XUMUA TETEPOUMKINYECKAX COEAVMHEHUMA. — 1999. — Ne 5. — C. 627—630

T. E. Xomrrapus, T. O. Ixanm, JI. H. Kypkosckas

AHOKCOIMTUAPOBEH30[5] OYPOUHIOIIBI

Onucans: CMHTES M HEKOTOPbIE CBOMCTBA M30MEPHBIX 2,3-AUOKC0-2,3-aurunpo-1H-
Genso [6] dypo[2,3-g] - u 2,3-guoxco-2,3-aurunpo-1 H-6enso [5] dypo [3,2-g] urnonos.

W3 mpou3RogHEIX MHNOJIA Ha UPOTSKEHAN MHOIUX JIET HANOOAbIIEe BAUMAHNE
TOPUBACKAET M3aTWH. Ha ero OoCHOBE MONYUYEHE! MHOTOUWCICHHBIE KPACHTECIIH,
TECTHIMIEL, CTEMYJSTOPH POCTA DAacTCHMN, AHAMWTHUCCKUE DPEAreHTHl M Op.
UsaTwH ¢ ycnexoM Moxer GBITs UCHOIB30BAH M KAK MCXONHOE CHIPLE IUIS CHHTE3d
JIEKAPCTBEHHBIX IPENapaToB C IMAPOKHUM CIIEKTPOM (DH3MOSIOTHYECKOrO NEUCTBHS
[1—4].

Iponoroxas nccienoBanrd B 60IACTH CHHTE34 TETPAIIMKINUECKIX KOHIEHCH-
POBAHHEIX CHCTEM, BKJIIOYAIOMIMX HHPPOIBHOE KOJBIO, MBI paspaforamm Ha
ocHoBe mnpowsBomHBIX OcHzodypama I, Il mpemapaTwBEBEI METOX NOXYYEHHI
W3OMEPHHBX 2,3-muokco-2,3-guruapo-1H-6ers0 b ibypo(2,3-g1- A1) u 2,3-nu-
okcu-2,3-maranpo-1H-6enz0 (5 Jbypo[3,2-g lmamonos (IV).
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B xauecTse MCXOMHBIX COSAMHEHWI OBLIM WMCIOAB30BAHHE |- m 4-aMuHONW-
Gemszodypaus [5, 6]. BsauMomelcTBMEM aMWHOB € XJIODAIBIMADATOM X
COJITHOKVICJTBIM THIPOKCHIAMAHOM B KUCJIOH CPee IOMYUEHBl COOTBETCTBYIONHE
maoHATpO30aneTamunonubensodypansl 1 v II, muxausamnus KOTOPHX B CEPHOR
KHMCJIOTE TIPYBEa K mesesbiM cuctemam 111 u IV,

B npotecce m3yuenms CBOACTE YKa3aHHBIX TETEPOLUKIIOB OBIJIO YCTAHOBICHO,
uro coepuaenud [1I u IV mpu neficrBuu BOCCTAHOBHTEEH C YCIEXOM MOTYT OBITH
NIPEeBpANIeHsl B COOTBETCTRYomme Oenso [4 Idbypoungonst V u VI, BHXOR KOTOPHIX
3aBHCHAT OT BHOOpA BOCCTAHOBUTEN. TaK, OpH ACHCTBIM AMIOMOTHAPHNA JIATHS B
abCOMIOTHOM TMpWAHHE 00pasyercs CMech, COCTOSINAS M3 COOTBETCTBYIOIIAX
3-rupporcubenso [b Jbypoumsponos VII m VIII (40 m 459,), HE3HAUMTEIBHOTO
KOJIMYECTBA HesaMemenasx coeqmuenmit V u VI (5 109,) m menpopearuporas-
mux ucxomHeix coecmmaeHmit I w IV. Mcoompsopaswme X€ B KauecTBe
BOCCTAHOBHMTENS mwbopaHa B Terparmppodypane mpm -78 °C mpumsomuT X
NOJAYYEHUIO COOTBETCTBYIOMmMX Oenso [b jbypomsmonos V u VI. Bexopsr ofonx
COEMUHEHNH KOJIMUCCTBCHHEIE.
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Xnvmgeckme cupard (O, m. 1) u KCCB coenmpenmit III—VIII

Coepu- PacrBopUTEH 6’ M
HEHHEC
a b [4 d e

s Auerou-Ds 9,9 — — 8,0 8,2

v Anteron-Ds 10,1 — — — —

v Aueron-Ds 10,2 ~7,2 8,3 7.5 8,3

VI Aneros-Ds 10,0 7,1 8,2" — —

A%11 JAMCO-Ds 11,5 ~7,4 ~7,0 7,5 7,7

VIII JAMCO-Dsg 11,7 ~7,4 6,6 — —

4,
S!:;Jf:: PacTBOpHTETH e J, Iy,
f g h i

i Aneron-Dg 7,9 8,3 — — Jde = 8,8

v Aneron-Ds 8,0 8.4 8,4 8,1 Jhi = 8,9

A% Anteton-Dsg 8,0 8,2 — — Jde=8,6

A1 Aneron-Deg 7,9 8,1 8,4 7,1 Jhi = 8,6

Vit IMCO-Ds 8,0 8,8 — — Jab =2,0; Jac = 1,7
Joc=2,9; Jae= 8,1

VI JAMCO-Ds ~7,7 8,0 7,6 7.5 Jac=1,5; Jpc= 2,3
Jhi=8,8

* TIpoTOH THADOKCHUIBHOR Ipymiusi.

ByKBeHHme 0003HAYEHUY TTOJIOKEHUST uporonos TPUBEIEHSI 1 YEO6CTEA COMOCTABICHUS
XUMHMYECKUX CABMIOB B crrekTpax [IMP 5THX coepuHeHuH.

PaszpaBoTaHHbI HAME METON TO3BOJNYIET 3aMETHO COKDATHTh UMCHO CTamwi
cuHTe3a rerepouukaos V 1 VI, monyueHHbIX HAMH ¢ UCIIOIb30BAHNEM PEAKIUHA
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Qumrepa [7], #, YTC He MEHEE BAXHO, B IPOIECCE BOCCTAHOBJICHAS BHICACHS U
0XapaKTCPH3OBAHEl HE ONWCAHHEIE B JUTEPATYPE COOTBETCTBYIOMME IHIAPOKCH-
npowssonsasie VII m VIII, xoropsie ¢ (hapMakoaOrHyecKoi TOUKY 3PEHUS TAKXE
IIPEACTABISIOT 3HAUNTEIbHBI nHTEpeC [ 1.

B WK cmextpax coegmuenmii | m II mabmomaeTcs moioca DOrJIOIMMEHWS
KapGOHWIbHONA rpymms B obaacta 1680 m 1670 cm | coorsercrsemno. ITosoca
momomenng npa 3240 u 3265 oM ! cooTBercraenm0 YKa3KBAET HA TPUCYTCTBHE
rpyrmms NH B otmx coemmmeswax. Ilojocel moromenus rpymmsr C=0 B
coepqmuermax Il u IV (1720 m 1730 CM_I) OJIA3KY COOTBETCTBYIOIIEN IOJIOCE
MOTVIOHEHAS B M3ATHHE.

YO coexrpsr coemmbenmit Il w IV HADOMMHAIOT COEKTD M3aTHHA;
Habmomaerca JMms  HEOOMBIION GATOXPOMHEIA COBAT  UIAHHOBOJHOBEIX
MaKCAMYMOB.

Bugn cnmextpor [IMP yxkazsBaer Ha aAry/gpHOe crpoeHue coenuuenwii 11T u
IV: paymume B xaxgoM ciayuae crekTpa cuctemsl AB ¢ xapakrepro# s
OpMO-PaCcIOIOXCHAS KOHCTAHTON CIMH-COMHOBOIC B3ammMopeictsmg (J = 8,8 m
8,9 I'm coOTBETCTBEHHO).

B wmacc-cnextpax coemmHenmit III mw IV mMeercda WHTEHCHBHEIA ITHK
MOJIEKYJIZPHOTO WOHA [M*] 237, a XapaxTep JajgpHeWmel (parMeHTannu,
MONTBEPXACHHEBIA METACTACIILHBIME IIEPEXOAAMHI, HE IPOTUBOPEUMT IpeaIarae-
MBIM CTPYKTYPaM.

B UK coexrpax coemmaermit VII u VIII unerTudmupyerca xapakrepraas s
THOPOKCHIBHOM —TIpymIsl  MmMosoca mornomieswd B obrnacrw  3470..3510 m
3490...3520 v}, 2 VO CIEKTp HAaOMHUHAET CIEKTp WHona. B cmekrpax ITMP
3THX COENVHCHUN OTMEUEHO MPUCYTCTBHE Y3KOTO CHHATVICTA MPOTOHA THAPOKCIIIb-
HO¥ rpymms npu 8,3 u 8,2 M. A.

SKCITEPUMEHTAJBHAL YACTE

KOHTDPOJIB 32 XOOM PEaKIUH ¥ YMCTOTOM COSMHEHII TPOBOAYLIM HA IUIACTHMHKAX C 3aKPEIUICHHBIM
cnoeM crtukarens Silufol UV-254, Y@ cuextpsl cuaTs! Ha criextpodoromerpe Specord B stanose, UK
cnextpsl — Ha npubope UR-20 ¢ mpusmamu u3 NaCl u LiF (8 BaseauHOBOM Maciie) , CKOPOCTh CKAHUPO-
gagms 160 npu cnekTpanpHO#M mwmpuHe menu 4 emt Macc-criexTp cusit Ha npubope MX-1303 ¢
HEIIOCPEACTBEHHBIM BBOIOM 00pPa3lia B MOHHBINA MCTOUHUK, TOK IMUCCHY KaToxa 1,5 MKA, uoHM3UpYIO-
mee Hanpspxerue 50 3B. Coexrper [IMP usmepess: #a cnexrpomerpe Bruker WP-200-SY (200 MI'm) .
XUMHUECKHME CABHIY IPUBENEHS! B MKAIE O OTHOCHTENBHO TETPaMETIUICIIIANA KAK BHY TPERHETO CTAH-
nmapra ¢ TogocTeio 0,05 M. a., KCCB — € towmocteio 0,1 T'u.

1-Azonmrpozoaneramuaogubensodypar (). B naruiaurposoit xoabe k pactsopy 16,5 r
(0,1 mMoub) xnopassruaparta 8 240 Mt BOABI OCAEA0BATENBHO Hobasnstot 260 r (0,8 Moib) KpucTaum-
geckoro cyibdara natpus NazS04 « 10H20, 18,3 r (0,1 Moms) 1-amunomubensodypana, pacTE0PeHHO-
ro B 3 11 Bogs! ¢ gobasnenmem 20 M1 KOHIL. CONFHOM KucaoTsl U 22,3 r (0,32 MOJIB) XJIOprUgpaTa rugpo-
kcunamuaa B 100 M1 Bogsl. CMeCh HACPEBAXOT A0 KUIICHUS U MONNEPIKUBAIOT 3TY TEMIEPATYPY HpU
nocTostHHOM nepememuBaruy 0,5 u. 110 3aBepIIeHUH PEAKIUK CMECh OXJIAXKAAIOT IIPOTOYHOM BOXOM.
BrImaBurue KpUCTaJUIBl M3OHUTPO30AETaAMUAOANOeH30(ypasa OTCACHIBAIOT, TINATENBHO IPOMBIBAIOT
BOZOM M BBICYIIMBAIOT B BaKyyMe. [IpogyKT ounMImaroT Ha KOJIOHKE ¢ CHIMKareneM. BrIXO coeuBesus
I 85%, Tmun 176...177 °C. UK cuektp: 3240 (NH), 1680 ot (C=0). YD crterTp: Amax (g €): 245
(4,50), 295 (4,12), 336 (4,29, 342 um (4,00). Hadineno, %: C 66,0; H 4,0; N 11,1. C14H;30N20s3.
Beruucaeno, %: C 66,1; H3,9; N 11,0.

4-VIzorurposoaneraManogudenzodypan (1) noxyuaroT aHAJIOTUYHO COeTUHEHHMIO I M3 4-aMuHo-
nubensodypana. Berxog 90%, Trn 182...183 °C. MK cnextp: 3265 (NH), 1670 o (C=0). VD CIIEKTD,
Amax (g €): 210 (3,74), 235 (3,99), 265 (4,00), 320 um (3,81). Haiizeno, %: C 65,9; H 4,1; N 11,0.
C14H16N203. Beruucaeno, %: C 66,1; H3,9; N 11,0.

2,3-Mmokco-2,3-puruapo-1H-0enzo[ bl pypo[2,3-glaugon (ITD). B craxan emxocThio 100 M mo-
MemaroT 29,4 r (0,3 moms) 75%, cepHO¥M KuCaoThI, HArpeBaroT 70 50 °C U npu HOCTOSHEOM HEPEMEIIH-
BaHMM HeGOIBIIMMY roprusMy 100asisor 25,2 r (0,1 Mous) cyxoro 1 -usoHMTpo30aeTaMuaoaubesso-
dypana 1. Temmepatypa npu 3T0M He Hospxaa rnogEuMaThea Boane 80 °C. I1o oxoHYaHMY A00aBIeHUs
PEaKTMOHHYIO CMeCh Harpesaror eme 1 g mpu 80 °C, saTeM MEICHHO OXJIAXKAAIOT M BBUIMBAIOT Ha
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10...12-xparHoe KomuyecTBO JbAa. Jepes | u ocafox OT(MIBTPOBBIBAIOT M IIPOMBIBAIOT BOJOM, CHIPOH
OPOAYKT CYCUEHIUPYIOT B 5-KPAaTHOM KOAMJECTBE rOpsSueil BOJBI M OPH NEPEMEIIMBAHNY JO0ABITIOT
40%, pacteop NaOH 710 1OJIHOrO pacTBOpeHus. 3aTeM OCTOPOXKHO A06aBagI0T 12 %, CONIHYIO KUCIOTY A0
Hauana 0o0pasoBaHMs ocajxa. OCajok OThMIIBTPOBHIBAIT M 0TOPAchBaT. PUiILTPAT HONKUCISIOT
KOHTIEHTPUPOBAHHOM CONISHOM KMCI0TOH 10 pH 3...4 uocrangroT Ha 1 9. Bemasmmuil 0CafoK COEAMHEEHMS
IIT oThrIbTPOBBIBAIOT, TIHATENHHO IPOMBIBAIOT BOZOM U BRICYIIMBAIOT. 1IepEKPMCTAIIM30BEIBAIOT U3
JIENSHOM YKCYCHOM KUCHoTHL. Boixon coegrmenus 1T 80% . T 285...286 °C. MK cnexrp: 3410 (NH),
3250 (NEHL...0=C), 1720 en”} (C=0). V@ cuextp, Amax (1g€): 270 (4,38), 295 (3,39), 300 (3,50),
410 mM (2,70). Hadimeno, %: C 70,7; H 2,8; N §,8. C14H7NO3. Bemucieno, %: C70,8; H2,9; N 5,9.

2,3-uokco-2,3-nurugpo-1 H-Genso [ bl dypo[3,2-glmanon (IV) noaydaoT aHaIOruIH0 COSRMHE~
a0 1 u3 4-u3ommMTposoaneTamunomubensodypana . Bexon 80%, Tmn 197...198 °C. MK cnexrp:
3400 (NED, 3230 (NH...0=C), 1730 cM* (C=0). VD cnexrtp, Amax (g €): 258 (4,30), 330 (3,50,
420 uM (2,90) . Haitneno, %: C 70,6; H 2,9; N 6,0. C14H7NO3. Beruncreno, %: C70,8; H2,9; N 5,9.

3-Tappoxcubenso[ 5] dypol2,3-glmamon (VII). Tipu oxnaxaenuu 1,7 r (0,045 Mone) amomMorua-
P¥Aa JUTHS CMemmUBaroT ¢ 1 20 M1 a6COTIOTHOTO TIMPUAMHA U IPH HePeMEIIUBAHMY IOPIMSIMHY J06aBI-
T 2,4 v (0,01 Mons) xXopomo BuICymeEHOro coerunenus I rax, gTO0BI TEMIIEPATYPA PEAKIIUOHHOMN
cperel e mpessmrana 25 °C. Yepes 8 o mepeMemmBanus IPH KOMHATHOM TEMIEPATyPe KOGABIAIOT 110
xarorsM 10 MI BOxwl, a 3aTeM pactsop 120 r suusoilr kuciors: 8 480 My Bogel. IIpomyxT peaxmmu
SKCTPATMPYIOT IMUPOM, SKCTPAKT IPOMBIBAIOT Pas0aBIeHHBIM PACTBOPOM BUHHOIN KMCIIOTBHL U CHOBA
BOAOEL. Bricymumsaior ero Hag Na2SQ4 v pacTBOopurens 0TroHsOT. ITonygaror 0,9 r oCTeneHH0 KPUCTaI-
MM3yrOmerocs semectsa VII, xXOTOpOe OUMmANOT K4 KONOHKE C cuimxarenem. Berxom 40%, Tmr
200...201 °C. HK ¢nexrp: 3300 (NH), 3470...3510 oM™t (OH). YD CHEKTp,lmax (1g€): 230 (4,50), 265
4,80), 290 (4,65), 310 1M (4,20). Haitnewo, %: C 75,2; H 4,0; N 6,2. C14HsNO2. Beruuciaero, %:
C 75,3; H4,0; N 6,3.

3-Tanpokcubenzofs]dypo[3,2-glmagon (V) momywaioT aHANOrMHHO CoenuHenro VII u3 coe-
numernus V. Boixon 45%. Tuax 179...180 °C.MK cnexrtp: 3290 (NH), 3480...3520 M (OH). YO
crexrp, Amax (g €): 225 (4,44), 255 (4,60), 270 (4,55), 318 um (4,14). Hainewo, %: C 75,3; H 3,9;
N 6,1. C14HoNO2. Boraucaeso, %: C 75,3; H4,0; N 6,3.

Berzo[b]dypol2,3-gluamon (V). K oxnaxgensomy 5o —78 °C pacteopy 2,4 r (0,01 momns) coepu-
mexvs I B 2,5 M a6c. Terparuapodypasa Ipi HepeMenMBaEmi Fo0aBIsOT M0 Kamwsm pacTsop 1,7 ¢
(0,06 Moib) muGopasa (CMeCh NPUTOTOBIEHA U3 GopruapuUsa HaTpys 1 sdupaTa Tpexdropuctoro Gopa)
8 20 M TeTparunpodypana ¥ BbIIEPKUBAIOT PEaKLMOEHY0 cMech 30 wnpu 0 °C. 3aTeM BbUIMBAIOT €6 B
1,5 11 Bogst, c1ab0 OIKUCHSIOT M IPORYKT PEAKIMy M3BIexaroT 3dupoM. DKCTPaKT IPOMBIBAIOT BOROH
u sricynmmBaroT Hax Na2S04. Ilocne OTFOHKM PaCTBOPUTEIS PONYKT PEaK UMy OIMIIA0T Ha KOJOHKE C
cunuxarenem. Honyuasor 1,82 r coemumenus V. Borxon 90%, Tmx 146...147 °C. K crexrtp: 3410 oMt
(NH). VO crexrp, Amax (g €): 219 (4,44), 251 (4,88), 289 (4,35), 312 (4,62), 320 mm (4,30).
Haiizeno, %: C 81,1; H 4,3; N 6,8. C14HoNO. Brraucineno, %: C 81,2; H4,3; N 6,8.

Berzo[s]dypol2,3-glunnon (VI) monyuaroT aHAIOMMUHO coemmuenuo VII ug coemumenus IV.
Berxon 90%, Tmn 162...163 °C. VK coexrp: 3380 oMt (NID. Vb CTIEKTP, Amax (g €): 242 (4,70), 248
(4,87), 263 (4,28), 318 mm (4,37). Haitnero, %: C 81,1; H 4,2; N 6,7. C14HoNO. Beraucneno, %: C
81,2; H 4,3; N 6,8.
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