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Merogom PCA wm3yuena Bropas kpucraummueckas moxuduxamus (1) amxmopuma 1,10-mu-
asonna-18-kpayn-6, [HoJIA18K6]*"-2CI,, rne [HoJIA18K6]*" — nukarmon 1,10-masa-18-
kpayH-6 (JJA18K6) ¢ nBymMs NpOTOHMPOBAHHBIMH aTOMaMH a30Ta. MOHOKIMHHAs Moan(pHUKa-
s I (mp. tp. P2,/n, a=9,600, b =5,689, c = 15,749 &, B =91,03°, Z=2) pacudpoBana
MPSIMBIM METOJIOM M yTO4YHEHa moiHoMmaTpudHsiM MHK B aHM30TpOITHOM HpHOMMKEHHH 10
R =0,032 mo Bcem 2494 He3aBHCHUMBIM M3MEpEeHHBIM peduiekcaM (aBromudpakromerp CAD-4,
AMoK,,). B momudukarnmn II kondopmarust mukarnona /1A 18K6 n noHHas ynakoBka CyIiecT-
BEHHO MHBIE, YeM B paHee N3y4eHHON TPUKIMHHON Moauduxannu 1.

KnwueBble CJI0Ba: PEHTTEHOCTPYKTYPHBIH aHalIW3 MOHOKPHCTAIUIOB, KPUCTAJLIMYE-
ckue moauukaunu, conu 1,10-anaza-18-kpayH-6, XJIOpUABL.

Panee namu mMetonom PCA Oblna m3yueHa TPUKIMHHAS KPUCTaJUIMYECKasi CTPYKTypa (Moxudu-
kanus 1) nuxiopuna 1,10-auazonmna-18-kpayH-6 [ 1 ]. B HacTosmeM cooOmieHnn M3mararoTcsi pe3yiib-
tatel PCA ero MOHOKJIMHHON KPHUCTAIUIMYECKOW CTpYKTYyphl (Momudukammm II) Toro ke cocrasa
[H,JA18K6])*-2CI°, rme [H,JA18K6]" — nmkatnon asakpayH-s¢pupa 1,10-muasa-18-kpayH-6
(JJA18K6) ¢ aByms MpOTOHHUPOBaHHBIMH aToMamu a3zota. ClielyeT OTMETUTh, YTO B KeMOpHumKckoM
0aHKe CTPYKTYpHBIX AaHHBIX [ 2] (Bepcusa 5.28 3a 2006 r.) comepkaTcs cBefeHus o 45 CTpyKTypax
coneit IA18K6 ¢ pa3iauuHbIMU KHCIOTAMHU, U CPEAN HUX JAaHHAs COJIb — €IUHCTBEHHAs, 111 KOTOPOI
Obula HaliZieHa ¥ U3y4YeHa ee BTOpasi KpUCTaIMYecKast MOIU(pUKaLus.

BecnBeTHble Tpo3pauHble KPUCTAUIBI TPUKIMHHON | m mMoHOkmuHHOU II Moamdukanumii MoryT
OBITH BBIPAILCHBI MEPEKPUCTAIIIM3AUNEH U3 BOIHO-CIIMPTOBOIO PACTBOPA IPH HECKOJBKO Pa3jinyaro-
IIKXCA YCIOBUSIX, BO MHOT'OM — 3TO J€JIO0 CIIydas.

[MapameTpsl 2neMeHTapHO# sueiikn KprcTaiwioB 11 1 TpexmepHblii Habop MHTEHCUBHOCTEH ped-
nekcoB it PCA monydeHsl Ha peHTreHoBckoM apromudpakromerpe Enraf-Nonius CAD-4 (MoK,-
u3mydeHne, rpaduToBbIii MoHOXpomarop). Kpucrammer II — monoxmanbte: [CioHysN,0,4]7 - 2CT,
M=33526; a=9,6002), b=5,689(1), c=157492)A, B=91,03(1)°, V=2860,03)A°, Z=2,
Ay = 1,295 /e, p(MoKy,) = 3,91 em™', mpocTpancTBenHas rpymma P2,/n.

NuTencuBHocTn 2886 peduiekcoB m3MepeHbl B KBajipaHTe oOpaTHOro mpoctpaHcTsa (26 < 60°)
MeTonoM /20-ckaHupoBaHus ¢ MOHOKpHcTamia pazmepamu 0,20 x 0,38 x 0,75 mm. MHTeHCHBHOCTH
pedIeKCOB TTOTOM CKOPPEKTHPOBATN Ha TOMJIOIICHHE MOIYIMIHPUIeCKUM MeronoM [ 3 ]. U mocime
UCKJIFOYCHHUS] CHCTEMAaTHYECKH MOTAlIeHHBIX Pe(IeKCOB M yCpeTHEHUs] HHTeHCUBHOCTEH 139 map k-
BHBANICHTHEIX peduiexcon 0/ u 0kl (R iy = 0,015) paGounii maccus u3mepenHsx F 2(hkl) u o(F?) co-
cTaBuIn 2494 He3aBUCHMBIX pediiekca.

Kpucranmueckas crpykrypa Il pacmmudpoBana npsmeiM metogoM 1o nporpamme SHELXS-97
[ 4] u yrounena nonaomatpraabiM MHK (otHOCHTepHO F %) o mporpamme SHELXL-97 [4 ] B mpu-
ONVDKEHNH aHU30TPOITHBIX TEIJIOBBIX KOJICOAHUH Uil HEBOJIOPOJHBIX aTOMOB. B yTOUHEHHH MCTONb-
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Taonuma 1

Koopounamu (x 10*, x 10* must H) u usomponuwvie mennoswie napamempol (Az x 10%) 6asucnvix amomos
6 kpucmaniuyeckou cmpykmype 11

AtoMm X y z U Atom X y z U

Cl | 756,72) | 6072,8(4) | 3164,8(1) | 41,5009) | Ha |266(1) | 718(2) | 129,8(8) | 59(4)
N, | 16433(7) | 4136(1) | 1409,0(5) | 3332) | Ha | 134(1) | 7012) | 69,8(7) | 48(3)
C, 2167(1) | 6186(1) | 908,9(6) | 40,32) | Hs. |353(1)| 6802) | —4,7(8) | 54(3)
Cs 3001(1) | 54572) | 193,96) | 41,62) | Hy |385(1) | 4412) | 41,1(8) | 5003)
0, |2280,5(6) | 4281(1) | -434,6¢4) | 38,7(1) | Hs |364(1) | 1772) | -63,09) | 64(4)
Cs 3065(1) | 2794(2) | -961,8(8) | 44,62) | Hsy |374(2) | 3692) | -128,8(9) | 64(4)
Cs 2083(1) | 1541(2) | -1560,2(7) | 45,002) | He | 155(1) | 267(2) | -190,6(9) | 57(4)
0, |1169,0(7) | 138(1) | -10732(4) | 44,12) | He |264(1) | 57(2) | -193,4(9) | 61(4)
Cs | 247,509 | —12202) | -1584,1(6) | 39,1(2) | He | 76(1) | -219Q2) | ~196,6(8) | 56(4)
Cy | -538,69) | —2725(2) | —971,3(5) | 36,12) | Hs |-38(1) | —24(2) | -191,1(8) | 59(4)
Hy, 133 | 4622) | 187.8(7) |  48(3) | H 8(1) | -3802) | -70,38) | 49(3)
Hy 232() | 3232) | 15547 | 383) || Heo | -93(1) | -1742) | —55,1(8) | 61(4)

[Ipumedanue. i1t HEBOJOPOJHBIX aTOMOB IIPHUBEJCHBI SKBUBAJICHTHBIE H30TPOIHBIE TEIUIOBBIE Mapa-
METPBI U,, BEIMHUCIEHHBIE KaK OJIHA TPETH CJIe/la OPTOrOHAIU3MPOBAHHOTO TeH3opa Uj,.

30BaJIN MTOYTH BCe pedIeKCH U3 pabodyero Maccupa (B TOM YHCIIe B oUeHb ciadbie ¢ [ < 26(/)), 3a uc-
KIIFOUEHHEM HECKOJBKUX PEe(IEKCOB € IUIOXO COTJACYIOMIMMHCS M3MEPCHHBIMH U BBIYMCICHHBIMU
BeTHunHAMH F 2.

Ha npoMexxyTouHOM CcTaauu aHU30TPOMHOTO YTOUYHEHUS CTPYKTYyphl II B pa3sHOCTHOM CHHTE3€
®ypbe 00BEKTHBHO BBISIBIIIM MO3ULIMHK Beex aToMoB H ee aukartnona J[A18K6. [lanee y Bcex aToMoB
H ux xoopavHATHI U MHIUBUAYAIBHBIE H30TPOITHBIC TEIUIOBEIC apaMeTphl Uy, yrounsian MHK. Jlns
skcnioHnpoBaHHoro kpuctamwia Il yrounsuim MHK u kxoddduimeHT H30TPONMHON AIKCTHHKIIVH:
2=0,013(2) [4]. B mociemHeM UK€ TOTHOMATPUIHOTO YTOYHEHHS y Beex 148 BapbHpyeMBIX Iapa-
MeTpoB CTpYKTYpHI 11 ux abcomorabie cauru Obuth MeHbIe 0,0010. 3akmounTeNbHBIE KOOPIHHATHI
Y TETIJIOBBIE TTapaMeTphl aTOMOB NPUBEAEHBI B Ta0. 1.

Koneunsie R-dakxtopsl: R = 0,026 u wR, = 0,068 — mo 2125 mabmomaeMbM pediekcam ¢ [ >
>20(1); R=0,032 u wR, = 0,081 — 1o BceM 2494 He3aBUCUMBIM H3MEPEHHBIM pediiercaM; 100poT-
HocTh "moaronku” S = 1,02 (onpeneneHue BenudnH wR, u S nano B [ 4 ]). B ¢punanpHOM pazHoCcTHOM
cunreze Oypoe: —0,13 <Ap <0,17 eA™. @parMeHT HOHHOM YIIAKOBKU B KPUCTAJUIMYECKON CTPYKTYype
II mokazan Ha pucyske. B Il auxatnon JJA18K6 — nieHTpocHMMeETpUYHBIH, pacOJI0XKeH BOKPYT KpH-
cramtorpagudeckoro nentpa uasepcuu i(000). Ero nivHbBl KOBaJeHTHBIX CBSI3€i, BaJEHTHBIE U TOP-
CHUOHHBIE yTJIbI IaHKI B TA0I. 2.

B momudukarmuu 11 gukatnon JIA18K6 mMeer cinexyromue cpeaHue MIAHBI KOBaJCHTHBIX CBSI-
3eit: N'—C 1,494, O—C 1,416 u C—C 1,503 A, KOTOpBIE BeChbMa OJIM3KHM K HalICHHBIM B KpUCTAl-
maeckoit monudukanuu 1 [ 1]. Ero cpennss nnvaa cs3ei N'—C coBmamaer co CpeIHEeCTaTUCTHYE-
ckoit, a cpegaue mHEI cBs3eil O—C 1 C—C HEMHOTO M 3aMETHO MEHBIIIE COOTBETCTBYIONTUX CPEI-
HECTAaTUCTHUYCCKUX UIHH cBs3eit: 1,494(16) A — mn dparmento HoN[—C(sp*)]a, 1,426(11) A—
s pparmentos C(sp’)—CH,—O—C(sp’) u 1,524(14) A — s dparmentos C(sp’)—CH,—CH,—
C(sp’) [5]. Toxoxee >bdHEKTUBHOE COKpAIEHHE BHYTPUIMKIHUECKIX CBA3EH XOPOIIO H3BECTHO JUTS
MoOJIeKyJIbl 18-kpayH-6 [ 6,7 ]. Ykaxem Taxke, uto y aukatuoHa JJA18K6 B Il Bce BaieHTHBIE YIJIBI
C—0—C u C—N—C na 3—5° 6obIne uneaabHOro TeTparapudeckoro yria 109,5°.

B monudukauun Il nearpocummerpuunsiii qukatnon JJA18K6 umeer kondopmanmio, KoTopas
3HAYUTETHLHO OTIMYAETCS OT €ro BYYTIOBOH KOH(pOpMAIMU B KpucTauTHIeckoid Moaudukammm [ [ 1 ]
¥ KOTOpasi TI0X0Ka Ha KOH(OPMALIUIO MOJIEKYIbI 18-kpayH-6 B KpHcTaluIn4eckoi ¢ase [ 6 | 1 Ha KOH-
¢dopmaunu nuxkatnona JA18K6 B kpucTaIIMuecKux CTpyKTypax autpomononarta 1,10-anazonuna-18-
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@parMeHT HOHHOW YIIaKOBKU B KPUCTAILIMUECKOM cTpyKType 11.
VY nukatnonoB JJA18K6 aromsl H npu aTomax yriepona He nokasasbl. LLITpUXoBeIMU TUHHUAME YKa3aHbl MEXHOHHBIE BOJIO-
POJIHBIC CBSI3U

KkpayH-6 [ 8 | m muruapata cynasdara 1,10-muazonua-18-kpayn-6 [ 9 ] (B mocieqHelt CTPYKType IMOX0-
Ky KOH(opMaIHio UMEET TOJILKO OJIMH U3 JABYX HE3aBUCHMBIX TUKaTHOHOB JIA18K6).
Kondopmarmus mukatnona JIA18K6 B Il metanpHO XapakTepu3yeTcs TOPCHOHHBIMH yTIIaMU T
B Tabi. 2. Kak BUJHO, BCE €ro yribl T IBYX BHJOB: CHHKIMHAJIbHBIE (THIIA 20u() HAXOIATCS B JUara-
30He 1(62—74)°, U aHTU-nepu-TIIAaHAPHBIE (TUTIA Mparc) — HaxoasTcs B quanasone 180 £ 18°. Ilpu
Takoi KoH(popMmamuu 6 TeTepoaToMoB 3Toro aukaTHoHa (2N + 40) moodepeaHO OTKIOHSIOTCS B pas-
Hbl€ CTOPOHBI OT HUX CpPEIHEKBAJAPAaTUYHOM IUIOCKOCTH B cpeaHeM Ha 20,234 A. Jlga aroma

Taonuma 2

Jnunvt cesiseii d (/&), saneHmHvle O u mopcuonnsie T yenot (rpan.) y oukamuona JA18K6 6 cmpyxmype 11

CBsi3b d Casi3b d CBs13b d CBsi3b d
NI_C; 1,489(1) || C,—C5 | 1,504(2) 0,—C;5 1,413(1) Ce—0, 1,421(1)
Ni—C, | 1,499(1) || C3—04 | 1,416(1) Cs—Csq 1,501(2) 0—Cg 1,415(1)

Cs—Cy 1,503(1)

VYron [0) VYron [0) VYron T Yron T
C;N1C2 114,78(7) || CsCsO7 | 108,36(9) C:;N1C2C3 =73,9(1) || CsCcO,Cg | —176,7(1)
NiC,Cs | 112,75(7) || CsO,Cs | 112,69(8) || N;C,C504 68,9(1) || Cs0,CsCy 175,2(1)
CyC304 | 109,22(7) || O;CsCq | 105,18(7) || C,C304,Cs | —157,8(1) O7C8C9N; 175,4(1)
C304Cs | 113,67(8) || CsCoN| | 111,81(7) || C304CsCs | 176,4(1) || CsCoN|Ch | 162,0(1)
04CsCq | 108,53(8) 04CsCs0O7 | —62,0(1)

[MIpumeuanwue. HITpuxom oTMEUEHBI ATOMBI, IEHTPOCUMMETPUYHBIE (—X, —), —Z) Oa3UCHBIM.
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Taonuma 3

T'eomempuyeckue napamempul 000poOHbIX ces3ell 6 Kpucmaniuyeckot cmpykmype 11

H-cessb N—H-+-Cl | d(N—H),A | d(H---Cl),A | dN---CI),A | Yron N—H--Cl, rpax.

Ni—H,,-Cl 0,85(1) 2,27(1) 3,109(1) 173(1)
Ni—Hyp+-Cl” 0,85(1) 2,26(1) 3,108(1) 173(1)

[Ipumevanue. Mexaromusii yroa Hy,--Cl---H{} paBer 99,4(4)°; cummerpudeckue npeoOpa3oBaHus
atomoB: (") 1/2—x, y—1/2, 1/2—z; (") 12—x, y+1/2, 1/2—.

Bonopona Hj, u Hy, mpu atome N; OTKIOHSIIOTCSI OT yKa3aHHOW CPeAHEKBAAPATUYHOM IJIOCKOCTH Ha
—0,02(1) u 1,03(1) A COOTBETCTBEHHO, T.¢. aToM H,;, — »KBaTtopuanbHbIi, a aToM H;, — akcuambHBIA.
VY nuxarunona JJA18K6 B Il Tak Ha3piBaeMble mpaHc-aHHYISIPHBIE MEKATOMHBIE PACCTOSHUS TaKOBBI:
N;---Nj 7,162(2), O4:+- O}, 6,707(2) u O7--- O}, 4,094(1) A.

Kak ycTaHOBJI€HO AaHHBIM HCCIEOBAHHWEM, HOHHBIE YIIaKOBKH B KPUCTAIIIMUECKUX MOAH(UKa-
msix [ u Il pasnuuaroTcs kKopeHHBIM oOpa3zoM. B moaudukanum [ neHTpocMMMETpUYHBIA AUKaTHOH
JJA18K6 u nBa cocemuux ¢ HuM aHnoHa Cl, pacronoxeHHbIe CBepXy M CHH3Y OT IIEHTpPa ero MoJIoc-
TH, COCTUHEHBI ¢ HUM Ka)KIBIH IBYMS ITPOYHBIMHA BOJOPOIHBIMHU CBs3sIMH (H-CBs3sME) N—H---CI,
o6pasys MHAMBHIyanbHbIe HOHHbIE KoMmiutekchl [HoJIA18K6]*"-2CIT (cm. puc.2 B cratee [1]),
H-cBsi3u MeXTy KOTOPBIMHA OTCYTCTBYIOT.

B mogudukanun xe I qukatnonsr JJA18K6 crpynnupoBaHbl B CKOLIEHHBIE CTONKH, OECKOHEY-
HBI€ BJOJb OCH b, U MEXKIY 3THUMHU CTONKaMH HaxoAsTcss aHuoHbl Cl7, coeqMHEHHbIE ¢ HUMH KaXKIbIi
nBYMsI MeXHOHHBIMH H-cBszsimm tnma N'—H---CI™ (cm. pucyHOK 1 Ta6m. 3). Mexmy IByMs TaKHMH
COCEHUMHM CTOTIKAMH MOKHO BBIAETUTH 00pa30BaHHYIO 3STUMU H-CBS3IMHU 31UTr3aroo0pa3Hyio CIupaib
---H—N"—H---Cl"-*-H—N"—H---CI"---H—N"—H:--CI -+, GeckoHeunyio Bnomb ocu y. Ilocpenct-
BOM TaKHMX CHHpalieil yka3zaHHble cTOnKH U3 nukaTHoHOB JIA18K6 B II "cmmBatoTcsa” B 0ObeMHBIE
JBYMEpHBIE CJIOH, OECKOHEUHBIE BAOJIb OCH b U BAOJIb AUATOHATIHN MEXKIY OCSIMH d U C.

B xpuctammmaeckoit momudukaruu 1I, wckimrodasi BeIIeyka3aHHBICE MEKHOHHBIE H-cBs3HM, Bce
Jpyrue KOPOTKHUE MEXHOHHBIE KOHTAKTHI OJNM3KH MM HEMHOTO MEHBIIE CYyMM COOTBETCTBYIOLIHX
BaH-/I€pP-BaaJIbCOBBIX PAIUYCOB aTOMOB.
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