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KonneHcanmel—reTeponukiIn3anueii 2-aMHHOATaHOa ¢ (POPMATTbACTHAOM U THAPOKCHIICOACPKAIIUMHE COCIH-
HEHHSIMH TIOTy9eHB! 3-(OpraHMIOKCHMETHIT)OKCA30IUANHBL. BBIXO MPOIYKTOB Peakuy 3aBUCHT OT IPUPOIBI
THIPOKCHIICOACPIKAIIETO COCTMHEHHUS U YBEITMUNBACTCA 110 MEpe ero «yTsHKEICHHs». B kauecTBe mMOO0YHOTO
MIPOAYKTa peakiiui 00pa3yeTcss MEeTHIICH-0HNC-0KCA30IUINH, HATMYNE KOTOPOTO JT0Ka3aHO BCTPEYHBIM CHHTE-
30M — KOHJIEHCAIEeH 2-aMUHOATaHoJa ¢ POPMATTLIETUIOM B COOTHOIIIEHUH 2:3 cOOTBETCTBEHHO. [IprBeIeHbI
dusHKo-xuMHUeckre nokasarenn u SIMP 13C criekTpbl cMHTE3MpOBaHHBIX coeIMHEHMI. OTHECEHHE CHTHAJIOB
TIPOBOJIMIIN C IPMMEHEHHEM JIBOIHOTO TeTeposiaepHoro pesonanca BC—{H}.
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BBEJEHUE

CuHTesy, CTpOCHUIO, (PUIUKO-XUMUYESCKHM CBOM-
CTBaM M MpPAKTHYECKOMY IpPHUMEHEHHuIo 1,3-okcaza-
[UKIIOATKAaHOB, 00aaf0NINX BBICOKOH peaKIIMOHHON
CIOCOOHOCTBIO, TOCBSMICHO OOJBIIOE KOIUYECTBO
uccnenoBannii [1-3]. OnHako o 3-(opraHmiokcuMe-
THN)-1,3-0KcazanuKiroagkanax 0 MOSBICHUS HAIIHX
pabor [4], cBeneHMI NpakTHYECKH HE ObLIO, 3a HC-
KIIFOUeHHEM  3-(M300yTHIIOKCMMETHII)OKCa30 U INHA
n 3-(M300yTHIIOKCUMETHIT)TETparuapo-1,3-okcasnHa
[5], peKOMEH/IOBaHHBIX B KayecTBE MyOWTEINs >Kella-
TUHBI, TIPH OTCYTCTBHU JAHHBIX O METOJE X TIOJIY-
YeHHs, (PU3NKO-XMMHYECKAX CBOMCTBAX, BBIXOJAX U
JI0Ka3aTeIbCTBE CTPYKTYPHI.

Kak coenunenus, cogepikamye B KaueCTBE CTPYK-
TYpHBIX (pparMeHTOB MoJeKynbl |,3-0KcazaluKiio-
AJIKaHOBOE KOJIBIIO ¥ OPTraHMJIOKCHMETHIAMHHHYIO
rpymiy, 3-(opraHuiIoKCUMeTH)-1,3-0Kca3aukiioan-
KaHbl 3acly’KUBAlOT BHUMAaHUS KaK MOTEHIHAJIbHbIE
MIPOTUBOMUKPOOHBIE BEIIECTBA, MPEACTABISET MHTE-
pec Al MCCIeNOoBaHMS 3aBUCUMOCTb MX CTPOCHUS,
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(PMBUKO-XMMHUYECKUX CBOWCTB U TIPOTHMBOMHUKPOOHOM
aKTUBHOCTH [6].

PE3VIIBTATBI U ObCYXIEHUNE

Hamm momyuen psg  3-(opraHMIOKCHMETHI)OK-
Ca30JHMJMHOB  KOHJCHCAIUEH—TeTePOIMKIN3aIeH
2-aMHUHO3TaHOJIa ¢ OPMAITBIACTUIOM U TUAPOKCHIICO-
JepIKAlIUMU COCTUHCHUSIMA WJIM MOHOATKHIIOBBIMU
(apumoBBIMI) dbUpaMH STHIICHTITHKOIS (cxema 1).

B kadecTBe ncTouHnKa GOpManbaeruia UCIOIb30-
Bayy napadopm. KoHmeHcaumio mpoBOIMIA METOAOM
HpI/I6aBHeHI/I$I 2-aMHUHODTAHOJIA K KHITAIIEH CMECH
napadopma, THAPOKCUIICOACPIKAIICTO COSAUHEHUS U
OpPTaHMYECKOTO PACTBOPHUTENS, 0Opa3yroIIero ¢ BO-
JIOM a3e€0TPOINHYI0 CMECh, C OJJHOBPEMEHHOW OTTOH-
KO peakurOHHON Bojbl. ONTHMaNbHOE MOJSPHOE
COOTHOUICHHE 2-aMHHO3TaHOJda, (QopMalbieruia u
TUAPOKCUIICOAEpKAIIEro coeuHenus 1:2:1, cooTBer-
CTBEHHO.

Brixon neneBbix mpoayktoB coctaBiseTr 40—65%.
Ha BBIXOI mENeBBIX MPOAYKTOB OKa3bIBAET BIIMSHUE
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Cxema 1
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1, R = Pr (a), i-Pr (b), Bu (¢), i-Bu (d), CsHy; (e), i-CsHy; (f), C¢Hy3 (g), C7H;5 (h), CgHy7 (i),
CoHyg (j), C10Hz1 (Kk), C11Hoz (1), CHyCgHs (m), CH,CH,OCHj3 (n), CH,CH,OC,H; (0), CH,CHyOC6H;s (p).

Cxema 2
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1, R = Pr (a), i-Pr (b), Bu (¢), i-Bu (d), CsHyy (e), i-CsHyy (f), CeHy3 (g), C7H s (h), CgHy7 (i),
CoHjg (j), C1oH21 (k), C11Hp3 (I), CHyCgHs (m), CH,CH,OCH3 (n), CH,CH,OC,Hs (0), CH,CH,OCgHs (p).

MIpUpOJIa THAPOKCUIICOACPIKAIICTO COCAUHEHUS, TTPU
9TOM TI0 MEpEe €r0 «YTSHKEIECHHsD BBIXOZ MPOTYKTOB
TPEXKOMIIOHEHTHON KOHJIEHCAIIMU TMOoBblaeTcs. B
Ka4eCcTBe MOOOYHOTO IMPOAYKTa pPEaKIuu 00pasyer-
csl METHIIEH-OMC-0KCa30IuauH (2), HAJIHIue KOTOPO-
ro JOKa3aHO BCTPEYHBIM CHHTE30M — KOHJCHCAIUEH
2-aMHUHO3TaHOJIa ¢ (POPMAIIBICTUIOM B COOTHOIICHUH
2:3 COOTBETCTBEHHO.

[o-BuarMOMy, KOHAEHCAIMS—TETEPOLKIN3ALHS
MIPOTEKAET CIEAYIOMUM 00pa3oM (cxema 2).

IIpu nelicTBUM BOJIHBIX 1LIEJIOUEH, a TaKXKe MPU Ha-
IpEeBaHUM C BOAOH 3-(OpraHUIOKCHMETHII)OKCA30IIH-
nuHbl 1 ruaponu3yroTcs ¢ obpazoBanueM 1,3,5-Tpu-
asuH-1,3,5-TpunidTaHona 3 W COOTBETCTBYIOLIUX
CIIUPTOB, IPU FTOM OHU KOHBEPTUPYIOTCS MpaKTHUYe-
CKH TTOJTHOCTEIO (cxema 3).

CrpoeHue coeuHeHHs 3 MOATBEPKICHO BCTPEU-
HBIM CHHTE30M IPH B3aMMOJICHCTBUM 2-aMUHOITAHO-
Jjia ¢ hOPMaIMHOM, B3SThIX B SKBUMOJIIPHBIX COOTHO-
meHusx (cxema 4).

CTpOCHI/Ie M YUCTOTa OCHOBHBIX M ITOOOYHBIX 1po-
AYKTOB pe€aKuu KOHACHCAINU—TCTCPOLUKIN3aAlIUN

2-aMHHOATaHOJIA C (l)OpMaHL,I[eFI/IL[OM U TUAPOKCHUII-
PN
7k

2

COAEPIKAIIMMH COCIMHEHUSIMH, a TaKKe IPOIAYKTOB
ruapoim3a  3-(opraHUIOKCHMETHI)oKcazomuauHa 1
OBUIO YCTAHOBJIEHO C MCIIOJIb30BAaHUEM 3JIEMEHTHOIO
amammsa, [)K-xpomarorpadgun u meromos SIMP 'H
u BC CIEKTPOCKOITUH, TMPH ATOM HICHTU(PUKALNIO
HCCJIEyeMOTr0 KJlacca COEIMHEHWM MHpPOBOJMIN T10
ciextpam SIMP 13C, tak xax cmexrpockorms SIMP
'H He maer mocrarouno momHoi mH(pOpPMAIMH U3-3a
CJIOKHOCTH CTPYKTYPBI CUTHAJIOB U UX IIEPEKPBIBAHUSA
B CIIEKTpPaX.

OTHeceHne cUTHajIOB aroMoB yrieponga B SAMP
13C cnexTpax 3-(OpraHMIOKCHMETHII)OKCA30IHIHHOB
MPOBOJMWJIM C YYETOM PA3JINYHON DIEKTPOOTPHILIA-
TEJIbHOCTHU F€TEPOATOMOB KHCIOPOJa U a30Ta.

Tak, B ciekrpax curHansl pparmenta O—CH,—N
pacmonararoTcsi B o0nacTu Hanbosee ciaaboro Imois
(XuMHu4YecKue cIBHTH 84—86 M.II.), CHTHAJBI CS-8
obmactu 63—75 M.J., CUTHAJIbBI C* — B oGmactu 47—
50 m.1.

OTHeceHMe CUTHAIOB POBOJIMIIN TaKXKe Ha OCHO-
BE€ CIIEKTPOB JIBOMHOTO CEIEKTUBHOTO TETEPOsICPHO-
ro pezonanca >C-{'H} ¢ yueToM npeasapurensHOro
OTHECCHHsI CUTHAJIOB MPOTOHOB. PaccMoTpuM 3TH
OTHECEHHUs Ha TmpuMepe 3-(OCH3MITOKCHMETHIT)OKCa-
30JTU/INHA.

B crnektpe SIMP 'H onHO3Ha4HO MOTYT GBITH
OXapaxkTepu30BaHbl cUrHaibl: MynbTHIIeTl CoHs,

JKYPHAJI OPTAHMYECKOM XUMUM tom 58 Ne 6 2022
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Cxema 3
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1, R =Pr (a), i-Pr (b), Bu (¢), i-Bu (d), CsHy; (e), i-CsHyy (f), C¢Hys (g), C7Hs (h), CsHy7 (i),
CoH9 (j), C10H21 (K), C11Hp3 (I), CHyCgHs (m), CH,CH,OCHj3 (n), CH,CH,OC,Hs (0), CH,CH,OCgHss (p).

Cxema 4
OH
N
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cunrner PhCH,, tpuruierst NCH, u OCH,. [lns or-
necenns curnanos C°H, u C°H, n3Mepens! criekTpsI
SIMP 13C. Ornecenne curnanos C°, C? BbINOIHEHO
C IIOMOILbIO CEJIEKTUBHOIO IeTEPOsIEPHOIO JBOMHO-
ro pesonanca *C-{'H}. ITocnenoBarebHEIM 06Ty-
YEHUEM CHUTHAIOB IPOTOHOB mpu 3.99 u 4.31 m.a. no
HCUE3HOBEHUs! JJAJIbHEH KOHCTAHThl CIIMH-CIIMHOBOTO
B3aumoneiictus yrnepona C’ ¢ mporonamu NCOH,O
BBIIIOJIHEHO OTHECEHUE CUTHAJIOB IIPOTOHOB U YIIIEPO-
108 NC?H,0 u NC°H,O B cnextpax IMP 'Hu 13C.

OKCIIEPUMEHTAJIBHA S YACTD

Wcxonnpie peaktuBbl: 2-amuHO3TaHON (TY 6-02-
915-79) kBamUpUKALNU «49», OUUILAIN TIEPETOHKOM,
guctora He MeHee 98-99%; crupthl U 3QuUphl TIIH-
KOJIEH peakTUBHBbIC (X.4.), CYIIWIA U TIEPETOHSITH
Ha PEKTU(UKAIMOHHOW KOJIOHKE 3((PEKTHBHOCTHIO
20 1.T., oTOMpaH (HPAKIHIO C COAEPKAHIEM OCHOBHO-
ro BemecTBa He MeHee 98—99%; nmapadopmanbaeruy
Mapku «A» (TY 6-05-930-78), maccoBast noisi hop-
Maibaeruaa He menee 94%.

Crektpel SIMP cuHTE3MpOBaHHBIX COCTUHECHUN
n3MepeHsl Ha criekrpomerpax T-60 «Varian» (CLIA)
("H, 60 MT'), FX-60 «Jeol» (Anmonus) ('H, 60 MI';
13C, 15.03 MI'm), «WM-400 «Bruker» (I'epmanns)
("H—400 MI'n, 3C — 100.62 MI').

OO0pasusl npeacrapisiu codoit 5—20%-Hble pac-
TBOpBI uccienyembix semiects B CCly. B kauectse

JKYPHAJI OPTAHUYECKOM XUMUH Ttom 58 Ne 6 2022

BHYTPEHHET0 3TaJIOHA HCIOJIb30BAIA TETPAMETHUII-
cunad (TMC). 3naueHns xumudeckux caBuros (XC)
BBIPQXXCHBI 110 MIKaJie O IO OTHOIICHUIO K CHUTHA-
i1y TMC. Tounocts ompenencans XC 'H e nHmxe
+0.02 m.1., XC 13C £ 0.05 m.11.

Bcee CUHTE3WPOBAaHHBIC COCIMHECHUA IIPCIACTAB-
TSI COOOM 6eCLIBeTHLIe JKUJKOCTU C XapPaKTCPHBIM
3aIrraxoM.

3-(ITponokcumeTuia)okcazonuau (1a). B tpex-
TOpIyI0 KOOy, CHAaOXKEeHHYI0 MEIIAJIKOW, KallelbHON
BOpPOHKOH, Hacajkoi JlnHa—Crapka U TepMOMETPOM,
nmomemmany 30 r (1 momns) mapadopma, 120 r (2 Momn)
nponad-1-ona u ogHy rpanynay eaxoro kaiau. Cmech
KHTISITHIIM Ha BOJSIHOW OaHe 10 TOJIHOTO pacTBOpe-
HUs mapadopma, BRIIEPKUBAIN TIPU TEMITEpaType KH-
nenus B TedeHue 30 MUH, 3aTeM yOWpalu Harpes, U
OXJIQXKJAJTK CMECh JI0 KOMHATHOW TeMIIEpaTyphbl, TIPH-
Oarsui o karwraMm 30.5 T (0.5 Monp) 2-aMuHO3Ta-
Houna npu temneparype 20°C. IlepemennBanu cMech
I 4 ¥ oCTaBIIsIIM HAa HOYb MPU KOMHATHOW TemIepa-
Type. 3atem nobasimsui B 100 M OeHzona, mpous-
BOJIMITM a3€OTPOIHYIO OTTOHKY BOABI. OTrOHSIN H3-
OBITOK O€H30J1a M H-TIPOITUIIOBOTO CITMPTa, OCTaTOK

2 6 7
o N7 o
1
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(paxmronupoBanmu B Bakyyme. Beixon 30.6 T (42%),
T.ku1. 55-56°C (1 Mm pr.ct.), d7° 0.9729, n3° 1.4386.
Cnextp SIMP 'H, §, m.1.: 4.12 ¢ (2H, OCH,N), 3.88
¢ (2H, NCH,0), 3.48 T (2H, OCH,C, %/ 7.1 T),
3.27 T (2H, OCH,C, %2 7.2 Tn), 2.83 T (2H, NCH,C,
2Jyy 6.9 Tm), 1.43 x (2H, CH,C, 2Jyy 6.88 T'm), 0.90
T (3H, CHj;, 2JHH 7.0 I'm). Haitneno, %: C 57.80; H
10.20; N 9.80. C;H5NO,. Beruucneno, %: C 57.90;
H 10.40; N 9.70.

3-(U3onponokcumeruia)okcazoauaun (1b). K
kursinieit cvecu 30 r (1 monp) mapadopma, 60 r
(1 monb) mpomnan-2-ona u 150 mn GeHzona mpudas-
nstmu 1o kKaruriM 30.5 T (0.5 mone) 2-aMHHOATaHOA
B TeueHue | 4. OQHOBPEMEHHO a3€0TPOIHOM OTIOH-
kol ynansanu 18 mu Boael. Kunsatunu cmecsk eme 1 y,
3aTeM OTTOHsUIM M30BITOK OEH30JIa U HEempopearupo-
BaBIIMH HM30MPONMWIOBBIA crupT. OcTaTok (pakiu-
oHMpoBanHu B Bakyyme. Berxon 29.1 t (40%), T.xum.
47-48°C (0.2 MM pr.ct.), d7° 0.9704, n3° 1.4368. UK
CIIEKTp, V, em 1 1060, 930, 865 u 450 (okcazonmuau-
HOBBIN 1uki). Crexktp SIMP 'H, §, Mm.1.: 4.70-4.79 M
[1H, OCH(CHy;),], 4.26 ¢ (2H, OCH,N), 4.03 ¢ (2H,
NCH,0), 3.64 T (2H, OCH,C, %Jyy 7.1 Tn), 2.97 T
(2H, NCH,C, %Jyy 6.9 Tm), 1.10 a [6H, (CH;),C,
2Jyy 7.3 Tu). Haiizero, %: C 57.80; H 10.30; N 9.80.
C;H,sNO,. Beraucneno, %: C 57.90; H 10.40; N 9.70.

CHHTE3 OCTaNBHBIX COEIMHEHUH OBLT OCYIIeCT-
BJICH aHAJIOTMYHO CUHTE3y coenuHenus 1b.

3-(byrokcumermir)okcaszonuaul (1c). [Tonyuanu
u3 30 r (1 monw) mapadopma, 37.5 r (0.5 momns) Oy-
taH-1-om1a, 150 M 6en3ona u 30.5 (0.5 mosnp) 2-amu-
HosTanona. Beixog 34.6 r (43.5%), T.xum. 56-58°C
(0.5 Mm pr.ct.), d7° 0.9671, n3° 1.4460. Criextp SIMP
3¢, §, m.a.: 85.38 (OCH,N), 83.92 (OCH,N), 67.63
(OCH,C), 63.90 (OCH,C), 48.95 (NCH,C), 31.82
(CCH,0), 19.31 (CCH,C), 13.22 (CCH;), Haiineno,
%:C 60.20; H 10.60; N 8.70. CgH;;NO,. Berancneno,
%: C 60.40; H 10.80; N 8.80.

3-(U300yTokcumeruia)okcazonuaun (1d). [lomy-
yayim u3 30 r (1 monw) mapadopma, 37.r (0.5 Moib)
2-metmimmporan-1-oma, 100 M G6enszoma m 30.5 1
(0.5 momp) 2-ammHodTaHONa. Beixom 32.7 T (41%),
T.xum. 77-78°C (1 mm pr.ct.), d7° 1.0520, n3° 1.4928.
Crnextp SIMP 13C, §, m.n.: 85.97 (NCH,0), 84.30
(NCH,0), 75.08 (OCH,C), 64.28 (CCH,0), 49.34
(CH,N), 28.91 (CCH), 19.53 (CHj3). Haiineno, %: C

60.30; H 10.70; N 8.90. CgH;7NO,. Breraucaeno, %:
C 60.40; H 10.80; N 8.80.

3-(lenTunokcuMmeTuia)okcazoauant (1e). lomy-
gamm u3 16.5 r (0.5 monb + 10% u30bITKa) Tapadop-
Mma, 22 r (0.25 monb) nenran-1-oma, 100 mu GeH3o-
ma u 15.25 r (0.25 momnb) 2-amuHO3TaHONA. BhIxXon
19.8 r (45.8%), T.kum. 62-64°C (1 MM prcr.), d°
1.0520, n3° 1.4928. Crextp AMP 13C, §, m.n1.: 85.93
(OCH,N), 84.82 (OCH,N), 68.26 (OCH,C), 64.32
(OCH,C), 49.46 (CH,N), 29.97, 28.95, 22.94 [CH, B
(CH,)s], 14.25 (CHy). Haiineno, %: C 62.50; H 11.10;
N 8.20. CoH¢NO,. Beruucneno, %: C 62.40; H 11.10;
N 8.10.

3-(U3onenTuokcumetruia)okcazonuaud  (1f).
Monmygamm w3 30 v (1 momp) mapadopma, 44.1 T
(0.5 momp) 3-merunOyran-1-om, 150 mim GeH3ona u
30.5 r (0.5 momp) 2-amuHOdTaHONA. Bhixom 41.6 T
(48%), T.kum. 71-72°C (2 mm pr.ct.), d7° 0.9835, n3°
1.4460. Cnextp AMP 13C, §, m.1.: 85.15 (OCH,N),
83.08 (OCH,N), 74.80 (OCH,C), 67.57 (OCH,C),
47.47 (NCH,C), 28.99 (CCHC), 24.44 (CCH,(),
19.61 (CCH3). Haiigeno, %: C 62.30; H 11.20; N
8.30. CyH9NO,. Brruncneno, %: C 62.40; H 11.10;
N 8.10.

3-(Tekcuiaokcumerwin)okcazoauaun (1g). Ilo-
syuanu u3 30 r (1 mois) napadopma, 51 1 (0.5 monb)
rekcas-1-oma, 150 M Genszona u 30.5 r (0.5 momnp)
2-amuHO3TaHona. Beixox 47.2 r (50.4%), Gecupet-
Hast KMAKOCTh, T.KuI. 77-78°C (0.5 MM pr.ct.), d°
0.9512, n;3° 1.4505. Cnexrp SIMP 13C, §, m.z1.: 85.40
(OCH,N), 83.93 (OCH,N), 67.93 (OCH,C), 63.87
(OCH,C), 48.93 (NCH,C), 31.59, 29.68, 25.86, 22.63
[CH, B (CH,),], 14.01 (CCHj;). Haiineno, %: C 64.00;
H 11.10; N 7.60. C,,H,;NO,. Bpraucneno, %: C
64.10; H 11.30; N 7.50.

3-(Tentuiokcumermia)oxcazonuaun (1h). Ilo-
nmyqamu w3 6 r (0.2 momp) mapadopma, 11.6 T
(90.1 monb) rentan-1-oma, 50 mu Oenzona u 6.1 T
(0.1 momnp) 2-amunostanona. Beixox 11.0 r (54.6%),
T.xum. 97-98°C (3 MM pr.ct.), d7° 0.9402, n3° 1.4522.
Cnektp SIMP '3C, 5, m.n.: 85.93 (OCH,N), 84.39
(OCH,N), 68.26 (OCH,C), 64.28 (OCH,C), 49.42
(CH,N), 32.37, 30.33, 29.64, 26.72, 23.07 [CH, B
(CH,)s], 14.29 (CHs). Haitneno, %: C 65.50; H 11.60;
N 6.80. C;;H,3NO,. Bpruucneno, %: C 65.60; H
11.50; N 6.90.

JKYPHAJI OPTAHMYECKOM XUMUM tom 58 Ne 6 2022



CHUHTE3 3-(OPTAHUJIOKCUMETHII)OKCA3OJIMANHOB 647

3-(Oxtunoxkcumetun)okcazoauann  (1i). Ilo-
ayqamn u3 15 r© (0.5 moms) mapadopma, 32.5 T
(0.25 momp) oxran-1-oma, 100 ma Genzoma u 15.25
(0.25 monb) 2-amuno3Tanona. Berxon 30.8 1 (57.2%),
T.xum. 88-90°C (1 mm pr.ct.), d7° 0.9302, n30 1.4532.
Crextp AMP 13C, §, m.a.: 85.93 (NCH,0), 84.39
(NCH,0), 68.26 (OCH,C), 64.32 (OCH,C), 49.42
(CCH,N), 32.37, 30.29, 29.93, 29.81, 26.76, 23.11
[CH, B (CH,)¢], 14.26 (CH3). Haiineno, %: C 67.00;
H 11.80; N 6.70. C,,H,sNO,. Brraucneno, %: C
66.90; H 11.70; N 6.50.

3-(Honunoxkcumerun)okcazoauaun  (1j). Ilo-
ayqair w3 15 1 (0.5 monw) mapadopma, 36 T
(0.25 momp) HOHaH-1-o0ma, 100 M Tomyoma u 15.25 T
(0.25 momnp) 2-amuHOdTaHONa. Bhixon 34.4 T (60%),
T.xum. 94-95°C (0.5 Mmpr.ct.), d7° 0.9265, ;3% 1.4538.
Cnextp AMP 13C, §, m.a.: 85.60 (OCH,N), 84.07
(OCH,N), 68.06 (OCH,C), 64.04 (OCH,C), 49.13
(NCH,C), 32.04, 30.25 30.09, 29.97, 29.80, 26.31,
23.06 [CH, B (CH,)4], 14.25 (CCH,). Haiineno, %: C
68.20; H 11.70; N 6.30. C{3H,7NO,. Brraucneno, %:
C 68.10; H 11.90; N 6.10.

3-(Jdemmaoxcumeruia)okcazonuaud (1k). Ilomy-
yay u3 6 1 (0.2 monp) napadopma, 15.8 (0.1 moib)
nexan-1-oma, 50 M Tomyona u 6.1 (0.1 monp) 2-amMu-
Ho3TaHona. Beixon 14.9 r (61.2%), T.xumn. 99—100°C
(1 mm pr.ct.), d7° 09142, n3° 1.4534. .Crextp SIMP
3¢, 8, m.1.: 85.36 (OCH,N), 83.86 (OCH,N), 67.82
(OCH,C), 63.79 (OCH,C), 48.89 (CH,N), 31.88,
29.60, 29.23, 22.63 [CH, B (CH,)g], 13.93 (CHj).
Haiineno, %: C 69.30; H 12.30; N 5.90. C;4H,oNO,.
Brruucneno, %: C 69.10; H 12.00; N 5.80.

3-(Yuaeunnokcumeruia)okcazoauaun (11). Ilo-
myganu u3 6 T (0.2 Mo ) mapadopma, 17.2 1 (0.1 Moib)
yHIeKaH-1-oma, 50 ma tomyona u 6.1 T (0.1 Momb)
2-amuHOATaHONMA. Bhixon 16.2 r (63.0%), GecrBer-
Has KUAKOCTh, T.KUIL. 108-110°C (1 mm pr.cr.), df’
0.9100, nD20 1.4524. Cnextp SAMP 13¢C, §, m.o.: 85.85
(OCH,N), 84.34 (OCH,N), 68.30 (OCH,C), 64.24
(OCH,C), 49.37 (CH,N), 32.41, 30.17, 29.89, 26.72,
23.11 [CH, B (CH,)g], 14.29 (CHjy). Haiineno, %: C
69.90; H 12.00; N 5.50. C;5H5;NO,. Brruucneno, %:
C 70.00; H 12.10; N 5.40.

3-[(ben3nokcu)merui]okcazoauaun (1m). I[lo-
ayqamn w3 15 1 (0.5 ™momp) mapadopma, 27 T
(0.25 monb) ¢ennnmeranona, 100 mm Tonyonma u
15.25 1 (0.25 monp) 2-amuHOdTaHoNa. Beixog 31.4 T
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(65%), T.xum. 116-118°C (1 mm pr.cr.), d7° 1.0925,
n3® 1.5260. Cnextp AMP 'H (400 I'm), 8, m.a: 2.81
T (CHy-nukna, 3J 6.9 I'm), 3.51 T (CH,O-1mxna, 2J;yy
7.1 T'm), 3.99 ¢ (NCH,O-nukna), 4.31 ¢ (NCH,0),
4.44 ¢ (CH,Ph), 7.19-7.89 m (Ph). Cniektp SIMP '3C
(100.62 Tm), &, m.x.: 49.23 ©1 (CH,N, 17 142.5, 2/
2.5 T'm), 64.21 .1 (CH,0, 'J 150.0, 27 3.5 '), 69.39
1.1 (CH,Ph, 17 144.3,37 4.3 T'm), 84.27 .M (NCH,0,
17 159.5, 37 3.0 Tn), 84.9 =™ (NCH,O-nmkma, 'J
154.5,37 3.0 '), 139.19 (Ch), 128.40 (C2°), 127.54
(C39), 126.20 (C*). Haiinero, %: C 68.50; H 7.60; N
7.40. C;1H;sNO,. Beraucieno, %: C 68.40; H 7.80;
N 7.30.

3-[(2-MeTOKCHITOKCH)METHJI|OKCA30JTUIUH
(In). Iomygamun n3 20 v (0.66 monb) mapadopma,
25 1 (0.33 moip) 2-MeTokcudTaHoMa, 100 M1 GeH3071a
u 20.1 t (0.33 monb) 2-amuHOATaHONA. BEIXOT 23.4 T
(44%), t.xkum. 70-71°C (1.5 MM pr.ct.), dfo 1.0981,
n3°1.4710. Cuexrp AMP 13C, §, m.11.: 85.80 (OCH,N),
84.67 (OCH,N), 70.17 (OCH,C), 67.25 (OCH,C),
67.00 (OCH,C), 58.43 (CH;0), 49.01 (NCH,0),
Haiineno, %: C 52.30; H 9.40; N 8.60. C;H;5sNO;.
Brruucieno, %: C 52.20; H 9.40; N 8.70.

3-[(2-9TokcudTOKCH)MeTHII|0KcazoauauH (10).
Monywamn u3 15 r (0.5 monb) mapadopma, 22.5 T
(0.25 momp) 2-sTokcwdTaHona, 100 mi OeH30Ma H
15.25 t (0.25 momp) 2-amuHO3TaHONa. Beixog 21.9 T
(50%), T.xum. 81-81.5°C (1 mm pr.ct.), d7° 1.1143, n3°
1.4940. Cniextp SIMP 13C, §, m.a.: 85.72 (OCH,N),
84.02 (OCH,N), 70.13 (OCH,C), 67.13 (OCH,C),
66.71 (OCH,C), 63.99 (OCH,C), 49.10 (NCH,C),
15.19 (CHy). Haiineno, %: C 54.70; H 9.90; N 7.80.
CgH7NO;. Beraucneno, %: C 54.80; H 9.80; N 8.00.

3-[(2-PeHOKCUITOKCH)METHI|OKCA3OJIUANH
(1p). Honywanu u3 30 r (1 mons) mapadopma, 69 r
(0.5 momb) 2-deHokcudtanona, 150 mu Toiyona u
30.5 r (0.5 monp) 2-amuHosTaHona. Beixom 67.7 T
(60.6%), T.xum. 144°C (1 mm pr.ct.), d7° 1.1425, n3°
1.5330. Cnextp AMP 13C, §, m.1.: 85.85 (NCH,0),
83.86 (NCH,C(), 66.35 (OCH,C), 63.92 (OCH,C),
48.85 (NCH,C), 58.70 (C"), 114.35 (C>%), 129.10
(C35), 120.50 (C*). Haiinero, %: C 64.50; H 7.50; N
6.40. C;,H7NO;. Bprancneno, %: C 64.60; H 7.70;
N 6.30.

3AKJIIOYEHUE

Konnencanueii—rerepouukin3annei 2-aMHHO-
dTaHoia C (pOpMaTBACTUIOM, HCIOIL30BAHHBEIM B
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BHJE Mmapaopma, ¥ THIPOKCHICOMEPKAIIMMU COe-
JUHEHUSAMU CHUHTE3UPOBaHBbI 3-(OpraHMIOKCUMETII)-
OKCa30JIMIMHBL. B KagecTBe M0OOYHOTO MPOAYKTA BBI-
JielieH MeTuiIeH-Ouc-okca3onuanH. Beixon meneBoro
MPOAYKTA YBEIMUYUBACTCS IO MEpe «YTSHKEICHHS
THJIPOKCUIICO/IEPIKAIIIETO COSTUHEHNS. YCTaHOBIIEHO,
YTO MPU JNEUCTBUU BOJHBIX IIETOYEH, a TaKkKe MpH
HarpeBaHuM ¢ BOAOH 3-(OpraHMIOKCHMETHII)OKCa30-
JUAWHBI THAPOIHU3YIOTCS ¢ oOpa3oBanuem 1,3,5-Tpu-
aszuH-1,3,5-TpuniaTpuankanonos 3.

CtpoeHHE MOTYYEHHBIX MPOMYKTOB YCTAHOBJICHO
Ha OCHOBAaHUH JaHHEIX JIMP 1H, 3¢ CIIEKTPOCKOIUH
¥ DJIIEMEHTHOTO aHaJIN3a.
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Synthesis of 3-(Organoxymethyl)oxazolidines
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3-(Organoxymethyl)oxazolidines were obtained by the condensation—heterocyclization of 2-aminoethanol with
formaldehyde and hydroxyl-containing compounds. The yield of the reaction products depends on the nature
of the hydroxyl-containing compound and increases as it becomes “heavier”. As a by-product of the reaction,
methylene-bis-oxazolidine is formed, the presence of which was proved by counter-synthesis by condensation
of 2-aminoethanol with formaldehyde in a ratio of 2:3, respectively. The physio-chemical parameters and '3C
NMR spectra of the synthesized compounds are presented. Signal assignment was also carried out using a double
heteronuclear resonance 3C—{'H}.

Keywords: condensation—heterocyclization, 2-aminoethanol, hydroxyl-containing compounds, paraform,
3-(organoxymethyl)oxazolidines, 'H and '3C NMR spectroscopy
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