XUMUSI TETEPOLIMKJIMYECKUX COEJMHEHUM. — 2006. — Ne 5. — C. 780—786

T. E. Xomrrapus, JI. H. Kypkosckas, K. T. bBauukanze, M. M. MaTtnaj3se,
M. U. Cuxapyauase, T. O. xkamm, B. O. AHaHHAIIBHIIH,
N.T. Abecanze, M. I'. AnanuimBuIu

B3ANMMOITPEBPAIIEHUS N3ATHHCOJAEPKAIINX
KOHAEHCUPOBAHHBIX TETPAHUKJINYECKUX CUCTEM

OnucaH HOBBI MNyTh CHHTE3a TETEPOLMKIMYECKUX CHCTEM — Juokcoauruapo-1H-
0cH30[ b THOGEHUHTIONOB U3 COOTBETCTBYIOIINX U30MEPHBIX "aMUHOKHUCIIOT" ¢ aMUHOTPYIIIIAMHU B
rnoJiokeHusix 2 u 3. Merox Mo3BOJISIET MOJy4YaTh YKa3aHHbBIE TETPALMKINYECKHE CHUCTEMbI HE
TOJIBKO B BHJE OJHOIO M30MEpa, HO M B3aUMOIIPEBpAIaTh UX: U3 TETPAUUKIMYECKUX CHUCTEM
AHTYJISIPHOTO CTPOEHHSI MOXKHO I10JIy4aTh COOTBETCTBYIOIINE UM M30MEPHI JTUHEHHOTO CTPOCHUS
1 Ha00OPOT, UCTIONB3YsI U30MEP JINHEHHOTO CTPOCHUS, MOXHO MOJIYYaTh U30MEP C aHTYIISIPHBIM
COWICHEHHUEM IUPPOJIBHOrO Kouyiblla. Mojenpio sl NMOJOOHBIX MpEeBpaLIeHUH ITOCITYKHia
KJIaccudeckas peakuus 3aHameriepa.

Knwuesble cioBa: HU3aTHUH, UHOOJI, NUPPOJL.

Panee Mbl pazpaGoTann MeTONBl CHHTE3a TETPALMKIMYECKHUX CHCTEM —
6en3o[b]rnodeno-1H-urnomos [1, 2]. YAuTeBas BBICOKYI0 aHTHOAKTEPHUATIBHYIO
aKTUBHOCTH IIperapara MeTHca3oHa (MapOopaHa), OTHOCSILIETOCS K CHUCTEME
l-MeTunn3aTuHa, COAEPIKAIIETO THOCEMHUKApOa3uAHbBIN ¢parMedT [3—6], MBI
HBIHE pa3paboTand METOObl CHHTE3a TETPALUKINYECKUX KOHICHCHUPOBAHHBIX
CHCTEM, BKIIOYAIOUINX KaK CTPYKTYpY "aMHUHOKHUCIOTH", Tak 1 OCH30THO(EHA
C IMHEHHBIM M aHTYJSPHBIM TUIIOM COWICHEHHs MUPPOJBHOTO M OCH30JIBbHOTO
koster. IIpy 3TOM MBI yCTAaHOBWIIM, YTO CPAaBHUTENBHO JIETKO IO EIUHOM
METOJMKE MOYKHO NPEBPAIlaTh aHTYJSIPHBIE CTPYKTYpPhI B JIMHEWHBIE M HA00OPOT
(cM. cxemy).

Hcxomupie "aMHHOKUACIOTH" S5—8 OBUIM IMOyYEeHBI 10 METOAMKaM,
OWCaHHBIM B paborax [1, 2].

DU3UKO-XUMHYECKHE U CIIEKTPAIbHBIE XapaKTEPHUCTUKHU IPUBEICHBI B Ta0I.
1-3.

SKCHEPUMEHTAJIBHAA YACTb

KonTponp 3a X0m0M peakuMii U YUCTOTOW CHHTE3UPOBAHHBIX COEAMHEHHUI OCYIIECTBISUIN
MetonoMm TCX Ha mmactuakax Silufol UV-254 ¢ 3akpemneHHBIM ciioeM cuidkarens. Y@
CIIEKTpBI CHUManmK Ha chekTtpodortomerpe Specord UV-vis B ostanone, UK cmekTpsl — Ha
npuGope UR-20 ¢ npmsmamu u3 NaCl u LIF (B BasemmuoBoM Macie). Crekrpsl SIMP 'H
n3Mepsiu Ha npudope Bruker VP-200 SY (200 MI'n), BuHyTpennuii cranaapt TMC.
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Tabnuma 1
Crextpst SIMP 'H coequnennii 3-20

Coen- Xumuueckue capurd, 6, M. 1. (KCCB, J, T'u)* ST
HEHHE 1(H) 2(H) 3(H) 4(H) 5(H) 6(H) 7(H) | 8(H) 9(H) 10H 11H 12H 13H
8.69 1 — 778 n. 7.98 n - 8.02 m 7.5-82m 8.20 M 10.4 ym. ¢ 771 ¢ 12.2 ymi. ¢ — Ji3=2;4=9
4 830 1. 1 7.73 n.n - 8451 - 7.98 m ~7.5 827m 10.4 yur. ¢ 7.7¢ 12.2 ym. ¢ - Ji2=8.8;
J14=0.6;)54=2
5 - - 11.2 ym. ¢ 7.07n | 827¢ - 8.06 M | ~1.5 9.41m - - - Jas=183
6 11.3 ym. c - 8.40 1 - 8.14m ~1.5 8.42m 771 1 - - - J410=0.8
7 11.0 ymr ¢ — - 8401 | 845m ~7.5 | 7.85m — 8.40 m — - — J110=10.8
8 - - 10.8 ym. ¢ - 8.60c | 873m ~7.5 8.23 m - 11.5 ym. ¢ - - J69=0.6
9 - - 6.60 1 7.82 1 - 7.90 m ~1.5 8.15M 8.2 ymr ¢ 9.0 ymr. ¢ - - J34=8.7
10 7150 — - 7.90 - 8.92 M ~7.5 8.20 m 8.0 ymr. ¢ 8.2 ym ¢ - — SJH =0.5
11 - - 11.2 ym. ¢ 7.03x | 8541 | 829m ~7.5 8.04 m - - Jis=183
12 8.11 6.55 1 - — - 7.94 m ~7.5 825 M 7.2y c 7.1 yuL c - — Jio=8.6
13 - - 779 n 8.10 1 - 7.92m ~1.5 896M | 104ym.c | 8.5ymc 8.0c 10.55 yur. ¢ J34=18.8;
J60=0.6
14 8.10 1 - - 7.20 o - 8.09 m ~7.5 820 m 10.1 yur.c | 8.44 ym. ¢ 7.80 1 10.22 ymr. ¢ Ji1a=0.8
15 8.40 1 - - 7.60 1 - 8.10 m ~71.5 825 M 7.9 ym1. ¢ 8.2 ym ¢ - - Jia=04
16 | 7901 7.75 n - - - 7.90 M ~1.5 8.24 m 90yurc | 7.94ym.c | 599 yurc 9.10 yur. ¢ Ji2=8.7,
J60=0.6
17 10.7 ymr ¢ - - 8.15¢ - 7.70 M ~1.5 8.10 m - 10.6 ym1. ¢ - - Joo=0.7
18 - - 10.9 ym. ¢ - 8.60 c - 8.10 m | ~1.5 8.77m 11.1 ymr. ¢ - - J710=0.7
19 8.87 n — - 7.60 - 7.73 M ~7.5 8.23 M 12.5 ymr. ¢ 12.6 ym1. ¢ 8.95¢ 13.5 ym. ¢ Ji4a=0.7
20 | 107 ym.c - - 8.86¢ | 824w 15 | 779m | - - SH,0>0H - - Jss=0.7

* Criexrpst IMP 'H cuumamn B JIMCO-dg (coenunenns 3-8, 10—20) u arerone-dg (coeumenue 9).
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Tabnuma 2
XapakTepucTuKH coeauHeHui 3—20

Coenu- BpyTtTo- Halinero. % Brixop,
Henme (bopmya Brruucneno, % T. ., °C o >
C H N S

3 Ci4H10N,0,S 62.5 3.5 10.6 12.1 213-215 75
62.22 3.70 10.37 | 11.85

4 C4H1oN,O,S 62.3 3.6 10.5 119 235-236 85
62.22 3.70 10.37 | 11.85

5 C4H,NO,S 66.1 2.8 5.8 129 275277 60
66.40 2.76 5.53 12.64

6 C4H,NO,S 66.7 2.8 5.7 12.8 262-264 20
66.40 2.76 5.53 12.64

7 CH,NO,S 66.6 29 5.8 129 210-213 15
66.40 2.76 5.53 12.64

8 C4H,NO,S 66.1 2.8 5.8 12.8 230-231 70
66.40 2.76 5.53 12.64

9 C3HgNO,S 64.3 3.6 57 133 196-198 80
64.19 3.70 5.76 13.16

10 C3HgNO,S 64.4 3.8 5.5 13.0 165-167 80
64.19 3.70 5.76 13.16

11 Ci3HgNO,S 64.4 3.8 5.4 13.5 157-159 69
64.19 3.70 5.76 13.16

12 C3HgNO,S 64.2 4.0 54 134 180-183 73
64.19 3.70 5.76 13.16

13 CisH oN,O4S 57.4 3.0 8.8 10.5 213-215 69.6
57.32 3.18 8.91 10.19

14 CisH1oN,O4S 57.2 4.0 8.7 10.4 220-221 70.7
57.32 3.18 8.91 10.19

15 CisH oN,O4S 57.5 3.5 8.7 10.5 199200 90
57.32 3.18 8.91 10.19

16 CsHgN,O4S 57.7 2.5 9.0 10.5 178-180 80
57.32 3.18 8.91 10.19

17 CsH/NO,S 60.4 24 4.9 109 305-306 85
60.60 2.35 4.71 10.77

18 C;sH7NO,S 60.3 2.7 4.8 10.7 325-327 75
60.60 2.35 4.71 10.77

19 CsH/NO,S 60.7 2.7 5.0 11.1 317-320 90
60.60 2.35 4.71 10.77

20 C;sH7NO,S 60.9 2.7 49 10.5 350 88
60.60 | 235 | 471 | 10.77 (pasm.)

2-U3onutpo3oaneramunonudensoruopen (3). K pacrsopy 16.5 r (0.1 momp) xsopains-
rugpata B 150 mu Bogsl mocaenoBatensHo no6aBisror 25.7 T (0.8 monb) Na,SO410H,0, 199 ¢
(0.1 monp) 2-ammHomubenzotuodena 1, pactBopeHHOro B 3 1 BoAbl (MOIKUCIEHHOW 20 M
koH1. HCI) u 22.0 r (0.32 monb) XjoprupaTta ruipoKCHiIaMruHa, pactBopeHHoro B 100 Mt BoIbI.
CMech KMISATAT 2 4, BBIIABIINE KPUCTAILIBI OT(MIBTPOBBIBAIOT, TIIATENHFHO IIPOMBIBAIOT BOJOM,
CyIIaT ¥ MePEeKPUCTAIUTM30BBIBAIOT U3 STUJIALIETATA.

3-U3onutpo3oaneramunonudensornoden (4) momydyaror u3 3-aMHHOAMOCH30THO(EHA 2
aHaorm4yHo coexunaeHnio 3. CoenuHeHne 4 MePeKPUCTAUTH30BBIBAIOT U3 THIIALCTATA.
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Tabnuna 3
Y® u UK cnekrpsl coenuHennii 3-20

)
Coenu- MK criexrp, caf Y@ criexTp, Apax, HM (Ig €)*
HEHME CO NH NH...0=C
3 1690 3385 - 235 (4.41), 265 (4.10), 285 (4.15), 333 (4.05),
350 (4.00)
4 1710 3400 - 245 (4.21), 255 (4.22), 276 (4.30), 310 (4.05),
330 (4.00)
5 1700 3390 3250 -
6 1710 3400 3260 -
7 1710 3410 3300 -
8 1690 3390 3335 -
9 1690 3385 — 240 (4.45), 275 (4.15), 290 (4.25), 340 (4.00),
345 (3.90)
10 1700 3410 - 241 (4.30), 257 (4.05), 266 (4.00), 288 (3.86),
315 (3.97)
11 1680 3390 - 238 (4.05), 260 (4.35), 277 (4.40), 297 (3.99),
315 (4.77)
12 1700 3400 - 230 (3.90), 255 (4.15), 276 (4.00), 295 (3.86),
315 (4.10)
13 1690 3400 - 242 (4.15), 270 (4.27), 289 (4.40), 299 (4.19),
333 (4.56)
14 1690 3420 - 234 (4.07), 233 (4.35), 278 (4.44), 300 (3.92),
325 (4.18)
15 1710 3400 - 244 (4.17), 265 (4.45), 280 (4.55), 300 (4.00),
315 (4.27)
16 1710 3400 - 225 (4.20), 237 (4.33), 265 (4.39), 287 (4.10),
315 (3.86)
17 1690 3395 3240 -
18 1695 3400 3330 -
19 1680 3390 3250 -
20 1700 3400 3345 -

* Caatb YO crnexTpsl coenuHennii 5—-8 u 17-20 He yganock m3-3a INIOXOH pacTBOPUMOCTH
B 9TaHOJIE.

1,2-/Iuokco-1,2-quruapo-1H-6en3o[b] Tuodeno[3,2-eJungoa (5) u 2,3-guoxco-2,3-aurua-
po-1H-6en3o[b]THodeno[2,3-flunagoa (6). K pactsopy 14.7 r (0.3 monb) 80% cepHOIl KUCTOTHI
NPU TIOCTOSIHHOM IepeMelIMBaHUU HEeOONbIIMMHU Topimsamu nobasmstor 13.5 1 (0.05 monb)
cyxoro coequHenus 3 mpu temmneparype He Bbie 50 °C. Cmecs HarpesatoT eme 2 4 npu 80 °C,
OXJIKIAIOT M BbUIMBarOT Ha 10-12-kpaTHoe KoiudecTBO sbaa. Yepe3d 3 4 ocanok OT(HIB-
TPOBBIBAIOT M IPOMBIBAIOT BOJOH. CBIPOH NMPOIYKT CYCIICHIMPYIOT B S5-KPAaTHOM KOJHYECTBE
ropsiaeii Bomsl M mpu mepemermmBanum npubasistor 40% pactBop NaOH 1o mosHOTO
pactBopeHnsi. OCTOPOKHO N00aBISIIOT 12% CONSHYIO KHCIIOTY 1O Hadajia oOpa3oBaHUS OCajKa.
Ocanok OTGMIBTPOBEIBAIOT U OTOPAcHIBalOT. PUIBTPAT MOAKUCIIOT YKCYCHOI KucinoTtol no pH
3 u ocraBmtoT Ha 1.5 4. BemaBmmii ocafmok coeauHEHHs S OTQUIBTPOBBIBAIOT, NIPOMBIBAIOT
Bomoii u cymat. I[locie otmenenus mzomepa 5 ¢unprpar moakucisitor koH. HCl mo pH 1
U OCTaBISIOT Ha 24 4. BemaBmme KpHCTamIsl OTQUIBTPOBBIBAIOT, IPOMBIBAIOT  BOJOIL
10 HeWTpanbHOU peakiuu U cymar. [lomyyatot 2.5 r BemiecTsa 6.

2,3-JInoxco-2,3-nuruapo-1H-0en3o[b]Tuopeno[3,2-flungoa (5) u 1,2-quokxco-1,2-au-
ruapo-1H-6en3o[b]Tnodeno[2,3-e|Junmon (8) monydaroT U3 CoenUHEHUS 4 aHATOTHYHO
COCIMHEHUAM S U 6.

1-Kapookcu-2-amunoaundenzotuoden (9). Cmecp 2.53 1 (0.01 monp) "aMUHOKUCTOTH" 5,
70 M Bomel 1 20 M 30% pactBopa NaOH kumsatst 3 4, oxnmakaaroT, H00aBisioT 46 mi
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30% H,0O, [7]. [lepemenBatoT npu KOMHATHOH TemnepaType eile 14 4 u OCTaBIAIOT CTOATh Ha
Houb, moaxucisitor HCl 1o pH 5-6, BeinaBimii ocaxok OTGHIBTPOBHIBAIOT, IPOMBIBAIOT BOJOI
U cyllar.

Coenunennst 10-12 nosyyaroT aHaJIOTMYHO COEIUHEHHIO 9 METOAUKE, OIIMCAHHOU B [7].

3-Kapo6okcu-2-amunoauden3ornoden (10) moryyaror u3 coenuHEeHU 6.

2-Kapooxkcu-3-amunonudensoruoden (11) momyyaror u3 coenuHeHus 7.

4-Kap0okcu-3-amuaonudensornoden (12) nonyyaroT u3 coeauHeHus 14.

Coenunenus 13—16 nonyyaroT aHaJOTHYHO COEIMHEHHIO 3.

1-Kap6okcu-2-u3oHuTpo3oaneramuaonuden3otuoden (13) nmomayvaroT u3 coeMHEHAS 9.

3-Kap0oxcu-2-u3onuTpo3oaneramuaoaudensoruoden (14) momyyarot u3 coenunenus 10.

2-Kap6okcu-3-uzonurpo3oauneramuaoaudensoruoden (15) nomyyaror u3 coequnenus 11.

4-Kapookcu-3-n3onnTpo3oaneramuaonuodenszornoden (16) monydaroT u3 coenuHenus 12.

10-Kapodokcu-2,3-quokco-2,3-nuruapo-1H-6enso[b]tnodeno[2,3-flunmon (17). K 140 r
80% H,SO,4, narperoit no 50 °C, mpu IOCTOSHHOM INEPEMEIINBAHAN MAaJIECHbKUMH IOPIHIMH
nobasmstor 15.7 r© (0.05 momp) xopomo BeicymeHHOro coenuHeHus 13. Ilo 3aBepruenHun
00aBICHUS TEMIIEPATypy PEaKIHOHHOW cMecd MOBHIIIAOT A0 80 °C M BBIACPKUBAIOT 2 4 MPH
YKa3aHHOH TemIeparype, MOCIe HYero CMeCh OXJIaXIAloT, BbUIMBalOT Ha 10-12 kpaTHOE
KOIMYECTBO KOJOTOTO JbJJa M OCTaBISIIOT CTOSATh HAa HOYb. DBBIMaBIIMe KPUCTAIIIBI
OT(GUIBTPOBHIBAIOT, CYCIICHAUPYIOT B 5-KPaTHOM KOJIMYECTBE TOPsidel BOIBI IPU MOCTOSIHHOM
nepememmBanuy u gobasimstor 40% pactBop NaOH 1o momHoro pactBopeHus ocaika. K
MOTyYeHHOMY PAacTBOPY OCTOPOKHO MPHOABIAIOT 12% COMAHYIO KUCIOTY 10 MOSBICHUS MyTH U
¢uneTpyror. Ocamok OTGUIBTPOBEIBAIOT U 0TOpackBaroT. @uisTpaT noakucistoT koHu. HCI xo
pH 1. BemaBmme kpucTauisl OTGHIBTPOBBIBAIOT, TIIATEIBHO IMPOMBIBAIOT BOJOH M CymiaT
B BakyyM-3kcukatope. [lomyuaror 9.01 r uucroro Bemectsa 17.

Coenunenusi 18-20 u 6—7 noayyaroT aHaJOrMYHO coemHeHHo 17.

4-Kap6oxcu-1,2-nuokco-1,2-quruapo-1H-6enzo[b]tnodeno|3,2-eJungon (18) nomygaror
n3 coevHeHus 14.

4-Kapooxcu-1,2-nuokco-1,2-quruapo-1H-6en3o[b] THopeno[2,3-eJungon (19) nomyuaror
u3 coefuHeHus 15.

10-Kapodokcu-2,3-quokco-2,3-nuruapo-1H-6enso[b] tnodeno[3,2-flunmon (20) momywaror
n3 coeuHeHus 16.

1,2-/Iuokco-1,2-quruapo-3H-6en3o[b]Tuodeno[3,2-e|unaoa (5) momydaroT Takxke IeKap-
OOKCHJIMPOBaHHEM B TIpeerax TeMueparypsl miasnenus (+ 10-15 °C) coenunenns 17.

2,3-Tnokco-2,3-nuruapo-1H-6enszo[b]tuodeno[2,3-flunmon (6) mnomywaroT eKapOOK-
CHIINPOBaHNEM coeauHeHus 18.

2,3-Inokco-2,3-nuruapo-1H-6en3o[b]tnopeno[3,2-flunaon (7) nomyyaror nexapOOKCHIIH-
poBanueM coenuHenus 19.

1,2-Inokco-1,2-qurnapo-3H-6en3o[b] Tuodeno[2,3-e]Junnon (8) nmomygaroT nekapOokcHn-
poBanuem coenuHeHus 20.

CMmemanHable MPOOBI TEMIIEpaTyp IUIABJICHHUS C 3aBEAOMO CHHTE3MPOBAHHBIMH (CM. BBIIIE)
COEMHEHUAMH 5—8 He aroT JenpeccHH.
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