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Paspabomar npenapamugHulii memoo cuHmesa 2-(2-(0uanKunamuHo)IMUNAMUHO)IMAHON08, OCHO-
8GHHbBLU Ha packpbimuu okucu cmupoaa usdbvimikom N, N-OuzameuieHHblX IMmuieHOUAMUHO8, 20e
AnKUN — NPOU3BOOHbLE ANIKAHOB020, NUNEPUOUHOB020 U MOPEPONUHO8020 psida. [Toka3aHo, umo
pacKkpbulmue oKCUpaHo8020 UUKAA OKUCU CMUPOSA No0 delicmauem OUAMUHO8 8 USONPONUT080M
cnupme npu KOMHAMHOU memnepamype OCYU,eCmBasiemest NPeumMyuecmseHHO No Npasuny
Kpacyckozo no cesizu mexKoy amomom KUCopooa U mMeHee 3aMeUeHHbIM AMOMOM Yanepood,
¢ npeobaadarHuem 0o 82% emopuurozo ouamuHocnupma. YcmaHosnieHo, umo pasoesnierue npo-
dyKkmoe pekmugurayuell unu nepekpucmaniudayueii He no3eoisiem noayuumes wucmole Uso-
Mepbl. [ns nonayueHust wucmolx npodykmosg cmecb usomepos nepesoounu cyxum HCl e dueu-
Opoxniopudel 8 cpede duokcaHa U OuIMuUI08020 agpupa. IlonyueHHass cmece OULUOPOXIOPUOO8
JuamuHocnupmos bvLna pazoeneHa HA ducmele NPooykmsl memooom OpobHOl nepekpucmat-
AU3AUUU U3 CMeUwaHHblx pacmeopumenetl. Qucmele 2-(2-(0uankunamuHo)smunramuro)-1-ge-
HUNOMAHONBL U 2-(2-(0UANKUNAMUHO)IMUAAMUHO)-2-DEHUNIMAHOSbL NONYUEHblL NOCAEOYIoUUM
noowenauueaHuem pacmaeopos8 OusuopoxXsIopuoo8 OUAMUHOCNUPMO8 800HbIM pacmeopom NaOH.
Cmpoerue duamuHochupmog noomeeprkoero oaHHoimu MK-, 1H- u 13C-AMP-cnexmpockonuu
u macc-cnekmpomempuu.

Knroueevle cnoea: curmes, 0OKUCb CMUpPOA, pACKpblmue YUKAA, IMUNeHOUAMUH, OUAMUHO-
cnupm.
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A method for the synthesis of 2-(2-(dialkylamino)ethylamino)ethanols based on the epoxide ring
opening in styrene oxide by N,N-disubstituted ethylenediamines was developed. It is shown that
the opening of the oxirane ring by diamines in 2-propanol at room temperature occurs mainly
according to the Krasusky rule at the bond between the oxygen atom and the less substituted
carbon atom. A mixture of two products with the predominance of the secondary diamino alcohol
up to 82% was obtained. It was found that the separation of the products by distillation or
recrystallization does not allow obtaining pure isomers. The mixture of isomers was converted into
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dihydrochlorides by dry HCI in dioxane and diethyl ether. Pure 2-(2-(dialkylamino)ethylamino)-1-
phenylethanols and 2-(2-(dialkylamino)ethylamino)-2-phenylethanols were separated by the first
fractional recrystallization of a mixture of diaminoalcohol dihydrochlorides from a mixed solvent
followed by alkalization of the products with an aqueous sodium hydroxide solution. The diamino
alcohols were characterized by FT-IR, 'H- and "*C-NMR and HRMS-ESIL.

Keywords: synthesis, styrene oxide, ring opening, ethylenediamine, diamino alcohols.

BBenenune

AMUHOCTIUPTBI MU UX CHHTETHYECKHE aHAJIOTH 3a-
HUMAIOT Ba)KHOE MECTO B apCeHajJe COBPEMEHHBIX JIe-
KapCTBEHHBIX CPEICTB Ojarojaps CBOMM IBYM (yHK-
[IUOHAIBHBIM TpynmaM. V3BeCTHBI MHOTOYHCICHHBIC
MIpUMeEpBI BbIJENIECHUs IPUPOJHBIX U CUHTE3a (hapMako-
JIOTUYECKH aKTHBHBIX COCIMHEHWH CO CTPYKTYpPHBIMHU
¢parmentamu amuHocnupToB [1-5]. IIposBusrouiue
pa3IMYHY0 aKTHUBHOCTh AMHHOCTIMPTHI M WX IPOU3BO-
JIHBIE 110 THUJPOKCUIIBHOM TPyIIIe U aTOMY a30Ta BKIIIOUE-
HBI B YUCJIO JIEHCTBYIOIIUX JIEKAPCTBEHHBIX CPE/CTB [6].

AHTHapUTMHYECKas aKTUBHOCTb — OJHO W3 Hau-
Oonee Ba)KHBIX CBOWCTB ITHX COCAWHCHHM, MOCKOIBKY
apUTMHS MOXKET NPHUBOIUTH K OINACHBIM OCIOKHEHUSM
MIPH TTATOJIOTHH CEPAIa U COCY/IOB, a TAK)Ke MOXKET CTaTh
npuyrHOW BHe3armHoW cmeptu [7—-15]. Ilpensiaymmmu
nccienoBanusiMe [ 16] mokazaHo, 4To aHTHAPUTMHUYECKOE
JericTBre OM(YHKIIMOHABHBIX aMUHOAMHIOB OLPEICIIs-
eTCsl pacCTOSHHEM MEXTy (PyHKIMOHAIBHBIMU TpYIITIa-
MU. B ciydasx, korga paccTosHUE MEXIY KOHIIEBBIMHU
TPYIIaMH COOTBETCTBYET PACCTOSHHIO MEXKIY IOJISp-
HBIMU OOJIaCTAMHU PELeNnTopa, COeIUHEHHUS MPOSBISIOT
HanOOJBIIYI0 AKTHBHOCTE. B CBS3M ¢ 3THM akTyalbHOMH
3ajadell siBIsieTCA pa3paboTka METOJO0B CHHTE3a HO-
BBIX apMIIATU(aTHICCKUX aMHHOCIIMPTOB, a TaKKe HO-
BBIX 3(()EKTHUBHBIX U MaJOTOKCHYHBIX JEKAPCTBECHHBIX
CPEZCTB [UIsl JICUCHNS HAPYIICHNH CePACIHOTO pUTMA Ha
UX OCHOBE.

W3BecTHBIM CIIOCOOOM CHHTE3a aMUHOCIIUPTOB SIB-
nseTcsl HyKIeo(MIbHOE PacCKPhITHE STOKCHUAO0B aMHUHA-
mu [17-27].

Jannasg paOora HpeAnpuHATa B NPONODKEHUE H
pa3BUTHE MCCICAOBAHUI IO CHHTE3Y BBICOKOA()(HEKTHB-
HBIX OMOJIOTMYECKH aKTUBHBIX AUAMHUHOCIIMPTOB aprJlaliv-
daruyeckoro psiaa [28, 29].

bbbt pazpaboraH crnocod MOMy4eHHUs! YUCTBIX H30-
MEpOoB 2-(2-(TuanKuIaMHHO )3TUIIAMUHO )3TAaHOJIOB
apuianudaruueckoro psja, couep)Kalldx BTOPUUHYIO
aMUHOTPYIIITY.

Pesyabrarsl u uX 00cy:KI1eHHe

Apunammdarndeckue  2-(2-(IMaTKHIaMHUHO )3 THIaM -
HO)3TaHOJIbI 5—7 TPEACTaBIAIOTCA MEPCIEKTUBHBIMU
UL CHHTE3a COCAWHEHUH, comepxkamux (apmakodop-
HBIC aMUJIHYIO U CIIOKHOI(UPHYIO TPYIIIBI, TOCKOIBKY
WX TPOU3BOIHBIC [0 AMHHO- M THIPOKCHIIBHON TpyTIe
SIBIISIFOTCS IOTCHIIMAIBHBIMA aHTHAPUTMUKaAMHU.

Hns nomyuenus apunamudarndeckux 2-(2-(nuan-
KIJIAMHUHO )9THIIAMUHO )3TAaHOJIOB 5—7 HaMHU IpeUIokKeHa
peakumsi pacKpbITHsl OKUCH cTuposna N, N-au3amenieH-
HbIMU OSTWiIeHAuaMuHaMu 2—4. C 1enbplo MoyuyeHUs
BTOPUYHBIX TUAMHHOCIUPTOB, JJIsl IPOBEJCHUS MOCIIe-
OYIONIMX PEaKlni, PacKpbITHE OKHCH CTHUpoiia OBLIO
MIPOBE/ICHO B OTPE/CIICHHBIX YCIOBUAX (Temreparypa,
pacTBOPHTENb, COOTHOIICHHE PEarcHTOB), BIUSIOIINX
Ha PETHOCEICKTUBHOCTD PEAKIIUU, KOTOPbIE OBLIN MO-
noo6pansl panee [30, 31].

W3BecTHO, YTO pacKphITHE OKCHPAHOBOTO IIMKJIA
OKHCH CTHpOJIa O] ACHCTBHEM aMUHOB OCYILECTBIISICT-
sl MPEUMYIIIECTBEHHO M0 TpaBmiry Kpacyckoro mo cBszu
MEKIY aTOMOM KHCIOpOJa U MEHee 3aMEIICHHBIM YIJIe-
POZHBIM aTOMOM € 00pa30BaHMEM, KaK MPaBUIIO, CMECH
MEPBUYHOTO M BTOPUYHOTO aMHHOCITUPTOB. AHAIIOTHY-
HBIW pe3ynbTaT ObUT TOTYYEeH HAMH ITPU UCTIONB30BAHUH
N, N-nu3aMenieHHbIX dTHiIeHInaMuHoB 2—4 (cxema 1).

‘YeraHoBEHO, UTO pacKpbITHE OKUCH cTuposna N, N-u-
3aMEIICHHBIMH ITUICHIUAMUHAMHU 2—4 B COOTHOIICHHU
1 : 1.5 B U30IpONMWIOBOM CIMUpPTE IPU KOMHATHOH TeMIIe-
parype B TeUCHHE 8 4, B OCHOBHOM, TIOUHHSCTCS TIPABUITY
Kpacyckoro ¢ o0pazoBanueM MpeuMyILECTBEHHO 10 ~77—
82% 2-(2-(IMaNKuIaMHHO )3 THIIAMUHO)- 1 -(heHILIITAHOIOB
5A-TA. I3meHeHune npupo/ibl aIKUIbHBIX TPYII Y 3aMe-
IIEHHOTO aToMa a30Ta B N, N-IH3aMeIleHHBIX dTUICH/IN-
amunax B pany: NR, = N(C,H,),, NC.H  (nunepumuno),
NC,H,O (Mopdon1HO) IPaKTHIECKH HE BIHMSJIO Ha CO-
OTHOIIIEHHE N30MEPHBIX MTPOTYKTOB.

Panee OBUIO ycTAaHOBIIEHO, YTO pa3/eNieHHE IPO-
JQYKTOB peKTH(UKaIMel Nin NepeKpucTauin3anueii He
MIO3BOJISICT TIOYYUTh YHCTHIC H30MEPHIL.

[Toce okoHUaHUsI CHHTE3a U3 PEAKIIMOHHON CMECH Ha
POTOPHOM HCTIAPHUTEINE YN PACTBOPHTENTh M HEIpPO-
pearupoBaBIIME HCXOAHBIE BEIIeCTBa, MmoiaydnB 91-95%
cMmecu poaykToB (A + B) 2-(2-(auankuiaMiHO )3 THIIAMHA-
HO)- 1-hermimTanonoB SA—7A u 2-(2-(AMaTKUIaMIHO )TH-
JamuHo)-2-erun-1-sranonoB SB-7B. CoorHomierne A/B
onpezensu MerogoM 'H-SIMP-criektpockoruu Jiist CUrHa-
noe CHOH nponykra A u curnanos CH OH nponykra B
B CDCI, ¢ y4eToM KOIMYECTBA PE3OHMPYIOLIMX TIPOTOHOB
obmactu 3.5-4.7 M.

[Ipu mepexpucrammm3anuy MpoaykToB (6A + 6B)
u (7A + 7B) u3 netposneiiHoro 3¢hupa ObUTH MOJTYYCHBI
CMECH HCXOJHBIX U30MEpOB 0€3 M3MEHEHHs COOTHOIIIE-
Hus A/B.

B nanHoi#l pabGote Obu1 paspaboran crmocod pas-
JCJICHUS] M30MEpPOB Yepe3 MEePEeKPUCTAIUIH3ALUI0 JIH-
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OH
" N NR
o i-ProOH NN A 2
NR NR
+ H N2 O)\/ 2y N
8 h, 20-25°C
1 2-4 5A-TA 5B-7B
HCI / Dioxane
Et,0 oH
NR; = NEt, (2, 5A, 5B, 5AX2HCI, 5BX2HCI) OoH H NR
NZN 2
NCsH1o (3, 6A, 6B, 6AX2HCI, 6BX2HCI) NR, NN
* + H *
NC4HgO (4, 7A, 7B, TAX2HCI, 7BX2HCl) 2HCI 2HCI
(5A-TA)X2HCI (5B-7ByXx2HCI
Cxema 1

THAPOXJIOPHUIOB JTUAMHHOCIUPTOB U3 CMECH JITaHOIA
n anerona. [lepekpucrayummzanueil cMecel AUTHUAPOXIIO-
punoB (5A-7A)x2HCI + (5B-7B)x2HCI mnonyyanu
2-(2-(quanKuIaMUHO)ITUIAMHUHO)- | -penun-1-3TaHo-
1bl (SA—7A)*2HCI ¢ Beixogamu 39-45% (B pacuete Ha
coeaunenue 1).

U3 ¢umsrparoB (6A-7A)x2HCI + (6B-7B)x2HCI
OTTOHSJIA PACTBOPHUTEIIb, OCTATOK PACTBOPSUIM B BOJIE, TIPH
nofenadrBaHuy pactBopa NaOH ObLH OTydeHbI HCXOJI-
HbIE cMecH n30MepoB. M3 mosrydeHHOM cMecH n30MepoB
MoCJIe MEPEKPUCTAIUTH3AINN H3 CMECH PacTBOPUTENCH
MeTposIeHbIN 3up — sTunanerar (5 : 2) NoJy4uIu Y-
CThIC KPHUCTAIUIBI 2-(2-MHUMEePUAMHOITHIAMHHO)-2-(e-
HIITaHONMa 6B (BhIXOA 6%, B pacuere Ha coenuHeHue 1)
u 2-(2-mopdonuHOITHIIAMUHO)-2-peHmIdTanona 7B
(Beixoz 11%, B pacuere Ha coequHeHwue 1).

[NommenayrBanreM BOIHBIX PACTBOPOB IHTHIPOXIIO-
punos (SA—7A)x2HCI BogusM pactBopoM NaOH Obim
TOJTy4eHbI OCHOBaHHSI SA—7A ¢ Beixofamu 96-98%.

Crpoenrie TMaMUHOCTIMPTOB TOATBEPAKICHO JTaHHBIMU
HK-, 'H- u BC-SIMP-CIieKTpOCKOITHHI 1 MacC-CIIEKTPOMETPHH.

BriBoaBI

Ha ocHoBaHHMM MPOBEACHHOTO MCCIICAOBAHUS BbI-
OpaHBl ONTHMANBLHBIC YCIOBHSI TPOBEICHHUS CHHTE3a
cMecu u30MepoB  2-(2-(AuanmKUIIaMHHO)ITHIAMHU-
HO)-TaHOJOB, OCHOBAaHHOTO HAa PACKPBITHH OKUCH
cTupona u30bITKOM N, N-TU3aMeleHHBIX STHIICHINA-
MUHOB, TZI¢ alIKWI — IPOM3BOJHBIC aJTKaHOBOTO, ITHIIC-
PUINHOBOTO U MOP(OIHMHOBOTO Psifa.

[TomoOpansl yciioBUs U pa3paboTaH Crocod pas-
JICJICHUS] CMECH M30MEPOB Ha YUCTHIC U30MEPHBIC MPO-
IYKTHI IIyTeM TEPEBEICHUS UX B AUTHIPOXIOPHIBI 00-
pabotkoii cyxum HCI B cpene anokcana u AM3TUIIOBOTO
adupa ¢ mocieayroIIel TpoOHOM epeKpUCTAIUTH3AIUI
B CMEIIAHHBIX PACTBOPUTEINISX PA3TUUHON MOISPHU3YIO-
e crrocoOHOCTH.

3KCHepI/IMeHTa.T[I>HaH qacThb

PacTBOpuTenN OBUIM OYHMIIEHBI M BBICYIIECHBI CO-
macHo ctaHAapTHbIM Meronukam. s TCX ucnonb-
3oBanu Silufol UV-254 «Kavalier» (Uexus). Cucrema
anmroeHToB s TCX: aneron (A), stanon (b). derek-
[UIO TSITSH OCYIIECTBISUIH B ITapax noia. TeMieparypsl
TUTABJICHUSI OB ONPEJENICHBI NP TIOMOIIK MPpUOOpa
«Buchie MP-250» (IlIseiinapus). MK-cnekTpsl peru-
ctpupoBanu Ha npudope «BrukerVector 22» (CIHIA);
00pa3mbl TOTOBIWIIM B Ba3edMHOBOM Macie. CHEeKTpEI
SMP 3anucansl Ha cnekTpoMeTrpax «BrukerDPX-300»
(CIIA), nmpu COOTBETCTBYIOIIMX pPAabOYUX YACTOTAX
300.13 MT'1; (‘H); 75 MT1; (1*C). CrieKTpbl pericTpupo-
BaJTH B IMITYJIGCHOM PEKUME C HaKoTuIeHneM 1 Dypre-tipe-
obpasoBanuem criektpa B aekrepoxiopopopme CDCIL,,
nefirepoumernicybpokcune  DMSO-d,.  Buyrpennmii
cragapr — TMC. Macc-crieKkTpsl perucTpupoBaiu Me-
tonom HRMS-ESI, pacrBopurens MeOH, temmepa-
Typa cuctemsl Hamycka 20°C Ha Macc-CIIEKTpOMETpe
«LTQ OrbitrapXLTM» (CIIA). DneMeHTHBIA aHaIN3
npoBoauiu Ha npudope «kFLASH EA 1112y (Mranus).

Huruapoxnopua  2-(2-(IM3THIAMUHO)ITUIAMU-
HO)-1-¢penmmdTanona (SAx2HCI). K pactsopy 4 T
(0.0333 mouw) okwcH crpona (1) B 30 M1 H30MIPOIHIIOBOTO
cnupra jobaesuty 5.8 T (0.05 mMonb) N, N-IU3THITHIICH-
JamuHa (2). PeakImoHHy0 cMech TIepeMeIMBaIA § 9 MU
KOMHATHO# Temmeparype. [IpoTexanne XuMHUYecKol peak-
in koHTpormposai TCX (cuctema A). [Tocne aToro u3
PEaKIMOHHOW CMECH Ha POTOPHOM UCIIAPUTENC YIas-
JU PacTBOPHUTENH M HEMPOPEarHpOBABIINE HCXOTHBIC
BemectBa. [lomyuyeno 7.43 r (94.5%) cmecu mponyk-
TOB 2-(2-(AM3THIAMHUHO )3 THIIAMUHO)- | -(peHIIITaHOIa
(5A) u 2-(2-(AMATUIAMHUHO)ITHIAMHUHO)-2-peHnnITa-
Houa (5B) B cootHomenuu SA : 5B = 80 : 20. Cmech
npoaykroB SA u 5B pactBopunu B 100 M ausTmiIo-
BOro 3upa u 00pabOTaIM HACHIIICHHBIM PAacTBOPOM
HCl/nuokcan no 3uadenus pH 2. BemmaBmuii ocanok
OTHUIBTPOBATH W TPOMBUIN IHUITHUIOBBIM 3PHPOM
(3%x30 mm), 3areM NEepeKpUCTAUIN30BAIUd M3 CMECH
stanona u anerona (3 : 5). [loxyummu 4.42 r (43%, B
pacuere Ha coequHenue 1) murunpoxnopuaa 2-(2-(au-
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STWJIAMHHO )3THIAMUHO)- 1 -pernmaTanona (SAx2HCI).
T, 181—183°C. R, 0.22 (b). Haiineno, %: C 54.27; H
8.50; N 9.05. C14H26N20C1 Beraucneno, %: C 54.37;
H 8.47; N 9.06. UK-cnextp (v, cm™): 3387 (v,,), 2695
2416 (v,,,). Cuexrp SIMP 'H (3, m.1., I[MCO—dﬁ): 11.23
(c, 1H, HN"), 10.08 (c, 1H, HN"), 9.34 (c, 1H, HN"),
7.40-7.28 (M, 5H, Ph), 6.26 (¢, 1H, OH), 5.06 (ax,
3J=22,°J=10.0 I'u, 1H, CH), 3.49 (M, 4H, 2CH.N),
3.17-3.02 (m, 6H, 3CH,N), 1.26 (t, °J = 6.6 I'i, 6H,
2CH,). Cnextp SAIMP "C (5, m.x., AIMCO-d,): 141.61
(C, Ph), 128.38 (2C,, Ph), 127.79 (C_, Ph), 125.87
(2C,, Ph), 68.12 (CH), 53.60 (CH,N), 46.80 (2CH,N,
N(C,H,),), 45.65 (CH,N), 40.76 (CH,N), 8.48 (2CH,).
Macc-cniekrp, m/z: Beraucneno aus [C ,H, N,O + HJ*
237.1967, naiineno 237.1958.

2-(2-(Amd>THnamMmuHo)ITHIaMUHO)-1-PeHnadTa-
HOJ (5A). Jlns momyuyeHust OCHOBaHHUSI SA K pacTBopy
4.0 v (0.013 monp) auruapoxiopuga 2-(2-AUITUIAMHU-
HO)3THUJIaMHHO)- | -pennmatanona (SAx2HCI) B 15 ma
H,O npunusanu 20% pactsop NaOH 1o snauenus pH
12. IIpomykT sKcTparupoBanmu nuxiopmeranoM (3x20
MJ), 3aT€M OPraHM4ecKOW CJIOW MPOMBUIM HACHILIEH-
HBIM BogHBIM pacTBopoM NaCl (3x15 mir) u BeICYIITHITH
6esBonnbiM Na,SO,. Ilocne ynaneHus pacTBOPUTENs
nomyarin 2.96 1 2-(2-( I3 THITaMIHO )3 THIIAMHHO)- 1 -(he-
HuIATaHona (SA) B BUIE eNTo-0e10ro Macia, KoTopoe
BIIOCJIEJICTBUH 3aKPUCTAJUTM30BaIoch. Bwixonm 97%.
Tn. 54-56°C. R, 0.27 (B). Haiineno, %: C 70.94; H
10.42; N 11.80. C14H24NZO Brrancneno, %: C 71.14; H
10.23; N 11.85. UK-cnextp (v, em™'): 3294-3062 (v, 1
V) Cnekrp AMP 'H (3, m.a., CDCL,): 7.40-7.31 (m,
4H, Ph), 7.29-7.23 (m, 1H, Ph), 4.72 (an, 3J = 3.5, 3J
=9.2I'n, 1H, CH), 3.12 (¢, mmpoxuii, 2H, NH + OH),
2.88 (an, °J = 3.5,%] = 12.3 I'u, 1H, H, B CHCH,),
2.80-2.65 (m, 3H, CH N + H, B CHCH,), 2.55 (™, 6H,
3CH,N), 1.02 (1, *J = 7.2 ', 6H, 2CH,). Cniexrp SIMP
PC (8, m.a., CDCL,): 142.59 (C, Ph), 127.80 (2C_, Ph),
126.81 (C, Ph), 125.37 (2C_, Ph), 71.27 (CH), 56.92
(CH,N), 52.24 (CH)N), 46.47 (2CH,N, N(CH,),),
46.11 (CHN), 11.11 (2CH,).

Jduruapoxaopux  2-(2-nunepuaMHOITHIAMH-
Ho)-1-¢penmmTanona (6Ax2HCI) momyumnu anano-
ruyHo coeauHeHnto SAX2HCI wu3 3.6 v (0.03 momb)
okucu ctupona (1) u 5.8 r (0.045 monp) 2-nunepuinHO-
stminamuHa (3). [oxyyeno 6.9 r (93%) cmecu npoayk-
TOB  2-(2-NMHUMEepUAMHOITUIIAMHHO )- | -(heHUIIITaHoIIa
(6A) 1 2-(2-TUNepUINHOITUIIAMUHO)-2-(hEeHUIITAHOIA
(6B) B coorHomenuu 6A : 6B =77 : 23. Cmech npoayk-
TOB 6A 1 6B pactBopunu B 100 M1 AMATHIIOBOTO 3dHpa
1 00paboTtanu HachkleHHbIM pacTBopoM HCl/mnokcan
no 3HadeHus pH 2. BrimaBmmii ocagok oThunsTpoBa-
JIY, TPOMBUTH JHUATHWIOBBIM 3dupoM (3x30 M) U me-
PEKPUCTAIM30BAIM U3 CMECH 3TaHOJIA U areToHa (3 :
5). Honyuunu 3.8 r (39%, B pacuere Ha coequHeHue 1)
quruapoxyopuaa 2-(2-munepuInHOITHIAMHIHO)-1-de-

14724

ammTanona (6AX2HCI). T, 171-173°C. R, 0.45 (b).
Haiineno, %: C 55.92; H 7.90; N 8.91. C15H26N20C1

Borunciieno, %: C 56.07; H 8.16; N 8.72. UK-cnektp
(v, em™): 3391 (v,,,), 26582414 (v,,,). Cnextp SIMP
'H (8, m.x1., AMCO-d,): 10.90 (c, 1H, HN"), 9.91 (c, 1H,
HN"), 9.31 (c, 1H, HN"), 7.42-7.30 (M, 5H, Ph), 6.26
(c, 1H, OH), 5.05 (nm, °J=2.2,3J=10.5 T'u, 1H, CH),
3.48 (m, 6H, 2CH N +2H_8NCH, ), 3.22-2.96 (M, 4H,
CHN +2H B NCH, ), 1.81-1.42 (m, 6H, 4H, +2H,,
NC.H, ). Cnextp AMP "C (8, m.1., IMCO-d,): 141.64
(C, Ph), 128.36 (2C_, Ph), 127.79 (€, Ph), 125.89 (2C,,
Ph), 68.14 (CH), 53.50 (CH,N), 52 44 (2C, NC,H 10)
51.55 (CH)N), 40.95 (CH\,N), 22.28 (2C;, NCH,),
21.11 (C NC.H, ). Macc-cnexrp, m/z: BLI'{I/ICJ'ICHO JUIst
[C.H NO + H]* 237.1967, maiineno 237.1958.

1577247 "2

2-(2-ITunepuanHOITHIAMUHO)-1-PeHUIITAaHOI
(6A) momyueH aHajormyHO coenuHeHnio SA u3 3.0 r
(0.0093 Mo1b) mUruApoXJIOpUAa 2~(2-MUNEPUANHOITUIIAMHU-
HO)-1-permmdTanona (6 AX2HCI). Beixon 2.27 1 (98%).
T.. 59-60°C. R 0.33 (b). Haiineno, %: C 72.43; H
9.88; N 11.45. C15H24N20 Brrancneno, %: C 72.54; H
9.74; N 11.28. UK-cnektp (v, em™'): 3308-3060 (v, 1
). Cnexrp SAMP 'H (3, m.1., CDCL,): 7.40-7.32 (m,
4H, Ph), 7.29-7.23 (m, 1H, Ph), 4.70 (ax, 3J =3.5,3%J
=9.2T'u, 1H, CH), 3.11 (¢, mmpoxuii, 2H, NH + OH),
291 (an, °J = 3.5, %/ = 12.5 I'u, 1H, H, B CHCH,),
2.78 (m, 3H, CH,N + H, B CHCH,), 2.51-2.38 (m, 6H,
3CH,N), 1.59 (M 4H, H NCH, ), 1.44 (m, 2H, H,
NCH,)). Cnexrp SIMP 13C (6, m.1., CDCL,): 141.98 (C
Ph), 127 19 (2C_, Ph), 126.18 (C,, Ph), 124.77 (2C,
Ph), 70.75 (CH), 57.61 (CH,N), 56.20 (CH,N), 53.58
(2C,, NCH,), 44.75 (CH)N), 24.73 (2C;, NCH, ),
23.27(C,NCH,).

2-(2-IIunepuANHOITHIAMHUHO)-2-(PeHNIITAHOI
(6B). 113 marouHOro pacTBOpa, MOIY4YEHHOIO IIOCIE BbI-
nenenust npoaykra 6Ax2HCI, ymamuimm pacTBOpHTENb,
OCTaToK pacTBOpwId B Boze (50 M) U K pacTBOpy NpH-
muBamu 20% pactBop NaOH no 3nauenust pH 12. Dke-
TParupoBalIn OPraHMUYECKYIO YacTh U3 BOJHOTO PacTBO-
pa auxiopmeraHoM (3%30 wmur), 3aTeM OpraHWYeCKHUA
CJIIOH TPOMBUIM HACHIIICHHBIM BOJHBIM PacTBOPOM
NaCl (3x15 mn) u Beicymmmm 6e3soaubM Na,SO,. Pac-
TBOPUTENb YMNapWIH, OCTaTOK MEPEKPHCTATIIN30BAIN
M3 CMECH 3THJAIeTara u nerposerHoro agupa (2 : 5),
nonyunan 0.45 r 2-(2-nmunepuanHOATUIAMUHO)-2-(e-
HuidTa"ona (6B) (6%, B pacuere Ha coeauHeHue 1).
Taon. 117-118°C. R, 0.22 (B). Haiineno, %: C 72.62; H
9.65; N 11.48. C15H24N20 Boruucneno, %: C 72.54; H
9.74; N 11.28. UK-cnektp (v, cm™): 3267-3064 (v, 1
V). Crexrp SAMP 'H (8, m.1., CDCL,): 7.37-7.24 (m,
5H, Ph), 3.76 (nm, 3J =4.2,3J= 8.7 T'u, 1H, CH), 3.69
(an,*J=4.2,%J=10.5Tu, 1H, H, 8 CHCH,), 3.55 (11,
%J =8.7,%J=10.5Tn, 1H, H, B CHCH,), 2.75-2.45
(M mwupokui, 10H, NH + OH + 4CH,N), 1.57 (m, 4H,

» NCH, ), 1.43 (v, 2H, H, NCH, ). Crekrp SIMP

57710
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PC (6, m.a., CDCL,): 140.19 (C, Ph), 127.38 (2C_, Ph),
126.28 (Cp, Ph), 126.06 (2C_, Ph), 65.65 (CH,OH),
63.51 (CH), 57.42 (CH,N), 53.40 (2C_, NC,H, ), 42.74
(CH,N), 24.73 (ZCB, NCH,), 23.30 (Cy, NCH, ).
Macc-cnektp, m/z: Beraucieno s [C H, N O + HJ*

1577247 2
249.1967, natineno 249.1951.

Jduruapoxaopun 2-(2-mop¢oaMHOITUIAMHU-
Ho)-1-penmmTanona (7AX2HCI). [Tonyuen ananoruy-
Ho coenmnenno SAX2HCI u3 4.8 r(0.04 Monb) okucH cTu-
pona (1) u 7.8 r (0.06 Monp) 2-MopdonunosTUnamua (4).
[Momygeno 9.1 1 (91%) cmecu mpoayKToB 2-(2-MOpQoIHHO-
STUJIAMUHO)- 1 -penunmatanona (7A) u 2-(2-MophoarHodTH-
naMuHO)-2-penmnTanona (7B) B cootHomennn 7A : 7B =
82 : 18. Cmech nponyktoB 7A u 7B pactopriu B 130 mn
JWATITIOBOTO dupa 1 00padoTai HACHIIICHHBIM PAaCcTBO-
pom HCl/mrokcan 110 3Hauenust pH 2. Boimasimii ocanok
OT(UIBTPOBAIN, TPOMBUTH AMATHIOBEIM ddpupom (3%30
MJI) U TIEPEKPUCTAIUTU30BAIN M3 CMECH 3TaHOJIA U alleTOHA
(2 :5). Iomyuwnnu 5.8 r (45%, B pacuere Ha coenuHeHuE 1)
quruapoxsopuna  2-(2-MoppoIMHOITHIAMIHO)- 1 -(heHI-
tanona (7Ax2HCI). T 200-202°C. R 0.5 (b). Haiizne-
Ho, %: C 51.90; H 7.51; N 8.64. C ,H, N,O,Cl,. BeI-
qucieno, %: C 52.02; H 7.48; N 8.67. UK-cnektp (v,
em'): 3242 (v,), 2728-2405 (v,,,)- Cnexrp SIMP 'H
(6, m.x., IMCO-d)): 11.67 (c, 1H, HN"), 9.53 (c, 1H,
HN"), 9.35 (¢, 1H, HN"), 7.42-7.27 (m, 5H, Ph), 6.23
(c, 1H, OH), 5.06 (mm, °J =2.1,%) =10.2 I'u, 1H, CH),
3.94 (m, 4H, 2CH,0, NC H,0), 3.56 (M, 6H, 3CH,N),
3.23-3.02 (m, 4H, 2CH\N). Cnexrp SIMP "C (3, m.1.,
HAMCO-d,): 141.62 (C, Ph), 128.36 (2C_, Ph), 127.78
(Cp, Ph), 125.88 (2C , Ph), 68.11 (CH), 63.15 (2CH,0,
NC,H;0), 53.46 (CH,N), 51.42 (CH,N), 51.37 (2CH,N,
NC,H,0), 40.53 (CH,N). Macc-cnexrp, m/z: BbMUCIIe-
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wo mist [C, H, N.O, + H]" 251.1760, maiinerno 251.1751.

1477227 272

2-(2-MopdonauHodTHIAMUHO)-1-peHUIITaHOI
(7A). Tlomyyen ananorudHo coenuHeHuio SA u3 323 r
(0.01 momb) muruapoxsopuaa 2-(2-MophOIUHOITUIAMU-
HO)-1-permmranona (7AX2HCI). Boxox 2.4 1 (96%).
T 58.5-59.5°C. R/.0.25 (b). Haiineno, %: C 67.32; H
8.50; N 11.21. C, ,H,,N,O,. Beruucneno, %: C 67.17; H
8.86; N 11.19. MK-cnektp (v, em™): 3306-3077 (v, 1
V) Cnexrp SIMP 'H (3, m.1., CDCL,): 7.40-7.31 (m,
4H, Ph), 7.29-7.24 (m, 1H, Ph), 4.72 (ax, 3J = 3.6, 3]
= 9.0 I'u, 1H, CH), 3.66 (1, °J = 4.7 I'u, 4H, 2CH,0,
NC,H,0), 3.09 (¢, mmupoxkwuii, 2H, NH + OH), 2.86 (ux,
*J=3.6,"J=12.3Tu, 1H,H, B CHCH,), 2.82-2.68 (M,
3H, CH,N + H, 8 CHCH,), 2.53-2.36 (m, 6H, 3CH,N).
Cnekrp SIMP "C (3, m.x., CDCl,): 142.46 (C, Ph),
127.84 (2C , Ph), 12691 (C, Ph), 125.35 (2C, Ph),
71.48 (CH), 66.41 (2CH,0, NC,H,0), 57.70 (CH,N),
56.72 (CH,N), 53.14 (2CH,N, NC,H,0), 45.05 (CH,N).

2-(2-MopdoaunodTHIaMIHO)-2-(peHnITanoa (7B)
TOJTy4eH aHaJIornyHo coenmHenuto 6B. Bexon 1.1 1 (11%,
B pacuere Ha coenuneHue 1). T 107-108°C. R/, 0.49 (b).
Haiineno, %: C 67.20; H 8.72; N 11.15. C ,H,.N.O,. BbI-
yucieHo, %: C 67.17; H 8.86; N 11.19. UK-cnekrp (v,
em'): 3264-3075 (v, u v,). Cnexrp SIMP 'H (5, M.z,
CDCL,): 7.38-7.25 (m, SH, Ph), 3.77-3.67 (m, 6H, 2CH,O
B NC,HO + CH + H, 8 CHCH,), 3.61 (11, °J = 8.6, °J =
10.2 T'u, 1H, H, B CHCH,), 2.72-2.415 (M, mmpoxuid, 6H,
NH + OH + 2CH,N), 2.37 (m, 4H, 2CH\N). Cniexrp SIMP
BC (8, m.a., CDCL): 140.55 (C, Ph), 128.08 (2C_, Ph),
127.08 (C,, Ph), 126.62 (2C , Ph), 66.45 (2CH,O, NC H,0),
66.20 (CH,OH), 64.14 (CH), 57.67 (CH,N), 53.03 (2CH,N,
NC,H,0), 42.88 (CH,N). Macc-crieKtp, /m/z: BBIMHCIIEHO
s [C H N O, + HJ" 251.1760, Haiineno 251.1777.

1477237 272
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