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CUHTE3 W OCOBEHHOCTU CTPOEHUA NPOU3BOAHbIX
TETPA(TTAPA-TOJNINN)CYPbMbI

B.B. LLlapymuH
FOXxHO-Ypanbckuli 2ocydapcmeeHHbIl yHusepcumem, 2. YensbuHck, Poccus

BsaumonelicTBreM NeHTa(napa-TONWI)CYPbMBI ¢ OKCHMaMH U KapOOHOBBIMH KHCIIOTaMH B
OeH30/lc CHHTE3MPOBAHBI OKCHMATHI M KapOOKCHIATHI TeTpa(napa-Tomun)cypsmbl P-Tol,ShX
(X = ON=CHR, R = CHCHPh (1), CsH4(Br-3) (2); X = OC(O)R’, R> = CH,0CsH3Cl,-2,4 (3),
CF,CF,C(O)OH (4). Ctpoenue coeanteHuii 1-4 ycTaHOBICHO METOAOM PEHTTCHOCTPYKTYPHOTO
anamusa (PCA). [To manabiM PCA, aToOMBI CypbMbI B KOMILICKCaX 1—3 UMEIOT KOOPIUHAIIUIO HC-
KQ)KCHHON TPHUTOHAIBHOW OMITMpaMUIBl C TPeMs apWIbHBIMH JIMTAHIAMH B DKBaTOPHAIBHOM
IUTOCKOCTH, MPH 3TOM akcuanbHbie yriiel CShO cocrasmstor 178,94(5), 174,4(2) u 176,95(5)°.
Kpucramt 4 cOCTONT U3 UCKaXXEHHBIX TETPadAPUUSCKUX KATHOHOB TETPa(napa-TOJWII)CTHOOHHUS
(yrmer CShC 106,6(2)°-112,46(19)°) u omHO3apsIIHBIX AHHOHOB TETPAQTOPITAHIHUOBOH KUCIIO-
1ol. Jlannasie PCA: (1) [Cs;H3sNOSb, M = 632,42; tpuknunHnas cunroHus, mp. rp. P—1; mapamerpsi
sueitku: a = 10,789(4) A, b = 10,811(5) A, ¢ = 14,558(5) A; o = 73,389(18)°, B = 75,201(15)°,
y = 87,55(2)°, V = 1572,3(11) A3, Z = 2; p(BbIu.) = 1,336 r/em®; p = 0,906 mm; F(000) = 648,0;
0611, cbopa mo 20: 6,04-75,9° —18 < h < 18, —18 < k < 18, -25 < | < 25; BCcero oTpaxkeHHii
115476; nezaBucumbix otpaxenuit 16980 (R = 0,0449); GOOF = 1,003; R-daxrop 4,58 %];
(2) [C35H33sNOSbBr, M = 685,28; TpukiuHHas CHMHrOHMs, np. rp. P—1; mapameTpsl sdelku:
a = 10,719(18) A, b = 10,731(13) A, ¢ = 15,85(2) A; a = 101,53(4)°, B = 92,31(8)°,
y=119,11(5)°, V = 1541(4) A3, Z = 2; p(sbra.) = 1,477 r/em®;, p = 2,219 mm *; F(000) = 688,0;
0611, cbopa mo 20: 55-77,08% —16 < h <16, -17 < k < 17, =25 < | < 25; BCcero orpakeHuit
60962; nezaBucumbix orpaxenuit 12480 (R = 0,0604); GOOF = 1,429; R-dpaxrop 10,99 %];
(3) [C36H3305Cl,Sh, M = 706,27; TpukiunHHas CHHrOHHsS, mp. rp. P—1; mapamerpsl sueiiku:
a=10,621(5) A, b =11,016(5) A, c = 15,809(9) A; o = 103,55(2)°, B = 108,00(2)°, vy = 98,34(2)°,
V =1662,1(14) A%, Z = 2; p(bra.) = 1,411 r/em®; p = 1,024 mm*; F(000) = 716,0; 06 cGopa
mo 20: 5,68-60,22° —14 <h <14, -15 <k <15, -22 <1< 22; Bcero orpaxenwuii 110814; ne3aBu-
cumbIx otpaxkeruit 9738 (Riy = 0,0348); GOOF = 1,041; R-dakrop 2,74 %]; (4) [Cs2H29F404Sb,
M = 675,30; TpukIMHHAs cHHTOHHsA, mp. rp. P-1; mapameTps! sueitku: a = 10,223(15) A,
b=12,011(14) A, c = 12,949(14) A; o = 74,32(3)°, P = 89,65(7)°, v = 86,99(5)°, V = 1529(3) A?,
Z =2; p(ebra.) = 1,467 r/em®; p= 0,961 mm *; F(000) = 680,0; 061. cGopa 1o 20: 6,536-56,708°;
-13<h<13,-16<k<16,-17 <1< 17; Bcero otpaxkeHuii 44836; He3aBUCUMBIX OTpaXKeHHUH 7568
(Rine = 0,0449); GOOF = 1,052; R-akrop 6,02 %]. [TonHble TAOIUIBI KOOPJUHAT aTOMOB, JUTUH
CBsA3eH M BaJICHTHBIX YIJIOB coeanHeHMd 1-4 nenonupoBansl B KemOpumikckom 0aHke CTpyK-
Typubix ganHeix (CCDC 2130472, 2131085, 2131084, 2126158; deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).

Kniouegvie cnosa: newma(napa-moaun)cypvma, peaxyus, OKCUM, KapOOHO8AaA Kuciomd,
DEHM2eHOCMPYKIMYPHbILL AHATU3

Beenenue

Bospacraromuii uHTEpEC K OpraHnYecKUM COSAMHEHUSIM CYPbMbI BO MHOT'OM OIPEACISETCS PACTYIIUM
TIOTEHIMAIIOM UX MPUMEHEHUSI B CaMbIX pa3HOOOPa3HBIX 00IACTSIX IMPAKTHUYECKOM ICATEIBHOCTH: B KAYeCTBE
JIEKApCTBEHHBIX TIPErapaToB, OMOIHIOB, QYHTHUIIOB, B KAYECTBE PEareHTOB M KOMITOHCHTOB KaTaIMTHYIEC-
CKUX CUCTEM IPU MOJIUMEPU3ALIMHI, B TOHKOM OPraHMYECKOM CHHTE3€, B KaUeCTBE AHTUOKCUIAHTOB U 1p. [1].
OnauMmu U3 HauboJiee HMCCIENOBAaHHBIX CyPhMAOPTaHUYECKUX COEIWHEHUH SBISIOTCS (DEHHIIBHBIC MPOM3-
BOJHBIC TSATHBAIEHTHOM CypeMbl oOmieit dopmymsr Ph,ShX (X — smekrpoorpuriatenbhas rpymma) [2].
B MeHbIIIel cTenenn n3ydeHbl MoJ00HbIE TONMMIBHBIE MTPOor3BOHbIE [3—24]. C 1ebl0 pacIiIupeHus dKCIie-
PUMEHTATLHOTO MaTepuralia 1o JAHHOMY HalpaBJICHUIO B HACTOSIIEH padoTe M3yUeHBI Peakiluy NeHTa(napa-
TOJMI)CYPbMBI C ITUHHAMAIBJIOKCHMOM, 3-OpoMOCH3aIbJOKCUMOM, 2,4-TUXIOP(HEHOKCHYKCYCHOW U TeT-
padropsiHTapHO# KHCmoToN. [IpomykTamul peakiwii SBISUIUCH COOTBETCTBYIOIIME OKCHUMATHI TeTpa(napa-
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UlapymuH B.B. CuHme3 u ocobeHHOCmMuU cmpoeHusi
npou3eodHbIX mempa(napa-monus)cypbmbi

tomn)cypbmbl P-Tol,SOON=CHCH=CHPh (1), p-Tol,;SbON=CHCH,(Br-3) (2) u xapbokcuaatsl TeT-
pa(napa-tomun)cypbMmsl p-Tol,SbOC(O)CH,0CHs(Cl,-2,4) (3), p-Tol,SbOC(O)CF,CF,C(O)OH (4), ctpoe-
HHE KOTOPBIX OBLIO JOKA3aHO PEHTTEHOCTPYKTYPHBIM aHATU30M.

IKcnepuMeHTAIbHAS YaCTh

CuHTe3 NMHHAMAJBIAOKCHMATa TeTpa(napa-toauia)cypsmbl p-T0lI,SOON=CHCH=CHPh (1).
K pactBopy 288 mr (0,50 mmonbp) nenta(napa-tonun)cypbMbel B 15 M OeH3ona mpubaBisum 73 Mmr
(0,50 MMoOJIB) LIMHHAMAIBJIOKCHMA U IIEPEMEIIMBAIIN PACTBOP | U MpU KOMHATHOW Temieparype. 3aTeM
MpuOaBsUIM 3 MJ OKTaHa M yIMapuBaJd pacTBop 1o oobema 4 mi. Habmomamu oOpazoBanme 253 mr
(80 %) GecrBeTHBIX KpHCTAILIOB KoMiuiekca 1 ¢ T. . = 164 °C. UK-crextp (v, cM *): 3026, 3009, 2916,
1591, 1558, 1491, 1447, 1391, 1342, 1308, 1209, 1186, 1132, 1059, 1015, 970, 905, 800, 745, 689, 604,
569, 604, 569, 549, 476, 459. Haiineno, %: C 63,26; H 5,20. C37H3sNOSb. Berancieno, %: C 70,21;
H 5,69.

CoennaeHus 2—4 MOTy9ay aHAJIOTHIHO.

3-bpomoen3aabaokcumar terpa(napa-roaua)cypbmbl P-Tol,.SODON=CHCsH4(Br-3) (2). bec-
nBeTHbIe kpuctayisl, 87 %, T. 1. = 153 °C. UK-cnextp (v, CMfl)Z 3059, 3011, 2967, 2916, 2863, 1585,
1545, 1493, 1466, 1420, 1393, 1325, 1312, 1260, 1211, 1188, 1161, 1117, 1069, 1040, 1016, 970, 918,
908, 845, 797, 772, 694, 679, 569, 644, 581, 567, 521, 482, 436. Haiineno, %: C 61,16; H 4,90.
C3sH33NOSbBr. Beruncaeno, %: C 61,29; H 4,82.

2,4-Tuxsopdenokcuanerat Terpa(napa-toana)cypbmbl P-Tol,SbOC(O)CH,OCH3(Clx-2,4) (3).
Becusernsie kpucramnst, 89 %, T. m1. = 151 °C. UK-cnektp (v, CM’l): 3024, 2918, 1657, 1591, 1474,
1431, 1389, 1373, 1318, 1279, 1260, 1246, 1231, 1190, 1103, 1072, 1065, 1045, 1015, 912, 864, 839,
804, 725, 698, 646, 608, 577, 557, 471, 442. Haiineno, %: C 61,10; H 4,81. C3sH3305Cl,Sb. Beruucne-
Ho, %: C 61,17; H 4,67.

Kucaplii TerpadgropcykuuHar terpa(rnapa-roimia)cypbmbl p-Tol,;SbOC(O)CF,CF,C(O)OH (4).
Becusernbie kpuctamisl, 91 %, T. w1, = 242 °C. UK-cnextp (v, CM’l): 3019, 2922, 2866, 1638, 1593,
1493, 1447, 1393, 1358, 1312, 1265, 1190, 1175, 1146, 1101, 1065, 1013, 978, 800, 772, 638, 573, 480,
440. Haiineno, %: C 56,79; H 4,38. C3,HyF;,0,Sb. Briuncneno, %: C 56,83; H 4,29.

HUK-cnexktpsl coenunenuil 3anuceiBanu Ha UK-Oypee cnekrpomerpe Shimadzu IRAffinity-1S;
oOpa3zer] roroBw TabiaerupoBanueM ¢ KBr (o6macts mormomenus 4000—-400 CMfl).

PeHTreHOCTPYKTYPHBIH aHAJIM3 TPOBOAMIM HAa aBTOMATHYECKOM YETBIPEXKPYKHOM IudpaxTo-
metpe Bruker D8 QUEST (Mo K -u3nyuenne, A = 0,71073 A, rpapurossiii Moroxpomarop). C6op,
pEelaKkTUPOBAaHWE JaHHBIX M YTOUHEHHE MapaMeTPOB dJIEMEHTApHON SYEHKH, a TAK)KE yUeT MOTIOMICHHS
nposezens! mo nmporpammam SMART u SAINT-Plus [25]. Bce pacdersl Mo Onpee/icHu 0 U yTOYHEHHIO
CTpyKTYp BbinosnHeHsl 1o nporpammam SHELXL/PC [26] u OLEX2 [27]. CTpyKTypsl OlpeieseHbl psi-
MBIM METOJIOM M YTOYHEHBI METOJIOM HAUMEHBIIINX KBaJPATOB B aHU30TPOITHOM MPHOIVIKSHUH JUTS He-
BOJIOPOJHBIX aToMOB. Kpucrannorpaguueckie qJaHHbIE W PE3YJIbTaThl YTOYHEHUS CTPYKTYP TPUBEICHBI
B Ta0IHILE.

Tabnuua
Kpuctannorpadunyeckue gaHHble, NapameTpbl 9KCNEPUMEHTa U YTOYHEHUs CTPYKTYp 1-4
ITapameTp 1 2 3 4
dDopMyna C37H35NOSb C35H33NOSbBI’ C36H3303C|28b C32H29F404Sb
M 632,42 685,28 706,27 675,30
CuHronus TpuxnruHHas TpuknuHHas TpuxinHHas TpuxinHHas
IIpoctpancTBeHHas P_1 P_1 P_1 P_1
rpynmna
a, A 10,789(4) 10,719(18) 10,621(5) 10,223(15)
b, A 10,811(5) 10,731(13) 11,016(5) 12,011(14)
c, A 14,558(5) 15,85(2) 15,809(9) 12,949(14)
o, rpaj. 73,389(18) 101,53(4) 103,55(2) 73,32(3)
B, rpan. 75,201(15) 92,31(8) 108,00(2) 89,65(7)
Y, I'paj. 87,55(2) 119,11(5) 98,34(2) 86,99(5)
Vv, A° 1572,3(11) 1541(4) 1662,1(14) 1529(3)
z 2 2 2 2
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Xnmusa ANeMeHTOoOoOpraHn4eCcKnx coeaAUHEeHUuN

OKOHYaHue Tabnuubl

ITapameTp 1 2 3 4
p(BBI4.), T/cM® 1,336 1,477 1,411 1,467
1, MM 0,906 2,219 1,024 0,961
F(000) 648,0 688,0 716,0 680,0
Popwma kprCTaLIA 0,29 x0,25x0,14 | 0,5x0,41x023 |039x026x0,17 | 0,5x 0,14 x 0,07
(pazmep, MM)
Obnacts cOopa AaRHIX 6,04-75,9 5,5-77,08 5,68-60,22 6,536-56,708
o 26, rpan.
VIHTepBATH HIIEKCOB -18<h <18, -16 <h <16, -14<h<14, -13<h <13,
oTpaKermii -18 <k <18, -17<k<17, -15<k<15, -16 <k <16,
-25<1<25 -25<1<25 —22<1<22 -17<1<17
V3MepeHo oTpakeHUH 115476 60962 110814 44836
Hesagciniix 16980 12480 9738 7568
orpaxenuii (Riy)
Orpaxenuii ¢ | > 2o(1) 11412 7776 8276 5801
IlepeMeHHBIX YyTOUHCHHS 365 356 383 396
GOOF 1,003 1,429 1,041 1,052
R-dakropst R; = 0,0458, R; =0,1099, R, =0,0274, wR, R; =0,0602,
o F? > 26(F?) WR, = 0,0870 WR; = 0,3330 = 0,0640 WR; = 0,1659
R-¢bakTops! R; =0,0862, R; =0,1796, R; =0,0379, wR, R; =0,0826,
10 BCEM OTPaKCHUSIM wR, =0,0979 wR, =0,3880 =0,0687 WwR, =0,1900
Ocrarounas
JNEKTPOHHAS TIIOTHOCTh —0,54/1,27 —3,14/2,34 —0,56/0,42 -0,77/0,89
(min/max), e/A®

[TosHbIe TaONMMIIEI KOOPAUHAT aTOMOB, JITMH CBSA3eH M BAJICHTHBIX YIVIOB coenuHeHui 1—4 nenoHu-

poBanbl B KemOpumkckom 6anke cTpykTypHbIx ganHbix (CCDC 2130472, 2131085, 2131084, 2126158;
deposit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).

O0cy:x1eHue pe3yjbTaTOB
H3BecTHO, uTo KUCia0Thl (HX) neapuiupyroT neHTaapuicypbMy 10 Mpou3BoaHbIX Ar,SbX ¢ BbIXO-

oM 10 95 % [1, 2].

B MMPpOAOIZKECHUC HCCIICAOBAaHUS peaKuHﬁ NEHTAapUJICYPbMbI C COCANHCHUAMHA, COACPIKAIUMHU aAK-

THUBHBIA aTOM BOJIOPOJia, OBLIO W3YYEHO B3aUMOJICHCTBHE MEHTA(1apa-TOIWIT)CYPbMBI C IIMHHAMAITBIOK-
cuMoM, 3-OpomMOeH3anbIOKCUMOM, 2,4-TUXI0p(HEHOKCHYKCYCHOW M TeTpadTOPSHTAPHON KUCIOTaMHU.
ITokxazaHo, 4yTO B3aMMOJEWCTBHE IKBUMOJISIPHBIX KOJMYECTB PEareHTOB B pacTBOpe OeH3oJsia MpH KOM-
HATHOW TeMIiepaType MPUBOANUT K 00pa30BaHUIO IIMHHAMANBIOKCHMATa, 3-OpoMOeH3anbpI0KcuMara, 2,4-
nuxjiopheHOKCcHaleTaTa U KUcjoro terpadropeykiuiara terpa(napa-ronun)cypsmsl (1-4) coorBercrt-
BEHHO:

p-TolsSb + HX —> p-Tol,SbX + p-TolH
X = ONCHCH=CHPh (1), ONCHCgH,(Br-3) (2), OC(O)CH,0CgH3(Cl5-2,4) (3), OC(O)CF,CF,C(O)OH (4)

Hcxonnas neHTaapuicypbMa ucyesalia U3 peakoOHHON cMecH B TeUeHHE yaca (X0[ peakiu KOH-
TpoaupoBaiii MetogoM TCX, amtoeHT OeH3011). B ciiyyae KapOOHOBBIX KUCIIOT PEAKIUK IIUTH HECKOJIBKO
ObIcTpee, YeM ¢ OKCMMaMH, YTO MOYKHO OOBSICHUTH 00Jiee BHICOKOH PeakIMOHHON CIIOCOOHOCTBIO Mep-
BbIX. [Ipn m00aBiIeHNN K peakKIMOHHON cMecH OKTaHa HaOJIroNany KPUCTALIM3ALUIO LEJIEBOrO MPOAYK-
ta. [Tocne nmpakTHYECKH TIOJTHOTO YIAPUBAHHUS PACTBOPUTEIST 00pa3yroIuecs KPUCTALIBI (GHIbTPOBAIIH,
CYIIMJIA U B3BEIIUBAIIH.

Crpoenue coeamHenuii 1-4 ycTaHOBIEHO METOJOM pPEHTIeHOCTPYyKTypHOro anammnza (PCA)
(puc. 1-4). Tlo nauueiM PCA, atoMbl CypbMbl B KOMIUIEKCax 1-3 HMEIOT KOOPAMHAIIMIO MCKAKESHHON
TPUTOHAILHOW OMITUPAMUJIBI C TPEMS apWIIBHBIMU JINTAHJAMHU B SKBATOPHAIBHOM IIOCKOCTH, TIPH 3TOM
akcuanbHbie yribl CSbO cocrapisior 178,94(5), 174,4(2) u 176,95(5)°. DnekTpooTpuiiaTesbHas rpyi-
na (OKCUMHasi WM KapOOKCUIIbHAs) B COeOUHEHMSIX 1—3 HaxXOOUTCS B aKCHAJIBHOM IOJIOKEHUH, YTO
IIOJIHOCTBIO COIJIACYETCsI ¢ TeOpUell OTTANKMBAHUSA 3JIEKTPOHHBIX I1ap BaJIEHTHBIX opOuTanei, mpuaeM
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HabroaeMble JUIMHBI cBsseil Sb—O (2,1785(16), 2,147(6), 2,3319(15) A) Heckombko MpeBOCXOMIAT
CyMMy KOBAJIEHTHBIX PaJHyCOB CBA3aHHBIX MEXIy co0oii aToMoB-lapTHepoB (2,14 A ) [28].

Puc. 2. CtpoeHue 3-6pombeH3anbaokcumara TeTpa(napa-ronun)cypbmbl p-TolaShON=CHCsH4(Br-3) (2)
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Xnmusa dNieMeHToOopraHn4YeCKnux coeaumn HEeHUHn

c37

Puc. 3. CtpoeHue 2,4-guxnopceHokcuanerara
TeTpa(napa-tonun)cypbmbl p-Tol,SbhOC(O)CH,OCsH;3(Cl2-2,4) (3)

Kpucrann 4 cocToNT M3 MCKaXEHHBIX TETPAdJApPUYECKUX KATHOHOB TETpa(napa-TONWIT)CTHOOHUS
(yrier CSbC 106,6(2)°-112,46(19)°) 1 0aHO3apsITHBIX aHHOHOB TETPa(TOPITAHANOBOM KUCIOTHI.

FlA
F38
¥
Fin
T
-
o3A

Puc. 4. CtpoeHue kucnoro teTpadpTopcykumHaTta
TeTpa(napa-tonun)cypbmbl p-Tol,SbOC(O)CF,CF,C(O)OH (4)
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LWapymun B.B. CuHmes u oco6eHHOcmMu cmpoeHus
npou3eodHbIX mempa(napa-mosus)cypbmMbil

AHHWOHBI B KpUCTaJUIE KOMIUIEKCa 4 TMOCPEACTBOM BOJOPOIHBIX CBSI3CH CBSI3BIBAIOTCS B JHIMEPHI
(puc. 5).

2394

2304

-

Puc. 5. AumepHoe cTpoeHne aHMOHOB Kommniekca 4

3akiouenne

Takum 00pa3omM, BIIEpBbIC W3 MEHTA(7APA-TONWIT)CYPbMbI, OKCHMOB M KapOOHOBBIX KHCIIOT B OCH-
30J1¢ CHHTE3UPOBaHBI OKCHMAThI U KapOoKcHiIathl TeTpa(napa-romun)cypbMbl P-Tol,SbX (X = ONCHR,
R = CHCHPh (1), CsH4(Br-3) (2); X = OC(O)R’, R’ = CH,0CsH;Cl;-2,4 (3), CF,CF,C(O)OH (4) ¢ BbI-
xozoM 110 91 %; cTpoeHue KoMIUIeKCoB 1-4 Moka3aHo METOAOM PEHTI€HOCTPYKTYPHOTO aHAJIN3a.
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SYNTHESIS AND STRUCTURE OF DERIVATIVES
TETRA(PARA-TOLYL)ANTIMONY

V.V. Sharutin, sharutin50@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

Tetra(p-tolyl)antimony oximates and carboxylates p-Tol,SbX (X = ONCHR, R = CHCHPh (1),
CesHs(Br-3) (2), X = OC(O)R', R' = CH,0C4HCl,-2.4 (3), CF,CF,C(O)OH (4). X-ray diffraction
analysis, antimony atoms in complexes 1-3 have a distorted trigonal bipyramid coordination with
three aryl ligands in the equatorial plane, while the CSbO axial angles are 178.94(5)°, 174.4(2)°,
and 176.95(5)°. Crystal 4 consists of distorted tetrahedral tetra(p-tolyl)stibonium cations (CShC
angles 106.6(2)°-112.46(19)°) and singly charged tetrafluoroethanedioic acid anions. X-ray dif-
fraction data: (1) [Cs;H3sNOSb, M = 632.42; triclinic syngony, sp. gr. P-1; cell parameters:
a = 10.789(4) A, b = 10.811(5) A, ¢ = 14.558(5) A; a = 73.389(18)°, B = 75.201(15)°,
y=87.55(2)°, V= 1572.3(11) A%, Z = 2; p(calc.) = 1.336 g/cm®; n = 0.906 mm*; F(000) = 648.0;
region 26 collection: 6.04°-75.9°; —18 < h < 18, —18 < k < 18, -25 < | < 25; total reflections
115476; independent reflections 16980 (R; = 0,0449); GOOF = 1.003; R-factor 4,58 %]; (2)
[CasH3sNOSbBr, M = 685.28; triclinic syngony, sp. gr. P-1; cell parameters: a = 10.719(18) A,
b=10.731(13) A, c = 15.85(2) A; o = 101.53(4)°, p = 92.31(8)°, y = 119.11(5)°, V = 1541(4) A®,
Z = 2; p(calc.) = 1.477 g/lem®; p = 2.219 mm*; F(000) = 688.0; region 26 collection: 5.5°—
77.08°% -16 <h<16,-17 <k <17, -25 <1< 25; total reflections 60962; independent reflections
12480 (R, = 0.0604); GOOF = 1.429; R-factor 10.99 %]; (3) [CssH330sCl,Sh, M = 706.27; triclinic
syngony, sp. gr. P-1; cell parameters: a = 10.621(5) A, b = 11.016(5) A, ¢ = 15.809(9) A;
a = 103.55(2)°, = 108.00(2)°, v = 98.34(2)°, V = 1662.1(14) A®, Z = 2; p(calc.) = 1.411 g/lcm?,
= 1.024 mm*; F(000) = 716.0; region 26 collection: 5.68°-60.22°; —14 <h < 14, -15 <k < 15,
—22 <1 <22; total reflections 110814; independent reflections 9738 (R, = 0.0348); GOOF = 1.041;
R-factor 2.74 %]; (4) [C3H9F404Sh, M = 675,30; triclinic syngony, sp. gr. P-1; cell parameters:
a = 10.223(15) A, b = 12.011(14) A, ¢ = 12.949(14) A; a = 74.32(3)°, B = 89.65(7)°,
y = 86.99(5)°, V = 1529(3) A3, Z = 2; p(calc.) = 1.467 g/cm?; u = 0.961 mm™; F(000) = 680.0;
region collection for 20: 6.536°-56.708°; —13 <h <13, -16 <k <16, —-17 < | < 17, total reflec-
tions 44836; independent reflections 7568 (R = 0.0449); GOOF = 1.052; R-factor 6.02 %].
Complete tables of atomic coordinates, bond lengths, and bond angles for compounds 1, 2, 3 and
4 have been deposited at the Cambridge Crystallographic Data Center (CCDC 2130472,
2131085, 2131084, 2126158; deposit@ccdc.cam.ac.uk; http:// www.ccdc.cam.ac.uk).
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