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4-TUAPOKCUXHNHOJIOHBI-2

119*. O PEAKIIUU 3TUJIOBBIX 3®UPOB
1-R-2-OKCO-4-XJIOP-1,2- JUTUJIPOXHUHOJINH-3-KAPBOHOBBIX KHUCJIOT
C MAJIOHOHUTPUWJIOM

Otuossie 3¢upsl 1-R-4-munmanomerni-2-okco- 1,2-TUruApoXuHOINH-3-KapOOHOBBIX  KHCIIOT
B KHCJIOH cpelle TMIPAaTUPYIOTCS B KETCHUMUHHOW TayTOMEpPHOW (opMe HCKIIOYHTEIBHO 0
COOTBETCTBYIOIIUX XHHOJIMIIMaHALlETaMUIOB.

KiroueBbie €j10Ba: MaJTOHOHHTPWI, 4-XJIOp-3-3TOKCHKAPOOHMIXUHONHUH-2-0H, I[HaHAIIET-
amu, runponus, PCA.

MHorue ramoreH3aMelleHHbIe a3areTepOIHKIbl B MPUCYTCTBUN OCHOBAHHIA
CHOCOOHBI M30HMpaTenTbHO OOMEHHBAThH aTOM TajOreHa Ha OCTaTOK MajoHO-
HUTpUJIA C 00pa30BaHUEM COOTBETCTBYIOUIMX TeTAPUIMAIOHOIUHUTPUIOB [2].
B 3aBucumocTH OT pPa3NMUYHBIX (PAKTOPOB — TIPEXKIE BCETO OT CTPOCHHS
WCXOJHOTO TeTAPWITAIIOTEHNIa — TAKUe PEaKIUi WHOT/Ia MPUBOJAT K HE COB-
ceM OOBIYHBIM pe3yibTaTaMm. Tak, HampuMmep, Mocje B3aUMOJCHCTBUS ATHIIO-
BBIX 3pupoB 1-R-2-0kco-4-x1mop-1,2-MUruApoXuHONHH-3-KapOOHOBBIX KHCIOT
(1) ¢ xapOaHMOHOM MAJIOHOHUTPWJIA H TOCIEAYIONETO MOIKHACICHUS
PEaKLMOHHOM CMecH BOJIHOH XJIOPUCTOBOJOPOOHOM KHCIOTOM BMECTO
0XKUIaEMBIX XUHOJHI-MaJIOHOHUTPHIIOB ObLTIH BBIJIEJIEHEI
xuHoNmnuanaueraMusl 2 [3]. IlepBas ctagust JaHHOW peakiK, HECOMHEHHO,
MPEJICTaBIIsIeT COO0OW  HYKIeOPUIbHOE 3aMelleHHe aToMa XJjopa B
xyopxuHONMMHAX 1 ManoHOHUTpHUIOM. OHAKO BOMPOC O TOM, Ha KAKOM HMEHHO
JTame OAHAa W3 HHUTPWIBHBIX TPYII THAPOIU-3yeTCs A0 aMUJHOH U He
COIIPOBOXKIAETCS JIM ATOT IPOLECC XOThI OBl YacTHYHO Oolyiee TIIyOOKHM
THIPOJIM30M JO 3aMENIeHHON MHaHyKCYCHOW KHCJIOTBI, OCTAll-CSl OTKPBITHIM.
OTBETUTh HA HETO MBI M MONBITAIMCh B JAHHOM COOOILEHHUU.

st mpenoTBpalieHus BCSIKOTO poja "HEOKUAaHHOCTENH" B CUHTE3€ UCIIOJNb-
30BaHBI XpoMaTorpaIecKy YHCThIC peareHThl. BHauame peakiuo mpoBoAUIH
M0 ONHWCaHHOW paHee MeToauke [3] kak B OOBIYHOM, Tak M B 0E3BOJHOM
JIM®DA.

Opnako manee Heopranmdeckue BemiectBa (M30bITok K,CO; m 0Opa3oBaB-
mwiicas KCl) ocaxmany aneTroHOM, OTQWIETPOBHIBAIIM W TOCIE YAAJICHHUS
pactBopureiei u3 GuiabTpaTa B 000X CIIydasx ObLTH ITOJYYESHBI OHU U T€ Ke

* Coobmenne 118 cm. [1].
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MPOAYKTHI peakuuu — KajaueBble colu 1-R-4-murmanomernin-2-okco-3-3TOKCH-
Kkap6oHmI-1,2-muruapoxuHonuHoB 3. VX cTpoeHue MOATBEPKAECHO CIIEKTPaMHU
SIMP 'H, a Ha npumepe 1-N-3THiIbHOT0 mpou3BoaHOTo 3a — PCA, mokasapuimm,
4TO B KpHUCTaJUIE 3TO COEJUHEHHE NpPeJCTaBisieT coOON TpeXMEepHBIH Koopau-
HallMOHHBIA TOJTUMEDP, B KOTOPOM aTOMBI Kalusl 0Opa3yloT 3Ur3arooOpasHbIe
Henodku. Mexay coboil kax/ple J1Ba aToMa Kajaus B LIENIOYKE CBSI3aHbI [100OYeE-
penHO ByMsI MOCTHKOBBIMU aToMaMH O(;), NPUHAIICKAIIUMU ABYM MOJEKY-
naM yuranna A u B (puc. 1) u gsyms atomamu Oy, OUH U3 KOTOPBIX IPUHA-
JEKUT JUTaHAY A, a BTOPOW — TpeThbeMy opranuyeckoMmy anuony C. [lomoi-
HUTEIIBHO KaXKABI aTOM KaJlWsd KOOPAMHHUPOBAH ABYMs aToMaMu Ny U N,

Puc. 1. HezaBucumMas 4acTb 3J€MEHTAPHOM S4EeHKU ¢ HyMepalel aToMOB B CTPYKTYpe
KanueBol conu 3a
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Puc. 2. KoopnuHanuoHHas cdepa aToMa Kaiusi B cojiu 3a

~7

Puc. 3. Oprannueckuil aHuOH cosd 3a, KOOPAUHUPOBAHHBII YEThIPbMs KATHOHAMU KaJlUsl
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LMAHOTPYTI, OJWH U3 KOTOPHIX MPUHANISKUT JUranay B, a Bropoil — yeTBep-
tomy nurangy D. Takum oOpa3om, KaxIIplii aTOM KaJlisl CBSI3aH IIECTBIO KOOP-
JUHALIMOHHBIMHU CBA3SIMH C YETBIPHMS MOJIEKYJaMHU OPTaHH4eCKOTo JIMTaHIa
(puc. 2). B cBoro odepenpb, KaXIbplii OpraHUYeCKUil aHMOH KOOPAMHUPOBAH C Ye-
THIpbMsI KaTnoHamu kanus (puc. 3). KoopnunanuonHas cdepa aroma kamnus —
CHJIBHO MCKa)XKeHHBIA OKTa’Ap (3HaueHHs BaJeHTHhIX yrioB N-K-O, O-K-O,
N-K-N Bapeupyrotcs B penenax 65.8—153.5°). B ocHoBanuu okTa’apa jexar
aroMel Oy u Oy Mranaa A, a taxxke atoMel Oy 1 N3) turanna B. B akcuans-
HBIX HaIpaBJICHUSIX aTOM Kajaus KoopauHupoBaH c¢ atomamu Oy nuranza C

u Ny muranga D.

Jnunbl cBsaseii (/) B cTpyKType KajaueBoi cou 3a

Tabnuma 1

CBs13b LA CBs13b LA
K1a=Ogp) 2.658(1) K1a~Nga) 2.799(2)
Kia-Oea) 2.855(2) KOs 2.901(1)
Niay=Coon) 1.383(2) NaayCaa) 1.401(2)
NaayCion) 1.469(2) Naa—Cisa) 1.149(2)
NeaayCara) 1.149(2) Oaay-Coa) 1.248(2)
Oay=—Caza 1.210(2) Oar—Ciza 1.324(2)
Oiay—Casa 1.457(2) CaarCea 1.408(3)
Caar—Ceen 1.414(3) Cear—Caa 1.373(3)
ConCana 1.384(3) CuaayCesa 1.374(3)
Cisar—Cen 1.407(3) CioarCaa 1.453(2)
Caar—Cea) 1.388(2) Caar—Casa) 1.448(2)
CisarCon) 1.436(2) CsarCza) 1.499(2)
Caoa—Caia 1.497(4) CuzayCaaa) 1.479(4)
CasarCara) 1.409(3) Casar—Cea) 1.411(2)
KaeNes) 2.821(2) KeOgp) 2.929(2)
NiyCoon) 1.379(2) Nasy~Cas) 1.401(2)
Na—Coios) 1.472(2) Nep—Coiop) 1.148(2)
Nap—Cars) 1.150(2) O(5—Cpn) 1.249(2)
Ocny~Cazsp) 1.212(2) Ogey~Ca2s) 1.320(2)
Oar—Casp) 1.458(3) CaeCes) 1.405(3)
Ca—Csn) 1.412(3) Ces—Cas) 1.376(3)
CiyCup) 1.379(3) Cupy—Cesn) 1.377(3)
Cise-Ceen) 1.410(3) CisCem) 1.456(2)
Cimy-Cse) 1.386(2) CemyrCass) 1.452(2)
CiseCos) 1.437(2) CeseCazs) 1.497(2)
Caosy—Cam) 1.504(4) Ca3p—Cian) 1.492(5)
Causey~Carn) 1.406(3) Casey—Casp 1.413(2)
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BasieHTHBIE YIUIBI (®) B CTPYKTYpe KaJaueBoii coyn 3a

Tabnuma 2

860

Yron , Tpaj. Vron , rpaf.
Owey K147 Nga) 138.60(5) NiayKiayOea) 69.67(5)
CoaNua—Caa) 122.1(2) CoayNaarCoa) 117.7(2)
CauayNaay—Coa) 120.2(2) Cu7ay-NaayKaay 138.0(2)
Ca2a7OarKaa 126.7(1) C2a-O0ca-Casa 118.1Q2)
NiayCaayCea 120.7(2) NaayCaayCeoa) 120.2(2)
C2aCi1aCea) 119.1(2) Ci3a-Cpeay—Ca) 120.8(2)
CayCiayCua) 120.7(2) CisaCuayCaa) 119.3(2)
CuayCisaCeea) 122.1(2) Cisa-Cea—Coa) 117.9(2)
CisayCayCoa) 122.8(2) CuayCeayCaa) 119.3(2)
CsaC7aCasa) 122.1(2) Ca-C7aCea) 117.4(2)
CusayCaa—Cen) 120.5(2) C7aCsayCoon) 123.3(2)
CaarCsa—Caza) 122.3(2) CoaCsay—Caaa) 114.0(2)
OaayCayNia) 120.4(2) OayCoaCisa) 122.2(2)
NaayCoay—Csa) 117.2(2) NaayCaoa-Caiay 112.0(2)
O@ay-Ca2a7-Oga) 123.3(2) O@arC2a-Cesa) 125.8(2)
Oiay-Caz2ayCea) 110.9(1) OiayCaszaCaaa) 107.7(2)
CararCasay—Casa) 116.1(2) CarayCasar—Ceaa 120.2(2)
Caea—Casay—Caa) 123.2(2) Neay—CasayCasa) 177.7(2)
NiaayCazayCasa) 177.5(2) NeryKp)-Oes) 66.33(5)
CosNup—Cas) 122.2(2) CoyNs—C(i0m) 117.9(2)
CaryNapy~Cos) 119.9(2) CamyNeieyKap) 141.6(2)
Cazpy-OesyKp) 128.9(1) Ca2mOcry—Casp) 116.5(2)
NueCusy—Ces) 120.8(2) Nae~Cusy—Cisn) 120.0(2)
C2~CsyCsp) 119.2(2) Ciey~Csy—Cap) 120.6(2)
CByCiyCup) 120.8(2) Ciey~Cusy—Cesp) 119.7(2)
Cus)—C(sByCesp) 121.5(2) Csy~Ces—Caip) 118.2(2)
CsBy~Cie8C7m) 122.2(2) Cuey—Cs8~Cn) 119.5(2)
Cs8~C7~Cisp) 121.7(2) Cs8~C(78C(sB) 117.2(2)
Cusey~Cae—Ceen) 121.1(2) C78~CseCop) 123.3(2)
Cey~Cspy—Czp) 122.7(2) Ciomy—Csp—Co128) 113.6(2)
OuCosyNs) 120.6(2) Oy~Cor—Css) 122.0(2)
NasyCpr—Csp) 117.3(2) Nay~Caory—Cip 112.4(2)
O@y—C128-Ogp) 123.5(2) O@y—C128Cesp) 125.1(2)
Ory—C28~Cisn) 111.4(2) O@p—C3py—Cap) 107.5(3)
CamyCas—Cen) 116.2(2) Camy~Casey-Com) 120.3(2)
Cues)-Cusey—Com) 123.1(2) Neny~Caeny—Ciss) 177.4(2)
Napy-Camy—Case) 177.2(2)




B He3aBucuMOll 4acTu 3IE€MEHTApHOM SYEHKU HAXOAATCA JBa KaTHOHA Ka-
JUS W JBa OpraHndeckux aHuoHa A u B (puc. 1). bunuknmueckuit pparmeHt
OPraHMYECKOro aHMOHA TIOCKUiA ¢ TouHocThio 0.02 A. Vinunenue cesiseit Oy
C) [1.248(2) B Monekysie A, 1.249(2) A B monekyse B] u C7-Cs) [1.388(2) B A,
1.386(2) A B B] 1o cpaBHeHHIo ¢ uX cpeHUMM 3HadeHHaMH 1.210 u 1.332 A,
COOTBETCTBEHHO, [4] mpu onxHOBpeMeHHOM YykopoueHuu cBsizell C—Cs)
[1.448(2) B A, 1.452(2) A B B] u C-Cp [1.436(2) B A, 1.437(2) A B B]
(cpennue 3Hauenns 1.510 u 1.455 A cooTBeTCTBEHHO), a TAKXKE TO, YTO ATOMEI
Ca, Casy, Caey u C7) n€XaT B OJHOH IIIOCKOCTH, IIO3BOJIET IPEACTaBUTH
CTpOCHHE aHMOHA HCCIIETYEMOM CONM KaK Pe30HAHCHBIM TMOpHI ABYX KaHOHH-
YEeCKUX CTPYKTYP 3 U 4 C IPEenMYLIECTBEHHBIM BKIa0M 1,2-auruapogopmer 3.

OTUIbHBIM 3aMecTUTENb IpU aToMe N(j) pacloyIOKEH NEPIeHAUKYIIIPHO
IJIOCKOCTH XHHOJIOHOBOTO (parmenTta [TopcuonHble yriibl Co—N—Co—Con)
98.7(2) B A 1—99.3(2)° B B]. OTTankuBanue MeXIy aToOMaMH BOJOPO/Ia dTUIIh-
HOM TpyNmbl U aToOMaMH OWLMKIA [YKOpPOYEHHbIE BHYTPHUMOJEKYJSPHbIE KOH-
TakThl H(j0a)...C2) 2.58 B A u 2.60 B B (CymMMa BaH-[ep-BaalbCOBBIX PaJlyCcOB
2.87 [5]), H(lOa)- ..H(z) 203BAun2.078B (234), H(lOb)-- .0(1) 231BAun227 A
B B (2.46 A)] obycnosnusaer, mo-suauMomy, ymiuHenue caszeit Ni—Co
1.383(2) B A, 1.379(2) 8 B u N(;)~C(;y 1.401(2) A B A u B 1o cpaBHeHuIo ¢ uX
cpenanvu 3HadeHusMuy 1.347 u 1.371 A coOoTBeTCTBEHHO.

OTTankuBaHUE MEXIY NPOCTPAHCTBEHHO CONMKEHHBIMH 3aMECTUTENISAMU
nipu atomax C7, u Cg) [ykopouennbie KoHTakThl Ns)...C(123.13 BAu3.11 A B
(3.21 A)] npuBoauT K pa3sBOPOTY 0OOMX 3aMECTHTENEH OTHOCHTENBHO TIOCKO-
cty ounmknmyeckoro ¢parmenra [TopcuonHble YIIbl Co—Cg—C127-0) 68.5(3) B
An —724(3)0 B B, C(g)—C(7)—C(15)—C(17) 293(3) BAWU —289(3)0 B B] DTUIIbHAs
rpymnma ciIoKHO3(QUPHOTO 3aMECTUTENsI HAXOMUTCS B ap-KOH(opMaluu OTHO-
CUTENBHO CBS3EH C(lz)—C(g) n C(12)_O(3) [TOpCI/IOHHble YTJIBL C(13)—O(3)—C(12)—C(g)
—1773(2) BAUu 1778(2)0 B B, C(lz)—0(3)—C(13)—C(14) —1796(2) BAWU 1746(2)0
B B]. B kpucramie oOHapykeH MEXMOJIEKYJISIPHBIH YKOPOUEHHBIH KOHTAaKT
H(lOc)-- .C(4a) (x—l,y, Z) 2.82 A

Takum o00pa3oM, NPOBEAECHHOE HCCIEIOBAHUE I[O3BOJSET OJHO3HAYHO
WCKJIIOYUTh BO3MOXKHOCTh THApATallUd HUTPWIBHOM TPyNNBl B aMUAHYIO Ha
Ha4yaJIbHOM CTaJMM CUHTE3A.

Hutpunsl — ycToM4uBBIE K TUAPOIU3Y coeauHeHus. I ux npespalieHus B
aMHUIbl, Kak MpaBUJIO, HEOOXOIMMBI JOCTAaTOYHO JKECTKHE KHCIbIE WIN
iesnouHble ycinoBus. [Ipu moakucineHnu BOAHBIX PacTBOPOB KaJHEBBIX cojieil 3
MpHCOeINHEHNE BOJBI TPOUCXOAUT HEOOBIYHO JIETKO. DTOT (haKT BIIOJIHE COTJIa-
CyeTcsl C IMPEJCTaBIEHHEM O TOM, YTO TEepBOHAYAIBHO 00pa3yloIuecs XHWHO-
JUIIMAIOHOHUTPUIIBI THAPOIM3YIOTCS B TayTOMEPHOW KETEHUMHHHOW (opme
[3]. Tem HEe MeHee, MPHUBOIANIME K KapOOKcamMuaaM peaklid KETCHHMHUHOB
C BOJIOM, KaK WM3BECTHO, MPOTEKAIOT MEJICHHO [6], MO3TOMYy TOdYHEe OyaeT
TOBOPHUTH O TOM, YTO OBICTPOW T'HpAaTAlMU TOJABEPTalOTCs BHICOKO PEaKIUOH-
HOCTIOCOOHBIE KETEHHMHMHHEBBIE CONM 5, TIOCKOJNBKY CHHTE3 MPOXOAWT B KH-
cJIoi cpene.

B XWMWUM HUTPWIOB XOpOIIO HM3BECTHA CIOCOOHOCTH OOpPa30BABIIMXCS
aMHUIOB THAPOJIU30BAThCS 1O KHCIOT TOpas3no ObIcTpee IepBOil craauu
mporiecca, T. €. THApaTalyuy HUTpHiIa B aMua. VIMEHHO mo3TOMy MpeBpalieHne

HUTPWIOB B aMHJBI 0€3 MOCIEAYIOMIET0 WX THUAPOIHN3a B KHUCIOTHI MPOBOJIST
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B CIIEIUANIBHBIX YCIOBHSIX (B KOHICHTPUPOBAHHOHN cepHON mim monmdochop-
HOM KucioTe, 00paboTkol TpudTopuaIoM OOpa B YKCYCHOM KHCIOTE U T. 11.) [6].
[Tpu mosy4eHUH NUAHAIIETAMUIOB 2 HUKAKUX OCOOBIX MPUEMOB He TpeOyeTcs.
XpomarorpaMuecKuii KOHTPOJIb ITOKAa3bIBAET, YTO COJCpKaHHE OCHOBHOTO
BEIISCTBA B HEOYMILEHHBLIX coeauHeHusx 2a,b cocraBiaser 98.7 m 99.1%,
COOTBETCTBEHHO, TOTJA KaK CJEIbl TEOPETHYCCKH BO3MOXHBIX IMpUMeEceH —
XUHOJIMIIIIHAHYKCYCHBIX KHCIIOT 6 — He 0OHApyIKCHBI.

SKCHHEPUMEHTAJIbBHASI YACTb

Criexpsr SIMP 'H CHHTE3HPOBaHHBIX COCIMHCHHIT 3amicaHBl Ha mpuGope Varian Mercury-
VX-200 (200 MTI'm), pactBoputens AMCO-d¢, BHyTpennuit cranmapt TMC. Xpomaro-macc-
CIEKTpbl LUAHALICTAMHIOB 2 3aperucTpupoBaHbl Ha crekTpomerpe Agilent 1100 LC/MSD,
cnoco6 monm3auuu APCI (xuMuueckas MOHM3aLus Ipu atMocdepHoM naBieHun). [lapamerpsl
xpomarorpaduueckoi KoaoHkH: aauHa 50 MM, nuamerp 4.6 MM, HemoBmxkHas (aza — ZORBAX
Eclipse XDB-C18, pactBopurenb — BOAHBIA auneTOHMTpHI, nojakucieHuslii 0.1% Ttpudrop-
YKCYCHOW KHCIIOTBI, IPaJIMEHTHOE 3JIFOUPOBAHHE, CKOPOCTh MOaYM PacTBOPUTENs 2.4 MiI/MHH.

KanueBasi coyib 4-IMUHAHOMETHII-2-0KCO-3-3TOKCUKAPOOHMI-1-3THII-1,2-TUTrMAPOXHHO-
guHa (3a). K pactBopy 2.79 r (0.01 mouss) stmioBoro s¢upa 2-okco-4-xjop-1-atui-1,2-1u-
THAPOXUHOIMH-3-KapOoHoBOH kucioTsl (1a) B 15 Mt JIM®A npubasmsior 0.72 r (0.011 mouns)
ManoHoHuTpHIa, 2 T K,CO;5 u nepememmsator 3.5 4 npu 50 °C. Oxnaxkzparor, npubdasisior 50
Mi amneroHa H GuiIbTpyroT. Ocalok Ha (QHUIBTPE HECKONBKO pa3 INPOMBIBAIOT AaI[ETOHOM.
PactBopu-tenu u3 puibTpara OTTOHSAIOT B BakyyMe. OCTaTOK CHOBa pacTBOPSIIOT B aIleTOHE, IPH
HEOOXOIU-MOCTH (DUIBTPYIOT, IMOCJIC Yero KOHEYHOE COEAMHEHHE OCaKNAI0T T'eKCaHOM HIIH
s¢upoM. BermenuBimmiics XKenThIif 0cagok coir 3a OTGHUIBTPOBEIBAIOT, IPOMBIBAIOT TEKCAHOM
mw 3¢upoM, cymar. Bexox 2.95 v (85%). T. mn. 263-265 °C. Monokpuctamnsl aiast PCA
MOJYYeHBl KpHcTaum3anueid u3 aunetona. Cnexrp SIMP 'H, &, M. o (J/, T'm): 8.48 (1H, n. n,
J=83uJ=15,H-5);754 (1H, 1. 1, J=77uJ=15,H-7); 742 (1H, n. n, J=8.6 n J=1.1,
H-8); 7.14 (1H, 1. 1, J= 7.5 u J = 1.4, H-6); 4.15 (4H, m, NCH, + OCH,); 1.22 3H, 1, J = 6.9,
OCH,CH;); 1.12 (3H, T, J = 7.1, NCH,CH;). Haiineno, %: C 58.89; H 4.15; N 12.17.
C17H14KN303. BBI‘H/IC.]'IQHO, %: C 5877, H 406, N 12.09.

KanmeBasi cotb 4-1UIMaHOMeTHI-2-0KcO-1-ponuI-3-3TOKCUKApPOOHMII-1,2- AU NIPOXH-
HomHa (3b). Ilomyuator anamormuHo. Beixom 3.28 r (91%). T. mn. 247-249 °C. Crnektp
SIMP 'H, 8, m. 1. (J/, T): 8.46 (1H, n. n, J=8.4uJ=1.5,H-5); 753 (I1H, 1. 1, J=79uJ=1.2,
H-7); 7.41 (1H, o. n, J=8.6 n J= 1.0, H-8); 7.13 (1H, 1. 1, J= 7.4 u J = 1.3, H-6); 4.14 (2H, x,
J= 1.0, OCH,); 4.05 (2H, T, J = 8.1, NCH,); 1.56 (2H, m, NCH,CH,); 1.21 (3H, 1, J=7.0,
OCH,CHs); 091 (3H, 1, J = 7.5, NCH,CH,CHs). Haiineno, %: C 59.94; H 4.60; N 11.56.
ClgHmKN303. BbILII/ICHeHO, %: C 5982, H 446, N 11.63.

ITUI0BBII 3up 4-(KapoaMOMIIMAHOMETIT)-2-0KC0-1-3THI-1,2-AMT UAPOXUHOJINH-3-Kap0o-
HOBOIi kmciaoTel (2a). PactBop 0.35 r (0.001 momp) cooTBercTByIOLIEH KanueBoi comu 3a
B 5 mut Boawl noakuciisitoT HCI 1o pH 4 1 oCcTaBisIOT B BHIIAPUTEIBLHON YallKe MPH KOMHATHOU
Temreparype 10 moiaHoro Beicsixanus. s ynanenust KCI octatok 06padaThBaloT 5 MJI CyXOoro
alleToOHa U 4epe3 HECKOJIBKO YacoB OT(QMILTPOBBIBAIOT. OCTaTOK Ha GUIBTPE NPOMBIBAIOT CYXUM
alleTOHOM, II0CJIE€ Yero pacTBOPUTENb M3 (uibTpara yIalsioT. XpOMaTo-Macc-CIIEKTPOMET-
pUYECKOMY HCCIIEIOBAHHMIO IMOABEPralOT CHayaja HEOUYHMIIEHHOE, a 3aTeM IepeKpHUCTal-
JIM30BaHHOE W3 JTAHOJA COCIVHEHHE B CPaBHEHHMHU C 3aBeJoMbIM obpasuoMm [3]. Coxmepikanue
OCHOBHOTO BemiecTBa B obpasiie ¢ 98.70% Bo3pactaet mo 99.96%. Macc-cniektp, m/z (Iyy, %):
285 [M—CONH,+H]" (97), 282 [M-EtOH+H]" (15), 213 [M—CONH,-COOC,H,+H]" (100).

ITuiaoBbli 3¢pup 4-(kapéaMomIMaHOMeTH)-2-0KC0-1-mponni-1,2-TUruIpoXuHOJINH-3-
Kap0oHOBOH KHCJIOTHI (2b) momyyaroT u3 KanueBoil conu 3b U HCCIEayOT MO cXeMe Mpeabl-
nqymero mpumepa. CojepikaHHEe OCHOBHOTO BEIECTBA B HEOUHIIEHHOM O0paslie COCTABIAET
99.12%, B mepeKpHCTAUIN30BaHHOM M3 dTaHoNa — 99.94%. Macc-cuektp, m/z (Lo, %): 299
[M—CONH,+H]" (95), 296 [M—EtOH+H]" (17), 227 [M—CONH,-COOC,H,+H]" (100).

Kpome Toro, momyueHHble LHaHALETaMHUAbI 2 JOMONHHUTENBHO HACHTU(DUIMPOBAHBI IIO
crnekrtpam SAMP 'H, a Taxxe mo OTCYTCTBUIO JACIPECCUU TEMIIEPATyp IJIABJIECHUS CMELIaHHbIX
po0 ¢ 3aBegoMbIMH 00paszuamu [3].

PentreHocTpykTypHOe HcciaenoBaHue. KpucTamibl KaiueBod coid 3a MOHOKIMHHBIE
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(ateton) mpu 20 °C: a = 13.926(1), b = 19.033(1), ¢ = 14.118(1) A, B = 118.47(1)°,
V'=3289.6(3) A’, M,=347.41, Z = 8, npoctpancTBeHHas rpynma P2,/n, dy., = 1.403 t/em’,
w(MoKa) = 0.343 mm ', F(000) = 1440. TlapaMeTpbl dIeMEHTAPHON SYEHKH M HHTCHCHB-
HoctH 17612 orpaxenuit (7523 He3aBucuMbIX, R;, = 0.035) m3mepensl Ha audpakromerpe
Xcalibur-3 (MoKo-u3nyuyenune, CCD-nerexTop, TpadUTOBEI MOHOXPOMATOpP, ®-CKaHUPOBAHHE,
20max = 55°).

CrpykTypa pacmuppoBaHa OpsSAMBIM MeTOAOM 10 Komiuiekcy mporpamm SHELXTL [7].
INonoxkeHust aTOMOB BOJOPOJA BBISBICHBI U3 PA3HOCTHOTO CHHTE3a 3JIEKTPOHHOM IIOTHOCTH U
yTO4YHEHBI H30TporHO. CTpyKTypa yTOYHEHa IO F* nonHomarpuudeiM MHK B anuzorponHom
MPUOIIDKEHUN IS HEBOAOPOIHBIX aTOMOB 10 WR, = 0.112 mo 7495 otpaxkenusam (R, = 0.047 no
5503 orpaxenusm ¢ F>4c(F), S = 1.046). Tlonnas kpuctamiorpaduyeckas nHoOpMaIys
nenonupoBana B KemOpummkckom OaHke CTpyKTypHBIX AaHHBIX (nemoHeHT Ne CCDC 296936).
MerxaTOMHBIE PACCTOSIHUSA U BaJICHTHbIE YIJIbI IPEACTABICHBI B Ta0M. 1, 2.
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