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XUMUA

PEAT'EHT PBr; B CUHTE3E 2-3AMEIIIEHHBbIX
M 3-3AMEHIEHHBIX 1H-®POCPOJAHOKCHUI0B

© E.1IO. Byabiknna, A.Jl. MaxamarxanoBa, T.B. Tiomkuna

B3aumoneiictBuem pearenta PBr; ¢ 3amemennbiMu 1-3TunanoMonaHaMi, CHHTE3HPOBAHHBIMH IO PEAKITUN
KaTaTUTHIECKOTO MUKIOATIOMIHAPOBAHUS TEPMUHAIBHBIX aJIKCHOB M CTUPOIIA, C TMOCIETyIomel cTaaueld THapo-
nu3a nonydensl 3-ankuin(apun)-1H-pochonanokeuast ¢ Beixonom 64—81% u 2-pennn-1H-pochonanokcus ¢ BbI-

xo110M 23%.

KroueBbie crioBa: AJIFOMOJIaHbI, HUKJIOAJIIOMUHHUPOBAHUE, TCTCPOUKINICCKUC COCIUHCHNA, (bOC(i)OJ'IaHOK—

cuibl, Tpudpomua pocdopa.

Brenenue. ®ocdonaHokcuapl — Kiacc MsATH-
YWICHHBIX LUKINYECKUX OPraHW4YeCKUX COeIuHe-
HHW, comepkamux oauH atoM (docdopa B IHKIIE,
HaXOIsT WHIMPOKOE NPHUMEHEHHE B KadecTBe 3¢-
(EeKTUBHBIX MHTepMenuaroB [1, 2], TUraHmoB ais
METaJUIOOPTAaHUYECKOW XWUMHU H Katammsa [3],
MpenapaToB JJsl MEAULIUHBI U CEIbCKOTO XO3SHUCT-
Ba [4]. HccnenoBanus, HampaBieHHBIE Ha pa3pa-
00TKy 3 PeKTHBHBIX METONOB cuHTe3a (hocdoma-
HOKCHUJIOB U HX IPOU3BOAHBIX C IPUMEHEHHEM
MPOCTBIX U JOCTYIHBIX PEarcHTOB NPEACTaBIISIOT
OoypIION mpakTHdeckuid nHTepec. OMHUM U3 HO-
BBIX M IIEPCIEKTUBHBIX HAIIPABICHUII B CHHTE3€
MSATHWICHHBIX TUKINYecKuX hocdopopraHnueckux
coenunenuii (POC) sBngeTca npsMoe in sity Tpe-
BpalleHNE aTOMOJIAHOB (AIIOMUHALMKIONCHTAaHOB
Y aJIOMUHAIMKIONEHTEHOB), OOpa3yIOIMXCs B
pe3yibTaTe peakuud KaTaJuTHYEeCKOTO ITUKIIO-
QIIOMUHUPOBAHUS  HENpEeNbHBIX  COeIMHEHUI
(aJIKeHOB, aJKWHOB, O,M-TAOJICPUHOB, HOPOOpPHE-
HOB), B COOTBeTCTBYOIIME (hochoneHbl u Hocobl
C TIOMOIIBIO AJKWI(ApHII)IUTaIoreHHIOB Gochopa
[5-7]. HemaBHO HaMu TIpEemyIO’KEH METOJM CHHTE3a
3-ankwi(apui)-1 H-pocdoaaHOKCHAOB  peakiuein
3aMeIleHHsT aToMa AIOMUHHSA B allOMOJIaHaxX Ha
atoM (ocdopa ¢ momonrpo Tpuxiopuaa gochopa
[8, 9]. B pamMkax mpoBOIUMBIX HAMH UCCIICTOBAHHUH
[0 CHHTE3y MATUWICHHBIX Hukinmdeckux ®OC mbl
H3yYWIN PEAKLUUIO 3-3aMEIICHHBIX, 2-3aMeIlEeHHbBIX

U HOPOOpPHAH-aHHEIUPOBAHHBIX ATIOMONAHOB C
PBr; B kauectBe (hochopHOTrO peareHra.

JKcNepUMeHTAJIbHA 4acTh. XpoMaTorpa-
(uuecknif aHANWU3 MPOBOAWIN Ha  TPHOOpE
Shimadzu GC-9A, «komonka 2000X2  mwm,
HenoyBkHast (aza — cuimkoH SE-30 (5%) nHa
Chromaton N-AW-HMDS (0.125-0.160 mMm), ras-
Hocutenb — remmd (30 wmu/mmH), npm
porpaMMupoBaHuu Temmeparypsl ot 50 go 300°C
co ckopocThio 8°C/mun. Criektpsl IMP 'H, °C u
P sammcansr 8 CDCl; Ha crektpomerpe “Bruker
Avance-400” (100,58 MI't mas °C, 400,00 MI'n
A '"Hu 161,92 MI't gos 3 1P). Macc-cnekTpsl co-
SIMHEHUH perucTpupoBaid Ha mpubdope “Shimad-
zu”, momenb GCMS-QP2010 Plus (crexisHHas
KanwuIspHas KOJIOHKA SLB-5ms
60000%0.25MM*x0.25um  (Supelco, CIIIA), ra3-
HOCHUTEJb-TeJINiA, MPOrpaMMHPOBAHHE TEeMIICpaTy-
pet ot 40 mo 280°C co CcKOpOCTBIO 5 Trpan/MuH,
teMreparypa wucnaputens 280°C, temmepaTypa
ncrounnka moHOB 200°C, 70 3B). CooTHomeHne
MPOAYKTOB YCTaHABIMBAJIM MO WHTETPAIBLHON HH-
TEHCHBHOCTH CHTHaioB B crektpe SMP °'P.
Peakiuu ¢ MeTamIOOpraHU4eCKUMH COCIMHEHHS-
MU TPOBOJIMIIN B TOKE CyXOT0 aproHa.

Mertonuka cunTe3a 3-aaxkuia(apuia)-1H-
docdonanokcunos (odmas meronuka). B aByx-
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XUMUA

TOPIIYIO KPYTJIOJAOHHYIO KOJIOY, YCTAaHOBJICHHYIO Ha
MarHuTHOM Memanke, B aTrMocdepe aproHa
noMemand 5 mmonb o-onepuHa u 0.25 Mmonb
(5 moi. %) xatamuszaropa Cp,ZrCl,. Peakunonnyro
Maccy OXJIaXKAad W moOamBisum 5 MMoibh AlEts.
Temnepatypy nosbimanu g0 40°C u nepemeniu-
BaJld B TeUYeHHU 4 4yacoB. 3aTeM K PEaKIMOHHOMN
Macce mM00aBIsTH 15 MII XJOPHUCTOTO METHIICHA,
cMmech oxnaxaanu 1o -10°C u MeIyIeHHO pUINBa-
ma 15 mmoms (1.31 mi) PBrs. Temmepatypy
JIOBOJMIIA IO KOMHATHOM W TEpeMEeIINBald B
TeyeHne 4 4yacoB 10 OOeclBEYMBAHHUS pPacTBOpa.
3areM peakIMOHHYI0 MAacCy BHOBb OXJIAXKIAIH IO
-10°C u mo kamsaM J00aBISLTA TUCTHILTHPOBAH-
HYy10 BoAy. OpraHUYeCKHiA CIIOW OTACIISITH, BOTHBIN
cnoit mBaxabl dkcrparupoBanmu CH,Cl,. O0bemu-
HEHHYIO OPTaHUYECKYI0 (PPaKIHIO0 BBIJICPKUBAIU
Hagy MgSQO,, pacTBOpHUTENH OTTOHSIIH HAa POTOPHOM
ucnapurtele u nenessie 1 H-pochonanokcuas 2a-e

BBIACIANIM  BAaKyyMHOM TEPErOHKOH B  BHUIE
OecIBETHBIX Macedl.
3-byrua-1H-dochonanokcun (2a), cmech

JIBYX M30MepoB (cun : anmu = 1:1). Bexon 72%,
OecuetHoe Macio, bp 76-77°C (1 mMm.pT.cT.).
Crextp SIMP 'H, &, m.a. (JIx, T'm): 0.70-0.75 (m,
6H, C(9'HHs, C(9)H;), 1.12-1.34 (M, 13H,
C(3"HH,, C(3*H,, C(2"MHH,, C(2*H,, C(1'"H,,
C(1"MH,, C(2"HH,), 1.47-1.53 (M, 2H, C(4*)H,),
1.62-1.74 (M, 2H, C(3")H, C(5*)H,, 1.82-1.96 (m,
5H, C(5")H,, C(4")H,, C(4")H,, C(2")Hy), 2.06 (M,
1H, C(3%)H), 2.17-2.25 (M, 3H, C(5%)H,, C(2*)H,),
7.35 (m, 'Jpy = 465.2, PH), 7.37 (1, 'Jp.y = 466.5,
PH). Cmextp SIMP “C, &, ma. (J, I'm): 13.80
(C(4""%), 22.43 (C(3"?), 25.49 (n, 'Jer= 644,
C(5Y), 27.04 (n, Jer= 63.4, C(5%), 29.33 (x,
*Jer= 8.0, C(4")), 29.66 (1, “Jcp= 6.0, C(4%)), 29.72
(C(2"™%), 32.05 (n, 'Jep= 66.4, C(2Y), 32.86
(n, Jop= 644, C2%), 3537 (n, *Jep= 13.1,
C(1"), 35.60 (n, *Jep= 12.1, C(1"), 36.88 (x,
Jep= 11.1, C3Y), 38.16 (1, *Jep= 7.0, C(3%)).
Crektp SIMP *'P-{'H}, &, m.n. (J, I'm): 46.96;
49.76. GC-MS, m/z: 160 [M]".
3-I'ekcun-1H-gpochonanoxcun (2b), cmecn
JIBYX M30MepoB (cun : anmu = 1:1). Beixon 78%,
OecmBetHoe Macio, bp 102-103°C (1 mMm.pT.cT.).
Crextp SIMP 'H, §, m.n. (JUx, T'm): 0.73-0.85
(M, 6H, C(6")Hs, C(6)Hs), 1.14-1.35 (m, 21H,
C(5"HH,, C(5)H,, C(4")H,, C(4*)H,, C(3')H,,
C(3"H,, C(2')H,, C2*)H,, C(1")H,, C(1”)H,,
C(2"YH,), 1.49-1.56 (M, 2H, C(4")H,), 1.65-1.75
(M, 2H, C(3YH, C(5)H, 1.83-1.99 (m, 5H,
C(5"H,, C(4"H,, C(4"H,, C(2")Hy), 2.09 (M, 1H,
C(3%)H), 2.20-2.28 (M, 3H, C(5*)H,, C(2*)H,), 7.36
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(n, 'Jpy = 464.4, PH), 7.39 (n, 'Jp.y = 465.6, PH).
Crextp IMP “C, &, m.i. (J, Tw): 13.93 (C(6'?)),
22.45 (C(5""?), 25.45 (1, 'Jep= 64.8, C(5"), 26.95
(n, Jer= 63.4, C(5%), 27.56 (C(2"?)), 29.08
(C(3"™%), 29.40 (n, “Jep= 8.55, C(4), 29.68
(n, Jep = 6.2, C(4)), 31.58 (C(4""%)), 31.99 (x,
Jep =662, C(2YH), 32.77 (m, Jcr= 64.7, C(2%)),
35.71 (m, *Jep= 13.2, C(1"), 35.95 (m, *Jep= 12.5,
C(1"%), 37.00 (z, “Jep = 10.9, C(3")), 38.22 (x,
2Jer= 1.6, C(3%). Cuexrp SIMP *'P-{'H}, §, m.x.
(J, T'): 48.68; 49.08. GC-MS, m/z: 188 [M]".
3-Oxtua-1H-pocdonanokeua (2¢), cmech
IBYX u30MepoB (cun : anmu = 1:1). Beixon 81%,
OecuBetHoe macino, bp 127-128°C (1 mm.pT.cT.).
Crextp SIMP 'H, &, m.a. (JIx, T'm): 0.70-0.82 (m,
6H, C(8')H;), 1.10-1.39 (M, 25H, C(7'")H,,
C(7")H,, C(6"YH,, C(6™H,, C(5')H,, C(5*)H,,
C(4'HH,, C(4”)H,, C(3"HH,, C(3*)H,, C(2")H,,
C(2")H,, C(1'"YH,, C(1"H,, C(2")H,), 1.48-1.56
(M, 2H, C@4HH,), 1.65-1.75 (v, 2H, C(3HH,
C(5)H,, 1.83-1.99 (M, 5H, C(5")H,, C(4")H.,
C(4"H,, C(2")Hy), 2.09 (M, 1H, C(3%)H), 2.20-2.28
(M, 3H, C(5%)H,, C(2H)H,), 7.33 (n, 'Jpo.y = 464.4,
PH), 7.35 (1, 'Jo.u = 464.4, PH). Criextp SIMP “C,
5, M. (J, Tm): 14.15 (C(8™%), 22.69 (C(7'?)),
25.17 (1, 'Jep= 64.4, C(5")), 26.78 (1, 'Jep= 64.4,
C(5%), 28.60 (C(2"'%)), 28.90 (1, 2Jep= 8.1, C(4")),
29.03 (C(4""%)), 29.28 (z, *Jep= 6.0, C(4%), 29.33
(C(5"%)), 29.57 (C(3"?), 31.72 (n, 'Jep= 634,
C(2"), 32.58 (n, 'Jep= 66.4, C(2%), 35.09 (x,
3Jep=13.1, C(1'), 35.10 (m, *Jep= 12.1, C(1")),
36.35 (m, *Jep= 10.1, C(3")), 37.72 (m, “Jep= 7.1,
C(3%). Cmextp SIMP °'P-{'H}, &, m.a. (J, I'n):
44.88; 46.81. GC-MS, m/z: 216 [M]".
3-ben3ua-1H-dochonanokcun (2d), cmechb
IByX u3oMepoB (cun : anmu = 1:1). Beixon 64%,
oecupetnoe macio, bp 150-156°C (1 mm.pT.cT.).
Cuektp SIMP 'H, §, M. (JIx, I'm):1.2—-1.38 (M, 1H,
C(4"HH,), 1.31-1.63 (M, 2H, C(2")H, C(2)H,),
1.61-1.85 (M, 2H, C(4)H,, C(5")H,), 1.84-2.20 (m,
6H, C(2")H,, C(4")H,, C(4H)H,, C(3YHH, C(5)H,,
C(5H)H,), 2.21-2.36 (M, 2H, C(2%)H,, C(5")Hy),
2.47-2.57 (m, 1H, C(3%H), 2.70 (xn, 2H, *J = 8.0,
C(1'HH,), 2.78 (m, 2H, *J = 8.0, C(1")H,), 7.16—
7.28 (v, 6H, C3'HH, C(4'HH, C(5'HH, C(3")H,
C(4")H, C(5")H), 7.28-7.37 28 (m, 4H, C(2'")H,
C(4'HH, C(2"H, C(4™HH), 7.39 (n, 1H, Yoy =
464.0, PH), 7.47 (n, 1H, 'Jp.y= 460.0, PH). Criextp
AMP C, &, m.a. (J, Tn): 25.68 (1, 'Jep= 64.4,
C(5Y), 2725 (n, 'Jep= 64.4, C(5%), 29.11 (x,
2Jer= 8.0, C(4")), 29.48 (1, “Jep= 6.0, C(4%)), 32.05
(1, 'Jop= 64.4, C(2"), 32.87 (u, 'Jep= 64.4, C(2%)),
38.83 (1, *Jep= 10.1, C(3")), 40.03 (1, “Jep= 7.1,
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C(3%), 41.78 (m, *Jep= 13.1, C(1""), 41.93 (x,
Jep= 121, C(17), 126.29 (C(5''%), 128.44
(C@3"™2, 7)), 128.85, 129.89 (C(4"72, 6'?)),
139.78, 139,92 (C(2'"?%)). Cnextp SIMP *'P-{'H}, 5,
M.a. (J, Tr): 45.47,45.98. GC-MS, m/z: 194 [M]".
3-®enni-1H-pocdoaanokeny (2e), cmech
IBYX n3oMepoB (cun : anmu = 1:1) (B cMmecu ¢ 2f).
Oo0mmit Beixon 70%, OecLBETHOE MAaciaO, 3acCThI-
Batoree rpu crosaud, bp 134-145°C (1 mm.pT.CT.).
Crextp SIMP °C, 8, m.o. (J, T): 26.03 (1, 'Jep =
64.4, C(5")), 27.82 (1, 'Jep=61.4, C(5%), 30.88 (x,
2Jep = 6,0, C(4")), 31.69 (1, “Jcp = 4.0, C(4%),
33.61 (m, 'Jep = 65.4, C(2")), 34.01 (m, 'Jcp = 64.4,
C(2%), 42.00 (11, Jep = 12.0, C(3")), 43.10 (1, “Jeop
8.0, C(3%), 126.57 (C(4™"), 126.64 (C(4™)),
128.80 (C(6', 2%, 129.05 (C(3'™% 57,
142.02 (m, *Jep = 16.1, C(1'"), 142.30 (1, *Jep =
13.1, C(1'%). Cmextp SIMP *'P-{'H}, §, m.x. (J,
I'm): 45.07; 45.57. GC-MS, m/z: 180 [M]".
2-®enna-1H-dpocdoaanokenn (2f), cmecn
IBYX u30MepoB (cun : anmu = 1:1) (B cmecu ¢ 2e).
OOmmii Beixon 23%, OeCLBETHOE MAciaO, 3aCThI-
Barolee npu crosuuu, bp 134-145°C (1 mm.pr.ct.).
Crextp SIMP "°C, &, m.a. (J, T): 21.28 (1, “Jep =
5,0, C@4"), 22.61 (g, Jep = 6.0, C(4%), 25.50
(m, Jep = 63.4, C(5Y), 2741 (m, "Jop = 63.4,
C(5%), 29.30 (n, *Jep = 17.0, C(3Y), 32.56 (x,
*Jep = 10.0, C(3%)), 45.37 (n, 'Jep = 62.4, C(2Y),
46.73 (m, 'Jep = 62.4, C(2%), 127.05, 127.11
(C(9'%)), 128.72 (1, *Jep = 6.0, C(7', 11')), 128.94
(m, *Jep = 8.0, C(7%, 11%)), 129.06 (C(8'%, 10'?)),

1) 1 3kxB. PBr3

Bu
Et;Al, [Zr] 2) HzO
Ny
Bu  40°C,4h
Al
Et
[Zr] = Cp,yZrCl,y 1a

135.13 (1, *Jep = 6.0, C(6")), 136.39 (1, *Jep = 2.0,
C(6%). Cmextp SAMP *'P-{'H}, §, m.a. (J, I'n):
42.44,59.90. GC-MS, m/z: 180 [M]".

PesyabTaThel W ux ob0cy:xkgeHue. 11 ycTa-
HOBJICHHST BO3MO)KHOCTH TIPHMEHEHHS pearcHTa
PBr; B peakuuu 3aMelieHusi aroma ajllOMHUHUS B
almoMoJiaHax Ha atoM (ocopa B kauecTBE MOZCIh-
HOTO COGQWHEHWS BBIOpann  3-OyTwii-1-3THI-
AIMIOMHHALMKIIONEHTaH l1a. YCTaHOBWIM, UTO peak-
st 1a, MOy4eHHOTO in Sity IUKIOATIOMHUHHPOBA-
HueM rekcena-1 ¢ momoineio Et;Al B mpucyTcTBUM
5 Mo % CpyZrCl,, ¢ SKBUMOJIBHBIM KOJIUIECTBOM
PBr; nocne ruiponusa peakiinoOHHON MacChl IIPUBO-
IUT K OOpa30BaHUIO NBYX MPOIYKTOB — 3-OyTHII-
1H-dpochonanokcuna 2a (46%) ¥ anUKIMIECKOTO
strn(2-3Trnrexcun)pochunokcuna 3a (21%) B co-
otHoOmIeHWH ~ 2 : 1 (puc. 1).

CenekTUBHOE 00pa3oBaHUEe 2a HAOIIOIAeTCs
IIPU UCIOJIB30BAHUU TPEX SKBHBaJIEHTOB PBr; ¢
BBIXOIOM 78% (pHC. 2).

Brixon mpoaykra peakiydd 2a 3aBUCUT OT
BPEMCHHM TPOBEACHUS peakiuu. Tak, depe3 JaBa
yaca rociie nooasiennst PBr; BeIxoq 2a cocTaBiIsll
sumb 30 %, Ipr 3TOM OCHOBHBIM TPOyKTOM pe-
aKIUU SBISICS 3-METHITENTaH — MPOAYKT TUIPO-
nu3a ucxomHoro la. [lpu yBenmu4eHWU BpeMEHH
peakiuu g0 10 yacoB BBIXOJ 2a yBEIUYWIICA JO
78%. OnTuManbHBIM PacTBOPUTENEM IS IPOBe-
JICHUSI PEAKIUH SIBIISIETCS XJIOPUCThIA METHIICH.

Pes

/\

3a

//“%

2a

Puc. 1. Peakuus 3-0ytwi- 1 -3TrnanmoMuHanukiIonenrada ¢ 1 sxks. PBr;

R

1) 3 7xB. PBr;

2) H,0

Al

Et
1a-d

P
O/ "L?H

2 a-d

R = n-Bu (72 %) (a), n-Hex (78 %) (b), n-Oct (81 %) (c), Bn (64 %) (d).

Puc. 2. Cunres 3-ankwi(6ensun)dochonanokcuaos 2a-d
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Ph
Et;AL [Zr]
/\Ph .
40°C,4h Al
Et
le

1

2

1) 3 okB. PBr3

2) H,0
—_—
Ph
Al
Et
1f

Ph
Ph
N
Netosloiat
P /\P\ P Ph Ph
7 7 7

H

2e 3e

1
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b}
o)

H

2f 3f

05 : 1

Puc. 3. Cunres 3-dpenmindochonanokcuna 2e u 2-penmndocdonanokcuna 2f

B pa3zpabotanapix ycnmoBusx (3 skB. PBrs,
CH,Cl,, 20-22°C, 8-10 u4) cuHTE3UPOBaHbI
3-0ytun-1H-dpocponanokecuny 2b, 3-oxtmn-1H-
dochomanokenn 2¢, 3-6en3mi-1 H-pocdomanokcuy
2d c Berxomamu 64—78%. BeimeneHHBIE TPOXYKTHI
2b-d mpeacraBisioT o000l cMech cum/anmu M30-
MepoB B cooTHomeHuu 1:1 (puc. 2).

CTpocHHE CHHTE3MPOBAaHHBIX IUKINYCCKUX
®OC noaTBEPKAECHO METOJaMU Macc-CIIeKTPOMET-
puu u SAMP IH, 13C, 3p CIIEKTPOCKOINHH, & TAKXKE
roMO- M TreTeposiiepHbix 2D  KOppeasaiuOHHBIX
skcnepumentos (COSY 'H-"H, HSQC, HMBC).

CwMmech 3-(peHm- 1 -3TunamoMIHAIMKIONEHTaHa
le n 2-dpenwr-1-stunamomuHarkiIonenrana 1f,
oOpasyromascss Mpu B3aUMOJAEHCTBUHU CTHpOJIA C
Et;Al B mpucyterBun Cp,ZrCl, B cooTHOmeHNH 1:2
COOTBETCTBEHHO, B3aMMOJIecTBYIOT ¢ PBr; ¢ 0Opa-
30BaHHEM cMecH MpoAyKToB. CocTaB NPOIYKTOB
CBHUJICTENILCTBYET O TOM, YTO 3-3aMEILCHHBIN aJlto-
MojaH le ycmemHo TpaHchOpMHpYeTCsS THOA AeH-
crteueM PBr; go meneBoro 3-denmnn-1H-docdonan-
OKCHJa 2e U alUKIN4ecKoro JSTui(2-peHu-
OyTtun)dochunokcuna 3e ¢ Beixogamu 70 u 26%
COOTBETCTBEHHO. Y CTaHOBJIEHO, YTO B JaHHOU pe-
akmuu  2-perm- 1 -3 TrnamomuHaukiIonentan 1
MEHee peakOHHOCIIOCOOEH, BbIXo 2-penut- 1 H-
doconanokcuna 2f ve npesbimaet 23 % (puc. 3).

Crenyer OTMETUTbH, YTO NPEATIOKEHHBIN pea-
reat PBri/H,O okazancs HeadekTuBHBIM B peak-
UM C Yy4yacTHeM HOpOOpHaH-aHHEIHMPOBAHHOTO
aJOMOJIaHa, MOMYYEHHOTO in Sifu peakiueid IuK-

JIOAJIOMUHUPOBAHUS  HOPOOpHEHa,  IMOCKOJBKY
€MHCTBEHHBIM MPOJYKTOM PEaKLUHU MOCHIe THAPO-
m3a PEaKLNOHHON Macchl oKazaJcs
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3-3TUNHOPOOpHAH — MPOLYKT Pas3iIOKEHUS UCXOM-
HOT'O aJIlOMOJIaHa.

3akiaoueHue. BzaumopeiictBueM
3-anmkun(apnin)-1-3TUITATIOMONIAHOB,  TTOJTyYeHHBIX
peakiuell  IUKJIOATIOMUHUPOBAHUS  0-OJICHHOB
(rexcena-1, okreHa-1, nereHa-1, ammmnOeH3ona,
cTrpoia) B npucyTcTBuu karanmmzatopa Cp,ZrCl,, u
MOCIEAYIONINM THAPOJIM30M PEAKIIMOHHOW MacCh
CHUHTE3MpPOBaHbl 3-ankwi(apui)3amenieHuole 1H-
¢octhomanokcuabl ¢ npumenenreMm PBr; B kauectse
(dochopHOTO peareHra. Y CTaHOBJICHO, YTO BBIXOI U
COCTaB MPOJYKTOB PEAaKIMU 3aBUCAT KaK OT COOT-
HoleHus: PBri/amoMonaH, Tak W OT IOJIOKEHHS
3aMecTHuTeNs B Merantanukie. [Ipu skBUMOIBHOM
cooTHOIIEeHNH TieneBble 1H-hocdoaanokcuapl 1o-
JIYYEHBI C BBIXOAOM 54%, TIPH TPEXKPATHOM H30BIT-
ke — 64—81%. Haiineno, uto B pa3pabOTaHHBIX ycC-
nousx (3 skB. PBr;, CH,Cl,, 20—22°C, 8-10 u)
2-(heHn- 1 -3THIAIOMOTIAH TaK)Ke BCTYIAeT B peak-
o ¢ PBr;, oqHako Beixon 1meseBoro 2-henw- 1 H-
¢dochonanokcuga He npesbimaet 23%. Takum 00-
pasoM, peareHT PBr; moxker OBbITh TIpeIIOKEeH s
cuHTe3a 3-3amerIeHHbIx 1 H-hocdoranokcruaos.

Paboma evinonnena 6 pamxax I'ocyoapcmeen-
HO2o 3a0anusi Uncmumyma nedpmexumuu u xama-
auza YOUL] PAH (mema Ne FMRS-2022-0075).
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SYNTHESIS OF 1H-PHOSPHOLANE OXIDES FROM SUBSTITUTED
1-ETHYLALUMOLANES USING PBr;/H,0

© E.Y. Bulykina, A.L. Makhamatkhanova, T.V. Tyumkina

Institute Petrochemistry and Catalysis — Subdivision of the Ufa Federal Research Centre
of the Russian Academy of Sciences,
141, prospect Oktyabrya, 450075, Ufa, Russian Federation

A new reagent PBr3 has been proposed for the synthesis of 3-alkyl(aryl)-1H-phospholanoxides, based on the
reaction of replacing the aluminum atom in 3-alkyl(aryl)-1-ethylaluminolane with a phosphorus atom using phospho-
rus tribromide and subsequent hydrolysis. It was found that under the developed conditions, the yield of 3-
alkyl(aryl)-1H-phospholanoxides is 64—81%, and the yield of 2-phenyl-1H-phospholanoxide does not exceed 25%.

Keywords: alumolanes, cycloaluminization, heterocyclic compounds, phospholane oxides, phosphorus

tribromide.
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