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BBenenmne

B nacrosmmee BpeMs u3BecTHO Ooniee 10 CTpyKTypHO OXapaKTepHU30BAHHBIX HOAHIOB TpH(EeHMIA-
KI/IJI(I)OC(I)OHI/I;[; 3HAYUTEJIIBHO MEHBIIUM YHCJIOM IMIPEACTABJICHBI MOAUABI, COAEpIKalllMe B KpUCTAJUIC
COJIbBAaTHBIE MOJIEKYJBI pacTBoputels [1]. [uapatsl KpUCTamIoB HOAUAOB TpUDEeHUIATKHIPOCHOHUS K
HACTOSIIIEMY BPEMEHU HEU3BECTHBI.

IKCNepUMEeHTAIBLHAS YaCTh

Cuntes [Ph;PE]'T - 0,5 H,0 (1). K pactBopy 166 Mr (1,000 MMOIIb) HOHAA KAKS B 5 M BOJIBI
npubasnsui 326 mr (1,000 Mmonb) xmopunga stuntpudeHunaochonus B 5 mur Boasl. Brimasmme B
0CaJioK OeclBETHBIC KPUCTAIBI (QUIBTPOBAIM, TPOMBIBAIH BOAON ¥ cymwid. [lomyuwmm 410 mr
(94 %) ruapara noamna stantpudenmidoconus ¢ T. mi. 165 °C. UK crextp (v, cM '): 3547, 3464,
3049, 3007, 2924, 2885, 1988, 1915, 1836, 1780, 1691, 1585, 1485, 1452, 1436, 1409, 1384, 1342,
1315, 1263, 1238, 1190, 1163, 1112, 1033, 1012, 997, 862, 756, 736, 723, 690, 667, 615, 532, 507, 487,
457, 430. Haiineno, %: C 55,13; H 4,51. C50H;,10, sP. Beraucneno, %: 56,21; H 4,92.

UK-ciektp coemunenusi 1 3amuceiBanm Ha WK-®Dypre crnekrpomerpe Shimadzu IRAffinity-1S
B Tabnerke KBr B o6macti 4000400 cm .

Pentrenoctpykrypubiii ananu3 (PCA) kpucramna 1 mnpoBegeH Ha aBTOMAaTHYECKOM
yeThIpexKpykHOM nudpakTomerpe Xcalibur GeminiS ¢upmer Oxford Diffraction (Mo K,-
m3nyuenue, A = 0,71073 A, rpadurosslii MOHOXpOMaTOp) NpU KOMHATHOH TemmepaType. CGop,
peAaKTUpPOBaHHWE JAHHBIX W YTOYHEHHE IapaMEeTpOB DIEMEHTApHON s4eiiku, a Takke Yy4eT
MOTJIOLIEHUSI MPOBEACHBI ¢ MoMombio nporpammbl CrysAlisPro [2]. OmnpepeneHue U yTOUHEHHE
aTOMHOM CTPYKTYphl KpPHCTAJIJIOB BBIOJHEHO B KOMIUIekce mnporpamMm SHELX [3] ¢
ucnoas3oBanueM mnporpammel SHELXLe [4]. Ctpyktypa coenuHeHuss 1 ompeneneHa NpSIMBIM
METOJIOM M yTOYHEHa METOJOM HAMMEHBIIUX KBaJAPaTOB B aHHU30TPOITHOM TPUOIMKEHUU IS
HEBOAOPOIHBIX aTOMOB. [loJ0XkeHne aToMOB BOJOpOAa YTOUHSUIM MO Moaenu Hae3gHuka U,,.(H) =
1,2U,(C)  (1,5U,(C) nmnss  metunbHBIX  (parmeHToB). Kpucrammorpadudeckne nmaHHBIE U
pe3ynbTaThl YTOYHEHUS CTPYKTYpP NpPHUBEACHBI B Tabn. 1, TeoMeTpuueckne XapaKTePUCTHKH
KOOPAMHAIMOHHOT0 ToJIn3pa aToma ¢ocdopa — B TadI. 2.

[lonHple TaGMUIBl KOOPOMHAT aTOMOB, AJMH CBA3€H W BAJICHTHBIX YIJIOB JCHOHUPOBAHBI B
KemOpumxckom OaHke cTpyKTypHBIX JaHHBIX (Ne 1554538, http://www.ccdc.cam.ac.uk).
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Ta6bnuua 1
Kpuctannorpadmyeckue naHHble, napameTpbl 3KCMepUMeHTa U YTOYHEHUA CTPYKTYp coeanHeHus 1
[Tapametp 3HaueHue
M 424,82
CuHroHus MoHoxauHHas
T,K 293(2)
[Ip. rpynma P 2/c
a, A 10,8054(2)
b, A 14,2764(3)
c, A 12,9748(3)
a, © 90
B, ° 102,677(2)
Y, °© 90
v, A 1952,73(7)
Z 4
p (BBIU.), I/cM’ 1,445
i, mm’ 1,72
F(000) 847
Pasmep kpucramia, Mm 0,209 x 0,172 x 0,116
O6uacTh cOopa maHHBIX 110 20, Tpaj 3,371 — 30,508
-15<h<15
WuTepBanbl MHACKCOB OTPasKEeHUHN -20<k<20
-18<1<18
W3MmepeHo oTpaskeHui 38696
HezaBrucHMBIX OTpakeHU 5964
Rin 0404
Yuncno yTouHAEMBIX TapaMETPOB 299
GOOF 1,13
R-daktopsl o F> 26(F?) R, =0,0348
wR, = 0,076
R-(akTopsl 1o BCEM OTPasKEHHIM R, =10,0439
wR, =0,0803
OcTaTo4Has MEKTPOHHAs [UIOTHOCTH (min/max), J/A’ -0,523/0,777

Tabnuua 2
OcHoBHble ANUHbI cBA3en (d) n BaneHTHbIe yrnbl (o) B CTPYKTYpe coeauHeHus 1
CBs3b Jlnnna, A Yron o, °
C(1)-P(1) 1,7996(19) C(21)P(1)C(7) 110,50(11)
C(7)-P(1) 1,798(2) C(21)P(1)C(11) 110,75(10)
C(11)-P(1) 1,799(2) C(7)P(1)C(11) 108,34(10)
CQ21)-P(1) 1,792(2) CQDP(1)C(1) 107,32(9)
C(7)P(1)C(1) 108,94(10)
C(11)P(1)C(1) 110,99(10)

OO0cy:k1eHue pe3ybTATOB

U3zBecTHO, uyTO MOAMAB! TeTpaopranuindocoHus, -cTHOOHHS U -BUCMYTOHUS C JOHOPAaMH aTOMOB
noja o0pa3yroT KOMIUIEKCHI HOHHOTO CTPOCHUS C MOJMSACPHBIMU aHMOHaMH [5, 6] mubo ¢ Habopom

MIPOCTHIX aHWOHOB, HATIPUMEP, HOA-aHUOHOB U TPUUOAUI-aHUOHOB [7].

CornacHo nanaeiM PCA, kpuctamn 1 coCcTOUT M3 KaTHOHOB TPUPEHWIDTHIPOCHOHHUS, aHUOHOB
noJnia U MoJiekyn Bozpbl. KoopauHanus atoma docdopa P(1) B kaTHoHE OIHM3Ka K TETPAdIPUIECKO, YTIIbl
CPC ornnuarorcst oT uieanbHBIX He Oonee yeM Ha 2°. B He3aBucMMOM (hparMeHTe COACPKUTCS OJHUH
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xatuoH [Ph;PC,Hs]", omun anumon [I]” u B cpeanem 0,37 Monekyn Boasl (puc. 1). YiakoBka MoneKys B
KpUcTamie oOpasyeT KaHaJbHYIO CTPYKTYpy. B kaHamaxX, oOpa3oBaHHBIX KapKacoM KaTHOHOB
coeaunenus 1 Boonp Hanpasnenus [001], pacnonaratorcsi MOJIEKyJ bl BOJABI M aHHOHBI Hoaa (puc. 2).

I(1A).|(1B)

Puc. 2. Cxema kaHanbHOMW CTPYKTYpbl B KpucTtanne coeanHeHms 1

IIpn sTOM mosoXkeHWE ofa B JJIEMEHTapHOH sUEHKE CTATUCTHYECKH PA3yMOPAIOYEHO MEXKITY
neyms 6muskumu (0,45 A) mosunmsaMu, Monekysa BOJIBI 3aMEMIAET CBOKO MO3HMIMIO B KPUCTAJLIE JUIIb
Ha 37 %.

BriBOabI
Takum 00pazom, U3 xjaopuaa STHATPUPEHMIPOCPOHNST U HOAUCTOTO KAIUSI B BOJE CHHTE3UPOBAH
rUApaT noauaa STunTpudeHmIpochoHus, CTpoeHne KOTOPOro ycTaHoBIeHO MeTogoM PCA.
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SYNTHESIS AND STRUCTURE OF ETHYL TRIPHENYL
PHOSPHONIUM IODIDE [Ph;PEt]I-0.5 H,O
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Interaction of ethyl triphenyl phosphonium with potassium iodide in water has led to
synthesis of ethyl triphenyl phosphonium iodide [Ph;PEt]I- 0.5 H,O, whose structure has been
established by the X-ray diffraction method.

Keywords: hydrate, iodide, ethyl triphenyl phosphonium, synthesis, structure, X-ray
diffraction analysis.
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