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VJIK 547.857.4

VJIYUYIIEHHBIY METO/I BBEJEHUS
APWI(TPUOPTOPMETUI)IUAZUPUHOBOM I'PYIIIIbI
B MOJIEKYJIbI YPUJUHA U 2-TE3OKCUYPUJIUHA

J. B. Arankun

(xagheOpa xumuu npupoOHvIX COeOUuHeHUll)

Pa3patoran yiay4meHHslii MeToa cunte3a S-(4-(3-(tpudropmernn)-3H-1ua3upus-

3-un)denn)-

ypunuHa u 5-(4-(3-(rpudropmernin)-3H-quazupun-3-uin)penns)-2'-1e30KCUYPHIMHA peaKiuei Kpoc-
COYETAHMS S-XJIOPMEPKYPYPHWINHA U S-XJ0pMepKyp-2'-ne3okcuypuauna ¢ n-(3-(rpudropmerni)-3H-

ANAZUPHH-3-WT)HOAOEH30/I10M.

Jnst nccnenoBaHusl HYKIEHHOBO-OEIKOBBIX B3aMMOJCH-
CTBUH MeToq0oM (PoToaPPUHHOTO KPOCCIMHKHHTA HEOOXOIH-
MO MMEThb (POTOAKTHBHPYEMBbIE aHAJOTH HyKJieo3uaoB. Hau-
0oJiee MEPCIEKTUBHOW ()OTOAKTUBHOHW I'PYNIHUPOBKON B Ha-
crosiee kapOeH-TeHepupylomas
apuin(tpudropme-Tii)auasupunosas (ATOM]]) rpynmna, oaHa-
KO TMPOM3BOIHBIE HYKJICO3HIOB, COJAEPIKAIINE 3Ty TPYIINY, B
JUTEpaType MPAKTUIECKH HE OMMCAHBIL.

Kax uszBectno, ansa ypuauna (U) un 2'-ne3okcuypuanHa
(dU) naumboyiee ynoOHBIM MECTOM JJIsi BBEACHHS Pa3IHMYHBIX
PENOPTEPHBIX IPYII SBISETCS S5-€ MOJ0XKEHUE YPalHIbHOTO
KOJIbIIa, TaK KaK OHO SKCIIOHHPOBAaHO B OONBIIYI0 OOpPO3IKY
JHK u He mpensTcTByeT 00pa30BaHHUIO ITBOWHOW CITHPAIH.

Hnst cuaTe3a S-apunzaMenieHHBIX mpom3BoaHbIX U 1 dU
CYLIECTBYET HECKOJBbKO 10aX010B. OIHHM M3 HUX OCHOBAHBI
Ha UCHOJb30BaHUU Mg- U Zn-opraHuyecKuX COeIUHEHUH,
OJTHAKO M3-32 )KECTKHX BOCCTAHOBUTENILHBIX YCJIOBHUH UX HC-
MI0JIb30BAHNE AJISI BBEACHUS JANA3UPUHCOAEPKAIINX COCTUHE-
HUW HE TpHeMJeMO. ANBTepHATHBHBEIM CIIOCOOOM CHHTE3a 5-
apun 3aMenieHHbIX npon3BoaHbX U u dU siBisieTcst KaTaiausu-
pyemas Pd peaknus kpoccodeTaHus S5-XJIOpMEpKypypHIWHA
(2'-me3okcuypuauHa) [1] ¢ HOA3aMEIICHHBIM apUIIOM.

Panee B Hameil mabopaTopuu peakimuer XJI0pMepKypo-
MPOU3BOJHBIX 2,3-IHaNeTUIyPUANHA U 2'-1e30KCHypUINHA C
n-(3-(rpudropmerwn)-3H-auaznpuH-3-1i1)nog0EH30JI0OM B TIPH-
CYTCTBHH NaJUIaJMEBOTO KaTajau3aTopa OBUI OCYIIECTBIICH
cunre3 5-(4-(3-(rpudropmermin)-3H-nnaznpun-3-mm)dermn)-
2".3"-nuanerwnypuauaa 1 [2] u 5-(4-(3-(tpudropmerin)-3H-nu-
asupuH-3-mn)denmn)-2'-ne3okcuypuauna 2 [3]. OpHako BBIXOA
1 u 2 cocraBun 4 u 10 % coorBercTBeHHO (cxema). C 1embrO
MOBBIMEHNSA 3Q(GEKTUBHOCTH PEAKIUU KPOCCOUETAHUS IS
cuare3a ATOM/] npousBonusix U n dU ObII0 mpeANpHHATO
ucclieloBaHNe, HalpaBJIeHHOE Ha ONTHMHU3ALHUIO yCIOBUH
sToM peakuuu. [IpenBapurenbHas MeToanKa oTpabaThIBalIach
Ha MOJEIBHOM peaknuu oOpazoBaHus S-peHw-2'-1e30KcH-
YpUONHA U3 S5-XJIOPMEPKYpypUINHA ¢ HoadOeH3oaoM. B mute-
paType omucaH IpeNapaTUBHBI METOX CHHTE3a pa3ind-
HBIX S-apmmamenieHHbix U u dU [1], ogHako mis BBeOCHUS

BpeMA ABIACTCA

TOM/I-conepxalux COEIUHEHUI 3TOT METOJA HE MOAXOJMT,
TaK KaK JWa3UPUHOBBIA LUK HE BBIICPKHUBACT TEMIEPATYpy
Beire 90°, B TO )ke BpeMsl CyIIECTBYIOLIME METObI BBEJeE-
HUsl (eHmIbHOrO 3amectutels B miaroe noioxenne U m dU
IIpY KOMHATHOW TEMIIEPAType NPOXOAAT C MAJICHbKUMH BbI-
xomamu [4].

MBI IpOBENH CEPUIO ONBITOB, B KOTOPHIX BaphbHPOBAIUCH
KaTaJli3aTop, PpacTBOPUTENb, TEMIIEpaTypa | BpPeMs PEakIHu.
ITpn npoBeneHnn CUHTE30B J100ABISUH 1.5-KpaTHBIH M30BITOK
Nal, mpu 3TOM, Kak U3BECTHO W3 JHUTECPATypbl, 0Opa3oBaHUE
nobouHoro npoaykra aumepuzanun U u dU mMuHUMansHo [5,
6]. Bce cunTessl mpoBoamin B MHEpTHOH atMmocdepe. Ilo-
CKONIBKY ISl S-(eHmn-2'-ae30KkCnypruInHa U3BECTHBI XpoMa-

HO 0;\

OR, R,
—_—
HN
(0]
H,C
° o
OR; Ry

CxeMa CHUHTE3a MPOU3BOAHBIX HYKJICO3UIOB, COACPIKALINX
ATOM/I-rpynny: 1- R,=COCH,, R,=OCOCH;; 2 — R|=H, R,=H;
3 - R=H, R,=OH
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VYcoBusI MOJIEJIbHON peakIuu 5-XJ0pMepKyp-2'-1e30Kcuy-
pUIMHA ¢ HoAOeH30/I0M B npucyrcTBuu Pd-kaTaausatopa

Karamusarop Bpewms, u T,°C PactBopurens Bexox, %
Pd(OAc), 72 komuatHas | IM®A+H,O 0
Pd(OAc), 72 komHaTHas | MDA 1
PdCL*2LiCl 36 KOMHATHas | alleTOH 3
Pd(OAc), 36 koMHaTHas | T['® 10
PdCL(P

36 KOMHATHas | alleToH 35
(o-Tol)).
PACLy(P

2.524 50 aleToH 56
(O-TO 1)3)2

Torpaduyeckue MoABMKHOCTH R o MOJISIpHBIH K03 hUIIEeHT
sKCTHHIMKH YD-montomenus [1], HISHTU(DHUKAIMIO [EIEBOrO
BeIllecTBa MPOBOAWIH Xxpomarorpadudecku ¢ nomomnrsio TCX,
a BBIXOJ] €T0 ompenensum mo ko3¢ ¢uuueHty skcruHmu. Ko-
Hell PEeaKlUHU OINpeNessUIM BU3YyallbHO: COOTHOIICHHE MHTEH-
CHUBHOCTH TSITeH (IIPOJAYKT—HCXOHOE) Ha XpoMaTorpaMMe He
M3MeHsIeTCsl. YCIIOBUSI TPOBEJCHUS IKCIIEPUMEHTOB MPEJICTAB-
JIeHBI B TaOJHIe.

Pe3ynbraThl MCClienoBaHUN MOKA3ald, YTO MPOTEKAHHUE pe-
aKIMM CWJIBHO 3aBHUCHUT OT YCIIOBHH €€ NMPOBEAEHHS, a BBIXOJ
npoaykTa peakuuu Bappupyercs oT 0 go 56 %. Kax BugHO
U3 TabJuIbl, IPU MCMONb30BaHuu Karanuzaropa Pd(OAc), B
cpelie Kak BOJHOTO, Tak MU 0€3BOAHOTO JMMETWIpopMaMuia
peakuusi NpakTU4eCKH He MIeT. B TO ke BpeMs mpH 3ameHe
pacTBOpHUTENS Ha TeTparuaApodypaH BBHIXOJ MOBBIMAETCS IO
10%, xoTst cuHTE3 MpoBOUTCS B rereporeHHol dase. IIpn
ucnons3oBanuy Karanusatopa PACL(P(o-Tol),), u aunerona B
KayecTBe PAacTBOPHUTEINS YXKe IMPH KOMHATHOHM TeMmIieparype
yIaJI0Ch TIOMHATH BBIXOJ NMPOAYKTa peakiuu 10 35%. [ToBbI-
HIeHHEe TeMieparypbl A0 50° MO3BOJNMIIO MONYYHUTH LIEJIEBOC
BEIIECTBO C BBIXOAOM 56%. Ilpu 3TOM peakuusi 3akaHIHBAECT-
cs 3a 2.5 4, U JanpHelIIee yBelIWYeHUE BPEMEHH HE CKa3bI-
BAETCsl HA BBIXOZE MPOAYKTA PEaKIuH.

[IpuBeneHHBIE BBIIIE ONTHMAaNbHBIE YCIOBUS MpOBEIE-
HUS peakiuu OBbIIM MCIOJIb30BAaHbl HAMH JUJIsi CUHTE3a 5-
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pa3pabOTaHHBIX HaMH, (EHUIBHBIH OCTAaTOK BXOAUT B IIf-
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Has kucnorta (4:1:1). Takum obpa3oM, HaMu OBIT yCOBEpILIEH-
CTBOBAH M YIPOIUEH METOL 5-ATOM]
npomsBogueix U n dU.

CHUHTEC3a

SKCHepﬂMeHTMbHaﬂ 4acTb

Jlyiss TOHKOCIIOWHOM XpomaTorpaduu UCIIOJIb30BAIU TUIAC-
THHBI U CUCTeMY OyTaHOJ-BOma—ykcycHast kuciorta (4:1:1).

Cuntessl S-apunnpomssoaasix U u dU mpoBomwu 1o cire-
Iyroliei oOmed MeTOIHKe.

0.42 MMons 5-XJIOpMEPKYPYPHANHA WIH 5-XJIOPMEPKYp-
2'-11e30KCUypHUINHA CYCIIEHINPOBAIN B COOTBETCTBYIOIIEM
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TedeHune 2.5-72 9 Ha BOJAHON OaHE MpPW KOMHATHOH TeMIe-
parype nnu npu 50°. 3aTeM B peakIMOHHYIO CMECh NpH
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