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Abstract

Sulfolane-containing aminoalcohols have a variety biological activity, as well as high synthetic potential and the ability
to use sulfolane-containing building blocks in the construction of new heterocyclic systems. Interaction of cis- and trans-
4-aminotetrahydrothiophen-3-o0l-1,1-dioxides with N,N-carbonyldiimidazole, Boc-anhydride, ethylchloroformate gives
only the bis-derivatives, that are not capable of further cyclization to oxazolidinones. On the nitrogen atom in both
isomeric aminoalcohols slightly larger charge than on the oxygen atom (calculated values of the charges within the NBO-
theory) that explains the formation of the bis-derivatives in the interaction with strong C-electrophiles. Thus, using
multistep procedure for the synthesis heterocyclic compounds (through the formation of urethanes, Boc-derivatives,
etc.) are not effective for both isomers.

Keywords: sulfolane; 4-aminotetrahydrothiophen-3-ol-1,1-dioxide; aminoalcohol.

OCOBEHHOCTHY B3AUMO/IEMCTBUSA U30MEPHBIX 4-AMUHOTETPATU/IPOTUOPEH-3-
0J1-1,1-AUOKCHUA0B C HEKOTOPbIMMU C-3JIEKTPOPU/IbHBIMU PEATEHTAMU
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AHHoOTaI s

AMuHOCIHPTHI € cy/1b$01aHOBBIM PparMeHTOM UMEIOT Pa3HOOGPa3HYI0 GM0IOrMYECKYI0 aKTUBHOCTD, a TAKXKe BbICOKMI
CUHTETHYEeCKUI NOTeHal U BO3MOXKHOCTb MCII0JIb30BaHMs B KadyecTBe cy ibdoiaHCcoAep KaliuX OU/IJNHT-6/10KOB IPU
KOHCTPYUPOBAaHUU HOBBIX IeTePOLUK/INYECKUX cucTeM. U30MepHble yuc- 1 mpaHc-4-aMuHoOTeTparuapotruodeH-3-0J1-
1,1-Anokcu bl Npu B3aumogeicTBuM ¢ N,N-KapGoHUIAUMMHUAA30/10M, Boc-aurnapuaom, sTuaxaoppopMaTomM 06pasyoT
HUCKJIIOYUTEbHO GUC-IPOU3BO/HbIE, KOTOPbIe He CIOCOGHBI K JaJbHelllell HUK/IN3aluM B OKCa30JIMAUHOHBL. Ha aTome
a30Ta B 060MX U30MEePHBIX aMUHOCIUPTAX HECKOJILKO G0/IbIIMI 3apAj, YeM Ha aTOMe KUCJI0poJa (BeJIMYUHbI 3aps/J0B
paccuutaHbl B paMkax NBO-Teopuu), 4YTO O0OGBACHAET OGpa3oBaHHE HCKIIOYHUTEJNBbHO 6UC-IPOM3BOAHBIX NpPH
B3aUMOJAENWCTBMH C CWIBHBIMU C-ajiekTpoduiamMu. TakuM o06pa3oM, MCHOJIb30BaHUE [Js CHHTe3a psAja
reTepoNMK/JINYECKUX COeAUHEHMH IOJAXO0A0B, KOTOpble AONYyCKalOT ABYCTaAUNHHYI0 HpoueAypy cHuHTe3a (4epes
oGpa3oBaHMe YPeTaHOB, Boc-Npou3BOAHBIX U AP.), ABAAIOTCA HedPPEeKTUBHBIMU A1 060X H30MEPOB.

Karouesvle cnosa: cynbdoias; 4-aMUHOTETParuApoTuodpen-3-o-1,1-AM0KCH; aMUHOCIIUPT.
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OCOBJIMBOCTI B3AEMO/II I3OMEPHUX 4-AMIHOTETPATIAPOTIO®EH-3-0J1-1,1-
AIOKCUAIB 3 JEAKUMU C-EJIEKTPOPI/IbHUMU PEATEHTAMU

Ipuna C. 3apoBHa,»™ A pili B. Tokap,? Bitasii O. [lanpuukos?
a/IlHinponemposcbKull HayioHaabHull yHieepcumem imeni Onecsi l'onuapa, npocn. I'azapiwna, 72, /lHinponemposcwvk, 49010, Ykpaina
b/Tninponemposcbkuil depacasHull azpapHo-ekoHoMIYHUL yHisepcumem, 8ya. Bopowunosa, 25, [[ninponemposcwk, 49600, Ykpaina

AHoTalist

AmiHociupTu 3 cynbdosIaHOBUM ¢QparMeHTOM MalOTh Pi3HOMAaHITHY G6i0JIOTiYHY aKTHBHICTb, a TaK0)XX BHMCOKUM
CUHTETHYHHUIl NMOTeHLiaJ Ta 3JaTHICTh A0 BUKOPHCTAaHHSA fK Cy/Jb¢OJIaHBMiCHMX Gi/NJiHr-GJIOKIB Yy KOHCTPYHBaHHI
HOBMX reTepoOLMKJIiYHUX cHcTeM. I30MepHi yuc- Ta mpaHc-4-amiHoTeTparigporiodpen-3-o-1,1-Aiokcuau Npu B3aeMojii
3 N,N-kap6oHinauimigazosiom, Boc-aHriazpuaom, eTuaxjop$popMaToM yTBOPIOIOTh BUK/IIOYHO 6ic-NIOXiAHI, AKi He 3AaTHI
A0 moJaJiboi mukKaidanii B okcasosizuHoHUu. Ha aToMi HiTporeHy B 060X i3oMepHUX aMiHOCHHMPTax Jemio GiabIIUi
3apsaj, HDK Ha aToMi OKcureHy (BeJIMUYMHHM 3apsjiB po3paxoBaHi B pamkax NBO-Teopii), mo mosicHI0oe yTBOpeHHS
BUKJ/IIOYHO 6ic-MOXiAHUX NpHM B3aeMoAii 3 cuibHUMH C-enektpodisamu. OTKe, BUKOPUCTAHHA AJISI CUHTe3y pAAYy
reTepouMKJIIYHMX CNOJYK MiAXO0AIB, sIKi NPUNYCKalOTh ABOCTaAiliHYy NpoleAypy CUHTe3y (Uepe3 yTBOPEHHs YpeTaHiB,

Boc-noxigHux Ta iH.), € HeePpeKTUBHUM A1 060X i3oMepiB.

Karuosi cnosa: cynbdonan; 4-amiHoTeTpariaporiodpeH-3-01-1,1-1UOKCHA; aMiHOCTIUPT.

Bctyn

AMIiHOCIIUPTH - LIMpOKa Ipyla CHOJYK, 10
BifjirpaloTb BaXKJIMBY poJib B CUHTETUYHIiH
opraHiuHii ximii. 3o0KkpeMa, BOHM BifJOMi {K
«byAiBesibHI GJIOKW», SKI IIMPOKO BHKOPUCTO-
BYIOTBCS [JIs1 KOHCTPYIOBAaHHSA CKJIaJHUX NIPUPOJ-
HUX Ta CHUHTETUYHUX 6i0JIOTIYHO aKTHUBHHUX
cnonyk [1-6]. InTepec mo ximili Tiosnan-1,1-
JUOKcUAiB (cysibdosaHiB) 06YMOBJIEHUH pAAOM
IpUYMH, cepeJ, SKUX IPOMHUCJI0BA JOCTYIHICTb
cysnbdosieHa-3 Ta WOro aHajoriB, pi3HOMaHITHA
GiosioriuHa aKTUBHICTb aMiHOCHMHUPTIB 3 Cyabdo-
JlaHOBUMM ¢parMeHTOM Ta ix moxigHux [7-10], a
TaKOXK BHCOKHHM CHHTETHUYHUHN MOTeHLjal Ta
3[laTHICTb [10 BUKOPUCTAHHS CyJb$OJTaHBMICHUX
6i11iHr-6JI0KIB Yy KOHCTPYIOBaHHI HOBUX reTepo-
HUKIYHUX cucteM [11-20]. Amxe BigoMmo, w0
JoJlaTKoBe BBeJleHHs ¢apMakopopHUx ¢par-
MEHTIB MO»e MO3WUTUBHO BIUVIMHYTH Ha NpOSB
6ioJsioriyHOI aKTHMBHOCTI, PO3IIUPUTH CIHEKTP Ail
HOBUX TmpemnapartiB. Panime 6yno 3ailicHeHO
CUHTE3 CysbdOJIaHy, aHeJbOBAHOTO Tia30JIbHUM,
OKCa30JIiIUHOBHUM, OKCa30JIiIHOBUM Ta IHIIWMHU
IMKJIaMU i3 aMmiHocnupTiB [7; 21]. 3 orasaay Ha
IIMPOKUM CrieKTp 6ioJioriyHOl aKTUBHOCTI CIOJYK
3 OKCa3oJIiAMHOHOBUM nukJoM [1; 22-25],
LiKaBUM € CHHTe3 I[OTeHLiiHO 6ioJoriyHo
aKTHUBHUX 1,3-0Kca30J1iJUH-2-0HiB 3 cyJibdoJaHo-
BUM QparMeHTOM.

MeToro po6OTHM € eKcllepUMeHTaJbHe Ta
TeopeTHUYHe AOC/IIPKeHHS CTPYKTYpU i30MepHUX
4-amiHoTeTparigpoTtiopeH-3-o4-1,1-1uokcUiB Ta
ix B3aemozii 3 gedakumu C-enekTpodisamu, 110
MOXXe OYyTHM BHUKOPUCTAHO Yy CHHTe3i HOBUX
HOTEeHIiHO 6i0JI0T{YHO aKTUBHUX CIIOJYK.

Pe3ysibTaTH Ta iXx 06roBOpeHHs

Bizomo paz migxoniB 40 CMHTE3y OKCa30Jifu-
HOHIB 3 aMIHOCHUPTIB, INPUYOMYy 3Ha4yHa IX

yacTUHa  Nepejfbadyae  B3aeMoJil0 3 C-
ejsekTpodinamu Ha mepuiit ctagii [1]. 3 MeToto
JOCHigXeHHs B3aeMoJil amiHocnupTiB 3 C-
ejekTpodisamMmu Ta 34aTHOCTI IX [0 YTBOpPEHHS
UK/JIIYHHUX CIOJYK HaMHM O0OpaHO He3aMileHi
i3oMepHi  aMmiHocmUpTH 3  cyJb(dOJIAHOBUM
dparMeHTOM - yuc- Ta mpaHc-4-aMiHOTeTpa-
rizpo-tiodpen-3-os-1,1-giokcugu (1, 2) [26].

HO  NH,

B3aeMopziss aMiHOCOIHUPTY 3 CEYOBUHOMO
(wasx A) [27], N,N-kap6oHijaguimigazosom
(max B) [28], yukaisanis Boc-noxifHUX HIIX0M
BHYTPIIIHBO-MOJIEKYJIAPHOTIO allMJbHOTO TpaHC-
¢epy (wasax C) [29], a Takox B3aeEMoJisd 3
eTWIxJopodopMaToM yepe3 NpPOMixkKHe yTBOpEH-
He ypeTaHiB (uwisix D) [30] Mae nmpusBoguTH A0
yTBOPEHHS OKCa30JiMHOHOBOTO ILuk/ay. Hamu
OysiM  BUOPOOYBaHi Taki K maxoawm s
TpaHchopMauii i30MepHUX yYuc- Ta mMpaHc-4-
amiHoTeTparigpoTiodeH-3-os-1,1-aiokcuais (1, 2)
(cxema 1).

Bzaemogis mpaHc-amiHocnupTy (2) 3 CEHOBHHOIO
Opu MIKpOXBUJILOBOMY ONpoMiHeHHi (1uisix A) He
Bi/I0OYBa€TbCs, OCKIJIbKM Ce4OBUHA € CJIabKUM
eJIeKTpoiIbHUM peareHToM, a aMiHO- Ta TiJIpOKCH-
TpyNy CHOJYKM (2) MalTb 3HWXKEHY HYKJIeo-
OGIIbHICTL Yepe3 eJIeKTPOHOAKIENTOPHUN BILJIUB
cyabdokcuaHol rpynu. llpu B3aeMogii mpamc-4-
aMmiHoTeTparigpotiopeH-3-os1-1,1-miokcuay (2) 3
N,N-kap6oHinauimigazosom (uuisxB) Ta Boc-
a"rigpuaom (usx C) B pisHux ymoBax (B ToMy
YUCJl [pU  eKBIMOJIbHOMY  CHiBBiJHOIIEHHI
peareHTiB) — YTBOPIOIOTHCSA BiANIOBiAHI 6ic-TIOXiH]
(3, 4), Aki He 37aTHI 0 MoAABINOI IKKJi3alii B
OKCa30JiJUHOHOBUH LIUKJI.
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i) (NH5),CO (1 eq.), CH3NO,, microwave irradiation (650 W), 15 min; ii) CDI (1 eq.), MeCN, reflux 8h;
i) Boco,O (1.2 eq.), CH,yCl,, Et3N (1.2 eq.), r.t.; iv) Boc,O (1 eq.), CHyCl,, EtsN (1 eq.), r.t.;
v) EtOCOCI (5eq.), K;CO3 (7.5 eq.), THF, reflux 12h; vi) EtOCOCI (1 eq.), NaH (1.2 eq.), THF, reflux 12h

Scheme 1. Regents and conditions
CxeMma 1. PeareHTH Ta yMOBH

B peakuito 3 eTusaxsnopdopmatom O6yJio BBe-
JleHo i3oMepHi amiHocniupTH (1, 2) (mwsx D, cxema 1,
2), oAHAaK MpU MNpoBeJeHHI peakuii B pi3HHUX
yMoBax OyJid OTpHMaHi BUKJIOYHO 6ic-MOXigHI —
BiamoBimHI yuc- Ta mpaHc-4-[(eTokcukap6oHiI)-
amiHo]-1,1-giokcugoTeTparigpo-3-TieHiseTusa-
kap6oHaTty (5, 6), ki He 3#aTHi A0 MOAAJbINO]
IMKJi3anii B okcazosifiuHoHU. KpiM Toro, B 060X
BUIIaJIKaX NMPUCYTHA AoMilika (BMicT 15%) eTu-
(1,1-piokcupo-2,3-purigpo-3-TtieHin)kapoamary (7),

AKUWA YTBOPIOETbCA TNpPU BiJLIeNJIEHHI eTHJ-
KapOoHaTy.
0] O 0]
Mo, HN HN
iorii FEtO 3Z_§4 OEt+ A\ OFEt
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i) EtOCOCI (5 eq.), K;.CO5 (7.5 eq.), MeCN, r.t.;
ii) EtOCOCI (1.5 eq.), K;CO5 (2.5 eq.),
MeCN, reflux 25h

Scheme 2. Regents and conditions
Cxema 2. PeareHTH Ta yMOBH

B cnektpax AAMP !'H npoaykriB (5, 6) € Habip
CUTHaJIiB TMPOTOHIB CyJb)OJAHOBOTO LUKIY B
o6Jacti 3.08-4.38 Ta 3.16-5.35 M.4y. BigmoBigHO,
npuyoMy s yuc-noxigiHoro (6) curHaau
KJI0Y0BUX Npo-ToHIB H3, H* 3cyHyTi B c1abke noJje
(5.35, 4.58 M.4.) B mopiBHAHHI 3 mpoayKToM (5)
(4.38, 4.28 m.4.). B cnektpax kap6onartiB (5, 6)
TAKOX  MICTATbCA CUTHAJU [POTOHIB  JBOX
QJIKIJIBHUX TPyl - IPU aTOMi OKCUTeHy i aToMi
HITpOreHy - /iBa ABONPOTOHHI KkBapTeTH npu 4.01,

4.07 mu. ta 4.14, 4.24 M.4., ABa TPbOX NMPOTOHHI
Tpumietu npu 1.17, 1.24 mu. ta 1.25, 1.32 M.u.
BignoBigHo. KpiM Toro, B cnekTpax 060X NpoAyK-
TiB (5, 6) 3adikcoBaHi Ay6JeTH B CJaOKOMY MOJIi
npu 6.75 Ta 6.67 M.4., dKi € KJIHYOBUMHU I
BiZINOBiaI0OTh MPOTOHAM IPH MOABIHHOMY 3B’SI3KYy
HeHacu4eHoi cnoyykH (7). [lis ogHO3HA4YHOTO BiJl-
HeceHHd npotoHiB HZa, HZb, H5, H5» Ta mpoToHIiB
QIKIIBHUX Tpyn Ajas kKap6oHaty (6) 06yJso
3actocoBaHo ABoBUMIipHI criekTpu COSY Ta HSQC.

O HO3HAYHUK BUCHOBOK IIPO YTBOPEHHHA CaMe
6ic-noxifiHUX (4, 6) MOXHa 3pPOOGUTU Ha OCHOBI
JaHUX Mac-crnekTpoMeTpii - 6yau 3adikcoBaHi
OiKM MOJIEKYJIAPHUX i0HIB 6ic-noxigHux - 374.1
[M*+Na*] Ta 318.1 [M*+Na*], 296.1 [M*+H*]
BiAMOBiAHO, TakoX NpUCYTHIN mik 228.0 [M*+Na*]
cnoayku (7).

TakuM 4YHMHOM, IPU B3aEMOJil i30MepHHUX YUC-
Ta mpaHc-4-aminoTteTparigpoTtiodpen-3-osa-1,1-
niokcuais (1, 2) 3 TakuMmu C-esekTpodinamy, sk
cedoBuHa, N,N-kap6oHinauimMinasos, Boc-aHriapun,
eTUAXJI0podOpPMaT, HE3ANEKHO BiJli KOPCTKOCTI
YyMOB Ta HaJJULIKy peareHTy, BUJiJIeHO
BUKJIIOYHO BigmoBigHi 6ic-moxigHi, Xoya B
JiTepaTypi HaBeleHO psAJl BUNIAJIKIB, KOJIY peakLis
BiZIOYBAaeTbCA BUKJ/JIWYHO 10 aMmiHorpymi a6o
o/ipa3y 3 YTBOPEHHSIM oKcazouiguHony [1; 28; 30].
Paninie 6yJio nokasaHo, 110 allM/IOBaHHS aMiHO-
cnupTtiBe (1, 2) xJoOpaHTigpuJgaMHd KHCJIOT
NPU3BOAUTbL JO YTBOPEHHS JHAlUJbHUX
NOXiTHUX; B M'SIKUX YMOBaX YTBOPIETHCS CYMilll
N-ta O-MOHOAQUMWJIBHUX MOXiJHUX, TOLI fK IpH
allMJIlOBaHHI XJIOpaHTiApUgaMu 3aMillleHuX
GEeH30MHUX  KHUCJOT -  yTBOpHOWTbCA  N-
MOHOAIMJIbHI noxiaHi [21].
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J1s osiCHEHHA OTPHMMaHUX JaHUX HaMHU 6yJio
NMpoBeleHO KBAaHTOBO-XIMiuHe JOCJiJKeHHSA
CTPYKTYpHU  i30MepHUX yuc- Ta  MpaHc-4-
amiHoTeTtparigpotiopen-3-os-1,1-giokcuais (1,
2). 3HayeHHd MOBHOI eHepril A/ Yuc-aMiHOCIUPTY
(1) [pospaxyHkoBe HabGsmxeHHss BHandHLYP/6-
311++G(d,p)] Ha 9.0 k/bx/MoJsb MeHIlIe, HDK A
mpaHc-izoMmepy (2), 110 MOXKHA NOSICHUTH HasiB-
HICTIO BHYTPIIIHbO-MOJIEKYJIAPHOTO BOJHEBOTO
3B'SI3Ky (M)XK aTOMOM TifjporeHy TiJpOKCU-Tpynu
Ta aTOMOM HITpPOreHy aMiHO-rpymnu) y MOJEKyJi
yuc-aminocnupty (1). Kpim Toro, ciiz 3a3Ha4uTH
IPUCYTHICTb B 000X MOJIeKyJ1aX [JA0JaTKOBOI
B3aEMO/II Mi>K aTOMOM TiZJporeHy aMiHOTPyNy Ta
cyibdoKCUAHMM ¢parMeHTOM, 10, HMOBIipPHO,
TaKOXX  CIPUSIE  MOMJIMBOCTI  ecTadeTHOro
NepeHoCy MPOTOHY i 36iJblIEeHHI0O HYKJeodiab-
HOCTI TipOKCU-TPYNIM 4Yepe3 NepeTBOPeHHd ii Ha
OKCHUTeH aJIKOKcUAHoro Ttumy (yuc-¢popma).
PesysibTaT po3paxyHKiB BeJMYUH aATOMHUX
3apg4iB B pamkax NBO-teopii, HaBegeHuit y
TabJ. 1, Mokasye, 110 Ha aToMi HiTporeHy B 060x
isoMmepHux amiHocnupTtax (1, 2) CTBOPHOETHCA
Jlello 6inbIIUK 3apsi/i, Hi>k Ha aTOMi OKCUTEHY.

Table 1
The distribution of charges on the atoms of cis- and trans-
4-aminotetrahydrothiophen-3-o0l-1,1-dioxide (1, 2)
Tabauys 1
Po3noain 3apajiB Ha aToMax yuc- Ta mpaHc-4-
aMmiHoTeTparigportiodpen-3-o.-1,1-giokcuais (1, 2)

CUCTEM, 110 Bi0GpaXKalOTh YTBOPEHHS BiJNOBIA-
HUX BOJHEBHUX 3B'A3KiB, BaXJUBUM € TaKOX
TONOJIOTIYHUIN aHaJli3 po3MoAily eJeKTPOHHOI
TYCTUHU B MOJIEKyJlaX LIMX CTPYKTYp B paMKax
AIM-Teopii Belipepa, 3rifHO 3 IKOI0 B3aEMOII, 110
XapaKTepU3yITbCAd  iCHYBAaHHSIM  KPUTUYHUX
TO4YoK THUNy (3,-1), MOXYThb pO3TJASJaTUC $K
TUMoBi xiMivyHi (y ToMy 4HcJli ¥ BOiHEBI) 3B'I3KHU.

PospaxoBani B Hab6umxkeHnHi BHandHLYP/6-
311+*G(d,p) 3HaYeHHS €JIEKTPOHHOI TYCTHUHH
(e/A3) y xpuTnunux Toukax (3,-1), Aki HaBejeHi B
TabJs. 2, [J00pe KOpPeJwTh 3 JOBKHHAMH
BiZIMOBiJHUX BOJHEBUX 3B'A3KiB (A), TOAi fK
BeJIMUUHU JlamnaciaHa esieKTPOHHOI TYCTUHHU
(esrinTuvHOCTI) BifOBiAAIOTH 1X eHeprisiMm.

TakuM 4MHOM, BCTAHOBJIEHO, L0 Y BUNAJKY i30-
MEepHUX YuUc- Ta mpaHc-4-aMiHoTeTparigpoTtiodpen-
3-0s1-1,1-gioKCHAiB HA aTOMaxX HITPOreHy Ta OKCH-
reHy BeJIMUMHU 3apsi/iiB 6JU3bKi 32 3HAYEHHSIMUY,
TOMYy B psifZii BUNaAKiB B3aemojia 3 C-esieKTpo-
biIIbHUMM peareHTaMy NPU3BOJUTH [0 YTBOPEH-
HS NOXiJHUX N0 060X rpymnax, a 0T»Ke, BAKOPUCTaH-
H JJ CUHTe3y TCeTepPOlUKJIYHUX CIOJYK
nifxo/iB, fAki NOPUOYCKAOTh JBOCTAJilHUN
MexaHi3M (Uepe3 yTBOpPeHHS ypeTaHiB, Boc-nmoxigHux
Ta iH.), € He epEeKTUBHUM i1 060X i30MepiB.

EKCHepHMeHTaHbHa 4YaCTHHA

CTpyKTypa CUHTE30BaHUX CIOJIyK MiATBepJ-
»KeHa 3a JI0IIOMOI'0I0 KOMILJIEKCY CIeKTPaTbHUX

Atom number 8 9 8 9 . L R
HO NH, HO NH, MeToAiB. [Y-cnekTpu 3anucyBaju B TOHKIM MBI
> Ha crnekTpoMeTpi Bruker Tensor 27 3 asMa3zHuM
APT mopaynem. Cnektpu AMP 'H BumiproBaiu Ha
70//5\\07 O//S\\O7 paziocnektpomerpax Varian Ta Bruker (poGoui
1 ! 2 yacToTu reHeparopa 400 ta 500 Ml aasa saxep
1 1 % -
5 0748 0754 H) pnsa pO34MHIB cnonuyK B AeHTEPOAMMETHII
9 ~0.892 ~0.865 cyabdpokcuai Ta ﬂeHTepoxnopocl)ole i3
1 +2.120 +2.120 3actocyBaHHAM TMC K BHYTPIIIHBbOTO CTaHAAPTY.
7 -0.984 -0.987 Mac-cneKkTpu CHoJIyK 3apeecTpoBaHi Ha Npu6opi
__-0954 -0.951 Aligent Technologies 6120 Quadrupole LC/MS.
llopap i3 BCTAHOBJIEHHAM  KJIIWOMOBHX  KouTposb 3a XOJOM peaklif Ta 4YHUCTOTOX
F€OMETPUIHUX  TapaMeTpiB  JOCM/KYBAHWX  cypTe30BaHMX CIOJYK 3/1iHCHIOBAJIH METOZOM
Table 2
Characteristics of hydrogen bonds of aminoalcohols (1, 2)
Ta6auys 2
XapaKTepHUCTHKH BOJHEBHX 3B’A3KiB AJis1 amiHocnupTiB (1, 2)
Compound Hydrogen bonds between  Bond lengths, A Bond angles, deg Electron density, Ellipticity, €
groups of atoms e/A3
1 | 2.126 118.2 0.024 0.086
—O—H--NH,
| 2.340 133.3 0.013 0.043
O:?ZO ----- H—NH—
2 | 2.345 1335 0.013 0.043
OZ?ZO ----- H—NH—
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TIIX Ha muactuHax «Silufol-UV-254», entoeHT -
cyMmim etunanerat-rekcad (1:3) a6o 2-npomaHoJi;
NpOSBHUK - Mapu WoAdy. EnemeHTHUU aHasi3
NpoBOAUJIM HA aHasizaTopi Carlo Erba.
mpaHc-4-[(1H-Imiga3oa-1-i1Kap6oHiI)-
amino]-1,1-giokcugorerpariapo-3-tieHia-1H-
imizazon-1-kap6okcunar (3) (3a 3arajbHUM
MetogoM [28]). Cymimt 0.09 r (0.6 MMoJIb) mpaHc-
amiHocnupty (2) Ta 0.16 r (0.6 Mmonb) N,N-
KapOoHiiuiMifazosny B 15 wMs1  aneToHiTpuiy
KUI'AITUIM NTpoTsAroM 8 rojuH. Jlo peakuiiiHoi Macu
JojaBasim  33%-BUH  BOJHUN PO3YUHJIMMOHHOI
KucaoTu Ta 50 M guxjsopmeTany. OpraHidyHUN
map  BigZiidaay, TpUYi  OpPOMUBAJIU  BOLOHO
(3 x 15 ™), BuCyllyBa/JIM Kasblid XJIOPHUJOM Ta
ynapoBaid y Bakyymi. Buxim 0.08r (42%).
Macsonozi6ua pedoBuna. 'H AMP (400 MI'u, DMSO-
de), 6, mu.: 3.22 M (1H, H?b), 3.31 g1 (1H, H5b), 3.43 1
(1H, H?%, J = 49 '), 3.46 1 (1H, H%, ] = 5.2), 3.94 m
(1H, H*), 4.03 c (1H, H3), 4.55 c (1H, NH), 7.17 c (4H,
H Imidazole), 7.97 c (2H, H Imidazole). 3naiiaeHo, %:
C 42.25; H3.92; N 20.86. C12H13Ns0sS. Bupaxysa-
HO, %: C42.47; H 3.86; N, 20.64.
mpaHc-4-[(TpeT-ByTokcikap6oHina)amino]-1,1-
AioKcuaoTeTparigpo-3-TieHisi-mpem-6yTii-
Kap6oHaTt (4). Memod A (3a 3araJbHUM MeTO/0M
[31]). Mo po3suuny 0.50r (3.3 MMoJb) mpaHc-
amiHocnupTy (2) B AuxiaopMeTai gogasanu 0.55 ma
(1.2 ekB, 3.9 MMosb) TpueTwsaminy Ta 0.87r
(1.2ekB, 3.9 wmMoab) Boc-anrizpuay. Yepes
TWXJeHb ocaj, croyiyku (4) BiadinbTpyBanu. Buxig
047r (41%). Memodb. [Jlo cymimi 0.50r
(3.3 MMos1b) mpaHc-amiHocnupTy (2) B Auxiop-
MeTaHi gogaBasu 0.55ma (1 exB, 3.3 MMoJib)
TpueTunaMminy ta 0.87 r (1 eks. 3.3 mosab) Boc-
anrigpuny. Yepez moby ocax cnoayku  (4)
BindinbTpyBanu. Buxix 042r (36%). T.mn
178-183°C (po3k..). [4-ciiekTp, v, cm-1: 3375 (N-H),
1762 (C=0 edip), 1714 (C=0 amiz), 1518 (C-N),
1317 (S0z), 1252 (C-0-C), 1174 (SOz), 1079 (S=0).
Mac-cnektp, m/z: 374.1 [M*+Na*]. 1H AMP-cnektp
(400 MI'y, CDCl3), 8, Mm.u.: 1.47 ¢ (9H, 3 x CH3), 1.52 ¢
(9H, 3 x CHa), 3.20 m (1H, H?b), 3.45 m (1H, H5Y), 3.47
M (3H, H5?), 3.49 m (1H, H%), 4.74 m (1H, H3), 5.06 ¢
(1H, NH), 5.28 m (1H, H#). 13C AMP-cnextp (101 MTI,
CDCl), 6, m.u.: 27.78 ((CH3)3C-0), 28.39 ((CHs3)3C-0),
49.92 (C4), 53.34 (C2), 57.92 (C5), 74.07 (C3), 84.43
((CH3)3C-0), 152.14 (C=0). 3naigeHo, %: C 47.72; H
7.09; N 3.78. C14H25NO7S. PospaxoBano, %: C 47.85;
H7.17; N 3.99.
mpaHc-4-[(ETokcukap6oHii)amino]-1,1-
AioKkcuaoTeTparigpo-3-TieHlieTuikap6oHar (5).
Memod A (3a 3arasibHUM MeTojoM [32]). Cymiwm
0.20r (1.3 MMmosib) mpaHc-amiHOCTIHPTY (2) Ta
0.63ma (5 ekB., 6.5 MMoJib) eTHaxIopdopMary Ta

1.38r (7.5 ekB., 10 MMoJib) KaJiiti Kap6oHaTy B 50 M1
TIr® xkum'stunm nporarom 12 rogud. Ocaf
HeopraHiyHUx cosei BiadinbTpoByBaIH,
PO3YMHHUK ymnaproBaid y BakyyMi. Buxig 0.18 r
(48%). Memod b (3a 3arasibHUM MeTozoM [33]). Jo
0.40 r (2.6 MmMosib) mpaHc-amiHocupTy (2) B 50 M
cyxoro TI'® pomaBanu 0.14 r (1.2 ekB., 3.2 MMOJIb)
rifpuAy HaTpilo, MPY NepeMilllyBaHHI MO KparJsax
fopasasu posuuH 0.25 mi (1 exB., 2.6 MMOJIb) eTHII-
xnopdopmary B 10mn TI'd. Peakuiliny wmacy
KUI'STUWIN npoTsaroM 12 roauH, aojgaBaad 30 i
BOJY Ta NPOAYKT eKCTparyBaly AUXJIOPMETaHOM.
OG’efHaHMi  OpraHiyHMW AP CYWMWIX Haj
cy/ibpaToOM HaTpilo, PO3UMHHUK yMaplOBav y Ba-
kyymi. Buxing 040 r (52%). Macnononi6Ha
pedoBuHa. H IMP-ciexktp (400 MI'y, DMSO-ds), 6,
mu.: 1.17 T (3H, CH3CH:0C(O)N, j=6.8 Tnm),
1.24 T (3H, CH3CH,0C(0)O,J =11.3I'yy), 3.08 m (1H,
Hsb), 3.21 m (1H, H?b), 3.48 m (1H, H5?), 3.65 M (1H,
Hz), 4.01 g (2H, CH3CH0C(O)N, J = 6.7 T'm), 4.07
(2H, CH3CH20C(0)O, J = 6.5 I'y), 4.28 m (1H, H*),
4.38 M (1H, H3). 3naiigeno, %: C 40.79; H 5.92;
N 4.91. CioH17NO7S. PospaxoBano, %: C 40.67;
H 5.80; N 4.74.
yuc-4-[(EToxcukap6onia)amino]-1,1-

AiOKCH0-TeTpariapo-3-Ti€eHi/IeTUIKapGoHaT
(6). Memod A (3a 3arasibHUM MeTo0M [32]). CyMilu
0.25r (1.7 MMousb) yuc-aminocnupTy (1) Ta 0.24 ma
(1.5 eks., 2.5 Mmouib) etusxsopdopmaty Ta 0.57 r
(2.5 exB., 4.1 MmmoJsib) Kaniii kap6oHaTy B 50 Miu
ALlETOHITPUIY KUIT'STUJIU TpoTAroM 25 roaud. Ocaf
HEOpraHiYHUX coJiel BiJdIIBTPOBYBaIM, PO3YMH-
HUK ynaproBaiu y BakyyMmi. Buxin 0.24 r (48%).
Memod b. Cymim 0.20 r (1.3 w™Mmosb) yuc-
aminocnupty (1) ta 0.63 mMa (5 ekB., 6.5 MMOJIb)
etwixioppopmary ta 1.38 r (7.5 eks., 10 MMoJIb)
Kaiaiii kap6oHaty B 50 M aueToHIiTpuiay
nepeminiyBaiy Npu KiMHaTHIM TeMnepartypi. Yepes
JIBa JOHI 0caJi HeOpraHiYHUX coJied BidiNbTPO-
ByBaJlM, PO3YMHHUK YyIHaploBaJd y BaKyyMi.
Buxiz 0.20 r (52%). T. w1 95-97°C. 1Y, cm-1: 3347
(N-H), 1749 (C=0 eoip), 1719 (C=0 amiz), 1530 (C-
N), 1308 (SOz), 1247(C-0-C), 1172 (SO2), 1095
(S=0). Mac-cnexktp, m/z: 318.1 [M*+Na*], 296.1
[M*+H*]. tH AMP-cnektp (400 MI'y, CDCls), 6, M.u.:
1.25 T (3H, CH3CH20C(O)N, J= 8.0 I'y), 1.32 T (3H,
CH3CH»0C(0)0, J = 8.0 T'y), 3.16 ax (1H, H5, J = 16.9,
4.0 Tw), 3.29 ax (1H, H2b, | = 14.7, 2.9 Tw), 3.57 a7
(1H, H%, J = 16.9, 10.0 T'), 3.64 m (1H, H%), 4.14 kB
(2H, CHsCH20C(O)N, J = 8.0 T'my), 424 B (2H,
CH3CH20C(0)O, J = 8.0 Tu), 4.58 c (1H, H*), 5.35 m
(1H, H3), 5.53 1 (1H, NH, J = 6.8 T'n). 13C AMP-cniekTp
(101 MHz, CDCls), 6, mu.: 14.24 (CH3CH.0C(0)0),
14.57 (CH3CH20C(O)N), 52.23 (C5), 55.28 (C?), 61.94
(CH3CH20C(0O)N), 65.34 (CH3CH20C(0)0), 75.92 (C3),
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153.82 (N-C=0), 196.21 (0-C=0). 3HaiineHo, %:
C40.81; H5.94; N 4.89. C10H17NO-S. Po3paxoBaHo, %:
C40.67; H5.80; N 4.74.
Etun-(1,1-aiokcugo-2,3-aurigpo-3-Tienis)-

Kap6amatr (7) (B inauBiAyalbHOMYy CcTaHi He
BUZiIeHUH, 3adikcoBaHUH fIK JOMilllKa B KiJIbKOCTI
15% B mpoaykrax (5; 6)). Mac-cnekrp, m/z: 228.0
[M*+Nat]. tH AMP-cniektp (400 MI'n, CDCl3), §, M.u.:
1.23-1.27 (3H, CH3CH0C(O)N), 3.20 m (1H, Hsb),
3.51m (1H, H54), 4.20-4.45 (2H, CH3CH20C(O)N),
4.79 m (1H, H%), 5.17 ¢ (1H, NH), 6.67 ax (1H, H3, ] =
6.0, 29Tu), 6.75 o (1H, HZ J = 6.0 I'm). 13C
AMP-cnekTp (101 MTlu, CDCl3), §, m.u.: 14.60
(CH3CH20C(O)N), 54.76 (C5), 65.44 (CH3CH.0C(O)N),
134.84 (C2), 138.84((C3), 155.45 (C=0).
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