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TpexKOMIIOHEHTHOH KOHACHCAIEH TOCTyHBIX NV, N'-0nc[(anKmicymb(haHmi)METHI [MOYEBHH C (POPMaJIbIeTH-
JIOM ¥ TIEPBUYHBIMU aMUHAMH B 3TAHOJIE B MPHUCYTCTBUU TUAPOKCHIA HATPUS MM TPUATHIAMHUHA MTOJTy4EHbI
paHee Hen3BecTHBIC S-anmkni-1,3-0uc[(ankuncynshanmn)metui]-1,3,5-Tpuasnnan-2-ousl. [Ipeanoxen oxHo-
PEAKTOPHBIN YETHIPEXKOMIIOHEHTHBIH CHHTE3 3TUX COCJMHEHHH Ha OCHOBE MOCIEI0BATEILHOTO THOMETHIIH-
POBaHUSI MOUEBHHBI CMECHIO ()OPMaIbJIETH/IA U ATKAHTHOJIOB M [IMKJI0aMUHOMETHIMPOBAHUS IPOMEIKY TOUHBIX
N,N'-6uc[(ankuacyab(haHnI)METHI |MOUYEBHH C TIOMOIIBIO (hopManbaernaa U aTKUIaMHUHOB.
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BBEJIEHUE

1,3-3amelnieHHbIC MOUYEBUHBI BXOAST B COCTaB Jie-
KapCTBEHHBIX IIPETaparoB C MPOTHBOOITYXOJIEBBIMH,
MIPOTUBOBHUPYCHBIMHU, MPOTUBONAPKUHCOHMUECKUMH,
HEUPOJENTUUECKUMU ¢ TPOTHUBOIUAOCTUYCCKUMU
cBoiictBamu [1, 2]. Cpeau HUKIMYECKUX MPOU3BO-
THBIX MOYEBHHBI — 1,3,5-TpuaswHaH-2-0HOB — Hai-
JICHBI COCJTUHCHMSI, TPOSIBIISIONING CBONCTBA MHIUOU-
TOPOB MPOTEMHKUHA3 [3, 4], GIOKaTOPOB PELENTOPOB
ropeun [5], repounumoB [6, 7], 6akrepuruaos [8, 9]
u ynobpenutii [10, 11]. 1,3,5-Tpuasunan-2-oHbI SBIIS-
IOTCS LICHHBIMU TIPOMEKYTOUHBIMU COCIUHEHUSIMU U
WCTIONB3YIOTCS B CHHTE3€ MPUPOIHBIX AIKAJIOHIOB —
arenacratuaa A-F [12, 13], nanmaunexktnna B [14],
akyamuuuHa [15], crpuxnuna [16], TeTparunpornces-
noaucroMuHa [17], aHamoroB kpaMmOecIuInHa U Oat-
3emaawHa [18], a Takke OHOTEHHBIX MOJHAMUHOB U
amuHokucior [19, 20]. B nacrosiee Bpemsi ¢ mpu-
MeHeHueM 1,3,5-Tpua3suHaH-2-0HOB IpeAIaraeTcs
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[0JIy4aTh MAaKpOLMKINUYEeCKue coenunenus [21-23] u
Juranzpl [24], BU3yanu3upyronme areHTsl Ui M031-
TPOHHO-OMHUCCUOHHOU TOMoTpaduu [25, 26], BEICOKO
PEaKIMOHHOCIIOCOOHBIC IUKIUYECKHE aMIUHO- U aMH-
JokapOeHsl [27], umuna3onousl [28, 29] u apyrue mo-
Jie3Hble Bemectra [30-32].

[ereponmkiuyeckrie COeMHEHUS C AJIKHI(apui)-
Cynb(GaHUIMETUIBHBIMU WA  AJKWI(ApUII)Cyab(o-
HAJIMETWIBHBIMA 3aMECTHTEIISIMA 00JTaafoT TITHpO-
KHM CIIEKTPOM OHOJIOTHYECKOW akTMBHOCTH [33-37]
U DKCTpaKIMOHHBIMEH cBoicTBamu [38]. BBemenume
apuiICynb(OOHUIMETHIFHOW TPYIIIBI B MOJIEKYIBI
TeTePOIMKIOB U MOCIEAYIOUINE TpaHCPOpPMALIUU C
Y9aCTHEM ATOW TPyl UCTIOMB3YIOTCS I PETHO- U
CTEPEOpPeryIupyeMoro co3aanusi HoBeIx cBsizeit C—C
u C=C [39-43].

Cunretnyeckue Bo3MOXxHOCTH 1,3,5-TpuasuHan-
2-0HOB M BBICOKAs PEAKLUUOHHAs CIHOCOOHOCThH ajl-
kui(apuin)cynbhanni(CyIb(QOHUIT)METUIBHBIX TPYIII
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OIIPEIENSIOT HHTEPEC K pa3paboTke yAIOOHBIX CHOCO-
0OB TIOJTlyueHHsI HOBBIX MOJICKYJ, OJHOBPEMEHHO CO-
JiepKalliX TaK1e CTPYKTYPHbIE eTUHHIIBI.

W3BectHbie MeToAwl cuHTe3a 1,3,5-TpuazuHaH-
2-OHOB OCHOBAaHBI HAa B3aUMOJACUCTBUM JUMETHUIION-
MOUYEBHUHBI C amMuHamu [44, 45] win TPOU3BOIHBIX
MOYEBHUHBI ¢ N-METHICH-mpem-O0yTHIaMUHOM [45,
46]. Apyroil MeToa CUHTE3a 3TUX COCAUHEHUN — KOH-
JEHCAIUg MOYEBUHBI C TETPAATKHIMETHIICHIHAMMU-
HaMH ¥ TEpBUYHBIMU amuHamu [45, 47] unu N,N-
ouc(metokcumeTwi )-N-ankunamuaamu [48]. OqHako
garie BCEro HCIOIB3YI0T aMHHOMETHINPOBAHNUE MO-
YeBUHBI M €€ MPOW3BOAHBIX JCHCTBUEM ajIbACTHIOB
Y TIEPBUYHBIX aMUHOB (peaknus Manuuxa) [3-6, 18—
20,27, 28, 31, 32, 45].

Lenpro HacTosel pabOTHI SBIIACTCS CHHTE3 pa-
Hee Heu3BeCTHBIX 1,3,5-TpuaszuHaH-2-0HOB, COAEp-
KaIUX  AJIKWICYJIb()aHUIMETUIBHBIE  (PParMEHTHI,
BOBJICUCHUEM B peakinio MaHHUXa JOCTYIHBIX V,N'-
Oouc(ankmwicyab(haHnI)METHIMOUYEBHH — IPOTYKTOB
TPEXKOMIIOHCHTHOH KOHJIEHCAIIMH MOUYEBHHEI C (op-
MasipierujioMm U thojamMu [49]. MccnenoBanue BO3-
MOXHOCTH monyueHus 1,3-Ouc[(ankuncynbdanun)-
metun]-1,3,5-Tpua3uHan-2-0HOB METOJIOM TIOCIIEA0-
BaTEIFHOTO THOMETHJIMPOBAHHUS MOUCBHHBI 1 aMHHO-
METHITUPOBAHUS 00PA3YIONTUXCS MPOU3BOIHBIX MOUE-
BHHBI B PE3yJbTaTe OJHOPEAKTOPHOTO JIBYXITAITHOTO
cMelIeHus: 4 KOMIIOHEHTOB: MOYEBUHBI, (popMabe-
TUja, aTKAHTUOJOB U TIEPBUYHBIX AMUHOB.

PE3VJIBTATBI 1 OBCYXAEHNE

TpexxommoneHTHas kKoHAeHcanus N,N'-Ouc[(mpo-
nwicyabhanmwn)Metun |-, N,N'-ouc|(2-nponmicynbda-
Huwn)metuwn|- win - N,N'-6uc[(OyTuncynbpanun)me-
THUJI|MOYEBUHBI la—¢ ¢ (opMaNIbICTUIOM U METUJI-,
W30TPONMUIAMIUHAME HJIM THIPOXJIOPUIOM DTHIOBO-

BAEBA wu np.

ro 3¢upa aMUHOYKCYCHOW KHCIIOTBI 2a—C€ TIPH MOJITb-
HOM COOTHOIIeHHH peareHToB 1:3:1.5 B mpucyTcTBUU
KatanuTnyeckux koiamdectB NaOH B stanone mpu
38—40°C B Teuenune 1.5-4 4 NpPUBOIUT K COOTBET-
CTBYIOIUM  S-ankui-1,3-0uc|(ankuicynbpanm)me-
tnn]-1,3,5-tpuaznnan-2-onam 3a—g (cxema 1).

Beixonsr 1,3,5-tpuasunan-2-ouos 3a, d, f, oOpa-
3YIOIIMXCSI B PEaKIMA COOTBETCTBYIOIIUX JH3aMe-
IICHHBIX MOYEBHH la—C ¢ (OpPMaTbAECTHIOM U METH-
JaMuHOM 2a B npucyTctBuu NaOH, He npeBblatoT
68% W3-3a HETIOIIHOTO MPEBPAIIEHUsI MCXOIHBIX CO-
enuHCHUH. Brixoas! coenuaenuii 3b, e, g, monydcH-
HBIX B PEaKIUAX ¢ y4acTHEM H3omIpormiamMuHa 2b B
AHAJIOTUYHBIX YCIOBHSIX, COCTABJISIFOT COOTBETCTBEH-
HO 64, 59, 38% wu3-3a 00pa3oBaHus psijia MOOOUHBIX
MPOAYKTOB. YBEIHUYCHHE TPOJOKUTEIBHOCTH U
TEMIIEPaTypbl PEAKIUU MPUBOAMT JIUIIh K HAKOILIE-
HUIO MMOOOYHBIX COeMHEeHMI (cM. Tabnwuiy). B To ke
BpeMs IIpU 3aMeHe ruapokcnaa Hatpus Ha Et;N B ka-
YECTBE OCHOBaHUA BbIXOAb! 1,3,5-Tpua3zuHaH-2-0HOB
3a, b, d—g Bozpacraror 10 80-90% (cMm. Tabmuiry).
HcnonpzoBanne Et;N MO3BOIMIO TakXke IOIYyYUTh
MTPOU3BOIHOE STUIIOBOTO 3(PUPa aMHUHOYKCYCHOM KHC-
J10THI 3¢ ¢ BBIXOAOM 95%.

He mMenee ynmoOHBIM mpencTaBisieTcss HHOM Bapu-
aHT cuHTe3a 1,3,5-TpruasuHan-2-oHoB 3d—g, ocHOBaH-
HBI Ha OJJHOPEAKTOPHOM CMEIINBAHUHU 4 KOMITOHEH-
TOB 0€3 BBIIEJNECHUS MTPOMEKYTOUHO 00Pa3yFOIIUXCSI
N,N'-Ouc[(ankuicyabhaHui)MeTHI |[MOUeBUH 1a, c.

YeThIpeXKOMIIOHEHTHAsI OMHOPEAKTOPHAsI KOHICH-
calys peayn3yercsl CIEAYIOIUM 00pa3oM: K aJIKaH-
tronam 4b, ¢ B 10%-10oM pactBope NaOH mocnenona-
TEJBHO MPUOABIISIOT (OPMaJbIIETUA U MOUCBUHY TPH
MOJILHOM COOTHOILIEHHM peareHToB 2:2:1 COOTBeT-
cTBeHHO. Yepes 3—4 1 0Opa30BaBIIMICS 0CaTOK MPO-

Cxema 1
a 0]
O NaOH, EtOH
R 40°C, 1.5-4 4 R\S/\NJ\N/\S/R
Rig ~g-R 4 CH0+ RI-NH
SN N7 s 2 2 ) L

H H N

EN, EtOH |
40°C, 2-4 4 R!
la—c 2a—c 3a-g

1, R =Pr (a), i-Pr (b), Bu (¢); 2, R' = Me (a), i-Pr (b), CH,C(O)OEt-HCl (c¢);
3,R=Pr,R' = Me (a), R! =i-Pr (b), R' = CH,C(O)OEt (¢); R = i-Pr, R = Me (d), R! = i-Pr (e);
R =Bu, R' = Me (f), R' = i-Pr (g).
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Konnencarus N,N'-6uc[(ankuicyab(paHmn)METHI |[MOYeBUH 1a—¢ ¢ pOpMaTbIETHIOM H U3OMPOMIIIAMUHOM 2b

Mouesuna y:;l;ilfai%oéig?:jgz Ocnosanue | Temneparypa, °C| Bpewms, 4 | Beixon tpuasunan-2-ona 3f, %
1c 1:3:1.5 NaOH 80 4 24
1c 1:3:1.5 NaOH 40 4 29
1c 1:3:1.5 NaOH 40 2 38
la 1:3:1.5 NaOH 40 2 64
1b 1:3:1.5 NaOH 40 1.5 59
1c 1:3:1 Et;N (0.1 monb) 40 4 67
1c 1:3:1 Et;N (1 monb) 40 4 83
la 1:3:1 Et;N (1 morb) 40 4 86
1b 1:3:1 Et;N (1 monb) 40 2 85

MEXYTOUHBIX N,N'-0uc|(aJIKIIICyIIb(haHUIT)METHI |MO-
yepuH 1b, ¢ Ge3 BbIgeNeHUs PacTBOPSIOT B 3TaHOJE
u nipubasisroT 2.3 9kB opmanbaeruaa, 1.3 9kB nep-
BHYHOTO amMHuHa 2a, b u TpudTHIaMuH. Peaknnonnyro
cMech mepememnBaioT B Teuenue 3—4 u mpu 40°C.
Borxonp S-ankui-1,3-0uc| (anKuicyb(paHma)MeThI |-
1,3,5-tpnaznnan-2-oHoB 3d—g cocraBisor 73—89%
(cxema 2).

Crpoenue
neno nanabivu MK, IMP 'H u '3C crexrpockomnum.
B UK cnexrpax Bcex 1,3,5-tpuazmnan-2-onoB 3a—f

1,3,5-TpuazuHaH-2-0HOB  MTOATBEPXK-

HMMeeTCsi FHTeHCUBHAsI MI0J10Ca MOMIOUICHUS] aMUTHOM
KapOGOHMIBHOM Ipynmbl B obnactu 1647-1645 cv!
(amugmaas momoca I). B MK cmekTpe coennHEHHS
3¢ naOmiomaeTrcss TakKe MOJ0Ca IMOTIONICHUS IPH

1749 cm!, otBevaromas KoneGaHUAM CIOKHOIPHP-
HOoit C=O rpynmel. XapakTepHOH OCOOEHHOCTHIO
crextpoB AIMP 'H coenunenuii 3a—f sBnsercs mpu-
CYTCTBHE CHHIJIETHBIX CUTHAJIOB IIPOTOHOB METHJICHO-
BeIX rpynn mukna C*+SH, u dpparmenros N-C'H,-S B
obnactu 4.26-4.40 u 4.48-4.56 M.JI. COOTBETCTBEHHO.
B criexrpax SIMP 13C yrneponusiv aromam C* muk-
Jla COOTBETCTBYIOT CUTHaJBI pu 62.81-66.88 m.1., a
atomam C!' — B o6mactu 46.12-47.15 m.1. CurHais!
ymiepoaHbix aroMoB C=O rpynnsl pe3oHUpPYIOT IpU
153.80-155.12 m.n. B macc-cniekTpax MOIOKUTENb-
HBIX MOHOB XMMHYECKON HOHMU3AIINH cOeTUHEHNH 3b,
¢, €, @ UHTEHCUBHOCTh ITMKOB MOJIEKYJIAPHBIX MPOTO-
HUPOBaHHBIX MOHOB [M + H]" He npesbmaer 13%,
O/IHaKO HaOMoNaoTCs UKK HoHoB [(M + H) — RSH]*
¢ uHTeHCUBHOCTEIO 100%.

Cxema 2
)OI\ CH,0 + R.SH — )O]\
+ 20 + R PN PN
HN NH, 344 RS g I& SR

4b, ¢

2. CH,0, R'-NH,, Et;N

40°C,2-3 1

1b, ¢

3d-g

1,4, R =i-Pr (b), Bu (¢); 3, R=i-Pr, R' = Me (d), R' = i-Pr (e), R = Bu, R' = Me (f), R' = i-Pr (g).
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OKCIIEPUMEHTAJIBHA S YACTD

UK cnextpsl 3aperucTpupoOBaHbl Ha CIEKTpOMe-
tpe Shimadzu JR Prestige-21 (SlnoHust) B TOHKOM
cnoe. Criextpsl IMP 'H n '3C 3ammcans! Ha crek-
tpomerpe Bruker Avance III 500 MHz (I'epmanus) ¢
paboueii vactoroit 500 u 125 MI'11 COOTBETCTBEHHO B
CDCl;, BHyTpeHHHI cTaHIApT — OCTATOYHbIE CUI'HA-
nel pactBoputens (7.27 M., s saep 'H, 77.1 M.z
nns saep °C). TKX ananm3s mpogyKTOB U KOHTPOb
MPOTEeKaHMsI PeaklUuil NpoBeJeH Ha XpomaTtorpade
Xpomoc 1000 (PD), xononka 1 Mx3 MM, HETTOJBUK-
Has ¢aza SE-30 (5%) Ha xpomarone N-AW-DMCS
(0.16-0.20 mm), pabouas temmeparypa 50-300°C,
JNETEKTOp  TUIAMEHHO-MOHU3AIIMOHHBIA, Tra3-HOCH-
TeIb — rejinid. Macc-CleKTpsl 3aperucTpUpOBaHbl Ha
xpomaromacc-criekrpomerpe Shimadzu LCMS-2010
EV (Slnonus) ¢ omHUM KBaJpymoJieM B PeXUME pe-
THECTPALUH TOJOKUTEIBHBIX HOHOB TIPH MOTEHIIHAIEC
Kamwusipa 4.5 kB, noHu3anus 31eKTpopacibUIeHN-
eM, amoeHT MeCN-H, 0 (95:5). DnemeHTHBII aHAaIH3
BoimonHeH Ha CHNS-anamuzarope HEKAtech Euro
EA 3000 (Mramus). Xpomarorpaduueckoe pasmie-
JICHHWE TPOBEJCHO Ha KOJIOHKaxX C cuiaukareneM MN
Kieselgel 60 (0.063—0.2 mxm). PacTBopuTenu oumie-
HBI U OCYIIICHBI MO U3BECTHBIM MeTonukam [50], oHu
WMeN KOHCTAaHTBl, COOTBETCTBYIOLIUE JIUTEPaTyp-
HbIM JiaHHbIM [50]. B pabote ucnonb3oBamu cBexe-
NeperHaHHbple MPOMAaHTHOI, IPONaH-2-THON U OyTaH-
tron (4). Mcxonusie Gopmanu (31%-Hblid BOAHBIN
pactBop, 'OCT 1625-2016, Poccust), merunamux
(38%-nprit pactBop, CAS 74-89-5, Poccusi), a Takxe
n3onponunamut (99%, CAS 75-31-0) u TpusTHIIaMUuH
(99.7%, CAS 121.44.8) npousBojctBa GupMbl «Acros
Organics» UcToNb30Ba I 0€3 OUUCTKH. [ HAPOXIIOpU
STHIIOBOTO d(Hpa TIIUIHHA MOIY4YEeH U3 COOTBETCTBY-
romero cnupta mo meronuke [51]. Coenunenns 1a—c
CHUHTE3UPOBAHBI 110 MeToauKe [49].

5-Aaxni-1,3-0uc|(ankuiacynbanun)MeTua]-
1,3,5-rpua3unan-2-on 3a-g (0Owas memoouka). a.
K pactBopy 0.35 1 0.40 r (1.5 mmonb) coequHeHus 1a,
b u ¢ B 10 mu1 EtOH npu nepememmBanum nocieno-
BatenbHO no0aBmsum 0.40 mut (4.5 mmons) 31%-Horo
pactBopa ¢popmanpaeruaa, 0.20 miu (2.3 mMmounb) an-
kuiamuHa 2a, b wum 0.32 1 (2.3 MMOJTB) THAPOXJIOPH-
Jla 3TUIIOBOTO 3(pUpa aMHUHOYKCYCHOM KHCJIOTHI 2¢€ B
3 M EtOH u 3-5 xanens 10%-noro pacrsopa NaOH.
Peakunonnyro cMmech nepememmBanu npu 38—40°C

BAEBA wu np.

B TeueHue 1.5-4 4. 3areM peakinOHHYIO CMECh pas-
OaBIsIM BOZIOM 10 cooTHomeHus 1:8 u 3kcTparupo-
Bas CHCl; (3%20 mi). Okcrpaktel npomsisanu H,O
(2x10 mi) u cymunu Hag MgSO,. PactBopurens o1-
TOHSUIM ITPYU MOHM)KEHHOM JaBJICHUHU, OCTaTOK XpoMa-
TorpadupoBaIl Ha KOJIOHKE C CHIIMKAreJIeM (DJIIOCHT
aTUNanerar—rekcas, 1:4).

b. lonmyuanu anamormyHo metony a u3 0.35 u
0.40 r (1.5 mmonb) coenunenus la, b u ¢, 0.40 M
(4.5 mmomp) 31%-HOTO pacTBOpa (hopManbaeruma,
0.13 mn (1.5 mmonb) ankunamuna 2a, b wmm 0.21 ¢
(1.5 MMOIB) THIPOXJIOPHIA ITHIOBOTO dPHUpa aMHu-
HOyKCcycHOU KucioTel 2¢ B 3 min EtOH u 0.21 mn
(1.5 MmMoTIB) TpUATHIIAMUHA B Te4eHHE 2—4 d.

c. K 3.3 M (9 mmonb) 10%-HOTO BOTHOTO pacTBoO-
pa NaOH mpu oxnaxaenuu 1o 10-15°C u nepemeniu-
Bannu no6asisumm 0.84, 0.96 mit (9 MMoITe) anKaHTHO-
na 4b, c. Yepes 10 MuH nocnenoBaresibHO IpUOaBIs-
s 0.80 mut (9 mmonb) 31%-Horo pactBopa (hopmaib-
neruga u pactop 0.27 r (4.5 MMOIIb) MOYEBUHBI B
1 M Bogel. Uepes 15 MuH oximakeHue MpeKpaIiaig u
PEaKIMOHHYIO CMECh TepeMeInBaIH 3—4 9 MpH KOM-
HaTHOI TemImeparype /10 Hayajla BBIMAJCHUS OCajKa
coenuaeHms 1b, ¢. Uepes 15-30 MuH 0Opa3oBaBITHIA-
cst ocagok coenunenus 1b, ¢ 6e3 BbleneHus pacTBo-
psiTu B 9 MIT 3TaHONA M J00aBIsIH 2 MIT BOIBI 10 pH
pactBopa 8.0. 3aTeM B peakIMOHHYIO CMECh MPUOaB-
st 0.92 mit (10.4 mmons) 31%-r0T0 pacTBopa dop-
manpaerunaa, 0.52, 0.51 mi (5.9 MMonb) epBUYHOTO
amuHa 2a, b u 0.63 M (4.5 MMOJB) TpUATHUIIAMHUHA.
Peakunonnyto cmeck nepememnusanu npu 38—40°C B
TedeHue 2-3 4. 3aTeM PeaKkIMOHHYI0 CMECh pa30aB-
JISTM BOJOM 1O cooTHolIeHUs 1:8 u sKcTparupoBa-
mu CHCly (3%20 mur). DkcrpakTsl npoMeiBanu H,O
(3x10 mu) u cymunu Hag MgSO,. PactBopurens o1-
TOHSUTH TIPH MTOHIKEHHOM JIaBJICHUH, OCTATOK XpOMa-
TOrpadpOBaI Ha KOJIOHKE C CHUJIMKAreJIeM.

5-Metni-1,3-0uc[(nponuicyibpanuni)MeTn]-
1,3,5-Tpua3zunan-2-ou (3a). Berxon 0.27 r (62%, a),
0.39 r (89%, b), 6ecusernoe macno. MK cnekrp (ToH-
Knit croit), v, cM 1 2960, 2927, 2871, 1645 ¢ (C=0),
1489, 1463, 1410, 1376, 1303, 1261, 1205, 1153,
1127, 1035, 788, 745. Cnektp SIMP 'H (CDCly), 3,
m.a.: 0.98 T (6H, C5'H3, 3J7.2 Tn), 1.66 cexcrer (4H,
C*H,, 3J 7.2 Tu), 2.59 1 (4H, C*'H,, 3J 7.2 Tn), 2.61
¢ (3H, NCHy), 4.28 ¢ (4H, H*), 4.53 ¢ (4H, C"'H,).
Cnextp SIMP 13C, §, m.i.: 13.46 (C), 23.10 (C*),
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33.01 (C*), 39.48 (NCHjy), 47.02 (C"), 66.82 (C*9),
153.85 (Cl). Haiigeno, %: C 49.51; H 8.67; N 14.47;
S 22.12. C|,H,5sN;0S,. Beruucneno, %: C 49.45; H
8.65; N 14.42; S 22.00.

5-(2-IIponua)-1,3-6uc[(nponuicyiabpanmn)-
metmi]-1,3,5-Tpuasunan-2-ou (3b). Beixon 0.31 r
(64%, a), 0.41 r (86%, b), decuerHoe Macio. MK
CrieKTp (TOHKWH CIIok), V, em 1 2960, 2928, 2872,
1647 ¢ (C=0), 1489, 1413, 1383, 1370, 1298, 1253,
1182, 1168, 1139, 1117, 1014, 978, 805, 747. Cuektp
SMP 'H (CDCly), 8, m.a.: 0.97 T (6H, C Hs, 3J
7.3 Tm), 1.20 1 [6H, NCH(CH;),, 3 6.3 T, 1.64
cekcret (4H, C*H,, 3J 7.3 T'), 2.58 T (4H, C*'H,, 3J
7.3 Tm), 3.09 cenrer [1H, NCH(CH;),, 3J 6.3 T,
4.40 ¢ (4H, H*S), 4.51 ¢ (4H, C'H,). Cnekrp SIMP
B¢, §, mua.: 13.52 (CY), 21.49 [(CH;)CHN], 23.11
(C%), 33.09 (C¥), 47.01 (C"), 47.66 [(CH;)CHN],
62.87 (C*9), 155.12 (C"). Macc-criextp, nm/z (I, %):
320 (6) [M + H]*, 244 (100) [(M + H) — C3H,SH]".
Haiigeno, %: C 52.73; H 9.17; N 13.22; S 20.15.
C14Hy9N30S,. Berancaeno, %: C 52.62; H 9.15; N
13.15; S 20.07.

Itua{4-okco-3,5-6uc|[(mponuiacyabpanuia)me-
Twil-1,3,5-rpuazunan-1-uwia}agerar (3¢). Brixon
0.08 T (15%, a), 0.52 r (95%, b), GecuBeTHOE Mac-
mo. UK criektp (TOHKWIiA ciok), V, em L 3364, 2960,
2927,2872, 1749 ¢ (C=0), 1647 ¢ (C=0), 1489, 1456,
1412, 1376, 1302, 1264, 1232, 1200, 1145, 1045, 984,
801, 745. Cnextp SIMP 'H (CDCly), 8, m.1.: 0.96
T (6H, C3Hs, 3J 7.3 Tw), 1.28 T (3H, CH;CH,0, 3J
7.1 Tu), 1.64 cexcrer (4H, C*H,, 3J 7.3 Tu), 2.57 T
(4H, C¥H,, 3J 7.3 Tm), 3.57 ¢ (2H, CH,CO,C,Hs),
4.23 x (2H, CH;CH,0, 3J 7.1 T'1 ), 4.38 ¢ (4H, H*9),
4.48 ¢ (4H, C'H,). Cnexrp AMP 13C, §, m.z1.: 13.46
(C%), 14.22 (CH5CH,0), 23.16 (C*%), 33.23 (C%),
46.97 (C"), 52.25 [CH,C(0)], 61.14 (CH;CH,0),
65.67 (C*9), 154.20 (C"), 170.16 [CH,C(O)]. Macc-
criektp, m/z (I, %): 364 (4) [M + H]", 288 (100)
[((M + H) — C3H,SH]". Haiineno, %: C 49.61; H 8.08;
N 11.62; S 17.69. C,5sH,oN;0;S,. Boruucneno, %: C
49.56; H 8.04; N 11.56; S 17.64.

5-MeTna-1,3-0uc[(2-nponuicyiabdanuia)me-
tial-1,3,5-rpuazunan-2-o1  (3d). Bexom 0.30 1
(68%, a), 0.39 r (90%, b), 0.96 T (73%, c), OGecuBeT-
Hoe macio. K crekrp (TOHKHH cIoit), v, em': 2957,
2925, 2865, 1646 ¢ (C=0), 1489, 1461, 1409, 1382,
1365, 1303, 1260, 1206, 1154, 1127, 1032, 787,
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745. Cuektp SIMP 'H (CDCly), 8, m.ai.: 1.30 1 (12H,
SCH(CH,),, 3J 6.8 T'm), 2.59 ¢ (3H, NCH3), 3.06 cen-
ter [2H, SCH(CHj;),, 3J 6.8 Tu], 4.26 ¢ (4H, H*S),
4.56 ¢ (4H, CH,S). Crextp AMP 13C, §, m.n1.: 23.74
[(CH;),CHS], 34.54 [(CH;),CHS], 39.42 (NCH,),
46.20 (C1), 66.86 (C*%), 153.90 (C'). Haiineno, %:
C 49.50; H 8.62; N 14.48; S 22.11. C;,H,sN;0S,.
Brrancaeno, %: C 49.45; H 8.65; N 14.42; S 22.00.

5-(2-lIponui)-1,3-6uc|[(2-nponuiacyinbhanui)-
metui]-1,3,5-Tpuasunan-2-ou (3e). Boixox 0.28 1
(59%, a), 0.41 t (85%, b), 1.1 t (75%, c), OGecuBer-
Hoe Macio. MK crextp (TOHKHIT ciioii), v, cM ' 2959,
2925, 2866, 1645 ¢ (C=0), 1489, 1412, 1383, 1366,
1302, 1248, 1183, 1167, 1139, 1117, 1014, 976, 805,
747. Cnextp SIMP 'H (CDCly), §, M. 1.20 1 [6H,
NCH(CH,),, 3J 6.3 Tu], 1.30 x [12H, SCH(CHj),,
3J 6.8 Tu), 3.03 center [2H, SCH(CH;),, *J 6.8 T'n],
3.07 cenrret [1H, NCH(CHj),, 37 6.3 T'], 4.40 ¢ (4H,
H*9), 4.55 ¢ (4H, CH,S). Cnextp SIMP 13C, §, m.x.:
21.49 [(CH5)CHN], 23.74 [(CH;)CHS], 34.58 [(CH;)
CHS], 46.12 (CH,S), 47.54 [(CH;)CH], 62.87 (C*9),
154.82 (Ch). Macc-cniextp, m/z (I, %): 320 (4)
[M +H]", 244 (100) [(M + H) — C;H,SH]". Haiineno,
%: C52.70; H9.16; N 13.21; S 20.18. C;4H,9N;0S,.
Beruucneno, %: C 52.62; H9.15; N 13.15; S 20.07.

5-Metuna-1,3-6uc[(0yTnicyiabpaHua)MeTna|-
1,3,5-rpua3zunaun-2-ou (3f). Beixon 0.26 v (55%, a),
0.38 r (80%, b), 1.2 T (85%, c), becuBeTHOE MacIO.
UK criekTp (TOHKHIi ciioit), v, cM 1z 2957, 2929, 2872,
1645 ¢ (C=0), 1489, 1464, 1410, 1378, 1303, 1258,
1208, 1153, 1138, 1034, 787, 745. Cnextp SIMP 'H
(CDCly), &, m.a.: 0.91 T (6H, CSHj, 3J 7.2 Tw), 1.39
cekcrer (4H, C*H,, 3J 7.2 Tu), 1.60 xsunter (4H,
C*H,,3J7.2Tn), 2.61c (3H,NCH;, >J 6.8 1), 2.62 T
(4H, C3'H,, 3J 7.3 T), 4.27 ¢ (4H, H*®), 4.53 ¢ (4H,
C'H,). Crextp SIMP 13C, §, m.a.: 13.67 (C%), 22.00
(C>), 30.78, 31.89 (C3'%), 39.51 (NCH;), 47.14 (C"),
66.87 (C*9), 153.90 (C'). Haiineno, %: C 52.65; H
9.12; N 13.17; S 20.09. C4H,9N;0S,. Bsruucneno,
%: C 52.62; H9.15; N 13.15; S 20.07.

5-2-Ilponua)-1,3-6uc[(0yTnicyabpanuia)me-
Twil-1,3,5-rpuazunan-2-on  (3g). Brixog 0.20 r
(38%, a), 0.43 T (83%, b), 1.4 T (89%, c), OGecuBeT-
Hoe Macio. MK crekrp (ToHKUI croit), v, em 12957,
2930, 2873, 1645 ¢ (C=0), 1489, 1414, 1383, 1370,
1298, 1251, 1183, 1168, 1139, 1117, 1014, 978, 807,
747. Cnextp SIMP 'H (CDCly), 5, m.1.: 0.89 T (6H,
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C®H;,3J 7.4 T), 1.19 1 [6H, NCH(CH;),, 3J 6.4 T,
1.38 cexcrer (4H, C3'H,, 3J 7.4 T'w), 1.59 kBunTeT (4H,
C*H,, 3J 7.4 Tu), 2.59 1 (4H, C*H,, 3J 7.3 T'm), 3.08
cenrer [1H, NCH(CH;),, 37 6.4 T, 4.39 ¢ (4H, H*S),
4.50 ¢ (4H, C'H,). Crexrp AMP 13C, §, m.z1.: 13.61
(C%), 21.43 [(CH;)CHN], 21.90 (C%), 30.76, 31.78
(C3#), 47.02 (CY), 47.66 [(CH;)CHN], 62.81 (C*9),
155.07 (C'). Macc-cnexrp, m/z (I, %): 348 (13)
[M +H]", 258 (100) [(M + H) — C,HoSH]". Haiinewo,
%: C 55.31; H 9.60; N 12.04; S 18.53. C,4H33N;08S,.
Berancnero, %: C 55.29; H 9.57; N 12.09; S 18.45.

BbBIBO/1bI

Cunre3upoBanbl HOBbIE 1,3,5-TpuasuHaH-2-OHBI,
cojiep Kallie aJKWICy/Ib()haHUIMETHIIbHBIC (PparMeH-
ThI, TIPEACTABISIONINE UHTEPEC B KaYeCTBE OOBEKTOB
JUTST JATBHEUIITUX TIPEBPAIICHUN U OMOJIOTUYECKH aK-
TUBHBIX areHToB. [lokaszano, uro 1,3-0uc|(aJIKuICyIb-
dharmn)metmin|-1,3,5-TpruasuHan-2-0H6I MOTYT OBITH
MOJTyYeHbl KaK BOBJICUCHHEM (QJIKHICYIb(haHUIMe-
THJT)3aMEIICHHBIX MOYCBHH B pEeaKIlnio MaHHIXa, TaK
U YETHIPEXKOMIIOHEHTHBIM OJHOPEAKTOPHBIM METO-
JIOM C WCTIOIh30BAaHUEM MOYCBUHBI, (hOpMaJIbIACTHIA,
S-Hykieo(pnnoB (TPOMAHTHON, H3O0MPONAHTHON) |
MIePBUYHBIX aMHUHOB (METHJIAMHH, W30IMPOIUJIAMUH,
THUAPOXJIOPU STHIOBOTO 3puUpa aMHUHOYKCYCHOH
KkucnoTel). CHHTE3bl C TMPUMEHEHHEM THa-peaKinit
MaHHUXa TEPCIEeKTUBHBI AJIi PACIPOCTPAHEHUS UX
Ha BBIICISIEMBIC U3 CEPHUCTON He(PTH M ra30KOHICH-
CaTOB THOJIbI, KOTOPBIC B HACTOSIIIEE BpeMsI MPaKTUYe-
CKH HE UCTIOJB3YIOTCS.
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Multicomponent Synthesis
of 1,3-Bis(alkylsulfanylmethyl)substituted
1,3,5-Triazinan-2-ones
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Three-component condensation of accessible N,N’-bis[(alkylsulfanyl)methyl]ureas with formaldehyde and
primary amines in ethanol in the presence of sodium hydroxide or triethylamine resulted in new 5-alkyl-1,3-
bis[(alkylsulfanyl)methyl]-1,3,5-triazinan-2-ones. A one-pot four-component synthesis of these compounds
based on thiomethylation of urea with a mixture of formaldehyde and alkanethiols and the subsequent

cycloaminomethylation of the intermediate N,N’-bis[(alkylsulfanyl)methyl]urea with formaldehyde and
alkylamines was proposed.

Keywords: aminomethylation, urea, multicomponent reaction, Mannich reaction, thiol, 1,3,5-triazinan-2-one,
thiomethylation

JKYPHAJI OPTAHUYECKOM XUMUWH Ttom 57 Ne 12 2021



