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[lokazaHo, YTO OKTaruApOAKPUANH-4-KapOOHUTPHI (KapOOKCaMHUa) BCTYHAaeT B PEAaKUUH C COJIAMH ApWIAHA30HHA H JIPYTUMH
JNMEKTPOPHUIBHBIMIA pEareHTaMH B KHUCIOH W HEHTpaJbHOW cpenmax. Peaknmmu mNpOTEKalOT MO METHHOBOMY aTOMy yIJIepoaa c
00pa3oBaHHEM COOTBETCTBYIOIUX 4-(QYHKIHOHAIN3HPOBAHHBIX IPOU3BOAHBIX. YCTAHOBJECHO, YTO IMOJYYSHHBIC a30COCAMHEHHs HpPHU
temneparype 140—155 °C pacnamaroTcs ¢ BbIICICHHEM a30Ta U MPOAYKTOB B3aMOICHCTBHUS 00pa3yIOIINXCs PaJUKAIOB.

o

X =CN, E =N,Ar, Cl, NO,, Aq
"Ph

X = CONH,, E = N,Ar, NO, o

KurwueBbie ciioBa: OKTaruApOakpuanuHbl, COJIb JUA30HUA, aA30COUYCTAHUEC, paauKall, paJUKaJIbHbIE pE€akUuu, peaKuus Snma—

Knunremana, 3JeKTpOQUIbHOE 3aMeICHHE.

Panee Hamu ObUTO OOHApPY)XEHO HETPUBHAIBHOE TIpe-
Bpamenue 5',6',7'.8'-rerparuapo-1'H-cnupo[uKIOreKcaH-
1,2'-xunazomuH]-4'(3'H)-ona (1) B MpOW3BOIHBIE THUAPO-
akpuanHa 2 u 3, oOpa3ymooliuecs B YCIOBUSAX PEAKIUU
Bunscmaiiepa—Xaaka (cxema 1).I 1,2,3,4,5,6,7,8-Okra-
THAPOaKpUANH-4-KapOOHUTpUI (2) JErKo BBIAENAETCA U3
CMECH TPOAYKTOB PEaKIUH IKCTPAKIMEH METAHOIIOM, UYTO
JIENIaeT 3TO COSAMHEHNE BEChMa JJOCTYITHBIM.

[IpenBapuTensHOE UCCIICAOBAaHHE XUMHYCCKIX CBOWCTB
HUTPHUJIA 2 MOKA3aJI0, YTO OH JOBOJIFHO JIETKO BCTYIaeT B
peakliu a30CoueTaHHuss C COJISIMH JHa30HUs, COJepiKa-
IIMH  aKTUBHPYIOILYIO HHUTpOrpymmy.” JlanbHeHmuMu

Cxema 1
H
| N POCI,
NH DMF, rt, 5 days l
CN
1 o A =z
| +
—
N N
CN CHO H CHO
2 (42%) 3 (10%)
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WCCIICIOBAaHUAMHU OBUIO TIOKA3aHO, YTO B PEAKIHIO a30-
COUYETaHUS MOTYT BCTYIIaTh W HEAKTUBHPOBAHHEIC -
430HHEBHIC COJIM, MOMYYCHHBIC W3 TOJNYUAWHA U AHWINHA.
Jlo Hamelf pabGoTel B JyuTepaType OBIJIO OMHCAaHO TPH
npuMepa Moj00HOro B3auMO/ICHCTBUSI, & UMEHHO PEaKLUH
1,2,3,4-teTparupoakpuanua-4-kapoboautpuna u  2,3-nu-
runpo- 1 H-npkioneHTal b | XMHOIMH-3-KapOOHUTpPHIIA C CONISIMH
}II/Ia30HI/I}I.3 B HacTosmeit paboTe Mbl YCTAaHOBUIIM, YTO 9Ta
peaxmys uMeeT o0IIKi XapakTep, a MIPUPOoa 3aMeCTHTEIeH
B apUJIbHOM IIUKJIE COJIEH TUa30HUS MOMKET BapbUPOBAThCS
B IIMPOKOM JMana3oHe, NpHBOAS K 00pa30BaHHIO
nmpoaykToB aszocoderanuss 4a-h c Bexomamu 40-70%
(cxema 2).

HeobOxoauMo oTMeTHTH, 4TO coeauHeHuss 4a—h jerko
BBIJICTSIFOTCS M3 PEaKIMOHHOW cpelpl UM He TpeOyloT
JIOTIOTHUTEIBHOM OYHNCTKH. Takxke, B OTIIMYHE OT OOBITHBIX
YCJIOBUH peakluuii a30couYeTaHus, MPOBOAUMBIX B ILIEJIOY-
HOM cpefie, B cIy4ae OKTaruapoaKkpuIuHa 2 peakLus JIErKo
mporekaer B Kucioil cpene. Ilo Hamemy MHEHHIO, 3TO
oObsCHsIeTCS TayToMepuel cyOcrparta 2, B pe3ysbTare
KOTOpPO#l TeHepupyeTcsi HYKICO(PMIbHBIH eHAMUHHBIN
LEHTP, CHOCOOHBIN MOJBEPraThesl MEKTPOPUILHON aTake
COJIbIO Mra3oHus (cxema 3).
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Cxema 2
NH NS X
2 | NaNO,, AcOH 2
R H,SO, or HCI R 2, AcOH
_— = —_—
R 0°C, 10 min R (:)LSCn:Ir:t
R® R
- = HSO,~ (for 4a—f), X-= CI- (for 4g,h)
Cxema 3

N X
| P - |
N N
CN ) H o e

U3 nHTEpaTypHBIX MCTOUHMKOB H3BECTHO,' 4TO B peak-
LIMIO0 COYETAHUS C COJSIMU JIMa30HMs ¢ 0Opa3oBaHHEM apuil-
THJPa30HOB B MPHUCYTCTBUM OOJBIIOrO H30BITKA OCHO-
BaHUS B OJTaHOJIE MOXET BCTymaTh u (4-HUTpOdeHwN)-
alleTOHUTPWI, TOTJa Kak JUIS TOJMYYEHHs THIPa30HOB M3
GEH3MIIUAHMIA MCTIONB3YIOTCS albTepHATHBHBIE TMyTH. '
CpaBHHBasi yCIOBHSA M PE3YNbTaThl 3THX PEAKIHUi C a3o0-
COUETAaHHEM COEIMHEHHs 2, MOJKHO CJeNIaTh BBIBOJ, YTO IHPU-
JIMHOBBIA ITMKJI B CTPYKTYypE COEIMHEHUS 2 3HAYUTENIBHO
oOJeryaeT nNpoTeKaHue peakiuy a30CoUeTaHHs.

AMup 5, 5nerko moiaydaemblii KHCIOTHBIM THIPOJIH30M
HUTpHNA 2,” TAaKKe BCTYNAeT B PEAKIMIO a30COYECTAHHS,
KOTOpas aHaJOTMYHBIM 00pa3soM INPOXOIUT B YKCYCHOH
kucnote (cxema 4).

B imreparype omnMcaHa peakuus CoJIed AMA30HUA C
B-AnKapOOHWIBHBIMH  COEAMHEHUSIMH B HPUCYTCTBHH
ocHoBanumii (peakuus Snna—Knunremana).” B stix ycio-
BUSIX OOBIYHO MPOMCXOJIUT OTLICIUICHWE OJHOW KapOo-
HUJIBHOM TPYNIIBI U BMECTO a30COEIMHEHHH 00pa3yroTcs
THIpa3oHbl. B HameM ciydae B cMecH YKCYCHOW, a30TH-
CTOH M COJITHOI KHCIIOT OTIIEIUICHHE aMUIHOW I'PYIIIBI He
MIPOMCXOJMIIO, a OOpa3OBBIBAJIMCH a30COCOMHEHHS 6a,b
(cxema 4).

ONIMMHUHUPOBAHWE aMHUIHOW TPYyNIBl ¢ 00pa3oBaHHEM
apWITHAPa30HOB 7a,b TMPOMCXOAWT B IPUCYTCTBUM 3Ha-
YUTEJIHHOTO KOJIMYECTBA KOHIIEHTPUPOBAHHON CEepHOM
kucnotsl (cxema 4). ITo mauueM crektpoB SIMP 'H,
3anucandbiX B JIMCO-d;, coequnenus 7a,b mpenctaBieHbl
OJTHMM M30MEPOM, MPEATIOI0KUTENbHO £, Ha 4YTO KOCBEHHO
yKa3bIBalOT XUMU4Ueckue casuru nporoHos NH mpu 10.77
n10.18 m. 1. COOTBETCTBEHHO. '

Cxema 4

NaNO,, AcOH

HCI (for 6a,b)
or H,S0O, (for 7a,b)

= 4aRl=R2=H, R®=NO, (55%);
- | b R1=R3=H, R2= NO, (65%);
N cR1=NO,, R2=R3=H (61%);
NC N=N R d Rl = Me, R2=H, R®=NO, (70%);
e R'=NO,, R?=H, R®=Me (70%);
R f Rl = R2 = H, R3 = SO,NH, (65%);
gR!=R2=R3=H (40%);

da-h R h Ri=R2=H, R®= Me (42%)

CrpykTypsl a3ocoenuHeHuil 4a—d ObBUIM TPEATIOKCHBI
Ha OCHOBaHMM aHain3a gaHHeIX MK u SIMP 'q CIIEKTPO-
CKOIMH, a TaKKe Macc-crieKTpoMeTpuu. s coequuenus 4c¢
OBLT BBITIOJHEH PCHTICHOCTPYKTYPHBIN aHAIN3, TOJTBEPK-
JTAIOMINI TIpeUIOKEHHYIO CTPYKTYpY (puc. 1). B ctpykType 4¢
JIBa IIMKJIOT€KCEHOBBIX IMKJIA HAXOAATCS B KOH(POPMAIUU
uckaxenHoe "kpecno" ¢ oTkioneHusiMu atomoB C(3), C(4),
C(10) u C(11) oT cpeaHeil MIOCKOCTH OCTATbHBIX aTOMOB
mukna Ha —0.23, 0.49, —0.30 u 0.45 A COOTBETCTBEHHO.
HutpunbHBI 3aMeCTHTENh HMEET aKCHAIBHYI0 OpHCH-
TallMI0 OTHOCHUTEIHFHO YaCTWYHO HACHIIICHHOTO IHKIA (TOp-
cuonHbit yron C(8)-C(13)-C(12)-C(14) —101.55(17)°).
Hurporpyrma nvmis HeMHOTO pa3BepHyTa OTHOCHTEIBEHO OCH-
307bHOTO KA (TopcroHHBI yrom N(5)-C(16)-C(17)-0(2)
—9.18(13)°), 9TO TMPHBOAWUT K CTEPHUCCKOMY OTTAJIKHBa-
HHIO MEX]Y 3aMECTUTEISIMU B OpmMO-TIOJIOKEHUH apOMaTH-
yeckoro nukia. O0 3TOM CBHIETENLCTBYET BOBHUKHOBEHUE
YKOPOUYEHHOTO BHYTPUMOJIEKYIIpHOro KoHTakTa N(4)---O(1)
2.60 A (cymma BanepBaaabcoBbixX panycos 2.79 A)'! u yse-
mdyeHre BayeHTHBIX yrmoB N(4)-C(15)-C(16) 121.98(16)°,

C(15)-C(16)-N(5) 120.19(6)° 1 N(5)-C(16)-C(17) 118.23(16)°.

Pucynoxk 1. CrpoeHume coenuHeHHs 4¢ B TIPEICTaBICHUH
HEBOJIOPOJHBIX aTOMOB 3JUIMIICOMIAMU TEIJIOBBIX KOJeOaHUi
50% BEpOSATHOCTBIO.

ArNH,

[Aer+ x—]

0°C, 10 min

6 a Ar = 4-MeC¢H,, b Ar=Ph; 7 a Ar=2-O,NCzH,, b Ar =4-O,NC;H,;
X- = CI- (for 6a,b), X=HSO, (for 7a,b)

A =z
| — g
N N
o H,N N=N,
H,N
5 2 6 a (60%) (0] Ar
AcOH, 0°C —rt b (60%)
15 min
=z
L |
NS

7a(s%)  NH
b (58%)  Ar
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JlonoNHUTENBEHBIM  JIOKa3aTeIbCTBOM CTPOCHUSI CHUHTE-
3MPOBAHHBIX a30COCIMHEHHH MOXKET CIYXHThb HX (Qpar-
MEHTalusl B Macc-CIeKTpe, MpeJICTaBIeHHas Ha MpuMepe
coenuHenus 4¢ (monnzanusa FAB) (cxema 5).

Cxema 5
- —‘ "
|
N Path Il
Path | NC N=N NO, at
NO, 4c
- m/z 362 N,
(18%)
_N2
ik
N —‘ H*
» NO,
N
miz212 N miz 334
(100%) (16%)

OCHOBHBIM HaNPaBJICHUEM paclajia dTUX COCIUHCHHUU
SBIISICTCSI BRIOPOC MOJICKYJIBI a30Ta U apHIIFHOTO pajnKaia
¢ o0Opa3oBaHHEM HEUYETHODJICKTPOHHBIX HOHOB ¢ m/z 212
(100%) (mytb I). MUHOPHBIM >XKe HampaBiIeHHEM (parMeH-
TallMU SIBISIETCSl JJMMHHUPOBAHUE MOJIEKYJIBI a30Ta C
JIabHEHIe peKoMOMHALEH 00pa3yIOIXCsl pauKaioB —
YETHORJIEKTPOHHbIE MOHBI ¢ m/z 334 (16%) (ans coenu-
Heansa 4¢) (myts II). HeoOxommmo OTMETHTH, YTO IS
coequHeHUs 4a QparmeHTanuu no mytu Il He HaOmIO-
JTaeTcsl.

INomyuyennsle a3ocoenuHeHus 4a—h pasmaratoTcs c
BBIJICJICHUEM MOJICKYJBI a30Ta TaKKe MMPH HarpEeBaHUH [0
140-155 °C. Mbl uccnenoBaiy TEPMUUECKUN paciag 3THX
COCIMHCHUI TIpM HArpeBaHWH B pPa3IHIHBIX PaACTBO-
purensix. Tak, Ipy TEPMOJIH3E COeNUHEHHS 4a B KUILSILEM
napa-kcunone no aaHabpM ['X-MC obpa3yroTcs clieayro-
e TPOMYKTH: OKTaruJApOaKpUAWH-4-KapOOHUTpWIT 2
(BpeMs yaepxkmBaHusA fx 3.97 wmum, m/z 212 [M]),
JeTMAPUPOBAHHBI aHanor 8 (fg 4.61 Mun, m/z 210 [M]") u
NPOJYKTHl B3aWMOJEHCTBUSl apWIBHBIX PaJUKalioB
coemuaenns 9 u 10 (fr 3.10 m 3.35 mun, m/z 227 [M])).
Brigenute TONYYEHHBIE COCAWHEHUS B aHAIUTHYCCKU
YHCTOM BHJE HE YAAIOCh.

x Me NO,
L.
N
CN
Me

10

8
Me II 9 II NO,

Kak n3BecTHO, pajMKalbl SIBISIOTCS OYEHb aKTHBHBIMU
YacTHIAMH M OOBIYHO HE BBIXOJASAT M3 KIETKH PACTBO-
puTelns, B pe3ysibTare 4ero B peakiuu ObLI 3a/eiiCTBOBaH
napa-KCWiol, CIIOCOOHBI 00pa3oBHIBaTh CTaOWIIBHBIN
"OCH3WIBHBIM" paauKan, NpUBEIIINA K 00pa3oBaHHIO
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coenuHenust 9. M3omepHoe coemunenwe 10 oOpasyercs
IpU apUIMPOBAHUHM NApa-KCUWIONA IO TUILY peakiuu
Tom6Gepra—baxmana.'?

Bo m30exaHne y4qacTusi paCTBOPHTENS B PEaKIMi B Kade-
CTBE IIOCIEIHEr0 OBLI HWCIIONB30BaH N, N-IUMETHIIALET-
amua. Ilpu Tepmomuse coenunenuii 4a—h B 3ToM pacTBOpH-
TeJe B PeaKMOHHO cMecH, 1o gaHHsIM BOXX-MC, momrmo
curHajuoB coequHeHuid 2 (fg 1.02 muH) u 8 (g 1.27 Mun),
ObUT Takke oOHapykeH curHanm ¢ m/z 423.1 [M+H]'
(tg 1.65 MUH), YTO COOTBETCTBYET COCIUHCHHUIO, 00pa3yo-
IIeMYCsl B pe3ysibTaTe PeKOMOWHAIMH JIBYX LMaHAKPUIU-
HOBBIX PaJUKaNoB. DTO COEAMHEHHE HaM YAAJOCh BBIJE-
JUTh B UHAUBUAyaAJIbHOM cocTosHuH. Ha ocHoBaHuu
aHanu3a crnekrpos SIMP 'Hu MAacc-CIEKTPOB MbI CIEealu
BBIBOJI, UTO €r0 CTPYKTYypa COOTBETCTBYET cOeAUHEHHIO 11
(cxema 6).

Cxema 6
AcNMe,
= ~150°C N
| 10-15 min |
2 X, —_—» 2 ~ —_—
N —2N, N
NC N:N\ 2Ar- CN
4a-h Ar

30%

Kak ObIJI0 MOKa3aHO BBHIIIE, B3aWUMHOE BIIMSHUE MHPH-
JMUHOBOTO IMKJIa ¥ HUTPUIBHOW TPYIIBI B COSAUHEHUH 2
MOBBIMIACT PEAKIMOHHYI CIOCOOHOCTE aTtoma C-4
HACTOJIBKO, 9YTO YAaeTCsl INPOBECTH PEaKIUH C TaKUMH
ANMEeKTPOQUIEHBIMA ~peareHTaMy, KaK COJM JTHa30HUS.
[MosToMy mTpeACTaBIAIIO WHTEpEC WU3YYUTHh IIOBEICHUC
HUTpWIA 2 U B PEAKIHIX C IPYTUMH deKTpodumamu. Tax,
B PEAKIIHIO C HUTPIIOM 2 OBLTH BBEeICHBI N,N-IHXIOpaMHT
napa-xiaopoeH30CyIbHOKUCIOTET 1 N-HeHUIMATICUMIL.
Kak wu oxumamoch, NPOAYKTaMH peEAKIMU OKa3aluCh
coequnenus 12 u 13 coorBercTBeHHO. Panee Hamu Oblia
OTHCaHa AaHAJIOTUYHAsl PEaKius HUTPWIA 2 ¢ aKpuio-
HuTpHIOM (cxema 7).

Cxema 7
Ph
SO,NCI, '
Cl 2 —
40°C —rt DMSO | A, 4h
CH.,CI . !
272 30 min 65%
78%
=z
Z I
| X
~ N
N NC
Cl
2 o7 N ©
13 Ph
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WHTepecHbI M HEOXKHMIAHHBIN Pe3ysIbTaT ObLT MOIyYeH
IIPU HHUTPO3WPOBAaHWH HHUTPWJIA 2 HHUTPUTOM HATpUs B
YKCYCHOM Kkuciaore. Bwmecro oxupgaeMoro HHUTPO30-
coennHEeHUs Oblla BBIZEICHA CMECh, COCTOSIIAS B OCHOB-
HOM M3 HUTPONPOU3BOJHOTO 14 1 HEOOIBIIOTO KOJIMYECTBA
mumepa 11 (~3%) (cxema 8). CrpocHHE NPOIYKTOB
peaxkyy yCTaHOBJIEHO Ha OCHOBAHMY aHAIN3a PE3YIbTaTOB
UK u SIMP 'H crnekTpocKomum, a Takke MacC-CIeKTpo-
METPHUH BBIICTICHHON CMECH.

Cxema 8
NaNo,
= =
AcOH | [0] |
—_— NS —_— NS
0°C—rt N N
30 min NC NO 14 NC NO,
(56%)
+ 11 (3%)
NaNO,
z
ACOH | [Q] |
S —_— NS
0°C —rt N 10% N
30 min H,N H,N NO,
15

Mp&I moslaraeM, 4To HUTporponsBoaHoe 14 oOpasyercs B
pe3ynabTaTe  OKUCIEHHS  MPOMEXKYTOYHOIO  HHUTPO30-
COEJIMHEHH, TaK KaK B HauaJIbHBIH MOMEHT BPEMEHH, TpU
JN00aBIeHUM HHUTPHUTa HATpUs K cyOcTpaTy 2, pacTtBop
OKpallleH B SPKO-3€JE€HBIM IBET, a K KOHIy pPEaKLUu
pacTBOp CTAaHOBHUTCS OKEATBHIM. BBIIEINT, HHUTPO30-
COeJIMHEeHNe He yaanock. Mexann3m obpazoBanus aumMepa 11
HECOMHEHHO SIBJISETCSl paJuKalbHbIM. [{naHakpuaHMHOBBIN
panukan, KOTOpbIH B JaJbHEHIIEM TUMEPU3YETCs, BEPOST-
HO, oOpa3yeTcs 3a CueT OTphIBAa aToMa BOJOPOAa OT
HUTpHUIIA 2 TUOKCHJIIOM a30Ta.

AHAJIOTUYHOMY HHTPOBAHMIO IMOJBEpraeTcs U amup S,
HO, B CHITy €ro OOJIbIlIei JTaOUIBHOCTH B YCIIOBHSX B3aUMO-
JIEMCTBUSA, BBIXOJ HUTPONPOU3BOAHOro 15 He mpeBbI-
maet 10% (cxema 8).

Takum oOpa3oM, B JaHHOH paboTe IOKa3aHO, 4YTO
B3aMMHO€ BJIMSHHE NUPUAMHOBOIO IMKJIA U HUTPUIBHON
(aMuIHO¥) TPYIIIBI MTOBBIIAET PEAKIIMOHHYIO CIIOCOOHOCTD
HuTpIia ¥ amuaa 1,2.3,4,5,6,7 8-okraruapoakpuauH-4-kap0o-
HOBOW KHCJIOTHI B TIOJIOXKECHUH 4, Oiarofapst 4emy yJaaercs
NPOBECTH PEAKUUH C pPasIMUHBIMH 3JIEKTPOPHUIEHBIMU
peareHTaMu B KUCJIOH M HEWTpalbHOM cpenax. Takxke
YCTaHOBJICHO, YTO TIPH HUTPO3UPOBAHUH 3TUX COCIUHEHHUN
A30THCTON KUCITIOTOH 00pa3yloTcsi HUTPWI W aMuy 4-HUTPO-
1,2,3,4,5,6,7,8-okTaruapoakpuaua-4-kapOOHOBOM KHCIIOTHI.

3KCHepI/IMeHTaJI]>Haﬂ JacThb

UK crnexTpbl 3aperucTpupoBaHbl Ha CIIeKTpo(oTOMETpe
Perkin Elmer Spectrum One B Tabnerkax KBr. Cnextpsl
SIMP 'H 3apeructpupoBans! Ha npuope Bruker Avance 11
400 (400 MI'n) (coenuuenus 4c¢,d,g,h, 6a,b, 7a, 11, 13, 14)
wm Varian VXR-200 (200 MI'n) (octampHBIE COCTUHE-
uwst). Pactopurem: IMCO-dg—CCly, 10:1 (coemuuenne 13)
wm JIMCO-ds (ocTanpHBIE COENWHEHHWS), BHYTPEHHHI
crangapt TMC. Criextpst IMP °C u *C DEPT-135 3ape-
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ructpupoBanbsl Ha npudope Bruker Avance 11 400 (100 MI't)
(coemuuenne 13) B pactBope IMCO-ds—CCl,, 10:1, BHYT-
perHuit crangapr TMC. Macc-CekTpsl 3JIEeKTPOHHOI
WOHW3AINH 3aperuCTpUpoBaHbl Ha mpuoope MX1321 (coe-
nunenus 11, 12, 15) ¢ ucnonb3oBaHrEeM CHCTEMBI IPSIMOTO
BBOZIa 00Opa3na npu Temieparype kamepsl noamsamun 200 °C
W SHEPTUH MOHU3UPYIOMUX 3eKTpoHOB 70 3B. Cmektps
FAB ocTanpHBIX COEIMHEHUH 3aperucTpUpOBaHbl Ha
cnektpomerpe VG7070. HecopOumsi MOHOB M3 pacTBOpa
00pa3loB B Mema-HUTPOOCH3WIOBOM CIHPTE M THO-
TIUIepuHe  (coenuHeHHne 4g) OCYIIECTBICHA ITyIKOM
aToMOB aproHa c sHeprueil 8 KoB. DnemeHntHslil aHanu3
BoimosHeH Ha npubope LECO CHNS-900. Temneparypsr
IUIaBJICHHsT onpeseneHsl Ha npubope Tue. Kontposs 3a
XOJIOM pEaKLHi ¥ YMCTOTOH IOJYy4YEHHBIX COEAMHEHHWH OCY-
mectBieH MerogoM TCX Ha mractmHax Silicagel 60 Fasy
(Merck) B cucreme osmoentoB CHCL;—2-PrOH, 10:1.
Anammz BOXX-MC mposener Ha mpubope Agilent 1200,
koonka Rapid Resolution HT Cartrige 4.6 x 30 mm, 1.8 um,
Zorbax SB-C18, perektopet DAD wm MS, wnoHmM3amms
ANIEKTPOpACTIbUICHHEM TPH  aTMOC(EPHOM  aBIICHHH.
I'X-MC ananu3 npoBeIeH Ha Tra3oBOM XpoMaTo-Macc-
crekrpometpe Varian 1200L (nonusarus DY, 70 3B), kamui-
nsipHas kosoHka Optima-5 (Macherey-Nagel), daza — 5%
(deHmmonrcHIoKkcana 1 95% IUMEeTHIINOINCUIIOKCaHA.

4-[(E)-(4-Hutpodenuna)anazennnl-1,2,3,4,5,6,7,8-okxra-
TMApPOAaKpUAUH-4-kapOouuTpua (4a). Ilpu mexaHuue-
CKOM MEPEMEIIMBAHUN U OXJAXKIACHUU JIbAOM K 2.77 Mi
(0.05 momp) 96% H,SO4 mobapmstor 1.38 T (0.02 Momb)
cyxoro NaNO, u 1.38 r (0.01 Mo1b) napa-HATpOAHIINHA B
30 mn AcOH, cMmech nepemennBatoT B TedeHue 10 MuH.
K oOpa3oBaBmieiics comu AWa30HHUS TPH  OXJIAKICHUU
JMBIOM dYepe3 KalelIbHYI0 BOPOHKY IOOABIIIOT PacTBOP
2.12 v (0.01 momp) mHuTpmma 2 B 15 mn AcOH. Cwmech
nepeMenmuBaioT B Teuenue 15 mun, nobasmstor 50 ma H,O
n HedTpammsytoT 1 H. pactBopom K,CO; mo pH 8-9.
XKenTblid 0casiok OT(UIBTPOBBIBAIOT U IEPEKPHCTAILIN30-
BbIBaroT u3 2-PrOH. Beixon 2.00 1 (55%), sKenThlii MOPOIIOK,
1. mn. 135-136 °C (¢ pasn.). MK cmektp, v, cM ': 2929
2857 (—(CHy),—), 2241 (CN), 1525, 1349 (NO,), 1449
(-N=N-). Cniextp SIMP 'H, &, m. 1. (J, T'my): 1.65-2.27 (6H,
M, 2,6,7-CH,); 2.53-2.75 (6H, M, 1,3,8-CH,); 2.93-2.97
(2H, ™, 5-CH,); 7.45 (1H, ¢, H-9); 7.91 (2H, x, *J = 9.0,
H-2,6 Ar); 8.38 (2H, n, 3J=9.0, H-3,5 Ar). Macc-criekTp,
m/z Iy, %): 362 [M+H]" (26), 212 [M+H-N,CsH4NO,]"
(56). Haiineno, %: C 66.56; H 5.34; N 19.42. C;0H;9N;sO,.
Brruucneno, %: C 66.47; H 5.30; N 19.38.

AHanoru4yHo noJiyueHsl coenuHenus 4b—f, 7ab; nns
noJyiyueHus coenuHenuit 4g,h, 6a,b smecto H,SO, ucnosns-
30BaH Tako# ke n30bTok KoHIl. HCI.

4-|(E)-(3-Hutpodenuna)auazennil-1,2,3,4,5,6,7,8-okra-
ruipoakpuann-4-kapoountpuia (4b). Bexon 65%. XKen-
Tl opomok. T. . 140-141 °C (c pasn.). UK cnekrp,
v, eM 't 2935 (<(CH,),-), 2231 (CN), 1535, 1351 (NO,),
1453 (-N=N-). Cnextp SIMP 'H, &, m. 1.: 1.65-2.27 (6H,
M, 2,6,7-CHy); 2.53-2.75 (6H, M, 1,3,8-CH,); 2.90-2.97
(2H, ™, 5-CHy); 7.45 (1H, ¢, H-9); 7.82-7.91 (1H, M, H-5
Ar); 8.21-8.25 (1H, m, H-6 Ar); 8.28-8.34 (1H, m, H-2 Ar);
8.38-8.46 (1H, M, H-4 Ar). Macc-criextp, m/z (Iym, %): 362
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[M+H]" (10), 334 [M+H-N,]" (6), 212 [M+H-N,CH,NO,]"
(100). Haiineno, %: C 66.58; H 5.35; N 19.45. C5H9Ns0O,.
Brruucaeno, %: C 66.47; H 5.30; N 19.38.
4-[(E)-(2-Hurpodennn)anazenunil-1,2,3,4,5,6,7,8-oxra-
rUApoaKkpuauH-4-kapoéouutpua (4c). Brixon 61%.
Kpacubie wrompuateie kpuctayuiel. T. mi. 142-143 °C
(¢ pasn.). MK cnextp, v, eM ': 2957 (<(CH,),-), 2236 (CN),
1515, 1345 (NO,), 1452 (-N=N-). Cnektp SIMP 'H, 8, m. 1.
(/, Tm): 1.66-1.82 (4H, ™, 6,7-CH,); 1.91-2.01 (1H, M,
2-CHg); 2.15-2.24 (1H, M, 2-CH,,); 2.38-2.48 (2H, M,
1(8)-CH,); 2.61-2.79 (4H, M, 3-CH,, 8(1)-CH,); 2.89-2.93
(2H, M, 5-CH,); 7.35 (1H, 1, °J = 7.7, H-6 Ar); 7.42 (1H, c,
H-9); 7.71-7.90 (2H, M, H-4,5 Ar); 8.14 (1H, 1, °J = 7.8,
H-3 Ar). Macc-cnektp, m/z (I, %): 362 [M+H]" (18), 334
[M+H-N,]" (16), 212 [M+H-N,C¢H,NO,]" (100). Haii-
neno, %: C 66.55; H 5.34; N 19.43. C,yH9N;50O,. Bprumc-
nero, %: C 66.47; H 5.30; N 19.38.
4-|(E)-(2-Mernn-4-nurpopenmn)auazenn|-1,2,3,4,5,6,7,8-
OKTaruapoakpuauH-4-kapoonurpua (4d). Bexon 70%.
Kenreiit mopomrox. T. min. 145-146 °C (c pasn.).
UK crmextp, v, em 2934 (—(CH,),—, CH3), 2234 (CN),
1526, 1344 (NO,), 1452 (-N=N-). Cnextp SIMP 'H, &, m. 1.
(/, Tm): 1.66-1.82 (4H, ™, 6,7-CH,); 1.91-2.01 (1H, M,
2-CHg); 2.15-2.24 (1H, M, 2-CH,,); 2.38-2.48 (2H, M,
1(8)-CH,); 2.56-2.65 (2H, M, 8(1)-CH,); 2.68-2.77 (5H, M,
3-CH,, CHj3); 2.89-2.95 (2H, m, 5-CHy,); 7.44 (1H, c, H-9);
7.73 (1H, 1, °J = 8.5, H-6 Ar); 7.91 (1H, 1, *J = 2.4, H-3
Ar); 829 (1H, n. x, °J = 8.5, %J = 2.4, H-5 Ar). Macc-
ciextp, m/z (Iom, %): 376 [M+H]" (13), 348 [M+H-N,]"
(15), 212 [M+H-N,C¢H;3(CH;)NO,]" (100). Haiineno, %:
C 67.27; H 5.69; N 18.72. C,;H,N50O,. Brraucneno, %:
C 67.18; H 5.64; N 18.65.
4-|(E)-(4-Mernn-2-nurpopenmn)auazenn|-1,2,3,4,5,6,7,8-
OKTaruapoakpuauH-4-xapoonurpua (4e). Beixon 70%.
Kenterit mopomok. T. mn. 145-146 °C (c pazm).
UK crektp, v, cM 1 2944 (—(CH,),—, CHs), 2235 (CN),
1520, 1348 (NO,), 1454 (-N=N-). Cniextp SIMP 'H, &, m. 1.
(/, Tm): 1.65-2.27 (6H, m, 2,6,7-CH,); 2.44 (3H, ¢, CH3);
2.53-2.78 (6H, m, 1,3,8-CH,); 2.87-2.93 (2H, m, 5-CH,);
7.31 (1H, n, °J = 8.2, H-5 Ar); 7.42 (1H, ¢, H-9); 7.62 (1H,
1, ) =82 H-6 Ar); 7.96 (1H, ¢, H-3 Ar). Macc-criektp, m/z
Uors %): 376 [M+H]" (26), 348 [M+H-N,]" (37), 212
[M+H-N,C¢H3(CH3)NO,]" (100). Haiineno, %: C 67.11;
H 5.58; N 18.60. C,;H,1N50O,. Breruuciaeno, %: C 67.18;
H 5.64; N 18.65.
4-|(E)-(4-IInano-1,2,3,4,5,6,7,8-okTarugpoakpuanH-
4-nn)nmazenui|oenszoncyabdpamun (4f). Beixon 65%.
bregno-xenteiii mopomok. T. mi. 180-181 °C (¢ pazin.).
UK criextp, v, cM 'z 3390 (NH,), 2923 (<(CH,),-), 2230 (CN),
1454 (-N=N-), 1350, 1165-1152 (SO,). Crektp SIMP 'H,
o, M. 1. (J, I'm): 1.65-2.26 (6H, m, 2,6,7-CH,); 2.53-2.75 (6H,
M, 1,3,8-CHy); 2.92-2.97 (2H, m, 5-CH,); 7.45 (1H, ¢, H-9);
7.55 (2H, ¢, NH,); 7.86 (2H, 1, °J=7.9, H-3,5 Ar); 7.98 (2H, 1,
3= 7.9, H-2,6 Ar). Macc-criektp, m/z (Iym, %): 396 [M+H]"
(7), 368 [M+H-N,]" (15), 212 [M+H-N,C¢H,SO,NH,]" (96).
Haiineno, %: C 60.89; H 5.41; N 17.75. CyH;N5O,S. Bruuc-
nieHo, %: C 60.74; H 5.35; N 17.71.
4-[(E)-®enunnauazenni-1,2,3,4,5,6,7,8-okraruapo-
akpuauH-4-kapoonutpun (4g). Bexon 40%. XKenrsrit

331

nopomok. T. mn. 125-126 °C (¢ pasn.). UK crektp, v, cM :
2931-2861 (—(CHy),—), 2242 (CN), 1450 (-N=N-). Cmextp
SMP 'H, 8, m. x. (J, T): 1.66-1.82 (4H, M, 6,7-CH,); 1.91—
2.01 (1H, M, 2-CH,,); 2.15-2.25 (1H, M, 2-CH,,); 2.36-2.48
(2H, M, 1(8)-CH,); 2.58-2.70 (2H, ™, 8(1)-CH,); 2.71-2.77
(2H, m, 3-CH,); 2.93 (2H, T, °J = 6.2, 5-CH,); 7.42 (1H, c,
H-9); 7.52-7.57 (3H, m, H Ph); 7.66-7.72 (2H, m, H Ph).
Macc-criektp, m/z (I, %): 317 [M+H]" (12), 289 [M+H-N,]"
(5), 212 [M+H-N,Ph]" (100). Haiineno, %: C 75.81;
H 6.30; N 17.66. Cy,0Hy)N4. Brruucineno, %: C 75.92;
H 6.37; N 17.71.
4-[(E)-(4-Metundpennn)iazennal-1,2,3,4,5,6,7,8-oxra-
rUApoakpuanH-4-kapoouuTpua  (4h). Bexon 42%.
Kenrerit nopomok. T. 1. 133-134 °C (c pasn.). UK cnekrp,
v, eM ' 2937-2835 (<(CH,),—, CHj), 2232 (CN), 1454
(-N=N-). Cnexrp IMP 'H, &, m. 1. (J, T'm): 1.66-1.79 (4H,
M, 6,7-CH,); 1.88-2.01 (1H, m, 2-CH,,); 2.13-2.25 (1H, M,
2-CH,,); 2.37 (3H, ¢, CH3); 2.38-2.48 (2H, M, 1(8)-CHy);
2.55-2.70 (2H, M, 8(1)-CH,); 2.71-2.76 (2H, M, 3-CH,);
2.92 (2H, 1, °J = 6.2, 5-CH,); 7.35 (2H, 1, °J = 7.6, H-3,5
Ar); 7.41 (1H, ¢, H-9); 7.61 (2H, n, *J = 7.6, H-2,6 Ar).
Macc-ciextp, m/z (Lo, %): 331 [M+H]" (12), 303 [M+H-N,]"
(9), 212 [M+H-N,C¢H,;Me]" (67). Haiineno, %: C 76.43;
H 6.80; N 17.05. C;;H»,pN,4. Brruucineno, %: C 76.33;
H 6.71; N 16.96.
4-[(E)-(4-Metuadpennn)iazennil-1,2,3,4,5,6,7,8-oxra-
ruapoakpuauH-4-kapookcamua (6a). Boixog 60%.
Kenrerit mopommok. T. . 145-146 °C (c pazin.). UK cmekrp,
v, cM ' 3433 (NH,), 2930-2852 (—(CH,),—, CH3), 1678
(CO), 1436 (-N=N-). Cnextp SIMP 'H, &, m. a. (J, T'):
1.52-1.78 (6H, m); 2.05-2.12 (1H, m); 2.34 (3H, c, CH;);
2.51-2.73 (7H, m); 7.19 (1H, ¢, H-9); 7.28 (2H, 1, °J = 8.4,
H-3,5 Ar); 7.54 (1H, ym. ¢) u 7.58 (1H, ymr. ¢, NH,); 7.56
(2H, n, °J = 8.4, H-2,6 Ar). Macc-criextp, m/z (Iym, %):
349 [M+H]" (21), 230 [M+H-N,C¢H;Me]" (100). Haiine-
Ho, %: C 72.28; H 6.88; N 16.02. C,;H»4N4O. Brrancaeno, %:
C 72.39; H 6.94; N 16.08.
4-[(E)-Denunauaienni]-1,2,3,4,5,6,7,8-oxkraruapo-
akpuauH-4-kap6oxcamua (6b). Boixog 60%. XKentbiit
nopomok. T. . 140-141 °C (¢ pasn.). UK crektp, v, cM :
3451 (NH,), 2919-2828 (—(CH,),~), 1685 (CO), 1452
(-N=N-). Crextp SIMP 'H, &, m. m.: 1.52-1.78 (6H, m);
2.05-2.15 (1H, m); 2.33-2.43 (1H, m); 2.56-2.72 (6H, m);
7.20 (1H, ¢, H-9); 7.45-7.51 (3H, m, H Ph); 7.56 (1H, c) u
7.58 (1H, ¢, NH,); 7.62-7.68 (2H, m, H Ph). Macc-criekp,
m/z (Lo, %): 335 [M+H]" (24), 230 [M+H-N,Ph]" (100).
Haﬁ}leHO, %: C 7195, H 670, N 16.81. C20H22N40.
Brruucneno, %: C 71.83; H 6.63; N 16.75.
(2-Hutpodenmm)ruapazon (4E)-2,3,5,6,7,8-rexcaruapo-
akpuauH-4(1H)-ona (7a). Beixon 55%. KpacHeiit nopo-
mok. T. mr. 236-238 °C. UK crextp, v, cM @ 3310 (NH),
2932-2858 (—(CH,),~), 1614 (C=N), 1578, 1328 (NO,).
Crextp SAMP 'H, §, M. 1. (J, I'm): 1.65-1.95 (6H, M, 2,6,7-
CH,); 2.62-2.88 (8H, m, 1,3,5,8-CH,); 6.94 (1H, 1,°J = 7.7,
H-4 Ar); 7.25 (1H, ¢, H-9); 7.71 (1H, T, °J = 8.0, H-5 Ar);
8.02 (1H, 1, °J = 8.3, H-6 Ar); 8.13 (1H, 1, °J = 8.7, H-3
Ar); 10.77 (1H, ¢, NH). Macc-cuektp, m/z (I, %): 337
[M+H]" (100). Haiineno, %: C 67.96; H 6.07; N 16.73.
C19H20N402. BLI‘{I/ICHCHO, %: C 6784, H 599, N 16.65.
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(4-Hutpodennn)ruapazon (4E)-2,3,5,6,7,8-rexcaruapo-
akpuauH-4(1H)-ona (7b). Bexox 58%. Xentsrit mopo-
mok. T. mn. 250-253 °C. UK cnektp, v, cM '@ 3436 (NH),
2937-2856 (—(CHp),—), 1597 (C=N), 1567, 1319 (NO,).
Cnextp SMP 'H, 8, m. n. (J, Tm): 1.64-1.92 (6H, m,
2,6,7-CHy); 2.62-2.88 (8H, M, 1,3,5,8-CH,); 7.23 (1H, c,
H-9); 7.36 (2H, 1, °J=9.1, H-2,6 Ar); 8.13 (2H, 1, *J=9.1,
H-3,5 Ar); 10.18 (1H, ¢, NH). Macc-cniextp, m/z (Lo, %0):
337 [M+H]" (100). Haiineno, %: C 67.98; H 6.05; N 16.72.
C19H5oN4O,. Brraucaeno, %: C 67.84; H 5.99; N 16.65.

Tepmosu3 coegunenusi 4a. Merox I. PactBop 1 r
(3 MmoIB) coequHeHMS 4a B 7 MJI napa-KCUIIONA KUTISITAT B
teuenue 10—15 muH, 3aTeM cMech OXJIaXAAIOT JO KOMHAT-
HOW TeMIIepaTypsl, J0OABISIOT 5 MJI H-TeKCaHa U MPOBOIAT
ananu3 '’ X-MC.

Tepmosu3 coenuHenuii 4a—h. Metox II. Tepmomnus
MPOBOMIAT AHAJIOTUYHO MeToay I, MCHonp3ys B KadecTBe
pactBoputens N,N-IUMeTWIaleTaMHI W TOAJICPKUBAs
TeMrieparypy peakuuu okoso 150 °C. IMocne oxnaxaeHus
IO KOMHATHOW TeMmepaTypsl K pEakIOHHOH CMecH
JIO0ABISIOT BOAY U OT(MIBTPOBEIBAIOT BBHIMABIINN OCAOK.
[Tony4eHHbI TPOAYKT 0€3 OYMCTKH aHAJIM3HPYIOT METO-
oM  BOXX-MC wunu nepekpucCTaUIM30BBIBAIOT U3
n-rekcaHa, noayyas 2,2',3,3'5,5',6,6',7,7',8,8-nonexa-
runpo-4,4'-muaxpuann-4,4'(1H,1'H)-nuxkapoonurpua (11).
Breixon 30%. Opamxessiii mopomok. T. mi. 130-133 °C.
Crextp SIMP 'H, 8, m. 1.: 1.52-1.93 (12H, M, 6CH,); 2.52—
2.87 (16H, m, 8CHy); 7.23 (2H, ¢, H-9,9"). Macc-cnektp,
m/z Iy, %): 422 [M]" (11). Haiineno, %: C 79.79; H 7.25;
N 13.35. CysH3oN4. Brraucmeno, %: C 79.59; H 7.16;
N 13.26.

4-Xnop-1,2,3,4,5,6,7,8-okrarugpoakpuaua-4-kapoo-
Hutpua (12). K pactsopy 2.12 r (0.01 momp) coenunenus 2
B 5 mu CH,Cl, memienno no6agmnstor 2.60 r (0.01 mouns)
N,N-muxjopaMuia  napa-xjaopOeH30JICYIb(POKUCIOTH B
5 man CH,Cl,, mpu 3TOM peakIMOHHAash CMECh 3aKHIIaeT.
CMech MHTEHCHBHO IEepeMeInBaloT B TedeHue 30 MUH,
3areM oOpabateiBator 5 Ma 20% pactBopa Na,SO;.
Opranudeckuii cioil otnemsitoT, cymart Hax Na,SO, u
yHOapuBarOT B Bakyyme nocyxa. OCTaTOK TepeKpHCTall-
JIM30BBIBAIOT U3 H-TekcaHa. Beixox 1.92 r (78%). Becrger-
ubiit mopomok. T. 1. 80-83 °C. MK crektp, v, cM ' 2983—
2831 (<(CH,),-), 2245 (CN). Crextp SIMP 'H, &, m. x.:
1.53-2.03 (6H, wm, 2,6,7-CH,); 2.55-2.93 (8H, M, 1,3,5,8-
CH,); 7.35 (1H, ¢, H-9). Macc-cuektp, m/z (o, %): 248
IMC'CD]* (4), 246 [MC°CD)]" (12), 211 [M—CI]*(100), 184
[M—CI-HCN]" (37). Haiimeno, %: C 68.05; H 6.08;
N 11.08. C4H5CIN,. Brruucneno, %: C 68.15; H 6.13;
N 11.35.

4-(2,5-Tnoxco-1-pennmmuppoauaun-3-mn)-1,2,3,4,5,6,7,8-
okTaruapoakpuaun-4-kapoéonurpua (13). K pactsopy
2.12 r (0.01 wmomp) coemumenus 2 B 5 mun JIMCO
nobasistor 1.73 T (0.01 mMone) N-henmnmmanenmua. Peak-
LIMOHHYIO CMECh KHUILITAT B TeueHue 4 4, OXJaXIAIT A0
KOMHATHOW TEeMIIepaTyphl, AOOABISIOT HEMHOTO BOIBI U
OCTaBJIAIOT KpHUCTAJUIM30BaTbcsi Ha | cyr. BrimaBmmit
ocaok oTGHUIBTPOBEIBAIOT. Beixon 2.5 T (65%). Bexensie
uryel. T. 1. 154-156 °C (IM®A-H,0). UK crektp, v, oM :
2938-2854 (—(CHy),—), 2234 (CN), 1711 (CO). Cmextp
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SMP 'H, 8, M. a. (J, Ty): 1.59-2.09 (6H, m, 3CH,); 2.35—
2.40 (1H, m); 2.51-2.85 (7H, m); 3.02-3.16 (1H, m); 3.33—
3.43 (1H, m); 3.70-3.75 (1H, m); 6.91 QH, 1, °J = 7.5,
H-2,6 Ph); 7.23 (1H, ¢, H-9); 7.31-7.42 (3H, m, H-3,4,5
Ph). Cnextp SIMP °C, §, m. 1.: 19.7 (CH,); 22.1 (CH,);
22.3 (CH,); 269 (CHp); 27.6 (CH,); 31.4 (CH,); 32.3
(CH,); 34.9 (CH, mmppomumun); 43.2 (C-4); 45.7 (CH
muppouarH); 120.8 (CN); 126.1 (CH Ph); 127.6 (CH Ph);
128.1 (CH Ph); 129.4 (C Ph); 131.8 (C Py); 131.9 (C Py);
138.1 (C-9); 148.1 (C Py); 154.6 (C Py); 174.2 (CO); 174.7
(CO). Crextp SIMP "°C DEPT-135, §, m. a.: 19.7% (CH,);
22.1*% (CH,); 22.3* (CH,); 26.9* (CH,); 27.6* (CH,); 31.4*
(CH,); 32.3* (CH,); 34.9* (CH, nmupponunun); 45.7 (CH
mupponuaun); 126.1 (CH Ph); 127.6 (CH Ph); 128.1 (CH
Ph); 138.1 (C-9). Macc-cnextp, m/z (Iym, %): 386 [M+H]"
(100), 359 [M+H-HCN]" (6). Haiineno, %: C 74.90;
H 6.09; N 10.97. C,4sH»3N30,. Beraucneno, %: C 74.78;
H 6.01; N 10.90.

4-Hurpo-1,2,3,4,5,6,7,8-okraruapoakpuaua-4-kapoo-
Hutpua (14). K pactsopy 2.12 r (10 MMomb) coenuHeHus 2
B 20 Mi1 AcOH npu nepemMeIinBaHuy U OXJIaKACHUH JbJA0OM
MemaeHHo 100aBisiroT 3.00 T (43 Mmomb) cyxoro NaNO,.
CMech BBIIEPXKHUBAIOT TPH KOMHATHOH Temmeparype 30
MUH, 3aT€M BBUIMBAIOT HA KOJIOTBHIA JICA M HEUTPATH3YIOT
15% pactBopoM ammuaka a0 pH 8-9, BrimaBmimnii ocamok
OT(UIBTPOBBIBAIOT M NEPEKpHCTAIUIN30BbIBalOT 3 MeOH.
[Tonydatot 1.5 T 6ecLiBETHOrO MOPOIIKA, COAEPIKAIIETO, O
nauHbIM criektpa SIMP 'H, coenunenne 14 (Bbixon 56%) ¢
npumecsto ammepa 11 (~3%). T. mr 125-128 °C.
UK cmexrtp, v, em !t 2934-2865 (—(CH,),~), 2234 (CN),
1560, 1363 (NO,). Cnextp SIMP 'H, 8, M. x.: 1.68-2.01
(7H, m); 2.68-2.97 (9H, m); 7.23 (0.05H, c, H-9,9' (11));
7.47 (0.97H, ¢, H-9 (14)). Macc-cuektp, m/z (Iym, %):
coemuuenne 14 — 258 [M+H]" (4), 212 [M+H-NO,]* (100);
coemuuenre 11 — 423 [M+H]" (6).

4-Hwutpo-1,2,3,4,5,6,7,8-okTaruapoakpuauH-4-kapo-
okcamua (15) mosyyaroT aHaJIOrMYHO coenuHeHuto 14.
Brixog 10%. becuBernsiii mopomok. T. i 185-188 °C
(MeOH). UK crmextp, v, cM 't 3295, 3158 (NH,), 2958
2834 (—(CHp),~), 1707 (CO), 1541, 1370 (NO,). Crmektp
AMP 'H, 8, m. 1. 1.49-1.82 (6H, m, 2,6,7-CH,); 2.62-2.83
(8H, m, 1,3,5,8-CH,); 7.32 (1H, ¢, H-9); 7.38 (1H, c) u 7.62
(1H, c, NH;). Macc-ciekrp (BY), m/z Iy, %): 229
[M-NO,]" (94). Macc-cniextp (FAB), m/z (Iyw, %): 276
[M+H]" (24), 230 [M+H-NO,]" (100). Haiineno, %:
C 6093, H 614, N 15.17. C14H17N303. BBI‘H/ICJ'ICHO, %:
C61.08; H 6.22; N 15.26.

PeHTreHOCTPYKTYpHOE HCCIe0BaHue COeTUHEHHs 4¢
(C20H19N502, M 36]40) MIPOBEACHO TIpHU 298 K mHa
muddpakromerpe Xcalibur 3. Kpucramisl coeaunenus 4¢
MOHOKIIHHHEIE, a 15.8978(6), b 12.2313(5), ¢ 9.7569(5) A;
B 105.519(5)°; ¥ 1828.07(15)A’, npocTpancreennas rpyr-
na P2i/c; Z 4; dyyy 1.313r/cm’. Beero cobpano 18841 otpa-
keHue (201, 58°), u3 Hux 4357 He3aBUCUMEIX, R;y 0.036.
CrpykTypa pacmudpoBaHa IpsMbIM METOAOM H yTOYHCHA
nonHoMaTpuurbiM MHK 10 F” KOMIUIEKCOM TIPOrpamMm
SHELX 2013."* MMonoxenus atomos BOJIOpOJIa OIpeaeie-

* Curaan B mpoTuBodase.
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HBI M3 PAa3HOCTHOM KapThl JICKTPOHHOH IUIOTHOCTH U YTOU-
HeHbl 110 Mojenu "Hae3gHuk" ¢ Ui, = 1.2U. mecymero
aroma. OKoHYaTeNbHbIe (haKkTOpbl pacxomumoctr: wR, 0.133
(o BceM He3aBHUCHMEBIM oTpakeHUs M), R; 0.060 (mo 2966
otpaxkeHmsM ¢ [ > 20(/)), S 1.07. Kpucramnorpaduyeckue
JaHHBIE NENMOHUpOBaHB B KeMOpHIKCKOM OaHKE CTpYK-
TypHBIX JaHHEIX (HenmoHeHT CCDC 1045557).

@aiin  compOBOAUTEIBHBIX MAaTEPHANIOB, COJCPKAIIN
CIIEKTPHI MOJYYCHHBIX COCAMHEHHH, TOCTYIECH Ha caiite
xypHaua http://hgs.osi.lv.
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