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CUHTE3, CTPOEHUE U ®OTOXUMUYECKUE CBOUCTBA
|'|POV|3BO,EI,HI:IX. (2-M€O-5-BrC6H3)3SbR2, R = OC(O)C6F5,
ON=CHCgzH4Br-2, OSO,C¢H;,CH3-4

A.H. E¢hpemos
tOxHo-Ypanbsckuli 2ocydapcmeeHHbIl yHusepcumem, 2. YenabuHck, Poccusi

Oxkucnienne mpuc(5-6poM-2-MeTOKCH(BEHIIT)CYPbMBI THAPOIIEPOKCUIOM TPETHYHOrO OyTUNa B -
STWIOBOM 3(HUpe B TMPHCYTCTBHU TEHTA()TOPOCH30HHONW KHCIIOTHI, 2-OpoMOeH3anpaoKkcuMa U 4-
METHIIOEH30J1CY Tb(OHOBON KUCIIOTHI (1:1:2 MOJIBH.) IPUBOAUT K 00pa3oBaHHIo Huc(TieHTad TopOeH30aTA)
mpuc(5-6pom-2-meTokcupenmn)cypbmel (1), Huc(2-6pombersanbrokcumara) mpuc(5-6poM-2-MeToKCH-
tdenmwn)cypemsl (2), 6uc(4-mermnbensoncyibhonara) mpuc(5-0pom-2-meTokcudpeHmn)cypbMal (3) cooT-
BercTBeHHO. COeAMHEHUST MICHTU(PUIMPOBAHBI METOJIOM PEHTIeHOCTpyKTypHOro aHamuza (PCA).
Io nauubiM PCA, atombr cypeMbl B kpuctamuiax 1 [CasHigBraF1907Sh, M 1101,97; cunronus Tpuk-
NuHHas, rpynma cummerpuu P1; mapamerpel sweiikm: a = 10,541(7), b = 13,427(11),
c=16,165(8) A; a = 65,46(3), B = 72,34(3), y = 68,58(3) rpax.; V = 1906(2) A%, pasmep xpucramia
0,65%0,3%0,25 MM; uHTepBaIbl HHACKCOB oTpaxkeHni —14 <h < 14, 18 <k < 18, -21 <1< 21; Bce-
ro otpaxkeHuil 81715; HezaBHCHUMBIX OoTpaxkeHui 9657; Ri 0,0475;, GOOF 1,027; R, = 0,0360,
WR, = 0,0839; ocrarouHas 3JeKTpOHHas IMIOTHOCTH 1,59/-1,67 e/A3], 2 [CssH,BrsN,O5Sh,
M 1077,89; cuHrOHUSI MOHOKJIMHHAS, TpyIna cuMMmeTpun P2;/c; mapametps sueiiku: a = 13,378(6),
b = 20,636(8), ¢ = 14,251(8) A; a. = 90, p = 100,955(19), y = 90 rpax.; V = 3863(3) A®; pasmep kpu-
cramia 0,35%0,14x0,1 MM; HHTepBalbl HHICKCOB oTpaxkeHwii —16 < h < 17, -27 < k < 27,
-19 <1< 19; Bcero orpaxenuit 103306; HesaBucuMmbIx otpakernii 9780; Riy 0,0798; GOOF 1,021;
R; = 0,0520 wR, = 0,1218; ocraTouHas 3JIeKTpOHHAs IIOTHOCTH 1,69/—1,54 e/A3], 3 (combBar ¢ OcH-
30510M) [Cy1H38Br;0gS,Sh, M 1100,31; cuHroHMst TPUKIMHHAS, TPYIIa CHMMETPHA P1; mapaMeTphI
sueiikn: a = 9,643(6), b = 10,102(5), ¢ = 23,634(14) A; o = 77,74(3), B = 88,69(3), v = 74,82(3) rpan.;
V =2170(2) A%, pasmep kpucramma 0,36x0,22x0,16 MM; HHTepBAIEI HHIEKCOB OTpaxeHmii —13 <h < 12,
—13 <k <13, =31 <1< 31; Bcero orpaxkenuit 84202; He3aBucUMbIX oTpakenuii 11146; Ry, 0,0454;
GOOF 1,066; R; = 0,0385, wR, = 0,0818; ocrarounas anekrpoHHas mwioTHocTh 0,93/-0,78 e/As]
HMCIOT MCKAKCHHYIO TPUTOHAIBLHO-OMITUPAMUIAIbHYI0 KOOPAWHAIIMIO C aTOMaMU KHCIOPOJa Kap-
OOKCHJIATHBIX, OKCUMATHBIX U CYJb()OHATHBIX JIMTAH/IOB B aKCHAJBHBIX MOJIOKEHUSIX (aKCHATIbHbIC
yrutel coctaBistior 176,4(1)° mst 1, 169,1(1)° s 2, 169,72(9)° nnst 3). Paccrostaust Sh—O cocrasis-
1ot 2,086(2) 1 2,120(2) A mms 1, 2,069(3) 1 2,072(3) A mma 2, 2,134(3) u 2,118(3) A ma 3. Jlnmmbn
csaseit Sb—C usmensiorest B untepsanax 2,097(3)-2,108(3) A mna 1, 2,119(6)-2,123(6) A nns 2,
2,104(3)-2,123(3) A s 3. TlonHbIe TaOIUIILT KOOpAWHAT aTOMOB, JITHH CBS3€H U BAJICHTHBIX YTJIOB
JUIL CTPYKTYp JeTIOHHpOoBaHEI B KeMOpumkckoMm OaHke cTpyKTypHBIX maHHBIX (Ne 2045964 ms 1,
Ne 2064391 st 2, Ne 2055547 nnst 3; deposit@ccdc.cam.ac.uk; https://www.ccdc.cam.ac.uk). 1zy-
4yeHa (POTOKATATUTHIECKAs] AKTUBHOCTh CHHTE3UPOBAHHBIX COCMHEHUI Ha mpumepe (HOoToaeCTpyK-
[ METHIICHOBOT'O CHHETO.

Knioueswie cnosa: mpuc(5-6pom-2-memoxcupenun)cypoma, 2-0pombensanvO0Kcum, newmag-
mopben3otinas xkucioma, 4-memunben3oncyibh)oHo8as KUCIOMa, OKUCTUMENbHbIN CUHMe3, Cmpoe-
HUe, PEHM2EHOCMPYKIMYPHbLIL AHAU3, POMOKAMATUMULECKASE AKMUBHOCTD.

Beenenue

[IpousBomHble TprapuicypbMbl o01ei Gopmynsl ArsSbX,, rae X — aurani, CBSI3aHHBIN ¢ aTOMOM
CYpPBbMEBI Yepe3 aToM KHCJIOPOJa, SBIISIOTCS OMOJOTMYECKH aKTUBHBIMU COSIMHEHUSMH, OKa3bIBAIOIIMMU
MIPOTUBOOITYXOJIEBOE, aHTHIICHIIIMAHUO3HOE U aHTHOAKTepHaibHOe AercTBre [1-9], oOnagaromumu 31eK-
TPOXUMHUYECKUMH 1 (HOTOIOMUHECIICHTHBIMU cBoiicTBamu [10, 11]. MeroTcst mpuMepsl BX UCTIONB30Ba-
HHA B KauecTBe (poTtokaranuzatopoB [12—14]. Takue nmpon3BogHbIE MOTYT OBITH HOMYYEHBI IO PEAKIHAM
3aMEIEHHUS U3 TUTAJIOTEHUIOB TPHAPHUICYPHMBI M KUCJIOTHI HX B TIPUCYTCTBUH aKIENTOPa TAJIOT€HOBO-
mopona [1-8, 15-17]. YaoOHBIM OAHOCTaIHIHEIM METOJIOM CHHTE3a MPOM3BOIHBIX TPHAPHICYPHMBI 00-
el popmyibl ArzSbX, SBISIETCS OKUCIUTEIbHBINA MeTo 1. Tak, HanpuMep, ObUTH HOTyYEHBI JUKAPOOKCH-
natel [18, 19], nuokcumartsl [20, 21], nucynbdoHatsr [22, 23] TpUGEHUI- B TPU-1APA-TOIWICYPbMBI.
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E¢ppemos A.H. CuHme3s, cmpoeHue u hpomoxumMuveckue ceolicmea rnpou3eo0HbIX:
(2-MeO-5—BrCeH3)3SbR2, R= OC(O)Cst, ON=CHCgH4Br-2, 0S0O,CsH4sCH3s-4

B Hacrosmeit pabote MpoJomKEeHO H3YYeHHE OKUCIUTEIBHOTO METO/Ia CHHTE3a apHIIBHBIX COCIH-
Henuit cypbMbl(V) U3 TpuapuicypbMbl Ha mipumepe mpuc(5-6poM-2-MeToOKCH(DEHUIT)CYPbMbI B OCYIIIe-
CTBIICHA TIPOBEPKA POTOKATATUTHICCKON aKTUBHOCTH MOJTYYCHHBIX COCTMHCHHIA.

IKcnepuMeHTAIbHAS YaCTh

Cunre3 ouc(nenradpropdenszoara) mpuc(5-6pom-2-merokcudenna)cypsmbl  (2-CH30-5-
BrCgHz);Sb[OC(O)CsFs],  (1). K pactBopy 100 wmr (0,147 wmmonb)  mpuc(5-6pom-2-
MeTokcuderua)cypbMbl 1 62 mr (0,294 MMons) nerTadTopOeH30iHON KucIHoTh B 30 M adupa mpu-
6asiszm 19 mr (0,147 MmMons) 70%-HOTO BOZHOTO pacTBOpa mpem-OyTHITHIPONIEPOKCHIA U BBIICPKH-
Banmu 24 4 mpu 20 °C. Ilocne mucmapeHusi pacTBOpUTENsl OCTATOK NEPEKPUCTAIUIM30OBBIBAIN M3 CMECU
pactBopuTeneii OeH3on—n-oktaH (2:1 oobemH.). [onyunnu 147 mr (91 %) HeokpalleHHBIX KPUCTAIIIOB
coeaunenus 1 ¢ . m. 159 °C.

WK-crextp, (v, cm): 3103, 3016, 2943, 2850, 1678, 1649, 1577, 1521, 1494, 1475, 1442, 1377,
1334, 1282, 1259, 1184, 1149, 1114, 1107, 1093, 1047, 1014, 991, 925, 883, 825, 812, 752, 709, 671,
621, 586, 538, 518, 487, 443.

Haiineno, %: C 38,28; H 1,71. C3sH3BrsF100O,Sb. Brruncieno, %: C 38,15; H 1,65.

AHaJIOTMYHO TOJTyYaId COSTUHEHMsI 2 1 3.

Cunre3 6uc(2-o6pomoensanbaokcumara) mpuc(5-o6pom-2-meroxkcupenma)cypombl (2-CH;0-5-
BrCgHz)3Sb(ON=CHCgH,Br-2), (2). BecuBeTHbie KpHCTALIEL, BEIX0I 86 %, T. 1. 180 °C. UK-cniekTp,
(v, em™Y): 3061, 3007, 2935, 2841, 1571, 1473, 1438, 1373, 1327, 1282, 1269, 1247, 1207, 1178, 1143,
1116, 1089, 1047, 1018, 952, 877, 819, 806, 767, 754, 717, 694, 642, 619, 557, 518, 478, 443.

Haiineno, %: C 39,51; H 2,58. C35H2sBrsN,OsSb. Brruncieno, %: C 39,00; H 2,62.

Cunres coabBata ouc(4-mermiidensoncyabponara) mpuc(5-6pom-2-MeToOKCHPEHUT)CYPbMBI €
oenzosiom (2-CH30-5-BrCgH;]sSb[OSO,CeH,CH;-4], - PhH (3). BexxeBnle kpucTasisl, BoIxoa 85 %,
1. . 185 °C. UK-cnektp, (v, cM): 3066, 3001, 2941, 2885, 2839, 1575, 1560, 1475, 1436, 1377,
1311, 1301, 1280, 1257, 1182, 1163, 1132, 1097, 1041, 1010, 950, 916, 812, 678, 621, 569, 557, 524,
435, 422.

Haiineno, %: C 44,64; H 3,52. C4H3gBr;0yS,Sb. Beruncneno, %: C 44,75; H 3,49.

OnemenTHbiid aHanu3 Ha C u H BhinonHeHn Ha anemenTHoM ananu3atope Carlo Erba CHNS-O EA
1108. Temmepatypsl IJIaBJICHHS U3MEPEHBI HA CHHXPOHHOM TepMmoaHaiu3zaTope Netzsch 449C Jupiter.

HK-cnekrpsl coenunennit 1-3 3anuceiBanu Ha UK-Oypee crekrpomerpe Shimadzu IR Affinity-
1S B Tabnerke KBr B o6macti 4000-400 cm ",

Pentrenocrpykrypublii anammu3 (PCA) kpucrauioB coepuneHuii 1-3 mpoBesieH Ha aBTOMaTHye-
CKOM YeThIpexkpyxkHoM audppaxromerpe D8 QUEST dupmsr Bruker (Mo K -imsnydenue, A = 0,71073 A,
rpadutoBslii MoHOXpoMatop) npu 293 K. COop, perakTHpOBaHUE AAHHBIX M YTOYHEHHE HapamMeTpoB
JJIEMEHTApHOHN sUelKH, a TakKe yd4eT IOTJIONICHHs MpoBeleHbl ¢ momomisio nporpamm SMART wu
SAINT-Plus [24]. Bce pacueTsl 10 OnpeaeaeHnIo U YTOYHEHHIO CTPYKTYP BBIMOIHEHBI ¢ MTOMOIIBIO TIPO-
rpamm SHELXL/PC [25] OLEX2 [26]. CTpyKTypbl ONpeaeaeHbl IPSMbIM METOJOM U YyTOYHEHBI METO-
JIOM HaMMEHBIIIUX KBaJPAaTOB B aHU30TPOITHOM MPHOIKEHNUH JJIsl HEBOJAOPOIHBIX aTOMOB. [lonokeHne

aTOMOB BOIOpoja yToursutu 1mo Mozenu Haesauuka (U,,o(H) = 1,2U,,(C)). Kpucramiorpahuueckue nan-
HBIC ¥ PEe3yJIbTaThl YTOYHEHUsI CTPYKTYp HPHBEICHHI B TalJI. 1, reOMETpUYecKre XapaKTepPUCTUKH KOOp-
JMHAIMOHHOTO MOJIM3/IPa aTOMa CypbMBbI — B Ta0u. 2. [ToHbIe TaOIUIBI KOOPAUHAT aTOMOB, JUTMH CBSI3EH
W BAJICHTHBIX YIJIOB JETIOHMPOBaHbI B KeMOpHKckoM OaHke CTpyKTYpHbIX naHHbIX (Ne 2045964 (1);
2064391 (2); 2055547 (3); deposit@ccdc.cam.ac.uk mu http://www.ccde.cam.ac.uk/data_request/cif).

Ta6nuua 1
Kpuctannorpadmyeckme gaHHble, napameTpbl 3KCNEPUMEHTa U YTOYHEHUA CTPYKTYp 1-3
[Tapametp 1 2 3
cDOpMyJ'Ia C35ngBr3F10078b Cg5HggBr5Nzo5Sb C41H388r309828b
M 1101,97 1077,89 1100,31
CuHroHus TPUKIUHHAS MOHOK/IMHHAs TPUKJIMHHASA
IIp. rpynna P1 P2,/c P1
a, A 10,541(7) 13,378(6) 9,643(6)
BecTtHuk HOYpIY. Cepusa «Xumusa». 35
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Xnmusa ANeMeHTOoOoOpraHn4eCcKnx coeaAUHEeHUuN

OkoOHuYaHue Tabn. 1

[Tapamerp 1 2 3
b, A 13,427(11) 20,636(8) 10,102(5)
c, A 16,165(8) 14,251(8) 23,634(14)
a, ° 65,46(3) 90 77,74(3)
B, ° 72,34(3) 100,955(19) 88,69(3)
Y, ° 68,58(3) 90 74,82(3)
Vv, A3 1906(2) 3863(3) 2170(2)
Z 2 4 2
p(BBI4.), /e’ 1,920 1,853 1,684
i, MM 3,964 5,928 3,546
F(000) 1060,0 2072,0 1088,0
Pasmep kpucramia, MM 0,65 x 0,3 x 0,25 0,35 x0,14 x 0,1 0,36 x 0,22 x 0,16
O6nacTh cOopa AaHHBIX MO 20, Tpaj 6,158-57 6,092-56,998 6,102-57,482
-14<h< 14, -16<h<17, -13<h<12,
WHTepBaibl HHACKCOB OTPAKCHU -18<k <18, 27<k<27, -13<k<13,
21 <1<21 -19<1<19 =31<1<31
W3mepeHo oTpakeHuit 81715 103306 84202
He3aBHCHMBIX OTpakeHHH 9657 9780 11146
Rint 0,0475 0,0798 0,0454
[lepeMeHHBIX YTOUHCHHS 540 437 499
GOOF 1,027 1,021 1,066
2 ) R, =0,0360, R, =0,0520, R, =0,0385,
R-axropei no F* > 20(F) WR, = 0,0839 WR, =0,1218 WR, = 0,0818
R-daxTops! Mo BceM oTpaxeHUIM Ry = 0,0466, Ry =0,0890, Ry =0,0516,
wWR, = 0,0893 wWR, =0,1413 WR, = 0,0866
OcraroyHas 3HCKTPOHH8.5[31‘[J‘IOTHOCTL 1,59/-1,67 1,69/-1,54 0,93/-0,78
(max/min), e/A
Tabnuua 2
OnuHbI cBSA3en U BaneHTHbIe Yribl B MONeKynax coeguHeHni 1-3
CBs3b | d, A | Vroxa | ®, Tpaj.
1
Sh(1)-0(4) 2,086(2) 0(4)Sh(1)0O(6) 176,38(9)
Sh(1)-0(6) 2,120(2) O(4)Sh(1)C(2) 98,91(12)
Sh(1)-C(1) 2,108(3) 0(4)Sh(1)C(11) 88,10(12)
Sh(1)-C(11) 2,097(3) 0(4)Sh(1)C(21) 87,94(11)
Sh(1)-C(21) 2,111(3) C(1)Sh(1)0(6) 82,82(12)
Sb(1)--0(1) 3,093(3) C(1)Sb(1)C(21) 124,58(12)
Sh(1)---0(2) 3,183(4) C(11)Sh(1)O(6) 88,32(12)
Sb(1)-0(3) 3,094(3) C(11)Sh(1)C(1) 110,79(13)
Sh(1)---O(5) 3,212(3) C(11)Sh(1)C(21) 124,43(13)
Sb(1)--0(7) 3,338(4) C(21)Sh(1)O(6) 93,70(11)
2
Sb(1)-0(4) 2,069(3) 0(4)Sh(1)O(5) 169,11(15)
Sb(1)-0(5) 2,072(3) 0O(4)Sh(1)C(1) 94,33(17)
Sb(1)-C(1) 2,123(5) 0O(4)Sh(1)C(11) 80,88(17)
Sb(1)-C(11) 2,123(6) 0O(4)Sh(1)C(21) 89,54(18)
Sh(1)-C(21) 2,119(6) 0O(5)Sh(1)C(1) 96,49(17)
Sb(1)--0(1) 3,035(4) 0O(5)Sh(1)C(11) 92,70(17)
Sb(1)--0(2) 3,074(6) 0O(5)Sh(1)C(21) 87,00(17)
Sb(1)--0O(3) 3,165(5) C(1)Sh(1)C(11) 119,2(2)
Sb(1)--N(1) 2,895(4) C(21)Sh(1)C(1) 115,2(2)
Sb(1)--N(2) 2,887(4) C(21)Sb(1)C(11) 125,2(2)
3
Sh(1)-0(7) 2,134(3) | 0(4)Sh(1)0(7) | 169,72(9)
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OKOH4aHue Tabn. 2

CBsI3b d, A Vron ®, Tpaj.
Sb(1)-O(4) 2,118(3) 0(4)Sb(1)C(11) 84,88(11)
Sb(1)—C(11) 2,123(3) C(11)Sh(1)0(7) 89,50(11)
Sh(1)—C(21) 2,108(3) C(21)Sb(1)0(7) 84,55(11)
Sb(1)-C(1) 2,104(3) C(21)Sb(1)O(4) 91,30(11)
Sb(1)~O(1) 3,092(3) C(21)Sh(1)C(LL) 123,10(12)
Sb(1)-0(2) 2,952(3) C(1)Sb(1)O(7) 91,54(12)
Sb(1)-0(3) 3,073(3) C(1)Sb(1)O(4) 98,73(11)
Sb(1)-0(5) 3,740(4) C()Sh(DC(11) 125,96(12)
Sb(1)~O(8) 3,312(3) C(1)Sb(1)C(21) 110,77(12)

DOTOKATATUTHYECKYI0 AKTHUBHOCTH coennHeHnid 1-3 oueHuBanu myTeM (oToaerpazaniu B uX
MPUCYTCTBUH BOJHOI'O pacTBopa Kpacureis MetuiaeHoBoro cunero (MC) mpu TemmnepaType OKpyXKaro-
et cpenbl 20 °C. doToKaTaIUTHYSCKUE PEaKIIMU BBITOJIHEHBI 10 MeToauke [12]. HaBecku 1-3 maccoii
20 mr 1 50 mi BogHOTO pactBopa MC KOHLIEHTpalMK 5 MI/JI MOMENIaIH B KBapLEBbIH CTakaH 00beMOM
100 mut. 51 ycTaHOBJIEHHS aICOPOIIMOHHO-IECOPOIIMOHHOTO PABHOBECHS TTOTYYCHHYIO CYCIIEH3HUIO TIe-
peMeInBaI Ha MArHUTHOW MelIalke B TeMHOTE B TedeHue 30 MuH. DPOTOKATATUTUYECKUHN TECT MTPOBO-
JIJTH TIPY TTOMOINM o0xydaTens (AJUHa BOJTHBI — 395 HM, MOJMyMIMPHUHA MTUKA U3TY4YEeHUS — 2 HM, OCBe-
mEHHOCTH — 600 Br/M%). OGIyuaTens ¢ KBApLEBBIM CTAKAHOM MOMEIIATH HA MATHHTHYIO MELIAJIKY.
Cycnensuro 00sryyany Ipy HOCTOSHHOM IepeMeInBaHuy B TeueHue 1 4. OT0op npoO mpoBOAMIN Kax-
nple 15 MUH mmpunoMm, nanee oTQUIBTPOBLIBATIN B KIOBETY Yepe3 MeMOpaHHBIN MIMPHULIEBOH (QHILTP €
pasmepamu 1op 0,22 wmxMm. Hsmepenue xonnenTtpanuu MC ocymectBisiin  metonom Y D-
CHEKTPOCKONHH C ToMoIIpio crekTpomerpa Shimadzu UV2700 npu mnuae BomHBI 291 HM (pacTBOp
CpaBHEHHUS — AUCTHUINPOBAHHAS BOAA).

Oobcy:xxnenue pe3yJbTaToB

Haiineno, uro B3ammoseiictBue mpuc(5-0pomM-2-MeTOKCH(BEHUIT)CYpbMbI ¢ TIEHTad)TOPOEH30MHOMN
KHCJIOTOM, 2-0pOMOCH3aJIbIOKCUMOM U 4-METHIIOCH30JICYIb()OHOBOM KHUCIIOTOH B MPUCYTCTBUH mMpen-
OYTHIITUAPOIIEPOKCH/IA TIPH MOJILHOM COOTHOIIIEHUU peareHToB 1:2:1 B TUATUIIOBOM d(Hpe MPUBOAUT K
00pa3oBaHMIO TUKapOOKCHIIaTa, AMOKcUMara U aucyibhonara mpuc(5-0pom-2-MeTOKCH(EHIIT)CYyPbMbI
COOTBETCTBEHHO C BBIX0JI0M 10 98 %.

(2'CH30'5'BrC6H3)3Sb + 2 HX + t-BUOOH — (Z-CH30'5'BFC6H3)3SbX2 + t-BuOH + H,0,
X = OC(0)CeFs (1), ON=CHCHBr-2 (2), 0S0,CsH:CHa-4 (3).

[ocne nepexpucTaUIM3aIMK TBEPAOTrO OCTaTKa U3 CMECH pacTBopuTeliel #-okTaH—0eH30i (1:2 00beMH.)
MOJTyY€Hbl KPHUCTAILIBI, IPUTOAHBIE AJISl PEHTI€HOCTPYKTYpHOro aHanu3za (PCA).

B HK-cnekTpax coenuuenuii 1-3 HabogaeTcs mojioca MmorjiouieH s CpeIHe HHTCHCUBHOCTH Ba-
JIEHTHBIX Kojiebanwmii cBsizeit Sh—C mpu 443, 443 u 446 cM ' cooTBETCTBEHHO. BalleHTHBIM KOJIEOAHUIM
KapGOHHMIBHOI rpymmsl B MK-criekTpe coeuHenus 1 COOTBETCTBYET M0JI0ca TONIOmeRus pu 1678 cM
xone6anusam v(C=N) B 2 — ipu 1554 cM ', koneGanmsam v(S=0) B 3 — npu 1163 cm . ITonocs! normoie-
Hus, xapaktepusytoniue konedanust v(Ca—O—-Cye) B apwiIbHBIX NUrannax, Habmogarorcs npu 1014,
1047 (1), 1018, 1047 (2) u 1010, 1041 (3) cM *. [ToIOCHI IIOIJIOMEHNS BAICHTHBIX KONEOAHMIT METHIIb-
HBIX IYII pacrnonoxenst B MK-crektpax mpu 2943 (1), 2935 (2) u 2941 (3) cm ' (acuMMeTpHuHBIe KO-
ne6anns) i npu 2850 (1), 2841(2) u 2839 (3) cM * (cummeTprunbie Koebanns). MK-CIeKTpsI coemHe-
HUI TaKKe COAEpKaT XapakTepHbIE MOJOCHI BAICHTHBIX KOJIEOAHWH YTIIEpOJHOTO CKelleTa apoMaTHye-
ckux QparmentoB: 1577, 1494, 1442 oMt s 1, 1571, 1473, 1438 cm * st 2, 1575, 1475, 1438 cm*
s 3. BanentHbiM konebanusm cBsizeil Ca—H oTBeuaer mosoca noriomeHus: CpeHeil HHTEHCUBHOCTH
npu 3103 (1), 3061 (2) u 3066 (3) cv * [27-29].

Mo namapiM PCA B Momekynax MpoH3BOAHBIX mpuc(5-0poM-2-MeTOKCH(EHIIT)CYpbMbl aTOMBI
CYpPbMbI UMEIOT UCKKEHHYIO TPUTOHAJIBHO-OUIMPaMUAAIbHYI0 KOOPIMHALMIO C aTOMaMH KHCIOPoJa
KapOOKCHJIATHBIX, OKCHMAaTHBIX U CYJb(OHATHBIX JIMTAHJOB B aKCHAJBHBIX MOJOXKeHHsX (puc. 1-3).
Jucynb(poHaT TpHAPUIICYPbMBI MOCIIE NEPEKPUCTAIUIN3ALMHN MpeACcTaBisieT coboit conbpar (2-CH30-5-
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BrC¢H3)3Sh(0OSO,CsH4CHs-4), - PhH (3). B mosekyie mukapOokcuiaTa Tpuapiicypbmbl 1 pparmMent —
C¢Fs pasymopsiiodeH 1o IByM TOJIOKEHUSIM ¢ 3aceleHHoCThIo atomMoB 0,41/0,59.

Br5 £~

Puc. 2. CTpoeHue coeguHeHus 2 Puc. 3. CTpoeHue coeguHeHus 3
(conbBaTHasA monekyna 6eH3ona He npvMBeAeHa)

Cymmbl yriioB B 3kBatopuanbHoil miockoctd CShC B momekynax 1-3 cocrasmsiror 359,8(2)°,
359,6(2)° u 359,83(12)° coorBercTBeHHO. AKcHanbHBIe yriisl OShO otkmonsroTes ot 3HaueHus B 180° u
coctaBistoT 176,4(1)° (1), 169,1(1)° (2) n 169,72(9)° (3). AToM CypbMBI BBIXOAMT U3 SKBAaTOPUAIBHON
mockoctu [Cs] Ha 0,056 (1), 0,073 (2) u 0,051 (3) A. Ilnockue apubHbIE KOJIbIA TIOBEPHYTHI BOKPYT CBSI-
3eit Sb—C.,,;, TakuM 00pazoM, YTOOBI MUHIMU3UPOBATh BHYTPH- ¥ MEKMOJIEKYIISIPHBIE B3aHMO,ICHCTBHSI.

DKBaTOpUATbHBIC 3aMECTUTENN B THOKcuMaTe mpuc(5-0poM-2-MeTOKCU(BEHIT)CYPbMbI 2 HaXOISITCS
Jayibllie OT LEHTPAIBLHOro aToMa (muHbI cBsizelt Sb—C uzmensores B nepenenax 2,119(6)-2,123(6) A),
uyeM akcuanbHble (paccrosaus Sh—O coctapusor 2,069(3) u 2,072(3) A). O6parHoe HabmonaeTcs B
JTCylb(hOHATE TPHAPHUIICYPHMBI 3, a B TUKapOOKcuiIaTe 1 yIajJeHHOCTh 3aMECTHTENEH OT aToMa CYPbMBI
TpakTU4Iecku oauHakoBa. Jlaunbl cesseit Sb—C u Shb—O npu stom pasubl 2,097(3)-2,108(3) A u
2,086(2), 2,120(2) A B 1, 2,104(3)-2,123(3) A u 2,134(3), 2,118(3) A B 3.
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E¢ppemos A.H. CuHme3s, cmpoeHue u hpomoxumMuveckue ceolicmea rnpou3eo0HbIX:
(Z-MEO-S-BFCGH3)3SbR2, R= OC(O)Cst, ON=CHCgH4Br-2, 0S0O,CsH4sCH3s-4

Kak mpaBuiio, kKapOOKCHUIIATHBIC JIMTAHABI B MOJICKYJIaX CTPYKTYPHO OXapaKTEepU30BaHHBIX TUKap-
OOKCWJIATOB TPUAPWICYPHMBI HMEIOT 4UC-OPHEHTAIUI0 OTHOCUTEIBHO 3KBATOPHAIBLHOTO (parMeHTa
C3Sb u hopmupoBaHHe BHYTPHMOJICKYIISIPHBIX KOHTAKTOB SP---O(=C) mpoucxoauT BHYTPH OJHOTO K-
BaTOPUAIBHOTO YIJIa, 3HAYCHUE KOTOPOTO MOXKeET Bo3pactath 10 161,47(6)° [30]. OqHako B COeMUHEHUH
1 xapOOHWIBHBIE aTOMBI KHUCJIOPOJa HAaXOMAATCS HAMPOTUB Pa3HBIX YKBATOPHAIBHBIX YIIIOB, KOTOPHIE
usMmenstoTess B uaTepanax 110,8(1)-124,6(1)°, kak 1 B paHee 0XapaKTEpPU30BAHHBIX MOJICKYJaxX JIH-
kapOokcunaroB  mpuc(5-6pom-2-metokcuden)cypbMbl  [31]. BHYTpUMOJIEKYIISIPHBIE PACCTOSIHUS
Sb---O(=C) pasmusi 3,212(3), 3,338(4) A, 4T0 MeHbIIE CyMMBI BaH-I€p-BaanbCOBBIX PAAUYCOB aTOMOB Sb
u O (3,58 A [32]). B cTpykType AMOKCHMAaTa TPUAPUICYPbMbl 2 HPUCYTCTBYIOT BHYTPHMOIEKYJIAPHbIE
KOHTaKThl MEXJly aTOMOMHU CYpPbMBI M a30Ta OKCUMATHBIX JMTaHaoB. PacctosHust Sb---N cocTaBusioT
2,895(4), 2,887(4) A. B coenunennn 3 HaOMIOMAETCS TOMOTHHUTENbHAS KOOPAMHAINS TOTHKO OIHOTO
cynbhoHaTHOTO TUranma, paccrosuue Sb--O(=S) cocrapmuser 3,312(4) A.

B monekynax 1-3 HaOMIOAI0TCS YKOPOUCHHBIC PACCTOSHUS MEXTy aTOMaMHU KHUCIIOPOJa METOKCH-
rpynn u atoMoM cypeMsI (3,085(7), 3,087(6), 3,165(6) A nna 1, 3,035(4), 3,074(6), 3,165(5) A nns 2,
2,952(3), 3,073(3), 3,092(3) A mna 3), uTo 6M3KO K 3HAYEHHAM AHAJOTMYHBIX PACCTOSHUIA B MOJEKYJIE
mpuc(5-6pom-2-metokcudernn)cypsmsr (2,985, 3,051 u 3,052 A [33]), BcneacTsue 4ero KOOpaAMHALIN-
OHHOE YHUCJIO aToMa MeTayiia rmoseimaercs B 1 u 2 no 10 (5+2+3),aB 3 — 10 9 (5+1+3).

®dopmupoBaHHe MPOCTPAHCTBEHHOW CETKWM B KpHUCTaJe coelnHEHHsT 1 OOYCIIOBIIEHO HAIUYHEM
cnabbIX BOJOPOAHBIX cBsseil Tuma C=0--H-C (2,63, 2,57 A) u C-F--H-C (2,50, 2,42, 2,54, 2,66,
2,61 A). B kpucranie coequHeHHs 2 IPUCYTCTBYIOT MEKMONEKyIspHbe KOHTakThl =N-O---H-C (2,49,
2,68,2,56 A) u C-Br---H-C (2,86 A). IlpocTpancTBeHHas ceTKa KpHUCTaIa COeANHEH s 3 HopMUpyeTCs
MOCPEACTBOM 00pa3zoBaHMs CIa0BIX BOAOPOAHBIX cBsized Tuma S=0---H-C (2,40, 2,69, 2,57, 2,63 A).
CosibBaTHasI MOJICKYJIa OCH30J1a TaKXKe MPUHUMAET yYacTHE B YIIAKOBKE MOJICKYJ coenuHeHus 3, oOpa-
3ys MEXMOJIEKyIspHbIe Bogopoausie cBs3u tuma Ph—H---Br-C (2,92 A). Bo Bcex KpHCTaIIHYECKUX
cTpykTypax Habmogarotcss CH:--7-B3anmoneiicTBus.

Jliist otieHKH (hOTOKATATUTHUSCKON aKTUBHOCTH COSAMHEHHUI POBOAMIM (POTOACTpAIaIIUIO B UX TIPHU-
cyrctBuH BogHoro pactBopa MC. Ipu 3TOM B OTCYTCTBUM KOMIUIEKCOB paznoxenne MC He HaOirona-
nock. [loreps MC nHa mmpunesoM ¢unbTpe cocraBuia B cpeaneM 0,6 Mr/m u yurena npu pacuerax. Pe-
3yJbTAThl MCCIICIOBAHHUI MPEICTABICHBI HA PUC. 4 B BHUC 3aBUCUMOCTH KOHIICHTPAI[MOHHBIX COOTHOIIIC-
Huit (C/Cp) xpacutens MC ot BpeMeHU 00JTy4eHHUs (7, MHH).

1,00
0,95
S
) —_——a
0,90
——1
—k—2
3
0’85 1 1 1 J
0 15 30 45 60

T, MUH

Puc. 4. UsmeHeHue npuBeaeHHoM KoHUeHTpauuu (C/Co) npu YdD-o6nyveHuu (T, MUH)
pactBopa MC B npucyrtcteuu 1-3
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Tak, npu o0mydeHnu B TeueHue 60 MHUH pacTBOpOB, coaepxkanmx 1-3, paznoxxernune MC cocTraBuiio
4,8, 10,8, 3,3 % COOTBETCTBEHHO, YTO CYIIECTBEHHO HUKE, YEM IIPH MCIIOJIh30BaHUH B KayecTBe (hOTOKA-
TaIu3aTOpOB (2'CH30'5'BrC6H3)3Sb[OC(O)R]2 (R = CGHF4-2,3,4,5, CFgBr, CFQCF2CF3), TJe pacnana MC
cocraBisut 20-26 % [13]. Camxenue konnentpaun MC B pacTBopax, cojepxamux coeaunenus 1 u 3,
B pe3yNbTaTe COPOIMU COMOCTABUMO CO CHIDKEHHEM €T0 KOHIIEHTPAIIMH B pe3ynbTare (hOTOKaTaIm3a.

BriBoabl

Takum oOpasom, B3ammojeictBue mpuc(5-0pomM-2-MeTOKCH(BEHMIT)CYPbMBI ¢ TIeHTadhTOPOEH30-
HOWM KHCJIOTOH, 2-OpOoMOEH3aIbJIOKCUMOM U 4-METUIOEH30JICYNIH(HOHOBON KHUCIOTOH B MPHUCYTCTBUU
mpem-0oytuiruapornepokcuaa (1:2:1 MompH.) TPUBOAUT K 00pa30BaHUIO AUKApOOKCHIIATa, THOKCHMATa
u mucynbdonara mpuc(5-6pom-2-metokcudenma)cypbmbl. [To manasiM PCA, B MoJeKysiax MpOU3BO/I-
HBIX  mpuc(5-0poM-2-MeTOKCH(DEHUIT)CYPbMBI  aTOMBI  CYPbMBI MMEIOT HMCKaXKEHHYIO TPUTOHAIBHO-
OMmUpamMuIaIbHYI0 KOOPAWHAIMIO C aTOMaMH KHCIOpoAa KapOOKCHUJIATHBIX, OKCUMATHBIX U CYIb(O-
HATHBIX JIMTAaHAOB B aKCHAJIBbHbBLIX ITOJIOXKCHUAX. B MOJICKYJIaX CHUHTC3UPOBAHHBIX COCI[I/IHGHI/Iﬁ Ha0II0-
JTAIOTCSI KOPOTKHE KOHTAKTHI MEXITYy aTOMaMH KHCIOPOJa METOKCH-TPYII U aToMOM cypbMbl. CoefrHe-
HUS 00JIaat0T HU3KOH (POTOKATATUTHYECKON aKTUBHOCTHIO PA3NIONKEHUST METHIICHOBOTO CHHETO TTOJT JIeH-
crBrueM Y D-001ydeHwsI.
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SYNTHESIS, STRUCTURE, AND PHOTOCHEMICAL PROPERTIES
OF DERIVATIVES: (2-MeO-5-BrCgHs):SbR,, R = OC(0)CqFs,
ON=CHC4H,Br-2, 0SO,CsH,CH3-4

A.N. Efremov, efremov_an94@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

Oxidation of tris(5-bromo-2-methoxyphenyl)antimony with tertiary butyl hydroperoxide in diethyl
ether in the presence of pentafluorobenzoic acid, 2-bromobenzaldoxime, and 4-methylbenzenesulfonic
acid (1:1:2 mole ratio) leads to formation of bis(pentafluorobenzoate) tris(5-bromo-2-
methoxyphenyl)antimony (1), bis(2-bromobenzaldoxymate) tris(5-bromo-2-methoxyphenyl)antimony (2),
bis(4-methylbenzenesulfonate) tris(5-bromo-2-methoxyphenyl)antimony (3), respectively. The com-
pounds have been identified by X-ray diffraction analysis. According to the X-ray diffraction data,
the antimony atoms in crystals 1 [CasH1gBrsF100;Sb, M 1101.97; triclinic system, space group P1;
cell parameters: a = 10.541(7), b = 13.427(11), ¢ = 16.165(8) A; o = 65.46(3), P = 72.34(3),
y = 68.58(3) deg.; V = 1906(2) A% crystal size 0.65 x 0.3 x 0.25 mm; index ranges —14 < h < 14,
—18 < k < 18, -21<1<21; total reflections 81715; independent reflections 9657; R;, 0.0475;
GOOF 1.027; R; = 0.0360, wR, = 0.0839; residual electron density 1.59/-1.67 e/Aa],
2 [CssH26BrsN,OsSbh, M 1077.89; monoclinic system, space group P2i/c; cell parameters:
a=13.378(6), b = 20.636(8), c = 14.251(8) A; o = 90, = 100.955(19), y = 90 deg.; V = 3863(3) A%;
crystal size 0.35x0.14x0.1 mm; index ranges —16 <h <17, -27 <k <27, -19 <1< 19; total reflec-
tions 103306; independent reflections 9780; R;, 0.0798; GOOF 1.021; R; = 0.0520 wR, = 0.1218;
residual electron density 1.69/-1.54 ¢/A%], 3 (benzene solvate) [Cq1H33Br;0,S,Sb, M 1100.31; tric-
linic system, space group P1; cell parameters: a = 9.643(6), b = 10.102(5), ¢ = 23.634(14) A;
a = 77.74(3), B = 88.69(3), y = 74.82(3) deg.; V = 2170(2) A%, crystal size 0.36x0.22x0.16 mm; in-
dex ranges —13 <h <12, -13 <k <13, -31 <1< 31, total reflections 84202; independent reflections
11146; Riy 0.0454; GOOF 1.066; R, = 0.0385, WR, = 0.0818; residual electron density 0.93/~0.78 ¢/A%]
have a distorted trigonal-bipyramidal coordination with the oxygen atoms of the carboxylate, oxi-
mate and sulfonate ligands in axial positions (the axial angles are 176.4(1)° for 1, 169.1(1)° for 2,
169.72(9)° for 3). The Sh-O distances are 2.086(2) and 2.120(2) A for 1, 2.069(3) and 2.072(3) A
for 2, 2.134(3) and 2.118(3) A for 3. The Sb—C bond lengths vary in the intervals 2.097(3)—
2.108(3) A in 1, 2.119(6)-2.123(6) A in 2, 2.104(3)-2.123(3) A in 3. Complete tables of atomic
coordinates, bond lengths, and bond angles for the structures are deposited at the Cambridge Crystal-
lographic Data Center (No. 2045964 for 1, No. 2064391 for 2, No. 2055547 for 3; depo-

42 Bulletin of the South Ural State University. Ser. Chemistry.
2022, vol. 14, no. 4, pp. 34-44



E¢ppemos A.H. CuHme3s, cmpoeHue u hpomoxumMuveckue ceolicmea rnpou3eo0HbIX:
(2-MeO-5—BrCeH3)3SbR2, R= OC(O)Cst, ON=CHCgH4Br-2, 0S0O,CsH4sCH3s-4

sit@ccdc.cam.ac.uk; https://www.ccdc.cam.ac.uk). The photocatalytic activity of the synthesized
compounds was studied by photodestruction of methylene blue as an example.

Keywords: tris(5-bromo-2-methoxyphenyl)antimony, 2-bromobenzaldoxime, pentafluorobenzoic
acid, 4-methylbenzenesulfonic acid, oxidative synthesis, structure, X-ray diffraction analysis, photo-
catalytic activity
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