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T'UJIPUPOBAHUE HATPUEBOH COJIU
2-OKCO-4-(3-MUPUUT)BYTEHOBOI KHUCJIOTHI
HA Pd YEPHU

VI3y4eHO THAPHPOBAHHE HATPUEBOI COMM 2-0KCO-4-(3-mupuaui)0yTeHOBOM
KHCJIOTHI Ha MayiaqueBoii uepuu mpu temmeparype 20—70 °C B BOIHO-CITUPTOBOM
cpene. [IpoyKTaMu peakiyy sIBISIOTCS HATPUEBBIC COMU 2-0KCOo-4-(3-mupuani)-
OyTaHOBO# KHCIOTHI, 2-TUAPOKCH-4-(3-1HpH )0y TAHOBON KHUCIOTHI M MPOIYK-
Tl THAPOTCHONN3a. Peakiys MpOTEKaeT IO MappauieNbHO-TIOCIEI0BATEIEHOMY
MEXaHU3MY.

KiroueBble c¢JI0Ba: HEHACHIIICHHBIE W HACHIIICHHBIE 2-OKCOKapOOHOBBIC
KHCIJIOTHI, TaJUTaIUeBbIe KaTaJIH3aTOPHI, THIPUPOBAHHE.

[IponsBoanbie 4-3aMEIMIEHHBIX 2-0KCO- U 2-TUAPOKCUOYTAHOBBIX KHCIOT —
LICHHbIC CUHTOHBI [UIS [TOJYYECHUS! aHTUTUIICPTEH3UBHBIX BEIIECTB, TOMOAMUHO-
KHCIIOT, THAPOKCAMOBBIX KUCIIOT U Ap. CoeanHeHui [ 1, 2].

HamMu wu3ydeHO T'MIpUpPOBAaHME HATPUEBBIX coJiel 2-0Kkco-4-(2-dypm)-,
2-0KCO-4-heHmn- u 2-0kco-4-(2-THeHMIT)OYTEHOBBIX KHUCIOT HAa HUKEICBBIX U
NaJJIaJUeBbIX KaTalIu3aTOPax.

[Ipu ruppupoBaHum HaTpHUEBOH comm 2-0Kco-4-heHUIOyTEeHOBOW KHCIOTHI
Ha HUKEJIEBBIX KaTaJlu3aTopax CEJIEKTUBHO 00pa3yeTcsi COOTBETCTBYIOILAS COMb
2-runipokcu-4-heHmI0yTaHOBOH KUCIIOTHI [3].

[Tpumenenne mamwtaaueBoil yepuu u 10% Pd/C kartanuzaropa o0yciioBiu-
BaeT 00pa3oBaHME TAKXKe HATPUEBOHM CONU 2-0KCO-4-PeHnn0yTaHOBOW KHCIIO-
Tol. [Ipy THAPUPOBAHUHN HATPUEBOH cONH 2-0KCO-4-(2-(hypui)0yTeHOBON KHC-
JIOTHI Ha CKEJIETHOM HHKEJIEBOM KaTalu3aTope 00pa3yloTcs COOTBETCTBYIOILNE
conu 2-0kco-4-(2-bypuin)0yTaHOBOM KHUCIIOTHI M 2-THAPOKCH-4-(2-(yprin)0yTa-
HOBOH KHCJOTHI M anu(aTHYECKUE COSTUHEHUS THIPOTEHOIN3a MOJIEKYJIbI HC-
XOJHOTO coefuHeHus [4].

[lpy TUIPUPOBAHWHM HATPHEBOI CONM M 3THIOBOrO 3¢upa 2-okco-4-(2-
TUEHWI)OYTEHOBOW KHCJIOTHl Ha CKEJIETHOM HHKele 00pa3yroTcs COOTBET-
CTBYIOIIHE TPOU3BOHBIE 2-0KCO-4-(2-THEHMT)0OYyTaHOBOM KHUCIOTBHI M 2-THJIp-
okcu-4-(2-tenun)0yTanoBoi  KucaoThl [5]. IlayutaameBbie KaTaau3aTopbl B
3TOM cily4ae o0ecleurBaloT Oojiee CEeJIEKTUBHOE O00pa30oBaHUE COOTBET-
CTBYIOIIETO OKCOCOEAMHEHHMS, YeM CKENETHbIM HUKenb. IIpu ruapupoBaHuu
ATUIIOBOTO dupa 2-0kco-4-(2-TneHnn)0yTeHoBOM KucinoTel Ha Pd yepHn kpome
YIIOMSIHYTBIX COEIMHEHUH OOHapyKeHO Takke o0pa3oBaHHE 3TUIIOBOTO 3dupa
2-0Kc0-4-(2-TeTparupoTUEHIIT)0y TAHOBOH KHUCIIOTHI.

B nHacrosmeM cooOlIeHNH H3JI0KEHBI JaHHBIE 10 THIPUPOBAHHUIO HATpHE-
BOW comu 2-okco-4-(3-nmpuamn)oyreHoBoi kuciotel (1) Ha mamragueBoi
4yepHH. B nmuTeparype oTCyTCTBYIOT CBelleHHs 00 3Toi peakuuu. | napupoBanue
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I'mapupoBanue HATPHEBOIT oyl 2-0Kco-4-(3-mupuaunii)oyTeHoBoii kucaoroi (1)
B PUCYTCTBUH NAJLIAIUEBON YePHU™

Beixon Na comn, Mon.% Hemnpopearu-
Bpems poBaBIuas
T, °C O —— 2-0kc0-4-(3-nupuuin)- 2-runpoxcu-4-(3-nupu- xucora 1,
OyTaHOBOI KHUCIIOTHI IIHT)0yTaHOBOM KHCIIOTHI %
21 0.75 17.5 10.5 49.6
21 15 41.4 26.2 24.0
21 2.0 43.2 24.3 7.9
21 3.0 62.2 321 15
21 4.0 67.5 331 -
60-70 1.0 14.8 58.2 -
60-70 1.5 15.4 53.7 -
60-70 2.5 17.5 47.6 -
60 1.0 12.5 57.8 0.9
60 2.5 19.0 53.3 -
60 3.5 17.1 50.3 -

* CooTHomeHue Macc HCxoHOe BemecTBo — Pd uepnsb 1:0.88, C,q — 0.174 MomB/1.

ocymectsiero npu 21-70 °C, HagyanpHOI KOHIIEHTPAIIMK UCXOIHOW KUCIOTHI 1
B BOJIHO-CIUPTOBOM pacTBope 0.174 MONB/M M COOTHONIEHHH MacC MCXOIHOE
BEIECTBO — NasutaanueBas yepHb 1 : 0.85 (tabmwmia).

AHaNOTUYHO THUAPUPOBAHUIO YIOMSHYTHIX IPOU3BOIHBIX 4-3aMELICHHBIX
2-0KCOOYTEHOBBIX KHCJIOT MPH THIPUPOBAHUHM HATPHEBOW COJHM 2-0KC0-4-(3-
MUPHUIAIT)OYTEHOBOK KHUCIOTHI 00pa3yroTCsl HATpUEBBIE CONU  2-OKCO- U
2-rupokcu-4-(3-nmupuann)0yTaHoBOil KUCIOTBI (2 W 3 COOTBETCTBEHHO) U
NpoAyKTsl THaporenosnmsa. Ilpu Ttemmeparype 21-30 °C BbIXOX HATPHEBOI
conu 2-0kco-4-(3-mupuani)0yTaHOBOM KHCIIOTHI B 2—3 pa3a MPEeBbINIAET BBIXO/
COOTBETCTBYIOILIEI0 THApoKcHcoequHEeHusl. C TMOBBIIEHHEM TEMIIEPAaTyphl
CEJIEKTUBHOCTh OOpa30BaHUSI HATPUEBOM COJMM KHCJIOTHI 2 yMEHBINACTCA H
YBEJIUUUBACTCS CEJIEKTUBHOCTh OOpa30BaHHsS HATPUEBOM CONM KHUCIOTHI 3.
Kpussie pacxoga 1 u Beixoga 2 u 3 yKa3blBalOT Ha MPOTEKaHHWE PEAKIMU IO
napaiesibHO-TI0C/IEA0BATEIbHOMY MEXaHU3MY (PUCYHOK).
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3aBUCHMOCTh NPEBPALICHHS KCXOAHOTO BEIIECTBA HATPUEBOM comd  2-0kco-4-(3-
mUpUANT)0yTeHOBOM KHUCIOTHI (1) M BRIXOA MPOAYKTOB THAPHUPOBAHHS OT MPOJOJKHTEILHOCTH
peakuun Ha Pd uepru mpu temmeparype 30 (a) u 60 °C (b) (cooTHOLIEHHE Macc MCXOAHOE
BeriecTBo — karanuzatop 1 : 0.85, ¢,uq 1 0.174 Monb/n): 1 — HempopearupoBaBiliee HCXOTHOES
BEIIIECTBO, 2 — HATPHEBasl CONb 2-0KCO-4-(3-mupuamin)0yTaHoBoH KHCIOTHI (2), 3 — HaTpHeBas
coub 2-TUapoKcu-4-(3-rmpu )6y TaHoBON KUCIOTHI (3)

BbIIO OCyIIECTBICHO THUAPUPOBAHUE HATPUEBOW CcoOJM 2-0KCO-4-(4-mupu-
J1)0yTeHOBOU KUCIIOTHI B paiione temmeparyp 0—30 °C. B aTom ciyuae peak-
1Sl POTEKAeT HECENIEKTHUBHO. Pe3K0o BO3pacTaeT posib THIPOTSHOIN3a MOJICKY-
JbI UCXOJHOTO COCIMHEHMS. B oTiHMYMe OT TMAPUPOBaHMS HATPUEBOW COJH
2-0Kc0-4-(3-mupunni)0yTeHOBOH KHCIOTBI THAPUPOBAHUE 2-0KCO-4-(4-mupu-
JT)0OyTEHOBOW KUCIOTHI HEMEPCIIEKTHBHO ISl MOJMYYEHHsI COOTBETCTBYFOIIMX
MPOU3BOTHBIX OKCO- U TUIPOKCHOYTAHOBBIX KHUCIIOT.

SKCIHEPUMEHTAJIBHASL YACTb

Ucxonnoe BemectBo 1 monydeHO IO pa3pabOTaHHOMY HaMH CHOCOOY KOHJIEHCAIMU
3-nupMIMHANBAEIHAA C OTHWIOBBIM 3(QHUpPOM NHpOBHHOTpagHoHW kuciotel. ConepikaHue
OCHOBHOTO mpoaykra 98%. McxomHoe coenviHeHHWE W MPOIYKTHI peakuuu 2 U 3 ONpeaesuii
metomoM BDIKX Ha xpomarorpaduueckoil ycrtaHoBke Rainin; HMCHonb30BaHa aHATUTHYECKAS
konmoHka Dynamax-300A (4.6 x 250 mm) obpamennoit ¢as3el Cg ipu A 262 HM; 3moeHT — %
anerorutpuia B 0.25 H. ¢pocdare TpudTHammonust; pH 6.0 [7].

2-T'unpokcu-4-(3-mupuamnn)0yTaHOBYIO KHCIOTY BBIAEISIIM Ha xpomarorpadudeckoit ycra-
HOBKe cpenHero naenenus Biichi; mpenapatusHas xononka Kontes (25 x 600 Mm), HamoJgHEHHAS
copbenTom Silasorb Cig (pasmep wactun 30 mxm). OmoeHT — 0.2% aneronutpuna B 0.1% Ttpu-
(TOPYKCYCHOM KUCIOTE.

Crextpsr IMP 'H cHsTer Ha criekrpomerpe Varian Mercury-200 BB (200 MI') B pacTBOpe
CDCls, Bayrpennuii cranmapt TMC u DCC.

Cunre3 Na coim 2-okco-4-(3-mupuamia)oyrenoBoii kuciaorbl (1). K cmecum 25.7 r
(0.24 momnb) 3-mupupunansaeruga 1 13.9 r (0.12 Monp) 3THIIOBOTO 3Hpa MHPOBHHOTPATHOM
KUCIIOTHI, oxJaxaeHHoi no 5 °C, B teuenue 0.5 u gobasisror 30 mi 3.5 M pacreopa NaOH,
nepeMemuBaoT 1 9 npu temmneparype 5 °C m 2 4 — TpU KOMHATHOM Temmepatype. K peak-
[IMOHHO# cMecH 100aBisitoT 70 M 3TaHona. PeaknMOHHYIO CMeCh OCTaBISAIOT Ha 24 4 mpu
KOMHATHOM Temreparype. BhImaBuminii KenThlii 0cagok OT(UIBTPOBBIBAIOT M NPOMBIBAIOT Ha
¢mreTpe (3 x 50 M) cMmeckio ataHO—3¢dup, 1:1, u (2 x 50 Mi1) cMechl0 3TaHOT—3UP—XIIOPO-
¢dopm, 1:0.5:0.5. Ocamox cymar Ha BO3IyXxe, MOMydaroT 10 T meneBoro mpomykTa ¢ YUCTOTOMN
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98%, Bbixon 40%. Cnekrp SIMP 1H (IMCO-dg, TMC), 8, M. 1., J (Tm): 6.93 u 7.49 (1H u 1H, n.
n,J =16.5, CH=CH); 7.43 (1H, m, J = 7.8 u J = 4.8, 5-H,,;)); 8.10 (1H, M, J = 7.8, 4-H,,,,); 8.56
(1H,m,J=4.8uJ =15, 6-Hy,); 8.79 (1H, M, J < 2, 2-Hyyy,).

T'napupoBaHue HATPUEBOH cOJH 2-0KCc0-4-(3-mUPUANI)GYTEHOBOH KHCIOTHI. B 1ByX-
TOpJIyI0 KOJIOY, CHAaOXKEHHYI0 MarHUTHON MeIIankoi, 0OpaTHBIM XOJIOAMIEHUKOM U TPYOKOH Jutst
nozaun Bojopoaa, nomemanT 2.40 v (12.0 mmons) Na comu 2-0kco-4-(3-nupuait)0yTeHOBOM
KHCHOThL, 47 M BoAbl, 23 M sTaHoia U 2.24 T MOKpoH mamiaaueBoil yepHu. ['mupupyror
MOJIEKYISIPHBIM BOJIOPOIOM B Tedenne 3 4 mpu Temmeparype 30 °C. [lo OKOHYaHHH peakiiu
KaTaJInu3aTop OT(UIBTPOBEIBAIOT, MOIOT CMECBIO BOJa—3TaHOJ, 2:1, KaTanm3aT ynmapuBaioT U
noy4atoT 2.53 r kentoro macia. Ilpomykr peakmum comepkut 1.91 r Na comm xucmots! 2
(Bexox 80.7%) m 0.54 v Na comm xucnotsl 3 (Beixon 20.0%). s aHaIMTHYECKUX Lenel
COIISTHOKHCIIAS COMb KHCIMOTHI 3 BEIIENeHa xpoMarorpadudaecku. Criektp SIMP *H (D,0), 8, m. 1.,
J (T'm): 2.12 (2H, M, B-CH,); 2.99 (2H, m, a-CH,); 4.14 (1H, 1. x, J = 7.0, J = 4.6, CH(OH)); 8.00
(1H, n. n, J = 8.0, J = 6.0, 5-Hy,,); 8.53 (1H, m, J = 8.0, 4-Hy,,,); 8.65 (1H, M, J = 6.0, 6-Hyy);
8.70 (1H, M, 2-Hyyy).

2-Oxco-4-(3-nupuania)dyraHoBasi Kucjaora (2) BbIICICHA B BHIC COOTBETCTBYIOLIETO
2,4-muHUTPOGEHWITHIPA30HA, KOTOPHIH MOTy4aroT 1o MeToxy [6]. PactBopsror 2.00 r mpoaykra
peakiuu pactBopstoT B 25 mit 2 H. HCl, oT¢UIbTpOBBIBAIOT, K IPO3PAYHOMY PAaCTBOPY BEILECTBA
no6aBsitor 100 MJI HaCHIIEHHOTO COJITHOKHCIOTO pacTBopa 2,4-IHHUTPOGEHWITHAPA3NHA.
Uepes 2 9 KEATHI 0CaT0K OTHHIBTPOBBIBAIOT, MPOMBIBAIOT 20 MI 2 H. COJISTHOW KHCJOTHI H
JIMCTHILTHPOBAHHOMN BOJION 10 HEUTpAIbHOU peakiuu, cymar 5—6 1 mpu 80 °C u mosydator 1.12 1
JKEINTOTO 0CaJKa COJITHOKUCIION coyu 2,4-MUHUTPOPECHUITHIPA30HA KUCIOTHL 2 (yrcToTa 99%,
BoIXOX 40%). T. 1. 245-246 °C. Crekrp SIMP 'H (JIMCO, TMC), 8, m. 1., J (T'm): 3.05 u 3.21
(2ZH u 2H, m. M, J = 6.8, CH,~CH,); 7.94 (1H, x, J = 9.4, 6-Hy.r); 7.96 (1H, M, 5-Hyyy); 8.45 (1H,
a4, =94,J =26, 5-Hye); 8.5 (1H, m, 4-Hy,,); 8.74 (1H, M, 6-Hy,p); 8.88 (1H, 1, J = 2.6,
3-Hyew); 8.92 (IH, ™, 2-Hg,,). Haiimemo, %: C49.54; H 3.72; N 18.96. Cy5Hy3NsOs.
Brruncneno, %: C 50.14; H 3.65; N 19.49.

Qunancuposanue pabomvl RPOBOOUTOCH JIAMBUIICKUM COBEmMOM NO HayKe
(eparm Ne 696).
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