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C. A. Fmvamxur, M. A. Barauos

PEAKIINN SAMEHEEHHHX 7-AMMHOUHZOJICB
C 1.3-IMKETOHAMI

Konpencamms 2,3-guMeTi1- 1 1,2,3-TpumMesur-T-eMuHounzoa0s ¢ B-mixap6o-
HYUIbHBIMHM COCAMHCHMSEMYM NPHUBOAMT K CHAMKMHOKCTOHAM, KOTODLIC HOX }IBIZCTBI/IBM
TpUDTOPYKCYCHOM KUCIIOTH IMKIIUBYIOTCH § 3aMEmeHHbIe Mppono {3,2-4] xeniomume:.

B ‘mponmorxemwme wmeCnicnoBaHu#i N0 WCHOMB30BAHMIC AMWHOWHIOMOE Kak
HCXOMHBIX COCNMHCHWE B CHHTE3€ UHPPONOXHHOAMEOB [1] MBt m3yuwmm
BOSMOXHOCTD IPUMEREHAS id 3TuX nenci 2,3-mmverwn- # 1,2,3-tpumermi-T7-
AMUHOUHIDJIOR.

Ha mepsoM o5rame mpomecca KOHEEHCALMS aMUHOMHAOACB 14,6 ¢
[-nuxeTonAME IPEBORXT K 00pa30BaHMIC EHaMAHOKETOHOB [la—e

IaR=-H,6R~Me; llaR~H, R =R*=Me; 6R=H,R' =Me, R>=H; sR-H, R' =R>-Ph;
rR=R'=R?>=Me; 3R=R'=Me, R*=Ph; e R=Me, R =R*—Ph

Peaxmwg 1-mesamemiernorc mEmoaa 134 C  AHeTANANCTOHOM HIPOXONUT
moaEocThio 32 1,5...2 v, Paxee anaiOTAYHYIO PEaKIAo VL% S- 1 6-aMAHORHICIOB
nposopmay Ge3 pactsopmrens ¢ 30-xparamv u30HTKOM auermnaneroma (21
Oxa3anocs, UTO 3HAUATSHHHO YHOOHEE HPOBONUTH 3Ty KOHACHCANWIO B TOLYOIE
(100 °C) ¢ rebonpmmm (15%) u3bsrrkom aukeToHa. B 10M Ciiyuae moxyuensas
TOCHE OTTOHKYM DAaCTBODHTENS KPHCTAUTAUECKAs Macca XOpPOmo AeHUTCS
XpoMaToTpauuecky. KpoMe TOTO, TIOMBIZSTCI BO3MOXHOCTb Cpasy HpOBECTH
MUKIM3ANHAI0 OAYYCHHOIC CHAMUHOKXETOEA B TP TOPYKCYCHOH XmcmoTe §e3 ero
MOHONHATE/AbHOM oumcTky. JLEg BCEX OHMKETOHOB ¢ N-metwamHmoxoM 16
COOTBETCTRYIOIAE SHAMAHE IOy YAI0TCE TpygHee, YeM B cayuae NH-amanors Ia,
Y10 OOYCIOBJCEC, HO-BHARMOMY, HPOCIPAHCTBEHHEM BAZAEHEM N-METWIGHON
rpyonsl. Peaxumo ¢ DUOEH3CHIMETAHOM AaXe LIPH JUIMTEIHEOM HATpPEBAHEH
HPOBECTH N0 KOHNZ He ygaercs. XpoMarorpadwmuecky GEKCHPYETICS HAIWUHME
HEnpOopearapoBaRHIiero aMuaowanoia (oxono 269, nig coenugenng Ia u 36...359,
ais coemameEus I6), T. e., KaK W € APYIBMHA ApOMATHYCCKAMY AMEHAMHE,
AUETAIANETOH PEarupyer Jerde, YeM NUOCH30MAMETaH, B TOAHOM COOTBETCTBUMA
C pa3auuZaMu. B PEAKIWOHHOH CHOCOOHOCTH ANKWIBHBIX H  APWIBHHIX
KapOOHmNBHEIX TpymI. B ciayuae OCH3OHIANETOHA HAJWMYME AaKTHBHOTO
ATETUIRHOTO (parMeHTa oO0ECIHeumBAET IONMHOE NPOXOXHEHHEC pPEaKiud C
obpasoparueM emamuHOKerona 1Ix B reyenme 30 mum (100 °C). B macc-cuerTpe
enaMuuorerona 1Ix uabmonaercs HETEHCHBHEIL UK woHa ¢ m/z 105 (Benzomn),
UTO TONTECPXEACT KOHACHCAUMI0 AMHHOEHEONA 10 ANSTWIGHON TpyOme u
corzacyercs ¢ maHasMu paborsr {21
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B cnexrpax [IMP enamuuokeTonos Ila—s. (1aba. 1) o6EapyXess CATHAIH
vvmEHON rpymaosl (N—H) = onedwmosoro mpoToHa, Y0 TOBOPHT 00 HX
CHAMHWHOKETOHHON cTpyKType. Harmmuue 8 UK criekTpax mOMOCH TOTJIOINEHHY B
obacta 1600...1620 cv *, COOTBETCIBYIOHWIEH CONPEKEEHON XapOOHWIHHON
TpyIne, TORTBEPXKAAOT AaHHBIe cruekTpos [IMP. Jamssie mo YO cmextpam
coepuHeHmH [la—e cormacyrorca ¢ mpuBOOUMEIMA B JaTeparypel2 J.

Tlpw mwkmmsanwm eHamMuHOB 1Ir—e MOXHO OBUIO OXHMIaTh OOpa30BAHES
TOJBKC COOTBETCTBYIOMIEE TAPPOIIo [3,2-A IXuHoamEOR, TOINA KaX AA% CHAMAHOB
Ila—e, He TMEIOMEX 3aMECTHTEAY Y WHEOABHOTO ATOMA A30T4d, HE HCKIIOYANACh
ANBTEPHATHBHAS BO3MOXHOCTS 3aMHIKAHUS IHKJIA HA IAPDOAGHEIE (hDparMeny ¢
00pazoBaHmeM TPEIAKIAYCCKAX CTPYKTYD € Y3AOBEM aTOMOM a30Ta. [locaenume,
ONHAKO, HM B OAHOM Ciayuae ofmapyxeHsl He Oy, Bce WCHONB30BAHEBIE B
PEaKIugX CHAMWHOKETOHSI 1la-—¢ Tox ACHCTBHEM TPU(DTOPYKCYCHOH XWCHAOTH
OPEeBpamIalOTCT B 2aMEmeHEse  muppono[3,2-Alxumommmsr Illa—e, 1. e.
TeTEPOLMKIIMBALAS HAEST TOMBKO [0 HOJCXKEHUIo & OeH30ApHOIC KOIbIA HHEOA.

Tabnuua 1

CrexTpanbHpIC XapaXTepUCTHKE €HAMHUEOXKeTOHOB II

C?:_' BpytTo- Mace-cnextp, m/z Coexrp TIMP, Y& fuextp, cn:/:IK
Hﬁme Gopmyna o, %) > M- A (1; asx) CM]S?’
Ta | CisHisN20 5,2 (IH, ¢,. =CH); | 225 1620
6,5...7,1 (3H, ™M, 4-, 5-, | {4,55),
6-H); 10,5 (I1H, ¢, NH- | 320
mupp.); 12,1 (1H, ¢, | (4,30}
NH-svun.) . IMCO-Ds
16 | CaolloNzO | 304 oMF, 1000, 280 (1), | 6,0 (1H, ¢, =CH; | 224 1600
287 (11), 286 (10), 199 | 6,8...7,5 (GH, M, 1-| 4,32,
(39), 184 (33), 183 (30), | CsHs); 7,8...8,1 (BH, », | 280
160 (28), 159 (27, 144 | 4-, §-, 6-H); 10,5 (1H, ¢, | (3,80},
(32), 143 (10), 115 (21), | NH-nupp.); 13,1 (AH, c, | 346
105 82,77 (79 NH-umug.y. Aueron-Dg 4,10)
I | CasHxN20 6,0 ((H, ¢, =CH); ]| 220 1600
6,8...7,5 (10H, M, 1-, 3-, | (4,51,
3-Cells); 7,8...8,0 (3H, | 365
M, 4-, 5-, 6-H); 10,3 (1H, | 4,13
¢, NH-mmpp.); 12,8 (1H,
¢, NH-mmun.). Augeron-
Ds
Or | CisHaoN20 | 256 (M™, 100), 241 (11), | 52 (H, ¢, =CH);|230 1620
- 239 (8), 238 (9, 237 2B, | 6,6...7,2 (3H, ™M, 4-, 5-, | (4,33),
223 (8), 188 (67), 184 | 6-H); 12,1 (1H, ¢, NH- | 314
(30), 159 047 vmun.). [IMCO-Dg 4,17
In | CaHN20 | 318 (MY, 77,303 (5),213 | 6,0 (1H, ¢, =CH); | 227 1600
(69), 198 (160), 184 (33}, | 6,8...7,5 (SH, ™, 1-] (4,62),
173 (9, 159 (35), 158 | CsHs); 7,8...8,1 (3H, ™, | 285
(30), 144 (B, 143 A6), | 4-,5-, 6-1D; 13,0 (1H, ¢, | (3,88),
105 (80) NH-mvun.) . Aetos-De 340
(4,38) .
Ie | CaeHaN20 | 380 (M7, 23), 365 6), 297 | 2.2 (3H, ¢, 3-CHs); 2,3 | 228 1600
' 8), 275 (48}, 258 (41), | (3H, ¢, 2-CH3); 4,0 (311, | (5,17,
158 (15), 144 (6), 143(D), i ¢, 1-CH3z); 6,0 (IH, ¢, | 350
115 (13), 105 (36), 77 { =CH); 6,1...7,5 (10H, M, | (4,58)
(100 1-, 3-CeHs; 7,7...8,0
(3H, M, 4-, 5-, 6-H); 13,5
(1H, ¢, NH-umm.). CCly
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CF;COOH
Jla—re —m————— R

1
R a—e

MIaR=H, R'=R>=Me; 6R=H, R =Me, R%2=Ph; sR=H, Rl = R? = Ph; rR—R'=R*Me;
aR=R'=Me, R?~Ph; e R=Me, R'=R?*=Ph

B pomesy sroro roBoput mmenTmunoCTh Y@ crmextpos momyueEEEx 1-H
(IITa—s) m l-mermn (Illr—e) nwpposoxmEOAEHOB (Taba. 2), UYTO TaKXE
COIVIACYETCS C MAHHBIMH, TOMYUYCHHBIMHA A% TOROOHBIX CTPYKTYp pamee [3].
Cuextpu [IMP mmpponoxugommsor IIla—e xapaxtepmsyoTcd HaImdHeM
VIOMPEHEHOITO CHATHAJZA HPOTOHAa HOHppombHON rpymosr NH, a N-MeTwapHHX
anamoros Illr—e — currana mporonos rpyunst N—CH3. Cursamsr apomaTtmye-
CKEX IPOTOHOB B crickTpax IIMP uccireoBasHbIX THPPOIOXAHOINHOB YAIMIE BCETO
IUIOXO paspemeHsi. VICKTIOUEHAS COCTAaBAAI0T coemmuenus [11a,r, nng KOTOpEX
AB-cucrema wpotomoB 4-H u 5-H Beipoxmaerca s cummrrer. [lporos 7-H
pacmonaraercs B 00macTr  60Jiee CUTBHBIX TIOIEH, ¥TO XapaKTEPHO IS IPOTOHOR
B-H mmpummaa.

Macc-cnexrpsr nmpposoxunoanios [la—e Magomadopmatusasl. Hanbonas-
[IyI0 HHTEHCUBHOCTH B HUX MMEET MK MOJIEKYJISPHOIC MOHA.

Tabnuma 2

CHeKTpanbHbIe XapakICPHCTHKH NUMPPONOXaHONMHEOE I

Coenp- BpyTro- - Mace-crexTp, * Crmextp IIMP, O, m. 1. Y& crexrp ,
HeHHE dbopmyna m/z (Iory. %) PacTrOpHTEID Amax (g 8)
‘ a CisHisN2 7,1 A8, c, 7-H); 7,5 2H, ¢, 4-; 5-H); | 228 (4,09;,
’ 11,4 (1H, ¢, NH-nupp.). IMCO-Dsg 276 (3,96),

328 (4,02)

16 CaoH1sN2 | 286 (M*, 100), | 2,1 (6H, ¢, 2-, 3-CHa); 2,7 3H, c, | 236 (4,94),
285 (86), 271 | 8-CH3); 7,0 (1H, ¢, 7-HD; 7,1...7,3 | 282 (5,15),
®, 145 (&, | (7TH, 4-, 5-H, 6-C¢Hs); 10,8 (IH, c, | 355 (4,25)
137 (8) NH-nupp.). CCly E

s CasHo0N2 : 1,8 (3H, ¢, 2-, 3-CHzs); 2,1 (3H, c, | 245 (5,38),
-2-CHs); 7,0...7,4 (10H, M, 6-, 8- | 295 (5,23),
CsHs); 7,6 (1H, c, 7-H); 8,1...8,3 | 355 (4,58)
(QH, ™, 4-, 5-H); 10,5 (1H,
NH-riupp.). CCly i

UIr Ci6H1gN2 7.1 UH, ¢, 7-1D; 7,5 QH, ¢, 4-, 5-1D). | 225 (5,82),
AMCO-Dg . 275 (6,05),
. 323 (5,03)

iz CuFooN2 | 300 (M7, 100), | 2,1 GH, ¢, 3-CHs); 2,2 GH, ¢, | 234 (5,50),
285 (23), 142 | 2-CHs); 2,6 (3H, c, 8-CH3); 4,4 (3H, | 281 (5,60),

&), 135 &) ¢, 1-CHs); 6,9 (1H, ¢, 7-H); 7,1...7,3 | 345 (4,80)
) (7H, M, 4-, 5-H, 6-CsHs). CCls
e’ CacHaoN2 6,9...7,2 (10H, M, 6-, 8-CsHs); 7,4 | 248 (5,19),
(1H, ¢, 7-H); 7,8...8,0 (2H, ¢, 4-, | 291 (5,25,
5-H). Auerou-Ds 350 (4,58)
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Taxmv obpasom, 2,3-mmverwn- u 1,2,3-TpumeTri-7-aMAEOHEIOIE MOTYT
OBITH WCIIOAB30BAHBL IS HOAYYEHUS 3aMEMECHHEX OHpPOo[3,2-A JXuHOIMHOB.
3aMBIKaH¥Ze HNEKIa B YCHOBHAX peakumk Kom0Ga mo aToMy a30Ta IHPPOJILHOTO
KOoJIpIa IS eEaMuHeKeToHOR [la—B He peaymzyercs.

SKCIIEPMMEHTAJNBHAYL JACTH

Cnekrpm TIMP saperucTpupoBanst Ha npubope Varian T60 (pacTBODUTENs YKA3aH B KAXKIOM
OTHENBHOM CIy4dae), BHyTpenuumii craugapr TMC. YO cuexrpsl nonyuens va cuextpodoToMeTpe
Cary-15 8 oranone, HK cnexrpst — Ha npribope UR-20 5 Bazemu0BOM Macie. MACC-CHIEKTPEI HOMyYe-
=1 Ha npubope MX 1303 ¢ Mopudmiuposannoi cucteMoir 3302 00pasa B MOHHBL UCTOYHMK P
SHEPTUY MOHM3UDYOMUX SMeKTpoHos S0 3B. KoHTpoas auCToTh BemecTs nposonmy MetonoMm TCX. B
KagecTse apcopbenra mus npenaparyeHoit TCX mcnomssosaiu Al2Q3 (aeftrpambaag, I cT. akr. no
Bpokmany) u cunmxaress 40/100.

Jlansbie SJEMEHTHOTC AHAH3A A/ CHHTE3UPOBanHsix coequuenmii ma C, H u N COOTBETCTBYOT
BBIUMCIICHHBIM.

Hammwie Y@, TIMP, MK u Macc-CIICKTPOB 17g coepunenmwii Ila—e npueenerst B taba. 1, s
coepunenmit lfla—e — B Tabi. 2.

4-(2,3- I EMeTHIMHAOAL- 7} aMuHOneHTeH-3-08-2 ({a). Cmecs 0,5 1 (3,1 mvoms) 2,3-mumvern-
7-avumounnona (a) u 0,4 r (4,0 Mmonp) anermnanerosa B 3 MJI TOJIyOIa KMISTST B Teuekue 1,5...2
(xpomarorpaduueckeii KONTPOb) . TI0KyYeHHBIR ICCIE OTTOHKY TOIy01a OCTATOK OUUIIAXOT Iperapa-
TeeHOM TCX Ha CuUIMKareje B CHUCTEME 6eH30J1—ermaueTar_, 5 : 1. Bexox 0,41 r (55%). Tun
172...174 °C (u3 rexcana).

4-(1,2,3-TpuMeTHIMHEIOTII- 7) aMAHONeHTeH-3-08-2 (IIr}). [10/y4aroT aHAIOrHYHO COSTMHEHHMIO
Manzl ,2,3—TpMMeTm—7—z.1MMH0MHnona {16) . ExaMusoxeToH om0t npenapatusroit TCX Ha crmm-
KareJsie B cucTeMe 0eH3on—aTunaneTar, 7 : 1. Boxox 52%. Tur 87...89 °C (us rexcana).

1-®enun-3-(2,3-nuMeTAIMEROMT-7) amanolyrea-2-o8-1 (II6). Cvecs 0,5 r (3,1 MMoms) amu-
mouxnona Ia m 0,65 r (4 MMons) GeH30MNALETOHA HATPEBAOT B TeueHue 30 MUMH NpH TeMIIepaType
160...165 °C. TToxygeHHOe BeleCTB0 0IMIaroT npenaparusaoi TCX na mnactuaxe ¢ Al2O3 B cucreMe
Bensoar—xopodopM, 4 : 1. Coenuuenye MOXyIaeTCs B BUME SKEITORATOTO Macha. Brxox 0,61 1 (65%).

1-®enun-3-(1,2,3-TpaMeTaREEIOIAI-7) aMpHo0yTeH-2-00-1 (IIn). TTorywaroT aHaIOTHIHO CO-
enuueHmio 116 us aMunonngona I6. Owmmaror mpenapatusroi TCX na mnactuekax ¢ Al2O3 B crcreme
Senzon—xuopodopm, 7 : 1. Macno. Berxom 61%.

1,3-Indennn-3-(2,3-1uMeTaImHa0IAI-7) amuaonponer-2-08-1 (I1B). Cvecs 0,4 1 (2,5 MMo1b)
ampHopmzoMa Ja 1 8,9 v (4 mvors) pubeHzonnMeTana HArpeBaoT B TedeHue 2...3 4 npu TeMmieparype
160...170 °C. IosyueHHOE BEMECTE0 OUMIAI0T AHAIOIHYHO NPeabIAymeMy. Bexor 0,55 T (60% ). Tux
208...209 °C (w3 rexcana).

1,3 -I[HQ)&HHJI-3-(1,2,3-TpPIM6THJIHHI[OJIHJI- 7)ammuonponen-2-o8-1 (Ile). IloxyqaoT aHanormy-
HO eHamMMHOKeT0Hy IIB 3 amurousnona I6. Owmmaror npenapatusnoit TCX na mnactuaxe ¢ AbOs B
cucreme Gerzon—xiopodopm, 10 : 1. Beixon 51%, OPO3pauHOe XEIToe MACIO0.

2,3,6,8-Terpavermnupposof3,2-A]xurosnn (I11a). Pacteop 0,41 r (1,7 MMOIB) EHAMHMHOKETO-
Ha la B 3 M TpudpTOPYKCYCHOM KECHOTHI KUMILTAT B Tedenue 3 9. OXIaXIeHHY0 CMeCh BhLIMBAIOT B
30 M1 109, BomHOrO pacTBOpa ammuaka. OCamoK OTHHIBTPOBHIBAIOT, CYMAT HA BOSAYXE, 3aTEM OTHIIAIOT
npenaparyeeoil TCX Ha 1uracTwuxe ¢ CHIMKAreJaeM B cucreMe Gemson—oadup, 5 : 1. Boixox 0,28 r
(69%). Tux 217...219 °C (us adupa).

1,2,3,6,8-Ilemramerrmuppoio[3.2-Alxuronus (UIr). TomxyqaT aHanorMaHO coemmuenmro Ila
u3 eHaMUHOKETORA Hr. QUMINAOT Ha IUIACTHHKE C CHIIMKATENEM B CucTeMe GeH301—aTHIaneTar, 2: 1.
Bexox 65%. T 154...156 °C.

2,3,8-Tpumeran-6-cdermmmppono]3,2-A]xauonnu (ITI6). HoayuaroT aHATOTMTHO COSAMHEHHI0
IMa us emamerokerona I16. Owumaror Ha wiactusike ¢ A203 B cucteme Genzon—asdup, 3 : 1. Brixox
70%. T 110...112 °C (u3 rexcana). :

1,2,3,8-TerpameTui-6-dermimmpporo3,2-A] xmaonpa (IIIn). ITony9arT aHAIOTHMIHO M3 €HA-
MuHOKeTOHA Iz, oumimiaioT Ha mnactusxe ¢ Al203 B cucreme Genson—xiopodopm, 4 : 1. Berxoxn 67%.
T 164...166 °C. :
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2,3-Bmmerun-6,8-madernmmapposio[3,2-A) xunonma (I1Is). MonxyuaroT us emamuuoxeTona I u
OUMIIAXOT AHAJOTMIHO HPeAbIIymeMy B cucreme Gemson—xaopodopm, 15 : 1. Beixon 60%. Ton
133...135 °C (u3 rekcana).

1,2,3-Tpamerns-6,8-mudermwmuppono[3,2-A]xmromma (Ie). oryuaroT ¥ OUMIMAIOT AHAJO-
THYHO HPEABINYINeMY U3 cHaMuuoKeToHa Ile. Borxox 54%,. T 153...156 °C.
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