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HOBBII CTEPEOCEJIEKTUBHBI CUHTE3, MOJIEKYJISIPHASA
N KPUCTAJUIMYECKASA CTPYKTYPA 3-AJIJINJI-4-(4-BPOM-
OEHNI)-6-OKCO-3-HUAHOIMUNEPUINH-2-TUOHA

Kumsiuenuem 5-[1-(4-6pomdernn)-2-THoKapOaMOnI-2-IIMaHos THIT -2, 2- TuMe-
tun-1,3-auokca-6-okco-4-nuknorekceH-4-omara N-MeTUIMOpGOIMHAS U aJLUTHII-
OpoMHIa B STAHOJE OCYIIECTBICH CTEPEOCEIEKTUBHBIA CHHTE3 3-aymui-4-(4-
GpomdeHi)-6-0Kco-3-IIHaHOMUIIEPUIUH-2-THOHA, CTPYKTYpa KOTOPOTO YCTaHOB-
JIeHa PEHTI'€HOCTPYKTYPHBIM HCCIICOBAHHUEM.

Kuarouesbie cioBa: 3-ammi-4-(4-6pomdeninn)-6-0Kkco-3-HaHOMUIepHanH-
2-THOH, PEHTTCHOCTPYKTYPHOE HCCIICAOBAHME.

QOYHKIMOHATIBHO 3aMEILEeHHBIE 3-IMaHOMUIICPUANH-2-TUOHbI OCTAIOTCSI MaJlo
WM3YYeHHOW TPYNIONH OpraHWYecKuX coeamHeHuid [1, 2], d9To, B TeEpBYIO
oyepenb, OOBSICHAETCS OTCYTCTBUEM YAOOHBIX METONOB MX IOJIY4EHHS.
B pesynmprate permocenekTuBHON [3,3]-CHTMaTpONHON TeperpymimupOBKH
ocymtectBien [3] cunre3 3-ammmn-4-(4-6pomdenn)-6-okco-3-IuaHOMUICPH-
nuH-2-THoHA (1) M3 cooTBETCTBYMOMIETrO Ccynbduaa 2. YAnuTeiBass MHOTOCTa AU~
HOCTB IOJIyYeHHS HOCJIEIHEr0, BHI3bIBAIOT UHTEPEC HCCIEI0BAaHUs, CBI3aHHbIC
C TOHMCKOM 00Jiee MPOCTBIX, TEXHOJOTHMUYEKH TOCTYIHBIX CTEPEOCENEKTUBHBIX
crnoco0oB cuHTe3a THOHA 1.

B HacTosmeit paboTe M3yueHO B3aMMOJEHCTBHE 3aMEIICHHOIO IMKJIOTEK-
ceH-4-onata N-metrnmopdonnHus 3, onucaHHOro B padore [3], ¢ ammmiopo-
MUJIOM 4 TIpU KHUIITYEHUHW B 3TaHose. Ha mepBoii cTaguy yKa3aHHOW peakuuH,
BEPOSITHO, IPOUCXOAUT PETHOCEIICKTUBHAS TETEPOLUKIN3ALUS COeTUHEHUS 3 C
00pa3oBaHMEM COOTBETCTBYIOLIETO THOJIATa 5, KOTOPBIA MPH aJKWIMPOBAHUH
Oopomuzom 4 tpanchopmupyetcs B npousBonHoe 2. [locienyromas auiabHas
neperpyniuMpoBKa NPUBOIUT K THOHY 1.

Crpoenune coenunenus: 1 nzyueHo ¢ nomonisto PCA (puc. 1, tabmn. 1, 2).
B uccnenoBanHOil MoOJieKyJie TeTEpOLMKI MMEET KOH(POPMAaLUIO NOJIyKpecia:
atoMbl Cg) n C(s)y OTKIOHAIOTCA B pa3Hble CTOPOHBI OT IJIOCKOCTH, IIPOBE-
neHHoil yepes atoMbl Ny, C2), Cs), C(g) (OTKIIOHEHHE aTOMOB OT CpeIHEN II0C-
xoctu +0.006 A) ma 0.406 u —0.305 A coorBercTBeHHO. J[ByrpaHHbIi yro
MEXIy IICEBJ0AKCUAIBHBIM #-OpOMGpEHUIBHBIM 3aMECTUTENIEM U IUIOCKOM
4acThIO FeTEPOIMKIIA paBeH 97.8°.

Kak BuzmHO u3 puc. 1, nceBgoakcHanbHBIN aJUIMIIBHBIA 3aMECTHTENb HAaXO-
OUTCS B MpAHC-TIONOXKEHUM K apuiIbHOMY (parMeHTy (TOPCHOHHBIA YIoOJ
C14C3,C9C pasen 163.9°). Taxum oOpazom, [3,3]-curMaTpornHas ayumibHasS
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NeperpynnupoBKa COeAWHEHHsS 2 B THOH 1 IpoOTEKaeT B pPe3ysibTare aTaku
aToma C3) reTepolrKia aJUIMIBHON IPYNIION ¢ MPOTHBOIOIO0KHOW CTOPOHBI OT
apuibHOro 3amectutens. OCTajbHbIE I€OMETPHUECKHE HapamMeTphl HCCIIEAO-
BaHHOW MOJIEKYJIBI IMEIOT OOBIYHBIE 3HAUCHUS [4].

Puc. 1. O6uwmii Bux Monexyssl 1
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Joamuer csseii (d) B mostexyJre 1

Tabonauma 1

CBs3b d, A CBs13b d, A CBs3b d, A
Bra)—Cay 1.88(1) CeCw 1.58(1) Ce—Cas 1.40(1)
Sw—Ce 1.62(1) CeCo 151(2) Co—Cao 1.36(2)
Ow-Cew 1.23(1) CeCasy 1.55(1) Cauo-Car 1.37(1)
Nau-Ce 1.37(1) CCe) 1.52(2) Can-Caz 1.41(1)
N-Cee) 1.36(1) CaCe 1.48(1) Cu—Cuy 1.342)
NerCo 112(2) CeCeo 1.50(1) Cas-Cas) 1.442)
Ce-Ca) 1.52(1) CeCo 1.41(1) Caus-Cuas) 1.28(2)
Tab6bnuma 2
Basentnble yrisl (®) B MoJeky.e 1

Yron ®, Tpai. Vron ®, Tpai. VYron ®, Tpaa.
CNay-Ce 1278(8) | CeCu—Ce) 107.8(8) | CeCe—Cas 114.6(9)
Sw-Ce-Nw 121.9(7) | Ca—Cuw—Ce) 115.009) | Ce—Ce—Cauo 123.3(9)
Sw—C@Cw 124.9(7) | CeCuy—Ce) 1136(8) | CeCan—Cay 119.1(9)
Nw CeCe | 1131(8) | Cw -Ce Ce 11638) | Bray-Cay Coo) 120.2(8)
CoCwe—Cw 112.4(7) | Ow-Ce-No 1205(9) | BrayCun—Caz 120.0(7)
CeCeCm | 1093(8) | Ow Ce Ce 120309 | CuoyCayy Caz) 119.8(10)
CwyC—Cm 107.1(8) | No-CeCes) 119.2(9) | Cay—Cuz-Cas 119.6(9)
CeCwe—Casy | 109.7(8) | No-C—Ce 173.8(11) | Ce—Cas—Cauy 123.5(9)
CayCeCasy | 1112(8) | CwyCe—Co 125.0(8) | CeCasn—Cas 116.1(9)
CayCe Casy | 106.9(8) | Cuy-Ce Cus 1203(8) | CuaCasCas) 126.4(13)

Tabaumma 3

Koopmuuater atomos (x10%; x10° st H) B crpykrype 1

Atom X y z U Atom X y z U

Bry | 6476(1) 1105(2) 545(1) 69(1) | Co 1181(10) 4797(18) | 1848(4) | 45(4)
Sq -810(3) 4773(5) 857(1) 66(1) | Ceg 3497(9) 6008(16) | 1227(4) | 40(3)
O 1424(7) 10977(11) | 312(3) 55(3) | Cg 3300(10) 5106(17) | 688(4) 43(4)
Na 422(8) 8186(13) | 640(3) 43(3) | Cuo | 4166(10) 3697(17) | 482(4) 47(4)
Ne) 1282(11) 3380(16) | 2110(4) | 70(4) | Cay | 5286(10) 3093(17) | 810(4) 43(4)
Cp 254(9) 6600(16) | 1003(4) | 45(4) | Cap | 5533(10) 3947(20) | 1347(4) | 58(4)
Cp 1086(10) 6826(15) | 1554(4) | 43(3) | Cus | 4666(10) 5341(18) | 1537(4) | 54(4)
(o) 2594(9) 7552(17) | 1463(4) | 44(4) | Cua | 345(11) 8285(15) | 1951(4) | 49(4)
Cp) 2515(10) 9511(16) | 1123(4) | 48(4) | Cus) | —1018(14) | 7700(21) | 2096(5) | 75(5)
Ce) 1415(10) 9620(16) | 664(4) 45(4) | Cue | —2115(12) | 8719(27) | 2001(6) | 93(8)

AHanu3 YMakOBKM MOJIEKYJI B KpPUCTaJUIE IIOKa3ajl HaIW4Yhe TOJBKO
MEXMOJIEKYJISIPHOTO HEBAJIEHTHOTO KOHTakTa Bryy...Sqy (1 + X, Y, 2) 3.64(1) A,

CPaBHHUMOTO C CyMMOH NX BaH-JIeP-BaalbCOBBIX pagnycoB 3.65 A [5].
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B kpucTamie MexxMOIeKyIspHble BogopoaHsie ¢z Ny — Hpy...Ow (=X,
2 — Y, *Z) [N(l)...O(l) 288(1), N(l)*H(l) 090, H(l)...O(l) 199(1) A, yron
Nay—H...O@) 168(2)°] oObenuustor Monekyasl 1 B IEHTPOCHMMETPUYHBIC
muMepsl (puc. 2).

Puc. 2. TIpoexuust ac KpUCTaIUINYECKON CTPYKTYpHI 1 (ITyHKTUPHBIMU JIHHHUSAMH ITOKa3aHbI
MEKMOJIEKyIIIpHBIe BopopoaHblie cBsa3u NH...0)

9KCIIEPUMEHTAJIBHAA YACTb

3-Ammi-4-(4-6pomdpennn)-6-okco-3-unanonunepuanu-2-tuon  (1). Cmeco 2.56 r
(5 mmonb) tmknorekcen-4-onata 3 [3] u 0.42 mu (5 mmons) ammiopomuaa 4 B 30 ma 80%
sTaHoNa KHUIATAT 10 MHH, Tocie 4Yero QUIBTPYIOT 4Yepe3 CKIaauaThlii OyMaXKHbBIA (QUIbTp.
OO0pasoBaBmvecs B (WIbTpaTe KPHCTAUIBI depe3 24 49 OTHENSIOT, MPOMBIBAIOT 3TAHOJIOM H
rekcaHoM. [Tomyqaror 1.45 1 (83 %) THOHA 1, HAEHTHYHOTO 1O TEMIEPAType IUIABICHUS, JaHHBIM
SAMP H (cusr Ha mpu6ope Bruker WP-100 SY (100 MI'm) B IMCO-dg ¢ TMC B kadectBe
BHyTpeHHero crtaHmapra) U MK cmekrpa (3apeructpupoBaH Ha crekTpodoromerpe MKC-29
B Ba3eJIMHOBOM Maclie) COSANHEHHUIO, OIIMCAaHHOMY B pabdore [3].

PentreHocTpykTypHOe nccienopanue coequnenus 1. Kpucramis! coefnHeHNs MOHOKINH-
ubie, pu 24 °C: a = 9.781(3), b = 6.599(2), ¢ = 23.738(8) A, P = 92.61(2)°, V = 1531(1) A%,
Opa= 1516 r/eM®, Z = 4, npocrpancrsemsas rpymma P2y/n. Ilapamerpsl  sueiiku
U MHTEHCUBHOCTH 2969  HE3aBUCHMBIX OTPaXEHUH HM3MEpeHbl Ha  YETHIPEXKPY)KHOM
aBToMarndyeckoM au¢ppakromerpe Syntex P21 (AMoKao, rtpaduroBelii MOHOXpOMAarTop,
0/20-ckanupoBanue 10 Oma = 28°). CtpykTypa pacumppoBaHa NPsIMBIM METOJIOM, BBISIBUBIIUM
BCE HEBOJIOPO/IHBIE aTOMBI, ¥ yToYHeHa nmosHoMaTprudHbiM MHK B aHM30TpOITHOM NpHOIIMKEHUH
IUTSL HEBOAOPOIHBIX aToMoB 1o 1208 otpaskenusim ¢ | > 3o (I). Bee atombl Bogopoa 00beKTHBHO
BBISIBJICHBI Pa3HOCTHBIMH Dyphe-CHHTE3aMH, OHAKO BCIIEICTBUE OOJBIINX TEIUIOBBIX KoebaHmit
BKJTIOYEHB B YTOYHEHHE C (UKCHPOBAHHBIMH ITO3HIIMOHHBIMUA M TEIIOBHIMU ITapaMeTPaMH
U =0.08 A2, Oxomnuarensusie 3uavenns daxropos pacxommmocts R = 0.056, R, = 0.056. Bee
pacuers mpoBemensl mo mnporpamme SHELXTL PLUS [6] (Bepcus PC). Koopamnatst
Y M30TONHBIE OSKBUBAJICHTHBIE TEIUIOBBIE ITapaMeTphl HEBOJOPOIHBIX AaTOMOB IIPHBEICHHI B
Tabm. 3.
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