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[To nanHo#i 3asBKe HcnpammBaeTcs npuopureT no 35 koxekcy CIIA § 119(e) mpeaBapuTenbHOM MaTeHT-
Howt 3asBku CIIIA Ne 62/889326, nmomgannoii 20 aBrycra 2019, xoTopast BKIIFOYCHA B HACTOSIIEE H300PETCHUE C
MMOMOIIIBIO CCBUIKH BO BCEH CBOEH MOJIHOTE.

Hacrosmee m3o0perenne obecnednBaeT crocod MmorydeHHs MPOMEKYTOYHOTO COSANHEHHS, KOTOPOe SB-
JSIeTCS IPUTOTHBIM B CHHTE3¢ MHIHOMTOpoB E-cenextnHa. Taxke HacTosmee n300peTeHne obecnedynBaeT MoA-
XOJISIIIHE TPOMEKYTOUHBIC COCTUHEHUS, IOTydaeMble MIPHU OCYIIECTBICHHH JaHHOTO crocoba. JlaHHBINA Kiacce
coenuHeHU# omwmcaH, HanpuMmep, B mateHTax CIIA Ne 9796745 m 9867841, matentneix 3asBkax CIHIA Ne
15/025730, 15/531951, 16/081275, 16/323685 wu 16/303852, m PCT w™exnmyHapomHoil 3asBke No
PCT/US2018/067961.

CeneKTHHBI TPEICTABISIIOT COO0M TPYMITy CTPYKTYPHO CXOJAHBIX DPELENTOPOB KJIETOYHOH MOBEPXHOCTH,
Ba)XXHBIX JUISI OMOCPEIOBAHUS CBS3BIBAHMS JICHKOIUTOB C SHIOTCIHANBLHBIMU KIeTKamu. [laHHBIC OCNKH Tpe-
CTaBJIAIOT co00i MeMmOpaHHbIe Oenky | THIA W COCTOSAT W3 aMHHOKOHIIEBOTO JICKTMHOBOTO JOMEHa, IOMEHa,
nogoOHoro smmaepMansHoMy (aktopy pocra (EGF), nepemenHoOro kommuecTsa HOBTOPOB, CBS3aHHBIX C PELeTI-
TOPOM K KOMIIOHEHTaM KOMIUIEMEHTa, 00JIacTH, 0XBaThIBatoulel ruapo(oOHbII TOMEH, U IUTOIIa3MaTHIECKO-
ro nomeHa. CBs3pIBAlOIIME B3aMMOJCHCTBHUSA, MO-BUANMOMY, OIIOCPEIOBAaHbI KOHTAKTOM JIGKTHHOBOTO JIOMEHA
CEJIEKTUHOB M PA3IMYHBIX YTIICBOAHBIX JIUTAH/IOB.

W3BectHb!l Tpu cenektuna: E-cenextun, P-cenektun u L-cenexTrH. E-celeKTHH HaXOQUTCS HA TIOBEPXHO-
CTH aKTHBHPOBAHHBIX AHIOTEIHATBHBIX KJIECTOK, BRICTHIAIONINX BHYTPEHHIOIO CTCHKY KamwiuisipoB. E-cenextun
CBA3BIBAETCA C yraueBogubiM cuanuin-JIeroncom X (sLe®), KOTOpBIA TpencTaBieH B BHAE TIMKONMPOTEHHA HIIH
TJINKOJINIINIA Ha TIOBEPXHOCTH HEKOTOPHIX JICHKONWTOB (MOHOIIUTOB M HEUTPO(DMIOB) M IIOMOTAaeT TaHHBIM
KJICTKaM MPHUKPEIUIATHCS K CTCHKaM KaMWUILIPOB B TEX MECTaX, TJ¢ OKPYXKAIOIIUC TKAHW WHPUIMPOBAHBI WA
NOBPEKICHBI; U E-CeNeKTHH Takke CBs3biBaeTcs ¢ cuamui-JIsroncom A (sLe”), KOTOphIi sKcmpeccupyercs Ha
MHOTHX OIYXOJIEBBIX KJIETKaX. P-CEJIeKTHH dKcIpeccHpyeTcsi Ha BOCHAJCHHOM JHIOTEIMH M TPOMOOLHMTAX, a
TaKxke pacrosnaet sLe® u sLe’, HO Takxke COIepKUT BTOPOH CalT, B3aMMOJICHCTBYIOLINIA C CYIb(aTHPOBAHHBIM
THpO3HHOM. DKcrnpeccust E-cenextnna u P-cenekTiHa 00BIYHO MOBHIMIAETCS NMTPHU MHQUIIMPOBAHUN HITH TTOBPEXK-
JIGHUU TKaHU, IPWIETAOIIEeN K Kammuisipy. L-cenekThH 3KcIpeccupyeTcs Ha JISUKoIuTax. MexKieTouHas aJire-
3W, OITIOCPEIOBAHHAS CETICKTHHAMH, SBIISICTCS IPUMEPOM (DYHKITMH, OTIOCPEIOBAHHON CENIEKTHHAMH.

XOTs CeeKTUH-0MOCPE0BaHHAs KIETOYHAs aare3us Heooxonauma st 00pbObl ¢ mH(DEKIMe# u paspyiie-
HUS 9y»XEPOJHOTO MaTeprana, CYIECTBYIOT CUTYAIllH, B KOTOPHIX JaHHAs KJICTOYHAs afAre3ws SBISIETCS HEXe-
JATEeIbHON WM Ype3MEpHON, TPUBOAS K IOBPEXKACHUIO TKAHW BMECTO BOCCTAHOBIEHHA. Hampumep, MHOTHE
MaTOJIOTHH (TaKMe KaK ayTOMMMYHHBIE M BOCIIANUTENbHBIE 3a00JIeBaHMA, IIOKOBBIE M perepy3nOHHBIE TIOBPE-
JKICHMSI) CBSI3aHbl C aHOMAJIbHOM aare3ueit neiHKonuToB. [laHHas aHOMallbHAs KJIETOUHAs a[ire3usl TAK)KEe MOXKET
UrpaTh poib B OTTOPXKEHUM TpaHcIIaHTaTa. KpoMe TOro, HEKOTOpble LUPKYIHPYIOUINE PAaKOBBIE KIETKH, MO-
BUJUMOMY, IPUMEHSIOT BOCHAIUTEIbHBIA MEXaHU3M JJIs CBS3BIBAHUSI C aKTUBUPOBAHHBIM HJO0TENNEeM. B naH-
HBIX OOCTOSITEIECTBAX MOXKET OBITh JKEJIATEIbHONW MOIYISIHS CEIEKTHH-OMOCPEI0BAHHON MEXKIICTOUHOH ajre-
3HH.

Hacrosimee n3o0perenne 0THOCHTCS. K HOBOMY CIIOCOOY MOJIYYEHHsI COSANHEHUS 15, MPOMEKYTOUHOTO CO-
eAMHEHS, KOTOPOE ABJSAETCA NPUTOAHBIM B OJTYYCHUN HHTHONTOPOB E-cenexTiHa.

KpaTtHoe onucanue yepre:xeit

®ur. la u 1b moka3pIBAIOT NOTyYEeHUE COSAMHECHHS 15.

®ur. 2 moka3bIBaeT HAOMIOIAEMYIO MOPOIITKOBYIO peHTreHorpammy (XRPD) kpucTammdaeckoro coeanne-
HuA 14.

®ur. 3 mokas3pIBaeT KpHBYIO TepMorpaBumerpuieckoro anamusza (TI'A) KpHUCTaIMYECKOTO COEANHEHUS
14.

®ur. 4 nokaspiBaeT TepMorpamMmy anddepeHnranpHol ckanupyommeil kanopumerpun (JACK) kpucramm-
YeCcKOro coefuHeHus 14.

B HekoTOpBIX BapHaHTaX OCYIIECTBIICHUS, 00ECIIEUMBAIOT CIIOCOO MOJyYeHHs COequHEHHs 15, rue yka-
3aHHBIH CIIOCO0 BKIIIOYAET THIPUPOBAHUE COSANHEHUS 14.
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B HexoTOpBIX BapHaHTaX OCYLIECTBIEHHUS, THAPUPOBAHUE COETUHEHUs 14 BkmrouaeT mpuMeHeHue H, u
Pd/C. B HekoTOpBIX BapHaHTaX OCYLIECTBICHHUS, THAPUPOBAHUE COCANHEHUS 14 TPOBOIAT B NPUCYTCTBHH, I10
MEHBIIIEH Mepe, OHOTO pacTBOPHUTEI. B HEKOTOPBIX BApHAHTAaX OCYIIECTBICHUS, II0 MEHBILEH Mepe, OIUH pac-
TBOPHTEIL BBIOPaH U3 CIUPTOB. B HEKOTOPBIX BapHaHTaX OCYIIECTBICHUs, 0 MEHBILIEH Mepe, OJMH PacTBOPH-
TeNb MPEICTaBIACT cO00H 2-mpomaHoi. B HEKOTOpBIX BapuaHTaxX OCYIIECTBICHUS, MO MEHBIIEH Mepe, OAuH
pacTBOPUTEIH BEIOPAH U3 CIIOKHBIX U IIPOCTHIX 3(GHPOB. B HEKOTOPBIX BapHaHTaX OCYIIECTBICHUS, IO MEHbIIIEH
Mepe, OIMH pacTBOpUTENb npeactapisieT cobot THF. B HekoTOphIX BapuaHTaX OCYMIECTBICHHS, MO MEHbBIIEH
Mepe, OIUH PacTBOPUTEID NMPEICTABISET cO00i BOAy. B HEKOTOPBIX BapHaHTaX OCYIIECTBICHUS, THIPUPOBAHUE
coequHeHus 14 mpoBOIAT B MPUCYTCTBHH, IO MEHBIIEH Mepe, ABa pacTBOpuTens. B HEKOTOPHIX BapHaHTax
OCYIIECTBIICHHUS, 10 MEHBLIEH Mepe, ABa PaCTBOPHUTEIIS IPEICTaBISIOT coboil 2-nponanos 1 THF. B HekoTophIix
BapHaHTaX OCYIIECTBJICHUS, THAPUPOBAHNE COCAUHEHNS 14 MPOBOASAT B MPHCYTCTBUU, IO MEHBLIEH Mepe, Tpex
pacTBopuTeneil. B HEKOTOpBIX BapHaHTaX OCYLIECTBIEHHMS, 10 MEHBILEH Mepe, TPU PaCTBOPUTENS MPEACTABIIA-
10T coboit 2-niportanon, THF, u Boxy.

B HexoTOpBIX BapHaHTax OCYIIECTBJIEHUs, CIOCOO0 NONydeHus coeamHeHus 15 Brmowaer MeO-
TPUTHIIBHOE PaCIIEIUIEHUE coeAnHeHus 13, momy4as coequnaeHue 14.
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B HexoTOphIX BapHaHTax OCYIIECTBICHUS, MeO-TpUTUIPHOE pPACINEIICHHE COCIUHEHHUs 13 BKIO4aeT
IPUMEHEHHUE, TI0 MEHbILEH Mepe, OJHON KUCIOThEL. B HEKOTOpBIX BapHaHTaX OCYILECTBIIEHUs, IO MEHBIIEH Mepe,
OJIHa KHCJIOTa BHIOpaHa M3 HEOPraHMYECKUX KHUCIOT. B HEKOTOpBIX BapHaHTaX OCYIIECTBICHUS, 110 MEHBILICH
Mepe, 0JIHa KUCIIOTa BEIOpaHa U3 OPraHNYECKUX KUCIIOT. B HEKOTOPBIX BapHaHTax OCYIIECTBICHUS, IO MEHBILECH
Mepe, 0/iHa KHCJIOTa MPEACTaBIIET CO00H XIOPHUCTOBOIOPOAHYIO KHCIIOTY. B HEKOTOPBIX BapHaHTaxX OCYIIECTB-
JICHUs], 110 MEHbBLIEH Mepe, OJIHa KHUCJIOTa BHIOpaHa U3 TPU(TOPYKCYCHOHM KHCIIOTBI, TPUXJIOPYKCYCHON KHUCIIOTHI,
MYpPaBbHUHOM KHCIIOTHI, I-TOIXYOJICYIb()OKUCIOTH K METaHCYIL(OKHUCIOTHL. B HEKOTOPHIX BapHaHTaX OCYIECTB-
JICHUsI, IO MEHBIIIEH Mepe, OJHA KHCIIOTa IIPEICTABIAET COO0H TPUXIOPYKCYCHYIO KHCIIOTY.

B HexoTOphIX BapHaHTax OCyIIECTBICHUS, MeO-TpUTHIBHOE PACIIEINICHHE COEAMHEHUs 13 mMpoBOIAT B
HNPUCYTCTBHH, TI0 MEHBIIIEH Mepe, OJHOTO PacTBOPUTENS. B HEKOTOPHIX BapHaHTAaX OCYIIECTBICHUS, O MEHb-
meil Mepe, OIUH PacTBOPUTENb BBIOPAH M3 CIHPTOB. B HEKOTOPHIX BapHaHTAaX OCYIIECTBICHUS, IO MEHBILICH
Mepe, OJWH PacTBOPHUTEIb NMPECTABISET CO00I METaHONI. B HEKOTOPBHIX BapHaHTax OCYILIECTBIICHHUS, IO MEHb-
1Ieit Mepe, OJJMH PacTBOPUTENb MPEACTaBIsET cOO0OH BOoy. B HEKOTOPHIX BapHaHTaxX OCYLIECTBIICHHUS, 10 MEHb-
el Mepe, OJJMH PacTBOPHUTEINb MPEJICTABISICT CO00I NuxyiopMeTaH. B HEKOTOPBIX BapHaHTaX OCYIIECTBIICHUS,
MeO-TpuTunpHoe paclleIIeHHe COeAUHEHNs 13 MpoBOAST B MPUCYTCTBUH, IO MEHBIIEH Mepe, IByX PacTBOPU-
Teneil. B HeKOTOpBIX BapHaHTax OCYIIECTBICHUS, 110 MEHBIIEH Mepe, Ba paCTBOPHUTENS NPEICTaBIISIOT CO00H
JUXJIOPMETaH U METAHOIL.

B HeKoTOpBIX BapHaHTax OCYLIECTBJICHHS, COCANHEHNE 14 OUMIIAIOT CIIOCOOOM, BKITIOYAIOLINM XPOMaTO-
rpaduio Ha CHIIHKarene. B HEKOTOPBIX BapHaHTaX OCYIIECTBICHHS, XpOMaTorpaduio Ha CHIIMKareie MpoBOAAT B
NPUCYTCTBHH H-TENTaHAa. B HEKOTOPHIX BapHaHTaX OCYLIECTBICHHS, XpOMATOTpahUio Ha CHIMKAreje MPOBOIST
B TIPUCYTCTBHUHU 3THJIANETaTa. B HEKOTOPHIX BapHaHTaX OCYLIECTBICHMS, XpOMATOTpauio Ha CHIIMKAresie Ipo-
BOJIIT B IPUCYTCTBUH H-TENTaHA M STUIALETATA.

B HEKoTOpBIX BapHaHTaX OCYIIECTBICHUS, COSANHEHNE 14 SBIAETCS KPUCTAIUIMYECKHM. B HEKOTOPHIX Ba-
pHaHTax OCYLIECTBICHMS, KPHCTAJUIN3AIMIO COCIUHEHNA 14 MPOBOAAT B MPUCYTCTBHUM, 110 MEHBILIEH Mepe, OA-
HOTO PacTBOPUTEINS. B HEKOTOPHIX BapHaHTaxX OCYIIECTBIICHUS, IT0 MEHbIIEH Mepe, OIMH PAaCTBOPHUTEINb BEIOpaH
U3 COUPTOB. B HEKOTOpBIX BapuaHTax OCYIIECTBICHUS, 0 MEHBIIEH Mepe, OOUH PAaCTBOPUTENL MPEACTaBISIET
co0oit 2-mponanos. B HEKOTOPHIX BapuaHTax OCYIIECTBICHHS, KPHCTAJUIMIECKOE coeAnHeHne 14 xapakrepusy-
eTcsl MaJTOYKOBHHOM MOpdoorueit.

B HexoTOpBIX BapuaHTax OCYILIECTBIECHHUS, KpUCTAIINUECKoe coeanHeHue 14 xapakrepusyercs [lopomiko-
Boii pertrenorpammoii (XRPD), comepaxarieii curnans! B 0THOM HJIH 0oJiee U3 CIEIYIOMINX MECT.
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MMOJIOKECHHE MeEXRATOMHOE MMOJIO’KECHHE MEXATOMHOE
[°2Th.] paccrosinue [A] [°2Th.] paccrosinue [A]
4,8 18,3 20,2 4.4

6,4 13,9 20,5 43

73 12,2 20,8 43

7.9 11,1 21,7 4.1

9,7 9,2 21,8 4.1

10,5 8,4 224 4,0

11,2 7,9 22,9 3,9

11,9 7,4 235 38

12,4 7,1 23,9 3,7

15,2 58 24,9 3,6

15,7 5,7 25,8 3,5

16,8 53 26,8 33

17,7 5,0 27,7 32

18,0 4.9 29,1 3,1

18,9 47 31,4 2.8

19,2 4.6 33,9 2,6

19,6 45

B HEKOTOPBIX BapHaHTaX OCYIIECTBICHHUS, KPUCTANINUECKOe coeanHeHne 14 xapakrepusyercs [lopomrko-
Bol peHtreHorpammoii (XRPD), conmepikariei, mo MeHbIIIel Mepe, OJWH CUTHAJ, BEIOPaHHBINA M3 CUTHAJIOB MPHU
MEXaTOMHBIX pacctosamsax 13,9+0,2, 11,1£0,2, 12,240,2, 7,1£0,2, 4,6+0,2 u 4,9+0,2. B HEKOTOPBIX BapHaHTax
OCYIIIECTBIICHUS, KpUCTATHYECKoe coeanHenne 14 xapakrepusyetcs [TopomkoBoit pertreHorpaMmmoii (XRPD),
CoJIepiKallel, 1Mo MEHbIIEH Mepe, JBa CHIHaja, BHIOpaHHBIE W3 CHUTHAJIOB NPU MEXaTOMHBIX PacCTOSHHSIX
13,940,2, 11,1£0,2, 12,2+0,2, 7,1£0,2, 4,6£0,2 u 4,9+0,2. B HEKOTOPBIX BapHaHTaX OCYIIECTBICHUS, KPUCTAII-
nnueckoe coenuHeHue 14 xapaxrepusyercs [lopomkosoit pentreHorpammoit (XRPD), comepkaiueli, o MeHb-
e Mepe, TPU CUTHAJNA, BHIOpAHHBIC W3 CUTHAJIOB NMPU MEKaTOMHBIX paccrosHusax °f 13,9+0,2, 11,110,2,
12,240,2, 7,1£0,2, 4,6+0,2 u 4,9+0,2. B HEKOTOPHIX BapHaHTaX OCYIICCTBICHHS, KPUCTAIUTMUECKOE COSTMHEHNE
14 xapaxrepusyercst [TopomkoBoii pertreHorpammoii (XRPD), coneprkaineif, mo MeHbIeld Mepe, YeThIpe CHur-
HaJia, BEBIOpaHHBIC U3 CUTHAJIOB MPH MEXATOMHBIX pacctosausax 13,9+0,2, 11,1+0,2, 12,240,2, 7,1£0,2, 4,61£0,2 u
4,940,2. B HEKOTOPHIX BapHWaHTaX OCYIIECTBJICHHS, KpHCTAUNIMYecKoe coefanHenne 14 xapakrtepusyercs Ilo-
pomkoBoii perTreHorpammoit (XRPD), copeprkamieii, no MeHbIIeH Mepe, CUIHAIbI P MEKAaTOMHBIX PaccTos-
Husx 13,940,2, 11,140,2, 12,240,2, 7,1£0,2, 4,6+0,2 u 4,9+0,2.

B HexoTOpBIX BapnaHTaxX OCYIIECTBIECHHS, KpUCTAJUTMUeCcKoe coenuHeHne 14 xapakrepusyercs [loporko-
Boii pentreHorpammoit (XRPD), conepskarueii, mo MeHbIeil Mepe, OMH CUTHAJI, BRIOPaHHBIA W3 CUTHAJIOB TIPH
yraax 2 tera 19,2+0,2, 18,0+0,2, 12,4+0,2, 7,9+0,2, 7,3+0,2 u 6,4+0,2. B HEKOTOPHIX BapHaHTaX OCYIIECTBIIC-
HUS, KpUCTaJUIMYecKoe coenuHeHue 14 xapaxrepusyetcs IlopomxkoBoil pentrenorpammoil (XRPD), conepxa-
e, M0 MEHbBIIIeH Mepe, IBa CHTHAJIA, BEIOpaHHBIC U3 CUTHAJIOB IpH yriax 2 tera 19,2+0,2, 18,0+0,2, 12,4+0,2,
7,910,2, 7,3£0,2 u 6,4+0,2. B HEKOTOPBIX BapHAHTaX OCYIIECTBICHUS, KPUCTAIUTMUECKOE CoeNnHeHne 14 Xapak-
tepusyetcst [lopomkoBoit pentrenorpammoit (XRPD), conepskamieid, mo MeHbIIeld Mepe, TPH CUTHAIIA, BHIOpaH-
HBIE M3 CUTHAJIOB IpH yriax 2 teta 19,2+0,2, 18,0+0,2, 12,4+0,2, 7,9+0,2, 7,3+0,2 u 6,4+0,2. B HEKOTOpHIX Ba-
pHaHTax OCYLIECTBIICHUS, KpUCTAJUTYECKoe coemHenue 14 xapakrepusyercs: [lopoikoBoii peHTreHorpaMMoi
(XRPD), comepramield, o MEHBIIEH Mepe, YeThIpe CHUTHaja, BHIOpaHHBIC W3 CHUTHAJIOB IPH yrylax 2 TeTa
19,240,2, 18,0+0,2, 12,4+0,2, 7,9+0,2, 7,31£0,2 u 6,4+0,2. B HEKOTOPBIX BapHaHTaX OCYIIECTBICHUS, KPUCTAII-
nnueckoe coequneHune 14 xapaxrepusyercs [lopomkosoit pentreHorpammoit (XRPD), comepikaiueli, mo MeHb-
et Mepe, curHaisl npu yriax 2 teta 19,2+0,2, 18,0+0,2, 12,4+0,2, 7,9+0,2, 7,3+£0,2 u 6,4%0,2.

B HexoTOpBIX BapHaHTax OCYIIECTBIEHUS, KpUcTamanueckoe coenuHenne 14 xapaxrepusyercs JACK kpu-
BOH C HaydajoM SHAOTEpMBI Tipu npudau3nTenpbHo 170°C. B HEKOTOPHIX BapuaHTaX OCYIIECTBICHUS, KPUCTAII-
mudeckoe coemuHenue 14 xapakrtepusyercs JICK kpuBO#t ¢ SHIOTEPMHYECKHM IMUKOM IPH MPUOIU3UTEIHHO
171°C. B HEKOTOpBIX BapWaHTax OCYIIECTBIEHUS, KpUCTAUIHMUEcKoe coenuHeHue 14 xapakrepusyercs JJCK
KpUBOM ¢ HadajoM 3HIOTEpMBI pH npudausutenbHo 170°C u nmukoM npu npudnmutensno 171°C. B HekoTo-
pPBIX BapHaHTax OCYIIECTBJICHMS, KpUCTamTnieckoe coenunenue 14 xapakrepmsyercs JICK kpuBoii ¢ HauagoMm
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sHpoTepMsl npu 169,7°C u nukom npu 171,4°C. B HeKOTOPBIX BapHaHTaX OCYLLECTBICHUS, KPHUCTALITNUECKOE
coenuHeHue 14 nMeeT MoTepro Macchl MPHOIM3UTENBEHO MeHbIIe YeM 2% 110 Becy BIUIoTh 10 140°C npu aHanmmze
TEpPMOTPaBUMETPUIECKUM aHATIU30M. B HEKOTOPBIX BapHaHTaxX OCYIIECTBICHHS, KPHCTAJUINUYECKOE COCINHEHHUE
14 nmeet moTepro Macchl MPUOIM3NTENFHO MEHbIIE 9eM 1% mo Becy BmtoTh 10 140°C mpu aHanm3e TepMorpa-
BUMETPUYECKHM aHAIM30M. B HEKOTOPBIX BapHaHTaX OCYIIECTBICHHS, KPUCTAIUIMUECKOE COeIMHEHNE 14 nMeeT
notepro Macchl npubmuTensHo 0,7% mo Becy BmioTs 10 140°C mpu aHanmm3e TepMOTPABIMETPUIECKUM aHa-
JU30M.

B HEKOTOpBIX BapHaHTax OCYLIECTBICHHUS, CIIOCOO MOIYYEHHUs] COEAMHEHHs 15 BKIIOYaeT oTIIeIicHue al-
loc n anmnupoBanue coeauHeHus 12, momyyvast coenuaeHue 13.

e
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B HeKoTOphIX BapHaHTaX OCYIIECTBIEHHS, OTHIeIIeHHe alloc/anmmnmpoBaHue coeawHEHHs 12 BKIIIOYAET
NPUMEHEHHUE, TI0 MCHBIICH Mepe, OJHOTO OCHOBaHMS. B HEKOTOPHIX BapHaHTaX OCYIIECTBICHUS, MO MEHBIICH
Mepe, OHO OCHOBAHHE IPEICTABISACT c000# 4-meTmnMopdomH. B HEKOTOpPBIX BapuWaHTaX OCYIICCTBICHHS,
ormiervieHue alloc/anmmupoBanue coeHEHNUs 12 BKITIOYAaeT MPUMEHEHHE, IT0 MEHBIICH Mepe, ONHOU KHCIIOTHI.
B HEKOTOpBIX BapuaHTaX OCYIICCTBIICHUS, IO MCHBIICH Mepe, OJlHa KUCIIOTa MPEICTAaBISACT COOOH YKCYCHYIO
KHCJIOTY. B HEKOTOPBIX BapHaHTaX OCYIIECTBIICHUs, OTIIeIuIeHue alloc/ammupoBanre coequHeHUs 12 BKITIOYa-
eT IPIMEHEHNe, 0 MEHbIIEH Mepe, OTHOTO aHTUApPHAa. B HEKOTOPHIX BapHaHTaX OCYIIECTBICHHUS, IT0 MEHBIIEH
Mepe, OIMH aHTHAPH TPEACTABIISACT COO0OH YKCYCHBIN aHTHAPHUT.

B HeKoTOpHIX BapHaHTaX OCYIIECTBIEHHS, OTHIeIIieHHe alloc/anmmnmpoBaHue coeqWHEHUs 12 BKIIIOYAET
NpUMEHEHHE, 10 MEeHbIIeH Mepe, ogHOro ¢ochuHa. B HEKOTOPHIX BapHaHTaX OCYIIECTBICHHS, IO MEHBIIEH
Mepe, onuH pochun npeacrasiseT codboit TpudenmwipochuH. B HEKOTOPHIX BapHaHTaX OCYIIECTBICHUS, OTIIE-
mienne alloc/anunupoBanue coequHeHus 12 BKIIIOYaeT MPUMEHEHHE, TI0 MEHBIIIEH Mepe, OIHOTO KaTalu3aTopa.
B HekoTOpBIX BapuaHTax OCYIICCTBICHHS, MO MEHBIICH Mepe, OJWH KaTallu3aTop MpeACTaBsieT co0oi
Pd[(CHs)sP]a.

B HexoTOphIX BapuaHTax OCYIIECTBJICHUS, OTHIeIUIcHHE alloc/ammmpoBanne coequHEHUS 12 MpOBOIAT B
MNPUCYTCTBHUH, MO MEHBIICH Mepe, OJHOTO PACTBOPUTEINSA. B HEKOTOPHIX BapHaHTaX OCYIICCTBICHUS, IO MCHb-
el Mepe, OJIMH PacTBOPUTEIh TPEACTABISICT COO0H MUXIOpMeTaH. B HEKOTOPHIX BapHaHTaX OCYIICCTBICHUS,
MO0 MEHBIIICH Mepe, OJIH PACTBOPUTEND MPEIICTABISCT COOOM TOIYOII.

B HekoTOphIX BapHaHTaxX OCYIIECTBICHHUS, CII0OCOO ToNydeHHs coenuHeHus 15 Bxmogaer O-
AJKWIMPOBaHKE cOeMHEHU 9 coenuuenneM 11, momydas coeauaenue 12.
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B HEKoTOpHIX BapHaHTax ocymiecTBiIeHUs, O-alKIIHPOBAHUE COCTUHEHUS 9 BKIIOYACT MPUMEHEHHE, IO
MEHBIIEH Mepe, OMHOTO aKWIONOBa. B HEKOTOPBIX BapnaHTaxX OCYIIECTBICHMS, IO MEHBINEH Mepe, OJJHO aJIKH-
JIOJIOBO TIpeAcTaBisieT coboil okcunm auOytwnonoBa(lV). B HexoTopwlx BapmaHTax ocymecTBieHus, O-
ANKWINPOBAHNE COCTMHEHHUS 9 TPOBOIAT B IPUCYTCTBHH, IT0 MEHBIIECH Mepe, OIHOTO pacTBOpHTENL. B HekoTo-
PBIX BapHaHTaX OCYIICCTBIICHUS, TI0 MEHBINCH Mepe, OUH PACTBOPUTEIH IPEACTABISICT cO00 aneToHnTpri. B
HEKOTOPBIX BapHaHTAaX OCYINCCTBICHU, 10 MCHBIICH Mepe, OJTUH PACTBOPHUTEIb MPEICTABIIET COOONH METaHOIL.
B HEKOTOPHIX BapHaHTaX OCYIICCTBICHHUS, 10 MCHBIICH MEpe, OJTUH PACTBOPUTEIH TIPEACTABISIET COO0I TOIYOIT.
B HekoTOphIX BapwaHTaX OcCymiecTBICHHS, O-alKHIMPOBAHUEC COCTUHECHUS 9 NPOBOAAT B IMPHCYTCTBUH, MO
MEHBIICH Mepe, IBYX pacTBoputelicii. B HEKOTOPBIX BapHaHTaX OCYMICCTBICHHUS, TI0 MCHBIICH Mepe, JBa pac-
TBOPHUTENS TPENCTABIIIOT COOOH TONyON W ameTOHWTPWI. B HEKOTOpPHIX BapHaHTax ocymiecTieHus, O-
ANKWINPOBAHNE COCNMHEHHS 9 BKIIIOYAeT, O MEHBIIeH Mepe, ogHoro (ropuna. B HEKOTOPHIX BapHaHTaxX OCY-
MIECTBIICHUS, TI0 MEHBIIICH Mepe, OMH QTOPHU MPEACTABIAET COO0H HTOpH Ie3Hs.

B HekoTOphIX BapmaHTaX OCYIIECTBICHHS, CHOCOO TONYyYEeHHS COeNMHEHHS |5 BKIIOYaeT METOKCH-
TPUTWINPOBAHNE COCTUHEHHS 8, TIOMy4asi COeMHEeHHE 9.
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B HekoTOpBIX BapHaHTaX OCYLIECTBICHHS, METOKCH-TPUTHINPOBAHUE COCAUHEHHS 8 BKIIIOYAET IIPUMEHE-
Hue 4-MeO-tputuin-Cl. B HEKOTOpBIX BapHaHTaX OCYLIECTBICHHS, METOKCH-TPUTHIMPOBAHUE COCIMHEHHS 8
BKJIIOYaeT MPUMEHEHHUE, 0 MEHbIIEH Mepe, OJHOrO OCHOBAHUA. B HEKOTOPBIX BapHaHTaxX OCYLIECTBIECHHUS, 1O
MEeHbIIIeH Mepe, 0IHO ocHOBaHME BbIOpaHo n3 DABC®, nupuauna u 2,6-mytuanHa. B HeKOTOpBIX BapHaHTax
OCYILIECTBIICHHS], METOKCH-TPUTUINPOBAHNE COCTUHEHUS 8 TIPOBOASIT B MPUCYTCTBUHU, IO MEHBIIEH Mepe, OJHO-
TO pacTBOPHUTEIA. B HEKOTOPBIX BapHaHTaX OCYIIECTBICHUS, 110 MEHBILIEH MepPE, OJTUH PACTBOPHUTEND MPEICTAB-
msieT co0oi qUXJIOpMETaH. B HEKOTOpBIX BapHaHTaX OCYILIECTBICHHMS, 10 MEHBIIEH Mepe, ONUH PACTBOPUTEID
npencraBisier coooit Me-THF. B HEeKOTOpHIX BapHaHTaX OCYIIECTBICHHUS, METOKCU-TPUTUIMPOBAHUE COCIAMHE-
HUS 8 IPOBOJAT B IPUCYTCTBHH, II0 MEHBINEH Mepe, IBYX pacTBOpHUTENeH. B HEKOTOPBIX BapHaHTaX OCYIIECTB-
JISHUSI, TTI0 MEHBIIIEH Mepe, ABa pacTBOPUTEIS IpeacTaBisaioT coboit MeTHF u nuxiopmeraH.

B HexoTOpBIX BapuaHTax OCYLIECTBICHHSA, COEAUHEHUE 9 ocaxaaroT. B HEKOTOPBIX BapHaHTaX OCYILECTB-
JIEHHs1, COeIMHEHNE 9 OCa)KAaloT B IPUCYTCTBHH, II0 MEHBLIEH Mepe, OMHOrO pacTBOpUTENd. B HEKOTOPBIX Bapu-
aHTaX OCYIIECTBJIEHUs, 110 MEHBIIEH Mepe, OIWH pacTBopuTenb npencrasiser coboit MeTHF. B HekoTopsix
BapUaHTaX OCYILIECTBIICHHS, [0 MEHBILEH Mepe, OJUH PacTBOPHUTEINH IIpeACTaBisieT coboil H-rentaH. B HekoTo-
PBIX BapUaHTaX OCYILECTBJICHUs, COEAUHEHNE 9 OCAXAAIOT B MPUCYTCTBUH, IO MEHBIIEH Mepe, IByX PacTBOpPU-
Teneil. B HeKOTOPBIX BapHaHTaxX OCYIIECTBICHUS, 10 MEHBIIEH Mepe, IBa paCTBOPHUTENS NPEICTaBIISIOT CO00H
MeTHF n B-rentas.

B HexoTOpBIX BapHaHTaX OCYIIECTBICHUS, CIIOCO0 IMOJIyYeHUSI COEANHEHUS 15 BKIIIOYAET AealleTHINPOBa-
HHE COCTUHEHHS 7, TI0NTydas COeANHEHHE 8.
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B HEKOTOpBIX BapHaHTax OCYIIECTBICHUS, NEalleTHINPOBAHNUE COCTUHEHUS 7 BKIIIOYAET MPUMEHEHUE, 10
MEHBIIEeH Mepe, OTHOTO OCHOBAaHMA. B HEKOTOPHIX BapuaHTaX OCYILECTBIEHU, MO MEHbLIEH Mepe, OHO OCHO-
BaHUE BEIOPAHO U3 ATKOKCHIOB. B HEKOTOPHIX BapHaHTaX OCYIIECTBICHHUS, IO MCHBIIICH Mepe, OJTHO OCHOBAHHE
npezcraBisier coboit NaOMe. B HEKOTOpBIX BapHaHTaX OCYIICCTBICHUS, JCAICTHIMPOBAHUC COCAWHCHHS 7
MPOBOIAT B IPUCYTCTBHH, IO MEHBIIIEH Mepe, OTHOTO PpacTBOPUTENS. B HEKOTOPHIX BapHaHTax OCYIIECTBICHNUS,
10 MEHBIIEH Mepe, OOMH PACTBOPHUTEIH MPEACTABIACT co00i MeTaHON. B HEKOTOPHIX BapHaHTax OCYIIECTBIIEC-
HUS, TI0O MEHBIIIEH Mepe, OAWH PacTBOPUTEINH MPECTABIAET COOOH METHIAIeTaT. B HEKOTOPHIX BapHaHTaX OCY-
IIECTBIICHUS, ACAlETIIINPOBAHNE COCTUHECHUS 7 MPOBOAAT B MPUCYTCTBUH, TI0 MEHBIIEH Mepe, IBYX pacTBOPH-
Teseil. B HEKOTOPHIX BapuaHTaX OCYIIECTBICHUS, TI0 MEHBIIIEH Mepe, IBa PACTBOPHUTEIS MPEICTABISIIOT COOOM
METaHOJI ¥ METHJIAIleTaT.

B HeKkoTOpBhIX BapuaHTaX OCYLIECTBIICHUS, COCIUHEHUE § SBISETCS KPUCTAIUIMUECKUM. B HEKOTOpHIX Ba-
pUaHTax OCYIIECTBICHUS, COCIUHEHUE § KPUCTAIIM3YETCSl B IPUCYTCTBUH, MO MEHBIIEH Mepe, OJTHOTO PacTBO-
putens. B HEKOTOPBIX BapHaHTaX OCYIIECTBIICHUS, ITO MEHBIIICH Mepe, OMH PACTBOPUTEIH MPEICTABIISICT COOOH
2-MeTui-2-0yTaHoll. B HEKOTOPBIX BapHaHTaX OCYIIECTBICHUS, 0 MCHBIICH Mepe, OJUH PAaCTBOPUTEIH TpPE]-
CTaBIsET COOOI H-renTaH. B HEKOTOPBIX BapuaHTaX OCYMICCTBICHHS, COCAMHCHUC 8 KPUCTAUTU3YETCS B IPH-
CYTCTBUHU, TI0O MEHBIIEH Mepe, NBYX pacTBopuTeneil. B HEKOTOpHIX BapHaHTaX OCYILECTBICHHS, 110 MEHbIIEH
Mepe, IBa paCTBOPHUTEISI MPEACTABIISIOT COO0H 2-MeTHII-2-0yTaHOJ U H-TENTaH.

B HEKOTOpHIX BapHaHTax OCYIICCTBICHHSA, COSAMHEHNE 8 KPUCTAIUIM3YETCS B BHIE COJbBaTa 3TaHoja. B
HEKOTOPBIX BapHaHTaX OCYIIECTBICHHSA, COSTUHECHNE 8 KPUCTAJUIN3YETCS B BHJIE COJBBATA STAHOJA B IIPUCYTCT-
BUH, [0 MEHBINIEH Mepe, OTHOTO PAacTBOPHUTEIL. B HEKOTOPHIX BapHMaHTaX OCYIIECTBIICHHS, IO MEHBIICH Mepe,
OIIMH PacTBOPHUTEINH MPEACTABIAET COOO0I STaHOI.

B HekoTOphIX BapuaHTaxX OCYIIECTBIEHUS, COEIMHEHUE § KPUCTAIM3YETCsl B BUIE COJIbBaTa ATaHOJA B
MIPUCYTCTBUH, 10 MEHBLIEH Mepe, IBYX pacTBOpHUTeNel. B HEKOTOPHIX BapHaHTaxX OCYIIECTBICHUS, IO MEHbILIEH
Mepe, IBa pacTBOPUTENS MPEICTABIIOT COOOW 3TAHON U BOAY. B HEKOTOPHIX BapuUaHTaX OCYIIECTBICHUS, KPH-
CTAJUIMYECKOES COCMHEHUE 8 TPE/ICTABISCT COOOM CONEBAT ATAHONIA. B HEKOTOPHIX BapHAHTaX OCYIICCTBICHHUS,
COJIbBAT ATAHOJA KPUCTAITMUECKOTO COSAMHEHUS 8 XapaKTepU3yeTcs MaJlOUYKOBUIHBIMU KPUCTAIIIIAMH.
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B HCKOTOPLIX BapHUaHTax OCYyIICCTBJICHUA, croco6 MOJy4yeHUus COCANHCHUA 15 BKIIOYAET TJIMKO3UJINPOBaA-
HHNEC COCAMHCHUA 4 COCIUMHCHUCM 6, nojsy4dyass COCAUMHCHUC 7.
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B HexoTOpBIX BapHaHTaX OCYIIECTBICHHS, TJIMKO3WINPOBAHNE COEIUHEHMS 4 MPOBOIAT B NPHCYTCTBHH,
10 MEHBIIEH Mepe, OTHOTO PacTBOPHUTENs. B HEKOTOPHIX BapHaHTax OCYIIECTBIICHHUS, [0 MEHBIICH Mepe, OUH
PacTBOPHTENb NPECTaBIsIeT cO00i TONIyol. B HEKOTOPEIX BapHaHTaX OCYIIECTBICHNS, 110 MEHbIIEH Mepe, OJHH
PacCTBOPHUTENH NPECTaBIsIeT cO00i AUXIOpMeTaH. B HEKOTOPHIX BapHaHTaX OCYLIECTBIICHHS, TIMKO3MIHPOBA-
HHE COSIMHEHHS 4 MPOBOIAT B IPUCYTCTBUH, 110 MEHBLIEH Mepe, IBYX pacTBOpUTENEH. B HeKOTOpBIX BapuaHTax
OCYIIIECTBIICHNUS, 110 MEHBIIECH Mepe, JIBa pacTBOPHUTEIIS IPEACTABIIOT COOOH TONyoN U AUXJIOopMeTaH. B Heko-
TOPBIX BapHaHTaXx OCYIIECTBIICHUS, INIUKO3WIMPOBAHUE COCOUHEHMS 4 BKIIOYaeT NPUMEHEHHE, MO MEHBIIeH
Mepe, OHOH KHCIIOTHL. B HEKOTOPBIX BapuaHTax OCYIIECTBIICHHS, [0 MEHBIIEH Mepe, O/lHa KHCIIOTa IPEICTaB-
astieT co0oi TpudTOPMETaHCYITb(HOKHCIIOTY.

B HexoTOpBIX BapuaHTaX OCYIIECTBJIEHHS, CIOCOO IOJNyYCHHUS! COSIMHEHHs 6 BKIIOYAECT aKTHBALUIO CO-
eIMHEeHud 5.
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B HeKkOTOpPHIX BapHaHTaX OCYIIECTBICHHS, aKTUBAIIMSA COCTUHEHUS 5 BKIIIOYACT MIPUMEHEHHE, 10 MEHBIICH
Mepe, oHOTo (pochuTa. B HEKOTOPHIX BapuaHTax OCYIIECTBICHUS, 10 MCHBIIICH Mepe, ofuH (HocUT BEIOpaH U3
xnophochuroB. B HEKOTOPBIX BapHaHTax OCYIIECTBIICHU, TI0 MEHBIICH Mepe, OTUH (POChHUT MpeACTaBIsIeT COo-
ool amyTHIXIOpPOochUT. B HEKOTOPHIX BapHaHTaX OCYIICCTBICHUS, aKTHBALMIO COCIUHEHUS 5 MPOBOMIAT B
MIPUCYTCTBUH, IO MEHBIIEH Mepe, OHOTO pacTBOpUTENs. B HEKOTOPBHIX BapHaHTax OCYIIECTBICHUS, IO MEHb-
el Mepe, OJMH PACTBOPUTEINb MPEACTABISICT CO00H TONyol. B HEKOTOPBIX BapHaHTaX OCYIICCTBICHHS, aKTH-
BaLlMIO COEIMHEHUS 5 TPOBOJAAT B MPUCYTCTBHUH, IO MEHBIIEH MeEpe, OJTHOTO OPTaHMYECKOro OCHOBaHUs. B He-
KOTOPBIX BapHaHTaX OCYIIECTBIICHHS, 10 MEHBIIEH Mepe, OJHO OPraHMYECKOe OCHOBAaHUE MPEACTABISAET COOOH
TPHUITIIIAMHUH.

B HEKoTOphIX BapuaHTaxX OCYIIECTBIEHHUS, CIOCOO TMOJNydeHHs coeamHeHus 15 Brirouaer TBDMS-
NeOTIOKUPOBAHNE COCTUHEHHS 3, TIONTydast COeTuHEeHME 4.
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B HekoTopsix BapuaHnTax ocymectBieHus, TBDMS-nebiokupoBanue coenuHeHus 3 BKIIOYAET NMPUMEHE-
HHeE, 110 MEHbIIEH Mepe, onHoTro (ropuaa. B HEKOTOPBIX BapHaHTax OCYLIECTBIICHHMS, [0 MEHBIIEH Mepe, OUH
¢ropun npexacrasnsier codboit TBAR B HekoTopbix Bapuantax ocymiectienusi, TBDMS-nebnokupoBanue co-
€AMHEeHMs 3 MPOBOAAT B NPUCYTCTBHHU, 10 MEHBIIEH Mepe, OJHOTO pacTBOPUTEN. B HEKOTOPBIX BapHaHTax
OCYIIECTBIICHHUS, TT0 MEHBIIEH Mepe, OJMH pacTBopuTelss npencrasisieT coboir THFE. B HexoTopbIx BapuaHTax
OCYIIIECTBIICHUS, TI0 MEHBIIIEH Mepe, OJMH PacTBOpHUTENh MpeacTasiseT coboit ACN. B HeKoTOphIX BapuaHTax
ocymiectBiieHus;, TBDMS-ne6nokupoBanue coeIMHEHUS 3 MPOBOIAT B MPUCYTCTBUH, IO MEHBIIIEH Mepe, ABYX
pacTBOpHTENEeH. B HEKOTOPBIX BapHaHTaX OCYILECTBICHHS, 10 MEHBIIEH Mepe, 1Ba PaCTBOPHUTEIIS MPEACTaBIIA-
1ot coboit THF u ACN.

B HEKOTOpBIX BapHaHTaX OCYIIECTBICHUS, COCIUHEHHE 4 KPHUCTALTU3yeTcs. B HEKOTOpBIX BapHaHTax
OCYIIECTBIICHHS, COEIMHEHNE 4 KPUCTAJUIN3YETCs B IPUCYTCTBHUH, IO MEHBIIEH MEpe, OIHOTO pacTBOpHUTENs. B
HEKOTOPBIX BapHaHTaX OCYIIECTBIECHUS, IO MEHbIICH Mepe, OAWH PAcCTBOPUTENb MPEICTABISIET COOOH IUXIIOp-
MeTaH. B HEKOTOpBIX BapHaHTaX OCYIIECTBIICHUS, 110 MEHBILICH Mepe, OJJMH PACTBOPUTEIH IPEICTABIIET COOO0M
MeTaHOJI. B HEKOTOPBIX BapHaHTaX OCYLIECTBICHHUS, 10 MEHBIIECH Mepe, OAUH PacTBOPUTEIL MPEACTABIISAET CO-
601 Boqy. B HEKOTOpBIX BapmaHTaxX OCYLIECTBICHHS, COCIUHCHHE 4 KPHCTAJUIM3yeTcs B IPUCYTCTBUH, IIO
MeHbIIEH Mepe, ABYX pacTBoputeneil. B HEKOTOPBIX BapHaHTax OCYLIECTBICHHUS, II0 MEHBIIEH Mepe, ABa pac-
TBOPHTEIIS IPEJCTABIAIOT COOOH BOMY U METAHOI.
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B HEKOTOPBIX BapruaHTaxX OCYIICCTBJICHUS, croco6 NMOJyUCHU COCAUHCHUA 15 BKIIOUYaeT q)yKOSI/IJ'H/IPOBa-
HHNEC COCAMHCHUA 1 COCIUMHCHUCM 2b, nojy4dast COCAMHCHUC 3.
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B HEKOTOpBIX BapuaHTax OCYIIECTBICHHS, (YKO3WINPOBAHHE COCAWHEHHWA | BKIIIOYACT NPUMCHEHUE
TBABr. B HekoTOpBIX BapuaHTax OCYHIECTBICHUs, (PyKO3HIUpOBAaHUE COCNUHEHUS | BKIIOYAET NMPUMEHEHHUE,
M0 MEHBIIEH Mepe, OTHOTO OCHOBaHUS. B HEKOTOPHIX BapHaHTaX OCYIIECTBIICHUS, 10 MEHBINEH Mepe, OTHO OC-
HoBaHue rnpezcrasisier coboit DIPEA. B HekoTOpBIX BapnaHTaxX OCYIIECTBIEHUS, (YKO3MIMPOBAHHE COCIHHE-
HUS | IpPOBOMAT B NPUCYTCTBHUH, IO MEHBIIEH Mepe, OJHOTO PacTBOPUTENS. B HEKOTOPBIX BapHaHTaX OCYyIECT-
BJICHMS, TI0 MEHBIIIEH Mepe, OJJMH pacTBOpHUTEINb TpecTaisier coboii MeTHF. B HekoTopsIx BapuaHTax ocylue-
CTBJICHUSI, 110 MEHBIIICH Mepe, OMH PaCTBOPHUTEIh NIPECTABISIET cOOOH AMXIOpMeTaH. B HEKOTOPBIX BapraHTax
OCYIIECTBIICHHUS, (PYKOMIIUPOBAHUE COCMHEHMS | TIPOBOIAT B MPUCYTCTBUHM, MO0 MEHBIIECH Mepe, ABYX PacTBO-
pureneil. B HEKOTOpBIX BapuaHTax OCYIIECTBIICHUS, IO MEHBILCH Mepe, ABa paCTBOPHUTEIIS IPEICTABISIIOT cO00H
MeTHF u auxnopmeras.

B HEKOTOPHIX BapHaHTaX OCYIIECTBICHUS, CTIOCO0 MOTYYCHUS COSAMHEHHUS 2b BKIIOYaeT PeaKInio COeIH-
HeHHA 2a ¢ Bry. B HEKOTOpHIX BapHaHTaX OCYIIECTBICHHUS, PEAKINIO COeNUHEHNS 2a ¢ Br) mpoBOsT B IpHCYT-
CTBHH, IO MEHBINIEH Mepe, OAHOTO PaCTBOPUTENSL. B HEKOTOPHIX BapHaHTaX OCYIIECTBICHUS, 0 MEHBIIEH Mepe,
OIIMH PaCTBOPHUTEIH MPEICTABIACT COO0H IUKIIOTEKCaH.

B HekoTOphIX BapmaHTax OCYILECTBIECHHS, CIIOCOO MOJYyYEHHs COSIUHEHHS 15 BKIIOYAeT, MO MEHBILIEH
Mepe, OIHY U3 CIEIYIOUINX CTaIuH:

(a) runpupoBanue coenHEeHUs 14;

(b) MeO-tpuTHIBHOE pacuieneHue coeAnHenus 13;

(¢) ormerutenue alloc/anmnupoBanue coequHeHUs 12;

(d) O-ankunupoBanue coeauHeHus 9;

(€) METOKCU-TPUTHIINPOBAHHUE COCTUHEHUS &;

(f) neaneTnnupoBaHUe COSTMHECHNUS 7,

(g) TIMKO3WIMPOBAaHUE COSAMHEHHUS 4;

(h) TBDMS-ne6iokupoBaHye COSAMHEHUS 3; U

(1) pykosunupoBanue coequHEHAS 1.

B HexoTOpBIX BapuaHTax OCYIIECTBICHNUS, cTaaus d BeIme BKI09aeT O-alKUINpOBAHNE COSANHEHHS 9 co-
enuHenueM 11, monydast coenuHenne 12. B HEKOTOPHIX BapHaHTaX OCYIIECTBIICHUS, CTAANS € BBIIE BKIIIOYACT
TJIMKO3MINPOBAHUE COSANHEHNUS 4 coeIMHEHNEM 6, TIoJTy4ast COeANHEHue 7.

B HekoTophIX BapmaHTax OCYIIECTBIEHHS, CIIOCOO MOJIYyYEHHs COSIUHEHHs 15 BKIIOYAeT, MO MEHBILIEH
Mepe, JBE CTaJuH, BEIOpaHHbIC U3 cTaauii (a)-(1) Bblme. B HEKOTOPBIX BapHaHTaX OCYLIECTBICHHS, CIIOCOO MO-
JMyYCHHUs COCTUHEHUS 15 BKITIOYAET, IO MEHbBIICH Mepe, TP CTaluu, BEIOpaHHBIC U3 cTaauid (a)-(i) Beime. B He-
KOTOPBIX BapHaHTaX OCYIIECTBICHHUS, CIIOCO0 IOIyUeHUs COeIUHEHNS |5 BKIFOUaeT, Mo MEHbIIeH Mepe, YeThIpe
CTa/IH, BEIOpaHHbIC U3 cTanuii (a)-(i) BIme. B HEKOTOPBIX BapHaHTaX OCYMIECTBIICHHUS, CTIOCOO IMOYICHHS CO-
eIMHEeHHs 15 BKIIOYaeT, 1Mo MeHbIIeH Mepe, IMATh CTajuii, BEIOpaHHbIe n3 cTaaui (a)-(i) Beime. B HEKOTOpBIX
BapHaHTaX OCYIIECTBICHHUS, CIIOCO0 MOMyUYSHHsI COSAMHEHUS 15 BKIIOYAeT, M0 MEHBIIEH Mepe, IMIeCTh CTaIui,
BBIOpaHHBIC U3 cTanuii (a)-(i) BeIme. B HEKOTOPHIX BapuaHTaX OCYIIECTBIICHHUS, CITOCOO TOTyYEHUS COCTUHEHUS
15 BKITIOYAET, 1O MEHBIIEH Mepe, ceMb CTaauid, BEIOpaHHbIE U3 cTanuii (a)-(i) Beime. B HEKOTOPHIX BapuaHTax
OCYIIECTBIICHHUS, CIIOCO0 MOTyUYESHUsI COSMHEHNMS 15 BKIIOUaeT, 110 MEHbIIeH Mepe, BOCEMb CTaIuii, BHIOpaHHbIC
u3 craani (a)-(i) Bee. B HEKOTOPHIX BapHaHTaX OCYILIECTBICHHS, CIIOCO0 MOTy4eHHs COeanHEeHus 15 BKimoya-
eT KaXIyIo U3 cTaaui (a)-(1) BhILIE.

B HexoTOpBIX BapHaHTaX OCYIIECTBICHUS, COSAMHEHNE 15 SABISETCS KPUCTAJUIMUECKHM. B HEKOTOpHIX Ba-
pHaHTax OCYLIECTBICHHS, KPUCTAIUIM3AIMIO COSANHEHUs 15 MPOBOIAT B MPHUCYTCTBUH, IO MEHBILEH Mepe, O1-
HOTO PacTBOPHUTEINS. B HEKOTOPHIX BapHaHTaxX OCYIIECTBIICHUS, IT0 MEHbBIIEH Mepe, OIMH PAaCTBOPHUTEINb BEIOpaH
W3 COUPTOB. B HEKOTOPHIX BapumaHTax OCYIIECTBICHUS, 10 MEHBIIEH Mepe, OJUH PaCTBOPHUTENh MPEACTABISICT
c000it 3TaHON. B HEKOTOPHIX BapHMaHTaX OCYIISCTBICHHSI, KPUCTAUIM3AMMIO COCTUHEHUS 15 TPOBOMAT B TIpH-
CYTCTBUHU, TI0O MEHBIIEH Mepe, NBYX pacTBopuTeneil. B HEKOTOpHIX BapHaHTaX OCYILECTBIICHHS, 10 MEHbIIEH
Mepe, IBa pacTBOPUTENS MPEACTABIIOT COOOW 3TAHOI M BOAY. B HEKOTOPHIX BapuaHTax OCYIIECTBICHUS, KPH-
CTATUYECKOe coeMHeHne 15 mpencraBiseT co0oi ruapaT colibBaTa dTaHOoa. B HEKOTOPBIX BapHaHTax OCYIIle-
CTBJICHUSI, THIIPAT COJIbBATA ATAHOJA KPUCTAIUIMIECKOTO COSANHEHHA 15 XapakTepu3yeTcs MIacTHHIATHIMU KPH-
CTaJJIaMU.

CoenuHeHre 15 MOKHO TIOJIyYHThH COTJIACHO OOIIEH peakIMOHHOW cXeme, MoKa3aHHOW Ha ¢urypax la u
1b. fIcHO, YTO CreNMAaINCT B AaHHOI 00JACTH TEXHUKH CIIOCOOEH MONYYUTh JaHHBIE COSANHEHUS aHAIOTHYHbI-
MH cII0co0aMu WM KOMOWHHPYS APYTHE CIIOCOOBI, U3BECTHBIC CIICIIMAINCTY B JaHHOH 0071acTH TeXHUKH. B 00-
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IIeM, UCXOTHBIC KOMITOHEHTHI MOYKHO TIOJTYYHTh U3 UCTOYHUKOB, TakuX Kak Sigma Aldrich, Lancaster Synthesis,
Inc., Maybridge, Matrix Scientific, TCI u Fluorochem US u T.1. W/niu momyYuTh COTIACHO MCTOYHHKAM, W3-
BECTHBIM CIICIIMATIUCTY B JaHHOH oOjactu TexHUKH (cMoTpu, Hanmpumep, Advanced organic Chemistry: Reac-
tions, Mechanisms, and Structure, 5th edition (Wiley, December 2000)) w/viu mMoJiyduTh, KaKk OMHCAHO B Ha-
CTOSIIIIEM U300PETCHUH.

PeareHTsl, aHAJIOTMYHBIC OMHUCAHHBIM B HACTOSILEM U300PETEHHH, MOKHO HICHTH()UIIMPOBATH C TOMOIIBIO
WHJCKCOB M3BECTHBIX XMMHUYECKHUX BEIIECTB, MOATOTOBICHHBIX XUMHUYECKOH pedepaTuBHON Ciryx)00i Amepu-
KaHCKOT'O0 XMMHUYECKOTO OOIIECTBa, KOTOPHIE JOCTYITHBI B OOJBIIMHCTBE IMyOJUIHBIX ¥ YHUBEPCUTETCKHX OMO-
JIHOTEK, a TAK)KE C MOMOIIBI0 OHJIAHOBBIX 0a3 AaHHBIX (AMepuKaHCKas XHUMHUYECKoe 00mecTBo, BammHrToH,
okpyr KomymMOus, MOXHO CBsI3aThCs IS OTYYeHHUs Oojiee moApoOHON nHpopManmy). XUMUICCKHE BEIICCTBA,
KOTOPBIC SBIISIOTCSI M3BECTHBIMHU, HO HE JOCTYITHBIMH B KaTalorax, MOTYT OBITH MOJYYCHBI CIICIIUATU3UPOBAH-
HBIMH (DUPMaMU IO CHHTE3y XUMHUYECKUX BEIECTB, TJC MHOTHE U3 (PUPM, MOCTABIISIONINX CTAHIAPTHBIC XUMH-
YECKHE BEIIeCTBa (HApUMeEp, MEPEUUCICHHBIC BEIIIE), TPEJOCTABISIOT YCIYTH CHHTE3a 0 WHIUBUAYAIEHOMY
3aka3y. CCBUIKOHM Ha MOJTydeHHE U BHIOOp (papMalreBTUUECKUX COJNel HacTosmero u3oopereHus spisercs P. H.
Stahl & C. G. Wermuth "Handbook of Pharmaceutical Salts", Verlag Helvetica Chimica Acta, Zurich, 2002.

Crioco0bl, M3BECTHBIE CIICIHATNCTY B TAHHOW 00JIACTH TEXHUKH, MOXK/HO HAHTH B Pa3IMYHBIX CIIPABOYHU-
KaX, CTaThsiX M 0a3zax AaHHbIX. [lomxonsiine CIpaBOYHUKU M MOHOTpaduu, B KOTOPBIX MOJPOOHO OMHCBHIBAIOT
CHHTE3 PEarcHTOB, IPUMEHSEMbBIX B MOJYYCHUH COCAMHECHUII HACTOSIIEr0 M300pPETeHMUs, WM B KOTOPBIX JaHBI
CCBUTKM Ha CTaThH, OINHCHIBAIONINE TOJy4YeHHE, BKIIOYAIOT, HampuMmep, "Synthetic organic Chemistry," John
Wiley & Sons, Inc., New York; S. R. Sandier et al., "organic Functional Group Preparations," 2nd Ed., Aca-
demic Press, New York, 1983; H. O. House, "Modern Synthetic Reactions", 2nd Ed., W. A. Benjamin, Inc.
Menlo Park, Calif. 1972; T. L. Gilchrist, "Heterocyclic Chemistry", 2nd Ed., John Wiley & Sons, New York,
1992; J. March, "Advanced organic Chemistry: Reactions, Mechanisms and Structure," 4th Ed., Wiley-
Interscience, New York, 1992. JlononHUTEIbHEIC MOIXOASAIINE CIPABOYHUKA U MOHOTpa(HU, B KOTOPBIX IOJ-
POOHO OMHCHIBAIOT CHHTE3 PEarcHTOB, IPUMCHSIEMBIX B MOJYYCHUU COCAMHCHUI HACTOSIIETO U300PCTCHUS, HITH
B KOTOPBIX JIaHbl CCHUTKHM Ha CTAaThH, ONMCBHIBAIONINE MOJyYeHHE, BKIO4ast, HanpuMep, Fuhrhop, J. and Penzlin
G. "organic Synthesis: Concepts, Methods, Starting Materials", Second, Revised and Enlarged Edition (1994)
John Wiley & Sons ISBN: 3-527-29074-5; Hoffman, R.V. "organic Chemistry, An Intermediate Text" (1996)
Oxford University Press, ISBN 0-19-509618-5; Larock, R. C. "Comprehensive organic Transformations: A
Guide to Functional Group Preparations" 2nd Edition (1999) Wiley-VCH, ISBN: 0-471-19031-4; March, J.
"Advanced organic Chemistry: Reactions, Mechanisms, and Structure" 4th Edition (1992) John Wiley & Sons,
ISBN: 0-471-60180-2; Otera, J. (editor) "Modern Carbonyl Chemistry" (2000) Wiley-VCH, ISBN: 3-527-
29871-1; Patai, S. "Patai's 1992 Guide to the Chemistry of Functional Groups" (1992) Interscience ISBN: 0-471-
93022-9; Quin, L.D. et al. "A Guide to organophosphorus Chemistry" (2000) Wiley-Interscience, ISBN: 0-471-
31824-8; Solomons, T. W. G. "organic Chemistry" 7th Edition (2000) John Wiley & Sons, ISBN: 0-471-19095-
0; Stowell, J.C., "Intermediate organic Chemistry" 2nd Edition (1993) Wiley-Interscience, ISBN: 0-471-57456-
2; "Industrial organic Chemicals: Starting Materials and Intermediates: An Ullmann's Encyclopedia" (1999) John
Wiley & Sons, ISBN: 3-527-29645-X, B 8 Tomax; "organic Reactions" (1942-2000) John Wiley & Sons, B 55
tomax; u "Chemistry of Functional Groups" John Wiley & Sons, B 73 Tomax.

IIpuMmepbI
ITpumep 1. Tlonyuenue coequnenus 15.
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Coenunenne 3: 39,34 r coenunenus 2a (1,30 3xB.) pacTBopsut B nukiiorekcane (8 00.), otrorsum (6 00.)
npu Ta=55°C/200 m6ap, noGammsn 1ukiorekcan (5 06.) m cHoBa otrousuu (5 00.) mpu Ta=55°C/230-210
Mbap. DCM (2,2 06.) nobassiin 1 pacTBop oxinaxaam a0 Ti=0°C.

PactBop 6poma (1,20 2xB.) B DCM (0,4 006.) mo6apnsuin B Tedenne 67 mud nipu Ti=0-5°C u nmepememmBanu
B TeueHue caeayromux 55 mun npu Ti 0°C nepen modaBneHueM nukiaorekcana (1,5 3kB. 100aBIsIN B TeUCHUE
55 mun npu Ti=0-5°C. Cmechb (coenunenue 2b B DCM) nepememnBaiu B TeueHue cieayonmx 40 MUH mpu
0°C.

DIPEA (3,0 3kB.), TBABr (1,0 3xB.) 1 MeTHF (2 00.) no6apnsm npu Ti=0°C. 3atem pacTBop coeauHe-
Hus 1 (20,02 /1,0 5xB.) B DCM (2 06.) no6asisun B Tedenue 10 mun npu Ti=0-1°C. EMkocTh U1 106aBIeHUs
npomeiBaid DCM (1 00.), 1 NpOMBIBKY T00ABISUTH K PEAKLMOHHOW cMecH. PeakMOHHYI0 CMech HarpeBalli B
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teuenne 120 mun no Ti=25°C u nponoinkanu nepememuBanue npu Ti=25°C B Teuenne 120 u.

Bony (7 06.) no6asmsiiu npu Ti=25°C, ¢azsl pazaensuy, u BoaAHYIO a3y HOBTOPHO 3KkcTparupoBann DCM
(2 00.) (pH~7 AP). O0beanHEHHBIE OPTaHUYECKHE CJION MOCIEI0BATEIBHO MPOMBIBATH 15% BOAH. JIMMOHHON
kucinoToi (5 00.), 7,4% BomH. NaHCO; (5 06.) u Bozmoii (5 00.) (pH ~7 xorneunoro AP). O6bpeM opraHndecKoro
ciost onpenensuma (°P 4#1 ~ 260 mur) u koHneHTpUpoBanu 10 10 06. mpu Ta=45°C/500 mbap. pH koHIeHTpaTa
kouTposmmpoBasn (pH 4-5) m DIPEA (0,2 »2xB.) mob6asnsumn, monydast pH ~9. Tlocne perymupoBanust pH mpoBo-
JIWITA OTTOHKY, 1 4 00. pactBoputens orrousau mpu Ta=60°C/500-190 m6ap. Jlobassmu anetonuTpui (7 00.) u
6 00. otronsum mipu Ta=55°C/200-190 mGap.

Cramusa 2
THOMSO O m&%ﬁm,w
P
o
Cin

oA cen CTADMA 2 S o8

B -
Br 3 B &

Coenunenue 4: 1M TBAF B THF (2,2 sxB.) no6asmsim npu Ti ~20°C B Teuenue 10 MUH, 1 peakIHOHHYIO
cMech (KpacHbIi pacTBop) HarpeBanu 1o Ti=55°C n nepememmBanu 19 u npu Ti=55°C.

4 06. pactBoputens oTrousut nmpu Ta=55°C/240-190 mbap. JJo6asismu DCM (5 00.) u Boxy (5 00.), dhazsr
paszmensuii ¥ BOIHYIO (azy moBTopHO 3KcTparupoBan DCM (2 00.). O0beanHEHHBIE OpraHMYecKHUe CIIOH I10-
cienoBaTensHO pomeiBaid 3,7% BogH. NaHCOj; (5 06.) u Bogoi# (5 06.). O0beM OpraHUYEeCKHUX CIIOEB OIpeze-
nsimm (230 mum) m koHIIeHTpUpoBanu 10 6 06. O6bema koHeHTpara pu Ta=55°C/580-420 mOGap (-> pacTBOp).
Jobasnsmm MetaHon (12 00.), momydass B pe3ynbrare TYCTylo CycreH3uio. 4 00. orroHsuin mpu Ta=58°C-
70°C/480-430 mbap. CycreH3ui0 KUTIATHIHA ¢ 00paTHBIM XonoamisHukoM mipu Ta=80°C/atwm. (Ti ~60°C), momy-
qas po3padyHbiii pactBop. Jlobasmsua Boxy (1 00.) B reuenue 17 mun nipu Ta=75°C. CycneH3uI0 0XJIaXaalu B
TedeHue npuobausnuTenpHo 85 mun mo Ti=20°C.

Cycniensuto nepememnusany 4 4 20 mun npu Ti=20°C u 3arem ¢punbTpoBanu. OctaTok Ha QUIBTPE IPO-
mbiBat MeOH/Boma 6:1 (3 06.), MeOH/Bona 4:1 (1 00.) n mermn-unkiorekcan (4 06.). Cymka Ha HyTY-
¢unbTpe B Bakyyme M ynapuBaHue Ha porope npu Ta=45°C no comepxanus cyxoro Beca 99,56% DC. 28,36 ¢
HecKoppekTHpoBaHHas/28,24 r ckoppektipoBanHas Ha [IMB (Y ckoppekrupoBanssiii Ha [IMB: 72,1%).

'"H SIMP (xnopoopm-d) 8: 7,27-7,42 (m, 15H), 4,95-5,02 (m, 2H), 4,94-5,03 (m, 2H), 4,73-4,87 (M, 2H),
4,67 (an, J=14,1, 11,5 I'u, 2H), 4,62-4,72 (M, 2H), 4,06-4,14 (M, 2H), 3,96 (a1, J=10,1, 2,8 I'u, 1H), 3,64-3,73
(M, 4H), 3,38-3,47 (m, 1H), 2,98 (an, J=10,3, 8,5 T'u, 1H), 2,35 (rT, J=12,6, 3,2 ', 1H), 2,23 (tox, J=7,9, 4,7,
2,9 I'y, 1H), 1,99-2,10 (m, 2H), 1,33-1,56 (M, 2H), 1,07-1,20 (M, 5H), 0,79 (1, J=7,5 ', 3H). MS: paccunTtanHas
st C37H,605=618,76, Hadinennas m/z =641,3 (M+Na").
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Coenunenue 6: k coeanHennio 5 (1,50 skB. ckoppekTHpoBaHHbIE, 45,32 T HeCKOppeKTHpOBaHHas/42,47 T
CKOPPEKTUPOBaHHAsA) H00aBIsUIH Toayon (8 00.), 3ateM 5 00. pactBoputens oTroHsut mpu Ta=55°C/130-60
MOap. Jlo6aBmsmu Tomyon (2 00.), u 2 00. pactBopurens otrousu npu Ta=55°C. KoHnenTpar paz6aBisuim ToO-
nyosnoM (5,5 00.). ITocne oxnaxnenuss g0 Ti=0-5°C mobaBnsmum TpudTHiaamMuH (2,05 9kB.). Jl00aBIsiIn TUATHII-
xyiopdochur (0,93 3xB.) mpu Ti=0-3°C B Teuenne 30 MUH K peaKIIMOHHOW CMECH (DK30TEpMHUYECKasT PEaKIIHs).
Cwmech nepemermmBany mpu Ti=0°C B teuenue 30 muH. J[06aBnsmu BTOpyro nopiio qudtmixiopdocduta (0,13
9kB.) pu Ti=0-5°C B Teuenune 10 muH. Cmech nepemermmBanu npu Ti=0°C B teyenne 30 muH. JloGaBmsiiy Tpe-
Thi0 Topuuto amTIIxiaopdocura (0,09 3kB.) mpu Ti=0-5°C B Teuenue 7 muH. CMecCh MEPEMEIINBATIHN MPH
Ti=0°C B Teuenue 30 MuH.
Peaxumonnyto cmeck otdunbTpoBeiBany ot TBepabix BemecTB (TEAXHCI) npu Ti=1°C B atmocdepe a3o-
Ta U TPOMBIBAII XOJOAHBIM ToayosioM (3 00.). dunbTpar GuiabTpoBasM Yepe3 yepe3 ToHKUH 0,2 MKM (QHIBT-
pytomuii HakoHeuHUK. OUIBTPAT GUIBTPOBAIM BTOPOH pa3 yepe3 ToHKMi 0,2 MKM (HIBTPYIOIINI HAKOHEYHHUK.
OwIbTpaT XpaHWIM B TedeHne Houn npu Ta=4°C u 3areM QuibTpoBamu B TpeTuid pa3 depe3 0,2 MKM (UIBT-
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pyroumii HakoHeuHUK. PacTBop docdura XpaHuau B XOJOJUIEHUKE IS TIOCIEAYIOMIETO SKCICPUMEHTA TI0 TITH-
KO3MJIMPOBAHHIO.

Coenunenne 7: 126,41 r pactBopa rauko3mwidochura (33,1 Mmmons coenuueHus 6, 1,28 HKkB.) momemany B
500 mut konOy u 3arpyxamu 16,03 T coenuaenus 4 (15,95 r, 25,78 mmonb) 1 32 mut (2 06.) Tomyona. PactBop
KOHIIEHTPUPOBAJK Ha poTopHOM ncnapurene npu Tj=50°C/100-4 m6ap, ymanss 175 mi (~11 06.) Tomyomna. Ilo-
JTy4eHHBINA B pe3yJbTaTe TBEPABIA OCTATOK pacTBOPsUTH B 96 Mt (6 06.) DCM u nepeHocHim B 3 -Topiayto Kojoy.

Peaxnuro naMmuupoBasin nobdasnenueM 3,53 T (23,5 mmons, 0,91 5kB.) TpudTOpMeTaHCYTH(HOKHUCIOTH B
teuenne 30 mua mpu Ti=-30°C. Peaknuio npekparianu depe3 7,5 4, nodasmss 4,756 r (46,94 mmons, 1,82 3KkB.)
NEt;. Peakunonnyto cmech (184,16 r npo3pauHslii opamkeBblii pacTBop) xpanwiu npu T=-20°C mo nocnemnyo-
el 00paboTKH.
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Coenunenue 8: HorameHHon PEaKIMOHHYI0 CMECh, COIEPKAIIYI0 COSAUHEHHE 7, KOHIIEHTPUPOBAIH OT-

TOHKOH 5 00. mpu Ta=55°C/600-100 mbap. JJobaBisutu Tosryon (4 00.), ¢ MOCHCAYIONIMM JOOABICHHEM CMECH
23,1% NaCl pactBopa (2,5 00.) u 7,4% NaHCO; pactBopa (2,5 00.). dazsr pazaemnsuiy, 1 BoaHbIH cioit (AP 1#1,
pH 9) moBTopHO 3KCTparupoBany ToyosoM (5 00.). O6beM 00beANHEHHBIX opraHnndeckux cioes (°P 1) ompe-
nemsid paBHBIM 198 Mit. °P 1 xoHIeHTpupoBanmu 0 o0bema KoHueHTpara 4,3 06. mpu Ta=58°C/200-79 mbGap
otroHkoi 132 mu pactBoputensa. KonreHTpart pa3daBismun MetanoioM (3,5 00.) u gobasmsun Metwranerat (1
00.). Hob6aemsuin NaOMe 30% B MeOH (0,60 5kB.), 1 eMKOCTh 111 ToOaBiIeHUS MpoMbIBaau MetaHoioM (0,5
00.). Peakimmonnyro cMech nepemermBany 3 9 mpu Ti=20°C.

PeaknmoHHyr0 cMeCh TacuiIi 100aBieHneM YKCycHOH kuciaoThl (0,60 3kB.) B Teuenue 5 muH npu Ti=20°C,
nosrydast pH 5-6. 5 06. pactBoputenst otrousim nmpu Ta=56°C/300-260 m6ap. Jlo6asistu stunarnerar (2,5 00.) u
2,5 006. otronstmu mipu Ta 58°C/200 mbap. Jobasmusumu stmnanetar (5 00.), 23,1% NaCl pactop (2,5 00.) 1 Boxy
(2,5 00.), n mocne nepemenmBanus ¢assl pazgemsu (> AP 2#1 pH 6, °P 2#1). Boanslit cioit (AP 2#1) no-
BTOPHO SKCTparupoBanu 3twianeratoMm (3 00.) (> °P 2#2). O0beAMHCHHBIC OPTaHUYECKUE CIOU MPOMBIBAIA
23,1% NaCl pactBopoM (5 00.), 1 00beM oprarmdeckoro cios (°P 3#1) onpenensiau paBHbM 180 M.

°P 3#1 koHueHTpUpoBaIU 10 00BeMa KoHIeHTpaTa 4,0 00. mpu Ta=60°C/330-300 MmOap otronkoi 116 mi
pactBopurens. JJooasismu 2-metrin-2-6yranoin (5 06.) mpu Tj=60°C (Bce eme pactBop). 2,75 00. pacTBopHUTEIs
otrousuy ipu Tj=67°C/280-195 mbap, morydast B pe3yabTaTe clierka MyTHBIA PacTBOp.

PactBop Harpesanu 10 Ti=70°C B Teuenue 30 MmuH. PacTBop 3aTeM OXJIaKIaJId O KOMHATHOW TeMITepaTy-
pel B Teuenne 100 mua. Haumnaamochk ocaxaenue npu Ti npubmusutenpHo 33°C. CycneH3nio nepeMentiBaim
npu Ti=20°C B Teuenne 85 muH. 3ateM nobaBnsun H-rentad (8 00.) mpu Ti=20°C B Teuenne 50 MHUH, U CyCIICH-
3uro oxnaxaanu g0 Ti=10°C B TeyeHne 25 MUH U TIEpeMENTUBaIM 3 9 MPU JaHHOW TeMieparype. PuibTpoBain
cycrneHsuio (2 MHUH), IPOMBIBAIM OCTaTOK Ha (uibTpe cMmechio 2-Metmi-2-0yranon/H-rentan (0,7 06./1,4 00.
npu 10°C) u Hakonen H-rentaHoM (3 00.), oxnaxnaeHHsM 10 Ti=10°C. Cymmiau mpoayKT MpOAyKT HA HyTd-
¢unbTpe B BakyyMe/a3oTe B TEUCHHE HOYM M 3aTeM Ha pOTOpPHOM ucnapurene rnpu Ta=45°C B TeyeHue 6 4 10
cozepskanust cyxoro Beca 97,22%. 17,00 r HeckoppexkrupoBanHasi/16,527 r ckoppextupoBanHas Ha [IMB (Y:
73,91%).

'H SIMP (xnopodopm-d) § 7,23-7,43 (m, 17H), 5,90 (mrr, J=17,2, 10,4, 5,8 I'n, 1H), 5,31 (axs, J=17,1, 1,5
I'u, 1H), 5,24 (nn, J=10,4, 1,3 I'n, 1H), 5,10 (g, J=3,3 'y, 1H), 4,59-5,01 (M, 9H), 4,53-4,58 (M, 2H), 4,44 (x,
J=7,9 Ty, 1H), 4,00-4,12 (M, 2H), 3,83-3,94 (M, 2H), 3,71-3,82 (M, 4H), 3,68 (c, 3H), 3,32-3,35 (m, 1H), 2,34 (T,
J=12,2, 3,2 T'n, 1H), 2,20 (g, J=13,2 ', 1H), 1,91-2,05 (M, 2H), 1,40-1,60 (M, 3H), 1,16-1,30 (M, 4H), 1,12 (x,
J=6,6 I'u, 4H), 0,92 (T, J=7,6 I'u, 1H), 0,81 (T, J=7,4 T'i, 3H). MS: Paccunrtannas mis C47Hg NO4,=863,99; Haii-
nenHas m/z=886,4 (M+Na").
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Coenunenne 9: coemunenue 8 (25,00 r) pactBopsutn B DCM (6 00.). PactBopurens (4 00.) OTTOHSIIN TTPH
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Tj=50°C/Bak. Job6aBisumu DCM (6 00.), u TOT ke 00BbeM pactBoputens orronsuin. Jobarmsmn DCM (6 00.), u
TOT e 00BbEeM pPacTBOPUTENS OTrOHSUIH. [Ipo3padHblil xKenToBaThil KOHIEHTpaT pa3dasmsin DCM (4 00.) u ox-
JaKIaTH 10 TEMIEpaTyphl OKpy)Karommel cpeabl B atMocdepe azora. Jlobasmsum 2,6-mytuaud (1,8 skB.). [o-
Gasisu 4-MeO-tputmnxinopun (1,03 9kB.) Tpems MOPUHUSIMH K peaKIHOHHOW cMecH U mpoMbiBasin DCM (0,5
00.) ¥ IepeMeIrBaly pu TeMIIepaType OKpy>KaroIel cpesl B TeueHne 1 4.

3arpyxamu Boay (3 00.), ¢ mocneayronum nobdasnenuem Me-THF (6 006.), u 6 00. pacTBOpUTENST OTTOHS-
mu. JIo6asnsimn Me-THF (6 06.), 1 TO k€ KOJTMYECTBO PaCTBOPUTENS OTTOHSIIH. JJ0OaBIISIIN JINMOHHYIO KUCIIOTY
15% Bec/Bec (3 00.), 1 cMech HHTEHCHBHO mepeMennBaii. Daspl pa3nernsiin, 1 OpraHudecKyio a3y MpoMBIBa-
T cMechio BogbI (3 00.), comstHOTrO pactBopa (3 00.) u Hackml. BogH. NaHCO; (1 06.). ®a3sl pasaensu, u pH
BOJHOM (ha3bl U3Mepsuti paBHOH 7. OpraHndeckyio a3y IMpOMBIBAIN HOJIYKOHIEHTPHPOBaHHEIM BoaHBIM NaCl
(6 00.), nommyyast 140 mu opranmdeckoit (hassl.

PacTBOp npoayKTa KOHIEHTPUPOBAIH 10 4 00. yJajeHneM OTTOHKOH npuOim3uTensHo 50 Ml pacTBOpHTeE-
ast ipu Tj=45°C/250 m6ap. Konuenrpar narpesanu no Ti=40°C u nobasmsim H-rentad (12 06.) B Teuenue 30
MHH TIpH TOH ke Temiieparype. [loiaydennyro B pe3ynbraTe cycrnensuto HarpeBanu 10 Ti=60°C ais pacTBopeHUs
KOPOK CO CTEHKH KOJIOBI M BBIACP)KUBAIM IIPH TAHHOI TeMieparype B TeueHue 25 MuH. CyCIeH3HIO OXJIaXKIaIn
10 20°C B TeueHue 2 9 U IepEeMENINBAIIN TIPU JAHHOW TEMIIepaType B TeUeHHe HOYH. TBEepIbIid OCTATOK (QUIBT-
poBasn yepe3 250 M nepeBepHyTYIO GpuTTy P3. OcTaTok Ha GUIBTPE POMBIBAIA METOYHUKOM M H- TENITAHOM
(2,3 00.) u cymmwn B BakyyMe B aTMoc(epe IMoToka a3oTa B TEUEHHUE 5 9 B TOTIOJHUTEIHLHO Ha POTOPHOM HCTIa-
putene npu Tj=33°C B teuenue Houu. 30,03 r HeckoppekTHpoBaHHas/29,89 T ckoppekTupoBanHas Ha [IMB (Y
93,8% CKOppEKTHPOBAHHEIH).

'H SIMP (xiopodopm-d) & 'H SIMP (xnopodopm-d) casur: 7,09-7.47 (m, 28H), 6,76-6,82 (M, 2H), 5,83-
5,99 (m, 1H), 5,32 (un, J=17,2, 1,5 'y, 1H), 5,24 (nn, J=10,3, 1,4 T'n, 1H), 4,77-5,00 (M, 4H), 4,44-4,75 (m, 7H),
4,10-4,21 (m, 2H), 3,98-4,09 (M, 2H), 3,75-3,95 (M, 4H), 3,61-3,70 (M, 6H), 3,54-3,60 (M, 1H), 3,37-3,50 (M,
2H), 3,27-3,37 (m, 2H), 2,15-2,37 (m, 2H), 1,93-2,14 (M, 2H), 1,36-1,56 (M, 2H), 1,05-1,29 (M, 5H), 0,73-0,86
(v, 3H). MS: Paccunrannas qus Cq;H7,NO,s=1136,33, naiinennas m/z=1158,5 (M+Na").
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Coenunenne 11: coenunenue 10 (40,03 r; 1 Bec) pactBopsiin B DCM (4,5 06.). Hobasmsumm DIPEA (2,3
9KB.), ¥ pacTBop oxynaxnanu 1o Ti=-10°C. Tpudropmerancynsponosslii anruapuxa (1,3 5KkB.) 3arpyxanu npu
Ti=-10°C B Teuenne 43 muH. Kanensnyio Boponky npomsiBaiii DCM (0,5 00.). TeMHO-KOpHYHEBYIO CMeCh I1e-
pememmBany rpu Ti=-10°C B Teyenne 150 muH.

Peaknmonnyto cmech racuiau 1o6asieHueM 15% BOIH. IMMOHHOM KHCIOTHI (4 00.) B TeueHne 25 MUH NpH
Ti=-10°C-8°C. PacTtBOp HarpeBalii 0 TEMIIEpPATypbl OKpykaromei cpeasl. 4,45 00. pacTBOPUTENS OTTOHSIIH
pu Tj=45°C/600-280 mbap. Hobasmsum tomyol (4 00.), u ¢a3sl pasaensan. Boaryio ¢asy skcTparupoBaii
TosryoJioM (3 00.), m 00beIMHEHHBIE OpraHndeckre (a3l MPOMBIBAIN BOOH (3 00.), ¢ MOCIEIYIONIeH TPOMBIB-
KOH COJITHBIM pacTBOpoM (3 00.). Opranndeckyio ¢hasy KOHIEHTpUPOBaIH 10 5,5 00. npu Tj=45°C/250-55 mbap
OTroHKOM 155 M pactBoputens. PactBop npoaykra ¢punbTpoBanm depe3 0,45 MKM HailJIOHOBYIO MeMOpaHy U
npomeiBany TosryosioM (0,3 00.), momydast B pe3yabTaTe TeMHO KOPUYHEBBIH pacTBop npoaykra (L°D poropHbM
ucnaputeneM: 33,56% Bec/Bec). 183,92 r HeckoppekTtupoBanHas/61,72 r ckoppekrupoBannas Ha [IMB (Y nHa
ocHoBe cyxoi mMacchl: 102,56%).

'H AMP (DMSO-d6) & 7,30-7,47 (m, 6H), 5,25-5,38 (m, 3H), 1,70-1,81 (m, 3H), 1,51-1,69 (M, 5H), 1,28-
1,43 (M, 1H), 1,04-1,21 (M, 5H), 0,76-0,99 (M, 3H). MS: paccunrtannas ans C,;H,;F;05S5=394,41, naiincunas
m/z=417,0 (M+Na).

Coenunenne 12: coenunenue 9 (20,45 1, 1 Bec), okcun audytmionosa (IV) (0,37 Bec/1,7 3kB.), metanox (4
00.) 1 Toyon (2 00.) KUt ¢ 00paTHEIM XostoquiIbHUKOM Ipu Tj=82°C u nepeMenBany Npu KUIITYCHUHN C
0o0paTHBIM XOJIOAWILHUKOM B TeueHue 2 4. PactBopurens (3 00.) ynansmu otronkoit npu Tj=65°C/320 mbap).
Jobasnsmm Tomyon (3 00.), U pacTBOp TEepeMENMBAINA TIPU KUIITIYCHUH C OOPATHBIM XOJOIWJIBHHKOM TIPH
Tj=82°C B Teuenne 75 muH. PactBoputens (4 00.) ynamsumn otronkoit mpu Tj=65°C/400-140 m6ap. obasmsmn
touryoa (3 06.), u pacTBopuTenb (3 00.) yaansiu otronkoi ipu Tj=65°C/130 mbap). obasmsui Tomyon (3 00.),
1 pactBoputens (3 00.) ynansum orrorkoi mpu Tj=65°C/105 m6ap).

Aneronntpun (5 06.) nodasmsum k koHnentpary npu Ti=20°C. loGaBnsumm coeanHenue 11 B Tonyone
(2,25 7xB.; CA18-0119), dropun neswms (3,0 sxB.; F17-04152) u meranosn (1,0 sxB.). [Tomygamu cmecs Bozst (0,5
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9kB.) 1 aneronurpuia (0,5 skB.). 1/4 momydenHoro pacrtBopa ACN 100aBisuIM K peakIHOHHOM cMeCH, KOTOPYIO
3areM nepememBaiy B Teuenue 1 4 npu Ti=20°C. JJo6asmsmu Bropyto nopuuro pactBopa ACN, n cMmech nepe-
MEIIMBAIN B TEUEHHUE CIEAYIOIIET0 Jaca. DTO MOBTOPSUIH elle ABa pasa. Ilocne nobasneHus mocie HeH TOpLIUH
ACN/Boma peakmuoHHyt0 cMech nepemermuBany 180 mun mpu Ti=20°C.

Cwmecs racwmm nobasienuem 7,4% Bomn. NaHCO; (4 06.) u mepememuBaim B TedeHne 50 MUH mpH
Ti=20°C. JIByxda3Hyro cMech GHIBTPOBAIN Yepe3 cioi 1ennTa (2 Bec; ypaBHOBEIICHHBIN 3apanee 12 00. To-
nyona). OcTaTok Ha GUIBTPE IPOMBIBIH TOJTY0JIoM (3 00.). ®a3pl pa3fensiig, ¥ BOIHBIA CIION 3KCTparupoBaIH
tosryosioM (3 00.). OObeAMHEHHBIE OpraHUYeCcKhe CIIOM MpoMbIBain mosHacki. BogH. NaHCO; (5 06.). Opra-
HUYecKkni cioit cymmnu Hag Na,SOy (2,0 Bec), Na,SO4 GUAbTpOBBIBANIM, U OCTATOK HA (HIBTPE ITPOMBIBAIH
ToiyosoM (2 00.). 4-MeruinmopdomuH (1,0 5kB.; F17-03830) nobasmnsiin k pacTBOpy NpoaykTa. PactBop xpanu-
71 B TeueHue Houu npu 4°C.
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Coenunenne 13: Opranmdeckyto (asy, comepxKailyo coequHeHre 12, KOHIEHTPUpOBaIH 10 5 00. Ha Po-
TopHOM mcnapurene nmpu Ta=55°C/200-90 mbap. 3arpyxkanmu 4-metunmopdonus (20 sxB.) 1 DCM (8 06.). Jo-
0aBISITA YKCYCHBIM aHTHAPHUA (8 9KB.) U YKCYCHYIO KUCIOTY (2 3kB.; F16-04758) mpu Ti=20°C. Konby Bakyy-
MHUPOBAJIM U TPOAYBadu a30ToM Tpu pasa. [lobasmsum tpudenmidochun (0,05 sxs.) u PdA[(CsHs);P]4 (0,05
9KB.), C TIOCJEIYIOIINM [IUKJIOM BaKyyMHPOBaHHS/TIPOIyBaHHs a30TOM. PeakmoHHYIO cMech IepeMeIBaId B
teuenne 18 1 mpu Ti=20°C.

Peakmuro mpekparmanu go6aeneHreM Boabl (5 00.) B TeueHne 20 MUH MpH TEMITEpaType OKPYKarOIICH
cpenbl. Pa3bl pazaessuIn, 1 OPraHUYEeCKUil CIIOH NPOMBIBAIN BOJH. IMMOHHOHM Kuciortoi 15%Bgec/Bec (5 06.). K
oprannueckoi daze mobasmsum Hackin. NaHCO; (5 00.) u meranon (0,5 06.). CMech MHTEHCHUBHO NepeMelIH-
BaJIM B TeueHHe 45 MUH IpHU TeMIIepaTtype okpykaromiei cpeabl. @a3pl pa3mersiim, U OpraHmdecKyo a3y mpo-
MBIBIA JBAXIBI BOAOW (KAl pa3 5 00.) W KOHIEHTPUPOBAIM Ha POTOPHOM HCHapuTesne mo 7 00. mpu
Tj=50°C/600 mOap.
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Coenunenne 14: Konnenrpar (140 mun), conepxammuii coenunenue 13, 3arpyxamu meranosom (0,2 00.) u
Bomoit (0,5 06.) u oxmaxaamu o Ti=0-5°C. Cmecy TCA (3,0 3xB.) u DCM (1 00.) momyyanu u 100aBiIsiu K
KoHIEeHTpaTy B TedeHue 20 muH npu Ti=1-2°C. PeakumoHHyr0 cMech IepeMelnBalIi Py JaHHOW TeMIeparype
B TeueHue 3,5 4.

Hacpin.Boma.NaHCO; (5 00.) nobaBmsuin x peakuuoHHoit cmecu mpu Ti=1-3°C B Teuenue 25 MUH, H
CMECh HarpeBaJid A0 KOMHATHOW TemrepaTypbl. Pas3bl paznensuim, 1 BoAHYIO ¢as3y skctparuposann DCM (2
00.). O0benMHEHHBIC OPTAaHMYECKUE CJIOM MPOMBIBaIHN Bojoi (5 00.) n cymmmm Hax Na,SO, (1,5 Bec). Na,SO4
dunpTpoBanu u npomeiBasii DCM (2 06.).

Ounctka: XpomaTtorpaduaeckyro KoJaoHKy 3arpyxamu 1548 1 (10 Bec) cummkarens (15 cMm muameTp, BBICO-
Ta ciost 22 ¢M) ¥ ypaBHOBEIINBAIM dTHIAIieTaToM/renitanoM 1:1. 582 r pactBopa nmpoaykTa u3 ctanus 6/7/8 (uc-
xoJHOE coenuHeHue: 157,63 1) 3arpyanu Ha BepX KOJOHKH U MpeaBapuTebHO moupoBainu 15 ma DCM. Ko-
JIOHKY JJIIOMPOBAIH, CHavaia rmpumenss 60 06. (9,5 ) smoenra 1 (3tmnanerat/rentan 1:1: mocne cbopa 1 n
¢pakumii npoMeiBKK cobupanu 19 dpakumii 1#1-1#19 (0,5 1 06. xaxnas). [locie 3TOro 3:I10€HT 3aMEHSIIM Ha
amoeHT 2 (tmianerat/rentad 3:1), cobupamm nomossHHUTENbHBIE (pakimu 1#20-1#33 (1,0 1 06. xaxnas).
®paxuny anammzuposamn TCX: myn 1: ppaxunu 1#18-1#29 cobupanu u KOHIEHTPUPOBAJIH, HOTyYasi COCIHHE-
Hue 14 B Buzne 80,88 r TBeproro ocratka, 98,15%a/a. @paxunu 1#15-1#17 cobupanu B Buze Broporo myna II,
MOJyYasi BTOPYIO MOPITHEO coenuHeHus 14 B Buae 9,98 T TBepmoro ocratka, 67,1% a/a.

AnbpTepHaTuBHas odncTka: Biotage kaptpumxk (40 kr cwimmkarens, tuna KP-Sil Flash 400L) pamunaneao
CKUMal B pyoamke ¢ 2-mporanosioMm (10 1) m 3ateM ypaBHOBemuBaiu rentanoM (94 m) u 3arem 1:1 rem-
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tan/EtOAc (98 m). Heounmennoe coequnaenue 14 B Tonyone/DCM (12,319 kr HeckoppekTupoBanHasi/3,308 kr
CKOPPEKTHPOBaHHasl) 3arpy’Xajid B HyTY-(QUILTP M HEPSHOCWIN C MOMOMIBIO a30Ta HA KOJOHKY. HyTu-Quibtp
MIPOMBIBAIM HEOONBIIIM 00beMoM muxiopMmeTana (0,5 1) ¥ MPOMBIBOYHBIA PacTBOP MEPEHOCHIIH Ha KOJIOHKY.
Komnonky amonpoBanu 264 1 1:1 rentan/EtOAc, ¢ mocneayromumu 260 1 1:3 rentan/EtOAc. Ctaauio 09uCTKH
MOBTOPSUTH C IOTIOJHUTENBHBIMU 12,234 kT HecKopp. coenuHeHus 14 B Tomyosie/DCM.

Bce dpaxmum, cogepkamue coequHenne 14, cobupanu, oObeANHIIN U KOHIIGHTpUpoBaIH B 160 11 smanm-
poBaHHOM peaktope mpu Tj=60°C/242-156 m6ap no 12 06. KoHmeHTpaT MepeHOCHIN B €MKOCTh JJIsT J00aBIie-
HUS, 1 I3MEPSITH, 4TO 00beM paBeH 71 1.

PacTBOp mepeHocHIM B peaTKOp M JOMOJHHUTENHHO KOHIEHTpUpoBanu a0 5 06. mpu Tj=60°C/176-170
MOap. 2-IIponanon (36 L) 3arpyxanu yepe3 eMKOCTh Uit q00aBneHus, U 30 JI pacTBOPUTEIS yIAISIH OTTOHKON
npu Tj=60°C/185-120 mbap. 3arpyxanu 2-nponanosu (24,5 i), u 20 1 pacTBOpHUTENs yJalsuld OTTOHKOH NpH
Tj=60°C/120-93 mbap. 3arpyxanu 2-npornano: (20 i), u 25 11 pacTBOpUTEINS YAAISUTH OTroHKOH rpu 60°C/98-90
Moap.

PeaknmoHHyI0 cMech nepeMemnBaiy B TedueHue npubimsntensHo 1 1 npu Ti=55°C u 3ateM BHOCHIM 3a-
TpaBKy KpucTayuindeckoro coenuHeHus 14 (1 r) (3aTpaBodHble KPUCTAIIIBI MOXKHO TIOYYUTh TOOABIEHUEM 00-
pasma coenuHeHHUs 14, MOIy4eHHOTO MOCcie XpoMaTorpaduu, K 2-MPONaHoIy U MepeMENINBaHueM 0 TOTO, KaK
OyneT HabIIOAaThCs KPHUCTAUIN3ANNIO). PeakmonHyo cMech oxnaxaanu a0 Ti=1,7°C B TedyeHue 4 4 u mepe-
MEIIMBAIM TIPU JaHHOH Temreparype B TeueHue 8,5 4. IloxydeHHyio B pe3ynpTaTe CYCICH3HIO IEPEHOCHIIN Ha
HyTY-QUIBTP U PrmbTpoBamu B ML-6apaban. PeakTop mpoMbIBaK MaTOYHBIM pacTBopoM (14 L).

B peakrop 3arpyxanmu 2-nponanon (10 ;) u oxnaxngamu no Ti=1,7°C. [IpoMbIBKY NEPEHOCWIH HA HYTY-
¢unbTp 1 punbTpoBaNM B ML-0apaban B Teuenue 2,5 4. OctaTok Ha QUiIbTpe CYIIMIN B TeYeHUE 3 1T B BAKyyMe
u notoke azora. [Ipoxykr m3Bnekanu. 2,246 kr HecKOppeKTHpoBaHHas1/2,241 kr ckoppektupoBanHas Ha [IMB
(Y otHOCHTEeNnBHO cyxoi Macchl: 70,9% u3BneueHue).

'H SIMP (xsopopopm-d) & 7,20-7,45 (m, 24H), 5,66 (1, J=6,8 T, 1H), 5,14-5,25 (M, 2H), 5,05 (1, J=8,4
I'n, 1H), 4,69-5,01 (M, 7H), 4,61 (n, J=11,4 ', 1H), 4,35 (nx, J=10,6, 3,0 I'y, 1H), 3,95-4,12 (M, 3H), 3,76-3,87
(M, 2H), 3,59-3,74 (M, TH), 3,41 (t, J=4,7 T'u, 1H), 3,29 (T, J=9,6 T'u, 1H), 3,08-3,21 (M, 1H), 2,66 (ax, J=9,5, 2,2
I'y, 1H), 2,29 (11, J=12,6, 3,1 I'n, 1H), 2,13 (1, J=12,7 T'u, 1H), 1,91-2,08 (M, 5SH), 1,36-1,81 (M, 13H), 0,99-1,31
(M, 9H), 0,72-0,98 (M, SH). MS: paccunrannas ais Cq H;oNO;5=1066,28, Haitnennas m/z=1088,5 (M+Na).

3aTpaBOYHbBIE KPUCTAUIBI COSTUHEHMS 14 MOXHO TMOJYYIHTh M0OaBICHHEM COEAWMHEHHS 14, MOJIy9eHHOTO
mociie XxpoMarorpaduu, K 2-poraHoily U EpeMeNTiBaHruEM 0 TOT0, Kak OyIeT HaOIoaaThCsl KPUCTATA3AIIHS.
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Coenunenne 15: k coenuuennro 14 (5,03 r; 1 Bec; CA18-0480) mobarmsuin 2-nponanon (15 06.), Boay 0,5
06.) u THF (2,5 06.). Cycnensuro narpeaimu 10 Ti=30°C, momydas pactBop. JJo6asmsun Pd/C 10% 0,2 Bec;
F15-01378) u 2-npomanon (3 00.), U cMech MEePEeMEIINBAIIU B aTMOC(epe BOJOPOIa MPH aTMOC(PEPHOM JIaBic-
Hun u Tj=37°C B Teuenue 7 4. [lerasupoBannyio Boxy (1,5 00.) mo0aBmsu K peakIMOHHOM cMEeCH, ¥ TUIAPHPO-
Banue npojomkamu npu Tj=37°C/1 6ap B Teuenne 17 4. JIob6aBnsim nerasupoBaHHyo Boay (2 00.), U THAPHPO-
BaHME MPOJIOJDKAIHN B BBIICYKAa3aHHBIX YCIOBHUIX B TCUCHHUE clenylomuX 7 4. PeakIMoHHYI0 cMech IepeMeIn-
BaJi B T€UEHUE HOUM B aTMocdepe Bogoposa npu Tj=37°C/1 Gap.

ATMocdepy Bogopoa 3aMeHsuTH a30ToM U go0asisui TBepabiii NaHCO; (0,05 skB.) 1 Boay (2 00.). Peak-
IUOHHYIO cMech GmnbTpoBasH ipu 30°C gepe3 0,45 MKM HaHIIOHOBYIO MeMOpaHy, M OCTaTOK Ha (GWIBTPE MPO-
MBIBJIM cMechio 2-tipomnaHodia (3 006.) u Boasl (1 00.). O0benuHeHHBIE QUIBTPATHI KOHIICHTPUPOBAIHU JA0CyXa
npu Tj =35°C/Bak, nonmydas B pesynbrare 4,80 T TBepmoro marepuana. TBepablii OCTATOK PACTBOPSIN B CMECH
BogbI (0,2 00.) u THF (3 00.), mosry4yast npo3pauHblil pacTBop.

Uzonponmianerar (25,5 00.) oxnaxnganu g0 Ti=0°C u pacTBOp MpoAyKTa JOOABISUTH Yepe3 KarelbHYO
BOpOHKY B TeueHue 55 mun npu Ti=0°C. KanensHyto BopoHKy npombiBasu cMmechio Boasl (0,1 06.) m THF (0,3
00.). Cycniensuro ¢unbtpoBanu nocie nepememnBanust B teyernne 80 muH npu Ti=0°C. OcraTok Ha QHIBTpE
npomeiBaiin MTBE (3 00.), n npoaykT cymmim B BakyyMe U IIOTOKE a3oTa B TeyeHne Houd. 3,10 T Heckoppek-
tupoBaHHas/3,08 r Cxoppekruposannas Ha [IMB (Y, ckoppekrupoBanssiii Ha [IMB, 92,66%).

'H SIMP (400 MI't, DMSO-d6) & 4,61-4,83 (m, 2H), 4,08-4,26 (M, 3H), 3,98 (1, J=8,6 T'n, 1H), 3,80 (c,
1H), 3,29-3,57 (m, 10H), 3,19-3,28 (M, 1H), 3,06 (T, J=9,5 I'ny, 1H), 2,34-2,47 (M, 1H), 2,22 (n, J=12,7 I'n, 1H),
1,91-2,04 (M, 1H), 1,71-1,89 (M, 5H), 1,34-1,69 (M, 8H), 0,68-1,31 (m, 13H). MS: paccuuranHas mis
C33H55NO]5:705,79, HaliicHHAS m/Z:728,4 (M+Na)

[Tpumep 2. PEeHTreHOBCKHI aHaIM3 MOHOKPHUCTAIUIOB COJIbBAaTa ATAHOJIA COCTUHEHUS 8.

AOGCOMIOTHYIO CTPYKTYpY COJIbBaTa 3TaHOJIA COCOUHEHHS 8 ONpENeIsUTH CIOCOOOM pPEHTI€HOBCKOW Au-
(hpakI MOHOKPHCTAIIOB. KpHcTaniel nomydany ciaeayoIuMy CIIOCOOaMH.
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Coenunenue 8 (10 mr) pactBopstim B 3Tanoie (100 MKir) B 2 MiI Tpo3pavyHOl CTEKISIHHON POOHpKe U 10-
0aBysLIM J1Be Karutk Boabl (mpuoam3utenbHo 20 Mkir). JlaHHYI0 TpOOMPKY 3aKpBIBAM KPBIIIKONW M OCTABIISUIH
ctosith Tipu 5°C. Heckosbko JaHEN cIycTs OBIJI0 OTMEYEHO, YTO IO MEHHUCKOM PAacTBOPA BBIPOCIH OYEHb OO0JIb-
e CTEeP>KHEOOpa3HbIe KPUCTAIUIBI, KOTOPHIE OKA3aJINCh MOAXOISAIIAME IS HCCIICAOBAHMS CIIOCOOOM pEeHTIe-
HOBCKOH IH(paKINH MOHOKPUCTAJIIOB.

SXRD ananu3 npoBoaunu Ha mudppakromerpe Agilent Technologies (Dual S°urce) SuperNova ¢ mpume-
HEHHEM MoHOXpomaTtudeckoro usnyuenus Cu Ko (A=1,54184 A). JluppakromeTp 6bi OCHAIIEH HU3KOTEMITE-
patypHbIM ycTpoiicTBoM oxford Cryosystems, MMO3BOJISIIOIIMM TPOBOAWTH cOOp MaHHBIX TMPHU TEMIIEpaType
120(1) K, u xpucTam 3akiIodaliy B 3alUTHEIN CJIoi apatoHoBoro Macia. CoOpaHHbIe TaHHBIE OBIITH CKOPPEK-
THUPOBAHBI ¢ y4eToM 3()h()EeKTOB MOTJIONEHHS Ha OCHOBE MHTETpHpOBaHUS ['aycca 1o Monaenn MHOTOTPAaHHOTO
KpHCTaJlIa, pealIM30BaHHOM Kak JacThb nporpamMmmHoro nakera CrysAlisPro (Agilent Technologies, 2014).

Crpykrypy paspemanu npsmbivu criocodbamu (SHELXS97) u dopMupoBaiu moaHBIM yTOYHECHHEM Hau-
MmenbImX kBagpatoB Ha F (SHELXL97) ¢ untepdeiicom uepe3 nporpammublii maker OLEX2. M3o0paxeHus
nony4anu Tak yepe3 OLEX2. Cmotpu Sheldrick, G. M. Acta Cryst. Sect. A 2008, 64, 112; Dolomanov, O. V.,
Bourhis, L. J., Gildea, R. J., Howard, J. A. K., Puschmann, H. J Appl. Cryst. 2009, 42, 339-341.

JlanHble coOupanu, pa3peniaad U yTOYHeHb B pOMOWYECKOW MpocTpaHCTBEeHHOW rpymnmne P2,2,2,, u Obu1
MIPOBEJICH TIOUCK O0JIee BRICOKOW METPUIECKON CHMMETPHH ¢ TpuMeHeHneM nporenypsl ADDSYMM PLAT®N,
HO HE YJaJIOCh OOHAPYKUTh KaKyl0-TH00 cHMMETpHIo Ooliee BrIcokoro mopsnka. Cmotpu Le Page, Y. J. Appl.
Cryst. 1987, 20, 264; Le Page, Y. J. Appl. Cryst. 1988, 21, 983; Spek A. L., Acta Cryst. 2009, D65, 148.

Bce HeBomopoaHBIe aTOMBI pacronaraii Ha kKapTe Oypbe, M UX MOJO0KECHUS YTOUHIN Tepe]] ONHCaHueM
MX TEIUIOBOTO IBIKCHUS BCEX HEBOIOPOAHBIX aTOMOB aHM30TPONHO. B cTpykType oaHa MONHAs, KPUCTAJIIO-
rpaduvecku He3aBUCHMAast (GopMyITbHASI €TUHHUIIA COCTUMHEHUS 8 OblIa OOHAPYKEHA B ACHMMETPHUYCCKOHN sSUehKe
BMECTE C OJIHOW MOJIHOCTBIO 3aHATON MOJIEKYJIOH 3TaHolIa. B Moekyie MCXOIHOTO COeMHEHUs! 8 OTMEUYCHBI
YYacTKH HEYNOPSAOUYCHHOCTH 10 OCH3MIBHBIM KombuaMm C27 > C32, C34 > C39 u C41 > C46, yrouHeHHBIE KaKk
kecTkue mectTuyroibHuku (AFIX66) ¢ 3aceneHHoCcTRIO 62:38, 68:32 1 53:47, cooTBeTcTBeHHO. KOHIICBOC BU-
HuoBoe miedo C7 > C9 alloc 3amuTHOM TpynIel TakKe 0Ka3aJIoCh HEYNOPAIOYEHHBIM M YTOYHEHHBIM C 3ace-
nerHocThI0 50:50 ¢ pukcupoBanHbIME JunHaMu cBsizell (DFIX) 1,54 A ¢n.c.0.0,01 g C7-C8 u 1,40 A ¢ a.c.o.
0,01 ma C8-C9.

Bce aToMbI Boiopoa pa3Memaiy B pacdeTHBIX TIO3HUIMX ¢ MPUMEHEHHEM MOJIENN "Hae3JHUKa" ¢ (UKCH-
poBanubM Uiso B 1,2 paza ans Bcex rpynn CH, CH, u NH u B 1,5 pasa s Bcex rpynmn CH; u OH.

BBLI0 0GHAPYKEHO, YTO CaMBIil BEICOKHIT OCTaTOuHEIH MHK Pypbe cocraBiser 0,56 ¢.A™, mpuGnusuTeIsHO
0,92 A ot C26, u camoe riy6okoe oteeperre dypbe coctasisier -0,24 ¢.A~, mpubmmsurensro 0,94 A or 08.

Kpucrammuaeckue nanasie st C,0HgyNO s (M=910,05 r/M0b): MOHOKIMHHAS IPOCTPAHCTBEHHAS TPYyIITa
12 Ne 5), a=22,606 A, b=8,657 A, ¢c=24,51470(1) A, B=90,35°, V=4797,44(2) A’, 7=4, T=120(10) K,
1(CuKa)=0,765 mm™', Dcale=1,251 r/em’, msmepeno 439372 orpaxenuit (7,212° < 20 < 152,404°), 9977 yuu-
kanbHbIX (Rin=0,0574, Ryiem,=0,0142), xoTOpBIE IPUMEHAIHN BO BeeX pacdeTax. Koneunasa R, cocrasnsna 0,0467
(I>o(1)), m wR, coctasisina 0,1279 (Bce naHHbIE).

CrpyKTypHBIe 0COOCHHOCTH COJIbBaTa 3TaHOJIA coeNuHeHNs 8. Pa3mepsl aneMeHTapHO sTueliku coOpaHHOM
CTPYKTYPBI OKa3aJIiCh CIICTYIOIINMHU.

IIpocTpaHcTBeHHas Ipymnna: MOHOKIUHHASA [2

a=22,606(1) A a=90°

b=8,6568(1) A B=90,345(1)°

c=24,5147(1)A y=90°

06beM=4797,44(2) A’

7=4,7'=1

Bbu10 00HapysKeHO, UTO acHMMeETpHUYecKast sT9elika COJIep KUT OJTHY TOJIHYIO (GOopMYIBHYIO

€IMHHILYy COCMHEHNS 8 M OT/AENBHYIO 00JIaCTh AJIEKTPOHHOM IUIOTHOCTH, KOTOpast HaOII0JaeMO YTOUHSIET-
sl KaK OJ[HA MOJTHOCTHIO 3aHATAs MOJIEKYJa 3TaHOJIA.

OKOHYaTEIBHBIEC TAPAMETPEI YTOYHEHISI OBIIH CIEIYIOIIIMU:

Ry [1>20(I)]=4,67%

GOOF (xagectBo anmmpokcumanun)=1,051

wR; (Bce mannbe)=13,20%

Rin=5,74%

[Tapametp ®mdka =-0,07(4)

B 1abn. | moKasaHbl OTHOCHTENBHEIC ATOMHbIE KOOPAHHATHI (x10%) 1 SKBUBANCHTHBIE M30TPOIHBIE TIApPa-
METPBI CMEILEHUS (A2><103) JUTS COJTbBaTa 3TaHOJA KPHUCTAILTHYECKOTO coequaeHue 8. U,, ompenenstor kak 1/3
ciena oproroHansHoro Uy TeH30pA.
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Tabuuma 1

ATOM b 14 4 U(3kB)
Cl1 1020,1(10) 1809(3) 6042,6(9) 27,3(5)
N1 848,1(9) 1878(3) 6612,4(9) 31,5(4)
01 1879,4(7) 1648,9(19) 5449,9(6) 26,4(3)
C2 765,7(10) 373(3) 5760,1(10) 30,3(5)
02 272,2(14) 4033(3) 6550,9(11) 68,0(8)
C3 997,1(11) 262(3) 5179,1(10) 30,8(5)
03 488,6(10) 2921(3) 7361,5(9) 48,7(5)
C4 1668,6(11) 231(3) 5214,2(10) 28,6(5)
04 816,3(8) 1557(2) 4862,2(7) 34,5(4)
Cs 1694,8(10) 1826(3) 5997,4(9) 25,0(4)
05 135,4(8) 421(3) 5744,9(8) 37,5(4)
Co 517,7(13) 3032(4) 6811,2(13) 43.1(6)
06 2586,4(9) -173(3) 4714,3(9) 42,7(4)
C7A 151(6) 4235(13) 7633(4) 39(2)
C7B 69(9) 3825(17) 7609(7) 69(5)
07 1886,9(7) 3277,2(19) 6170,8(7) 26,1(3)
C8A 44(3) 3533(10) 8198(3) 49,6(16)
C8B 312(7) 4471(18) 8122(5) 128(7)
08 3503,1(17) 4367(4) 7880,4(9) 78,3(10)
CoA 220(8) 4500(20) 8624(6) 106(7)
C9B -43(11) 4150(20) 8576(6) 151(11)
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09 3490,7(10) 1857(3) 7690,0(9) 49,7(5)
C10 1967,5(12) 71(3) 4665(1) 34,9(5)
010 2620,5(7) 4869(2) 5432,9(6) 27,5(3)
Cl1 2516,6(10) 3413(3) 6242,9(9) 25,9(4)
011 1787,6(7) 6451(2) 5294,8(7) 28,5(3)
C12 2697(1) 4980(3) 6013,0(9) 26,3(4)
012 3080,4(8) 5459(2) 4480,2(8) 37,7(4)
C13 3346,6(10) 5385(3) 6152,9(10) 31,5(5)
013 2129,3(9) 4897(2) 3731,8(7) 38,9(4)
Cl4 3470,3(12) 5190(3) 6766,6(10) 34,9(5)
014 1244,8(3) 6617(2) 4234,3(7) 35,1(4)
Cl15 3318,9(11) 3558(3) 6957,4(10) 32,0(5)
Cl6 2660,9(11) 3237(3) 6848,7(9) 30,3(5)
C17 3450,3(13) 3335(4) 7554,9(11) 42,1(7)
CI8 3603,8(18) 1553(7) 8265,9(16) 74,8(14)
C19 3536,6(13) 7000(4) 5958,5(13) 42,2(6)
C20 3208,5(17) 8348(4) 6208,5(15) 53,3(8)
c21 2384,2(11) 6196(3) 5170,2(10) 28,0(5)
C22 2483,7(11) 5966(3) 4557(1) 29,9(5)
C23 2051,5(12) 4807(3) 4310,0(9) 31,8(5)
C24 1415,7(11) 5178(3) 4477,9(10) 31,1(5)
C25 1388(1) 5259(3) 5097,4(10) 28,6(5)
C26 3393,2(17) 6281(5) 4066,6(16) 57,5(9)
C27A  [3970(3) 5486(8) 3972(2) 42,2(15)
C32A  [4008(3) 4344(8) 3575(2) 49,9(15)
C31A  [4531(4) 3521(8) 3511(3) 66(2)
C30A  [5016(3) 3840(10) 3843(3) 68(3)
C29A  [4978(3) 4981(10) 4240(3) 65(2)
C28A  [4455(3) 5805(7) 4305(2) 52,8(17)
C27B  |4014(7) 5560(20) 4121(9) 90(9)
C32B  |4043(7) 4310(30) 3767(7) 88(3)
C31B  [4572(9) 3510(30) 3702(8) 95(9)
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C30B 5074(7) 3970(30) 3990(10) 88(9)
C29B 5045(8) 5230(30) 4344(10) 103(10)
C28B  [4515(9) 6020(20) 4409(11) 133(13)
C33 1952,1(18) 3542(4) 3445,7(12) 49,5(8)
C34 1926,4(15) 3918(4) 2848,9(11) 46,2(7)
C35B  [2308(3) 3372(8) 2450(2) 79(5)
C36B  [2235(5) 3836(12) 1911,1(18) 156(16)
C37B 1781(5) 4846(12) 1770,8(18) 118(9)
C38B 1399(4) 5392(10) 2170(4) 93(5)
C39B 1472(2) 4928(7) 2709(3) 61(4)
C35A  [2248(6) 2895(17) 2538(5) 95(5)
C36A  [2301(8) 3165(15) 1979(5) 107(7)
C37A  [2048(3) 4387(10) 1727(3) 39,8(17)
C38A  [1670(4) 5287(10) 2033(4) 51(2)
C39A  [1631(5) 5077(11) 2593(4) 58(3)
C40 720,5(14) 6567(4) 3925,1(15) 52,3(8)
C41 701,8(15) 7830(3) 3514(1) 46,2(7)
C46B 190,8(15) 7789(8) 3196,2(18) 60(2)
C45B 100(2) 8893(10) 2793(2) 107(5)
C44B 521(4) 10038(7) 2707(2) 87(4)
C43B 1032(4) 10078(6) 3025(3) 98(4)
C42B 1122(3) 8974(6) 3428,2(19) 106(5)
C42A 1291(4) 8532(9) 3391(4) 29,0(16)
C43A 1337(4) 9824(12) 3042(4) 36,5(19)
C44A  [829(4) 10348(13) 2788(5) 42(2)
C45A  [311(4) 9670(13) 2857(4) 38(2)
C46A  [268(5) 8488(10) 3226(4) 37(2)
C47 783,8(11) 5647(3) 5315,3(10) 32,7(5)
015 3306,9(11) 2235(3) 5120,2(12) 54,0(6)
C48 3818(2) 2058(6) 4839(3) 86,9(16)
C49 4080,4(18) 525(6) 4906(2) 70,8(11)

B Ta6i1. 2 MOKa3aHBI aHH30TPOIHbBIE MapameTps emererns (A’x10%) wis conpBara TaHONA KPHUCTAILTHYC-
ckoro coenuHenust 8. Ilokaszarens koddduiMeHTa aHU3OTPONMHOTO CMEHICHUS NPUHUMAET BHI:
-2n’[h*a**U, +2hka*b*U +...].
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Tabiuma 2
Atom|U11 U2z Uss Uzs Uiz Uiz
Cl [26,1(10) 25,0(11) 30,7(11) 43(9) -0,6(8) -0,1(9)
N1 [31,2(9) 30,6(11) 32,6(10) 6,1(8) 3,8(8) 0,8(8)
01 [29,9(7) 21,1(8) 28,2(7) 2,6(6) -0,2(6) -3,9(6)
Cc2  [26,8(10) 26,9(12) 37,1(12) 6(1) -4.7(9) -5,0(9)
02 [86,6(18) 51,8(15) 66,0(15) 19,2(13) 30,2(14) 35,0(14)
c3 j35,5(12) 21,9(11) 35,0(11) 3,3(9) -6,7(9) -5,9(9)
03 [53,4(12) 48,9(13) 43,8(11) -8,5(10) 9,3(9) 3,3(10)
C4  34,7(11) 18,5(11) 32,6(11) -2,7(9) -2,9(9) -2,7(9)
04 [35,2(9) 30,7(9) 37,3(9) 7,0(7) -10,5(7) -6,9(7)
C5  [25,6(10) 20,9(10) 28,4(10) 0,2(8) -0,3(8) -2,2(8)
05 [26,8(8) 44,1(11) 41,6(9) 12,4(9) -5,2(7) -7,1(8)
C6  44,1(14) 39,4(15) 45,9(15) 2,0(12) 11,6(12) 0,3(12)
06 43,9(10) 35,1(10) 49.3(11) -8,9(9) 8,3(8) -1,0(8)
C7A |66(6) 17(5) 34(3) -5(3) 15(3) 4(4)
C7B [81(7) 31(8) 94(8) -31(5) 23(5) -12(5)
07  [25,2(7) 22,0(8) 31,0(8) -3,3(6) 0,6(6) -1,1(6)
C8A |56(4) 59(5) 34(3) -8(3) 2(3) 14(3)
C8B [180(17) 113(12) 93(9) -41(9) -31(10) 87(12)
08 |137(3) 67,9(18) 30,4(10) 2,5(11) -14,3(13) -56,6(19)
C9A [123(11) 134(13) 60(7) -55(8) -37(8) 81(10)
C9B [270(30) 119(13) 67(9) 49(9) 89(13) 116(16)
09 [51,0(12) 54,8(14) 43,1(11) 17,2(10) -9,9(9) -6(1)
C10 [43,3(13) 26,9(13) 34,6(12) -5,6(10) 1(1) -2,7(10)
010 [31,4(8) 24,0(8) 27,1(7) -0,4(6) -0,1(6) -0,6(6)
C11 {23,9(10) 25,2(11) 28,7(10) -0,8(9) -0,8(8) -1,9(8)
O11 [29,1(8) 23,8(8) 32,6(8) -2,2(7) -1,2(6) -1,1(7)
C12 {28,9(10) 25,0(11) 25(1) -1,5(8) -0,2(8) -3,3(9)
012 [39,3(9) 34,4(10) 39,1(9) 8,9(8) 11,3(7) 4,1(8)
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C13 [28,0(11) 32,8(13) 33,7(12) 1,9(10) -1,4(9) -7,1(10)
013 [59,9(12) 28,6(9) 28,3(8) 3,1(7) 2,9(8) -7,7(9)
Cl4 [36,6(12) 34,9(14) 33,1(12) -0,3(10) -5,8(9) -10,6(10)
014 [41,009) 25,7(9) 38,3(9) 3,8(7) -9,7(7) -5,1(7)
C15 [31,3(11) 34,6(13) 30,0(11) -0,3(10) -3,4(9) -5,4(10)
Cl6 [32,3(11) 31,1(12) 27,6(11) 0,6(9) -1,6(9) -6,2(9)
C17 [40,9(14) 50,1(17) 35,3(13) 7,6(12) -8,7(10) -21,2(13)
CI18 [59(2) 108(4) 58(2) 49(2) 247(16)  |-38(2)
C19 [38,5(13) 40,9(15) 47,0(15) 8,2(12) 6,2(11) -16,0(12)
C20 [68(2) 33,4(15) 58,0(18) 2,5(14) -10,5(15)  |-16,7(15)
c21 [31,6(11) 21,5(11) 30,8(11) 0,0(8) -0,2(9) -1,4(9)
C22 [35,4(12) 23,8(11) 30,4(11) 0,9(9) 2,5(9) 0,0(9)
C23 [44,8(13) 22,8(11) 27.8(11) -0,2(9) 2,3(9) -2,4(10)
C24 [39,5(12) 22,4(11) 31,3(11) 1,2(9) -4,9(9) -5,5(9)
C25 [31,9(11) 22,1(11) 31,7(11) 1,3(9) -1,9(9) -3,2(9)
C26 [59,5(19) 45,8(19) 67(2) 14,7(16) 18,5(16) -1,9(15)
C27Al42(4) 43(4) 42(2) 7(2) 10,7(19) 4(3)
C32A[53(3) 52(3) 45(4) 3(3) 13(2) 6(2)
C31A[72(5) 62(4) 65(5) 0(3) 33(4) 2(3)
C30A}46(5) 74(5) 83(6) 5(4) 22(4) 3(4)
C29A[41(3) 66(5) 88(5) 9(4) 5(3) -9(3)
C28A[57(5) 40(3) 62(3) -1(2) 15(3) -13(3)
C27B[48(12) 56(12) 170(20) 42(13) 46(12) -12(9)
C32B[51(8) 130(20) 78(15) 15(14) 6(9) -21(10)
C31BJ56(11) 130(20) 06(17) -55(15) 28(10) -6(10)
C30B[34(7) 139(19) 02(14) -52(13) 22(7) -23(9)
C29B[49(10) 97(16) 160(20) -40(15) 28(11) -29(10)
C28B|52(11) 81(15) 270(40) -66(18) 10(15) -25(10)
C33 [81(2) 30,6(15) 36,9(14) -9,3(12) 2,1(14) -8,2(14)
C34 [61,2(18) 45,6(17) 31,9(13) -7,8(12) 2,7(12) -17,0(14)
C35B[109(9) 82(9) 46(6) -38(6) 34(6) -47(8)
C36B[310(40) 127(19) 35(8) -25(10) 23(13) -140(20)
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C37B[169(18) 159(19) 26(5) 178) 27(8) 1102(15)
C38Bl138(12) 91(9) 49(6) 19(6) 125(7) 262(9)
C39B[36(7) 57(6) 39(5) 174) 765) 136(5)
C35A]145(12) 94(9) 46(4) 1765) 14(6) 7009)
C36A]194(15) 89(9) 33(4) 145) 27(6) 90(11)
C37Al53(4) 3303) 23(4) 7G3) 103) 63)
C38A[56(4) 42(4) 56(5) 1203) 24(4) 153)
C39A095(6) 35(4) 46(4) 103) 23(4) L0(4)
C40 [42,0(14) 50,6(18) 64,0(19) 227(16)  |F193(14)  |14,1(14)
Cal [74Q2) 346(15  B0.0(13)  F18(11)  |92(13) 7.4(14)
C46BJ41(3) 81(6) 59(4) 33(4) 1203) 23(4)
C45B[56(5) 177(12) 90(7) 90(8) 26(4) 51(6)
C44B[135(12) 71(7) 56(6) 28(5) 16(7) 55(8)
C43B[199(13) 41(5) 54(4) 16(4) 155(8) 37(7)
C42B[219(14) 47(5) 50(4) 20(4) 67(7) 65(7)
C42A136(3) 1103) 40(4) 403) L403) 603)
C43A45(4) 32(4) 32(4) 103) 119G) 103)
Ca4Al46(5) 39(5) 41(5) (%) 21(4) 26(4)
C45A[41(5) 45(6) 29(4) 8(4) 5(4) 18(4)
C46Al48(4) 29(5) 344) 30) 2(3) 14(4)
ca7 p24(12)  |292(13)  B365(12)  |4.3(10) 20,7(9) -1,5(10)
O15 [493(12)  P6:8(12)  [75.9(16)  |-43(11) 84(11) 7.809)
C48 [602) 53(2) 148(5) 1103) 38(3) 3.2(19)
C49 [502(19)  [69G3) 04(3) 702) 14119 [16,1(19)
B Ta6u1. 3 MOKa3aHbl JUIMHBI CBA3EH U1 COMbBATA STAHOJIA KPHCTAUIMIECKOTO COEIMHEHNS 8.
Tabmmna 3
AToMm AToM Tana/A ATom AToMm Tmna/A
C1 N1 1,453(3) 4 c10 1,516(3)
C1 C2 1.53303) cs 07 1,395(3)
C1 C5 1,530(3) 06 C10 1,419(3)
C7Aa  |C8A  |1,532(9) 07 C11 1.4383)
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C7Bb  |CSB 1,478(12) 08 C17 1,203(4)
C8Aa  |C9A 1,394(11) 09 C17 1,324(4)
C8Bb  |C9B 1,402(13) 09 C18 1,457(4)
C27Aa  |C32A  [1,3900 010 c12 1,435(3)
C32Aa  |C31A  [1,3900 010 c21 1,419(3)
C31Aa  |C30A  [1,3900 Cl1 c12 1,526(3)
C30Aa  |C29A  [1,3900 Cl1 Cl6 1,526(3)
C29Aa |C28A  [1,3900 ol1 C21 1,402(3)
C27Aa  |C28A  [1,3900 o11 C25 1,452(3)
C27Bb  |C32B [1,3900 C12 C13 1,546(3)
C32Bb |C31B [1,3900 012 22 1,432(3)
C31Bb  |C30B  [1,3900 012 26 1,429(4)
C30Bb |C29B  [1,3900 C13 Cl4 1,538(3)
C27Bb  |C28B  |[1,3900 C13 C19 1,539(4)
C29Bb |C28B  |[1,3900 013 C23 1,432(3)
C35Bb  |C36B  [1,3900 013 C33 1,423(3)
C36Bb  |C37B 1,3900 Cl4 C15 1,527(4)
C37Bb  |C38B [1,3900 014 C24 1,434(3)
C38Bb |C39B  [1,3900 014 C40 1,404(3)
C35Aa  |C36A  [1,395(17) Cl15 C16 1,535(3)
C36Aa  |C37A  [1,350(13) C15 c17 1,505(4)
C37Aa  |C38A  [1,382(9) C19 C20 1,514(5)
C38Aa |C39A  [1,388(13) C21 C22 1,534(3)
C46Bb  |C45B  [1,3900 C22 C23 1,523(4)
C45Bb  |C44B  [1,3900 C23 C24 1,531(4)
C44Bb |C43B  [1,3900 C24 C25 1,522(3)
C43Bb |C42B  [1,3900 C25 c47 1,507(3)
C42Aa  |C43A  [1,413(13) C26 C27A  |1,494(7)
C43Aa  |C44A  [1,380(10) C26 C27B  |1,541(17)
C44Aa |C45A  |[1,323(16) C33 C34 1,500(4)
C45Aa  |C46A  |1,369(14) C34 C35B [1,3900
N1 C6 1,341(4) C34 C39B  [1,3900

-21 -




045307

0O1 C4 1,437(3) C34 C35A 1,379(12)
o1 C5 1,416(3) C34 C39A 1,356(11)
C2 C3 1,523(4) C40 C41 1,487(4)
C2 05 1,426(3) C41 C46B 1,3900
02 C6 1,209(4) C41 C42B 1,3900
C3 C4 1,520(3) C41 C42A 1,497(10)
C3 04 1,423(3) C41 C46A 1,334(11)
03 C6 1,354(4) 015 C48 1,358(5)
03 C7A 1,526(13) C48 C49 1,463(7)
03 C7B 1,374(19)

B Tabn. 4 moxa3aHbI YTIIBI CBSI3EH UL CONTbBATA ATAHOJA KPUCTAJUIMIECKOTO COSTNHEHHUS 8.

Tabmuma 4

AToM |ATOM |ATOoM |Yroa/ AToM |[AToM |ATOM (Yroa/
INT Cl C2 111,5(2) C40 (014 [C24 115,0(2)
INT Cl C5 109,98(18) C14 |C15 Cl6 109,5(2)
C9Aa |C8Aa [C7A [113,2(12) C17 [C15 [C14 [111,92)
C9Bb |C8Bb [C7B  [112,9(18) C17 [C15 [Cl6  [109,3(2)
cs o lc1 ez [11027(19) Cll1 [Cl6 [C15 [110,59(19)
Co IN1 Cl 122,2(2) 08 C17 09 123,0(3)
C5 |01 |c4  [112,00(17) 08 [C17 [C15 [124,6(3)
G ez a 110,10(19) 09 [C17 [c15 [112,403)
05 |c2 |c1 |1 C20 [C19 [C13  [11592)
05 |c2 |3 [109,04(19) 010 [C21 [C22  |106,44(18)
c4 |3 |2 [107,26(19) 011 [Cc21 |010 [112,86(19)
04 C3 C2 111,2(2) Ol11 [C21 |C22 |112,38(19)
04 C3 C4 109,15(19) 012 |[C22 |C21 108,20(19)
Co 03 C7A  [114,2(4) Ol12 |[C22 |C23 110,4(2)
Co 03 C7B  [115,9(8) C23 |C22 [|C21 112,16(19)
C28Bb |C27Bb [C26  [131,8(15) 013 |C23 |C22  [105,99(19)
C32Aa |C27Aa [C26  [119,6(5) 013 |23 [c24  [112,12)
C32Bb [C27Bb |C26  |108,0(15) C22 [C23 |C24 |110,9(2)
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C28Aa [C27Aa [C26  [120,3(4)
C31Aa |C32Aa [C27A [120,0
C29Aa |C28Aa [C27A [120,0
C30Aa |C31Aa [C32A [120,0
C28Aa |C29Aa [C30A [120,0
C31Aa |C30Aa [C29A [120,0
ol |c4 ez [109,67(19)
o1 |c4 |c10  [106,63(19)
clo |c4 ez [113,72)
ol |cs  lc1 |111,54018)
07 |cs  lc1 [107,18(18)
07 |5 lo1  [107,06(17)
C32Aa |C27Aa [C28A [120,0
C29Bb |C28Bb |[C27B [120,0
C30Bb |C31Bb |C32B [120,0
C27Bb |C32Bb [C31B [120,0
C28Bb |C29Bb [C30B [120,0
C31Bb |C30Bb [C29B [120,0
C32Bb |C27Bb [C28B [120,0
C38Bb |C39Bb [C34  [120,0
C36Bb |C35Bb [C34  [120,0
C38Bb |C37Bb |C36B [120,0
NI |c6 |03 [109,8(3)
02 [c6 NI  [126,6(3)
02 lce |03 [123,503)
cs |07 |c11 [114,66(17)
c17 oo |c18  [1154(3)
06 [c10 |c4  [112,52)
c21 o010 |c12 [116,01(18)
07 [c11 |c12 [107,00(18)
07 [c11 |cl6  [108,47(18)
cl2 [c1it e [113,11(19)
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014 |C24 [C23  [108,7(2)
014 |C24 [C25 [111,32)
C25 |C24 [Cc23  [108,80(19)
011 |C25 [Cc24  [109,64(18)
011 |C25 |[c47 [106,7(2)
C47 |C25 [C24  [114,002)
012 |C26 [C27A [108,5(4)
012 |C26 [C27B [101,0(7)
013 |C33 |C34  [108,1(2)
C35Bb |C36Bb |[C37B  [120,0
C37Bb |C38Bb |[C39B [120,0
C37Aa|C36Aa |C35A [122,8(10)
C36Aa|C37Aa |C38A [117,0(8)
C37Aa|C38Aa |C39A [120,4(7)
C43Aa|C42Aa |C41  [120,8(7)
C43Bb|C42Bb [C41  [120,0
C45Bb |C46Bb [C41  [120,0
C43Bb [C44Bb |C45B  [120,0
C46Bb [C45Bb |C44B  [120,0
C42Bb |C43Bb |C44B  [120,0
C44Aa|C43Aa [C42A [118,0(10)
C45Aa|C44Aa [C43A [122,2(11)
C44AalC45Aa |C46A [118,9(9)
C35AalC34 |C33  [112,5(6)
C35Bb|C34 |C33  [126,3(4)
C39Aa|C34 [C33  [128,9(5)
C39Bb|C34 |C33  [113,7(4)
C35Bb|C34 |C39B [120,0
C39Aa|C34  |C35A [118,6(7)
C46Aa|C41  |C40  [133,7(6)
C46Bb|C41 [C40  [112,4(3)
C42Bb|C41 [C40  [127,6(3)
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C21 011 [C25 |114,37(18) C46Bb|C41  |C42B [120,0
010 [c12 |c11  [106,00(18) C46AalC41  |C42A [111,9(6)
010 [c12 |c13  [110,11(18) 03 |C7Aa |C8A  [100,4(7)
Cl11 C12 C13 112,03(19) 03 C7Bb |C8B 109,8(13)
C26 012 |C22 |114,3(2) 014 |C40 [C41 |111,3(3)
Cl4 [C13 |C12 |111,04(19) C40 |C41 [C42A (114,44
Cl4 [C13 |C19 |110,7(2) C34 |C35Aa [C36A [118,9(10)
C19 [C13 |C12 |113,8(2) C34 |C39Aa [C38A [121,4(8)
C33 013 [C23 |114,0(2) 015 |C48 |C49 [112,94)
Cl15 [Cl4 |CI13 |111,2(2) C41 |C46Aa [C45A |127,9(10)

B Tabu1. 5 mokazaHbl TOPCHOHHBIE YTJIBI ISl COJIbBATA 3TAHOJIA KPUCTAJUIMUECKOTO COSTUHEHNS 8.

Tab6muma 5

A B C D Yroa/® A B C D Yroa/
C7Bb |03 Co INT -167,0(7) Cl1 |C12 |CI13 [C19 [-176,5(2)
C7Aa |03 |C6 [N1  [176,7(6) 011 [C21 [C22 |012 |-170,4(2)
C35Bb|C36Bb|C37Bb|C38Bb|0,0 O11 |C21 |C22 [C23 |-48,4(3)
C46Bb|C45Bb |[C44Bb |C43Bb (0,0 Ci2 |010 |C21 [O11 |-69,8(2)
C28Bb|C27Bb|C32Bb|C31Bb|0,0 Ci2 |010 |C21 [C22 |166,52(18)
C28Aa|C27Aa|C32Aa|C31Aal0,0 Ci2 |CI1 |[Cl6 [C15 |-54,8(3)
C7Bb |03 |6 |02 [12,4(7) Cl2 [C13 [C14 [C15 [56,1(3)
C32Aa|C27Aa|C28Aa|C29Aal0,0 C22 |012 |C26 [C27Bb|175,7(9)
C32Aa|C31Aa|C30Aa|C29Aal0,0 C22 |012 |C26 [C27Aal-171,6(3)
C7Aa |03 Co 02 -3,8(7) Ci2 |CI13 |C19 [C20 [62,6(3)
C36Bb|C37Bb|C38Bb|C39Bb (0,0 012 |C22 |C23 |O13 |-68,5(2)
C32Bb [C27Bb [C28Bb [C29Bb (0,0 012 [C22 |[C23 |C24 |169,69(19)
C30Aa|C29Aa|C28Aa|C27Aal0,0 012 |C26 |C27Bb|C28Bb|-94,7(13)
C36Aa|C37Aa|C38Aa|C39Aa|10,0(17) 012 |C26 |C27Aa|C32Aa(91,3(4)
C31Bb [C30Bb|C29Bb [(C28Bb 0,0 012 |C26 |C27Bb|C32Bb|91,2(11)
C35Aa|C36Aa|C37Aa|C38Aal|-8(2) 012 |C26 |C27Aa|C28Aal|-84,0(5)
C42Aa|C43Aa|C44AalC45Aal-0,8(14) C13 [c14 [c15 [Ccl6 ]-59,93)
C32Bb|C31Bb [C30Bb [C29Bb (0,0 C13 [C14 [C15 [C17 |178,7(2)

_24 -




045307

C45Bb|C44Bb [C43Bb [C42Bb 0,0 013 |C23 |c24 [o14 [-51,5(3)
C31Aa|C30Aa|C29Aa|C28Aal|0,0 013 |C23 |c24 [c25 [172,87(19)
C43Aa|C44Aa|C45Aa|C46Aal5,3(15) Cl4 |c13 [c19 [c20 [63,3(3)
C27Aa|C32Aa|C31Aa|C30Aal|0,0 Cl4 |c15 [ci6 [c11 [s8,5(3)
C30Bb|C29Bb [C28Bb [C27Bb 0,0 Ccl4 |c15 |c17 |08 [20,0(4)
C27Bb|C32Bb [C31Bb |[C30Bb|0,0 cl4 |c15 [c17 |09 |-161,3(2)
C37Bb|C38Bb|C39Bb|C34 [0,0 014 |c24 c25 o1l [-60,3(2)
C37Aa|C38Aa|C39AalC34  |-5,0(14) 014 |C24 |c25 [ca7 [59.203)
C44Bb|C43Bb|C42Bb|C4l  [0,0 Cl6 |CI1 |C12 |Oo10 [171,04(18)
C44Aa|C45AalC46AalCal  [4,7(15) Cle [c11 [c12 [c13 [50903)

ct N1 Jce o2 [8,505) cl6 [c15 [c17 |08  [-101,44)
ct1 N1 |ce o3 172,002 cle [c15 [c17 |oo  [717303)

c1 jc2 3 lca 57300 c17 |c15s |ci6 [c11 [178,5(2)
clt 2 ez loa 62,002 cis |00 [c17 o8 |o,1(5)

clt |cs lo7 et [170,01(17) ci8 |09 [c17 [c15 [178,6(3)
C35Bb|C34 |C39Bb|C38Bb|0,0 clo [c13 cia [c1s 176,52
C39Aa|C34 |C35AalC36Aal5,5(18) c21 010 |c12 [c11 [140,39(19)
C35Aa|C34  |C39Aa|C38Aal-3,0(14) c21 |0o10 [c12 [c13 [-982(2)
C39Bb|C34 |C35Bb|C36Bb[0,0 c21 o011 [c25 |c24  |61,52)
C46Bb|C41  |C42Bb|C43Bb 0,0 c21 011 |c25 [c47  [174,57(19)
C42Bb|C41  |C46Bb|C45Bb[0,0 c21 |c22 [c23 013 [170.8(2)
C46AalC41  |C42AalC43Aal5,1(10) c21 |c22 [c23 [c24  [49,003)
C42Aa|C41  |C46AalC45Aal-0,5(11) 22 |c23 [c24 |o14 [66,7(2)

NI [c1 o2 o3 [175,12(19) Cc22 |c23 [c24 [c25 [-54,703)
NI [c1 o2 los 64,002 c23 (013 [c33 [C34  [167.303)
NI [c1 s Jo1 [175.82(19) 013 |C33 [C34 [C39Aal-53,4(7)
NI [c1 s |07 6732 013 |C33 [C34 [C39Bb|-68,7(4)
ol c4 co los [67.303) 013 033 [C34 [C35Aa|127.6(8)
ol |c5 o7 cit 70,22 013 |C33 [C34 [C35Bb[110,5(4)
c2 Ic1 N1 e [F117,603) C23 |c24 |c25 |011 [59,5(2)

c2 c1 les o1 [52,502) 23 |c24 |c25 [ca7 [179,002)
2 1 s o7 [169,38(18) 24 014 |c40 [c4a1  [-156,4(3)
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c2 3 Jca o1 62,50 c25 [o11 |c21 [o10 [-652(2)
c2 3 |ca cio [178.22) 014 [C40 |C41 |C42Aal18,6(6)
c3 lca cio los  |171,72) 014 |C40 |C41 [C42Bbl-13(5)
03 |C7Bb |C8Bb |C9Bb |-125,5(13) 014 [C40 |c41 |C46Aal-161,3(6)
03 |C7Aa |C8Aa |C9Aa [128,4(9) 014 |C40 |C41 [C46Bb|179,0(4)
c4a o1 o5 o1 58,902 Cc25 [o11 |c21 |c22 [55,203)
c4a o1 o5 |o7 |175,88(17) C26 |C27Bb|C28Bb|C29Bb|-173,4(17)
o4 |3 lca o1 58,12 C26 |C27Aa|C28Aa|C29Aal175,3(6)
04 |c3 lca |ci0 |61,20) C26 |C27Aa|C32AalC31Aal-175,3(6)
cs et N1 fce [119.8(3) C26 |C27Bb|C32Bb|C31Bb|174,9(13)
cs et ez o3 s c26 012 [c22 |c21 [-131,93)
cs et Je2 los |173,56(18) c26 012 [c22 |c23 [105,003)
cs ot lca o3 e4.602) 33 013 [c23 |c22 [156,4(2)
cs  lor Jca |cio [171,88(19) C33 013 [c23 |c24  |82,5(3)
cs o7 et lciz [13836(19) C33 |C34 |C35Bb|C36Bb|-179,2(4)
cs o7 et lcie 9932 C33 |C34 |C35Aa|C36Aal-175,4(12)
05 |2 |3 lca 179402 C33 |C34 [C39Aa|C38Aa|178,1(6)
05 Jc2 3 loa |60,103) 33 |C34 |C39Bb|C38BbL[179.3(3)
C6 |03 |C7Aa |C8Aa [164,1(5) C34 |C35AalC36Aa|C37Aa/0(3)

C6 |03 |c7Bb |C8Bb |-140,4(12) C34 |C35Bb|C36Bb|C37Bb0,0

07 [c11 c12 |o1o [69,5(2) c40 014 [c24 |c23  [125.903)
07 |ci1 ez |c13 [17036(18) Cc40 014 [c24 |c2s  [1143(3)
07 [c11 |cie c1s 173,52 C40 [C41 |C42Aa|C43Aal-174,9(7)
o10 [c12 [c13 |c14  [168,52) C40 |C41 |C46AalC45Aal179,5(7)
o010 [c12 [c13 |c1o [65.803) C40 |C41 |C42Bb|C43Bb|-179,6(4)
010 [c21 |c22 o1z |46,32) C40 |C41 |C46Bb|C45Bb|179,7(3)
010 |c21 |c22 |c23 75602 C41 |C46Bb|C45Bb|C44Bb|0,0

cit [c12 [c13 |c14 |50,8(3) C41 |C42Aa|C43AalC44Aal-4,6(13)

B T1a0n. 6 mOKa3aHbl KOOPAMHATH BOXOPOIHBIX cBsseil (Ax10%) u m3oTpomHEle mapameTpsl cMemeHus

20103
(A°x10%) 1 conbBaTa STaHONA KPUCTAIIMYECKOTO COEIMHEHHUS 8.
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Tabnuma 6

AToOM |x 14 z U(3KxB)
HIA [864,02 2726,73 5857,18 33
H1 962,14 1155,07 6829,26 38
H2 891,04 -547,33 5962,91 36
H3 853,43 -692,03 5008,45 37
H4A |1790,73 -631,68 544792 34
H4 502,88 1359,82 4707,2 52
HSA |1868,34 1015,24 6226,9 30
HS 6,76 348,92 6055,86 56
Ho6 273734 558,94 4875,72 64
H7AA[-218 4455,65 7444 45 47
H7AB [386,6 5168,88 7655,56 47
H7BA |-278,92 3210,79 7686,69 82
H7BB [-46,13 4658,93 7366,57 82
H8A |-121,76 2561,2 8250,98 59
H8B (661,69 5032,25 8142,08 154
HOAA|382,94 5460,59 8548,68 127
HOAB|173,69 4180,68 8983,68 127
HOBA |-388,96 3578,42 8532,6 181
HOBB 68,97 4498,83 8919,59 181
HI10A |1792,29 -789,1 4468,83 42
H10B |1897,22 1000,69 445322 42
HI1l 271425 2592,16 6037,63 31
H12 [2435,05 5783,23 6156,76 32
HI13 [3595,74 4635,2 5962,28 38
HI14A [3884,81 5397,09 6840,49 42
H14B (3237,08 5931,78 6969,36 42
HI15 [3554,76 2818,83 6748,18 38
HI16A [2565,43 2196,1 6965,83 36
H16B (242207 3951,48 7057,96 36
HI18A [3998,85 1870,09 8357,96 112
H18B [3560,61 467,67 8336,16 112
H18C [3326,34 2119,64 8483,09 112
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H19A [3955,09 7125,42 6036,11 51
H19B |3485,9 7047,68 5565,64 51
H20A |3344,38 929421 6048,19 80
H20B [3281,15 8369,71 6594,61 80
H20C (2792,07 8233,36 6141,1 80
H21 [2612,39 7098,86 5289 34
H22 [2431,36 6961,44 4372,49 36
H23 [2154,63 3766,16 4435,42 38
H24 |1151,74 4357,71 4347,21 37
H25 |1513,06 42623 524838 34
H26A [3461,54 7338,27 4181,78 69
H26B (3162,32 629887 3731,86 69
H26C [3400,95 7382,23 41392 69
H26D |3223,44 6099,85 3707,92 69
H32A [3683,84 4131,3 3352,5 60
H31A [4556,52 2757,16 32452 79
H30A [5365,96 3288,67 3800,39 81
H29A |5302,72 519432 4462,89 78
H28A (4430,05 6568,48 4570,2 63
H32B |3707,37 3996,96 3574,52 105
H31B 4591,61 2675,34 3465,57 113
H30B |5427,99 3444,71 3946,64 106
H29B (5380,13 5535,69 4536,68 123
H28B (44959 6857,33 4645,64 160
H33A [1566,68 3205,02 3570,47 59
H33B [2233,69 2716,29 3511,35 59
H35B [2611,62 2696,88 2544,07 94
H36B [2490,07 3471,13 1644,34 187
H37B |1732,01 5156,21 1410,15 141
H38B [1095,49 6067,04 2075,69 111
H39B |1217,04 5292.8 2075,42 73
H35A [2426,9 2038,91 2697,88 114
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H36A [2518,85 2472,31 1771,57 128
H37A [2125,64 4612,38 1363,57 48
H38A [1440,18 6038,81 1862,84 61
H39A [1398,38 5744,8 2796,89 70
H40A [383,76 6662,41 4166,17 63
H40B [692,18 5578,37 3740,78 63
H46B |-90,63 7023,55 3253,58 72
H45B |-241,61 8866,45 2579,9 129
H44B |460,35 10776,61 436,72 105
H43B [1313,3 10843,88 2067,21 118
H42B |1464,3 9000,99 3640,89 127
H42A [1631,46 8111,67 3546,27 35
H43A [1699,37 10307,48 2085,39 44
H44A (852,45 11206,02 2560,56 50
H45A |-18,83 9990,72 2658,2 46
H46A |-110,09 8096,17 3281,62 44
H47A [796,81 5654,63 5706,75 49
H47B [503,95 4886,38 5192,87 49
H47C |665,87 6647,06 5184,93 49
H15A [3153,38 3061,33 5038,02 81
H48A [4100,06 2830,87 4960,93 104

[Mpumep 3. TepmorpaBumerpudeckuit/aud hpepeHnnanTbHbI TEePMUIECKUH aHaIU3 coeanHeHus 14.

[Tpnbau3uTeNnHEHO 5 MI' KPHCTAJUINYECKOTO COSNMHEHHs 14 B3BEIIMBAIIM B OTKPHITOM IIOMHHHUEBOM THIJIE
W 3arpykajJl B CHHXPOHHBIH TepMorpaBuMmerpuueckuil/nupdepennmansueiii repmoananuzarop (TI/ATA) u
BBIJICP)KMBAJIM NP KOMHATHOHM TemrepaType. 3areM oOpasel HarpeBaiu co ckopocteio 10°C/mMun ot 20°C no
300°C, B TeueHHE YETO PErUCTPUPOBATH U3MEHEHHE MacCchl oOpasiia Hapsay ¢ Jro0sMU auddepeHITnatbHpIMA
teroBbivMu siBeHmsiME (JITA). B kadecTBe MPOIyBOYHOrO rasa MPUMEHSUIH a30T ¢ pacxogoM 300 cM’/MEH.
3HaUYMMBIX TIOTEPH MACCHI IO pacIiiaBieHus He Habmogamm. CM. ¢wur. 3.

[Ipumep 4. TuddepeHnnanbHas CKaHUPYIOMIAas KaJTOPUMETPHs cCoequHeHus 14.

[TpuOIU3UTENBHO 5 MI' KPUCTAILTMYECKOTO COeTUHEeHMsI 14 B3BemMBanu B aqtoMuHueBoM turie s JJICK
Y HETEPMETUYHO 3aKPHIBATU NEPPOPUPOBAHHON aIFOMHHUEBON KPBIMKOH. THTIB ¢ 00pa3IioM 3aTeM 3arpykain
B Seiko DSC6200 (ocHaleHHBIH OXJIaUTENEM), OXJIaXJanu 1 BbiiepxkuBaiu npu 20°C. Kak Tonpko momyvanu
CTaOWIIBHBIA OTKJIMK TEILUIOBOTO MOTOKA, 0Opasel] u 3TanoH HarpeBanu 10 190°C co CKOpPOCTBIO CKaHHPOBAHUS
10°C/MHH, U OTCIEKHMBAJIH PE3yJbTUPYIONIYIO PEaKIWIO TEIUIOBOTO IOTOKa. B KauecTBe MpoayBOYHOTO rasa
NPUMEHSIIN a30T NP CKOPOCTH TOTOKa 50 cM’/MuH. BbIsBIeHa omHa sHmoTepMa ¢ HadantoMm 169,7°C, mukom
171,4°C (82,3 mIx/mr). CMm. dwr. 4.

ITpumep 5. Xapakrepuzanus KpUCTAIUINYECKON CTPYKTYpBI coeAuHEeHUs 14.

XRPD anamu3 nposonunu Ha npubope PANalytical X'pert pro, ckanupys obpazen mexay 3 u 35° 20.
Kpucramnmunaeckoe coennaerrne 14 0CTOPOXKHO paCTHPAH AJIsl YCTPpaHEHHS JIIOOBIX arjIoMepaToB U 3arpy’Kaiii B
MHOTOJIYHOUHBIN TITAHIIET C MOJMMEpHOH ieHkoi "KonToH" wim "Maiinap" ans noaaepxku obpasia. 3atemMm
MHOTOJIYHOYHBIH TIAHIIET IIOMEIIAIN B TU(PPAKTOMETP U aHAIM3UpoBaiu ¢ npumeneHneM Cu K-nzmyuenns (o
1=1,54060 A; a,=1,54443 A; p=1,39225 A; cootnomenue a,:0,=0,5), paboTas B pexxume mepenadu (pazmep
mara 0,0130° 29) ¢ npumenenneM HacTpoek reneparopa 40 kB/40 MA. TlopomkoBast peatrenorpamma (XRPD)
Jlajia pe3yJibTaThl, CyMMHPOBaHHbBIE Ha Qur. 2 1 B TabJ. 7 HIDKE.
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Tabauma 7
MOJIOKeHHe FWHM MesxaTomHoOe BBICOTA OtH.
[°2Th.] [°2Th.] paccrosinue [A] [ets] HHTEHCUBHOCTBH [%]
4,8 0,0640 18,3 314,03 13,01
6,4 0,0640 13,9 1233,13 51,11
7,3 0,0512 12,2 2412,81 100,00
7,9 0,0640 11,1 1074,85 44,55
9,7 0,0640 9,2 243,51 10,09
10,5 0,0768 84 445,93 18,48
11,2 0,0768 7,9 490,98 20,35
11,9 0,0640 7.4 717,43 29,73
12,4 0,1023 7,1 2331,65 96,64
15,2 0,0768 58 229,73 9,52
15,7 0,0768 5,7 519,78 21,54
16,8 0,0768 53 289,48 12,00
17,7 0,0768 5,0 800,79 33,19
18,0 0,0768 4,9 1050,59 43,54
18,9 0,0768 4,7 406,49 16,85
19,2 0,1023 4,6 1212,33 50,25
19,6 0,0768 4,5 362,78 15,04
20,2 0,1279 4.4 281,13 11,65
20,5 0,1279 43 293,78 12,18
20,8 0,1535 43 229,10 9,50
21,7 0,0936 4,1 899,05 37,26
21,8 0,1151 4,1 839,99 34,81
22,4 0,1023 4,0 323,41 13,40
229 0,1279 3.9 309,08 12,81
23,5 0,1535 3,8 131,77 5,46
23,9 0,1279 3,7 405,89 16,82
24,9 0,1279 3,6 259,22 10,74
25,8 0,1151 3,5 247,57 10,26
26,8 0,1279 33 206,58 8,56
27,7 0,6140 32 50,02 2,07
29,1 0,1535 3,1 107,07 4,44
31,4 0,3070 2,8 75,93 3,15
33,9 0,3070 2,6 66,39 2,75

XRPD nuku, puBeICHHBIE B HACTOSAIIEM H300pETEHHH, CISAYET MOHUMATh KaK OTPa)karoliee TOYHOCTh
10,2 g 2 TeTa-CUTHAJIOB M CHTHAJIOB MEKAaTOMHBIX paccTossHuid. Hacrosmiee n3o0peTeHue Takke TMOTHOCTHIO
BKtouaeT paznen 941 ®dapmaxonen CIIIA u Hammonameaoro dopmysipa ot 2014 r. (USP 37/NF 32, tom 1),
OTHOCSIIHIACS K XapaKTePUCTUKE KPUCTAINTMICCKUX M YACTUYIHO KPUCTAIITUICCKUX TBEPBIX BemectB XRPD.

IIpumep 6. PeHTreHOBCKUI aHANN3 MOHOKPUCTAIITIOB COeAUHEHUs 14.

AGCONIOTHYIO CTPYKTYPY COEOMHEHHs 14 ompenensiv peHTTCHOBCKOW An(pakiyell MOHOKpUCTAIIA U3
MOAXOASIINX KPUCTAIIOB, BBIPALIEHHBIX IIPU MeJUIeHHOH nuddy3un rexcana B THF pactBop coenunenus 14 B
7Ta00PaTOHBIX YCIOBHSIX.

SXRD ananu3 npoBogunu Ha qudpaxromerpe Agilent Technologies (Dual Source) SuperNova ¢ npume-
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HEHHEM MoHOXpoMaTtndeckoro mmydeHns Cu Ko (A=1,54184 A). JludbpakToMeTp OCHAIIAMM HH3KOTEMIIEpa-
TypHBIM ycTpoiictBoM Oxford Cryosystems, Mo3BOJISIOIIMM NPOBOANTH cOOp AaHHBIX mpu TemmepaType 120(1)
K, ¥ xpucTamn 3akirodaid B 3alUTHBIN CIIOH mapaToHOBOro Macia. CoOpaHHBIC JaHHBIC KOPPEKTHUPOBAIU C
yueToM 3(QEeKTOB MOIJIOMIEHHs Ha OCHOBE MHTETPHUpOBaHMA ['aycca Mo MOAeNM MHOTOIPaHHOTO KpHCTallia,
peaNn30BaHHOM Kak 9acTh mporpammuoro nakera CrysAlisPro (Agilent Technologies, 2014).

CtpykTypy paszpemanu npsmbiMu criocodamu (SHELXS97) u ¢popMupoBamy MOJHBIM yTOYHEHUEM HaM-
Menbmmx kBagpatroB Ha F (SHELXL97) ¢ unTepdeiicom uepe3 mporpammubiii maker OLEX2. N3o0paxenus
nosydanu Tak uepe3 OLEX2. Cmotpu Sheldrick, G. M. Acta Cryst. Sect. A 2008, 64, 112; Dolomanov, O. V.,
Bourhis, L. J., Gildea, R. J., Howard, J. A. K., Puschmann, H. J Appl. Cryst. 2009, 42, 339-341.

JlanHble coOupanu, pa3penaad U YTOYHSHb B pOMOWYIECKOW MpocTpaHCTBEeHHOW rpynme P2,2,2,, u Obu1
NPOBEJIEH TOKMCK OoJiee BHICOKOH METPHYECKOH CUMMETPHH ¢ IpuMeHeHuneM npouenypst ADDSYMM PLATCN,
HO HE yZAaJoch OOHAPYXHUTh KaKyl0-mnbo cuMMeTpHio Oosee Bbicokoro mopsinka. Cmorpu LePage, Y. J. Appl.
Cryst. 1987, 20, 264; Le Page, Y. J. Appl. Cryst. 1988, 21, 983; Spek A. L., Acta Cryst. 2009, D65, 148.

Bce HeBoiopoHEIE aTOMBI OBUTH PACIIONIOKEHBI HA KapTe Dyphbe, M UX TOJIOKEHUS YTOYHSIIH TIepes aHu-
30TPOITHBIM OIMCAHUEM MX TEIUIOBOTO JBM)KCHHS BCEX HEBOJOPOAHBIX aTOMOB. B cTpyKkType ofHa moyHast, KpH-
crayorpadguuecku HezaBUCcUMas (GOpMYJIbHAs eMHUIA coeqMHEeHNs 14 Oblia 00HapykKeHa TOJIBKO B Mpeenax
ACUMMETPUYHON sUeiiku. Hukakoi HEYMmoOpsIMOYeHHOCTH B OKOHYATEIILHON CTPYKType HE HaOIIOAad U HE MO-
JeTNPOBAIIH.

Bce aTtombl Boopoa MOMENaId B paCCYMTAHHBIE TOJIOKEHHS C MPUMEHEHHEM Mojenu '"Hae3gHuka' ¢
¢duxcupoanusM Uiso B 1,2 pasa mis Beex rpymm CH, CH, u NH u B 1,5 pasa mis Bcex rpynmn CHs u °H.

BBLI0 0GHAPYIKEHO, YTO CaMBIil BEICOKHIT 0cTaTOuHEIH MK Pypbe cocraBiser 0,26 ¢.A™, mpuGnusuTesHO
1,25 A ot C(59), u camoe riyGokoe otsepetie Dypbe cocrapmser -0,20 e.A” npubnusurensro 0,94 A ot C21.

Kpucrammuueckue nannsie mis CqH0NO s (M=1066,25 r/mMonb): opTopoMOHUecKas MpOCTPaHCTBEHHAS
rpymma P2,2,2, (Ne 19), a=8,76 A, b=24,19 A, ¢=27,59 A, F=5850 A®, Z=4, T=120(1) K, p(CuK)=0,702 mm",
Dcalc=1,211 r/CM3, m3mepsta 404815 orpakennit (6,408° < 20 < 153,014°), 12200 ynukansubie (R;,=0,1016,
Rgigma 0,0309), KoTOpBIC IPHMEHSIIN BO BeeX pacuerax. Koneunas R; cocrasmsna 0,0435 (I> 2o(I)), n wR, co-
crapmsuta 0,1152 (Bce maHHBIE).

CrpyKTypHBIEe 0COOEHHOCTH coemHeHust 14. Pa3meps! aJieMeHTapHOH sUeHKH COOpaHHOW CTPYKTYpPHI OKa-
3aJIMCh CIEAYIOIUMH:

[IpoctpaHcTBeHHAs IpyINa: OpTOpOMOMYEcKasi MpocTpaHCTBeHHas rpymma P2,2,2,

a=8,76 A a=90°

b=24,19 A B=90°

c=27,59A y=90°

006BeM=5850 A’

7=4,7'=2

Bbu1o oOHapyXeHo, YTO acHMMETpUYHas SUeiiKa COAEPIKUT TOJBKO OJHY MOJHYIO (POPMYIIBHYIO €ANHHILY
coequuenus 14.

OKOHYATETBHBIE TAPAMETPEI YTOYHEHHS OBLIH CICAYIOIIIMU:

R[[>25(1)]=4,35%

GooF (KauecTro ammpokcumanmn)=1,066

wR; (Bce mannbe)=11,52%

Ri=10,16% (12200 HE3aBUCUMBIX OTpPaKEHU)

mapametp ®mxa =-0,03(5) (100% noxprrtue Opumens)

B Ta0n. 8 moKa3aHbI OTHOCHTE/IbHBIC aTOMHBIE KoopauHathl (UU10%) 1 sKBUBANEHTHBIE H30TPOMHBIC Ma-
pamerper emermerns (A*x10%) mmst kpucrammaeckoro coenuaenust 14. U, onpeessior kak 1/3 ciexa oproro-
HanbHOrO Uy TeH30pa.
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Tabauma 8
ATOM|X y Z U(3kB)
O1 |13190(2) -118,2(8) 2214,3(7) 40,6(4)
02 |15331(2) 293,0(8) 2476,3(7) 42,6(5)
03 |12111(2) 860,7(7) 1856,7(6) 31,3(4)
04 |10828(2) 415,4(7) 464,9(6) 29,0(3)
05 |11300(2) -132,9(7) 1377,4(6) 34,9(4)
06 |12539(3) -365,9(9) -84,7(7) 46,9(5)
07 [B117(2) 1476,1(8) 1664,3(7) 39,7(4)
08 [9156,5(19) 1126,3(7) 441,9(6) 28,0(3)
09 [8082(2) 2904,6(8) -854,4(9) 47,1(5)
010 |10567(2) 2790,6(7) -729,9(7) 35,0(4)
011 [7675(2) 405,2(7) -196,5(6) 28,9(3)
012 (6149(2) 246,3(7) 492,2(6) 29,9(4)
013 [6702(2) -525,0(7) -630,2(6) 36,4(4)
014 [7691(3) -1309,9(7) 66,4(7) 43,8(5)
015 [6012(2) -869,3(7) 855,2(6) 34,83(4)
IN1 |10387(3) 1611,1(8) 1287,0(7) 29,2(4)
Cl |12464(4) 2207,4(13) 2781,9(14) 55,2(8)
C2  |12304(5) 2814,9(15) 2635,1(17) 67,9(11)
C3  |13809(5) 3064,1(13) 2499,0(13) 55,9(8)
C4  |14620(6) 2729,3(14) 2107,5(13) 63,2(10)
C5 |14777(4) 2126,0(13) 2259,9(12) 51,3(8)
C6 |13227(4) 1865,8(11) 2388(1) 39,6(6)
C7 |13395(3) 1259,0(11) 2533,2(9) 37,3(6)
C8 |13543(3) 868,7(11) 2100,0(9) 32,9(5)
C9  |13966(3) 292,0(11) 2265,3(9) 34,6(5)
C10 |15840(4) -229,2(12) 2686,0(11) 44,0(7)
C11 |15021(3) -343,5(12) 3156(1) 38,9(6)
C12 [15303(4) -18,7(12) 3558,8(11) 45,9(7)
C13 |14508(4) -107,0(14) 3985,5(12) 53,3(8)
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Cl4 [13430(4) -521,5(15) 4014,4(11) 50,5(8)
C15 [13175(4) -855,3(14) 3619,2(12) 49,1(7)
Cl6 [13958(3) -767,6(12) 3188,1(11) 41,8(6)
C17 [12159(3) 820,9(10) 1344,4(8) 28,3(5)
C18 [10630(3) 1038,4(9) 1154,8(8) 27.2(5)
C19 [10603(3) 972,2(9) 604,2(8) 27,3(5)
C20 [12275(3) 201,4(10) 620,8(9) 30,5(5)
C21 [12401(3) 225,7(10) 1170,8(9) 30,3(5)
C22 [12396(3) -383,6(11) 431,4(10) 37,3(6)

B a1 9 MoKa3aHBI aHW30TPOIHBIE MapaMeTpbl cMeterns (A’ 10°) I KPUCTAITHYECKOTO COSTHHCHHS
14. Tokasatens Kod(HIAEHTa aHH30TPOITHOTO CMeEILeHN s IpuHIMaet Bux: -2 [h’a**U; 1 +2hka*b*U +...].

Tabmmma 9
Atom|U11 U2 Uss Uzs Uz Uiz
01 [50,2(12) 36,1(10) 35,49) 3,1(7) -4,9(8) 1,6(9)
02 [36,1(10) 44,6(11) 47,1(10) 12,7(8) -5,3(9) 2,4(9)
03 [32,99) 34,5(8) 26,4(8) 0,2(7) 3,6(7) 0,6(7)
04 [27,5(8) 28,6(8) 31,0(8) -2,4(6) -3,9(7) 3,6(7)
05  |41,7(11) 29,2(8) 33,909) 2,4(7) -1,2(8) -2,9(7)
06 {55,9(13) 48,2(11) 36,5(10) -12,1(8) -7,5(9) 11,1(10)
07 [36,4(11) 42,6(10) 40(1) -2,7(8) 7,3(8) -0,3(8)
08 [25,8(8) 31,4(8) 26,8(8) 1,1(6) -1,4(6) 1,9(7)
09 [34,5(11) 31,609) 75,3(14) 7.8(9) 12,6(10)  -1,6(8)
010 [29,8(10) 31,509) 43,7(10) 6,4(7) 3,8(8) -4.8(7)
O11 {29,09) 26,3(8) 31,4(8) 2,0(6) 1,4(7) -2,2(7)
012 {30,5(9) 30,9(8) 28,4(8) 1,1(6) 0,1(7) 0,1(7)
013 143,7(11) 33,8(9) 31,8(9) -3,2(7) 2,9(8) -10,3(8)
014 |54,7(13) 27,8(9) 49.1(11) 1,0(8) 7,6(10) 3,3(9)
015 {35,8(10) 31,4(8) 37,1(9) 9,9(7) 0,3(7) -0,8(8)
INT [30,8(11) 27,0(9) 29,7(10) -0,6(8) -1,2(8) -0,5(8)
Cl |53(2) 44.2(16) 68(2) -11,8(15) 10,0(17) -3,6(15)
C2 |63(2) 45,4(18) 95(3) -20,4(18) -2(2) 10,1(17)
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C3  [69(2) 36,2(15) 62,7(19) -4,6(14) -8,0(18) -0,3(15)
Cc4  91(3) 43,6(17) 54,8(19) 4,8(14) 10,2(19) -3,6(18)
C5 [63(2) 40,9(15) 49,8(16) -0,9(13) 13,8(15) -1,5(15)
C6 [48,1(17) 36,0(13) 34,6(13) -2,3(10) -123(12)  [2,9(12)
C7 [45,5(16) 36,8(13) 29,6(12) 0,8(10) -4,5(11) -0,6(11)
C8 [34,5(13) 35,7(12) 28,4(11) 3,3(10) -4,9(10) 0,9(11)
C9 40,7(15) 35,1(13) 27,9(11) 1,8(9) -0,3(10) 2,9(11)
C10 [38,1(15) 44,9(15) 48,9(15) 14,3(12) -0,8(12) 10,5(13)
Cl11 [36,2(15) 38,9(14) 41,5(14) 7,5(11) -5,7(11) 8,5(11)
C12 |49,7(18) 37,8(14) 50,2(16) 4,4(12) -9,3(14) 2,5(13)
C13 |63(2) 54,2(18) 43,2(16) -3,2(13) -10,5(14) 16,5(16)
C14 |45,0(18) 65(2) 41,8(15) 10,1(14) 2,9(13) 13,2(15)
C15 [37,9(16) 52,8(17) 56,7(18) 10,7(14) -1,5(13) 3,8(14)
C16 [38,5(15) 41,7(15) 45,0(15) 2,9(12) -4,9(12) 2,0(12)
C17 [28,8(12) 31,3(11) 24,9(10) 0,8(9) -1,6(9) 0,9(10)
C18 |29,4(12) 25,3(10) 27,0(11) 0,7(8) 0,909) -0,4(9)
C19 24,4(12) 26,4(11) 30,9(11) 0,3(9) 1,0(9) 2,1(9)
C20 [26,7(12) 33,3(12) 31,4(11) -0,5(9) -1,8(9) 5,4(10)
C21 {30,9(13) 29,1(11) 30,7(11) 1,5(9) -2,3(10) 1,2(10)
C22 40,4(15) 35,9(13) 35,6(13) -4,3(10) -5,3(11) 8,9(11)
C23 |34,3(14) 33,8(12) 31,2(11) -2,3(9) -2,2(10) 0,9(11)
C24 [44,5(17) 38,1(15) 64,2(19) -13,2(13)  [4,4(15) 4,0(13)
C25 |27,4(12) 29,3(11) 26(1) 0,9(8) -0,9(9) 1,8(9)
C26 [29,1(13) 29,9(11) 32,6(12) 1,3(9) -4,1(10) -1,8(10)
C27 |26,6(12) 29,1(11) 33,5(12) 4,1(9) -1,7(9) 0,3(9)
B ta6m. 10 moka3aHsl JUIMHEI CBS3EH IS KPUCTAIITMYECKOTO COeMHEHUS 14,
Tab6muma 10

ATOM ATOM Tmnna/A ATOM ATOM Iauna/A

01 C9 1,211(3) C15 C16 1,389(4)

02 C9 1,331(3) C17 C18 1,532(3)

02 C10 1,460(3) C17 C21 1,532(3)

03 C8 1,427(3) C18 C19 1,527(3)
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03 C17 1,417(3) C20 C21 1,523(3)
04 C19 1,415(3) C20 C22 1,512(3)
04 C20 1,436(3) C23 C24 1,506(4)
05 c21 1,417(3) C25 C26 1,526(3)
06 C22 1,430(3) C25 C30 1,524(3)
07 C23 1,225(3) C26 C27 1,536(3)
08 C19 1,395(3) C27 C28 1,522(3)
08 C25 1,434(3) C27 C33 1,504(3)
09 C33 1,205(3) C28 C29 1,529(3)
010 C33 1,329(3) C29 C30 1,538(3)
010 C34 1,450(3) C29 C31 1,533(4)
011 C30 1,431(3) C31 C32 1,530(3)
011 C35 1,408(3) C35 C36 1,529(3)
012 C35 1,412(3) C36 C37 1,517(4)
012 C39 1,444(3) C37 C38 1,535(4)
013 C36 1,421(3) C38 C39 1,523(4)
013 C40 1,428(3) C39 C61 1,514(4)
014 C37 1,431(3) C40 C41 1,491(4)
014 c47 1,426(4) C41 C42 1,398(5)
015 C38 1,431(3) c41 C46 1,390(4)
015 C54 1,425(3) C42 C43 1,384(5)
N1 C18 1,449(3) C43 C44 1,382(5)
N C23 1,348(3) C44 C45 1,362(5)
Cl C2 1,531(5) C45 C46 1,390(5)
Cl C6 1,521(4) C47 C48 1,511(5)
C2 C3 1,498(6) C48 C49 1,384(5)
c3 C4 1,526(5) C438 C53 1,392(5)
C4 C5 1,525(5) C49 C50 1,393(5)
Cs5 C6 1,539(5) C50 C51 1,390(6)
C6 c7 1,529(4) C51 C52 1,369(6)
C7 C8 1,529(4) C52 C53 1,389(5)
C8 C9 1,513(4) C54 C55 1,488(5)
C10 Cl1 1,507(4) Cs5 C56 1,387(5)
Cl1 C12 1,383(4) Cs5 C60 1,383(5)
Cl1 Cl6 1,389(4) C56 C57 1,364(6)
C12 C13 1,384(5) C57 C58 1,369(7)
C13 Cl4 1,380(5) C58 C59 1,397(8)
Cl4 Cl15 1,375(5) C59 C60 1,395(6)

B Tabn. 11 moxa3aHsl yriisl CBsi3ed JUIs KPUCTAIIIMYECKOTO COeAnHEeHus 14.
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ATtoM |(ATomM ATom |Yroa/

Co 02 C10 116,5(2)
c17 |03 [c8  [116,34(19)
C19 04 C20 112,66(18)
C19 08 C25 113,62(18)
33 [010 [C34  [11572)
C35 011 C30 116,34(18)
C35 012 C39 114,02(19)
C36 |013  [c40 [113,22)
c47 014 [C37  [114,2Q2)
Cs4  |015 [C38  [114,32)
c23 N1 [Cc18  [122,82)
c6 [c1 |c2 [111,903)
c3 2 e [111,803)
c2 |3 [c4 [112,00)
cs |c4a  c3 [110,8(3)
Cc4 C5 C6 112,0(3)
Cl [c6 [c5  [109,32)
cl1 lce [c7 112202
Cc7 Co6 C5 111,6(3)
Co C7 C8 113,4(2)
03 |8 [c7  [107,42)
03 [c8 [co  [110,002)
Co C8 C7 110,8(2)
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Tabmuma 11

Atom |AToM [ATOoM |Yroa/
C25 |C26 C27 110,55(19)
Cc28 |C27 |Cc26  [109,5(2)
C33 |C27 |c26  [1103(2)
33 |c27  |c28  [111,7(2)
C27 |C28 |C29 [111,002)
C28 |C29 C30 109,45(19)
C28 [C29 |C31  [111,9(2)
C31 |C29 |c30  [112,5(2)
O11 |C30 C25 106,91(19)
O11 |C30 C29 111,19(18)
C25 |C30 C29 109,75(19)
C32 |c31 |c29  [1132(2)
09 |C33 |010 [122,5(2)
09 |C33 |C27 [125,002)
010 |C33  |C27 [112,5(2)
O11 [C35 |012 |113,29(19)
011 |C35 |C36  [106,8(2)
012 |C35 C36 111,32(18)
013 [C36 |C35 |108,51(19)
013 |C36 |C37 |112,3(2)
C37 |C36 |C35 [110,8(2)
014 |C37 |C36 [107,2(2)
014 |C37 |C38 |111,8(2)
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01 Co 02 123,8(2) C36 |C37 C38 108,5(2)
01 Co C8 125,8(3) 015 |C38 [C37 |110,0(2)
02 Co C8 110,3(2) 015 |C38 [C39 |109,8(2)
02 [c10 [c11 [110,7(2) C39 [c38 [C37  [109,12)
c12 [c11 [c10  [120,1(3) 012 [C39 |38 [110,6(2)
Cl2 [C11 [Cl6 [119,2(3) 012 [C39 [C61 [107,42)
Cle |C11 |C10 |120,7(3) Col |C39 |C38  |112,5(2)
Ci1 |C12 |C13  |120,4(3) O13 |C40 |C41 |109,1(2)
Cl4 [C13 [C12 |120,4(3) C42 |C41 [C40 |120,4(3)
Cl5 [C14 [C13  |119,5(3) C46 |C41 [C40 |121,8(3)
Cl4 [c15 [c16  [120,6(3) C46 [C41  [Cc42  [117,93)
Cl1 [c16 [Cc15  [119,903) C43 |c42  [c41  [120,6(3)
03 [C17 [CI8  |106,94(19) C44 [C43 [C42  [120,33)
03 C17 |C21 |112,31(19) C45 |C44 |C43  |119,9(3)
C18 [C17 |C21 |109,71(19) C44 |C45 |C46  |120,4(3)
N1 C18 [C17 |111,79(19) C41 |C46 [C45 |120,9(3)
N1 [c18 [C19  [110,39(18) 014 [C47 |c48  [113,903)
C19 [C18 [C17 |108,49(19) C49 |C48 [C47 |122,0(3)
04 C19 [C18 |111,58(18) C49 |C48 [C53  |119,4(3)
08 C19 |04 107,09(18) C53 |C48 |C47 |118,6(3)
08 C19 |C18 |107,77(19) C48 |C49 |C50  |120,2(4)
04 [c20 [c21  [110,4(2) C51 [C50 [C49  [119,9(4)
B Tabin. 12 nmoxa3aHsl TOPCHOHHBIE YIIIBI U KPUCTAIIMYECKOTO COeANHEHus 14.
Tabiuuma 12
A B C D Yroa/ A B C D Yron/*
02 [clo |c1t |c12 |68,5(3) c21 [c20 [c22 |06 [-169,9(2)
02 [cl0 [c11 [c16 [1103(3) c22 [c20 [c21 |05 [-54,5(3)
03 C8 C9 01 -2,0(4) Cc22 |C20 [C21 |C17 |-176,1(2)
03 C8 C9 02 177,7(2) C23 N1 C18 |C17 |-125,7(2)
03 C17 |C18 |N1 61,1(2) C23 |N1 C18 |C19 [113,4(2)
03 C17 |C18 |C19 |-176,89(18) C25 |08 C19 |04 -76,0(2)
03 C17 |C21 |05 53,5(3) Cc25 |08 C19 |C18 [163,86(18)
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03 [c17 c21 |c20 [174,12) 25 |c26 |27 [c28  [56,13)
04 |c20 |c21 |05 165,002) 25 |C26 |27 |33 [179,42)
04 |c20 c21 |c17 |56,603) c26 [c25 |c30 |o11  [176,57(18)
04 |c20 |c22 |oe  [68,8(3) c26 [c25 |c30 |c29  [55,93)
08 |c25 c26 |c27 [176,17(19) c26 |C27 |c28 [c29 [-59.6(3)
08 |c25 |c30 [o11 |63,12) c26 |C27 |33 |09 [-105,003)
08 |c25 |c30 [c29 [176,16(18) c26 |C27 |33 Jo10 [74,403)
o11 |c35 |c36 [013 |-54,6(2) Cc27 |c28 [C29 [c30  [60,43)
o011 |c35 |c36 |C37 169,1(2) Cc27 |c28 [C29 [c31 [-174.2(2)
012 |c35 |c36 013 |-178,7(2) c28 |C27 [C33 |09 [16,9(4)
012 |c35 |c36 |C37 ]55,003) Cc28 |C27 [C33 |o10 |-163,6(2)
013 |c36 |C37 [014 [-62,003) Cc28 |C290 [C30 |o11  [-1753(2)
013 |36 [c37 [c38 [177,12) c28 |c20 |30 |c25  -57.2(3)
013 |c40 |c41 |c42 |84,1(4) c28 [c20 |31 |c32 [59,23)
013 |c40 |c41 [c46 1[96,903) c30 Jo11 |35 |o12 [76,1(2)
014 |37 |c38 |015 |54,603) c30 [o11 |35 |c36  [160,95(18)
014 |c37 |c38 [c39 175,102 c30 |c25 |c26 [c27  [-55.503)
014 |c47 |c48 |c49 [-5,9(5) Cc30 |c29 |31 |32 [177,12)
014 |c47 |c48 |cs3 [175,103) 31 |c29 |30 Jo11 [59,73)
015 |c38 [c39 [012 |-62,7(3) 31 |c29 |c30 |25 [177.72)
015 |c38 |c39 [cel  [57.3(3) C33 |C27 |28 |29 [178,02)
015 |c54 |cs55 |cse  [121,903) Cc34 |o10 |33 |09 [1.3(4)
015 |c54 |C55 |ce0  [-57,9(4) C34 |o10 |33 |27 [179.2(2)
N1 |c18 [c19 |04  [-179,62(19) 35 [o11 |c30 |c25  [134,7(2)
NI [c18 [c19 |08 |-62,32) 35 |o11 |c30 |c29  [-105,6(2)
c1 |2 |3 4 5415 35 |o12 |c39 |c38  |-58,5(3)
cl1 |ce lc7 |c8  [157,103) 35 |o12 |c39 ool [178,38(19)
c2 lc1 lce s [55.5(4) 35 [c36 |37 |o14 [176,5(2)
c2 |c1 lce |7 [179.83) C35 |c36 |37 [C38  [55,63)
2 |3 lca o5 [s4.205) C36 |013 |C40 [C41 [165,93)
3 |c4a o5 |ce  [55.6(4) C36 |C37 |c38 |015  [63,4(3)
c4 s lce  fcr [56,2(4) c36 |c37 |38 |39 [-57,103)
c4a los les  |c7 179203) c37 |o14 |ca7 |cas8  [-87,13)
cs |ce |c7 |cs 179,903) c37 |38 |39 |o12 [57,93)
c6e |c1 ez o3 [-55,6(4) 37 |c38 [c39 |cel  [177,92)
c6e |c7 e |03 69,003) 38 |015 |cs4 |css [175,5(2)
c6e [c7 e |co  1708(2) Cc39 |o12 |35 011 |-64,0(2)
c7 |c8 lco |o1  f16,6(3) c39 |o12 [c35 |c36  [56,4(3)

B TaGn. 13 mokasaHBI KOOPAMHATEI BOZOPOXHBIX cBsizeil (Ax10%) u M30TpOIHbIC mapaMeTpbl CMEICHHS

(A’x10%) anst KpUCTAITHYECKOTO COeaHHEHHS 14.
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Tabnuma 13
ATOM [¥ v z U(3kB)
HS 11409,99 -139,75 1679,84 52
H6 12229,04 -665,45 -203,14 70
H1 11089,05 1855,47 1209,41 35
H1A [13073,59 2182,71 3083,16 66
HIB (11439,64 2052,97 2849,96 66
H2A [11595,07 2843,49 2356,78 81
H2B |11859,27 3025,89 2908,29 81
H3A [14466,31 3084,26 2790,19 67
H3B [13643,18 3445,57 2380,37 67
H4A |14033,87 2751,27 1801,38 76
H4B |15644,87 2887,64 2048,68 76
HSA |15461,77 2102,29 2544,58 62
HS5B [15250,58 1913,76 1992,44 62
HOA [12567,94 1881,97 2092,57 47
H7A [124938 1148,4 2726,47 45
H7B (143072 1219,14 274207 45
H8 14351,82 1011,06 1875,01 39
H10A [16953,29 -213,57 2745,44 53
HI10B [15639,61 -533,49 2454,68 53
HI2 [16045,63 266,53 3542,65 55
H13 [14705,08 119,1 4259,92 64
H14 [12868,21 -575,79 4305,04 61
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H15 [12456,71 -1148,44 3641,06 59
H16 [13766,24 -997,39 2915,67 50
H17 (13002,8 1059,01 1218,16 34
H18 (9789,78 810,41 1296,9 33
H19 [11398,17 1212,94 452,71 33
H20 |13108,41 429,43 475,09 37
H21 (13443,03 100,29 1269,63 36
H22A (13298,17 -568,23 574,49 45
H22B |11475,54 -596,32 523,04 45
H24A |8169,44 2550,73 142221 73
H24B (9982,19 2575,07 1488,47 73
H24C (8905,74 2477,2 1949,09 73
H25 [9970,62 1043,05 -229,95 33
H26A [10218,52 1983,96 -34,49 37
H26B (8411,25 2044,29 36,87 37
H27 [9887,47 1808,34 -873,4 36
H28A (7414,27 1851,19 -1224,26 39
H28B (6677,78 1933,01 -697,59 39
H29 [8367,62 970,65 -981,01 36
H30 [6720,65 1146,93 -88,51 34

[Ipumep 7. PeHTreHOBCKUI aHaIM3 MOHOKPUCTAIIJIIOB THApaTa colbBaTa dTaHOJIa COeAUHEeHHs 15.

Coenunenne 15 (10 mr) pactBopsuin B 3taHone (adbcomotHOoM) (400 MKIT) B 2 MJT IPO3PAYHON CTCKIISTHHOM
npobupke u nodasisin Boay (200 Mxi). JlanHyto mpoOHpKyY 3aKphIBaJIM KPBIIIKOH U OCTAaBISUIH CTOSITH Ipu 5°C
MPUMEPHO Ha TpU Hejenu. Yepes Tpu HeAedu ObUIO OTMEYCHO, YTO HEOOIBININE IUIACTUHYATHIC KPUCTAIUIBI BBI-
pOCIHM HMXE MEHHUCKA PAaCTBOPEHHMS, YTO OKAa3aJOCh MOAXOMASAIIMM JUIS UCCIEAOBAHUS C IMOMOIIBIO PEHTITEHOB-
CKO¥ nudpaKIuil MOHOKPHCTAILIOB.

SXRD ananu3 mpoBOAWIHN ¢ IPUMEHEHHEM TTprbopa ¢ nByms nctounukamu Agilent SuperNova ¢ mpume-
nennem Cu Ko-msnydenns (A=1,54184 A), renepupyemoro repmetnunoit Tpy6koii. Judpakromerp 61T OCHA-
MeH HU3KoTeMIepaTypHbiM ycTpoiicTBoM Oxford Cryosystems, MO3BOJISIIOIIMM TPOBOAUTE cCOOp JTaHHBIX MPHU
temrieparype 120(1) K, n kpucramn 3akiodaniyd B 3alIUTHBIN CJIOW IMapaTOHOBOTO Macia. beuto cobpaHo He-
CKOJIFKO HaOOpOB MaHHBIX, KOTOPbIC OBIIM pa3pemieHbl W YTOYHEHBI B XHUPATbHOW MOHOKIMHHOW MPOCTPAHCT-
BeHHOH rpymme C2. DPQeKThI MOTIomeH!sT KOPPEKTUPOBAIN, IPUMEHSISI SMITUPHUIECKYIO0 KOPPEKITHIO CO cepu-
geckumu rapmoHrkamMu (SCALE3 ABSPACK) B coctaBe maketa nporpamm CrysAlisPro (Agilent Technologies,
2014).

Crpykrypy paspemanu npsmbivu criocodamu (SHELXS97) u dopMupoBaiu moaHBIM yTOYHECHHEM HaU-
MmenbImX kBagpatoB Ha F (SHELXL97) ¢ untepdeiicom uepe3 nporpammublii nmaker OLEX2. M3o0paxeHus
nonyvanu Tak yepe3 OLEX2. Cmotpu Sheldrick, G. M. Acta Cryst. Sect. A 2008, 64, 112; Dolomanov, O. V.,
Bourhis, L. J., Gildea, R. J., Howard, J. A. K., Puschmann, H. J Appl. Cryst. 2009, 42, 339-341.

[TpoBoannm nouck Gosiee BHICOKOW METPHYECKOW CHMMMETpPHH ¢ NMpuMeHeHHeM npouenypsi ADDSYMM
PLATON, HO He ymanoch oOHApYXHUTh KaKyro-JTH00 cHMMeTpuio Oosiee Bbicokoro mopsmka. Cmotpu Le Page,
Y. J. Appl. Cryst. 1987, 20, 264; Le Page, Y. J. Appl. Cryst. 1988, 21, 983; Spek A. L., Acta Cryst. 2009, D65,
148. Bce HEBOZOPOAHBIE aTOMBI PACIIONOXKEHBI Ha KapTe Dyphe, U UX MOJOKEHHE YTOYHEHO J0 ONHCAHUS TeTl-
JIOBOTO JBWKCHHS BCEX HEBOIOPOIHBIX aTOMOB aHHM3OTPONHO. BHYTpH CTPYKTyphl Obuta OOHapykeHa OIHa
nosiHast (OPMYJbHAS SITUHUIA COSAMHECHHS 15 B aCHMMETPUYHOH sUelike, a TakKe JBa KapMaHa dJICKTPOHHON
TUTOTHOCTH, KOTOPBIE XOPOIIO YTOYHSUIHCH: MOJIEKYJIa BOJBI ¢ 3aceleHHOCThIo 0,67 1 MolleKyiia 3TaHOJa C 3ace-
nennocThio 0,33. JIuHBI CBA3eH BHYTPU MONEKyI bl 9TaHONa ObUTH orpanudensl 10 1,54(2) A ans pmuner C-C u
1,44(2) nnst C-O B OTIOJTHEHHE K OTPAHUYCHUIO TEIIOBOTO JBMKCHHSI AaTOMOB ITOYTH H30TPOIHEIM [TOBEICHUEM.
B nomosnHeHue K JaHHOW MyCTOTE PAacTBOPEHMs OBUIO OOHApYKEHO, YTO METOKCH-3()MPHOE IUIEYO HCXOHOTO
COeIMHEHUs 15 HeymopsmoueHo, MO3TOMY OBIIIO CMOJEIMPOBAHO JBA MOJOXKEHHS C KBHBAJICHTHBIMH 3aHSTO-
CTSIMHU.
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Bce BotopoiHBIC aTOMBI pa3MEIIaiy B PACUCTHBIX MO3HIUAX ¢ IPUMCHEHHUEM MOJCTH "Hae3MHUKA" ¢ (pUK-
cupoBanHbM Uiso B 1,2 pa3a s Beex rpynn CH, CH, u NH u B 1,5 pasa s Bcex rpynn CH; n OH.

BbLI0 OGHApYXkEHO, YTO HAHMGOIBIIMI ocTaTouHbl MK ®ypbe cocraBmser 0,84 ¢.A™ npuGmmsnrensHO
0,73 A ot C(36), u camoe riryGokoe otepcrre Pypbe cocrapsier -0,29 e.A™ npubmmsurensro 1,04 A ot °(11).

Kpucranmnueckue nansele a1 Csss3Hsg3sN®e (M=729,37 r/Moinb): MOHOKIMHHAsS IPOCTPAHCTBEHHAS
rpymma C2 (Ne 5), a=45,7226(18) A, b=4,9503(3) A, c=16,7304(8) A, a=90° B=95,885(4)°, B=90°,
V=3766,8(3) A’, Z=4, T=120(1) K, p(CuKa)=0,860 MM, Dcalc=1,290 r/cm’, mamepeno 114512 orpasemuii
(6,896° < 20 I 162,986°), 7536 yHukanbHbIX (Ri;=0,1458, Rgiem,=0,0766), KOTOpbIE NPUMEHSANU BO BCEX
pacuerax. Koneunas R' cocrapmsma 0,0842 (1> 206(1)), m wR; coctapisuna 0,2463 (Bce maHHBIC)

CTpyKTypHBIE OCOOCHHOCTH THpaTa COJbBaTa dTaHOJIa coemuHeHHs 15. Pa3mephl aneMeHTapHOU sTIeHKu
COOpaHHOH CTPYKTYPHI OKA3aJIHCH CIIEIYIOIINMHU:

[IpocTpancTBeHHas rpynmna: MOHOKIHHHAs C2

a=45,703(4) A 0=90°

b=4,9471(4) A B=95,819(8)°

c=16,7285(15) A y=90°

06BeM=3762,8(3) A’

7=4,7'=1

Bruto oOHapykeHO, 9TO aCHMMETpPUYHAS SUeiKa CONEPKUT OTHY MONHYI0 (POPMYyITBHYIO SAWHHUITY COEIH-
HeHUs 15 ¢ HeOOoNbIOoW 001aCThI0 HEYMOPSIOYCHHON AJICKTPOHHOM TUIOTHOCTH, SKBHUBAJICHTHOW 38 31eKTpo-
HaM/3JIeMeHTapHas siueiika (9,5 a/meKTpoHOB/acMMMETpHUYHAs sUeiika), B HACTOSIIEEe BpPeMsl YTOYHCHHOW Kak
YACTUYHO 3aHATasl CMEIIaHHAsS ITyCTOTa BOJAa/3TaHOoN mpu 3aHsatoctu 0,67 ans Bonsl (u 0,33 3aHATOCTH IS 3Ta-
Houa). [Ipumedanue: 10 31eKTPOHOB Ha BCIO MOJIEKYILY BOAY U 18 2JIEeKTPOHOB Ha BCIO MOJIEKYJy STaHOJA.

[TapaMeTpbl OKOHYATEIEHOTO YTOYHCHHSI OBLIH CIICAYIOIIHMU:

R [T>20(I)]=8,42%

GOOF (kauectBo anmpokcumanun)=1,010

WwR,; (Bce mannbIe)=24,63%

Rin=14,58%

napametp ®mka =0,3(2)

B Ta6i. 14 moka3aHbl OTHOCHUTEIFHBIC AaTOMHBIC KOOPAHHATHI (><104) 1 DKBUBAJICHTHBIE U30TPOIHbBIE Napa-
meTps! cmerenns (A’ 10°) 1ist ruapaTa conpBaTa STAHOMA KPHCTAIHIECKOTo coeauuenns 15. U, ompenens-
10T Kak 1/3 cnena oproronansaoro Uy TeH30pa.

Tabmuma 14

ATOM e 14 Z U(3kxB)
C1 6265,6(10) 740(14) 1746(3) 43,1(12)
N1 5948,7(9) 495(11) 1597(2) 42,5(10)
01 6678,4(8) 1211(12) 0726(2) 59,6(13)
C2 6418,5(11) 1 798(15) 1115(3) 47,1(14)
C3 6752,2(12) -746(18) 1327(4) 60,6(19)
03 6330,5(8) 442(10) 352(2) 50,9(10)
C4 6824,6(12) -1850(19) 2170(4) 62(2)
C5 6369,2(10) 1393(15) 582(3) 45,7(14)
C6 5764,5(12) 2562(14) 1635(3) 44.5(13)
06 6860,9(11) 1897(15) 1254(3) 78,9(17)
C7 5442,3(12) 1818(18) 1573(4) 57,2(17)
07 7216,6(10) -3563(17) 3132(3) 91(2)
08 6257,6(7) 1208(9) 3169(2) 44.1(9)
09A 5167(5) -380(40) 3413(17) 97(7)
O10A 5224(3) -4670(30) 3813(10) 30(4)
011 6461,7(7) 1922(9) 4811,3(19) 40,5(9)
012 6589,4(7) 280(10) 6116(2) 49,9(10)
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013 7212,1(8) 318(12) 6691(2) 57,0(12)
014 7387,4(7) 1629(10) 5174(3) 48,9(10)
015 6916,7(9) -1158(11) 4261(2) 56,4(12)
C17 7148,5(13) -1740(30) 0455(4) 91(4)
C18 6122,1(10) 1220(13) 3785(3) 42,2(12)
C19 6153,3(10) 1594(14) 4518(3) 41,4(12)
C20 5063(1) 777(14) 5184(3) 43,6(13)
C21 5643,8(11) 216(15) 4831(3) 48,2(14)
22 5627,1(11) |1821(14) 4141(4) 48,6(14)
C23 5801,0(11) 752(14) 3483(3) 46,5(13)
C24 5964,6(12) 2981(16) 5836(3) 52,6(16)
C25 5870,5(15) 1950(20) 6624(4) 67(2)
C26 5310,4(13) 12337(17) 3814(4) 57,3(16)
28 6597,1(11) 224(13) 5289(3) 43,3(12)
29 6748,3(12) 2659(16) 6402(3) 52,7(15)
C30 7071,9(11) 2456(15) 6238(3) 50,1(14)
C31 7090,2(10) 2017(14) 5337(3) 44,3(13)
C32 6912,2(10) |478(13) 5078(3) 42,6(13)
C33 6706,6(14) 2970(30) 7278(4) 83(3)
017 7389(4) -6100(60) 791(12) 125(11)
C35 7644(5) -1110(50) 848(10) 65(6)
C36 7464(6) -3340(50) 578(15) 88(7)
02 4157,1(10) 4887(11) 8295(3) 57,0(11)
016 2765,3(17) 8290(20) 1746(5) 83(3)
04 3169,4(12) 11309(16) 406(3) 82,2(18)
05 3260,4(14) 7637(15) 11593) 82,9(17)
Cs 3619,3(13) 8839(17) 324(3) 55,3(16)
C9 3322,9(15) 9370(19) 612(4) 63,2(19)
C10 3857,6(13) 9486(18) 1005(3) 57,5(17)
Cl1 4170,1(13) 9168(17) 806(3) 57,2(17)
C12 4233,7(15) 6438(19) 471(4) 65,8(19)
C13 4554,0(15) 6110(20) 318(4) 67(2)
Cl4 4763,5(15) 6680(20) 1068(4) 72(2)
Cl15 4704,5(16) 9380(20) 1409(4) 71(2)
Cl6 4386,2(14) 9711(18) 1561(3) 59,9(17)
C27A  [5081(4) 4840(60) 6487(15) 86(6)
010B  [5182(2) -4070(30) 4273(7) 63(3)
09B 5194(4) -1740(60) 3198(13) 112(9)
C27B 5117(4) 5210(50) 6023(14) 76(5)
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B Ta6n. 15 mokazaHbl aHU30TPOTIHBIE TTApAMETPHl CMEIICHHUS (A2><103) JIJIs1 TUApATa COJbBaTa 3TaHOJA KpH-
crajuimdeckoro coeauHenus 15. Tlokaszarens ko3dduumeHTa aHU30TPOIMHOTO CMEIICHUS TPUHUMACT B
-2n’[h*a**U, +2hka*b*U +...].

Tabmmma 15
ATtom|U11 U2z Uss Uzs Uis Uiz
Ccl 72 51(4) 42(2) 3(2) 5,2(18) -1(2)
NI [37(2) 47(3) 43(2) 3(2) 1,9(16) -0,8(19)
01 [29,7(16) 102(4) 46,5(19) -16(2) -1,1(14) 12)
c2 39) 64(4) 37(2) -13) 0,9(19) 3(2)
c3 o) 93(6) 50(3) -10(3) 3(2) 23)
03 |51(2) 64(3) 38,1(17) 2,2(18) 5,8(14) 3(2)
C4  34(2) 104(6) 47(3) -15(3) -2(2) 9(3)
C5 [30(2) 65(4) 41(2) -8(3) 1,1(17) 0(2)
C6  |49(3) 45(4) 39(2) 2(2) 2,4(19) 4(2)
06 |55(2) 106(5) 78(3) -18(3) 22(2) -22(3)
C7 39(3) 82(5) 48(3) 53) -4(2) 7(3)
07 |45(2) 169(7) 57(2) -34(4) -10,8(18) 35(3)
08 [36,9(16) 56(3) 39,7(17) -3,1(17) 5,4(12) -4,2(16)
O9A |54(7) 81(13) 148(17) 14(11) -34(8) -1(8)
010
N 49(6) 63(9) 117(11) 6(8) 39(7) -1(5)
O11 {30,8(15) 52(3) 38,4(16) 0,9(16) -0,3(12) 0,1(15)
012 [352(16) 75(3) 38,3(17) 7,5(19) 0,1(13) -0,9(18)
013 [32,0(16) 92(4) 46,0(19) 5(2) -1,9(14) -3,0(19)
014 {31,9(16) 52(3) 63(2) 0(2) 6,2(14) 0,6(16)
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015 [40,6(19) 80(4) 47(2) -12(2) -1,1(15) 8(2)
C17 ]36(3) 182(11) 55(4) 21(5) 42) 15(4)
C18 [33(2) 51(4) 42(2) 42) 2,5(18) 2(2)
C19 [29(2) 56(4) 38(2) 12) 2,0(16) 2(2)
C20 [30(2) 54(4) 47(3) 6(2) 5,6(18) 12)
c21 [32(2) 62(4) 513) 3(3) 7,1(19) 502)
c22 j31(2) 55(4) 59(3) 11(3) 12) -12)
C23 [33(2) 60(4) 46(3) 13) -0,1(19) 2(2)
c24 [37(2) 82(5) 40(3) 5(3) 7,9(19) 503)
C25 [5703) 103(7) 42(3) 3(3) 12(2) -1(4)
C26 [38(3) 68(5) 64(4) 10(3) 2(2) 13)
C28 [38(2) 47(4) 44(2) 3(2) 1,8(19) -1(2)
C29 [41(3) 75(5) 41(3) -4(3) 0(2) 0(3)
C30 [38(2) 64(4) 47(3) -103) -4(2) 2(3)
C31 [32(2) 56(4) 46(3) -1(2) 5,4(18) -1(2)
c32 j31(2) 53(4) 42(2) 2(2) -2,3(18) 0(2)
C33 [43(3) 160(10) 46(3) 20(4) 3(2) 11(4)
017 [69(10) 230(30) 74(11) 20(16) 18(9) -40(15)
C35 [75(12) 86(17) 37(8) 18(9) 20(8) 32(12)
C36 [87(11) 113(14) 69(10) 19(10) 26(9) 27(11)
02 [59(2) 48(3) 63(2) 0(2) 2,3(18) -5(2)
016 [68(4) 1349) 69(4) -38(5) 47(4) -35(5)
04 [70(3) 113(5) 68(3) -3(3) 25(2) 8(3)
05 [86(3) 100(5) 68(3) -6(3) 32(3) 220(3)
s [513) 76(5) 40(3) 2(3) 7(2) -3(3)
Co  [58(4) 82(6) 51(3) -1(3) 14(3) -3(4)
c10 [57(3) 77(5) 39(3) -103) 6(2) -4(3)
Cl11 [53(3) 78(5) 39(3) 2(3) 12) -8(3)
C12 |62(4) 82(6) 52(3) -4(4) 0(3) 3(4)
C13 |66(4) 87(6) 46(3) -6(3) 2(3) 10(4)
Cl4 [54(3) 97(7) 62(4) -7(4) -7(3) 4(4)
C15 |62(4) 93(7) 57(3) 4(4) 6(3) 2(4)
Cl6 [59(3) 79(5) 40(3) 3(3) 0(2) 13)
C27A[45(8) 107(17) 101(14) -4(14) 23(9) 9(9)
010B[37(4) 88(10) 65(6) 14(6) 4(4) 9(5)
09B [60(9) 170(20) 102(13) 64(15) -35(8) -57(13)
C27BJ44(7) 90(14) 04(12) -3(12) 14(8) 18(8)

B ta6u. 16 moka3aHsl JUIMHEI CBS3€H TS THIpATa COJIbBATa dTAHOJIA KPUCTAIUTHIECKOTO COeTMHEHNS 15.
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Tabnuma 16
AToM AToMm Tmana/A ATom ATom Tlana/A
C1 N1 1,450(6) C18 C23 1,526(7)
C1 C2 1,528(8) C19 C20 1,537(7)
C1 C5 1,536(7) C20 C21 1,543(7)
C27A  |O10AT  |1.455(18) C20 C24 1,542(9)
09A  |C26 131(2) C21 c22 1,530(9)
O10A C26 1,220(16) C22 C23 1,517(8)
O10A  |C27AZ  |1.455(18) c22 C26 1,516(8)
C27B |010B  |1.45(2) C24 C25 1,516(8)
010B  [C27B> |1.45(2) C26 010B  [1,327(14)
N1 C6 1331(8) C26 09B 115Q2)
01 Ca 1,443(8) C28 C32 1,523(7)
o1 C5 1,412(6) C29 C30 1,536(7)
C2 C3 1,531(7) €29 33 1,504(8)
C2 03 1,437(7) C30 C31 1,533(8)
C3 C4 1,517(9) C31 C32 1,518(8)
C3 06 1,410(11) 017 C36 1,46(2)
03 cs’ 1 420(8) 35 C36 1,42(2)
C4 c17 1,510(8) 02 c6' 1,207(8)
C5 08 1,398(7) 04 Co 1,218(11)
Co6 Cc7 1,512(8) 05 C9 1,307(10)
C6 02* 1,207(8) Cs 03° 1,420(8)
07 c17 1,456(12) Cs Co 1,507(9)
08 C18 1.441(6) C8 C10 1,527(8)
ol1 C19 1,454(5) C10 Cll 1,508(9)
011 C28 1,432(7) C11 C12 1,503(12)
012 C28 1,409(6) Cl1 Cl6 1,545(8)
012 C29 1,440(9) C12 C13 1,521(9)
013 C30 1,416(8) C13 Cl4 1,525(9)
014 C31 1,426(6) Cl4 C15 1,491(13)
015 C32 1,409(6) C1s C16 1,512(10)
C18 C19 1,515(8)
11-x,-1+y,-z; 21-x,+y,1-z; 31-x,-1+y,1-z; 41-x,1+y,-z; 51-x,1+y,1-z

B Tabn. 17 nokaszaHsl yIIibl CBS3€H AJIs THAPATa COIbBATA ATAHOJA KPUCTATUIMIECKOTO COCTUHCHMUS 15.
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AtoMm |(ATom |ATtom |Yroa/
NI [C1  [C2  [111,0(4)
IN1 Cl1 C5 109,6(4)
C2 Cl C5 109,1(5)
Co N1 C1 123,6(5)
Cs 01 C4 112,0(4)
c1 |c2 |3 |110,3(5)
03 |c2 e 107,2(5)
03 |c2 [c3 112,4(5)
OI0A [C26 |09A |123,5(12)
OI0A [C26 |C22 |117,1(7)
0%A |C26 C22 117,9(11)
0O10B |C26 C22 111,4(7)
09B |C26 [Cc22  [1282(11)
0O9B |C26 O10B [119,4(12)
c4 |3 [c2 |109,1(5)
06 |c3 [c2  |110,3(6)
06 C3 C4 111,7(6)
cst |03 C2 114,6(5)
01 C4 C3 108,9(6)

045307
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Tabmuma 17

Atom |ATom [ATomM |Yroa/

C22 [C21 |C20 [112,3(4)
C23 [C22 |C21 |109,2(5)
C26 |[C22 |C21 |110,8(5)
C26 |[C22 |C23 |110,5(5)
C22 23 [c18  [112,2(4)
C25 [c24 |C20  [113,3(6)
O11 [c28 [C32  [107,3(4)
012 [C28 |011  [111,3(5)
012 [C28 |C32 |111,2(4)
012 [C29 |C30 |110,4(5)
012 [C29 |33 [107,3(6)
C33 [C29 [c30 [113,7(5)
013 [C30 |C29  [110,2(5)
013 [C30 |Cc31  [110,6(5)
C31 [C30 |C29 [109,6(4)
014 [C31 |C30 [110,9(4)
014 [C31 |32 [109,2(5)
C26 |010A |C27A3 [117,3(15)
C26 |010B |C27B3 [114,9(12)
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01 C4 C17 106,2(5) C32 |C31 C30 108,4(5)
C17 [C4 C3 113,2(6) 015 |C32 |C28 110,7(4)
01 C5 C1 110,0(4) 015 |C32 |[C31 114,3(5)
08 C5 C1 109,4(5) C31 |C32 |C28 111,0(5)
08 C5 Ol 106,0(4) C35 |C36 |017 |142(2)
IN1 Cé6 C7 115,2(6) 03* [C8 C9 112,4(6)
022 Co IN1 123,7(5) 03* [C8 C10 108,4(5)
022 Co C7 121,1(6) Co C8 C10 108,7(5)
C5 08 C18 116,1(5) 04 C9 05 123,7(7)
Cc28 |O11 [C19 117,0(4) 04 C9 C8 123,9(7)
Cc28 |012 |C29 114,1(4) 05 C9 C8 112,2(7)
o7 C17 [C4 110,4(7) Cc11 [C10 [C8 115,7(5)
08 C18 |C19 106,1(5) C10 |C11 C16 110,0(5)
08 C18 |[C23 108,5(4) C12 |Cl11 C10 113,6(6)
C1o9 [C18 [C23 112,2(4) C12 |Cl11 Clo6 109,3(6)
Oo11  |C19 [C18 110,3(4) C11 [C12 [CI13 112,6(7)
o11  |C19 [C20 112,7(4) C12 |[C13 Cl14 112,1(6)
C18 |C19 [C20 114,7(5) C15 [C14 [C13 110,9(7)
C19 |C20 [|C21 110,7(4) C14 |C15 |[Cl6 112,0(7)
C19 [C20 |C24 111,4(5) C15 [Cle |Cl1 112,9(5)
C24 |C20 |C21 109,5(4)

11-x,-1+y,-z; 21-x,+y,1-z; 31-x,-1+y,1-z; 41-x,1+y,-z

B TaGn. 18 mokasaHBI KOOPAMHATEI BOZOPOXHBIX cBsizeil (Ax10%) u M30TpONHBIC mapaMeTpbl CMEICHH S
2 3
(A°x10°) mns ruapara conbBaTa HTAHONA KPUCTAUIHUECKOTO COEIMHEHHS 15.

Tab6muma 18
AToMm [x 12 Z U(3KxB)
H1 |6319,57 2653,51 172826 52
H1A [5875,68 -1072,33 1477,36 51
H2  |6351,08 -2678,05 1100,56 56
H3  |6842,8 -1919,47 949,97 73
H4 6755,19 -3719,38 2190,78 75
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HS 6305,04 -2270,32 2627,43 55
H6  |6888,83 2181,79 784,86 118
H7A |5349,34 2753,37 1981,59 86
H7B |5423,02 -95,51 1645.4 86
H7C (5349,94 2322,68 1053,45 86
H7 |7116,74 -3161,1 3493,93 137
H13 |7388,77 340,4 6642,23 86
H14 [7414,33 29,28 5077,12 73
H15 [6861,13 138,49 3980,61 85
H17A |7261,86 -2248.,93 2019,39 109
H17B [7202,54 90,21 2616,23 109
H18 |6224,44 -1933,48 3906,78 51
H19 |6083,7 3381,31 4332,6 50
H20 16044,12 -885,29 5436,6 52
H21A |5533,22 -472.4 525226 58
H21B |5553,21 1897,29 4638,24 58
H22 |5715,16 -3526,92 4341,48 58
H23A |5711,76 912,93 327231 56
H23B |5792,06 -2052,72 3047,82 56
H24A [6161,2 3727,09 5932,46 63
H24B (5833,6 4429,13 5638,57 63
H25A [5672,98 1275,33 6537,63 101
H25B |5878,88 3400,88 7006,59 101
H25C (6000 526,31 6825,65 101
H28 |6492,07 -1911,9 5148,62 52
H29 16660,48 4227,54 6111,57 63
H30 [7171,17 4153,82 6399,31 60
H31 |7007,8 3589,01 5037,95 53
H32 {7001,06 -1994,86 5391,28 51
H33A (6500,39 3044,14 7339,89 125
H33B |6799,58 4605,06 7479,77 125
H33C |6793,35 145478 7572,16 125
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H17 [7537,68 -7036,33 831,09 187
H35A (7834,04 -1301,09 661,06 97
H35B (7663,88 -1057,6 1425,06 97
H35C {7554,08 535,51 641,49 97
H36A {7518,89 -3592,16 38,36 106
H36B (7271,03 -2507,36 502,2 106
HSA (3246,97 6119,43 962,01 124
H8  [3632,61 6926,43 181,61 66
HI10A (3830,7 11334,54 1175,56 69
H10B (3829,28 8322,62 1457,13 69
HI11 (4205,57 10527,72 401,51 69
HI12A 4110,01 6170,73 -29,45 79
H12B (4184,1 5055,05 844,86 79
HI13A 4597,26 7341,61 -105,89 80
HI13B [4585,55 4285,19 135,71 80
H14A (4739,92 5296,46 1468,07 86
H14B (4964,74 6608,45 034,07 86
HIS5A |4755,1 10774,12 1037,82 86
H15B (4828,57 9628,6 1909,38 86
H16A (4355,91 11534,29 1748,18 72
H16B (4343,27 8474,83 1983,38 72
H27A (5206,57 5408,98 6092,31 130
H27B (5109,57 2940,77 6589,65 130
H27C (5129,02 5830,08 6975,03 130
H27D |5162,11 3456,46 5822,86 113
H27E (5136,17 5174,92 6599,49 113
H27F (5250,35 6517,69 5841,68 113
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OOPMVIIA U30BPETEHUA

1. Crroco6 momy4yeHus coequHeHust 15
HICD 0

NHACD

Q ClyVe
0 4 o\ %%

HO o
o OH

oH
HO

15
rae yKaSaHHLIﬁ CII0CO0 BKIIIOYAET:

(1) MeO-TpI/ITI/IJ'ILHOG pacuiernieHie coequHeHus 13 s noxydeHus coenuHenus 14
30 C

RMAC MeO-TputunbHOE e
acwennexue
—_— ‘
H" -0
CH N ZBn
Pr\\/ CEn
80" anC 0]

Ph

‘vr:

(2) runpupoBanue coequHEHUS 14 IS TOy4eHust coeAnHeHus 15
BC._C HO, C
MHAz

rMAPHpOBaHue Niac
CC:Me u‘ e
-

Oﬂn

2. Croco6 1o 1.1, rae coequHeHUe 15 BBIACIAIOT B BHJIC KPUCTAIUIMIECKOTO TBEPIOTO OCTATKA.
3. Cmoco0 1o 1.1, re coenuHeHne 14 BRIACISIIOT B BUIC KPUCTAUTHIESCKOTO TBEPOTO OCTATKA.
4. CoenuHeHue, MPECTaBIAIONICe cOO0U coenuHeHMEe 14

BnO (o]
NHAc
H
H o OBn
Bn
Bn 14

5. Coemunenue 1o 1.4, Tae YKa3aHHOE COSANHEHHE SBIIETCS KPUCTAUTHICCKIM.

6. CoenuHeHue MO 1.5, Tie yKa3aHHOE COCOUHEHHE XapaKTEePH3yeTCs TOPOIIKOBOW pPEHTTe¢HOIPaMMOMN
(XRPD), ananorn4noit ¢wur. 2, ¢ yuetom crerneHu TouHocT +0,2° mist 2 teta-curHanos, rae XRPD momryuen ¢
ucnonbszoBanueM Cu Ko-uznydenus.

7. CoenuHeHHWe MO 1.5, Tie yKa3aHHOE COCTUHEHHE XapaKTEePH3yeTCs TOPOIIKOBOW pPEHTIe¢HOTPaMMOM
(XRPD), comepkarei mo MeHbIIIEH Mepe OJWH CUTHAJ, BRIOPAHHBIN W3 CHUTHAJIOB MPU MEXKATOMHBIX PACCTOS-
Husix 13,940,2, 11,1£0,2, 12,240,2, 7,1£0,2, 4,6+0,2 u 4,9£0,2, rne XRPD nonyyen ¢ ucnonaszoBanuem Cu Ko~
W3Ty9ICHUS.

8. CoenuHeHue 1O 1.5, Tie yKa3aHHOE COCTUHEHHE XapaKTEePH3yeTCs TOPOIIKOBOW pPEHTIe¢HOIPaMMOMN
(XRPD), coneprxaineit mo MeHbIIEH Mepe JIBa CUTHaJIA, BEHIOPAHHbBIC U3 CUTHAJIOB MIPU MEKATOMHBIX PacCTOSHHU-
ax 13,940,2, 11,1£0,2, 12,240,2, 7,1£0,2, 4,610,2 u 4,9+0,2, tne XRPD mony4en ¢ ucrnonp3oBannem Cu Ko-
U3ITyYEHUSI.

9. CoenuHenue mo 1.5, TO€ YKa3aHHOE COEIUMHEHHE XapaKTepU3yeTCs MOPOIIKOBOM PEHTI€HOTPaMMOU
(XRPD), coneprkaiieii 1o MeHbIIEH Mepe TpU CUI'HaJIA, BHIOPaHHBIE M3 CUTHAJIOB MIPU MEKAaTOMHBIX PACCTOSHHU-
ax 13,940,2, 11,1£0,2, 12,2+0,2, 7,1£0,2, 4,610,2 u 4,9+0,2, e XRPD monyden ¢ ucrnonp3oBanrem Cu Ko-
U3ITyYEHUSI.

10. Coepunenue mo 1.5, TA€ YKa3aHHOE COCAMHEHHE XapaKTEepHU3yeTCs MOPOLIKOBOH PEHTreHOrpaMMOi
(XRPD), conepsxareit Mo MeHbIIEH Mepe 4YeThIpe CUTHaJa, BHIOPAHHBIE M3 CUTHAJIOB NPH MEKAaTOMHBIX pac-
crostausx 13,9+0,2, 11,1+0,2, 12,240,2, 7,1£0,2, 4,6+0,2 u 4,9+0,2, rne XRPD nonyuen ¢ ucnonszoBanuem Cu
Ko-u3nyuenus.

11. Coepunenue mo 1.5, T€ yKa3aHHOE COCAMHEHHE XapaKTEepHU3yeTCs MOPOLIKOBOH PEHTreHOrpaMMOi
(XRPD), coamepxkaieii, mo MeHbIIEH Mepe, CHUTHAJbl MPU MEXATOMHBIX paccTosHusax 13,9+0,2, 11,140,2,
12,240,2, 7,1+0,2, 4,610,2 1 4,9£0,2, rae XRPD nonyden ¢ ucnonszoBanueM Cu Ko-uznydenus.

12. CoepuHeHue Mo 1.5, TA€ YKa3aHHOE COCAMHEHHE XapaKTEepHU3yeTCs MOPOLIKOBOH PEHTreHOrpaMMOi
(XRPD), comepskamieii To MeHbIIEH Mepe OIWH CUTHAJI, BEIOpAaHHBIA M3 CHUTHAJIOB IpH yriax 2 tera 19,2+0,2,
18,0+0,2, 12,4+0,2, 7,940,2, 7,310,2 u 6,4+0,2, rae XRPD nonyyen ¢ ucnonszoBanueM Cu Ko-uznydenus.
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13. CoeauHenne o 1.5, T YKa3aHHOE COCAMHCHHE XapaKTEPH3YETCs MOPOIIKOBOH PEHTTCHOTPAMMOM
(XRPD), conmeprkarieit mo MEHbIIIEH Mepe JBa CUTHANA, BRIOPAHHBIE M3 CUTHAJIOB IpH yriax 2 tera 19,240,2,
18,0+0,2, 12,4+0,2, 7,9+0,2, 7,3+0,2 u 6,4+0,2, rne XRPD monyd4en ¢ ncnons3oBanneM Cu Ko-u3imydenuns.

14. CoenuHeHne o 1.5, T YKa3aHHOE COCIMHCHHE XapaKTEPH3YETCsS MOPOIIKOBOM PEHTTCHOTrPaMMOM
(XRPD), conmepskarieit mo MEHBIIIEH Mepe TpH CUTHaNa, BEIOpaHHBIE W3 CUTHAJIOB Ipw yriax 2 teta 19,240,2,
18,0+0,2, 12,4+0,2, 7,94+0,2, 7,3+0,2 u 6,4+0,2, rne XRPD monyd4en ¢ ncnons3oBanneM Cu Ko-m3imydenuns.

15. CoenuHenne o 1.5, T YKa3aHHOE COCIMHCHHE XapaKTEPH3YETCsS MOPOIIKOBOH PEHTICHOTPAMMOM
(XRPD), conepkarieii o MEHbIIIEH Mepe YeThIpe CUTHAJIA, BRIOpAaHHBIC U3 CUTHAJIOB TpH yriax 2 teta 19,2+0,2,
18,0+0,2, 12,4+0,2, 7,9£0,2, 7,3+0,2 u 6,4+0,2, rne XRPD mony4en ¢ ncnons3oBanneM Cu Ko-u3imydenus.

16. CoeauHenne o 1.5, TIe YKa3aHHOE COCIMHCHHE XapaKTEPH3YETCs MOPOIIKOBOH PEHTICHOTPAMMOM
(XRPD), conmepikarieit, mo MeHbIIIeH Mepe, CHTHAIBI Tipu yraax 2 teta 19,2+0,2, 18,0+0,2, 12,4+0,2, 7,940,2,
7,3£0,2 u 6,4+0,2, rne XRPD mosryden ¢ ucnonp3oBanuem Cu Ko-uznydenust.

17. CoemuHeHue 1O 1.5, TAe YKa3aHHOE COCOMHCHUC XapaKTECPH3YeTCs CICIYIOIUME ITapaMeTpaMu diie-
MEHTApHOH sTUeHKOM:

a=8,76 A a=90°,

b=24,19 A B=90°,

c=27,59 A y=90°,

06BeM=5850 A?,

7=4,7'=2,

MIPOCTPAHCTBEHHAS TPYIIA: OPTOPOMONIEcKas MpoCTpaHCTBeHHAsI rpymma P2,2,2;.

18. Coenunenue 1o 1.5, TIe ykazaHHoe coequHeHune xapakrepusyercs JICK kpuBoit ¢ HagamoM >HIOTEp-
MBI ipu ipuosmsuTensHo 170°C, roe ICK kpuBas mosrydena mpu ckopoctu ckanupoBanust 10°C/muH.
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