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1-(TETEPHUJIOKCU) CUJIATPAHBI*

IlosryueHsl HOBbIE TETEPOLMKIMIECKHME |-IPOM3BOHBIE CHIATPAROB. ONTHMAIb-
HpIM CTIOCOOOM CHMHTE32 YKA3GHHBIX COSHUHEHMI SBISETCS mepesTepuduKanus Terpa-
STOKCHUCHJIAHA SKBUMOJSIPHOM CMECHIO TPHITAHOIAMMHA ¥ TETEPONMKIMYUECKOr0 (MU
2POMATHYECKOTO) THAPOKCUIICOAEDKAINETO COSNMHEHMS.

1-(Opraswr) cunaTpangsl TPOZOJDKAICT OPHBIACKATh BHWMAHHUE WCCIETOBATE-
aer [1, 2]. Pabora [3] Gbiia mocBameBa cuETE3y N-TeTEpOmMEKIRUCCKHAX
1-TIpOM3BONHEX CAIATPAHOR PEaKIMER AETAAPOKOHACHCATIAN HAPAIMHMETAH0IOB
¢ l-TeapocunaTpaEoM, obnanarommM JAbIsHON CBI3bI0 Si—H; OB moTyJueHE
TPZ H30MEPHBIX |- (MEPUAMIMETOKCH)CHIATPAHA C  YAOBAETBODHTEIHHEIMI
perxopgamu  (44...56%). OnDHAKO BHXOX COOTBETCTBYIOINETO CHIATDAHA U3
6-Mermr-2-nmpummEMeralosia  Obut  goBosbHO EmskmM  (25%). Ilockomeky
TETECPOOMKIIMYECKHE MIPOM3BOAHBIC CIIATPAHOB IBJAFIOTCA NOTEHIHAIBHO 62[0.710—
TMYECKY aKTUBHEIMY coeguuenuaMu [4 ], 8 Bacrogmeit pabore mMpPogo/ikes IOUCK
Gonee sdheX THBHHX METOROB CHHTE3a BEIIECTB 3TOTO KJIACCa.

Mgeorue 1-(oprasywioKcH)CHIaTPaHbl MOJIYUYCHB NEpesTepmduKanuei Hus-
INAX aNKOKCACUIAHOB BHICIIUMY CIIMPTAMY WA ZPYTAMH TEAPOKCHICOTEPXKATI-
MU OprasmueckmMu coemmHedauamu [5]. Ommako ocraercd HEsCHBIM, KaKo#
ciocol nepesrepuuIKaUE SBI9ETCS OITHMAIPHEIM: IOCICAOBATENBHOE IOy YE-
HEE HHA3WEIO AJKOKCHCIUIATPAHA ¥ €r0  B3aMMONEHCTBME ¢  BHCIIAM
TUPOKCUIIPOM3BOAHEIM WJIH OCYIIECTBIACHUE PpEeakUdy NepesTepruuKanmm
METOJIOM, BIEPBHIC TPEAIOXeHHNM BopoukossM 1 3eruaroM [6 ], B oy crammro
B TPEXKOMIOHEHTHON CHCTEME TETPAaTKOKCHCHIAH—TPUSTAHOIAMAH—BHICIIHNR
crmpT. Lens HacToamed paboTel COCTOAIA B BHIOOpE ONTUMAILHOIO U3 STHX ABYX
Cocob0B ¥ COMOCTABAEHNH €TI0 C PAHEE UCHOAb3CEAHHBIM MeTonoM [3 1, a Takxe
CHHTE3 Ha OCHOBE NONYUECHHBIX PE3YJAHTATOB PAAd HOBHIX 1-reTeponmKIMIeCKAX
CHIATPAHOB. .

Ina ompefencHys OOTEMAJIBHOIO Ciocoba mepesrepubukanmy Oba BEOpan
cuaTes 1-(OEH3UMIOKCH) CAIATPaHa, KOTOPHM OCYINECTBIAIN OBYyMS METOHAMM:
IIOCTIEMOBATEBHEO B ABE cTammu (peaknwu 1a,b) m oggocTammitao (peaxuus 2).

L a) Si(OEt), + N(CH,CH,0H), —» FtOSi(OCH,CH,),N + 3 EtOH
I

b) EtOSi(OCH,CH,);N + PhCH,0H —= PhCH,0Si(OCH,CH,),N +EtOH

1
2.Si(OEt), + N(CH,CH,OH); + PhCH,OH — 1 + 4EtOH

Orokcucmnarpas I 601 noryuen peaknued 1a geaxns ¢ Beixogamm 61 m 66 %,.
Brixox 1-(Gemsmnokcm)cmaarpana Il mpum cumaATese ero u3 [ mo peaxuum 1b
cocraeun 71% =B pacuere Ha STOKCHCWAATpaH, T. €. 45% Ba wucxopHbiA

* TIoceamaerca 100-neruro co aug poxpenus axanemuka A. H. Hecmesmosa.
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rerpasrokcucwiad. [Ipu cuHTEe3e MO peaxmuy 2 (IPONOJKUTEIHHOCTS HPOIecca
~1 u) cmnarpasr II 61 monyuen ¢ seixogoMm 75%,. TakuM 00pazoM, OIPENEIEHO,
yro omHoCTAmmiHbIN cmocod Oosmee sddextmeen. Mcmompayd moTydeHHBIE
OAHHBIE, MBI OCYIIECTBJIM CHHTE3 HECKOJIBKHX |- (Te€TEpHIOKCH)CHIATPAHOB
METOAOM TIEPEITEPHPIKALVH B TPEXKOMIOHEHTHEIX CMECIX.

X KOH (3,5 mox. %) . N
HetOH + Si(OEt); + N(CH,CH,OH); HetOSi(OCH,CH,);3N
-7 xewion, ~70 °C, —4EtOH
n-v

& 7
M Het— [ | . IV Het= (j/ . VHet=
0" > CH,— s ) S

N Me” N CH,—

Peaknum mpoBOmMIM B KCHJIOAE B MPHCYTCTBUHM Xartammsaropa KOH
(3,5 Mop %) B IIOTOKE aproHA TPH HAIDEBAHMH HA MACIAHON 0aHe ¢ OTTOHKON
mpu ~70 °C ofpasymoomerocd 3TaHoja B MEPHYI0 HpoOMpKY AC AOCTIDKEHUS
PACYETHOrO KOJHMUECTBA COHPTA. lIpomo/XuTen pHOCT, peakmumid 2...3,5 4.
B xauecTse TETEPONMKIMUYECKHMX IEAPOKCHIIPOM3BOAHEIX OBUIA HCIIOIB30BAHEL
COCHNMHEHNS PA3INYHON CTPYKTYPBI, BKIIOUAF0MYE HACHINEHHER KHCIOPOICORED-
Xamut wim  N-TeTepoapoMaTAYECKWMU IMKJIBL, a TakXe ¢ pasHHMH
pearnpyiompumu rpymaamu (CH20H mwm OH): 2-rerparmmpodypdypunossrit
COEPT, 3-TUIPOKCHNIAPHINH # O-MeTmi-2-nmpupuemeranon. COOTBETCTBYIOHIHE
cwaarpaas 11—V Gpuma momyuensi co caexyrompmy Beixogamm: 111 — 49, IV
—17, V — 009%. CuaresupoBaTh yKasaHBEIM COOCOOOM CijaTpay u3
2-THAPOKCHIHMPAIAEA HE yHajdochk. [lo-BHOUMOMY, HW3Kas pPEaKmHOHHAI
CHOCOOHOCTE B EJICBOM peakuyy ¥ TEPMIYECKAsS HEYCTOMYMBOCTS MAAPOKCAAPH-
JUHOB MPHBOALT K TOMY, UTO STH COCOUHEHWS B OCHOBHOM pasjaraiorcsi W HE
ofpasyror xenaemsix nponykros. Coemmaesus III m IV cmHTe3mposars mpwm-
MEHEHHBIM paHee [3] METomoM NErMApOKOBACHCAIMM HE yaajsocs®. Irtor
pe3y/bTaT CBHAETEABCTBYET O TOM, UTO NepedTepudukamus spiasercss Goree
sddexTuBEEM CrIOCO00M HOLYYEHHS YKA3aHHAX BETIECTB.

Tabauua 1

XapakrepuCTHKE CHHTE3NPOBAHMBIX CHIATpaHos I—V

Hafigeno, %
Coenu- T, ac BEMUCICHS, % Bomon. %
HEHHE piay " %
C H N

I 100% 43,61 7,77 6,68 61...66
43,81 7,30 6,40

I 187...190% 54.68 6,76 5,02 71*3;
55,49 6,15 4,98 75%

Hr 176...179 47,90 7,63 5.13 49
47,99 7,60 5,09

w 188...189 48.23 5,98 10,12 17
49,24 6,01 10,44

v 170...172 52,68 6,88 9,40 60
52,68 6,50 9,45

*100...102 °C [5].

#2 190...192°C [5]. . .

*3 Ha ucxomesit EOSi(OCHCH2) 3N, 45% na Si(OEDa.
*4 Ha ucxopusii Si(OE) 4. :

* JxcriepuMeHTHI HPOBEReHbI coBMecTHO ¢ Y. IImMyxcre.
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Tabnrunma 2

2R
Crekrpsl IIMP cunarpasos R-OSi(OCH2CH2)zN 1—V

XvMygecKui#t CHBHT, (5 (M. B); KCCB, J (I'm)

Coenu-~
HeHpe
CHyN, T CH0, T J R
I 2,82 3,82 5,6 1,18 (34, 1, 7 = 7,0, CHz);
3,67 (2H, k8, J = 7,0, CHo)
n 2,80 3,80 6,2 4,73 H, ¢, CHa);
6.80...7,44 (SH, M, Ph)
I 2,82 3,80 6,0 1,50...2,09 (4H, m, 2H-3, 2H-4);
3,24...4,21 (5H, m, H-2, 2H-5, CH2)
v 2,96 3,92 6,0 7,10 (IH, 1. 5, J1= 8,2, J— 4,6, H-5);
7,33 (1H, ™, J1=8,2, Jo=2,8, J3= 1,8, H-4);
8,10 (1H, a. x, J1 = 4,6, Jo= 1,8, H-6);
8,39 (1H, x, /= 2,8, H-2)
v 2,87 3,85 6.0 2,49 (3H, ¢, CHz3);
4,88 (2H, ¢, CHo);
6,92 (1H, M, H-5);
7,46...7,58 (2H, M, H-3, H-4)
TaGnunga 3
Macc-cnexTpel  cuiarpasos I—V
ooy m/z Uor, %)
i 219 (10, M™), 204 (13, [M-Me]™), 188 (5), 174 (100, *[SiA] ™), 160 (5),
148 (6), 132 (8), 118 (5), 102(7), 89 (6), 79 (T), 63 (12), 45 (15,
[Et0] ), 42 (10), 30 (2)
o 281 (18, M), 250 (2), 238 (5), 206 (4), 174 (100, [SiA]"), 160 (5), 130
(7, 116 (4), 102 (7), 91 (21, [PhCHa]¥), 77 (6, Ph), 63 (1), 51 (4), 45
(6), 42 (6), 30 (2)
11} 275 (2, M), 244 (2), 232 (2), 204 (15, [M-CsH7011), 192 (5), 174 (100,
[SIA1T), 162 (5), 148 (5), 130 (6), 116 (4), 102 (6), 89 (5), 79 (&), 71 (5,
[C4H701 %), 63 (7), 55 (5), 43 (13), 41 (12), 31 ()
v 268 (21, M7), 237 (5), 174 (100, [SiAl "), 152 (5), 138.(5), 130 (6), 102
(5), 88 (4), 78 (4), 63 (5), 45 (6)
v 296 (15, M™), 281 (1, [M-Mel™h), 266 (27), 265 (26), 198 (10), 184 (25),

* [SiA]* = [Si(OCH2CH2)3N] *.

174 (100, [Sial ™), 160 (18}, 106 (7, [MeCsHaNCHz]
[CsH3N] "), 63 (8), 42 (9, 30 2)

Y110,

CuHTe3npOBaHEEE CHIATPAHE [—V 0XapakTepu30BaHEl METOXAMY DIEMEHT-

HOTO aH4AaIusa,

IIMP wu macc-cmekrpomerpua  (Tabn. 1—3); pesysabraTh

COOTBETCTBYIOT IPEANIOAAracMoi CTpyKrype coenuacantt; cueKTpsl [IMP aTpanos

I = Il Gimska npusoguMmeM B aureparype [7]; mas cuwiatpasa V mpuBemeHB ;

YTOUHCHHBIC XaPAKTCPUCTHKHA.
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3aperncTpupoBaHEl 295i gMP cuekTpul cmaartpasoB Il w V; pemmumma
XAMHYECKOTO ciBmra B obomx ciayuagax -94,7 m. A., 4To XapaxTepEO AL
COCMUHEHHN NATHKOOPIMHANMOHHOTO Kpemaug [7].

OKCIHEPUMEHTAJBHAYL 9ACTDH

Crmrextpst SIMP perucTpupoBanm Ha cuexTpoMerpax Bruker WH-90/DS (90 MI'm) u Varian 200
Mercury (200 MI'y) st pacreopos B CDCls, suyTperuwmii craggapr IMJACO. Macc-CrexTpsl oAy 9eHs
Ha xpoMarto-macc-cuextpomerpe HP 6890 GC/MS, 060pynoBaHHOM KATMILISPHOM KONoEKoM HP-5 MS
(30,0 M x 250 mxMm x 0,25 MKM) , IPY IPOrPaMMUPOBAHMY TeMuepaTyps! oT 70 zo 260 °C (10 °C/mem) .
Kcunon (Txan 136...144 °C) mepex ucniosnszoBanHueM meperoHsnau Hap LiAlHs. Terpasroxcucmias,
TPUSTAHONAMUE ¥ OCHSMIOBBIA CHMPT OYMINANM BAKYYMHOH IIEDErOHKOM, MOCTE HYEro ux CBONCTBA
COOTBETCTBOBANY JIMTEPATYPHBIM JaHHEM. 2-Terparunpodypdypriossii crmpr, 2- M 3-TURPOXCUIIM-
PHAMHEL, & TAKXE 6-METHII-2-IMPUAMEMETaHON norydess! 0T dupm Fluka u Aldrich.

O0mas Meromuxa cuure3a 1-(OPraEdIOKCH)CHIaTpaHos II—V. Crexiasunyio xonby o0eMoM
50 M ¢ gedrerMaTopoM, XOTOAMNEHUKOM M MEPHOI IIPOOMPKOIL, CHAGKEHHYIO MATHUTHOM MEIHAIK O,
IPOXYBAOT APTOHOM M IIOMEINAIOT B Hee 14 M cyxoro kcumona, 0,01 MOoab ruppoKCHUIIpOU3BOIHOIO,
0,02 r KOH umo 0,01 moxns Tpustanonamusa (1,33 mn) u rerpasToxcucunasa (2,23 o) . Iomygerayio
CMECh [pY TIEPEMEMUBAHUY HATPEBAIOT HA MachsHoi bame (120...130 °C). ITIpu stom upu ~70 °C »
MEPHYIO NPOOUDPKY OTroHsETCH 00pasyIOmMICS 3TAHOJ JO HOCTHXKEHMS PaCUeTHOTO KOJIMYECTBR
(2,35 M) . 110 OKOHUAHUY PEAKIIUY TOPSYYI0 PEAKIIUOHHYIO CMECh OBICTPO OTHMIBTPOBBIBAIOT OT HEPA-
CTEOPMMOFO OCa7Ka WJIM HEKaHTUPYIOT OT MACIHSHMCIOrO ocTatka. Vi3 dmipTpara NpH OXNaXHeHMU
BbIIAJIAF0T KPHCTAJUIBI 1-(OpraHuiOKCH) CMiIaTpaHa, KOTOPBIE OTQMUIBTDOBBIBAIOT M IPOMBIBRIOT Ha
risTpe nerponediasm adupom. IoxyueHHble BEHECTBA NEPEKPUCTAIUIMZOBBIBAIOT U3 ITIIIALECTATA
¥ TIOCTIE CYIIKM B BAKYYMHOM SKCHKATODPE aHAIM3UPYIoT (Tabmn. 1—3).

Asmopbl Oazocapubl Jamaeuiickomy cogeny no Hayke 3a (QUHAHCUDOBAHUE
pabomuwt (epanm Ne 707 ).
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