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CTPOEHME OPTAHUWYECKUX N SNEMEHTOOPIAHUYECKUX
COEAMHEHUW. COOBLUEHUE 4

B.B. llapymuHr®™
tOxHo-Ypanbckul eocydapcmeeHHbil yHugepcumem, 2. YenabuHck, Poccus
Hsharutins0@mail.ru

Annomayun. MetonoMm peHTTeHOCTpYyKTypHOTO aHanm3a (PCA) ompeneneHo cTpoeHne IATH opra-
HUYECKUX U 3JIEMEHTOOpraHndyeckux coeanHenuit, PCA KOTOpPBIX MPOBOAMIN HA aBTOMATHYECKOM Ye-
THIpEXKpY:KHOM audpaktomerpe D8 Quest Bruker (Mo Ko-usmyuenue, A = 0,71073 A, rpadurossiit
monoxpomarop) npu 293 K. Kpucrammsr (1) [PhsPCH,C(O)Ph]*[Br]", CysH2»OPBr, M 461,32; cunro-
HHUs poMmOmdeckas, rpymma cuMmmerpun Pbca; mapamerpsr sueiikm: @ = 10,88(2), b = 18,55(4),
¢ = 21,81(4) A; a = 90,00°, p = 90,00°, y = 90,00°; V = 4399(15) A%z =8 Pese = 1,393 /e,
20 5,72-56,7 rpan.; Bcero otpakeHuit 64127; He3aBUCUMBIX OTpakeHUH 5447; 4rciI0 YTOYHIEMBIX Ta-
pametpoB 262; Ry = 0,0813; GOOF 1,129; R; = 0,0526, wR, = 0,1459; ocraTo4yHas 3JIeKTpOHHAS IIOT-
HOCTh (max/min); 0,97/-1,11 e/A3 (2) HON=CHCgH4(NO,-3), C;HgN,03, M 166,14, cuaronus MoHO-
KIMHHAs, Tpynna cumMeTpun P2,/n; mapamerpsl sueiiku: a = 3,764(3), b = 7,002(7), ¢ = 28,56(2) A;
B = 91,34(4) rpan., V = 752,6(11) AS, Z = 4; pyy = 1,466 F/CMS; 260 6-56,78 rpan.; Bcero oTpaxkeHUit
24593; nezaBucuMmbix oTpakenuit 1880; uucio yrounsemsbix mapamerpoB 110; Ri = 0,0317; GOOF
1,067; R; = 0,0527, wR, = 0,1299; ocraTo4uHast 3IeKTPOHHAs INIOTHOCTH (max/min); 0,15/-0,25 e/Ad, 3
[PhsPCH,CeH4(OH-2)]7[Br]™ - H,0, CysH24BrO,P, M 467,31; cuRroHus TPUKIMHHAS, TPYIIA CUMMET-
pun P-1; mapamerps sueiiku: a = 9,699(9), b = 13,455(11), ¢ = 18,340(16) A; a = 87,01(3)°,
B=77,01(4)°, y =74,42(4)°; V = 2246(3) A% z=2; Pes = 1,382 r/em; 20 5,66-56,74 rpaj.; BCero oT-
paxenuii 74580; He3aBucuMbIX oTpakeHui 11176; yncno yrounsemsix mapamerpoB 533; R, = 0,0360;
GOOF 1,015; R; = 0,0334, wR, = 0,0789; ocrarouHas 37eKTpOHHAs MIOTHOCTH (max/min); 0,32/-0,70 e/AS,
(4) [PhsP(CH,),Br]'[Br]", CoH,3PBry, M 478,19; cunronus MOHOKIMHHAS, Ipynna cummeTpun P2/c;
napameTpsl suediku: a = 12,219(11), b = 10,455(9), ¢ = 17,254(15) A; a = 90,000, B = 104,58(4)°,
v = 90,00°; V = 2133(3) AS; Z =4, Py = 1,489 F/CMB; 20 6,24-57,32 rpan.; Bcero otpaxenuit 51137,
HEe3aBUCUMBIX oTpaxkenuil 5420; uucio yrouHsembix mapametpoB 226; Ri = 0,0413; GOOF 1,073;
R; = 0,0324, wR, = 0,0718; ocrarouHas 3JIeKTpOHHAas IUIOTHOCTH (max/min); 0,26/-0,86 e/AS,
(5) [PhsP(CH,),0H]’[Br]", C50H2PBrO, M 387,24; cunronust MOHOKIMHHAS, Tpynma cummerpun C2/c;
napameTpsl sueiiku: a = 14,319(6), b = 12,724(6), ¢ = 19,976(11) A; o = 90,00°, B = 92,52(2)°,
y = 90,00° V = 3636(3) A% Z = 8; pyu = 1,15 r/em’; 26 5,84-64,16 rpas.; Bcero otpaxenuii 67306;
HE3aBUCHMBIX oTpaxkeHnid 6355; umcmo yrounsemsix mapamerpoB 209; Ri = 0,0390; GOOF 1,039;
R; =0,0614, wR, = 0,1774; ocraro4ynas 3JeKTpOHHAsI IVIOTHOCTH (max/min); 3,43/-0,86 e/AS,

Kniouesvie cnosa: crpoeHue, OpraHUYeCKUE U 3JIEMEHTOOPTaHMYECKUE COCMHEHMUS, PEHTTEHOCT-
PYKTYPHBII aHAJIN3
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STRUCTURE OF ORGANIC AND ORGANOELEMENTAL COMPOUNDS.
PART 4

V.V. Sharutin®
South Ural State University, Chelyabinsk, Russia
X sharutins0@mail.ru

Abstract. The structure of five organic compounds was determined using X-ray diffraction
analysis. X-ray diffraction analysis of compounds was carried out on an automatic four-circle
diffractometer D8 Quest Bruker (Mo Ka radiation, A = 0,71073 A, graphite monochromator) at 293 K.
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XnMusa aneMeHTooOpraHM4YecKmx coeanHeHnn
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Crystals (1) [PhsPCH,C(O)Ph]*[Br]", CasH»OPBr, M 461,32; rhombic system, symmetry group Pbca;
cell parameters: a = 10,88(2), b = 18,55(4), ¢ = 21,81(4) A; a = 90,00°, B = 90,00°, y = 90,00°;
V = 4399(15) A% Z = 8; pe = 1,393 g/lcm®; 20 5,72-56,7 deg.; total reflections 64127; independent
reflections 5447; number of specified parameters 262; R;; = 0,0813; GOOF 1,129; R; = 0,0526,
WR, = 0,1459; residual electron density (max/min); 0,97/-1,11 ¢/A%], (2) HON=CHCgH,(NO,-3),
C;HeN,O3, M 166,14; monoclinic system, symmetry group P2;/n; cell parameters: a = 3,764(3),
b =7,002(7), c = 28,56(2) A; = 91,34(4) deg., V = 752,6(11) A3, Z = 4; perc = 1,466 g/em®; 20 6-56,78 deg.;
total reflections 24593; independent reflections 1880; number of specified parameters 110; R; = 0,0317;
GOOF 1,067; R, = 0,0527, WR, = 0,1299; residual electron density (max/min); 0,15/-0,25 e/A%],
(3) [PhsPCH,CsH4(OH-2)1'[Br]™ - H,0, CysH44Bro,P, M 467,31; triclinic system, symmetry group P—1;
cell parameters: a = 9,699(9), b = 13,455(11), ¢ = 18,340(16) A; o = 87,01(3)°, B = 77,01(4)°,
y = 74,42(4)°; V = 2246(3) A% Z = 2; pec = 1,382 r/em’; 260 5,66-56,74 deg.; total reflections 74580;
independent reflections 11176; number of specified parameters 533; R;; = 0,0360; GOOF 1,015;
R, = 0,0334, wR, = 0,0789; residual electron density (max/min); 0,32/-0,70 e/A%,
(4) [PhsP(CH.).BrI'[Br]”, CxH,3PBr,, M 478,19; monoclinic system, symmetry group P2./c; cell
parameters: a = 12,219(11), b = 10,455(9), ¢ = 17,254(15) A; o = 90,00°, B = 104,58(4)°, y = 90,00°;
V = 2133(3) A% Z = 4; p,.. = 1,489 g/em®; 20 6,24-57,32 deg.; total reflections 51137; independent
reflections 5420; number of specified parameters 226; Ry = 0,0413; GOOF 1,073; R; = 0,0324,
WR, = 0,0718; residual electron density (max/min); 0,26/-0,86 ¢/A®], (5) [PhsP(CH,),OH]'[BI],
CyoHxPBrO, M 387,24; monoclinic system, symmetry group C2/c; cell parameters: a = 14,319(6),
b = 12,724(6), ¢ = 19,976(11) A; o = 90,00°, B = 92,52(2)°, vy = 90,00°; V = 3636(3) A% Z = 8;
Peatc = 1,15 r/em®; 20 5,84-64,16 deg.; total reflections 67306; independent reflections 6355; number of
specified parameters 209; R; = 0,0390; GOOF 1,039; R; = 0,0614, wR, = 0,1774; residual electron
density (max/min); 3,43/-0,86 ¢/A°].
Keywords: structure, organic and organoelemental compounds, X-ray diffraction analysis

For citation: Sharutin V.V. Structure of organic and organoelemental compounds. Part 4. Bulletin
of the South Ural State University. Ser. Chem. 2024;16(3):89-96. (In Russ.) DOI: 10.14529/chem240302

BBeaenue

[Tpu mosiBernu B FOkHO-Y pasibckOM TOCYAapCTBEHHOM YHUBEPCUTETE COBPEMEHHOTO TU(PPaKTO-
Merpa D8 Quest BO3MOKHOCTh ONPEESIECHUS] KPUCTAJUIMUYECKUX CTPYKTYP OpPraHUYECKUX, HEOpraHuye-
CKUX, KOODAMHALMOHHBIX W 3JIEMEHTOOPTaHUYECKUX COEJUHEHUM HEU3MEpPUMO BO3pOCIA, MOITOMY
MIPEJICTABISIOCh BO3MOXKHBIM OIPENIEUTh CTPOCHUE MHOTHUX CHHTE3UPYEMBIX B JIA0OPATOPHH XHMHHU
3JIEMEHTOOPraHUYECKUX COEOUHEHUN. B mpopoipkeHue HU3ydeHUsi CTPOCHHUS 3IEMEHTOOPraHUYECKUX
NPOU3BOHBIX U MX CHHTOHOB [1—72] B HacTosIe# paboTe MCCIIeI0OBAHO CTPOCHUE TISITH OPraHUYECKHX
Y 3JIEMEHTOOPIaHUYECKUX COEAUHEHUN.

JKCNepUMEeHTAIbHAA YaCTh

B pabote ucnonp3oBagy OpraHUYECKHE M DIIEMEHTOOPTaHWYECKWE COCAMHEHHS NPOM3BOACTBA
¢upmbl Alfa Aesar, KoTopble MEPEKPUCTAIITM3OBLIBATIM U3 cMecH OeH3ouia u rentana (1:1 o6beM.) wim
cnupTa ¥ Bogsl (3:1 o6beMm.).

PCA xpucramio 1-5 nposenen Ha mudpakromerpe D8 Quest dpupmer Bruker (MoKo-u3znyuenue,
A =0,71073 A, rpadutoBsiii MoHOXpoMaTop) ipu 296(2) K. C60p, penakTHpOBaHHe JaHHBIX U yTOUHEHHE
MapaMeTPOB JIEMEHTAPHOM SUEHKH, a TaKKe y4eT MOIJIOMIEHHs MpoBeeHsl 1o nporpammaMm SMART u
SAINT-Plus [73]. Bce pacueTsl 10 ONpeIeSIeHHI0 U YTOYHEHHIO CTPYKTYPbI BBIOJIHEHBI [0 TIPOrpaMMam
SHELXL/PC [74] u OLEX2 [75]. CTtpyKTypsl OnpeaeneHsl MpsIMbIM METOJOM M YTOUHEHBI METOJOM
HaUMEHBIINX KBaJPaTOB B aHM30TPOINHOM NPHOJIMKEHUH AJISI HEBOJOPOAHBIX aroMoB. OCHOBHBIE KpH-
cTaymorpaduieckie JaHHbIE U Pe3yJabTaThl YTOUHEHUS! CTPYKTYp 1-5 mpuBeneHs! B Tabi. 1, OCHOBHBIE
JUIMHBI CBSI3eH U BAJICHTHBIE YTIIbl — B Ta0M. 2. [ToHbIe TaOMUIIBI KOOPAWHAT aTOMOB, JUTMH CBSI3eH U Ba-
JICHTHBIX YTJIOB JIEIOHHPOBaHbI B KeMmOpmmmkckoM OaHke CTpyKTypHBIX naHHbIX (Ne 2144654 (1),
Ne 2157458 (2), Ne 2177537 (3), Ne 2177546 (4), Ne 2219876 (5); deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk). OcHoBHBIE KpHCTaIOTpahHUECKUe TaHHBIE W PE3YIBTATHl YTOUYHEHHUS
cTpykTyp 1-5 mpuBeneHs! B Ta0. 1, IIMHBI CBS3€H U BaJEHTHBIE YTIIIBI — B Ta0. 2.
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CoobuweHue 4
Tabnuua 1
Kpuctannorpaduyeckue faHHble, NapamMmeTpbl KCNEePUMEHTa U YTOUHEHUs1 CTPYKTYp 1-5
[Tapametp 1 2 3 4 5
dopmyna C,H,,OPBr C,HgsN,O4 CasH2,BrO,P CxH»PBr, C,oH2PBro
M 461,32 166,14 467,31 478,19 387,24
CHHTOHHUS PomOnueckas | MOHOKIMHHAS TpuxnuHHas MoHOKJIMHHAS MOHOKIMHHAS
Ip. rpymma Pbca P2,/n P-1 P2,/c C2/c
a, A 10,88(2) 3,764(3) 9,699(9) 12,219(11) 14,319(6)
b, A 18,55(4) 7,002(7) 13,455(11) 10,455(9) 12,724(6)
c, A 21,81(4) 28,56(2) 18,340(16) 17,254(15) 19,976(11)
0o, Tpaj. 90,00 90,00 87,01(3) 90,00 90,00
B, rpan. 90,00 91,34(4) 77,01(4) 104,58(4) 92,52(2)
Y, Tpaj. 90,00 90,00 74,42(4) 90,00 90,00
v, A® 4399(15) 752,6(11) 2246(3) 2133(3) 3636(3)
Z 8 4 2 4 8
p(BBI.), r/em’ 1,393 1,466 1,382 1,489 1,415
1, MM 1,956 0,117 1,919 3,877 2,351
F(000) 1888,0 3440 960,0 960,0 1584,0
Pasmep kpucrana, mm 0,46 x0,43x0,21] 0,5%x0,14x0,1 | 0,51x0,5%x0,27 | 0,55%x0,15%0,13 | 0,65x0,2x0,14
Obnacts copa JAHKEIX | g 77 g6 7 6-56,78 5,66-56,74 6,24-57,32 5,84-64,16
1o 20, rpaj.
VIHTepBalTbl HHICKCOB -13<h <14, -5<h<4, -12<h<12, -16 <h <16, -21<h<21,
oTpaeruii 24 <k<24, -9<k<9, -17 <k <17, -14 <k <14, -18 <k <18,
-29<1<29 —38<1<38 —24<1<24 -23<1<23 -29<1<29
H3mepeHo oTpaxkeHui 64127 24593 74580 51137 67306
Hesapucimeix 5447 1880 11176 5420 6355
OTpaKeHHI
Tepementiix 262 110 533 226 209
YTOYHEHHUS
GOOF 1,129 1,067 1,015 1,073 1,039
R-¢pakTopst R, = 0,0526, R, = 0,0527, R, = 0,0334, R, = 0,0324, R, =0,0614,
o F? > ZG(FZ) wR, = 0,1459 wR, =0,1299 wR, = 0,0789 wR, =0,0718 wR, =0,1774
R-¢pakTopst R, =0,0781, R, =0,0692, R, =0,0522, R, =0,0495, R, =0,0878,
10 BCEM OTPAKCHUSIM wR, = 0,1639 wR, = 0,1398 wR, = 0,0880 wR, = 0,0791 wR, = 0,1987
OcraroyHas
AIIEKTPOHHAS TLIOT- 0,97/-1,11 0,15/-0,25 0,32/-0,70 0,26/-0,86 3,43/-0,86
HOCTH (min/max), e/A®
Tabnuua 2
OnuHbI cBA3ei U BaneHTHbIe YrNbl B CTPYKTypax 1-5
Casi3b | d, A | Yron | ©, TpaL.
1
P1-C11 1,794(4) C11-P1-C7 106,15(15)
P1-C7 1,797(4) Cl1-P1-Cl1 106,1(2)
P1-C1 1,790(4) C1-P1-C7 114,04(15)
P1-C21 1,785(4) C21-PI1-Cl11 109,22(16)
01-C8 1,213(4) C21-P1-C7 108,2(2)
C11-C16 1,397(5) C21-P1-C1 112,86(16)
2
02-N2 1,201(2) 02-N2-03 123,08(17)
0O1-N1 1,397(2) 02-N2-C3 118,35(15)
03-N2 1,206(2) 03-N2-C3 118,56(16)
N2-C3 1,465(2) C2-C3-N2 118,25(14)
C7-N1 1,256(2) C4-C3-N2 118,77(15)
C3-C2 1,371(2) N1-C7-C1 122,75(14)
C3-C4 1,370(2) C7-N1-01 111,75(14)
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OkOHuYaHue Tabn. 2

Casi3b | d, A Vron | ®, TpajL.
P1C7 1,806(2) C21-PIC7 108,81(10)
P1_C21 1,786(2) C21-PI-C1 108,11(10)
PIClL 1,7912) C21-P1-Cl11 111,45(10)
PI_C11 1,797(2) CI-PIC7 112,12(10)
01-C36 1,351(2) Cl-PICl1 108,55(9)
C35-C36 1,395(3) CI11-PI-C7 107,83(10)
Bri_C10 1,965(3) CIPIC7 108,07(10)
P1Cl 1,805(2) CIPI_Cl1 110,63(11)
P1_C21 1,802(2) C21-PI-C1 109,45(11)
P1C7 1,81002) C21-P1-C7 110,12(11)
PI_Cl1 1,818(2) C21-P1-Cl1 107,02(11)
C5-C6 1,400(4) C7-P1-C11 111,55(11)
PICl 1,796(3) C21-PI-C1 108,04(14)
PI_C11 1,793(3) CI-PIC7 112,21(15)
P1_C21 1,800(3) CI11-PI-C1 108,95(14)
P1C7 1,807(3) C11-P1-C21 110,75(14)
C5-C6 1,384(5) Cl1PI_C7 111,38(16)
C6-Cl 1,397(4) C21-P1-C7 105,42(15)

O0cy:xaeHue pe3ybTATOB

3a Bpemst paboTbl MOHOKpHCTaNbHOTO AudpakTomerpa D8 Quest B mabopaTtopru XUMUH 3JIEMEHTO-
opraamueckux coeauaeHuit FOYpl'Y (2012-2024) 6pun riccnenoBanbl cTpyKTyphl Oosee 2000 opranu-
YEeCKUX, HEOPraHMYEeCKUX, KOOPAMHALMOHHBIX M 3JIEMEHTOOPraHMYeCKHX coequHeHni. [lo stuM pe-
3yJabpTaTaM OBUIO OMYOJMKOBAHO B HAay4YHBIX KypHaiax ~500 crareil, cper KOTOPBIX MOXKHO BBIJICTHTH

HanboJiee BaKHBIE 32 TIOCae Hue Tpu Toa [1-72].

B HacTosmeit paboTe mpuBeneHsl paHee HEM3BECTHBIE KpUCTAILIOrpaduyecKie JaHHbBIE MSITH KPH-
CTAJJIMYECKUX CTPYKTYP OPraHMYECKUX U DJIEMEHTOOPTaHMYECKUX CcoenuHeHui (Tabn. 1, 2), sBisio-
LIUXCSl OPEKYPCOpaMHU ISl OJIYUYEHHUS CIIOKHBIX KOMIUIEKCOB MeTaiuioB. U3 nanneix PCA cnenyer, uto
KpUCTAILTBI KOMIUTEKCOB 1, 3-5 cocTosT u3 TerpaopraHmiocOHNEBbIX KATHOHOB U TAJIOWIaHUOHOB, B
TO BpeMsl KaK B KpHCTaJUIE 2 MPUCYTCTBYIOT JIMIIIb MOJICKYJIbI okcuma (puc. 1-5).

Puc. 1. O6wwmn Bup [Ph;PCH,C(O)Ph]Br (1)

92

Bulletin of the South Ural State University. Ser. Chemistry.

2024, vol. 16, no. 3, pp. 89-96
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Br1

Puc. 5. O6wmn Bup [Ph;P(CH,),OH]Br (5)

Puc. 4. O6wun Bug [Ph;P(CH,),Br]Br (4)

JuHbI CBsI3€il M 3HaYCHUS BAJICHTHBIX YIJIOB B CTPYKTYpax coeArHeHHH 1-5 O6nu3ku Kk Habmronae-
MbBIM B @HAJIOTHYHBIX U3BECTHBIX CTPYKTYpax [76].

BriBoabl

MeTtoaoM pEHTTC€HOCTPYKTYPHOTO aHAIN3a OMPENeIICHO CTPOCHHE IISITH OPTaHUYECKUX U JIEMEHTO-
OpPTaHUYECKUX COCIMHECHHUN, T€OMETPHUSCKHE TTapaMeTPhl B CTPYKTYpaxX KOTOPBIX OMM3KK K HabI01ae-
MBIM B ITOIO0HBIX TPOU3BO/IHBIX.
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