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Justundocdur ObICTpO B3aMMOAECTBYET ¢ rekcamermiaucmiazanom rnpu 20°C B npucyrersun 52 mon % ZnCl,
¢ oOpa3oBaHueM IMITWI(TpUMETHICHIII)pochuTa ¢ BBIX0JOM 76%.

KiawueBbie caoBa: mmdtmndocdur,
karanuzarop—pearet, ZnCl,.
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Peaknus Muxasnnca-ApOy30Ba SIBISIETCS OITHOU U3
KITFOUEBBIX peakinii B cuHTe3e (HochopopraHmIeCKUX
coenuHeHud. [lokazaHo, 4TO BBeJAEHUE B HEE TpuMe-
TWICHIWIOBBIX 3(UpoB TpéxBasneHTHOTO docdopa
IPUBOIUT K JIyYILIMM BBIXOJIaM II€JIEBBIX NIPOAYKTOB, B
CPaBHEHUU C aHAJIOTMYHBIMHU TpHANKWiIpochuTamu [1,
2]. BoctpeboBaHHBIM MPEKypcOpoM peakuuu Muxas-
muca-ApOy30Ba SBISETCS  AUATHI(TPUMETHIICHIINN )-
dochur 1, KOTOPHI IIUPOKO HCHOIB3YETCA IS
cuHTe3a (ochOopOpPraHMYECKUX COENMHEHUH pa3innd-
Horo cTpoeHus [2, 3]. B murtepatype ommcaH croco0
nosryderus ¢pocdura 1, mpu B3aUMOACHCTBHH AU THII-
¢dochuta 2, ¢ TPUMETIWIXJIOPCUIAHOM B TPUCYTCTBUH
OCHOBaHWMii [4, 5]. lpyroii cmoco0 MoTydeHHs TUITHI
(Tpumetmiacwmmn)pochura 1 OCHOBaH Ha B3aUMO-
neiictBun  nuaTHAGOCchHUTa 2 ¢ TeKcaMeTHUJIIUCHIIa-
3aHOM 3, OJHAaKO 3Ta PEaklUHs MPOTEKAeT TOJBKO B
JOCTaTOYHO >KECTKUX YCIOBHSAX — MPU HAIPEBaHUHU 1O
110°C B Teuenue 2 4 B MHEPTHOH aTMocdepe [6, 7].

[Iponomxkas panee HayaTble ucciaeaoBanus [8—10],
MBI BIIEPBEIE ITOKA3aJIHA, YTO PEaKITuio AMATHI(oCchUTA
2 ¢ reKCaMeTHIIANCHIIa3aHOM 3 KaTaTU3UPYIOT XJIOPUIIBI

TCKCaMCTHIIIMCHIIa3aH,

TV TII( TPUMETIICHIN ) POCHUT, KaTams,

u 6pomunsl Li, Mg, Ca, Sr, Ni, Zn, Cu(l), a Takxe KF
(cat., cxema 1). B mpuCyTCTBHH KaTaTUTHICCKIX KOJIH-
gyecTB (1-2 Mon %) 3Tux coneit pocur 2 u rekcame-
Tunaucunazad 3 pearupyrot yxe mnpu 20°C, ¢ mocne-
nmytormuM pasorpeBoMm 1o 40-45°C. Peaknusa mpore-
KaeT JOCTaTOYHO OBICTPO, OJHAKO, BO BCEX CIydasx
KOHBepcus quaTwidochura 2 cocraBiseT He Oolee
72—82% (mannble 1o criektpam SIMP 3p PEaKLHOHHOMN
Macchl mociie 20 9 B3auMoIeHCTBHSA).

Bo3MOXHBIM 0OBsICHEHHEM HaOIIIOAaeMOi KapTH-
HBI, MOJKET OBITh OOPAaTHMOCTH PEaKITMH, PAaBHOBECHE
KOTOpOW ycTaHaBinuBaeTcs npu 72—-82% KOHBepcHU
ucxojHoro gocdura 2 (cxema 1).

C Uenpl0 MOBBIIIEHMS BBIXOJAa W I CABUTA
pPaBHOBECHSI B CTOPOHY IIEIEBOTO IUATWII(TPUMETHII-
cumuin)ocoura (1), TpedyeTcs KaTamauzaTop, CIocoo-
HBI, KpOME COOCTBEHHO KaTaim3a B3aWMOJCHCTBUS
COEIMHEHMH 2 U 3, TakKe MOIJIOIATh BBIACIISIOMIMICS
mpu peakuuu aMmuak NHjz, caBuras paBHOBecue
BIIPAaBO, T.C., BBICTYIIaTh B POJIM KaTald3aTopa-pea-
rerTa. M3 u3ydeHHBIX HAMU coJiell HanOoJiee TIPHUTo/I-
HBIM JUJIl 3TOM LIeJIM OKa3aJcd JOCTYIHBIA U HEHO-

Cxema 1.

Cat.
2(EtO),P(O)H + (Me3Si),NH =—== 2(Et0),POSiMe; + NH;

2 3
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CxeMma 2.

2(EtO),P(O)H + (Me;Si),NH

1/2 ZnCl,, 20°C

2(Et0),POSiMe;

-1/2 [Zn(NH3),]Cl,

Konsepcus qustundocdura (2), %; B 3aBUCHIMOCTH OT BpEMEHH peakiiy 1 Konumdecta ZnCl,.

Bpewms, u
ZnCl,, moa %

0.5 1 2 20
20 41 42 42 74
30 56 57 58 77
40 75 78 80 81
50 96 94 95 96
52 99.4 99.4 99.4 99.4

poroii ZnCl,, kotopsriii 3¢ dexktuBHO cBszpiBacT NHj,
oOpaszyst mpounblii ammuakat [Zn(NH;),|Cl, [11],
(Temrr. pazi. > 245°C [12]), TeM caMbIM cIBHTasi paBHO-
BECHE PEakKlUH B CTOPOHY IEJICBOTO COCNUHCHUS —
muaTUi(TpuMeticuann)dochura (1) (cxema 2).

HccnenoBanue B3auMoneiicTBusi audTHIOCHUTA
(2) ¢ rekcamermimucuiazaHoM (3) B NPUCYTCTBHH
ZnCl, mokazano, 9to peaxius nporekaet mpu 20°C; u
ONTUMANBHBIM SBISIFOTCST 52 Mon % ZnCl, (oTHO-
cuTensHO BhImerstronierocss NHs, cMm. Tabm.). IIpu aToMm,
3a 2 4 B3aMMOJCUCTBUSA KOHBEpPCHS auaTUiIdochura
(2) KOppenupyeT ¢ KOINYEeCTBOM MOJIEKYJI aMMHaKa B
[Zn(NH;3),]Cl,, paBaom 2 [11]. Tak, mpu 20 mon %
ZnCl, xouBepeust auatmindochura 2 paBHa 42%, npu
30-58% u T.1. (cM. TabaHILy), 4TO MOATBEPKIAAET POJIb
ZnCl,, kak katanuzartopa-pearcura. [Ipm 52 mon %
7ZnCl, metomom SIMP *'P Geuto YCTaHOBJICHO, YTO
pEaKIMOHHAs Macca COACPKUT MPAKTHYECKH TOJBKO
onuH npoaykt, Gocut 1. Koneunsrii Berxos docdura
1, mocne ABYyKpaTHOM MEPEroHKM B BaKyyMe, pPaBeH
76%. CHMKEeHHE BBIXO/Ia CBSI3aHO C MOTEPSMH M3-3a €T0
JIeTy4eCcTd B BaKyyMe, CBOMCTBEHHOH TPHUMETHIICHIIH-
JIOBBIM 3(pHpam.

Takum o00Opa3oM, TPEIIOKEH HOBBIM KaTaIUTH-
YeCKUH METOJ CHHTEe3a AMITHI(TpUMETHIICHIII)(oc-
¢uta (1). Ilpr >TOM, MOCKONBKY peaKIHs MPOTEKAET
osictpo (0.5 9, cM. Tabm.), Oe3 HarpeBaHus M B
M30BITKE TeKCaMEeTHIIMCHIIa3aHa 3, MHepTHAsT aTMOC-
¢epa He TpedyeTcs.

Cunre3 nmyTwii(tpuMmerwicuiania)pocdura (1). K
1.02 r (7.53 MM, 52 mon %) ZnCl, nodasuau 2.80 T
(17.40 MM) rexkcamerunaucuiazada 3 u 4 r (29.0 MM)
muTundocdura (2) 1 UHTCHCUBHO TMEPEMEITNBAIN B
teuenue 0.5 4. [Ipu 3TOM peaknmoHHas Macca camo-

MpOU3BONBHO pazorpenachk 10 40°C, u 3aTeM ocThlIa
o 20°C. Paz6aBwim 10 M meHTaHa, MepeMeNIuBaIN
30 muH ¥ puIbTpoBaH. OUILTPAT YIAPIIN B BaKyyMe
14 mm. pt.ct. ipu 20°C. Tlocne ABYX MEePETOHOK MOITY-
ynn 4.67 1 (76%) ausTun(TpuMeTHiacHiII)pochura
(1). Tx. 62-65°C npu 14 mm. pr.ct. (qTuT. 61-63°C
npu 14 mm. pr.ct. [13]). Crexrp SIMP 'H (CDCly), 3,
m.a.: 3.82-3.73 m (4H, 2 CH3CH,0), 1.20 T (6H, 2
CH;CH,O0, J 7.1 T'm), 0.19 ¢ [9H, Si(CHj);]. Crektp
AMP *'P (CDCly), 8, m.a.: 127.43. Haiineno, %: C
40.09; H 9.33; P 14.88; Si 13.43. C;H;90O;PSi.
Beruucaeno, %: C 39.98; H 9.11; P 14.73; Si
13.36.

Crnextps SIMP 'H u *'P 3apeructpupoBaHbI Ha criekT-
pomerpe Bruker Avance 400 (400.13 u 161.98 MI'n
cootBercTBenHO). Crektpsl SIMP °'P peaknmonnoit
Macchl 3apETUCTPUPOBAHbl B IIEHTAHE IIPHU HCIIOJIB30-
BaHWU BHemHero crapaapTa (85%-mbii  HiPO,).
Crextpst SIMP 'H u *'P muyrun(tpumernicumm)
docdura 1 3apernctpupoBansl B CDCl;. Ucnons3oBan-
Heie B pabote nenran u CDCl; neperonsun Hax P,Os u
xpanuwnu Hag K,COs;. DOnementneiit anamuz C, H
BBHINIOJTHEH Ha aBTOMaTHYeckoM aHanuzaTtope Carlo
Erba 1106. DnemenTHbIi aHanu3 P, Si BLIIOJIHEH CIIEKT-
podoromerpuuecku Ha mpudope Cary 100 Scan.
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Diethylphosphite rapidly reacts with hexamethyldisilazane at 20°C in the presence of 52 mol % ZnCl, to form

diethyl (trimethylsilyl) phosphite with a yield of 76%.
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