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MeTtonoM MOHOKPUCTAILHON PEHTIEHOBCKOM Andpakimu uccnegorana crpykrypa |-(4-xnopdenaun)-4-
merun-1,5.6.7-rerparnapo-2H-muknonentalbnupumun-2-ona. Ctpyktypa (@ = 37.006(8), b = 8.967(3),
c=27911(3) A, B = 96.52(2)°, Z = 24, mp. rp. P2,/c) onpeneneHa nNpAMbIMH METONAMHU H YTOYHEHA 10
R;=0.0608 u wR, = 0.1170. Illects KpucrauiorpahHIecKy HE3ABHCHMBIX MOJICKYII, PA3/IHUAIOTCA [IBY-
TPaHHBIM YIIOM MEXJY IUIOCKOCTAMHM (peHuna u rerepouukna. Pacemorpeno o0pazoBaHiue arperaros

Cl--CL
v

BBEJIEHUE

Jannast pabora ABISIETCS TPOJOJIKEHIEM TTPOBO-
JUMBIX CTPYKTYPHBIX HCCAEHOBAHUH reTEPOLUKINYEC-
CKHX COCJUHEHMI, 00Iafar0LIHX CIOCOOHOCTRI) BCTY-
NaTh B pa3iUYHbIE NEPErPYIIUPOBKH, B TOM YHCIE H
peakuyy ppkauzanuu [1-11]. Mel nocnegopatensHO
H3yYaeM METOIOM PEHTTEHOCTPYKTYPHOI'O aHATH3a
CTPOCHHE BCEX HHTEPMENUATOB U KOHEUHBIX MPOJIYK-
TOB MHOTOCTYIIEHYATHIX PEAKIAN UKJIN3ALMIA 1 TIe-
perpynnMpoBoK. B 4acTHOCTH, 3aMeMIEHHbIC TUPH/O-
HbI XapaKTEPH3YHOTC MHOXKECTBEHHON PeaKkIMOHHOH
CMOCOOHOCTBIO H ABISIOTCA HHTEPECHBIM OO BEKTOM
JIJIsL TAKOT'O popia uccinenosanuil. B nacrosiei padore

Mbl U3y4YHnu cTpoeHue l-(4-xnopdenaumn)-4-mMeTu-
1,5,6,7-rerparunpo-2H-uuknonenralb|nupugun-2-
oHa. [IlaHHbIE O CTPOEHHN MOJIEKYJT B KPHCTANTAX YKa-
3aHHOrO coepnuHenust B KemOpumkckoin 6a3e CTpyk-
TYPHbIX laHHbIX (Bepeus 11.03) [12] orcyTeTByOT.

SKCIIEPUMEHTAJIIBHAA YACTb

HMcxonHoe BemecTso | mony4yeHo u uccieJoBaHO
Hamu panee [2]. Cunre3s 1-(4-xnopdenayun)-4-me-
TIn-1,5,6,7-rerparuapo-2H-yuknonenral b nupugus-
2-oHa (III) BeImoaHEH MO pa3paboTaHHON HAMH paHee
meTonuke [3]:

CHjy CH; CH;
B AgCO; oy CIC4H,COCH,Br =
CHy | P .
NH S0 N~ SOCH; N
I II I
Cl

[TpomexxyTounslit mpopykT II mpencrasmsit coboi
SKHIKOCTD, €ro crpoeHue noyreepxaeHo IMP-criek-
pockonwei. Cnextpsl [IMP 3anucaunb! Ha ciekTpoMe-
Tpe AM-360 dupmer Bruker, HanpszKeHHOCTb NOJIsI
8.46 Tn (360.14 MI'y nns npotonos). OTHeceHue cur-

Hanos B ciekTpax [IMP nposesieHo ¢ yuetom siurepa-
TYPHBIX JAHHBIX, HYMEPALHs aTOMOB B 000HX COEJIIHE-
HISIX COOTBETCTBYET pHC. | (eM. Hike). 0, M., IMCO-
dg, BHyTpeHHmil craupaptr TMC, coepunenne II:
2.12 (m, 2H, C(7)H,, 2.27 (¢, 3H, C(10)H;), 2.67 (T, 2H,
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C(6)H,), 2.86 (T, 2H, C(8)H,), 3.65 (c, 3H, OCH,), 6.09
(c, IH, C(3)H). Coegunenune III: 2.10 (M, 2H, C(7)H,),
2.15 (¢, 3H, C(10)Hy), 2.75 (M, 4H, C(6)H, + + C(8)H,),
3.34 (c, 2H, C(11)H,), 6.03 (c, 1H, C(3)H). 7.55, 8.07
(mm, 4H, Ar).

DKcHepiMeHTANBHbIE HHTEHCHBHOCTH JIM(paKiy-
oHHbIX oTpazkenuit s 111 nomydens! npu KOMHATHOR
temrneparype Ha udpakromerpe CAD-4 [13] (CuK,-
H3JIy4eHne, rpapuTOBBIH MOHOXPOMATOP, (D-CKaHH-
poBanne). [lapamMeTpsl 371eMEeHTAPHOM AYENKH ONpe-
AENSH | YTOYHSIN 10 25 pedpneKkcaM B HHTCPBAJIC
yrinos 6 22-25°. OcHOBHblE mapameTpbl 3KCIEpH-
MEHTA W KpHcTamnorpaduvyecKkne XapaKTepPHCTHKH
11l npueenens! B Tadn. 1. [lockonbky KpncTaiabl Uc-
CIEJOBAHHOTO COEJHHEHUS WMEIOT HHU3KHE JIMHEMN-
HBIE€ KO3((puIHEeHTH] MOTNOMIEHNAS H MAJlbIC pa3Me-
pBI, IONPaBKA Ha TOIJIOILEHWE He Brogunack. [lep-
BUYHAsE OOpabOTKa MacChBa 3KCHEPUMEHTANLHBIX
OAHHBIX IIPOBOAMIACH 110 KOMIUIEKCY MPOrpaMm
WinGX98 [14]. Bece nocnegyronife pacyeThbl BbINOJ-
HSUTICh B paMKax kommjekca nporpamm SHELX97
[15]. Kpucrammayeckas cTpykrypa onpenesnesa npsi-
MBIMH METOJIaMH C TOCIEAYIOIIHM YTOYHEHHEM IIO-
3ULMOHHBIX M TEITOBbIX IIapPaMETPOB B aHH30TPOII-
HOM MPUOMKEHHH 1N BCEX HEBOTOPOHLIX aTOMOB.
ATOMBI BOJOPOAa BBEICHbI B BBbIYHMCICHHbIE IO3H-
UAA H YTOYHSTHCH B H30TPOITHOM NPUOMIKeHHNI. JIn-
HEIHbIE IapaMeTpbl KpUCTANnorpauyecKu He3aBm-
CHMBIX MOJIEKYJ ObUTH YCPEAHEHBI MEKTY CO00I, Mo-
3TOMY Mbl [PHUBOJMM TOJBKO OfuH HadoOp
MEKaTOMHBIX PacCTOSTHIH U yruioB (Tabdn. 2 u 3 cooT-
BeTcTBeHHO). Kpucrannorpagpuueckas unpopmanus
pas coepunenust Il nenornposana B KeMopum:kckon
6a3e CTPYKTYPHBIX JAHHBIX (JermoHeHT Ne 268723).
CrpoeHie MOEKYIbI ¢ JJUTUIICOMAAMH TEIUIOBBIX KO-
nmebaHull W HyMepalis aTOMOB TOKa3aHbl Ha puc. 1,
MOIYYEHHOM € Henoib3oBannem nporpammel ORTEP
[16]. Ha puc. 2, no1y4eHHOM C IOMOLIBLI NPOrpam-
mbl PLUTON96 [17], u3o0GpazeHa OpUeHTALusi MO-
JEKYJl B HE3ABUCHMOH YACTH IEMEHTAPHOH S4eHKU.

PE3YJIBTATHEI 1 X OBCYXINEHUE

B kpucrannax Il o0Hapy>KeHO LIecTh KPHCTAILIO-
rpapUuecK HE3aBHCHMBIX MoJeKya A-I (puc. 2),
pa3’IUYalolINXCs ABYTPAHHBIMH YIJIAMH MEXKAY
IIOCKOCTAMU (peHmIa M reTepouuKia, PaBHBIMH
88.05(4), 66.58(4), 65.72(4), 62.21(5), 58.79(5) n
80.39(4)° coorBeTcTBeHHO. Hanuuue GoNbIIOro KO-
JIHYECTBA HE3aBHCUMBIX MOJIEKYJ] BbI3Bano Oonee
IPUCTANILHBIA HHTEPEC K YIAKOBKE. Mbl 00Hapy:KH-
mu, 4o aromel Cl pacnonaratoTest OMU3KO Ipyr K
apyry (puc. 3). Takue koHTAKTEI H3BeCcTHBI [ 18-21],
a oOpazosanue nogodHbix Hal-arperatos B coegu-
HEHUSIX € MAJIbIM COJEPKAHUEM rajoreHa o0 bsICHs-
0T xn0podoOHEIM B3auMopeiicTereM [20]. Paccro-
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Cl(1)

Puc. 1. Hymepanus atomos 1 ctpoenne Monekyini 1.

suue Cl---Cl B Takux arperarax cocrasisieT 10 4.3 A
[21]. B paccMaTpuBaeMOM COEIMHEHHH ATOMEI
CI(1A), CI(1F), CI(1D) u CI(1B) o6pa3yoT LenoUKy-
KJIacTep ¢ NonapHbiMH paccTossHusAME 3.889(2),
4.350(2) u 3.962(2) A coorseTcTBeHHO. YTIBI
CI(1A)---CI(1F)---C(1D) m CI(1F)---CIl(1D)---CI(1B)
pasnbl 64.17(8) u 140.02(9)°. Kparuaiiuiee paccro-
ssHue Mexay knacrepamu CI(1F)---CI(1B") cocTasms-
et 5.151(2) A, uro cymecTBenHo Gonbie. ATOMbI
CI(1C) u CI(1E) BMecTE CO CBOMMU CHMMETPHYECKH-
mu akBuBajedtamMu CI(1C") u CI(1E") obpasyror
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Taéauua 1. Kpucrannorpadudeckue XapaKTepPHCTHKH, Je-
TATH PEHTIEHAN(PAKIHOHHOrO 3KCOEPUMEHTA 1 YTOYHE-
HirA cTpykTypst 111

Gpyrro ¢gopmyna C7H,(NO,C1
M 301.76
Cunronmus MouHokIHHHAA
[p.rp., Z P2,/c, 24

a, A 37.006(8)

b, A 8.967(3)

Bt 27.911(5)

B. rpan 96.52(2)

v, A3 9202(4)

Prapr THEM® 1.307

wK,), mm! ' 2.333
O6nacre yrios 6, rpaj 1.20-69.99

OO0nacrte nagekcos h, k, [ —44<h<45,0<k<10,

0</<34
PasMepbl KpHCTALIA, MM | 0.22x0.20 x 0.18
Yucno uaMepeHnbIx oTpaxenm [ 17437
HeszapucuMBIX OTpaskeH R 17437
Yucno orpaxenuii ¢ [ = 206(/) | 15846
Yucno orpakenmit B MHK famc- | 17437/1142
JIO YTOUYHSAEMBIX IapaMETPOB
S 1.408

R /wR, [ = 20(1)] 0.0608/0.1170

Apmax/‘Apminv 3/‘&3 0384/—03%2

AJIbBOB n np.

Taéauna 2. CpepHiie 3HAYEHHA IHMH cBA3el d (A) B

3ur3aroo0pa3Hyw) Uenb BAONL BHHTOBOH OCH
sroporo mopsyika. Paccrosms CI(1E)--CI(1C) u
CI(10O)--CI(1E") paBnbl 4.125(2) m 3.943(2) A, a yrisl
CI1E)---CI(1C)--CLE) m CL1C)--CI1E")--CI(1CY
paBHBI 68.91(7) 1 156.12(9)° cOOTBETCTBEHHO.

Bo Bcex Momekynax WECTHUIEHHBLIA LUK
N(D)---C(9) nuockuii ¢ Tounoctsio 1o 0.036 A. Aro-
mbl O(2), C(6), C(7), C(8), C(10) n C(11) B MONEeKynax
A, Cu D nexar B IIIOCKOCTH 3TOr0 UUK/IA; B MOJTIEKY-

crpykrype 111
Caa3b d CBia3b d
CI(1)-C(16) | 1.7435(8) || C(7)-C(8) 1.5408(10)
N(1)-C(9) 1.3631(9) || C(8)-C(9) 1.4734(10)
N(1)-C(2) 1.4178(9) || C(A1)-C(12) | 1.5188(10)
N(DH-C(11) 1.4510(9) || C(12)-0O(12) | 1.2273(9)
C(2)-0(2) 1.2484(9) || C(12)-C(13) | 1.4758(9)
C(2»-C(3) 1.4207(9) || C(13)-C(14) | 1.3878(10)
C(3)-C(4) 1.3498(10) || C(13)-C(18) | 1.4077(10)
C(4)-C(5) 1.3924(10) || C(14)-C(15) | 1.3760(10)
C(@)-C10) | 1.5095(10) || C(15)-C(16) | 1.3496(10)
C(5)-C(9) 1.3456(9) || C(16)-C(17)y | 1.3696(10)
C(5)-C(6) 1.5071(10) || C(17)-C(18) | 1.3794(10)
C(6)-C(7) 1.4904(10)

Tadmuua 3. OTnenbHbie BATICHTHBIE YITBI O (rpajg) B MO-
nekyne A ctpykrypsi 111

Yron ®

CG-CO-CE®) | 115.03(7)
N(H-CO-C(8) | 124.42(7)
N(D-C(11)-C(12) |112.13(7)
O(12)-C(12)-C(13) | 120.25(7)
O(12)-C(12)-C(11) | 120.57(7)
C(13)-C(12)-C(11) | 118.85(7)
C(14)-C(13)-C(18) | 116.64(7)
C(14)-C(13)-C(12) | 120.83(7)
C(18)-C(13)-C(12) | 122.46(7)
C(15)-C(14)-C(13) | 122.02(8)
C(16)-C(15)-C(14) | 119.54(8)
C(15)-C(16)-C(17) | 121.11(8)
C15)-C(16)-CI(1) | 119.65(7)
C17-C(16)-CI(1) |118.98(6)
C16)-C(17)-C(18) | 119.75(8)
C(17-C(18)-C(13) [120.77(8)

Yron (0]

CO-N(1)-C(2) |121.78(7)
CO-N(1)-C(11) | 121.43(7)
C-N(1)=C(11) | 116.36(7)
0(2)-C(2)-N(1) |118.88(7)
0@2)-C(2)-C3) |126.76(8)
N(I)-C)-C3) | 114.23(7)
CA-C3-C2) |124.05(8)
CE-CA-C(5) | 117.77(7)
C(3)-C(4)-C(10) | 120.45(8)
C(5)-C(@d)-C(10) | 121.49(8)
CO-CG-C@) | 121.24(7)
C9)-C(5-C(6) |109.42(7)
C@)-C(5)-C(6) | 129.16(7)
C(T-C(6)-C(5) | 104.61(6)
CE-C(H-CB) |109.25(7)
CO-CE-C(T) |101.64(6)
C(5-CO-N() |120.54(7)

ne B arom C(6) OTKIOHSETCS OT NIOCKOCTH Ha
0.120(2) A), B monekynax E u F atom C(7) oTknoHS-
ercst Ha 0.129(3), 0.200(2) A cootsercTBeHHO. UHTE-
PECHO MOAYEPKHYTH, YTO LIUKJIONCHTCHOBBIE (ppar-
MCHTBI IPAKTHYECKH IITOCKHE, KAK H B KPUCTAJLJIAX
coequHenus 1 [2].

B panbueiiinem OyneT MPOBENEHO HMCCIEJOBAHHE
peakuHoOHHOH criocoOHocTH coegnnenus LIl u pent-
FEHOCTPYKTYPHBIH aHAIH3 NMOJNYUEHHBIX MPOXYKTOR.
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Puc. 2. Pacnonoxkenne kpuctannorpacpudecku HezasucnMbix mosnexyn LI s npoctpancrse.

® ® CI(1A) ®
v o o
3 CI(IF) ¢ 4
@ @ CI(1D) @
. ..®‘ i . @\ ‘
® Cl(1B) C?IB) ®
CI(1C)
B, ®
"1' “‘ CI(IE) l., ; ",‘ .‘
'@ B, ® cup@® . @ &
® @ @
ClICY

Puc. 3. Crpoenne Hal-arperatos B kpucrasne 111

ABTOpbI BbIpaxaroT Onarogapaocts Poccuiicko-
My (poHIY (PyHIaMEHTANBHBIX HCCIEJOBAHUN 3a (hu-
HAHCOBYIO NOAJEPZKKY B OIJIATE JHLUEH3UU HA TONb-
30BaHHe KeMOpHIKCKAM OaHKOM CTPYKTYPHBIX JaH-
HeIX (rpaHT Ne 02-07-90322).
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