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IMPPOJIONMHIOJIbI

17*. CHHTE3 ¥ PEAKIIVM KOHAEHCAIIWAMA I[I/IXJIOPAHTI/I,I[PI/I}IA
BEH30[c]IIUPPOIO]3,2-g] M0 1-2,.9- TUK APEOHOBOI
KHUCIOTbI

CuHTE3MPOBAH AMXJAOPDAHTHADMO 2,9-amoxcukapbomun-1H,10H-6enso[e]-
rupposo [3,2-gl unpona, XougeHcanUs KOTOPOrO ¢ aMMHaM¥ M (QEHONAMM IIPUBOXUT
K COOTBETCTBYIOIUM JIMAMMAAM U AKTUBMpOBaHHbM Audbupam. McciaenoBassl Mace-
CHEKTPBI TUXJIOPAHTMAPHAA ¥ HEKOTOPBIX TUAMUAOE.

Panee [2] mpr coofmanm 0 cHETE3€ W MPEEPAMEHAIX AUTHAPASHAOB B PAAY
6enzo [e Jmuppono [3,2-gluanona. C meapio HOXyYCHHES (-3aMCIICHHBIX IPOM3-
BOAHBIX OCH3OHHppPOJOMBROJA B HACTOsHIeH paGoTe CHHTE3HPOBAaH AU~
xnopamrmppuy  2,9-mmokcrkapbonma-1H,10H-6er30[e Jaupporo [3,2-g lmemona
(I) m m3yueHa ero peakuoHHAT CHOCOGHOCTS.

IuxiopaHTHAPER ] IOIydYaoT B3amMOAEHCTBHEM 2,9-HMOKCHKAPOOHMI-
1H,10H-6enso0 [e Jmuppono[3,2-g luagona (II) ¢ XOpHCTHM THOHMIOM.

B UK cuekTpe coeamueHns | TpOgBISIOTCd XapaKkTepHas MOI0Ca HOTJIOMCHAS
BasieETHEX Konebanmi waxomssoi rpyamsl NH npu 3370 r maTeACHBREAS HOMOCA
nornomenes rpymsr C=0 apua 1750, 1665 v L

B coexrpe IIMP coemuncrms I cambiii c1abomonpHEH MUPOKWH CHIHA IIPX
11,83 M. 1. npumamzexut mpotonam rpynnst N—H. Caraans mpororos 3-H, 8-H
IpogBASIOTCH B BuAe AyOnera mpe 7,74 m. A. Ilporonsl HahTaluHOBOTO KOIBHA
o6pasyIoT ABa CArEAIa B BHAE XyOiera KyOIeToB ¢ XapaKTEpPHHIME KOHCTAHTaAMHI
opmo- B Mema-COAH-CIHHOBOTO B3amMopeicTasd J45 = 9,32 1 J46 = 6,22 T'n.

Peaxnmorsas cmocoOHOCTH guxyopanruipuna [ wW3yd4eHa B YCIOBHASX
AKIICITOPHO-KATAMATHIECKON KOHAEHCANMY ¢ aMrHaMu 7 (peronamm. Vicnoms3o-
papme wu3bHTKA AaMEHOB OOYC/NOBIEHO HEOOXOAMMOCTEIO aKHEUTHPOBAHUS
BEIIEISIOMENCS KWCAOTH. Ilpu KOHIEHCAuwy ¢ aHTPAaHWNOBOM KWCIOTOW,
CTPENTOLHMIOM ¥ IWMETHAAMAHOM NOTPe0OBAaZOCH MODABAEHME B KaueCTBE
KATA/M3aTOpa TPUSTIIAMAHA JIS YBEIMUECHHS BHIXOHA aMuioB (10 65...75%).
Taxum 06pa3oM OBUIM HONYYEHH «,o -AM3AMEMICHHHC IPOU3BONHHE OEH30-
mepposouagona 1I1—XI.

* Coobmenue 16 cm. [1].
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Cunresuposanmsie amusi [II—XI mepacTBopuMEL B ampe, MaTOPACTBOPHMEL
B TT'® u N-Metmimopdomuse, 4T0 NPEnSTCTBYET BOCCTAHOBICHWIO AHAMHUNA X
amoMoraapuzom utas. I1py Boccranopnennn cycnensun amuna X LiAlH4s s TT'O
[3 ] mcxonueiil aMux BEHACACH HEM3MEHCHEEIM.

IIpm xoHmeRcanzn DuxIopaHTEApuia | ¢ (PeHOJaME CHHTE3HpOBAHH HOBHE
Gensomapposonsgoaconepxamue xusdups XII—XIV. Peaknua woeT riagko
B npucyrcTeaa TOA.

Ox

H-Xiv

IR = CeHsNH; IV R =p-CICsH4NH; V R = AdNH; VIR = nunepasumwr;
VI R = merwmmmepasuswi; VI R = 0-HO2CCeH4NH; IX R = p-HaNSO2CsHsNH; X R = N(CH3)z;
XIR = 4-mapupun-CONHNH; XTI R = C¢Cl50; XIII R = p-NO2CsH4Q; XIV R = 2,4- (NO2) 2CsH30

B UK coexrpax nmormomenus guamunos [II—XI (raba. 1) xpoMe BaAeHTHEIX
xonebamwii rpynnsl N—H #Merorces momock, XapakTepubie A aMETHEX TPYIIL.

WaTtepecasie pesynbpTaTH HOAYYCHBI [PH AHAMM3E MACC-CIIEKTPOB MAH-
xjopasruaprna | ¥ HexoTopeix mmamupoB. B macc-cmextpe coenmmueHES [ rmx
MOJIEKYJIIPHOTO WOHA M’ mmeer CD3BHUTCIPHO HU3KYI0 WHTCHCHBHOCTH. Ha
UEPBEIX ABYX CTajusx HPOMCXOMAT NOCIENOBATENHHOE SIMMUHMPOBAHHC IBYX
MOJIEKYJT XJIOPHCTOro Bogopozxa. IImk ofpasosasmerocs mosa [M-HCI—HCIT
obnamaer MAaKCUMAJBHOM WHTCHCHBHOCTBIO B  cHekrpe. JampHeHmmas
dparmersTanms storo moma 258% (100%) rpowmcxomuT aHANOTAYHO MO ABYM
HAanpasJICHUIM. BaXHHM OT/IWYWEM OT HM3BCCTHBIX CXEM pacmafa HHIOJIOB
saserca Hammaue norepa N=C=C=0 (pacmax TIHPPOSTHHOTO KoiBNa). B coexTpe
HabmonaeTcs TaKXe APYroi myTh pacnaza mosa [M—HCIT (294), mo KOTOpOMY
obpazyerca won 259(68). O6pasosarue ITOr0 MOHA HETPACT BAXHYIO POJb W IIPH
dbparmenrarnpu auamumos III, IV, X. Hawmbonmee mocToBepmas cxeMa pacmaja
coenmHeHnd [ ¢ yUeTOM BeeX MHMKOB B CIEKTPE TAKOBA!

M* 330(23) iC—l- 294(38) _—H-Ci 258(100) —N=—C=C=2 204(25)
1< * -2C0 ' § N=c=C=0
" 259(68) 202(62) 150(11)
§ -co §-CN
231(25) _ 176(32)

|

‘_‘ 203(19)
| TR=CECQ 1)

* 3zaech U Aanee AJisl TUKOB AaHbI BEJIUYUHDBL m/z.
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122]

Ta6auuwa 1

Haunbie YO n UK cnekrpos coepusenmin II-—-XIV

UK cnekrp, V, emt

(ligf{;;lv: Y& cnekrp, A-max (1g€)
NH amup 1 amup I $03, NOy
I 3320, 3270 1660 1520 - 204(4,70), 234(4,59), 240(4,62), 253(4,55), 272(4,79), 288(4,73), 355(4,78), 368(4,78)
v 3425, 3280 1680 1540 — 205(4,85), 242(4,69), 273(4,38), 290(4,39), 357(4,50), 374(4,50) '
A 3370, 3340 1650 1535 - 227(4,41), 236(4,48), 251(4,48), 266(4,57), 280(4,58), 333(4,51), 350(4,50)
Vi 3410...3230 1600 1510 - 210, 238, 250, 269, 280, 342, 350
vii 3370, 3230 1645 1580 - 209, 229, 237, 249, 267, 278, 338, 350
Vil 3450...3330 1600 1520 - 238(4,37), 281(4,21), 348(4,17), 370(4,31), 398(4,32)
IX 3210...3100 1680, 1660 nn 1540 1320, 1120 210, 236, 266, 278, 352
X 3330 1620 - — 227, 2317, 250, 268, 279, 337, 349
X1 3450, 3250 1665 1570 — 210, 237, 250, 268, 279, 341, 350
X1 3420 1700(C=0) — 212, 230, 238, 246, 268, 281, 351, 368
XIII 3390 1740(C=0) 1300, 1540 217, 234, 250, 270, 280, 354, 366
XI1v 3440 i310, 1550 239(4,41), 249(4,39), 269(4,36), 279(4,31), 357(4,11)

1750(C=0)




SF6

Crextpsl TIMP Hexoropnix coepmucHnit B AMCO-Dé

Tabnuuwa 2

Xumuyeckue CcaBWIH, CS, M. [

C -
etie KCCB, Tu
1-H, 10-H N—Hamun 3-H, 8-H 4-H, 7-H 5-H, 6-H 2'-H, 6'-H 3"-H, 5-H
1 11,83 m. ¢ — 7,72 1 8,29 1. 1 7,46 0. 1n - — Ji3=2,19,J45=
9,32,
J46=6,22
111 “ 11,95 ur. ¢ 10,28 ¢ 8,06 8,21 m 7,54 m 7,58 1, 7,12 M 7,40 M Jorgr = 8,04
yu, € 4'-H) .
v 12,0 1. ¢ 10,50 ¢ 8,15¢ 7,55 yur ¢ 8,20 ym. ¢ 7,93 n 7,50 1 Jo3 = 8,04
A 11,63 m. ¢ 7,89 ¢ 7,61 ¢ 7,45 m. ¢ 8,11 m. ¢ 1,79...2,14 (Ad) —
VIII 12,01 m. ¢ 11,90 1. ¢ 7,70 & 8,17 m 7,44 m 8,16 M, 6'-H, 8,72 m 3'-H, Jia=1,47
7,60 M 4'-H 7,16 M §5'-H
X 11,78 m. ¢ ‘- 7,62 ¢ 8,31 n. 1 7,44 1. 1 3,25 ¢ (CHy) Jas=6,2, J45 = 3,1
X1 11,90 m. ¢ 10,63 w. ¢ NH(@), 7,93 ¢ 8,17 . xn 753 0.1 8,88 1 8,01 1 Jas = 8,5, Jsg =
10,93 w. ¢ NH(B) 5,12,
Jo3 = 8,11
X1 12,17 m. ¢ - 8,33 c 8,47 m 7,55 M — o v
X1 12,54 m. c - 8,16 ¢ 8,42 yu. ¢ 7,54 ym. ¢ 7,72 n 8,40 n Jyrar = 8,40
X1v 12,6 m. ¢ — 8,24 n §,44 M 7,55 M 8,06 n (6'-H) 8,95 n (3'-H), J13=1,83, Jys =
18,73 n, n (§'-HD 2,56,
Js¢r=9,13




VimTepecHo mporekaer ¢parMenTanys MOJCKY/ISPHBIX HOHOB MMaMumos 111,
IV m X. Tlocae paspeiBa CBsi3® y 00OMX KapOOHHIBHEIX TPYII BCICACTBHE
SMMMUHEPOBAHAS COOTBETCTBYIOMIVX YACTHI FJIH MOJIEKYJT 00pasyercd dpparMest
¢ Maccoil 259 ¢ MakCHMaabEOW WM BHCOKOM MHTEHCHBHOCTBIO, B NAJBHCHINEM
npoucxogmt ormemicane rpynn HCN u CO mociezorarensso. B macc-coexrpax
maammpos  III m IV gabmomaercs Takxe NpOmECC OIMMAHMPOBAHUS
APWIA30NAAHATOB OT MOJEKY/ISPHHX MOHOB. OTHIEIUICHHEIN WOH apHii30nHaHa-
ta 119 (coemmmemwe III) m 153 (coemmmenmwe IV) permcrpmpyercd B BHOE
OTHE/BHBIX THKOB.

Cxembl (bparMeHTanEH

~H,N-C H ~HN-CH;
coemumenme IIL: M* 444(86) —— % 351(69) ———= 259(100)
+ —HCN
~CHNCO —CHNCO S
I——— 325(31) ————= 206(28) 232(62)
* -Co
204(55)
‘, —CN
178(27)
~H,NC(H,Cl —HNCH,CI
coemumenme IV: M* 512(8) —————  385(5) ——————»  259(26)
‘ —HCN

—CICH,NCO —CICH,NCO
l%» 359(21) —* o 206(60) 232(100)
+ -Co

+
C1C6H4N=C=O—l 153(20) 204(68)
* —CN

178(53)
*- -Co

150(16)

—NH(CHjy), —N(CHg), -HCN
coemumenue X: M* 348(64) —— 303(100) ———— =  259(58) ———»

0 —HCN
—— 232(23) e 204(29) —— - 177(23)

OKCHEPUMEHTAJIbHAA 9ACTb

KouTposns 3a XOH0M PEaKIMy U 9HCTOTOM CoenuueHUE npoBouy Ha miacTHakax Silufol UV-254.
MK cnextpsl moxydessl na npubope UR-20 B BasenmuHoBOM Maciae, YO crmexTpsl — Ha
cnexrpodoromerpe Specord B stamone. Crextpsr IIMP sapeructpuposasst Ba npubope WP-200 SY,
BuyTpednuit crampapt TMC. Macc-cnexTpsl CHETHI HA XpoMaro-macc-crekrpomerpe R-10-10
RIBERMAG mpu suepruu sOHMBHUPYIOMMX INEKTPOROB 70 5B ¢ npsaMbiM BEOXOM 00pa3IOB B MOHHBI
HICTOYHMK.

Huxaopasranpas 2,9-auoxcuxapbonmr-1H,10H-0enso] el mappoxof3,2-glmupoxa (I). Cy-
cmennupyoT 0,3 r (1 mMmoms) 2,9-puoxcuxapbonmui-1H,10H-6exnso [e]muppono{3,2-glurmona I
B 10 M THOHIJIXJIODMAA ¥ KMIIATST § 9 IPH NEPEMEIIMBAHMY. 32TEM PEAKIMOHHEYO CMECh OXJIAKIAF0T
710 35...40 °C, ocagox 0TdHIBTPOBBIBAIOT, IPOMBIBAIOT HECKONBKO Pas abcomotrbiM 5dupoM ¥ cymar B
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BaKkyyme. Boixox 0,24 r (90%). XKenrbre xpuctanisi, Tnx 240...241 °C. Rr0,77 (Genson—adup, 3 - 1).
Harigeno, %: C 58,4; H 2,8; N 8,5; Cl 21,1. Ci6HsN2C1202. Bemucneno, %: C 58,1; H 2,4; N 8,5;
C121,2.

2,9-Ou(dbernnamuroxkapOonnim)-1H,10H-Genso[elunppono[3,2-g]urgoxn (@) K pact-
Bopy 0,1 r (0,3 Mmoms) muxnoparrmupuna I 8 15 M abcomoTHOro AHoKcana mobasnmior 1,2 mx
(0,01 Mom®) amuzuWHA B 5 MJ AMOKCAaHAa ¥ nepememwuBaior 30 MyH HpY KOMHATHOM TeMmepaType.
PeakuMOHHYIO CMECH BHITMBAIOT B cMmecs HCl—aoxa, | : 1. Brimasmue KpUCTAIABE OT-
(UIBLTPOBBIBAIOT, IPOMBIBAIOT BOA 0 U cymat. Coenuuenue 111 oymmaroT Ha KOJIOHKE C CHTMKAreJieM,
MOUPYS CMeChIo ieHTan—adup, 1 : 2. Bexon 0,06 r (63%). Kpemossie xpucrawisl, Tnun 328 °C
(pazn.). Rr0,80 (Genson—aueron, 3 : 1). Hatneno, %: C 75,5, H4,4; N 12,6. C2sH20N402. Beruucneno,
%:C175,5; H4,5:N12,6.

2,9-Tu(n-xnophennmnavuaoxaponmn)-1H,10H-0enzofejnuppoxof3,2-gluranon (IV). ony-
4ar0T asagoruuHo coepuuenmo I us 0,1 r (0,3 mmons) muxopanrgpuna I v 0,1 r© (1,2 MMoms)
n-xnopanununa. Bexog 0,11 r (73%). Tux 166...167 °C. Rr 0,58 (amMuak—rponanon-2, 1 : 5). Hau-
neno, %:C65,6;H3,1;N10,7; C113,5. C2sH1sCoN4O2. Beramcneno, %: C65,5; H3,5; N 10,9; C113,8.

2,9-Iu (agamarTHIaMEHOKap6ouna) -1 H,10H-6en3o[e]muppono|3,2-glumgon (V).
K pacrsopy 0,3 r (1 Mmons) coeguuenns I B 20 M auoxcana nodasistor 0,6 r (4 MMons) aMuECanaMas-
tana B 10 Mu suoxcana. PeakuuoHHy0 cMech nepeMemueator 1 wnpu 70 °C. PacTBop 0XaaXXnaior,
BBLIIABIIIME KPUCTAILIBT OTHIIILTPOBBIBAOT, IPOMBIBAIOT a0COMOTHRM 3(UpOM U cymaTt. Berxon 0,34 1
(68%). XKentsie xpucraswisl. Ty 283...284 °C. Rr0,63 (6ermson—aueron, 4:1). Ham(eHo, %:C76,8;
H6,7: N 9,7. C3sH4oN403. Beramcneno, %: C77,1; H7,2; N 10,0.

2,9-Tu (oanepasuao-N-kap6ommn) -1H,10H-6enzof el mappono[3,2-gluamonx (VI). Honyqaror
aHaJI0TyaHO coeauneHuo V us 0,05 r (0,15 MMmonp) coepunerus [u 0,1 r (1 mmoss) nuniepasusa. Bexon
0,04 r (67%). Kpucrawmm xearoro useta. T 339 °C (pasn.). Hatizeno, %: C 66,8; H 6,3; N 19,1.
C24H26N602. Beraucneno, %: C 67,0; H 6,0; N 19,5.

2,9-JTu (n-meTrananepasuao-N-kapGouun) - 1 H,10H-6enzo [ejmuppono|3,2-glmanon  (VII).
Tomyqaror anaoruano coeauuenwo 111 us 0,1 r (0,3 Mmmons) coemunmenus I u 0,2 M n-aMHMHOMETHI-
TuepasyEa B 15 M fuokcana. Beoasiive KPUCTAIIIs! OThUIBTPOBBIBAIOT, HPOMEBIBAIOT SQHUPOM M CY-
mat B atMocdepe uBEPTHOrO rasza. Berxoa 0,09 r (60%). Tun 240 °C (u3 comupra ¢ adupom, pasm.).
Haitneno, %: C 64,1; H 6,6; N 22,4. C26H32N802. Bemaucneno, %: C 63,9; H 6,6; N 22,0.

2,9-Tu(arrpanni-N-kapbommn)-1H,10H-0euso el mappono{3,2-glumaon (VIII). K pacteopy
0,05 r (0,15 mmMoms) coemunenus I B 8 mn abcomoTHOro AvoKcaHa gobapasior pacreop 0,04 r
(0,3 MMOJIB) aHTPAHMIOBOIM KHMCIOTH B 5 Mi AMOKcana. K peaknmOHHON CMECH [IPH TIEPEMEIIMBAHUY
npuAMBAKOT 1...2 KamnM TPUSTWIAMUHA ¥ BbiepXusBaioT 30 Mum. BemaBIIME XKEATHIE KPHUCTAJUIbL
OTOWIHTPOBBIBAIOT, TPOMBIBAIOT aGcomoTHEM 3bupoM U cymat. Beixox 0,06 r (75%). Tun 191 °C
(paan.). Haimmeno, %: C 67,6; H 4,0; N 9,4. C30H20N40s. Beruucneno, %: C 67,7; H 3,8; N 10,2.

2,9-Nm(Gerzoncynphamunamuaoxkapoorn) -1H,10H-6enso[¢]muppono]3,2-gluanon  (IX).
Tlonygaror aranoruuno coeguuennio VI us 0,05 r (0,15 mmoums) coepurerusa I u 0,05 r (0,3 Mmos)
n-amuuobensoncyasdamuna. Berxox 0,06 r (67%). Coenuuenue IX mOpOmOK XpacHOTO mBera.
Tun 308 °C (paan.) . Hadtmeno, %: C55,6; H3,5; N13,9; S 10,1. C2sH2oN6O6S. Beruucneno, %: C55,5;
H 3,7, N 14,0; S 10,6.

2,9-Ju (aumernamunoxapbounn) -1H,10H-0enzo [e]mappono[3,2-glmamon (X). MoxyuaioT
~ aHanoruuHO coepuserumio VI uz 0,1 v (0,3 mmomm) puxnopanriapuna I v 3 mu 339, Bomsoro pacrsopa
muverraameEa. Bexon 0,07 r (70%). Tox 320 °C (pasn.). Ry 0,63 (stamon). Haitgeno, %: C 69,3;
H 5,9; N 15,6. C20H20N402. Beraucaeno, %: C 69,0; H 6,0; N 16,1.

2,9-J{1 (M30HAKOTEHOMIrHAPasuaokapbonmn) -1 H,10H-6en30 [e]mappono{3,2-gluumox (XI).
TlonygasoT anamormaso coenpaennio I uz 0,2 r (0,6 mmoms) coemumerus 110,17 r (1 Mmoas) uzonu-
KOTMHOWITHIPA3MHA. Bemrasmme KpucTayuisl OTMIBTPOBLIBAIOT, IPOMBIBAIOT AGCOMOTHLIM 3hHPOM U
cymat B atMocdepe MHEpPTHOrO rasza. Boixon 0,27 r (90%). Tux 230 °C (pasn.). Rr 0,48 (amvuax—
mporranon-2, 1 : 3). Hatipeno, %: C 63,2; H 4,0; N 21,5. C28H20Ns04. Boraucneno, %: C 63,2; H 3,8;
N2L,1.

2,9-Hu (nesraxaopderokcukapborum) -1H,10H-0erso [e] muppono]3,2-gluumon (XID). Toxy-
gasor w3 0,1 r (0,3 mmons) guxnopanrugpuza I u 0,16 r (0,6 MMomb) neHTaxa0pdEROIa, aHAOTUYHO
coepuuenmo VIIL. Coepunenue XII ocaxaaror abcomoraeM a¢upoM. Bexon 0,12 (60%). T 299 °C
(pasn.). Hatigero, %: C 42,3; H 1,3; N 2,9; Cl 44,6. C23HgCl1oN204. Beruaucneno, %: C 42,5, H1,0;
N 3,5; C144,9.
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2,9-Ju(n-uurpodenokcukapbonmn)-1H,10H-6enzo[e] mupposao[3,2-gjurmox (XUI). Honyua-~
0T aHAJOrMUHO coeguaenmio VI u3 0,1 r (0,3 mMoms) coemuuerus I u 0,08 r (0,6 MMOMB) n-muT-
poderona. Coepunenue XIII ocaxxaaior abcomorasmv adupoM. Bexon 0,1 r (63%). Tnx 168...169 °C.
Haineno, %: C 62,9; H 3,0; N 10,3. C28H16N40s. Boruucneno, %: C 62,7; H3,0; N 10,4.

2,9-Tu(2,4-guuurpodenokcukapbommn) -1 H,10H-6en30 [efnupposo[3,2-gjuanoxn (XIV). Io-
JyqaioT ananorugHo coeguuenuio VI uz 0,1 r (0,3 mvomns) puxmopauruppuna Iu 0,11 r (0,6 mvoms)
2,4-mumurpodenosa. Beixog 0,14 r (709%). Trx 245...246 °C. Ry 0,67 (nponanon-2—ammmax, 1 : 2).
Hairgeno, %: C 53,4; H 2,3; N 13,6. C2sH14Ns012. Berumcneno, %:C 53,7, H2,2; N 13,4,
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