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THamsmu ceemnoco uenogexa,
8610a1OU4E20CS YUEHO020, MYOPO20 YYUmeJisl
Pesvr Caghaposuua Cacumynnuna
noceaujaemcs

A. C. ®ucwk*, 0. I1. bor3a, H. B. Iloennaes, 1. C. 'onuapoB

CHHTE3 3-S-TETAPUJI3AMEIIEHHBIX MUPUAH-2(1H)-OHOB
1 5,6-IATAIPONTAPUINH-2(1H)-OHOB

Pazpaboran mertox mosrydenust 3-S-rerapuinzamemiéHHbIX nupuauH-2(1H)-oHOB M
5,6-muruaporpunua-2(1H)-0oHOB, OCHOBaHHBIA Ha KAaTAIH3HPYEMOW OCHOBAHHSIMH
nukm3aniu N-(3-okcoankmn)- u N-(3-0KcoaaKeHIT)aMHA0B, COACPKAIIUX B O-TIOJIO-
YKEHHH 10 OTHOLICHHIO K KapOaMOWIILHOW IPYTIIIE aTOM JABYXBAJICHTHOH CEpbl, CBS3aHHbIH
C TETEPOLIUKIIOM.

KuroueBsie ciaoBa: 5,6-guruaponupuaud-2(1H)-onbl, N-(3-0KcoamKeHUT)aMHIbI,
N-(3-oxcoankwmi)amuabl, mupuanH-2(1H)-0HbI, BHyTpUMONEKyIspHAas UKIN3aLus.

Panee mbl coobmanu, 4ro N-(3-okcoankeHun)- U N-(3-0KCOAIKMI)aMHIB,
coJiepKaliue B 0-KapOaMOMIBHOM ITOJIOKCHUU TOJBIKHBIA aTOM BOJIOPOJIA,
CIIOCOOHBI K BHYTPUMOJICKYJIAPHOMY 3aMbIKaAHWIO MUKJIA 110 aJIBJOJIBHOMY THUITY
¢ obpazoBanneM mmpuanH-2(1H)-onoB [1] nMO0 WX THAPUPOBAHHBIX MPOU3-
BOAHBIX [2]. 7Sl TOBBIMIEHHS KHCIOTHOCTH B O-KapOaMOWIIBHOE MOJIOKEHHUE
BBOIWJIM pa3iMYHBIE AaKIEeNTOphl, Takhue KaK MUpUINHMEBoe Aapo [3, 4],
TpudenmwidochonneBas rpymma [5, 6], atom ramoreHa [7], TO3WIBHBINA [§]
u apwibHbI [9] 3amectutenu. CTaOWinm3upoBaTh KapOaHWOH, a, CJEI0OBa-
TCJIBHO, ITIOBBICUTH KHCIOTHOCTH, MOXXHO BBCJICHHCM aromMa IIBYXBaHeHTHOﬁ
cepsl. B HarieM cirydae 3TOro MOXKHO JIOOUThCS HYKJICO(HIBHBIM 3aMelIeHUEM
atoma ranoreHa B N-(3-okcoankeHms)- u N-(3-0KCOATKIII)XJIOpareTaMuIax
Ha THOrpymIy. B To ke BpeMs HCIONb30BaHKUE B CHHTE3¢ THO(QEHONA M MepKarl-
TaHOB HC JIMIICHO HCYIIO6CTB, BBI3BAHHBIX MX HECIIPUATHBIM 3aIlaxoM. Beectn
IByXBaJICHTHBI aTOM CEphl B MOJIEKYJIy MOXHO S-aJKHJIHPOBaHHUEM
UKIMYECKUX THOAMHUJIOB, THOKapOamMaToB JHMOO THOMOYEBHUH. DTH COCIUHE-
HUA, KaK IIpaBUJIo, ABJIAKOTCA KPUCTAINIMYCCKUMU U HE OGJIaJIaIOT HEIIPUATHBIM
3amaxoM. O BO3MOKHOCTH TaKOTO IOAX0Aa MBI coo0Otmanu panee [10].

C nenpio m3yueHus nukiauzanmun N-(3-okcoankeHWT)- U N-(3-0Kcoankumn)-
aMUJIOB, COACpXKAIMX aToM JBYXBaJICHTHOW CEphl B O-KapOaMOWIEHOM
MOJIO’KEHUH, MBI CHHTE3UPOBANIM COEAMHEHUS 4a, Sa—e peakmuend Xiopaner-
amMuznoB 1, 2, TOTyYEHHBIX U3BECTHBIMH MeTomaMH [1, 9] ¢ THOTPOU3BOTHBIMHI
3a—e. Peaxmuro mpoBonmwmu B IM®PA mpu KOMHAaTHOW TeMIieparype B INpH-
CYTCTBUHA Kap60HaTa n uoauaa KaJius. OxoHyaHue PCaKIM KOHTPOJIUPOBAIA
meroaoM TCX. Berxon coenunenuii 4a u Sa—e coctaBun 54-88% (tadm. 1).
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BbI0 yCcTaHOBIEHO, UTO LMKJIM3ALMUSA COeAUHEHUN Sa,d npoTekaer yxe npu
KOMHAaTHON TeMmIepaType B T€UeHHEe 2—3 4 Tpu ASUCTBUHU STHIIATa HATpUsA B
3TaHOJE U MPUBOAUT K 5,6-nmuruaponupuansa-2(1H)-onam 7a,d ¢ Beixomom 80—
90%. Iluxnm3amust coenuHeHUi Sb,c,e TPOTEKaeT MeEJICHHEE, YTO MejacT
HEOOXOJMMBIM TIPOBEJICHHE JaHHON peakiuu TpH HarpeBaHuu. Brixox
coenuHenuii 7b,c,e cocrapiser 57-73% (tabia. 1). Heo6XxoauMo 0TMETUTb, UTO
B AQHAIOTUYHBIX YCIOBUSAX UUKIM3AMS COeNWHEHHS 4a TMPUBOJUT K
TPYIHOPa3AeTUMON CMECH MPOAYKTOB PEaKlu, BUIUMO, B pe3yibTare mpoTe-
KaH{s ankorojimsa wucxogHoro coenuHenus. Ilupuaua-2(1H)-om 6a Obid
moyiydeH ¢ BbIXogoM 88% mipu mpoBeneHuu peakimu B O6e3BogHoM TI'D u
WCTIIOJIb30BaHUH mpem-0yTUIaTa Kairs B Ka94eCTBE OCHOBAHMS.

B UK cnekrpax coeanHeHuil 6a u 7a—e OTCYTCTBYIOT IOJIOCHI BaJIEHTHBIX
xoneGanuii Kap6oHmIbHOH rpymmsl. Criextpsl IMP 'H n C noareepxaaror
CTPYKTYpPY COeAMHEHMIA 6a u 7a—e (Tabn. 2 u 3).

Takum oOpa3oMm, Hamu pa3paboraH cnoco0 mnonydeHus nupunuH-2(1H)-
0oHOB U 5,6-murnaponupuans-2(1H)-onoB, comepxammx B mojoxkeHnn C(3)
aTOM JIBYXBaJEHTHOM Cepbl, CBS3aHHONW C rerepouukinoM. IlokazaHo, 4ro
IUKINYECKNEe THOMOYEBHHBI M THOKapOaMaThl MOTYT OBITH C YCIEXOM HCIOJIb-
30BaHBI C IEIBI0 OBHIIIEHUS KUCIIOTHOCTH 0-KapOaMOUIBHOTO TOJIOXKEHHS.

SKCHEPUMEHTAJIBHAA YACTb

UK crieKTpsl peructpupoBamy Ha cekrpomerpe Infralum FT-801. Crexrpst SMP 'H
u °C zanuceiBann Ha npuGope Bruker DRX-400 (400 i 100 MI'ly COOTBETCTBEHHO),
BHyTpeHHHH ctanmapt TMC. Macc-ciekTpsl momyyanu Ha mpubope Agilent 5973N
(oHeprusi noHM3UpyoOUKX ekTpoHoB 70 3B, Temneparypa wucnapurens 230-250

°C).
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Tabnuma 1

XapaKTepUCTHKH M YCJIOBHSA NMOJTY4YeHUs coeTuHeHmii 4—7

Coe- Haiineno, % BpeMﬂ T T B
§ i B % ¥ . peak., . TLL, bl
;[]:I_[;e Bpyrro q)opMyJ]a BIYMCJICHO, 70 p;zl(q oC oC xom %
C H N o

4a C14H14sN>0,8, 54.675 4.66 9.07 72 25 142-143 78
4.88 4.61 9.14

5a Cy5HsN,O2S 55.625 5.56 8.62 30 25 71-72 80
5.87 5.63 8.69

5b Cp3HuuN,O5S 65.186 5.77 6.64 30 25 175-176 88
5.06 5.70 6.60

5¢ Ci5H9N30,S 58.715 6.35 13.68 72 25 175-176 54
8.99 27 13.76

5d C16H21N30,S 60.356 6.58 13.07 72 25 97-98 64
0.16 .63 13.16

Se CioHsN4O2S 46.694 38 21.69 30 25 75-76 62
6.86 6.29 21.86

6a Cy4H12N,08S, 58.435 4.25 9.62 1 25 > 245 88
8.31 4.19 9.71

Ta C;5HsN,OS, 59.355 541 9.14 2 25 180-181 79
9.18 53 9.20

7b CyH»N,0S, 67.826 5.34 6.95 3 75-80 244-245 68
7.95 5.45 6.89

Tc C,5H7N508 62.536 5.88 14.51 1 75-80 232-233 73
2.69 5.96 14.62

7d Ci6H19N508 63.926 6.42 13.86 3 25 202-203 90
3.76 6.35 13.94

Te CoH1sN,OS 50.545 5.81 23.34 2 75-80 243-244 57
0.40 5.92 23.51

* PactBopurens: 70% osraHon (coemunenmst 4a, Sa—d), cMmech STHIANETaT-NICTPOJICHHBII
a¢up, 40:70 (coenunenue Se), sTanon (coeauHenue 6a), 50% stanoun (coequHEHU 7a—e).

KoHTpone 3a X0IOM peakuMu M YKUCTOTOM MOJYYEHHBIX COEIWHEHUH NIPOBOAMIU
merogom TCX Ha mmacrunkax Sorbfil UV-254, npossisin nmapamu uoxa win YO
cBetoM. Temrepatypy Iu1aBieHus onpeessui Ha ctonuke Koduepa.

Coenunenus 1 u 2 IOMy4YeHBI AIMIIMPOBAHUEM COOTBETCTBYIOIINX aMUHOKETOHa [9]
U eHaMHHOKeTOHa [l] XJIOpaHTMAPHUIOM MOHOXJIOPYKCYCHOW KHCIOTHI. McxomHbie
THOKapGaMaTLI U THOMOYCBHUHBI, 3a HWCKIIOYCHUEM KOMMCPYECKU JOCTYIHOI'O
MepkantoOeH30oTrazona 3a, morydeHsl Mo U3BeCTHBIM Metomukam: 3b [11], 3e,d [12],
3e [13].

2-(Ierapuiacyabganmi)-N-(1,1-1umeTna-3-okcodyTian)aneraMuabl Sa—e (oOmias
Metoauka). Pacteop 0.192 r (1.0 mmoine) xinopaueramuga 2, 1.0 MMonb cooTBeT-
CTBYIOIIETO THOKapOamara wiu TnomMoueBHHE 3a—e, 0.138 1 (1.0 MMons) 6e3BOTHOTO
K,CO3 1 0.017 r (0.1 mmons) KI B 2 mut abcomotHoro JIM®PA nepememmuBatot 3072 4
Ipu KOMHATHOM Temmeparype (koHTpoib mo TCX). 3aTeM peakLUHOHHYIO Maccy
paszbas- jstrot 10 Mt Bogsl, HerTpanuzyrotr 10% pactBopom HCl u oTdunbsTpoBEIBalOT
BbIMaB- mmil ocamnok. CoequHEHMs TepeKpHUCTaIN30BbIBalOT u3 70% sTaHOmNA.
CoenuHeHre Se mepeKpUCTAIIIM30BBIBAIOT U3 CMECH ITHIIAlCTAaT—IIeTPOIeHHBIN 3dup,
40:70.
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2-(1,3-bensornazon-2-wicyabpanui)-N-(1-MmeTna-3-okcodyT-1-eH-1-ua)aner-
amua (4a) MOTYYarOT aHAJIIOTHYHO COCTUHEHUSAM Sa—e.

3-(1,3-ben3ornazou-2-nicyiabpanni)-4,6-numernanupuaud-2(1H)-on  (6a). K
pactBopy 0.306 Tt (1.0 mmonp) amerammnma 4a B 5 mu 6e3sogHoro TI'® mpu
OXJIAXJICHUM JIbJIOM U mepememuBanuu n06asmsor 0.170 t (1.5 mmons) mpem-
Oyrwrnara xamust. [lepememmBator 10-15 wMuH, 3aTeM oxmaxaeHue yOHWpalT Hu
MIPOIOJDKAIOT TepeMeInnBanne | 4 mpu KoMHaTHOU Temrepartype (KoHTpoisb mo TCX).
PactBOopHuTeNns ynapuBalOT B BaKyyMe, K PEAaKIMOHHOH Macce O00aBiIAIOT BOXY,
nedrpammuzyor 10% pactBopom HCl ¥  oTOMIBTPOBBIBAIOT BHINABIINN OCAIOK.
CoenrHeHHE ITepEeKPHUCTAall- JIM30BBIBAIOT M3 3TAHOJIA.

3-(Terapuiacyabgpanui)-4,6,6-rpumeTna-5,6-nuruaponupuaus-2(1H)-ousr  7a—e
(obmas meromuka). K pactBopy 1 mMmone coenuuenus Sa—e B 3 Mir abCOMIOTHOTO
OTaHoOJIa II0 KaIllAM IpHu NOEPEMEUIMBAHUN }IO6aBJ’I5[IOT pacTBOp OTWJIaTa HaTpusd,
MIPUTOTOBJICHHOTO PAacTBOpeHHEM | MMOJb HaTpus B 3 MJI aOCONIOTHOTO 3TaHOJIA.
PeaknmoHHy10 Maccy mepeMemunBaioT 2—3 9 Ipyu KOMHAaTHOU Temmeparype (7a,d) uimm
kunarar 1-3 4 (7b,c,e), 3aTem Heitpammsyror 10% pactBopom HCI. PactBopurens
YIapHuBalOT B BaKyyMe, OCTaTOK MpoMbIBaioT 10 MiI BOABI M OT(QHIBTPOBBHIBAIOT.
CoenuHeHns nepekprcTaun3oBbiBaoT U3 50% 3TaHomna.
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