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KPUCTAJLUIMYECKASI CTPYKTYPA mpanc-[ReO,(3,5-lut) 13
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Cmamowsa nocmynuna 8 aseycma 2014 .

Peaxkmmeit Rel; ¢ 3,5-myrumuaom (3,5-Iut) B ameroHUTpHie TONydeH KOMIUIGKC MPAHC-
[ReO,(3,5-1ut)4]l; — mpanc-mnokcorerpa(3,5-mytunun)penns(V) tpunoana. CTpykTypa TpH-
wmHHasA, np. tp. P 1, a=8,5224(9), b=8,9607(9), ¢ =12,6271(12) A, o.=76,987(3), p=
=73,932(3), v=65,500(3)°, V =2836,44(15) A°, Z=1, diy, = 2,040 r/cm’. ATomBI Re nmeror
OKTa3IpU4ecKoe KOOPIHMHAIMOHHOE OKpYKeHHe, 00pa3oBaHHOE aToMaMu N MojeKky 3,5-1yTu-
nHa 1 aToMaMu O, HaXOJSIIIUMUCS B MPAHC-TIONIOKEHUH.
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CTPYKTYpa.

B 1971 r. BrepBhle 6bITa MOMyYeHA COMb, cozepxkamas KatHoH [ReO,(py)s]” (py — mupumuH),
U ompejieieHa ee KpucTtaunyeckas ctpykrypa [ 1]. IlogobHble okcopeHneBble KOMIUIEKCH HHTEepec-
HBI TE€M, YTO MOTYT MPUMEHAITHCS B KAUECTBE KaTaIM3aTOPOB, OCOOCHHO B peakUHsIX OKHCICHUS [ 2—
4]. Takxe oHU O0NIAAAFOT YHUKAIBHBIMU JIEKTPOXUMUYECKUMHE, (HOTOPUINIECKIMH U (POTOXMUMHUE-
CKUMH CBOWCTBaMH, BaXKHBIMHU JIJISl TIOTCHIMAIBHOTO NMPUMEHEHHS W TIONYYMBIIMMH TPAKTHYECKOE
npuioxenue [ 5—8 . B Hacrosmei padote uzyyanu slaumoseiicteue Rel; ¢ 3,5-mytuanHom B Boa-
HO-alleTOHUTPUIIBHOM pacTBope. B pesyibTrare ObLI MONydYeH W CTPYKTYPHO OXapaKTEpHU30BaH KOM-
IeKe mparc-nuokcoteTpa(3,5-mytuaut)penus(V) TpPUHONI.

IKcnepuMeHTaNbHAsA YacTb. Vcxomuerii Rel; momyuanm peaxmueit HReO4 ¢ HI [ 9 ]. Ocrans-
HBIE PEareHTHl UCIOJIb30BAJIN KOMMEPUYECKHE.

Cunte3 [ReO,(3,5-lut)y]I; (1). B kpyrmomonnyto xoyn0y momecTtmim 1 mMa Bomel, 10 M arero-
Hutpwia, 1 mi (8,76 mmons) 3,5-nmytuauna, 200 mr (0,352 mmons) Rels. Tlonyuennyro cmecs Harpe-
BaJI Ha BOJsTHOM Oane mo 50°C u BBIIEPKUBAIA 3 1, 3aTeM OXJIaKIIATH 0 KOMHATHON TEMIIEPaTyphI.
B pesynbrate 6bUH MOJTy4eHBI MPU3MATHYECKHUE KPUCTAILIBI KENTOro 1Beta. Kpucramibl, mpuroansle
st PCA, orOupanu u3 peakimoHHOH cpenbl Bpyunyto. Beixon: 207 mr (57 %).

PentrenocTpykrypublii ananau3. Ctpoenme coemuHeHuss 1 ycranosimeHo metomom PCA 1o
CTaHAAPTHOW METOJMKE Ha aBTOMAaTHUYECKOM YETHIpEXKpYKHOM nudpaxtomerpe Bruker-Nonius X8
Apex, ocHameHHOM AByxkoopauHaTHeIM CCD nerextopom, npu Temneparype 150(2) K ¢ ucnons3o-
BaHmeM m3nydeHus MoK, (A =0,71073 /0\) 1 TpaUTOBOTO MOHOXPOMATOPA.

Kpucramtorpadgudeckie IaHHbIC: TPUKIMHHAS CHHTOHMs, mp.Tp. P1, a=8,5224(9), b=
=8,9607(9), ¢ =12,6271(12) A, o = 76,987(3), B ="73,932(3), y=65,500(3)°, V'=2836,4(2) A, zZ=1,
s = 2,040 T/eM’, u=6,429 MM . Pasmepnr kpuctamna: 0,20x0,10x0,10 mm. Beero usmepeno 7892
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Crpykrypa [ReOy(3,5-1ut)4]1;5. TernoBsle ammurncon-
Iibl ipuBezieHbl ¢ 50%-0 BepOATHOCTHIO

oTpakeHUs1 B obOyactu cheMku 20 ot 1,69 no
30,66° (-9<h<12,-12<k<12,-17<1<18),
u3 KoTophix 4898 HezaBucumsbix (R = 0,0193)
u 4569 nabmogaemsix (I = 20(/)). Oxonua-
TeJIbHBIE 3HA4YeHUs R-(akTOpPOB COCTaBHIIM:
R, =0,0294, wR,=0,0673 nns 4569 nabimro-
nmaembix  peduekcoB u Ry =0,0331, wR,=
=0,0690 nns Bcex 4898 HezaBUCHMBIX pediiek-
coB. 3uauenme S-aktopa 1Mo F° COCTAaBHIO
1,039.

[lormomenne ydyTeHO HSMIUpPUYECKU (11O
MHTEHCUBHOCTSIM 3KBHMBAJICHTHBIX OTPaXXCHUIN)
mpu momomu mporpammel  SADABS [10].
Kpucrammmyeckass crpykrypa pacmmppoBaHa
MOPSIMBIM METOAOM. ATOMBI Bojopoaa 3,5-1yTu-
JIMHA JIOKAJIM30BaHbl T€OMETPUYECKH U YTOUYHE-
HBl B MPHOJMKEHUH JKecTKoro Tena. OKoHua-
TEJIbHOE YTOYHEHHE MpoBeaeHo mosHoMaTpuuHbiM MHK B aHW30TpONTHOM MpUOIMKEHHH UL BCEX
HEBOJOPOAHBIX aTOMOB 10 HE3aBUCHMBIM OTPaKeHUsIM. Bce pacdeTs! BBIIOIHEHBI IO KOMILJIEKCY IPO-
rpamm SHELXTL [10]. KoopnuHaTel aTOMOB W BETHYIHHBI TETUIOBBIX MapaMeTPOB JCTIOHUPOBAHBI
B KemOpumkckom 6anke cTpykTypHbIX JaHHbIX (CCDC 1018481) u MOryT OBITH TOTYYEHBI [0 aApecy
www.ccdc.cam.ac.uk/data_request/cif unm y aBTOpOB.

Pe3yabTaThl H uX 06cyxaenne. CTpykrypa coenunerns 1 coctout u3 katnona [ReO,(3,5-lut),]"
u aHuoHa I (cM. pucyHok). B xatuone arom Re Haxogurces B OKTasApUUecKOM OKpPY>KEHUM, 00pa3o-

BaHHOM JIByMsi aroMaMu O, HaXOJSAIIMMUCS B MpaHC-TIONO0XKEHUH, U aToMaMHi N KOOPAWHUPOBAHHBIX
MOJIeKya 3,5-myTuanHa. B cTpykType mMeeTcs oanH KpucTayuiorpaduyeckn He3aBUCHMBINA aToM Re
(B meHTpe MHBEpCHM B Havaje koopauHaT). Paccrostaue Re—O (1,766(2) A) momagaer B mmamasom,
XapakTepHsblii 11 kommiekcos perns(V) [ReO,]" [ 11—15 ] u oTpaskaeT okuaaeMblii XapaKkTep JABOM-
HoMi cBs3u [ 16 ]. Paccrostnua Re—N (2,144(3), 2,146(3) /OA) TaK)X€ XOPOUIO COIVIACYIOTCS C aHAJIOTMY-
HBIMH B CXOKHX KoMmmuiekcax [ 14, 15, 17 ]. Ilentpanbreiii atrom 12 annona I3 Haxomurcs B 4acTHOM

nosutu  (1/2, 1/2, 1/2). Paccrostame 11—I2 (2,9125(4) &) HECKOJBKO KOpoue, 4YeM B mpaHc-
[ReO1(py)4]ls (2,9222 (12) /0\) [ 17 ]. Bce ocTanbHBIE aTOMBI HAXOAATCS B OOITUX TTO3HITHSX.

Panee Obu1 onmcan psg komiuiekcoB auokcopeHusi(V), a mmeHHO [ReO,(py)s]Cl-H,O [1],
[ReOy(Haza),]CI [ 11 ], [ReO,(ImH),]C1-2H,0, [ReO,(2-MelmH),]C1-H,0 [ 12 ], koTopble moiayyanu
peakmmeit ReOCl;(PPh;) ¢ cOOTBETCTBYIOIMIMM OpPraHWYEeCKHM COCIUHEHHEM. Takke ObLTH
nonyueHbl [ReO,(1,2-MeyIm)y]l, [ReO,(1-Melm),]I-2H,0, [ReO,(ImH)4]I-2,5CH;0H, [ReO,(2-
MelmH),|[B(C¢Hs)4]-2H,0 [ 13 ], [ReO,(4-Mepy)4]PF¢ [ 15 ] ucxons u3z ReO,I(PPh;), u coorBerct-
BYIOIIETO a30-TeTepOIHMKINYecKoro coenuHenus. Kpome Toro, emmHn4HbI mpumep [ReO,(py)s]ls
ObLT TosTydeH peaknueit Rel; ¢ ocymerHpIM mupuanHoM mipu HarpeBauuu o 150 °C [17].

OTiuane mpeIoKEHHOW HaMH METOIUKY CHHTE3a 3aKII09acTcsl B TOM, 4To peaknuio Rels ¢ 3,5-
JTyTUIAUHOM TIPOBOJISAT B BOJAHO-AIICTOHUTPUIBHOM PACTBOPE MPU KUIITIYCHUH HA BO3IYXE, B PE3yJIbTa-
Te o0pasyercs mpanc-nmuokcoretpa(3,S-mytuau)penusi(V) Tpunoaus.
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