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(54) CMOCOB MONYYEHWUA
2,2,7,7-TETPAMETWUN-4,9-BUC(IMMETUNAMUHO)-TETPATMAPO-1,6,4,9,2, 7-IMOKCALNAS
AIUCUNELMH-5,10(2H,7H)-GUOHA

(57) Pedpepar:

OnunceieaeTcs

crnocod nonyJveHuna

2,27, 7-TeTpameTun-4, S-6uc(anMeTUNaMmmnHo)-TeT

=

parngpo-1,6,4,9, 2, 7-gnokcagnasagnucuneymH-5,1

0(2H,

B3aUMOAEACTBUN

7H)-oWoHa, 3aknwYarlMiics  BO

O-cununypetaHa  obwen

thopmMynbl MesSIOC(ONRR!, rge R= H, SiMes;
R'= NMes, ¢ OUMETUNXNOPMETUICHUNIAHOM WA
CMECbI0 €ro C reKkcameTUnaMcMNasaHoM Mpu
KMNsyeHUr B TedeHre 30-40 MUH. TEXHUYECKIM
pe3ynsLTaroM ABNSeTcA ynpolleHne npouecca W
NnoBbllWeHWe BblXoda uerneBoro npogykra.
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(54) METHOD FOR PREPARING 2,2,7,7-TETRAMETHYL-4,9-BIS-(DIMETHYLAMINO)-
TETRAHYDRO-1,6,4,9,2,7-DIOXADIAZADISILECIN-5,10(2H,7H)-DIONE

{67) Abstract:

FIELD: organic  chemistry, chemical
technology. SUBSTANCE: invention describes
method for preparing 22.7,7-
tetramethyl-4,9-bis-(dimethylamino)-tetrahydr
0-1,6,4,9 2 7-dioxadiazadisilecin-5,10(2H,
7H)-dione. Method involves interaction of

O-silylurethan  of the general formula
Me 3SIOC(O)NRR’, wherein R is hydrogen
atom, SiMeg; R’ is NMe»> with
dimethylchloromethylsilane  or its  mixture
with  hexamethyldisilazane at boiling for
30-40 min. EFFECT: simplified process,
enhanced vield of end product. 2 ex
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Mpeanaraemoe n3obpeTeHne OTHOCUTCH K
obnactun CUHTE3a NPOKM3BOLHLIX
2,5-gMcunanMnepasMHoB, a WMEHHO paHee
Hen3BeCcTHOMo
2,27, 7-TeTpameTun-4,8-ouc{anMeTnNnaMmmHo)-TeT
parnapo-1,6,4,9 2 7-anokcaguasacunerud-5,10(
2H, 7H)-anona, ans nonyveHua
KpeMHUAcogepXalwmx kapbamMWHOMNXNopruaos,
WMCNONB3yeMbIX  MPpKM NONYYEeHUA  YpeTaHoB,
MOYEBUH, BGUOMOTMMYECKA AKTWBHLIX NPOOYKTCB
(A Q. KupunwH, B.A. Wenyoakos, B.®. MupoHoB.
A.c. 527436, 1976).

MaBecTeH cnocob nonyyeHWs npouaBoOHbIX
2,5-gucunansnepasnHa, 6nuaknx nNo coctasy W
CTPOEHUIO COEOUHEHWA, 8 UMEHHO NPOW3BOOHLIX
4.9-anasa-2, 7-auokca-1,6-gucunayMknogekan-3,

8-A1oHa, nyTem KapGoKCUNPOBaHKUA
Kap68MVIHOCVIJ'IaHOB.
Me OC(OINCRICH e
HeasiNCHZSiHEZOR' +C02—0 >Si< Z;Si/n
Me CHZH(R)C(O)O \He

R
LI
roe R, R'=AIK.
Bpemsa peakuun coctaBnser 3 5 4acos,
BbIXO4 UuenesBoro npopykra 88,4:968% (A.O.
KupunuH, B.O. Wenyaakos, B.®. MupoHoe. A.c.

CCCP 4992686).
HaunGonee GNU3KUM no  TeXHWYecKOW
CYLLHOCTH W [OOCTUragMoMy pesynbTaTy

fBnsAeTcs cnoco® MonyvyeHWs MPOoW3BOAHLIX
2,5-gucnnanunepasnuHa, a MMeHHO MPOM3BOAHBIX
4 9-nnasa-2,7-amokca-1,6-geunanmknonekas-3,
8-gvoHa (A.0. KupunuH, B. O. Wenyaaxes, WM.
B. KokypouwnHkesa, B.®. MupoHoB. A.c. CCCP
815083), sakno4aloWmMiAics BO B3aUMOLEHCTBAM
kapbamatoe obLwer copmynsl MesSIOC(ONRR'
{roe R= R'=Et) c
AMWHOMETUNAMMETUNAaNKOKCUCUNaHamMn  npu
HarpeBaHWK.

R”NHCHZSiMEZOR’”+Me35100(0)NRR'—v

Me OCCOINCRICH e (I>
—* \Si/ 2\51)'

Me/ \CHZN(R)C(O)O/ \Me

roe R=R'=Et; R"=Alk; R"=Me, Et.

Bpemsa peakuumn coctaendet 8 -10 vacos, a
BbIXOA LeneBoro npogykra 87+:96,8%.

HepoctaTkoM meTofa SABNAETCA HU3KWIA
BbIXOf, Leneeoro npoaykra, KCTOPLIA
obbAcHAETCH HeoBXOQMMOCTLID  CUHTE3a
NCXOAHBIX
aMUHOMETUNAUMETUMANKOKCUCUNAHOB
JByXCTaAuAHLIM MEeTOACM:

CICH5SiMesCl+R"OH-->CICH SiMe»
OR"+HCI - (1)

CICH5SiMesOR™M+2R"NH»-->R"NHCH»SiMe»
OR"+R"NH>HCI - (2)

CyMMapHoe Bpems CUHTEe3a
aMUHOMETUNAMMETUMANKOKCUCUNaHa
cocTaBnsaet 32-42 daca (peakumna 1 - 2 vaca,
peakuuwa 2 - 30+40 yvacoB), a BbIXO4 He
npesbiwaer 40%, c4YATAq Ha  UCXOOHbLIA
auMetunxnopMetunxnopeunad (E.C. PoguoHos,
Ouce. kaHa. xum. Hayk, M., THAMXTSOC, 1973,
173c.).

Lieneio HacTosAWwero naobpeTeHus ABNaeTcs
yNpolleHne npouecca W MOBLILIEHWE BLIXOAA
LeneBoro npoaykra.

MocTaeneHHas Uenb OOCTWrasTes NyTem
MCNCNb30BaHWA B peakuun ¢ kapbaMmaTtamm
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obuwen dhopmynsl MesSIOC(O)NRR' (roe R=H,
SiMes, R'=NMey)
OVMETUNXMTOPMETUNXNOPCKTaHa WKW ero CMecH
C rekcameTUNaMCHnasaHomM.

Me SiOC(O)MMMe +C1CH_SiMe Cl-
3 Z Z 2

SiMe
3
(IXI>

Me DC(OINCHMe _)CH 1=}

0N N
AN /

Me CHZN(NMEZ)C(O)O \Me
Me Si?¢C{Q)HHMMe +C1lCH_SiMe Cl+HM{(EiMe_ > _ -

3 Z Z 2 3 2
_’"E\Si/t)c‘O)N(NMEZ)C“Z\Si/‘"e (IXI>»

HE/‘ \CHZN(NMEZ)C(O)O/ \ME

[MTpouecc ocyWecTBNAT NyTeM HarpeBaHWs
WUCXOAHLIX  BelecTB A0  NpeKkpalleHua
BblAeNeHWa TpuMmeTunxnopcunadHa. Bpemd
peakynn 30:40 MWHYT. Bbixead Uenesoro
npcaykra coctaBnaet 97:-98%.

Mpumep 1

K cmecn 1565 r
TRPUMETUNCUNMIOBOIC acbmnpa
N,N-gumeTunkapbaanHOBOR KucnoTel, 1146 r
(0,0710 monb) rekcametungmcunasa-Ha n 60 mn
abconTHOrce  rekcaHa — goGaBnanmM npw
nepemelwmneaHms 2541 r (01776 monb)
AAMeTUNXNopMeTunxnopeunaHa. Kunatmnm 30
MWHYT. PacTBopuTent ydanunu. [onyyunu
13,86 r (97.,4%)
22,7, 7-TeTpameTun-4 S-6uc(gMMeTNNaMUHO)-TET
parngpo-1,6,4,9 2, 7-gnokcagnasagnucvneymH-5,1
0(2H, 7H)-aMoHa ¢ T nn = 103-105°C.
WMK-cnekTp, om™: 1670 (C= 0). NMP-cnekTp (5,
m.Aa.): 0,13 (SiMes), 2.67 (NMep). HargeHo, %:
C 4501 H 885 N 891, 8 17,73
C 12H2304N2Si> BelvucneHo, % C: 44,97; H
8,81;N 8,74; Si 17,52.

Mpnmep 2

Cwmeckb 15 r
TPUMETUNCUNMNCBOIC ahpa
N,N-aumeTtunkapbasnHoBol kucnotsl U 12,18 T
(0,0851 monb) AMMETUNXNOPMETUNXNopcKnaHa
KMOATUIMKA © TONOBKOW NOMHOR KOHASHCAUMK A0
npekpaLleHms BblAENeHUS
TpPUMeTUNXnopcknaHa. PeakymoHHylo  maccy
oTcpunetpoanu. [Monyudnn 13,37 © (98%)
22,7, 7-TeTpameTun-4 S-6uc(gMMeTNNaMUHO)-TET
parngpo-1,6,4,9 2 7-gnokcagnasagnucuneymH-5,1
0 (2H, 7H)-gvora ¢ T nn = 104-105°C.

Takum  00pa3oM, nNpednoKeHHBIR cnecod
No3BONAET NEerko, B OAHY CTagmi MNoyunTs C
BbICOKMM  BEIXOOOM  paHee  HEeW3BECTHLIA
22,7, 7-teTpameTun-4 S-6uc(gMMeTNaMUHO)-TET
parngpo-1,6,4,9,2, 7-gnokcagnasagucuneyui-5,1
0(2H, 7H)-anoH.

Cbopmyna I/I306peTeHI/IFIZ

Cnocob NnonyYeHms
2,27, 7-TeTpameTun-4,S-ouc(gnMeTnnaMmmHo)-TeT
parnapo-1,6.4 9 2 7-guokcaguasagucuneymH-5,1
0(2H, 7H)-amMoHa, 3akoYaWwnincs B TOM, YTO
OCYLUECTBMAKT B3aMMOOeWcTBME
O-cununypeTtaHoB obuein chopmynbl
Me 3SIOC(ONRR', rmae R= H, SiMes R'=
NMe 5, ¢ AUMETUN-XNOPMETUINXNOPCHUIAHOM UMK
CMECbl0  OWMeTWUnXnopMerTunxnopcunaHa ¢
rekca-meTUnaucunasaHomM npu  KnnayeHun B
TeueHne 30:40 MUH.

(0,0888 monb)

(0,0851 MOINb)
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