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CUHTE3 BUC(2-F'MOPOKCUMPOMAHOATA) TPUDEHUIICYPbMbI
Ph3;Sb(0,CCH(OH)CH;),

A.N. Maneesa, A.B. N'ywuH
Huxezopodckuli 2ocydapcmeeHHbit yHusepcumem um. H.U. JTobayesckoeo,
2. HuxHutl Hoezopod, Poccus

BzaumopetictBreM Tpu(EHIICYPHMBI C 2-THAPOKCHIIPOIIAHOBON KUCIIOTOH B NMPHCYTCTBUU
MIEPOKCHIA BOJIOPOJIA B M3OIPOITIIOBOM CIHPTE IMPH KOMHATHOHW TeMIEepaType B COOTBETCTBHU C
METOJI0OM OKHUCIIUTEIBHOTO MIPUCOEANHEHUS MOJIy4YeH O0uc(2-TUAPOKCUIIPOIIAHOAT)
tpudpenmicypombl  Ph3;Sb(O,CCH(OH)CHj3),, KOTOpbIil OuMILNEH MNepeKpucTaiu3aued U3
CHCTEMBI TeKcaH-xJopodopM (4:1) u moATBEpk ACH TaHHBIMU dJIEMEHTHOTO aHanmu3a, UK, 'Hu
BC-SIMP crexrpockonuu. Beixos ounieHHoro Bemectsa 55 %, T. mr. 50 °C. Crexrp SIMP 'H
(CDCls, 6, M.1.) COOEPKUT CUTHAIBI opmo-nipoToHoB 7,82 (d, J = 71,5 Hz, 6H), mema- u napa-
npoTtoHoB 7,60—7,43 (m, 9H) (heHIITBHBIX TPYIIIT, IPOTOHOB METHHOBOH M THAPOKCIIIBHOM TpyIIIT
4,26 (dd, J = 31,6; 5,9 Hz, 4H), npotoHoB MeTmipHBIX rpynn 1,43 (s, 6H). Cnekrp SIMP e
(CDCls, &, m.1.) comepxkut curraisl: 178,60 (COO-), 135,35 (Sb-C), 131,91 (0-Ph), 129,60 (m-,
p-Ph), 66,74 (CH), 20,24 (CH;). B MK-criekTpe mMeioTcs cHrHambl (cM'): 447-459 v(Sb-C),
693 v(Sb-0), 734-747 v(C-0), 1102-1127 &(C-H), 1567-1600 v,;(COO), 1306—1384 v{(COO),
2890 v(CH, CHOH), 2930-2981 v(CH, CHj3), 3055-3069 v(CH, Ph), 3400-3500 v(OH). /lannsie
3JIEMEHTHOTO aHaJIM3a XOPOIIO COTIACYIOTCS ¢ pacueTHhIMH 3HaueHusMu. Haiineno, %: C 54,37,
H 4,81 C24H25068b. 13])1'~II/ICJ‘I€HO7 %: C 54,2, H 4,71

Kniouegvle  cnosa:  mpugpenuncypoma,  2-eu0poxcunponanosas — xucioma, — ouc(2-
2UOPOKCUNPORAHOAM) MPUDEHUTCYPbMDBL.

Beenenue

B nacrosmee BpeMsi GoMbIIOi MHTEpEC MPEACTABIAIOT METALUIOOPTaHUYECKUE COENUHEHUS Cyph-
MBI, COJEpIKaIMe B CBOEM COCTaBE PazIHyHble ()YHKUHMOHAIBHBIE TPYIIBL. JTO CBA3aHO C Pa3lIUYHBIMU
o0macTs M X TpUMeHeHHs. Tak, KapOOKCHIIaThl TeTpadeHWICYPbMBI, CoJepKalie B KapOOKCHILHOM
JUTaHJIE THAPOKCH-, METOKCH- M TPU(PTOPMETUIBHBIE TPYIIIBI, MPOSBISIFOT MTPOTHBOTPHOKOBYIO, aHTH-
OaKkTepHaNIbHYIO U MPOTHBOOMYXOJIEBYIO aKTUBHOCTH [1-3]. HexoToprie apeHCynb(pOHATH MSATUBAICHT-
HOH CypbMBI IPUMEHSIOTCSI B TOHKOM OPTaHUYeCKOM CHHTE3€ B PEaKIMAX KOHICHCALIMK OKCHUPAHOB [4,
5]. TlpousBoaHbie TPU(EHUICYPHMBI ¢ CAJIMIIMIOBON M alleTOKCHOCH30MHON KHUCIOTAMH MOTYT OBITh
UCIIOJIb30BaHbl B KaUECTBE JIEKAPCTBA OT JeHIManuo3a [6, 7]. AKTUBHO Pa3BUBAETCS XUMHUS MOJIUME-
POB, colepxamux cypeMy [8, 9]. Panee Obuin mosTyueHbl aKpuiIaThl, METAKPUIIATHI, BUHUIOEH30aThl U
JpyTUe TMPOU3BOJIHBIE CYPbMBI, CIIOCOOHBIC K IMOJIMMEPHU3AINU, OHM OBLIM MCTIONB30BaHbI JIJIsl CHHTE3a
METaJIJIOCOIeP>KaIllUX MOJMMEpPOB Ha OCHOBE METHJIMETaKpuiaTa, CTUPOJa, BUHIIAIETaTa, aKpHIOBOU
KHCJIOTBI, MPOSBISAIOMINX (GYHTUUUIHYIO U Onounanyto akTuBHOCTSE [9, 10]. Hannuue ¢pynkunonansHon
TPYMIIBl B COCTABE METAJUIOOPTaHUYECKUX COCAMHEHHUH IMO3BOJIUT IPUAABATh MOTYYEHHBIM MOJIUMEpPaM
TUIPOGUIBHBIE WM THAPOPOOHBIE CBOWCTBA, YTO MOXET PACHIMPHUTH OOJACTH MPUMEHEHHS JaHHBIX
MaTepUaoB.

K HacTosiiemMy BpeMeHH M3BECTHBI COJIM MOJIOYHOM KUCIOTHI Tobko st Sb(III), onn npumenstoT-
s JUIA 3aKperuieHus IPUPOAHBIX KpacuTenel Ha TkaHu [11], B aHanmm3e cyppMacoepKalluxX BEIecTB B
6uosnoruueckux oowvekrax [12]. Hanmnune BoccTaHOBUTEIBHBIX CBOMCTB JakTaToB cypbMbI(I1l) mcmons-
3yeTcs B mporeccax obe3BpexuBanus OKcuaoB a3ota [13] u coequnaenuit Cr(VI) [14], mpencraBusromumx
3KOJIOTMYECKYIO OMACHOCTb.

Henbto manHOM paboTHI OBUTO OCYIIECTBICHUE CHHTE3a HOBOTO IMPOU3BOIHOIO TPU(EHUICYPHMEI C
MOJIOYHOM KHCIIOTOM U M3yYEHHUE €TO CTPOCHMUSL.
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IKCNepUMeHTAIbHAA YacTh

Cunre3 6uc(2-ruapoxcunponanoara) Tpudenniacypomsl. K pactsopy 1,8 r (0.005 mons) Ph;Sb
B 2 M au3TuioBoro s¢upa mobdasmwin 0.01 Mosb 2-ruapokcunponanoBoi kucioTel (0,9 Mi1 BOJHOTO
pactBopa ¢ mMaccoBoi monei kucioTsl 87 %), 0,005 moms nepokcuna Bomopoaa (0,42 r mepruapos,
conepxkariero 41,3 % OCHOBHOTO BeliecTBa) B 8§ MII M3OMPOIMIOBOTO criipTa. CMECh BBIICPKUBAIN
NpY KOMHATHOH Temreparype 24 4, OCaXKJCHHUs MPOJYKTa HEe HaOII0JaloCh, IIO3TOMY OTKadyalld 4acTh
PaCTBOPHUTENS MPHU MOHIKEHHOM JaBJI€HUH, IPYU 3TOM BBITIAN OEJBIA XJIOMbEBUIHBIN OCaZ0K, KOTOPBIi
MEPEeKPUCTAIUIM30BBIBATN U3 CUCTEMbI reKcaH-xaopodopm (4:1). Beixon ouniienHoro Bemectsa 55 %,
1. . 50 °C.

HUK-cnextpsl m3yqanu B tTabnetke KBr ¢ cogepikanuneM uccienyemMoro coenuHenust 1% Ha criek-
tpodoromerpe Shimadzu IR Prestige-21, Anonus.

AMP-cnexTpbl uzydanu B CDCl; Ha cniektpomerpe «AjilentDD2 400», CILIA. PacmmdpoBka u
MOJIETTMPOBaHKE CIEKTPOB MPOBENEHBI C HCIIOJIb30BaHUEM nporpaMMbl MestReNova (nemoHcTpannon-
Has BepCcus).

DJIeMEHTHBIH aHAJM3 MPOBOJMIN METOAOM SKCIpPECC-TPAaBUMETPUU HA YCTAHOBKE IMHPOJIMTHYC-
CKOT'O COXCKEHHS BEIIECTBA B KBAPLIEBOW MPOOUPKE B TOKE KUCIOPOAA.

Oo0cy:xnenne pe3yJbTaToB

ABtopamu [15] 6bUIO IOKa3aHO, YTO TPU B3aUMOACUCTBHUU AuraoreHH0B Ar;SbX, (X = Br, CI) ¢
Pa3NUYHBIMU CEPEOPSHBIMHU COJISIMH O-THAPOKCHKapOoHOBBIX KucaoT [AgO,CC(OH)R;R,] obpasyroTcs
LHUKIOMETAITIMPOBaHHBIE KOMIUIEKCHI, YTO CBA3aHO CO CTEPHYECKHMH 3aTpyAdHeHUsMH. [lostomy st
cuHTe3a OMc(2-THAPOKCHIIPOIIaHOATa) TPUPEHUICYPbMBI HAaMH OBbLT HUCIIOJNB30BaH METOJI OKHUCIUTEIb-
HOT'O MPUCOEANHEHHS U3 2-THAPOKCUTIPOIIAHOBOM KHCIOTHI, TPU()EHUICYPbMBI U TIEPOKCHIa BOJIOPOAA
[16, 17]:

Ph;Sb + 2CH;CH(OH)COOH + H,0, — Ph;Sb(O,CH(OH)CHj), + 2H,0

Panee nanHbIif MeTO OBLT IPUMEHEH Ul CHHTE3a APYTHX COeIMHEHUH CypbMBI ¢ 00meil hopmy-
noit Alk;SbX, (rme X — snextpooTpunarenbHas rpynmna) [18-20], a Takke apHiIbHBIX COETUHEHUI
cypbMbI Ar;SbX, ¢ pasnuuHbIME NIpeaenbHbIME [21, 22] 1 HenpeaenbHbIMU [23, 24] KUCTOTaMH.

UK-ciektp Ouc(2-ruapoKcunponanoara) TpUuQEeHmICypbMbl UMEET MOJIOCH MOTTIOLICHUS CPEeaHEH
HHTSHCUBHOCTH 447459 CMfl, KOTOpBIE OTHECEHBI HAMH K BaJICHTHBIM KoyieOaHusiM cBsizu Sb-C, moo-
ca ToryouieHns 693 ¢cM ' — K BaJIEHTHOMY KoseGaHmio cBssu Sb-O. Takke HabGIIOIAIOTCS TTOIOCHI C BbI-
COKO# MHTEHCHBHOCTBIO B 06macTu 1567—1600 cM ', oTHOCAIMECS K aHTHCHMMETPHYHBIM BAJICHTHBIM
konebanusm COO-rpynmnsl. B cBoO0AHOH MOJIOYHOI KHCIOTE COOTBETCTBYIOLIEE KOjeOaHue MPOsBIs-
ercs B obmacti okono 1706 cm ! [25], T. e. B AManugaTax NPOUCXOAUT CMEILICHUE IMOJOCH B CTOPOHY
MEHBIIINX YacTOT B cpeaHeM Ha 100 oM L.

B nonydeHHBIX CrIEKTpax Takke HAOMIOAAIOTCS XapaKTEPUCTUUECKUE YaCTOThl CHMMETPHYHBIX KO-
nebannit COO-rpymmsl B o6mactu 1306-1384 cv . Tlomoca HOITIOMEHHS ¢ MAaKCHMyMOM B OGIAcTH
3055-3069 cM ' cootBeTCTBYeT BaneHTHEIM KoneGanmsam C-H cBsseii (eHMIBHBIX rpynm. MeTHHOBas
rpyma CH uMeeT 0THOCHTENBHO clabyro Honocy nornomenus mpu 2890 cM ', KoTopast IepeKphIBaeTCs
WHTEHCUBHBIMH T10JIOCAMH TIOTJIOLICHUS] BaJICHTHBIX Kosebanuii C-H cBszell MeTHIBHBIX Ipynil B 00-
nactn 2930-2981 cm . Jleopmanmonnbie komebanns cesseii C-H naGmomarotcs B obmact 734—
747 em'. B cnekTpe HabmonaroTcs BaneHTHbIe KoneGanus C-O u nedopManuonnbie konebanus OH
rpynm B o6macti 1102—1127 em . Taxoke HaGmroaancs mupokuii muk B odmactu 3400-3500 cv ' kote-
Oanuit O-H cBs3u B Boae, KoTopasi coAepikanach B KauecTBe NMpHUMECH B Opomuzae Kanus. BoiaHoBbe
Yrcia BCeX YKa3aHHBIX KoneOaHui ObUTH OJHM3KH K COOTBETCTBYIOIIUM 3HAYCHHSIM paHee MOTyYeHHBIX
TUKapOOKCUIATOB TPUPEHWICYPHMEI [ 16].

Coextp AMP 'H (CDCl;, 6, M.1.) cogepXuT cUTHaIBI opmo-npotoHos 7,82 (d, J = 71,5 Hz, 6H),
Mema- M napa-npotoHoB 7,60—7,43 (m, 9H) ¢eHUIbHBIX TPy, MPOTOHOB METHHOBOM U TUAPOKCUIIb-
Hoit rpynm 4.26 (dd, J = 31,6; 5,9 Hz, 4H), npoToHoB MeTuibHbIX Tpym 1,43 (s, 6H).

Cnextp SIMP °C (CDCls, &, m.1.): 178,60 (COO-), 135,35 (Sb-C), 131,91 (0-Ph), 129,60 (m-p-
Ph), 66,74 (CH), 20,24 (CHa).

JlaHHBIC AJIEMEHTHOTO aHaIM3a XOPOIIO COTJACYIOTCS ¢ pacuyeTHHIMU 3HadeHHsAMH. Haiimeno, %:
C 54,37; H 4,81. C,4H,504Sb. Beruncieno, %: C 54,2; H 4,71.

BectHuk OYpIlY. Cepusa «Xumus». 61
2018. T. 10, N2 4. C. 60-65




Xnmusa aneMmeHToopraHM4eCKux coeaguHeHUM

Takum o00pa3om, B pe3yibTaTe MPOBEIEHHOH pabOThI BIIEPBHIC OCYIIECTBICH CHHTE3 Omc(2-
THIIpOKCHUIIporiaHoata) TpudeHmwicypbMbl. CocTaB TPOMYKTa TOATBEPXKACH TAaHHBIMU 3JIEMEHTHOTO
ananuza, UK, SIMP 'Hu "C CIIEKTPOCKOITHH.

PaGora BbpImoJHeHa 1ipu  (GUHAHCOBONH  MOAAepP:KKe TIOCYJAPCTBEHHOr0  3aJaHMs
4.5706.2017/B4.
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SYNTHESIS OF TRIPHENYLANTIMONY
BIS(2-HYDROXYPROPANOATE)Ph;Sb(0,CCH(OH)CH),
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Lobachevsky State University of Nizhni Novgorod, Nizhny Novgorod, Russian Federation

Triphenylantimony bis(2-hydroxypropanoate) Ph;Sb(O,CCH(OH)CH;), was obtained by
the oxidative addition reaction of triphenylantimony and 2-hydroxypropenoic acid in the
presence of hydrogen peroxide in isopropyl alcohol at room temperature. The product was
purified by recrystallization from a hexane-chloroform (4:1) mixture and confirmed by elemental
analysis, IR, 'H and "C-NMR spectroscopy. The yield of the purified material was 55 %, m.p.
50 °C. The 'H NMR spectrum (CDCI3, 3, ppm) contained ortho-proton signals of 7.82 (d, J = 71.5
Hz, 6H), meta- and para-protons of 7.60-7.43 (m, 9H) of phenyl groups, protons of methyne and
hydroxyl groups 4.26 (dd, J = 31.6, 5.9 Hz, 4H), protons of methyl groups 1.43 (s, 6H).
The *C NMR spectrum (CDCI3, &s, ppm) contained the signals: 178.60 (COO-), 135.35 (Sb—C),
131.91 (0-Ph), 129.60 (m-, p-Ph), 66.74 (CH), 20.24 (CH3). In the IR spectrum there were signals
(cm™): 447-459 v(Sb-C), 693 Vv(Sb-0), 734-747 v(C-0O), 1102-1127 &(CH), 1567-1600
vas(COO), 1306-1384 vs(COO), 2890 v(CH, CHOH), 2930-2981 v(CH, CH3), 3055-3069
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v(CH, Ph), 3400-3500 v(OH). The elemental analysis data were in good agreement with the
calculated values. Found, %: C 54.37, H 4.81. C,4H,504Sb. Calculated, %: C 54.2, H4.71.

Keywords:  triphenylantimony, 2-hydroxypropanoic acid, triphenylantimony bis(2-
hydroxypropanoate)
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