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. B. Ykpaunen*, A. A. Tkau, B. B. Kpasuosa, A. B. Typos®
4-TUIPOKCUXUHOJIOHBI-2

151.* O PEAKIIMA
2-OKCO-4-XJIOP-3-9TOKCUKAPBOHWJI-1,2-TUTUAPOXUHOJIMHOB
C n-TOJYOJICYJb®OHUITUAPAZNIOM

Peakumust stmnoBoro s¢upa 1-meTmi-2-okco-4-xiop-1,2-IUruIpoXUHONINH-3-KapOOHOBOM
KHCIIOTHI ¢ n-ToiyoncyibdonmruapasugoM B cucteme JMCO/K,CO; npn KOMHaTHOH TemIre-
paType NpUBOAMT K 00pa3oBaHHIO S5-MeTHI-2-(Toiyon-4-cynbdonumn)-1,2-muruapo-SH-mpaso-
110[4,3-c]xuHonuH-3,4-110Ha, aJKWIKPOBAHUE KOTOPOTO STWIMOAUAOM aaeT 1N-aTun3amelneH-
HOE IIPOU3BOJHOE.

KuroueBble cioBa: 1,5-guruaponupasonol4,3-c|xunonuH-4-0HbI, 2-0kco-4-xm0p-1,2-aurua-
POXHHOJHH-3-KapOOKCHIIATHI, 71-TOYO0JICYIbOOHMITHAPA3U, anKkuuposanue, PCA.

Peaknnst »trnoBeIx 3¢upoB 1-R-2-okco-4-ximop-1,2-AuruapoXnHOIHH-3-Kap-
OOHOBBIX KHCIOT C A-TONYOJICYIb(QOHMITHAPA3UIOM BeChbMa YyBCTBUTENbHA K
BHEIIHUM YCJIOBHSM, KOTOPBIE W ONPEACISAIOT €€ TPOTeKaHne B TOM WM WHOM
HampaBleHnH. Tak, HampuMmep, TOCiIe MPOBeAeHUsT cuHTe3a B 96% 3TaHoIe C
XOPOILIMMH BBIXOJAMHU TOJYYEHBl S-3aMelleHHble 3-TUApPOKCH-1,5-aurunpo-
nmpa3ono[4,3-c]xuHonuH-4-0HbI [2], TOorma Kak B OE3BOMHBIX PacCTBOPHUTEIX
HEOKHIAHHO O0pPa3yroTCs 4-TO3WIPONU3BOIHBIE COOTBETCTBYIOIMUX 2-0KCO-3-
ATOKCUKApOOHUI-1,2-muruapoxuHOMHHOB [3]. W 3TO TIpm TOM, YTO M3HAYAIEHO
MPEIOIarajJoch BCETro JUIIb 3aMEHUTHh aTOM XJIOpa B MCXOJHBIX 4-XJIOPXHHO-
JIOHAaX Ha BOJOPO/I IyTEM IIPEBpAIeHNs MX Ha NMepBoi ctaanu B -N-reTapui-
3aMeIIeHHbIE TO3WITHAPAZUABl C TEM, YTOOBI IOCIE IIEIOYHOTO THIPOIH3a
BBIUTH B KOHEYHOM HTOTE Ha IEJEBBIC 2-0KCO-1,2-MUTHAPOXUHOINH-3-KapOo-
HOBBIE KHCIOTHL. [locKombKy B 000WX yHOMSHYTHIX BBIIIE€ CIy4asX PEaKIiH
MIPOBOJAMIIN B KUIISIIMX PACTBOPHUTENSAX, YTO, BO3SMOXHO, H TIOCTYXHIIO TTPHYIH-
HOM Oojee TIyOOKHMX CTPYKTYPHBIX IIpeoOpa3oBaHUi, YeM OXXHIaI0Ch, TO
BIIOJIHE 3aKOHOMEPHOW IIPENICTABIIACTCS TMOMBITKA OCYIIECTBUTh CHHTE3 B
CPaBHUTENIFHO MSTKHUX YCJIOBHSX, B YACTHOCTH NPH KOMHATHOH TemrepaType.
Nzywyaemass peakiusi W B KHUITAIIUX DPACTBOPUTENSAX HE OTIMYAIACh BBICOKOM
cKopocThio [2, 3], modTOMYy IpH KOMHATHOW TEMIIEpaType €€ YCICUTHOE
MPOBEZICHHE BO3MOXKHO TOJIBKO TIOCJTE YCHIJICHHS HYKIEO(DHIHHBIX CBOICTB
aTOMOB a30Ta A-TOIYOJICYTbOOHUITHAPA3HIA, YTO MOXKET OBITH JIETKO TOCTHUT-
HYTO JeWCTBHEM OCHOBAaHHMH B alpOTOHHBIX OWITOJISIPHBIX PAaCTBOPHUTENSAX H, B
repByto ouepens, B JIMCO [4].

OmHako, Kak OKa3ajoch Ha TPAKTHKE, ATHIOBBIH 3¢up 1-MeTHiI-2-0Kco-
4-x7m0p-1,2-mUruapoXuHOINMH-3-KapOooHoBo# kucioTel (1) ¢ n-Tomyoncymbdo-
HUJTHIPA3UIOM ITPU KOMHATHOU TeMiiepaType naxke B cucteme JJMCO/K,CO3

* CooGmenne 150 cm. [1].
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pearupyeTr JOBOJILHO MeUIEHHO. TeM He MeHee, MPOMYKT 3TOM peakuuu ObLI
BBIJIEJIEH W, MO JAHHBIM crekTtpockonuu SAMP 'H, B ero CTPYKTYypE YETKO
OIIPENENSIOTC XUHOJIOHOBOE AP0 M A-TOJNYONCYIb(OHWIBHBIA (parMeHT.
A BOT CHUTHAJIBI, IPUHAIJISKAIINE TPOTOHAM ITOKCUKAPOOHMILHOM TPYTIITBI HITH
TUAPA3UIHOTO OCTaTKa, B CIEKTpe OTCYTCTBYIOT. B cnexrpe AMP Bc
HaOmronaroTesa 16 OTHENbHBIX CUTHANIOB, CIIEAOBATENBHO, C YYETOM MAarHUTHOM
SKBUBAJICHTHOCTH [BYX IMap aTOMOB yIJiepoAa n-AU3aMEIICHHOTO apOoMaTH-
YECKOT'0 KOJIbLIA, MOXKHO yTBEPKJaTh, YTO BCErO B COCTAB CUHTE3MPOBAHHOI'O
coearHeHus: BXoaaT 18 atomoB yriepoaa. [lomyueHHoil WHpOpManuu SBHO
HEJOCTaTOYHO JUIsl OJHO3HAYHOIO YCTAHOBICHUS HU3Y4aeMOU CTPYKTYpHL,
MO3TOMY HaMu OBIJIO MPENUPUHITO €€ NOMOJHHUTENFHOE HCCIIEIOBaHUE METO-
JIOM TETEPOsAICPHON BCc-'H crnekTtpockonuu. IIpu 3TOM 11 OTHECEHUd
CUTHAJIOB MPOTOHHMPOBAHHBIX aTOMOB yriiepojia mociaykuin crektpsl HMQC,
T03BOJIAIONIME BHIABHTH CIIMH-CIIMHOBBIC B3aumMoneiicteus C—'H yepes OfHYy
XUMUYECKy1o cBsi3b. Metoguka HMBC, ucnonb3oBaHHas Uil UHTEPIIPETAIIUU
CUTHAJIOB YETBEPTUYHBIX aTOMOB yTJIEpOAd, JAET BO3MOKHOCTh BBISIBUTH CITMH-
criHOBBIe B3ammoseicTus C—'H yepe3 2-3 cBsa3u. Baxueimme koppe-
nmsaurn HMBC u cnenaHHble HA UX OCHOBE OTHECEHHS! CUTHAJIOB B YIJIEPOJIHOM
CIEKTpe MPOAYKTa peakiuy XJop3ameuieHHoro s¢upa 1 ¢ n-Tonyomncynbdo-
HWITHAPA3UIOM IMOKa3aHbl Ha cxeme. [loiHbIl CHHCOK BCEX HaMJEHHBIX
KOppensnuii npuBesicH B Tabm. 1.
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Tabnuma 1

I'ereposinepuble "H-"C KOppeJIsiiuM,
Haiigennble 1151 1H-nupasonoxunonnna 2

A, M. 1 HMQC HMBC
7.91 122.6 150.4, 140.9, 130.7
7.77 1275 144.4,127.5
7.46 130.7 140.9, 122.6
7.28 130.0 137.3, 130.0, 127.5 (c11.), 21.6
7.23 115.9 122.0, 116.9
7.15 122.0 116.9
331 28.2 160.7, 140.9, 115.9 (ci1.)
2.26 21.6 144.4, 137.3, 130.0

Hnst aByX yrnepoanbsix curdaioB — 90.9 u 165.3 M. A. — KOppensiuuu ¢ npo-
TOHHBIMH CHTHaJlaMd HalTH Tak M HE YAaJoCh, OAHAKO II0 AHAJOTHU C
OpEeAbIAYIIUMU UCCIEAOBAaHUSAMU [5—7] MEpBbIM U3 HUX MBI OTHECIH K aTOMy
C(3) XMHOJIOHOBOTO $7Ipa, a BTOPOH — K KapOOHMIBHOMY aTOMy YIJepoja, 10
peaKkury BXOIAIIEMY B COCTaB CIOXHO3(UPHOW rpynmupoBku. Takum oOpa-
30M, KOppensuuoHHas reteposiaepaas “C—'H crexrpockonust SIMP moxrsep-
KIAeT HaJMYME B HMCCIECAYEeMOM 00pasle XHHOJIOHOBOTO M 71-TONYOJICYIb(O-
HWIBHOTO (parMeHTOB. M TeM He MeHee, HAJEKHO [0Ka3aTh CTPYKTYpy B
LEJIOM 3THM METOAOM MBI HE CMOIJIH, TOCKOJBKY CBSI3aHHOCTH YKa3aHHBIX
(parMeHTOB €€ MOJIEKYJIbl C TIOMOIIBIO TeTePOSACPHBIX KOPPEIALUIl HUKAK HE
npocnexuBaercs. [IpuunHON Takoro sIBICHHS MOXKET OBITH TOJIBKO HalM4uue
Pa3AeNIONIeT0 MOCTHKA M3 HECKOJIBKUX HEYTJIEPOAHBIX aTOMOB, HO IUIL €ro
UACHTH(PUKALUE OYEBUIHO HYKHBI IPyTUe METOIbI aHAIN3A.

Muoroe Mor Obl HpPOSCHUTH MAacC-CIEKTp, OOHAKO IPH HOHHM3ALUH
3JIEKTPOHHBIM YAApPOM U €r0, K COXaJICHUIO, OJTYYUTh HE YJaloCh — BEIIECTBO
0Ka3aJIoCh HeycTOW4MBBIM. [Ipu mcmonp3oBaHuu Oonee MATKOM XMMHUYECKON
MOJIOKUTEIFHON MOHHU3AaLUHU NPH aTMoc(hepHOM AaBjieHuH nuk ¢ m/z 370 Bce-
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Taku ObUT 3aperucTpupoBaH. Eciam mpeamonoxurh, 4TO 3TO MUK MPOTOHHU-
POBAHHOTO MOJIEKYJIIPHOTO HOHA, a TaKXKe Y4ecTh JaHHbIE CIIEKTPOCKOIUHU
SAMP, TO cHHTE3UpOBaHHOE COENMHEHHE MOYKHO MPEACTAaBUTh KaK 5-MEeTHII-2-
(Tonmyon-4-cynbhonunn)-1,2-muruapo-SH-nupasono[4,3-c[xunonun-3,4-nuon  (2).
[paBaa, u U1 TAKOM CTPYKTYPHI OJMH BOIIPOC OCTaeTCs 0e3 0TBETa — B CIIEKTPE
SIMP 'H ortcyrctByeT curnan mportoHa rpymmsl NH, mpuueM ero Tak u He
yaanoch 3aUKCHpPOBaTh, HECMOTPS Ha MHOTOYHCICHHBIE BapHald C
WM3MEHEHHeM KOHIIEHTPAI[H PaCTBOPOB U MX TeMIIepaTyphl.

Y4uuThIBasi CIOXKHBIIYIOCS CHUTYallMIO, MBI MOMIBITAIMCH YCTAHOBUTH CTpOE-
HUE M3y4YaeMOro BeIIeCTBA IyTEM €ro XMMHYECKOW MOIU(UKAIUH, I Yero
MPOBEJIM alKUIupoBanue dtuuoauaoM B cucreme JIMCO/K,CO; npu KoMHAT-
HOH Temmneparype. Takas onepanus oka3ajaach BeCbMa yAa4yHOH, IIOCKOJIBKY M3
MOJTyYE€HHOT'O ATHIIFHOIO MPOU3BOJAHOTO YIATOCh BBIPACTUTD MOIXOMSIIUIN TS
PCA monokpuctami. B pesynpTare Mbl OJHO3HAYHO YCTaHOBWJIM, YTO UMEEM
neno ¢ 1-atun-5-merun-2-(tonyon-4-cynbhonun)-1,2-nuruapo-SH-nupasosno-
[4,3-c]xunonun-3,4-quoHoM (3). Tpunukianueckuit (QparMeHT B CTPYKType
3TOr0 COEAMHEHUS HE BIOJHE IUIOCKHM (CM. pUCYHOK M Tadix. 2, 3). Yron Mex-
Iy IUIOCKOCTSIMH NHPA30J0HOBOTO LUKJIA U OSH30JBHOTO KOJIbla paBeH 6.7°.
Takylo pehopManvio TPUIUKIMYECKOTO (parMeHTta, MO-BUAUMOMY, MOXKHO
OOBSACHUTH OYEHb CHIIBHBIM OTTAJIKHBAaHMEM MEXIYy AaJlKUIbHBIMH 3aMeCTH-
TEeIIMM M aTOMaMH apOMaTHUYECKOTO IHUKJIa (YKOpPOUYEHHBIE BHYTPHMOJEKY-
JsipHble KOHTaKThl Hy...C(11) 2.46 (cymMMa BaH-Iep-BaallbCOBBIX PaguycoB [8]
2.87), Hpy...Hquie) 2.23 (2.34), Hey...Huwy 2.24 (2.34), Huwy...Cy 2.75 (2.87),
Haig...Coy 2.73 (2.87 ), Hgs)...Cua 2.76 (2.87), Hgsy...Haay 1.99 (2.34),
H(]zb)...C(s) 2.58 (287) u H(lzb)...C(ﬁ) 2.83 A (287 A)) ATOMBI a30oTa B
MUPA30JIOHOBOM [MKJIE HWMEIOT NHPAMUAAIBHYI0 KOH(PHUTYpaluio, CyMMEI
BAaJICHTHBIX YIJIOB, IEHTPUPOBAHHBIX Ha aToMaxX N U N3y, cocTaBisor 333.1 n
343.5° coOTBETCTBEHHO. AHAJIN3 JUTEPATYPHBIX JaHHBIX IMOKa3all, 4To MHpa-
MUJaNbHAs KOH(QUTYpalus aTOMOB a30Ta JOBOJBHO XapakTepHa Ui IMUpa-
30J10HOB [9—11].

Tonuncyns(hOHUIBHBIN 3aMECTHTEIh UMEET MCEBA0IKBATOPHAIEHYIO OPUEH-
tanuio (TopcuoHHbIA yron Ciy—N@2—N3)—S(y 140.8(1)°) n pacronoxeH TakuM
obpaszom, uto cBs3b S(y—O3) HaxoauTcs B KOH(OpPMALMH, MPOMEXKYTOUHOM
MEXIYy Sp U +sc OTHOCUTENBHO CBsA3U Np—N@), a cBiasb Si—Owy — B
KoH(opMaIuu, OJIU3KOH K ap OTHOCUTEIBHO 3TOH K€ CBSI3H (TOPCHOHHBIC YTIIbI
0(3)—8(1)—N(3)—N(2) 320(1) u 0(4)—8(1)—N(3)—N(2) 1604(1)0) TomunpHas rpynmna
pACIONIOKEHA NPAKTHYECKH NEPINEHIUKYIAPHO CBA3H N2—N(3) (TOPCHOHHBIH
yroa Cq4—Say~N@3—N2) —84.3(1)°) n cuiibHO pa3BepHyTa OTHOCUTEIBHO CBS3H
N@3)—-Say  (topenonnslii  yron  Ni—Siy—Cas—Casy  81.9(2)°). OTunbHbli
3aMeCTUTENIb HAaXOIUTCAd B —ac-KOHGOpMaLUKU OTHOCHTENBHO CBs3U C7—Co
(topcnonnslii yron C2)~N)—C7~C(9) —125.0(2)°) u pazBepHYT OTHOCHTEIBHO
ce3u C7-N(o) (topcuonnslil yron C7—-Np)—C2—Cpsy 66.2(2)°). Taxkas
OpPHEHTAUUsl 3TWIBHOW TPYIIbI, BEPOSTHO, AOMOIHUTEIBHO CTAOMIM3MpOBaHA
CabbIM aTTPaKTUBHBIM B3anmogeicTBreM Hjz,)...0p) 2.44 A (2.46 A). Tarxe
B MOJEKyJe |-3Tunmmpa3onoxuHoiIMHAa 3  OOHAapy>KeHbl AaTTPAaKTHUBHOE
B3aumojeicTBue Hiiq)...O) 2.23 (2.46) 1 yKOpOYEHHBIH BHYTPHUMOJIEKYJIAP-
HbI KOHTAKT Hj¢)...Hpoc) 2.30 A (2.34 A).
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CTpOeHI/Ie MOJICKYJIbI 1-3TI/IJ'IHI/Ipa3OJ'IOXI/IHOJ'II/IHa 3c HyMepaLu/Ieﬁ aTOMOB

Takum 00pa3om, Ha OCHOBAaHMHM BCETO KOMIUIEKCA NPOBEACHHBIX HaMH
WCCIIEZIOBAaHUN MOXHO YBEPEHHO KOHCTATUPOBAaTh, YTO MPOAYKTOM pEaKIUU
3THIIOBOTO 3¢upa 1-MeTui-2-okco-4-x0p-1,2-TUruapoXnHOIHH-3-KapOOHOBOI
kucnotsl (1) ¢ n-tonyoncynbdonmiruapasugoM B pactsope JIMCO u B npu-
cyrctBun K,CO; nelictButensHo saBnsercss 1H-nupazonoxunonun 2. Ilepsoit
cragueil ero ¢GopmupoBaHHs, O€3ycIOBHO, MOXHO CUHTaTh oOpa3oBaHHE
B-N-xuHoNmMI3aMemeHHoro To3mwiruapasuga 4. OIHaKO OCTaHOBHTH PEAKIHUIO
Ha JaHHOM [IPOMEXYTOYHOM OJTaleé HE TPEACTaBIsIeTCS BO3MOXKHBIM,
nockonbKy B cucteme JIMCO/K,CO; a-aToM a30Ta 3TOro CoOeIUHEHHS (TOYHEE,
ero N-aHMOHa) TMpeBpamaeTcsi B BBHICOKOHYKICO(PUIBHBIH LEHTP, JErKo
aTaKkyIoWi KapOOHWIBHBIM aTOM yTiepoAa CI0KHOI(UPHOU TPYNIUPOBKH, B
pe3yJbpTaTe 4Yero M MPOUCXOTUT HeoOpaTUMOE 3aMbIKaHHE MUPa30JIOHOBOTO
KOJblIa y>K€ MpU KOMHATHOM Temmeparype. UTo kacaeTcss yIOMSHYTOTO BBILIE
orcyrctBus B crektpe SIMP 'H curmana npotona rpymmsl NH, To Hambonee
BEpPOATHOW MPUUYMHON 3TOT0, OUEBUIHO, SIBIIsETCS cyliecTBoBaHue 1H-mmpaszo-
JIOXWHONMHA 2 B BUAE HECKOJIBKUX TayTOMEPOB C HEOONBLION CKOPOCTBIO
B3aMMHOTO MEepexoa.

[TombITKa yIanuTe TO3UIBHYIO TPyHIy K3 MosieKynsl 1H-nupasonoxunomnu-
Ha 2 IIMTENBbHBIM KumsueHrneM B BogHoM JIM®A u takum oOpazom mpeBpa-
TUTH €r0 B OMHUCAHHBIA paHee S-MeTWI-3-THIpoKcU-1,5-muruaponupaszono[4,3-c]-
XUHONMH-4-0H (5) [2] 3akoHumMIach Oe3pe3yabTaTHO. J[aHHOE OOCTOATEILCTBO
CIy’)KUT yOeAWTENbHBIM JI0KAa3aTeJIbCTBOM BBICKA3aHHOTO HaMH MPEATO-
JIOKEHUST O TOM, 4YTO TPH B3aUMOAEUCTBHU 4-XJIOp-3-3TOKCUKapOOHWMII-
1,2-AUrUIPOXUHOIMHOB C 71-TOJIyOJICYTb(OHMITHAPAZUAOM B KUIISILEM BOAHOM
3TaHOJIE yaJeHNe TO3WIBHOM 3aIUThl MPOMCXOIUT UCKIIOUUTEIBHO
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Junbl cBs3eii (/) B cTpykType 1-3THINHPA3010XHHOIUHA 3

Tabnuma 2

CBs13b LA CBs13b LA
SuOp) 1.417(1) SO 1.418(1)
S(l)_N(3) 1699(2) S(l)_C(14) 1754(2)
Ow=Cao) 1.222(2) OuC 1.210(2)
Noy=Cao) 1.388(2) Noy—Ca 1.398(2)
Noy—Cany 1.471(3) Noy—Cp) 1.389(2)
Ne—No) 1.436(2) Noy-Caa 1.511(2)
Nay=C) 1.445(2) Cu—Co 1.402(3)
CoyCe 1.414(3) Ca—Co) 1.365(3)
CoCu 1.384(3) Cuay—Ces) 1.366(3)
C5—Ceo 1.397(3) Cie~Cer) 1.433(2)
Co—Co) 1.357(2) Cie~Co) 1.435(2)
Co—Cao 1.449(2) Cu2—Cas) 1.507(3)
Cas—Cas) 1.380(3) Cua—Co) 1.380(3)
C(lS)_C(l()) 1400(4) C(lé)_C(17) 1375(4)
Car—Cas) 1.361(4) Cun—Ceo) 1.527(4)

Tabnuma 3

BasieHTHBIe YIUIbI (®) B CTPYKTYype 1-3THIINMHMPA3010XHHOINHA 3

64

Yron , Tpam. VYron , Tpam.
Op=8(1=Ou) 120.5(1) Op-Siy-Ng, 105.9(1)
Ow=Say~Ng) 104.8(1) O@-Say-Ca 110.1(1)
Ow=S1)=Cas) 109.6(1) Ni=Say=Caa 104.7(1)
Cao~Nay—Cqy 123.4(2) CaoyNay=Cay 117.2(2)
Cay~-Nay—Cany 119.4(2) C~NayNg 104.5(1)
C-Ne—Cay) 118.2(1) N-No—Cao) 110.3(1)
NeNe=Ces) 109.6(1) No-Ne-Sa) 115.0(1)
CeNe=Sa) 118.9(1) Nay-Cay-Co 120.2(2)
Neiy=Cay=Cs) 121.5(2) Co—Cay—Cee) 118.3(2)
CeCo—Ca) 120.4(2) CiCorCa 121.3(2)
CCa—Co) 119.6(2) Ciay~C(s-Co) 120.8(2)
CeCo—Ca 119.5(2) Cis~Cie-Cer) 124.6(2)
Cu=Co——Can) 115.8(2) Co-Ciy-Ne 112.5Q2)
Co—Cr—Ceeo 121.4(2) Ny-Ci—Ces) 126.12)
O@=Cis)=Coo) 133.4(2) 0@~CeNg, 122.2(2)
CoCs~Ne) 104.3(1) Cr~Cor-Cs) 108.9(2)
Ca—Co—Cao) 123.4(2) Ce~C~Cao) 127.7(2)
Ouy~Cao~Nay 121.3(2) O1)y~C10y—C9) 124.3(2)
Nay=C0=Coo) 114.3(2) Cu3Cuz—N 113.6(2)
Cas—Caa—Cao) 119.6(2) Cs~Cas=Sqy 120.2(2)
C9~Ca=Sq) 120.2(2) Caay=Cs~Ce) 119.0(3)
Can—Cae~Cas) 121.1(3) Cas~Can—Cae) 118.7(3)
Casy=Can—Ceo) 122.0(4) Cae~Caun—Ceo) 119.3(4)
Can—Cas=Cao) 121.6(3) Cusy—Cao—Cs) 120.1(3)



JI0 3aMBIKaHWsI THpa3oiabHOro IWKiIa [2]. BMecre ¢ TeM, BOIpPOC O TOM,
o0pasyloTcs I B OTHUX YCIOBHUSX (B OTJIIMYME OT TPUBEACHHBIX B JTAHHOM
pabore) B-N-XHUHOIMI3aMEIIEHHBIC TO3WITHAPA3HIBI 4, WK K€ H-TOTYOJICYIIb-
(hoHMATHPA3U] MEVIEHHO THAPOIU3YETC 10 THIpa3HHA, BCTYHAIOIIEro 3aTeM
B pCaKHIO C XJIOPXUHOJIIMHOM, OCTACTCSA OTKPBLITHIM.

SKCHEPUMEHTAJIbBHASI YACTb

Criextpsl IMP 'H u Bc CHHTE3UPOBAHHBIX COEIUHEHUM, SKCIIEPUMEHTHI IO TeTe-
posinepnoii koppensiunt HMQC n HMBC 3apeructpupoBaHbl Ha criekTpoMeTpe Varian
Mercury-400 (400 u 100 MI'tt cooTBeTcTBeHHO). Bee nByMepHBIC SKCIIEpUMEHTHI TIPO-
BOJWIM C TPaJMECHTHOW CENEKIMEH IOJE3HBIX CHUTHAJIOB. Bpems cMEIMBaHUS B WM-
ITyJIECHBIX TOCIIEOBATEIEHOCTAX COOTBETCTBOBAJIO Yey = 140 u 2’3JCH = 8 I'u. Konu-
yecTBO MHKpeMeHTOB B cniekTpax HMQC cocraBuio 128, a B cnekrpax HMBC — 400.
Bo Bcex ciyuasx pacrBopurens [IMCO-dgs, BHyTpennuii cranmapr TMC. Xpomaro-
Macc-criekTp 1H-mupasonoxuHonmHa 2 3aperucTpupoBaH Ha crekrpomerpe Agilent
1100 LC/MSD, cnoco6 monmzauuu APCI (xMMudeckas MO3UTHBHAS WOHU3ALUS MPU
atmocepHoM nasieHun). [lapamerpsl Xxpomarorpaduueckoil KOJIOHKH: aiauHa 50 MM,
nmuametp 4.6 MM, HenoaskHas ¢aza — ZORBAX Eclipse XDB-C18, pactBoputens
BOJIHBINA alleTOHUTPIII, ToAKHCIeHHBIH 0.1% TpupTOpyKCyCHOHM KHCIOTHI, TPAIUEHTHOE
AJIIOUPOBAHUE, CKOPOCTh Mojaauu pactBopurens 2.4 mu/MuH. B pabore mcnonb3oBaH
KOMMepYecKuii n-TonyosncynshoHmaruapasun ¢upmsr Aldrich.

5-Metuna-2-(toayou-4-cyabpouui)-1,2-nuruapo-SH-nupa3zoo[4,3-c|xuHoauH-
3,4-quon (2). Cmecy 2.65 1t (0.01 momp) 4-xnop3amemienHoro 3gupa 1, 1.86 T
(0.01 momp) n-tomyoncynbhoHmITHAPazuaa U 3 T MenakomsMenpueHHOro K>,CO;3 B 20
mi1 IMCO nepememmBaroT 20 cyT Ipy KOMHATHOM Temrieparype. PeakiimonHas cMech
IpH 3TOM TpeBpaiiaercs B reneodpasnyo maccy. [Ipubasistor 100 Mit X0JNOmHOM
BOJIBI, TIOce 4yero noaxucistor pazoasnenHoi (1:1) HCI no pH 5. BeyrenuBummiics
0CamoK OT(QWIBTPOBBIBAIOT, MPOMBIBAIOT XOJOOHON Bomoi, cymar. I[locie
nepekpucrammnzamyu n3 JM®PA nonyyaror 2.62 r (71%) 1H-nupazonoxunonuna 2 B
BHJE GECLBETHBIX KPUCTAILIOB ¢ T. 1. 357 °C (pasn.). Crexktp SIMP 'H, &, m. 1. (J,
I'm): 791 (1H, #. 1, J=7.7uJ=1.6, H-9); 7.77 (2H, n, J = 8.5, H-2,6"); 7.46 (1H, 1. &,
J=178nJ=16,H-7); 7.28 (2H, n, J=8.5, H-3",5"); 7.23 (1H, n, J = 8.8, H-6); 7.15
(1H, t. n, J=7.4 u J= 1.2, H-8); 3.31 (3H, ¢, NCH3); 2.26 (3H, ¢, Ar—CH3;). Cnektp
AMP C, §, M. 1.2 165.3 (Cg)), 160.7 (Cwy), 150.4 (Copy), 144.4 (Cy), 140.9 (Cisa),
137.3 (Cy), 130.7 (C(7y), 130.0 (C3.59), 127.5 (Cz6)), 122.6 (Cg)), 122.0 (C(g)), 116.9
(C(ga)), 115.9 (C(é)), 90.9 (C(3a)), 28.2 (NCHg), 21.6 (AI'—CHg). Macc-cneKTp: m/z ([on-h
%): 370 [M + H]" (100), 137 (15). Haiineno, %: C 58.61; H 4.18; N 11.30.
Ci3H5sN3;0,4S. Breruncneno, %: C 58.53; H4.09; N 11.38.

5-Metua-1-31ua-2-(toayos-4-cyasgonun)-1,2-quruapo-SH-nupa3zoo[4,3-c|-
xuHoauH-3,4-1uoH (3). K pactBopy 3.69 r (0.01 moms) 1H-mmpasonoxuHoNMMHA 2 B
301 AMCO mnpubasmsror 3 1© MenkomsmenbueHHOro K,COs;, 3atem 1.04 mn
(0.013 monb) MoamcTOro dTHNA M nepeMerrBaoT 20 4 MpU KOMHATHOW TeMIeparype,
PEAKIMOHHYIO CMECh pa30aBIISIOT XOJIOIHON BOJIOW U MOJKUCISIOT pa3daBneHHOH (1:1)
HCI no pH 5. BeigenuBuuiicst 0caaok 1-3THIIMTHPa30JI0XMHOIMHA 3 OT()HUIBTPOBHIBAIOT,
IIPOMBIBAIOT XOJIOMHON BomoM, cymar. Beixox 3.69 1 (93%). T. . 246-248 °C (u3
AM®A). Croexktp AMP H, §, m. (/, Tm): 8.22 (1H, 0, J = 8.0, H-9); 7.84 (1H,
1,J=7.6, H-7); 7.77 (2H, 1, J = 8.4, H-2',6"); 7.60 (1H, &, J = 8.8, H-6); 7.42 (1H,
T,J="17.6, H-8); 7.36 (2H, n, J = 8.4, H-3',5"); 4.44 (2H, k, J = 7.2, NCH,CH;); 3.47
(3H, ¢, NCH3); 2.29 (3H, ¢, Ar—CH3); 0.88 (3H, 1, J = 7.2, NCH,CH;). Hatineno, %:
C 60.52; H4.87; N 10.65. Cy0H;9N30,4S. Beraucneno, %: C 60.44; H 4.82; N 10.57.
PentrenocTpykrypHoe ucciaeaoBanue. Kpucramisl 1-3Tmimupa3onoxuHosivHa 3
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tpuxmuaEele (JIM®A), mpu 20 °C: a = 7.527(2), b = 9.596(3), ¢ = 13.758(4) A,
o=280.35(3), P = 83.91(2), y = 79.202)°, V = 959.5(5) A’, M, = 397.44, Z = 2,
mpocTpaHcTBeHHas Tpymmna Pl, dy, = 1.376 F/CM3, p(MoKa) = 0.201 MMfl,
F(000) = 416. ITapameTpsl dIIEMEHTApPHOH SIUEHKN ¥ MHTEHCUBHOCTH 6349 oTpaxeHui
(3313 wneszaBucumbix, Ry = 0.028) m3mepennl Ha mudpakromerpe Xcalibur-3
(MoKa-u3nydyenue, CCD-nerekrop, rpaduTOBBIi MOHOXPOMATOpP, (-CKaHUPOBAHUE,
20max = 50°).

Crpykrypa pacmudpoBana IpsMbIM METOOM 10 KoMiuiekcy nporpamm SHELXTL
[12]. TlonoskeHus: aTOMOB BOJAOPOJA BBISBIEHBI U3 PA3HOCTHOI'O CHUHTE3a 3JIEKTPOHHOM
IUIOTHOCTH M YTOYHEHbI M30TPONHO. CTPYKTypa yTOYHEHA 10 F° TOTHOMATPHUHBIM
MHK B aHHU30TpOITHOM MPUOIMKEHUH I HEBOJAOPOIHBIX aTOMOB 110 WR, = 0.073 mo
3266 otpaxenusam (R; = 0.033 mo 2087 orpakenusim ¢ F >4c(F), S = 0.864).

Ionuast kpucramiorpadudeckas uHboOpMalMs ICHOHUpOBaHA B KeMOPHIKCKOM
0aHKe CTPYKTYPHBIX MaHHbIX — qenoHeHT Ne CCDC 672205. MexaToMHbIC pacCTOSIHUS
Y BAJICHTHBIC YTJIBI MPEJICTABIICHBI B Ta0I. 2 U 3.
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