOM, YTO 3TO COCIMHCHHE
HAaXOJMTCs B THOHHOH TayToMepHOil popme. Curnan aroma Cp) IHPUANHOBOIO
nuKia mposiBisiercss B oomactu 191.98 M. 1., uto xapakTepHO I THUPUANHOB,
comepxkammx ¢parmeHT C=S C IK30UUKINYECKONW ABOWHOW CBs3bi0. Kpome
TOT0, XapaKTEPHBIMU SBJLIIOTCS ION0KEHUS CUTHAIOB aToMOB Cuy, Ci) 1 Ce)
THAPUPOBAHHOTO MUPHIMHOBOTO IWKIa B obmactu 42.02, 49.44 u 83.66 M. 1.
COOTBETCTBEHHO.

B Mmacc-criektpax coemunenwuii 4, 5 1 9 MUK MOJEKYISPHBIX HOHOB OTCYT-
CTBYIOT, HO B NPOAYKTax pacrajga MOJEKYyJ IMOJX ACHCTBHEM 3JIEKTPOHHOIO
yIapa MpUCYTCTBYIOT MUK M/Z 335, BO3HUKAOIIMI PH OTIIETUICHUH MOJIEKYJIbI
mopdommaa u H,O, a Tarxke XapakTepHbIE ISl paciajga HUTPOCOEIWHEHHH
MUKH, BO3HUKAIONIKME MPH OTIIEIIeHuH oguoro (M/z 319) uimu nByx (m/z 304)
aTOMOB KHCJIOpoAa oT HuTporpymmsl [14]. JIns coenuaenus 9 xapakrep Macc-
CIIEKTPOB aHAJIOTUYEH M COJEPKUT MHUKH, 00pa3yloLuecs: Nocie OTLICTICHUS
MoJtekys1 mopdosuaa (M/z 291) u Boasr (M/z 271), a Takke MHKH, XapaKTEPHbIE
JUI pacnazia HUTPOCOEAWHEHHWH, BO3HUKAIOIINE NPH OTILEIUICHUHA MOJEKYIIbI
H,O u aroma kwucimopoma oT HuTporpymmbl (M/z 257). B macc-crektpe
COCIMHECHUsT 6 MHTEHCHBHOCTH ITHKa MOJIEKYJISIpHOro woHa (M/z 353) oueHb
HeBeJIMKa. B HEM MPHCYTCTBYIOT TaKXKe XapakTepHbie miuku M/z 335 u 319.

JanHble (GU3MKO-XUMHUYECKOIO aHaju3a cojJed angykroB 12 moarsep-
XKIAIOT UX JIMHEHHYIO CTPYKTYPY U, B ONIPEIECIIEHHOM CTENeHH, yCTOWYNBOCTD K
peakmusam 1mkmm3anmu. B UK crektpax coemuHenmii 12 mpHCYTCTBYIOT
XapakTepHble MaJOMHTEHCHBHbBIE CHUTHalbl HecompsbkeHHOHM rpynmsl CN B
obnactu 2248-2250, ymupernnsie curHanbl rpymmnsl NH; B obmactu 3340-3367
1 3080-3110 u curran geopManMOHHBIX KOJeOaHWH aMHHOTPYIIITEI B 00JIaCTH
1649-1655, a Takke CHrHAIBI KapOOHHIIBHOM TPYIIIB B 00macTh 1672—1677 cM .
OTH 1aHHBIE CBUIETEIBCTBYIOT O TOM, YTO OTPHULATEIILHBIH 3apsi B MOJIEKyJIax
coenunenuii 12 waxomutcs Bo (parmenre [O,NCCOOC,Hs], a He Bo ¢par-
meHTe [NCCCSNH,], xak 310 HabII01aII0Ch ¥ COSAMHEHUH O.

B cnexrpax SIMP 'H coenunennii 12a—C IpUCYTCTBYIOT CHHIJIETHI CHIHA-
noB ipotoHOB rpynnsl NH, B o6mactu 7.27-7.33 M. 1. XapakTepHBIMH SBIISOT-
csi curHainsl npotoHoB 3-H u 2-H, xoTopsie nposiBASIOTCS B BUAE TyOJIETOB B
obmactn 4.28-4.31 u 4.54-4.85 M. 1., coorBerctBenHo, ¢ KCCB %)= 4 I
Topcuonnsiii yron CpH-CiH, paccumransbeii no ypasHeHuroo Kapruryca—
Konpos [7] Ha ocHOBaHMM 3THX KOHCTaHT, ¢ = 60°, CBUAETEIBCTBYET O CUH-
KJIMHAJIBHOM PAcIIOIOKEHUH aTOMOB BOJOpoAa (yuc-anaykT Muxasins).
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B cniektpe AMP BC coenuuenns 12b MPUCYTCTBYIOT XapaKTEPHBIE CUTHAJIBI
KapOoHMIBpHOTO aTtoMa yriaepoaa (C=0) B obmactu 169.93 u THOHHOTO aToma
yrnepozpa (C=S) npu 162.09 M. 1. Curnan aroma Cp mposBiseTcst B 001acTu
52.40, atoma C3 — B obnactu 54.41 u atoma C(;), HECYIEro OTPHLATENbHBIN
3apsm, — npu 69.54 M. 1.

B macc-criekTpax coemuHeHuii 12a,0 muku MoneKyISpHBIX HOHOB OTCYT-
CTBYIOT, HO TPHUCYTCTBYIOT XapakTepHBIE MUK{, BO3HHUKAIOIIME TMPH OTIIEN-
neann Mopdomura (M/z 357 mus coemunenus 12b) w sTaHOIa WIM HHUTPO-
rpynmst M/Z 275 u 310 cOOTBETCTBEHHO.

SKCHEPUMEHTAJIBHASL YACTb

TemnepaTypbl IUtaBieHus onpenensuin Ha cronuke Koduepa, MK chexTpsl cHUManu Ha
npuGope Perkin-Elmer 577 B tabnerkax KBr; cnextpsr SMP 'H u *C — na npuGope Bruker
WM-250 (250 u 63 MI coorBercTBeHHO) st pactBopoB B JIMCO-ds. Macc crekTpsl
nonyuensl Ha mpubope MAT INCOS-50 ¢upmsr Finnigan (monusupyromas sHeprust 70 3B).
DrieMeHTHBIH aHanu3 mpoBoawi Ha nmpubope Perkin—Elmer C, H, N-analyser.

3,4-mpanc-2-T'uppoxcu-3-uutpo-2,4-nudenui-5-unano-1,2,3,4-rerparuaponupuamun-6-
THosat Mopdoannus (4). K cycnensun 1.01 r (6 mmoins) Hutpokerona 3, 0.61 r (6.1 mmouns)
nuanotunoareramuga 2 u 0.65 v (6 Mmonp) Gersampaernaa 1 B 15 M1 abCOMIOTHOTO 3TaHOA
nobasmsror 0.01 M MopdonmHa W CcMech BBIACPKUBAIOT npu Temmeparype 40-55 °C no
pacTBOpEHHsT UCXOIHBIX BEHIECTB, 3aTeM N00aBsroT 0.63 mi (7.2 mMons) mMopdonuna. Yepes
4-5 MUH pacTHpaHHEM CTEKISIHHON MaJIOYKOW BBI3BIBAIOT KPHCTAJUIM3AIMIO OCaaka. Brioenms-
muiics 6enslit ocanok OTQUIBTPOBBIBAIOT, MOMy4atoT 1.76 T (65%) mpomykra 4 ¢ 1. 1. 144-145 °C.
UK crektp, v, eM*: 2170 (CN), 1553 (as, NO,), 1372 (s, NO,), 3058, 3349 (yur, OH, NH).
Crnextp SIMP 'H, &, m. 1., J (Tm): 3.08 (4H, m, N(CH,),); 3.74 (4H, m, O(CH,),); 4.43 (1H, n,
8,3 = 115, 4-H); 4.90 (1H, n, %33, = 11.5, 3-H); 5.67 (1H, ¢, OH); 7.15-7.68 (10H, M, Hpp).
Crextp SIMP °C, 8, M. 1. 42.97 1 63.62 (Cyoppomnn)s 44.09 (C(a); 95.55 (Cz)); 101.29 (Cz);
111.77 (CH), 115.38 (C=N); 124.43; 126.82; 127.49; 128.17; 128.55; 128.77; 132.29; 133.71;
143.27 (Cpp); 165.34 (Cg). Macc-cnextp, m/z: 335, 319, 304, 273, 187, 105, 87, 77.
Haiineno, %: C 59.62; H 5.61; N 12.56; S 6.52. CygH15N303S ¢« C 4HgNO. Brramcieno, %:
C59.98; H5.49; N 12.72; S 7.28.

1-AMuHO0-4-HUTPO-5-0KC0-3,5- 1 enni-2-uuano-1,2-nenres-1-ruoaatr mopdoaunus (5a).
K cycnensun 0.65 t (6.1 mmons) 6enzanpaeruaa 1, 0.61 r (6.1 MMois) IMaHOTHOANIETAMUIA 2 B
15 mn abcomotHOTO 3TaHONa M0GaBisAtoT 0.01 Mt Mmopdomunra u 1.01 T (6 MMOJIB) HUTPOKETOHA
3, cmech BeimepxkuBatoT npu 30-35 °C mo obOpazoBaHus pacTBopa, 3areM H00aBisroT 0.63 M
(7.2 mmons) mopdonuua. YUepe3 4-5 MuH pacTHpaHHEM CTEKISTHHOW TAIOYKOH BBI3BIBAIOT
KPHUCTAIUTH3AIMIO OcajKa. BeimenuBmmiicss Oenblii 0caoK OTQIIBTPOBEIBAIOT, MOMy4aoT 1.84 r
(70%) npoxykra 5a ¢ T. mr. 124-125 °C. UK crektp, v, cm : 2162 (CN), 1557 (as, NO,), 1370
(s, NO,), 3064, 3353 (ymr., OH, NHy), 1591 (8, NH,). Criexrp SIMP *H, &, m. 1., J (Tir): 3.03 (4H,
M, N(CH,),); 3.72 (4H, M, O(CH,),); 4.75 (1H, 1, *Js4 = 3.7, 3-H); 5.22 (1H, 1, 3J45 = 3.7, 4-H);
7.16 (2H, ¢, NH,); 7.30-7.60 (8H, m, Hpp); 7.90 (2H, 1, J = 7.6, Hpp). Criexrp SIMP °C, 8, m. 1.,
J (Tw): 43.17 1 64.07 (Cyoppomnr)s 50-85 (C(3), 21, izcay = 136); 56.03 (Cray, 4. 1, iscay = 147,
3J13C,1H = 3.8); 70.99 (C(z); 118.26 (C=N); 126.35; 126.54, 127.40; 127.94; 128.05; 128.20;
128.34; 128.65; 128.83; 133.62; 134.50; 141.82 (Cpp); 161.18 (C(y); 193.03 (C=0). Macc-
criextp, M/z: 335, 319, 304, 289, 273, 187, 105, 87, 77. HaiineHo, %: C 59.92; H 5.56; N 12.12;
S 6.73. C1gH15N305S » C4HgNO. Boruncieno, %: C 59.98; H 5.49; N 12.72; S 7.28.

1-AMuHO-4-HUTPO-5-0KC0-3,5- AP eHnI-2-uuano-1,2-nenren-1-ruonar N,N-Terpamern-
THIIeHANaMMOHus (5D) mosyyaloT aHAJNOTMYHO COENMHEHHIO 5a B BHAE 0ENOro MpOAYKTa ¢
1. m1.123 — 124 °C, ncnonszys TMO/JIA Bmecto mopdomuna. Beixox 2.03 r (75%). UK crextp
(KBr), v, em™: 2185 (CN), 1555 (as, NO,), 1370 (s, NO,), 3250 (ym., OH, NH). UK crektp (8
pactsope TI'®), v, e *: 2212 (CN), 1555 (as, NO,), 1370 (s, NO,), 3190 u 3480 (yur., OH, NH),
1776 (C=0), 1590 u 1680 m1. (8, NH,). Cmextp IMP 'H, &, m. 1., J (Tm): 2.45 (12H, c,
2N(CH3),); 3.44 (4H, m, CH,CH,); 4.75 (1H, 1, *J34 = 3.7, 3-H); 5.22 (1H, 1, *J,5 = 3.7, 4-H);
7.15 (2H, ¢, NH,); 7.30-7.65 (8H, m, Hpp); 7.95 (2H, 1, J = 7.7, Hpy). Criexrp SIMP C, 8, m. 1.:
43.69 u 53.14 (Crmopa); 50.81 (Cg), 56.05 (Cy), 70.92 (C(z), 118.39 (C=N), 126.42, 127.9,
127.75, 128.04, 128.58, 128.74, 128.92, 129.30, 130.23, 133.71, 134.53, 141.90 (Cpy), 161.25
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(Cqy), 193.05 (C=0). Macc-cnextp, m/z: 319, 304, 273, 187, 116, 105, 77. Haiineno, %: C 61.35;
H 652, N 1443, S 6.37. C18H15N303S * CGH16NZ- BLI‘{I/ICH@HO, %: C 6138, H 665, N 1491,
S 6.83.
3,4-mpanc-4,5-mpanc-2-T'uapokcn-3-HuTpo-2,4-1udeHnii-5-unaHorekcaruiponupuIuH-

6(1H)-Tuon (6). K cycrensun 1.82 1 (4.14 mmonp) conmu 4 B 10 M 3TaHona Q0OaBISIOT IO
KaIuIsIM Ipu nepemernnBanu 4 mi (4.14 MMOJIb) KOHIEHTPHPOBAHHOM COJITHON KUCIOTHL. Yepes
4 4 Genblii 0caJoK OTQUIBTPOBBIBAIOT, IPOMBIBAIOT IOCIEAOBATEIBHO BOJOH, STAHOIOM H
rexcanoM. [omyuaror 1.32 r (90%) mpoxykta 6 ¢ T. rwor. 154155 °C (pasi.). UK cmektp, v, cM
2278 (CN), 1563 (as, NO,), 1360 (s, NO,), 3130, 3280 (ym., OH, NH). Cmextp SIMP H,
8, M. 1., J (T): 4.44 (1H, 1, )45 = 11.5, 3434 = 12.6, 4-H); 4.96 (1H, 1, *Js4 = 11.5, 5-H);
5.79 (1H, 1, 33,4 = 12.6, 3-H); 7.92 (1H, ¢, OH); 7.34-7.61 (10H, M, Hpy); 11.50 (1H, ¢, NH).
Crextp SIMP °C, 8, M. 1.1 42.02 (Cy)), 49.41 (C5)), 83.66 (Cz), 95.45 (C(z), 116.83 (C=N),
126.34, 127.99, 128.22, 128.56, 128.91, 136.03, 136.88 (Cpp), 191.98 (C=S). Macc-cuiektp, m/z:
353, 335, 319, 307, 273, 187, 105, 77. Haiineno, %: C 61.18; H 4.04; N 11.91; S 9.02.
C1gH15N305S. Beruucneno, %: C 61.18; H 4.28; N 11.89; S 9.07.

CoenuHeHue 6 MOMyYarOT aHAIOTHYHO M3 COJH 5a C BBIX0A0M §9%.

3,4-mpanc-2-I'napoxcn-2-MeTu1-3-HUTPo-4-eHm-5-mmano-1,2,3, 4-rerparnaponupuann-6-
THOJIAT Mopdoanuusa (9) NONyJaloT aHAJIOTMYHO COCIWHEHHIO 4, UCIONB3ys BMECTO HHUTPO-
areroeHOHa 3 HUTpoAIETOH 8, B BUIE Oenoro nmpoaykTa ¢ T. wi. 144—145 °C. Beixog 45%. UK
crekTp, v, eM ;2170 (CN), 1554 (as, NO,), 1372 (s, NO,), 3058, 3349 (yur., OH, NH). Criextp
SAMP H, §, m. 1., J (T): 1.35 (3H, ¢, CHy); 3.06 (4H, M, N(CH,),); 3.72 (4H, M, O(CH,),); 4.23
(IH, 1, %453 = 11.7, 4-H); 4.71 (1H, 1, %35, = 11.7, 3-H); 6.46 (1H, ¢, OH); 7.05-7.38 (5H, M, Hpy).
Macc-criektp, m/z: 291, 271, 257, 226, 201, 187, 128, 87, 77, 57, 43. Haiineno, %: C 54.23;
H6.19; N 13.98; S 8.5. Cy3H13N305S » C,HgNO. Breruucneno, %: C 53.95; H 5.86; N 14.80;
S 8.47.

2-Apui-1-nurtpo-3-THokapéaMoni-3-HaHo-1-3TokcuKapSoHmInponmiI-1-atel  Mopdo-
gunans (12a—C) (o6mas mMeronuka). A. K cycnensun 1 MMOJIb COOTBETCTBYIOIIETO anbaeruaa 1,
11a,b u 0.1 r (1 mMMounb) HHaHOTHOAIETAMUIA 2 B 3 MIJI aGCOJIOTHOTO 3TaHONA A0OABISIOT 10
karsiM 0.12 mut (1.1 mmone) strmauTpoanerara 10 u 3atem 0.11 mu (1.25 Mmonb) MopdonuHa.
Peakionnyto cMech nepeMemuBarot npu 40—45 °C 1o pacTBopeHUs UCXOJHBIX BelecTs. Yepes
10 MUH BBIIEISIOTCS OECBETHBIE KPUCTAILTBI IPOAYKTa 128—C, KOTOPBIE OT(QHIETPOBIBAOT.

b. Coenunenust 12b,c momydaror mo MeToauke A M3 COOTBETCTBYHOLIMX apHIHACHI[HAHO-
troaneramMuoB 13a,b u stuHuTpoanerara 10. Beixop! ipoaykToB 1o criocobam A u b pasnu-
YaloTCsl He3HAYHUTEIBHO.

Coexunenne 12a. T. mn. 114—115 °C, Bexox 45%. UK crextp, v, cM - 2248 (CN), 3340,
3080 (NH,), 1672 (C=0), 1655 m. (8, NH,), 1583 (as, NO,), 1385 (s, NO,). Crextp SIMP 'H,
8, M. 1, J (T): 1.19 (3H, 1, 31 = 6.6, CHy); 3.02 (4H, m, N(CH,),); 3.72 (4H, M, O(CH,),); 4.15
(2H, k, %) = 6.6, CHy); 4.28 (1H, 1, %J5, = 4.0, 3-H); 4.54 (1H, 1, *J,5 = 4.0, 2-H); 7.27 (2H, c,
NH,); 7.32-7.37 (5H, M, Ph). Macc-cniextp, m/z: 275, 241, 229, 201, 187, 155, 128, 115, 102,
87, 77, 57, 46. Haiineno, %: C 52.83; H 5.75; N 13.52; S 7.55. C14H15N30,S « C4HgNO.
Berancneno, %: C 52.93; H 5.92; N 13.72; S 7.85.

Coexunenne 12b. T. mr. 126-127 °C, Bexox 65%. MK crextp, v, cM : 2248 (CN), 3367,
3310 (NH,), 1677 (C=0), 1649 m. (8, NH,), 1582 (as, NO,), 1385 (s, NO,). Crextp SIMP 'H,
8, M. 1, J (T): 1.19 (3H, 1, 33 = 7.1, CHy); 3.03 (4H, 1, J = 5.0, J = 4.4, N(CH,),); 3.71 (4H, ,
J=5.0,J = 4.4, O(CHy),); 4.15 (2H, x, *J = 7.1, CHy); 4.31 (1H, 1, 3J3, = 4.4, 3-H); 4.55 (1H, 1,
21,5 = 4.4, 2-H); 7.27 (2H, ¢, NHy); 7.33 (2H, 1, %) = 8.2, C4H,Cl); 7.43 (2H, 1, %] = 8.2,
CeH,CI). Crextp SIMP BC, §, M. 1.: 13.92 (CHj); 42.61 u 63.59 (Croppomm); 52.40 (C(2); 54.41
(C3)); 61.70 (CH,CHy); 69.54 (C(y)); 118.04 (C=N); 128.67; 129.28; 132.14; 140.43 (CcH,CI);
162.09 (C=0); 169.93 (C=S). Macc-cnektp, m/z: 357, 354, 310, 308, 281, 234, 225, 200,189,
174, 165, 155, 140, 125, 112, 100, 75, 57, 46, 45. Haiineno, %: C 48.81; H 5.27; Cl 7.79;
N 12.75; S 7.04. C14H14CIN3O,S ¢ C4HgNO. Brruucneno, %: C 48.81; H 5.23; Cl 8.00; N 12.65;
S7.24.

Coexunenne 12¢. T. mr. 122-123 °C, Bexox 50%. MK crextp, v, cm *: 2250 (CN), 3359,
3090 (NH,), 1673 (C=0), 1655 mm. (5, NH,), 1580 (as, NO,), 1390 (s, NO,). Cuextp SIMP 'H,
8, M. 1, J (Tw): 1.20 (3H, 1, 33 =7.2, CHy); 3.01 (4H, 1, J = 5.0, J = 4.4, N(CH,),); 3.71 (4H, ,
J=5.0,J = 4.4, O(CH,),); 4.15 (2H, x, J = 7.2, CH,); 4.28 (1H, 1, *J3, = 3.9, 3-H); 4.84 (1H, 1,
21,5 = 3.9, 2-H); 7.33 (2H, ¢, NH,); 7.44 (1H, 1, %J;4 = 4.4, THoden); 7.04 (1H, 1, *Js4 = 3.7,
tHoden); 6.99 (1H, T, %), 5= 4.4, 31,5 = 3.8, THOden). Haiineno, %: C 46.47; H 5.44; N 13.21;
S 15.27. C1pH13N30,S; « C4HgNO. Brruncneno, %: C 46.36; H 5.35; N 13.52; S 15.47.
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