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KapaCHUHUHT TEPMOIWHAMUK IapaMmeTpiapu 3pkuH 3Heprus (AG), saramemus (AH) Ba saTpomus (AS)
KHIIMaTIapy Y3rapuiiy XUco0Jiad TOMIIH.

Kanutr cy31ap: TONUBUHWIXIOPUA, OJTHHIYTYPT, CYJI(QOKATHOHHWT, TEPMHK Ba KUMEBUHU
OapKapopIIUK, COPOIIHS.

Xycycustiaapu:

-MIOJIMBUHUIXJIOPUT KATOHUTUHUHT TY3HWJIUIINA UCOOTIIAHIH

-OJIMHTaH HOHUTHHUHT TEPMUK Ba KUMEBUI OapKapOpINTH aHUKJIAHIH.

-OJTUHTAaH HOHUTAA CYBIH 3puT™Masnapaaru kaneituii(1l) Ba maramii(1l) nommapuHUHT COpOTHSICH.

M. M. Jurayev, S. Kh. Yuldasheva, D. J. Bekchanov, M. G. Mukhamediev

PHYSICAL AND CHEMICAL PROPERTIES OF THE NEW SULFOCATIONITE OBTAINED
FROM THE POLYVINYL CHLORIDE PLASTICATE

Abstract. Background. Origin of the problem. The need for studies of the physico-chemical
properties of sulfocationite obtained by modifying polyvinyl chloride plasticate with sulfur and oxidation of
hydrosulfide groups in the obtained polymer is that these studies make it possible to use cation exchange
materials with high physicochemical stability in industrial factories for water tretment.

Purpose. Study of the structure of cation exchange resin based on polyvinyl chloride, determination
of chemical and thermal stability, adsorption of metal ions from artificial solutions.

Methodology. The structure of new cation exchange sulfocationites obtained on the basis of
polyvinyl chloride was studied by IR spectroscopy and SEM. The resistance of cation exchanger to a strong
chemical hostile environment was determined; thermal analysis of TGA / DSC was carried out. The
Langmuir method was used to calculate isothermal constants of sorption of metal ions in cation exchange
resin.

Originality. Polyvinyl chloride was modified with sulfur, and the structure of the sulfocation
obtained by oxidizing the modified sulfur was proved. The thermal stability of the obtained ion exchanger,
the patterns of absorption of calcium (II) and magnesium (II) ions in the cation exchanger were studied, and
the static exchange capacity under the influence of strong oxidizing agents and bases remained almost
unchanged.

Findingss. The presence of a cation exchange sulfo group in a new ion exchanger obtained on the
basis of polyvinyl chloride and sulfur has been proved by IR spectroscopy. The morphology of the obtained
ion exchanger was studied, it was determined that the thermal stability of the ion exchanger is equal to 423
K, the stability of the action of strong oxidizing agents, such as perchloric and nitric acids, of strong bases is
80-95%. Under static sorbtion conditions, the kinetics and isothermal absorption constants of calcium (II)
and magnesium (II) ions were calculated. Thermodynamic parameters of the sorption process were
calculated - changes in the values of free energy (AG), enthalpy (AH) and entropy (AS).

Key words: polyvinyl chloride, sulfur, sulfocationionite, thermal and chemical stability, sorption.

Highlights:

- the structure of polyvinyl chloride ion exchanger has been proven;

- thermal and chemical stability of the obtained ion exchanger was determined;

- the pattern of sorption of Ca(Il) and Mg(Il) ions into the obtained ion exchanger was studied.
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Jata noctymnenus 05.02.2020

Pedepar. Myavmmonune xerubd wuxuwu. BYryHTH KyHIA MyXUM MacajaiapiaH OWpH TIOTCHIIAAJ
($aon reTepoUMKIMK OWpHKMalap, XycycaH 5,6-mumeruntueno|2,3-d]nupuMuanH-4-oHnap, YIapHHUHT
anekTpodri Ba HyKJIeo(hWT peareHTiap OMiIaH XOCHII KWJITaH MaxCyJOTIapyuHU TY3WJIUIINHU aHUKJIANl Ba
MCTUKOOUTM MOIJaNapHA MAaKCajuld CHHTE3 KWIHMII XaMia yjiap acocuaa camapain Ouosoruk (aom
npenapatiap sApatumpaH  ubopar. Kymmagan, Ounukiuk  5,6-aumerwatueHo|2,3-d|nupuMuanH-4-
OHJIADHHMHT SIHTM XOCHJIAJIADHHU 3aMOHAaBUH OpPraHUK CHHTE3 ycylulapu EpAaMuaa OJHII, OHWOJIOTHK
(haoMKIIAapUHNA aHWKJAII Ba yJlap acocuaa SHTY (apMakoJOTHK Mperapariap sSpaTuin Oyiuda MIMui
TAAKUKOTIIap OUO OOpUII MyXHM axaMHATIa ora.

Hwmune maxcaou. 2-Anxun(apuin)-5,6-AUMETHITHCHONMUPUMUANH-4-0OHIapHH KYT KOMIIOHEHTIIH
Oup OOCKH™WIM CHHTE3WHHU aMaJira OIIMPHUIN Ba yJIapHH METWILIAII peakIsuiapuau omd Oopuri. OMHTaH
MOJJANTIaPHY TY3WINIIHHA 3aMOHABHH (DU3UK-TAIKUKOT YCYIUIApH EpAaMua TaXJIHIT KHJTHIIL

Memooonocus. 2-AMuHO-4,5-mUMeTUITHO(EH-3-9TOKCUKAPOOKCHIATHH  AlIKIWIHUTPUILUIAp OuiIaH
Oup OOCKMWIN XalKaJlaHWIIM HATHXKAacuAa OTMHTaH OMpUKMallapHU METHII HOOu OMJIaH anKuuiad TeruIIn
2-amkwin-3,5,6-tpuMeTrntaero|2,3-d jmupumuaua-4-ornap  onuHan. CHHTE3 KHIWHTAaH MOIIAJapHUHT
tysumain UK-, 'H SIMP Ba Macc-CrieKTp HaTWKANIAPUHUHT TaXJIUIM OPKAIM HCOOTIIaH 1.

Hamuii sameunueu. bupuaan mMapta 2-aMuHO-4,5-TuMeTUNTHOQEH-3-KapOoH KHUCIOTa 3TUI dPUPUHH
ATKWITHATPWUIAD OWiIaH KHCIOTATH IMAPOWUTIAA XalKanad  TeTHHOUIM 2-ajdKui-5,0-TUMETHITHEHO[2,3-
d]mupumunua-4-oHmap cuHTe3 KwiMHAW. ONWHTAaH MOAIAJapHH METHJI Homua OWIaH METHIUIAII
peakuusiapu onub 6opunau. Peakiusnu Oopuimra Tabcup STYBYM OMUILIAP aHUKTAHIH.

Onunean  namudicanap. YOxkopu  yEymmuap Owman  2-ajgkui(apwi)-5,6-AUMETHITHEHO[2,3-
d]mupumunun-4-onnap cunrtes Kumuuau. Ommaran mogmanapaun UK, 'H SIMP, macc-crieKTpiaapy TaxJiuia
KWJIMHIH Ba TETHIIUIA CTPYKTypajapra Moc KeJUIIUu HCOOTIaHIH.

Kanut cy3nap: 2-Amuno-4,5-numetuntuoden-3-3Tokcukapookcunar, [eBanpn peakuuscH,
ANKWITHATPWUIAp, MeTWi Homun, 1,4-muokcaH, Mmacc-CrieKTpoMeTpus, 2-heHHI-5,6-TuMeTHITHEeHO[2,3-
d]mupumunuH-4-0H.

Xycycusitnapm:

- 2-ankwui(apun)-S5,6- TAME THIITHEHOTUPUMHTUH-4-0HJIap CHHTE3 KIINHTaH;

- OJIMHTaH MOJJANapHH METHIIIAII peakIusyIapu oaubd GopuiraH;

- peakuusi yHyMUra ajkuil paJuKaid TAabCUPH aHUKJIaHTaH;

- MOJATAPHUHT MacC-CIIEKTPOMETPHS TaXTHITH YPraHIITaH.

Kupum. TueHonupuMuavnHiap cuHGW MOAJalapd CYHITH HWUTHpPMa HIWUIMKOA SHT  KyO
ypranwnaérran mojpanapiaH OymuO, ynmap opacunma Oakrtepusiiapra, 3amOypyFhapra, sUUIMFIAQHHIITa,
aTEPOIMKIIEPO3Ta, aJUieprusara Kapmid (aouMK KypcaTyBUM Mojjaidap OOpIWTH aHWKIaHraH [1-4].
TUeHONMMPUMUAVHIADHA CHUHTE3M, KUMEBUH Xoccamapu Ba OHonoruk Qaosumrunu ypranum ['eBanbg
peaKknusACH OYWITaHAaH CYHT OonmaHau [5-7]. 2-AMUHO-4,5-muanMamMarad THOQEeH KapOOH KHUCIOTa STHI
s¢upu ['eBanpa peakuusicu OpKany OJMHAAU. | eBasba peakuusicu 2-aMUHOTHO(QEHIAPHU MYJIbTUKOMIIOHEHT
CUHTE3 YCyNH 0Yn0, ymoy peakmus XaKuaard Wik HaTmwxkamap 1966-finnmna ['eBans Ba YHUHT MOTHPJIAPH
TOMOHMJAH YOI OJTWIraH. Ym0y peakUusHd acocH TaOWWUH ONTUHTYTYPT, LHAHCHUPKAa KHCIOTacH
Xocuianapuaarat anada-MeTWIeH TYpyxXd Ba KapOOHHMJI TypyXH OpacHIard KaTainu3artop (MKKHJIaM4Yd Ba
y4IaM4y aMUHIIAp) UINTHPOKHIA XANKAJAHUII PEAKLUACH, TbHU 2-aMUHOTHO(GEH XaJIKAacu XOCHJ Oymuiun
Oounan Oopaau [8]. Amabuérnapna tueno[2,3-d|mupumMunuHIap Typanya Hyianap OwiaH CHHTE3 KWJIMHTaH
6ymu6 [9-10], ymap opacuia 3HT OCOH Ba KyT yupaiauranu - Oy ['eBanba peakiuscu MaxcyJaoTH Oyiran 2-
aMHHOTHO(EH-3-KapOOH KHCIOTACH XOCHIATAPHHE XalKagam #yanm Ommax omummmp [11-13]. V3P @A
Venwmux Momanapy KumécH HHCTHTYTH OpraHHK CHHTE3 OYIHME XOIMMIAPH TOMOHHIAH OUIMKIHK Ba
TPULUKIMK THEHO[2,3-d|mupuMuanH-4-0HIapHU CHHTE3U Ba 0ab3u KUMEBHH XOoccalapyu ypraHuiarad 0ymuo,
KepakJIi KOHyHHUATIap yukapwirad [14-18]. Jlekun 2-ankun tueno[2,3-d |nupuMuInHIapHE CHHTE3H amMaiira
omupuiamarat. bus ymoOy uiina THeHONUPUMUIUHIAPHY ATKWI(apiil)HUTPUWIIAPp OPKaJIl CUHTE3UHU aMaira
OLIMPAMK Ba TETHIUIA 2-alKHi-5,6-mumeTuintueHo|2,3-d|mupumMunui-4-oHaapHi 1I0KOpH yHymJap OuiaH
OJIAMK.

MeToa Ba martepuaiap. OpuryBumiap: 1,4-TroKcaH, areToH, TeKCaH, OCH30JI, ATWJI CIHPTH,
anleToHUTpun anabmuérna [19] kypcatunraHuiek KypuTHIAM Ba To3alaHmu. bupukmamapaunar HK-
cuektpinapu I[lepkun-Onmep ¢upmacunuar UK-Oypee Cucrema 2000 cmektpomerpuaa KBr mm
tabnerkanapaa, macc-ciekrpaapu  MS-30 (Kparoc) mapma, 'H SIMP- *C SIMP- cnekrtpnapu 5ca WIrdm
gactotrach 400MI'm Oynran UNITY-400" (uukm crangapr ['MJIC, d-mkamacu) paedtepoxiopodopm
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(CDCl3), mumeruncynshokcun (DMSO-ds), sapuT™Manapuia oduHIN, FOTIKa KaBaTiw xpomaTtorpadus (FOKX)
«Sorbfil» (Poccus) Ba «Whatman® UV-254» (I'epmanus) muiacTHHKanapuga TEKIIUPWIAH, DJIIOCHTIAP
cudaruma sca OeHzommeraHon — 3:1 (cucrema A), OensommeraHon — 5:1 (cucrema bB) HmcOaTmapnma
nnutataiaayd. CUHTE3 KWIMHTAH OWMpHUKMAJIApHUHT CYIOKJIaHWIT xapopariapu «Boetius» (I'epmanns) Ba
«MEL-TEMP» (AKIII) mpubopiapuaa aHUKIAHIH.
2,5,6-TpumeruntueHno|2,3-dnupumuna-4-oH cuaTe3u (2)

Tybu romanok 250 mi au xoba omm6 yara 8.0 T (0.04 mon) 2-amuHO-4,5-muMeTHIITHOGEH dhUPH
(1), 100 mm (78.0 T, p=0.78 /My, 1.9 MOd) aeTOHUTPUI COTUHAM Ba XOHA XapopaTHaa ra3 YTKa3HIl Halu
opkanmu HCI rasu ytkaszub typrad xonaa 1,5-2 coat onu6 6opunau (HCI razu 300 r kypyk HaTpuii Xxinopuara
40.0 M1 KOHII. Cynb(}aT KUCIOTAHH TOMYMJIATHII OPKAIA XOCHJI KWIMH/M). Peakius uykma xocuia Oymuiim
Owran Oopamu. Tymran gykma GMIbTpIaHAAH, KYTT MUKIOPJIArd CYB OWIaH IOBWJIAIN Ba dTAaHOJIAH KanTa
kpuctamutanagn Ba 6.50 r (84%) yHyM OmimaH TETHIDIN MaxcysoT (2) cuHTe3 KHIUHAH. Teyio=269-270°C
(oranon). CoH1oN,0OS, Rf 0.5 (cucrema A). 'H SIMP (400 MI'u, CDCls): 2.37 (3H, ¢, 6-CH3), 2.48 (3H, ¢, 5-
CH3), 2.75 (3H, c, 2-CH3), 12.40 (1H, ¢, NH). Macc-cnektp (m/z, I, %): 195 ((M+H]+, 12.7), 194 ([M]+,
100), 193 ([M-H]+, 36.4), 179 (IM-CHs]+, 70.3), 152 ([M-CNHCH;]+, 5.1), 124 ([M-COCNHCH3]+, 3.4),
110 ([M-NCOCNHCHs;]+ (5,6-gumernntuoden), 5.1), 97 (8.5), 84 (1.5), 80 ([M-(CH3)NCOCNHCH;3]+,
2.5), 58 (tuupen, C,H»S), 4.2), 45 (5.0), 39 (7.6).

2-Dtun-5,6-numermntueHo| 2,3-d jnupumunua-4-oH (3)

IOxopuna kenrupunran ycya opkamu 8.0 T (0.04 mon) 2-amuno-4,5-mumetmntuoder 3¢upu (1), 100
i (77.2 T, p=0.772 t/mm, 1.40 mon) mpormmoHUTpHI onuHAX. Peakius Hatmkacuga 6.8 T (82%) ternmum
maxcynoT (3) cuHTe3 KUWIMHIHA. Teyo=194-195°C (atanon). CioHi2N>OS, Ry 0.53 (cucrema A). 'H SIMP
(400 MI'u, DMSO-d6): 1.19 (3H, T, J=7.3, CH.CH3), 2.33 (3H, ¢, 6-CH3), 2.37 (3H, c, 5-CH3), 2.59 (2H,
kBapret, J=7.0, CH,CH3), 12.17 (1H, ¢, NH).

2-IIponmit-5,6-muMmetrntreno| 2,3-d jmupumunna-4-0H (4)

Ty6wu romamox 250 mir i koa6a omm6 yara 8.0 r (0.04 moi) 2-amuHO0-4,5-mumeTunTrOdOeH dhupn
(1), 10.50 ma (0.12 momn, p=0.79 r/mn) Oytuponutpui, 30.0 ma 1,4-mMoKcaH COMUHIN Ba XOHA XapopaTHaa
HCI rasm 1060pu6 typran xomma 1,5-2 coat onud 6opuinau (HCI rasm 300 r xypyk HaTpwii ximopuara 40.0
MJI KOHII. Cyl(aT KHUCIOTa TOMYMIATHII OPKAIM XOCHJI KWIMHIW). Peakius gykMa Xocwi1 Oyiaumm OwiaH
Ooopau. Tymran yykma (UIBTPIAHIW, Ky MHKAOpJa CyB OwiaH OBWIAM. MoOjjia 3TaHONIAaH Kailrta
kpuctamwtaagu Ba 7.0 T (79%) maxcynor (4) cuHTe3 KUIMHIU. Teyio=180-181°C (atanom). Ci1H14N2OS, Ry
0.6 (cuctema A). 'H AMP (400 MI'u, CDCl): 1.25 (3H, T, J=7.0, (CH,).CH3), 2.34 (3H, ¢, 6-CH3), 2.49
(3H, ¢, 5-CH3), 3.85 (2H, 1, J=7.0, CH,CH,CH3), 4.25 (2H, m, CH.CH,CH3), 12.2 (1H, ¢, NH). Macc-
cektp (m/z, 1, %): 223 ([M+H]+, 10.0), 222 ([M]+, 60), 207 ([M-CHs]+, 40.0), 193 ([M-C,Hs]+, 8.3), 179
(IM-C3H7]+, 12.7), 153 ([IM-CNCs3H7]+, 20.3), 152 ([M-NHCC;s;H7]+, 5.0), 124 ([M- CONHCC;H7]+, 3.4),
110 ([M-CONHNCC3H7]+ (5,6-mumeruntuoden), 5.1), 97 (12.7), 84 (twoden, 2.1), 80 ([M-
(CH3),CONHNCC;H7]+, 5.8), 58 (tuupen, CH»S), 4.2), 45 (11.9), 39 (15.2). UK-cnektp (KBr, v, cm™):
3098 (°NH, amun), 2963, 2929, 2871 (CH, CH,, CH3), 1671 (C=0), 1590 (C=C), 1502 (C=N), 1208 (C-N),
771 (C-S-C).

2-bytun-5,6-mumernnTaeHo| 2,3-d [mupumuana-4-oH (5)

IOxopuna kenrupunran ycyn opkanmu 8.0 T (0.04 moi) 2-amun0-4,5-mumetuntaoden a¢up (1) 12.40
mi Baneponutpuiagan (0.12 mon, p=0.8 r/mn ) 7.60 r (80%) Termuum maxcynoT (5) CHHTE3 KWIMHIH.
Teyo=176-177°C (31anon). Ci2HisN>OS, Ry 0.65 (cuctema A). 'H SIMP (400 MI'u, CDCls): 'H SIMP (400
MTI'n, CDCls): 1.10 (3H, T, J=7.0, (CH2);CH3), 2.30 (3H, c, 6-CHs), 2.40 (3H, c, 5-CH3), 3.80 (2H, T, J=7.0,
CH»(CH,),CHj3), 4.20 (4H, m, CH2(CH;)>CH3), 12.5 (1H, ¢, NH). Macc-cniextp (m/z, 1, %): 237 ([IM+H]+,
4.2), 236 (IM]+, 26.9), 221 (IM-CHs]+, 6.7), 207 ([M-C.Hs]+, 16.8), 193 (IM-C;H]+, 10.0), 179 ([M-
C4Hol+, 11.0), 153 ([IM-NCCsHo]+, 12.6), 138 ([M-NHNC C4Ho]+, 2.5), 110 ([M-CONHNCC4sHo]+ (5,6-
numetui-taoden), 3.3), 97 (5.9), 84 (tmoden, 2.5), 80 ([M-(CH3);CONHNCCsHo]+, 3.3), 58 (Tumpes,
C2H)S), 3.3), 45 (3.4), 39 (2.5). UK-cniektp (KBr, v, em™'): 3435 (NH, amun), 2956, 2856 (CH,, CHs), 1671
(C=0), 1596 (C=C), 1502 (C=N), 1209 (C-N), 768 (C-S-C).

2-DTOKCUKapOOHUIMETHI-5,6-muMeTnTueHo| 2,3 -d [ nupumuna-4-oH (6)

IOxopuna kentuprrad ycyn opkanu 2.0 T (0.01 momn) 2-amuna0-4.5-mumetuntuoden 3¢up (1) 3.20
MIJI IHaHcupka kucnota 3tun spupuaan (0.03 mon, p=0.8 r/mm) 1.63 r (61%) maxcynor (6) cuHTE3
KATMHIH. Toyo=190-192°C (stanon), CoHisN203S, Ry 0.72 (cuctema A). 'H SIMP (300.13 MTI'u, CDCI5):
0.98 (3H, T, J=6.8, COOCH.CH3), 1.85 (2H, kB, J=6.9, COOCH,CH3), 2.37 (3H, c, 6-CHz3), 2.48 (3H, c, 5-
CH3), 2.80 (2H, ¢, 2-CH,), 12.7 (1H, ¢, NH). Macc-cniektp (m/z, I, %): 268 ((M+H]+, 4.2), 267 ((M]+, 10.8),
221 ([M-C,HsOH]+, 4.2), 194 (IM-COOC,Hs]+, 23.7), 193 ([M-C,HsCOOH]+, 42.4), 192 (100), 179 ([M-
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NHCOOC,Hs]+, 5.6), 166 ([M-CHNHCOOC,Hs]+, 38.1), 153 ([M-NCNH COOC:Hs]+, 59.4), 110 ([M-
CONHNCNHCOOC:Hs]+  (5,6-numeruntuoden), 5.1), 97 (10.2), 84 (tuoden, 2.0), 80 ([M-
(CH3),CONHNC-NHCOOC,Hs]+, 3.4), 58 (tuupen, C,H»S), 8.5), 45 (9.3), 39 (9.2). UK-cnektp (KBr, v,
cmh): 3464 (°NH, amun), 2926, 2870 (CH,, CHs), 1745 (O-C=0), 1662 (C=0), 1596 (C=C), 1474 (C=N),
1212 (C-N), 781 (C-S-C).

2-Oenun-5,6-mumeruntreHo| 2,3 -d [mupumuaua-4-ox (7)

IOxopunaru ycyn épmamuna 2.0 T (0.01 mom) 2-amuuo0-4,5-gumetrntroder >¢up (1) 5 mu (5.0 1,
p=1.001 t/mm, 0.048 mox) Oenzonurpmigad (0.03 mox) 1.82 r (70%) Termmmm maxcynoT (7) cuHTE3
KATHHIH. Teyio=258-159°C (atanon). Ci14H12N>OS, Ry 0.47 (cucrema A). 'H SIMP (400 MI'u, CDCls): 2.41
(3H, c, 6-CH3), 2.56 (3H, c, 5-CHas), 7.55 (2H, nn, J=2.3, J=8.0, H-2’, 6°), 8.30 (3H, 1, J=8.0, H-3", 4°, 5°),
12.3 (1H, ¢, NH). Macc-cniektp (m/z, 1, %): 257 ([M+H]+, 17.6), 256 ([M]+, 100), 255 ([M-H]+, 20.0), 241
(IM-CHs]+, 36.0), 179 ([M-CsHs]+, 1.7), 152 (IM-NHC C¢Hs]+, 9.2), 110 ([M-CONHNCC¢Hs]+ (5,6-
mumetuitraoden), 6.7), 97 (13.4), 84 (tnoden, 4.0), 80 ([M-(CH3)CONHNCC¢Hs]+, 5.9), 77 (74.0), 59
(31.7), 58 (tuupen, C,H,S), 6.7), 45 (16.8), 39 (15.1). UK-cuekrp (KBr, v, cm!): 3434 (°NH, amun), 2923,
2851 (CH3), 1655 (C=0), 1589 (C=C), 1540 (C=N), 1213 (C-N), 770 (C-S-C).

2,3,5,6-Terpameruntreno| 2,3-d | mupumunua-4-oH (8)

bup ormzmu TyOu romanok 100 mum nam kombara 0.97 t (5.0 mmoin) 2,5,6-TpumeTHnTieHO[2,3-
d]mupumunun-4-on (2), 0.40 r kypyx notam, 0.60 mi (1.42 r, 10.0 mmon, p=2.28 r/mn) metuniiogun Ba 30.0
MJT aIleTOH conuHAN. Teckapu cOBYTTHY OpKaH CyB xaMMoMmuaa 55-60°C ma 6 coat KaiHaTmiau. Peaknmon
apajammMa COBYTWJIIH, HOOPTaHUK KOJNIUK (QUIbTpaad omuHan Ba puinbTpaT crakanmgard 100 M coBYK CyB
ycTura Kyminu. Xocui Oynran uykma GuibTpiaaHay, CyBaa B, Kyputuiau Ba 0.85 r (82%) terunuim
Maxcynot (8) cunre3 KMMMHAN. Teyo=110-111°C (rexcan). CoHoN>OS, Rr 0.72 (cuctema B). 'H AMP (400
MTI'u, CDCls): 2.37 (3H, ¢, 6-CH3), 2.47 (3H, ¢, 5-CH3), 2.60 (3H, ¢, 2-CH3), 3.60 (3H, c, *°N-CH3). Macc-
cuextp (m/z, I, %): 209 ([M+H]+, 4.2), 208 ([M]+, 33.0), 207 ([M-H]+, 6.7), 193 (IM-CHs]+, 21.2), 152
([M-CONCH:]+, 2.5), 139 ([M-N(CH;)NCCH]+, 2.0), 110 ([M-CON(CH3)NCCH;]+ (5,6-
mumetuntroden), 3.0), 97 (2.5), 84 (tuoden, 1.0), 80 ([M-(CH;3),CON(CH3)NCCHs]+, 2.0), 58 (tuupes,
C,H»S), 4.2), 45 (3.4), 39 (5.9).

UK-cnextp (KBr, v, cm): 2969, 2922 (CH3), 1669 (C=0), 1551 (C=C), 1489 (C=N), 1234 (C-N), 778 (C-S-
O).

2-0rtun-3,5,6-tpumeruntueno| 2,3-d nupumunua-4-ox (9)
IOxopuna xentupwmiran ycyn opkamm 1.04 r (5.0 mom) 2-3tmin-5,6-mumetmntuero[2.3-d | mupumMuana-4-0H
(3), 0.40 r xypyk motam, 0.60 mi (1,42 r, 10.0 mmon, p=2.28 /M) metunitoauanad 0.86 r (81%) maxcymnoT
(9) omubgn. Teyo=113-115°C (rekcan). CioHi2N,OS, Re 0.75 (cucrema A). 'H SIMP (400 MI'u, CDCls):
2.39 (3H, ¢, 6-CHs), 2.51 (3H, c, 5-CH3), 2.64 (3H, 1, J=7.2 2-CH,CH3), 3.24 (2H, k8, J=6.4 2-CH,CH3),
3.60 (3H, c, °N-CH3). UK-cniektp (KBr, v, em™): 2971, 2918 (CH3), 1664 (C=0), 1554 (C=C), 1491 (C=N),
1236 (C-N), 779 (C-S-C).
2-TIponuin-3,5,6-tpumermitueHo| 2,3-d jnupumunua-4-oH (10)

IOxopunaru ycyn épaamuma 1.10 r (5.0 mmon) 2-nponui-5,6-guMeruntaeno|2,3-d | nupumugua-4-
oH (4), 0.40 r xypyk motam, 0.60 mx (1,42 r, 10.0 mmon, p=2.28 r/mm) metmritonuanan 0.86 T (81%)
ternuuty Maxcynot (10) cunate3 KUMUHAN. Teyo=115-116°C (rekcan). CioH12N20S, Ry 0.77 (cuctema A).
'H SIMP (400 MI'u, CDClL): 1.05 (3H, T, J=6.7, (CH2).CH3), 1.85 (2H, m, CH,CH,CHj3), 2.35 (3H, c, 6-
CH3), 2.47 (3H, ¢, 5-CH3), 2.8 (2H, 1, J=6.8, CH,CH,CH3), 3.6 (3H, c, *N-CH;). Macc-cnektp (m/z, I, %):
237 ([M+H]+, 11.7), 236 ([M]+, 74.0), 235 (I[M-H]+, 6.6), 208 (|[M-CHCH3s]+, 100), 207 ([M-CH,CH;3]+,
7.6), 193 ([M-CsH7]+, 3.4), 179 ([M-CH.CsH7]+, 6.7), 178 ([M-CH3CsH7]+, 2.5), 166 ([M-C(CH3)CsH7]+,
18.5), 153 ([M-NCHCH2C;H/]+, 31.9), 139 ([IM-NCCH.C;H/]+, 11.9), 110 ([M-CON(CH3)NCC;sH7]+ (5,6-
mumetunTroden), 6.7), 97 (12.4), 95 (IM-(CH3)CON(CH3)NCCsH7]+ (5/6-metuntuoden), 4.1), 84 (tuoden,
20.7), 80 ([M-(CH3),CON(CH3)NCCsH7]+, 5.8), 58 (tuupen, C,H»S), 7.5), 45 (8.3), 39 (28.1).

2-bytun-3,5,6-tpumeruntueno|2,3-d jmupumunua-4-oH (11)

IOxopuna xentupwiran ycyn opkamu 1.18 r (5.0 mmom) 2-OyTun-5,6-guMeTunTaeHo[2,3-
d]mupumunua-4-oH (5), 0.40 r Kypyk noramr, 0.60 mi (1.42 1, 10.0 Mmmon, p=2.28 r/mMi1) METHWIHOAUIIAH
0.88 r (81%) maxcynor (11) omusan. Teyou=122-123°C (rekcan). C13HisN>OS, R¢=0.8 (cuctema B). 'H IMP
(400 MI'y, CDCl3): 098 (3H, t, J=6.8, (CH:);CHs), 1.48 (2H, m, CH,CH.CH,CH3), 1.80 (ZH, M,
CH,CH,CH>CH3), 2.37 (3H, ¢, 6-CH3), 2.47 (3H, c, 5-CH3), 2.85 (2H, T, J=6.7, CH,CH,CH,CH3), 3.60 (3H,
¢, *N-CH3). Macc-cniektp (m/z, I, %): 251 ([IM+H]+, 5.8), 250 ([M]+, 32.5), 249 ([M-H]+, 1.7), 235 ([M-
CHs]+, 7.5), 221 ([M-CH,CHs]+, 10.8), 208 ([M-CHCH,CHs]+, 100), 207 ([M-CH,CH>CH;]+, 6.7), 193
(IM-C4Hol+, 1.7), 178 ([M-(CH3)CsHo]+, 1.0), 166 ([M-C(CH3)CsHol+, 13.3), 153 ([M-NCCH2C4Ho]+,
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11.0), 110 (JM-CON(CH3)NCCsHo]+  (5,6-mmmetmntnoden), 3.3), 97 (7.5), 95 ([M-
(CH3)CON(CH3)NCCsHo]+ (5/6-metuntuoden), 2.5), 84 (THodeH, 2.4), 80 ([M-
(CH3)2CON(CH;3)NCC4Ho]+, 3.3), 58 (tuupen, CoHaS), 4.2), 45 (3.3), 39 (19.2). UK-cnextp (KBr, v, em™):
2958, 2868 (CH», CH3), 1669 (C=0), 1553 (C=C), 1490 (C=N), 1232 (C-N), 779 (C-S-C).

Hartukanap Ba myxokama. TaJKuKOTIapuMHU3 JOUpacuHU KeHrailtupum Ba 2H, -okco, -Tuokco-5,6-
TuMeTUNTHEeHO[2,3-d|mupuMuana-4-onnap OWJaH  OJMHTaH — HATWXKAJIAPHH — TAaKKOCHAIl — MaKcaauaa
MAPUMUANH XAJIKACHHUHT 2-XoJjaTuaa aikwi ¢Exkd  (QeHwn Typyxw TyTrad 2-ankwi(dheHnn)-5,6-
nuMeTHITHeHO[ 2,3-dJmupumuana-4-omnap  (5-10) cunTe3 KuiauHAW. byHMHr yuyH = 2-amuHO-4,5-
muMmetunTrodeH kapOoH kucioTa 3T dupuHuHr (1) Typau HUTpWLIAp (ANETOHUTPWII, TPOMHOHUTPUIL,
OYTUPOHHUTPHII, BaJCPOHHUTPWI, OCH30HUTPHUI Ba IMaHCHpPKa »¢upH) OWiIaH BomOopoa xiopun (Tas)
WITUPOKHUIATH KYTI-KOMITOHSHTIN OUp OOCKHIIN CHHTE3 yCyauaaH ¢oinamanauk [14]:

o

2 R=CH,,
H3C COOZCZHS R—-CN H3C 3R= C2H5,
] | NH 4 R=C;H;,
HCI (ra3) o 5 R= C,H,

H;C~ ~S” "NH, 1,4-1moKcaH, H;C 'S° N R ¢R=CH,COOC,Hs,
1 1.5-2 ¢. 20-25°C 2-7 7 R= CoHs

Peaknusinap spuTManapiaH BOXOPOJ XJOPWA Ta3WHU JOUMHH YTKa3uO TypraH Xojja XoOHa
xapopatuma 1.5-2 coar gaBommma onmb Oopwiam Ba Terunumd 2-ankwi(dennn)-xocwnanap (2-7) saxmu
yHymJlap OWinaH cuHTe3 KWIMHAW. Peaknust maxcyiotnapu 1,4-IMOKcaHAa KUHMH 3pyBYaH OYNraHIUTH
cababnu peaknus oxupuia uyykmara Tymand. Uykma cyB OuiaH [0BHO KypuUTHITad 3TaHONIAH KaiTa
kpuctaurad To3amaHmu. CuHTe3 KWiauHTaH —2-ankwi(deHun)-S,6-nuMetnntueHo|2,3-d jmupuMuanH-4-
onnapauHr (2-7) tyswmumm Mmacc-criektpomerpusa, UK- Ba 'H SIMP-cnekrpockonus épaamMuaa TYIIUK
MCOOTIIAHIN.

VYnapuauar (2-7) Macc-ciekTpuaa GparMeHTiapra aXKpadil MabIyM OWp KOHYHHUAT acochia KeTHoO,
mostekysip nornapauar (M") untencusnuru 10.8-100% wu tamkun staau. HIyHuHTIeK, cnekTpiaapaa 2-
XOJaT/aru kil TYPYXJIADUHUHT Y3WIHIIUAAaH XOCHI Oynaauran (parMeHTIapHH, [TaCT UHTCHCUBIIMK/ATH
JenpoToHnanran 5,6-numernntuoden (m/z 110, 3.3-6.7 %), yHHHr OUTTa METHJI TYPYXUHHHT THO(EH
XATKACUHU KCHTaWHITHAa UIITHPOK STUITUAAH XOCHI OYITaH OJTH abh30JIM THATHUPHWINN HOHWHU (m/z 97,
5.9-13.4 %), mporonnanran (m/z 84, 2.0-8.5 %) Ba nmempotommanran tuoded (m/z 80, 2.5-5.9 %)
XaJIKaIapura TETUIUIA HOHIAPHH XOCHI OYummun kypamus. Ynapaunr UK-cnexrpuna (2-7) *NH—Gorura
(ammn) Termmum rotunmm gactotamapu 3098-3464 cm! coxama, C-H Gormapu - 2851-2963 cm! na,
kapOorun (C=0) rypyxmapu sca 1655-1671 cm! coxama, C=N, C-N Ba C-S-C Gormapura Teruuum
yactoTtanap sca 1474-1540, 1208-1213, 768-781 cm! coxanap/a ITWIUIIA Ky3aTUIIaId.

Vnapuunr 'H IMP-cniextpiapuna 6-CH; Ba 5-CH;s rypyxnapununr (2-7) KC kuiimatinapu 2.34-2.41
M.y. Ba 2.37-2.56 M.y. coxanapia yd4 NpOTOHJIM CHHIJIETIAp XOIuaa HaMo&H Oynanm, *NH-6orura Terummm
curHammap  12.17-12.7 wm.y.mapma  ©Oup mnporornu cunrner (1H, c¢) xomuma xysatwmagm. 2-
OtokcukapOoHUIMeTHI- GparMeHTHHUHT (6) Metun rypyxu (COOCH>CH;3) 0.98 m.y. ma y4 mpoToHIH
tputier (3H, 1), mypakkad >¢up xomgurnauHT MeTmiieH (COOCH,CH3) rypyxm 3ca 1.85 M.y. ma WKKH
npotoHiM KBapreT Xonuma (2H, xB.), denmn rypyxuauHTr (7) apoMatuk mpoTommapu - H-2°,6
npotonnapuudr KC kydcns coxama - 7.55 M.y. 1a UKKUIpOTOHIHU aybiernap ayoneru (2H, nn), H-3’, 47, 5°
apoMaTuk mpoToHiap 3ca 8.3 M.y. ma y4 mporomwmm TpumieT (3H, T) Xommma amwmknanagu. Kyinma 2-
ATOKCUKAPOOHMIMETHII-5,6-quMeTmTneHo[2,3-d jJmupumunna-4-oH (6) Ba 2-permn-5,6-nuMeTunTHeHO| 2,3 -
d]mupumunun-4-oHnapHuHT (7) X0C TPOTOHIAPUHN MYJIBTHILIETINTH KYpCaTHITaH:

2.48 2.56
© O 127 (©) O 123
H;C © H;C © 755

|5 | 3NH O (18? |5 | 3 NH ()

KB 2!
1 -2 7 1=

H,C” S N)\/U\O/\CH3 H,C” S7 N » &3
237 6 28 0,98 2.41 7 ,

© (©) (1) © 7,55¢ Z 8.3
(mm) 8.3 (1)
(1)
2-Ankun-5,6-mumetuntiueHo| 2,3-dJnupumunua-4-onnap (2-5) mMonekyna-cuaa KymmMya peaknuoH
mapka3 (N-H) Gopmuru ymap OumaH Typiaw >AeKTpodHI aIMAllMHUII peaKIUsIapvHH 0Ju0 OGopuinra
uMKOH Oepamu. bus, *N-H rypyxuHUHr ankwiranoreHumiap OwiaH peakuusuiapuaa 2-XoJaTaard
AIIEKTPOHOAOHODP (alKWiI) TYpPyXJapHUHI TabCUPUHU VYpPraHWIl, S’bHU OJIMHTAaH JacTia0Kd Mondajap
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KaTopuaa “mysuiuws - peakyuor Kodoumusm” Y3apo OOFIMKIMKHU aHWUKIANl VIyH YJIapHH CTaHIapT
IIAPOMTIAPAa METHII HOAU OWIaH METUILIALI peaKIUsIapuHK 0au0 6opauk. ByHunr yuyn, nactnabku *N-
H tnenonupumuann-4-ounap Ba C-C,s ankunranorenuanapHusr 1:1.2 HucOaTmaru apanammacu abcomoT
aIleTOH 1A ITOTAIl HINTHPOKKUIA Ku3nupub onubd Goprnan. Peakiusiap HaTmkacuaa KyTHITal 2-ajakui-3,5,6-
TpuMeTHITHEeHO[ 2,3-d |mupumunna-4-omnap (8-11) sxmm yHyMIap OunaH X0CHI OYIIIu:

O

0
H;C H;C 2,8 R=CH
CH 1 —_ » 3
| | N l'IOT;HI | | e 3,9 R=C,Hs,
= a eTOI'; /)\ 4, 10 R= C3H7,
H:¢” 8T N7 R H HC S N R 5,11 R=C,H,,
2-5 811

CHHTe3 KWIMHTaH OWPUKMAJIAPDHUHT TY3WIUIIMHU 3aMOHABUHN (PU3HK-TaAKUKOT ycyiutapu: UK- Ba
"H SIMP-cneKTpocKomnus, Macc-CIIEKTPOMETPHUS yCyJUIapy EpAaMua TYIMK UCOOTIaHIu. YIapHUHT Macc-
CreKTpUa MOJEKysip uoniaapuu (M'), uareHcusmuru 32.5-74% HU TalKWiI 3Taad. AJKAITHO(QEHIapra
XOC OCOH TPOTOHJIAHWII Ba JEMPOTOHIAHUIN HATWXKACUAA XOCWI OYJIaJuraH MPOTOHJIAHTaH MOJICKYJISP
wonnapuaunr ([M+H]") nmact untencusnukna (4.2-11.7%), nenpoToHIaHTaH MOJEKYJssp HOHIapHUHT ([M-
H]") uaTeHcuBINIY 3ca siHa XaM MacTpok 3kanauruau (1.7-6.7%) kypumuMn3 MyMKuH. @parMeHTausIHUHT
KeWMHTY JaBOM OSTHII WyHanuuuiapu 2-0yTui-3,5,6-Tpumeruii-5,6-numerniatueHo|2,3-d]nupuMuann-4-oH
(11) muconuaa Taxyuun KwiuHrad. Kyiinpgaru 1-xagBaijga ofuHTaH MoajanapHu 0ab3u (U3HK KUMEBUH
Xoccanapy KeJITHPHUITaH.

1-’)Kaosan

No Bpytro-dopmyna R¢ (6enzom: Mmeranon — 3:1) Cyrok.xap.,°C Yuym, %
2 CoH9N2OS 0.50 269-27 84
3 C1oH12N>0S 0.53 194-195 82
4 C1i1H14N,OS 0.6 180-181 79
5 C12H16N20OS 0.65 176-177 80
6 C12H14N»O3S 0.72 190-192 61
7 C1sH12N,OS 0.47 258-259 70
8 CoH10NOS 0.72 110-111 82
9 Ci1oH12N20S 0.75 113-115 81
10 C1oH12N20S 0.77 115-116 81
11 Ci3Hi1sN2OS 0.80 222-223 81

Cunte3 kunuHran moxamanapauar 'H SIMP-cexTpuaa y3ura xoc »KHMXaTiaap LIyHIaH HOOpPAaTKH,
metun (6-CH; Ba 5-CHs) rypyxnapunmar xkuméBnii cmmkum (KC) kuiimatnapu >Kyga SIKUH coxaiapia
Hamo€H Oynmumuaup. Macanan, metun (6-CHs) rypyxnapu mactnabku Oupukmanapaa (2-5) 2.34-2.37 m.y.
mapma, peakius maxcynorimapuna (8-11) sca 2.35-2.37 mM.y. napaa yd4 MpOTOHJW CHHIJIETIIAp IIAKIHIa
HaMOEH OYnmummMHM KypuiinMu3 MyMKuH. LIlyHuHrOex, nactinaOku OMpHKMaJapHHHT SHT KydCH3 coxana
(12.17-12.4 m.y.) kypunamuran *N-H ra Terunuii 6up NpOTOHJIM CHHIJIETIIAP MAXCYJIOTIapaa 0YaIMaciuru,
Oynunr ypuura *N-CH; MeTun rypyxu MpOTOHIAPMHUHT Oup Xmi coxana (3.6 M.y.) y4 IPOTOHJIU CUHIJIET
XOJHUIard CHUTHADIAPHU XOCHI KIJIWIIMHA Kypamu3. ByHmaH Ttamkapw, MUPUMUAOUH XaJTKACHHHUHT 2-
xomatuparn C-C; anmkun TypyxJapura TETHIUIM CUTHaJlap TETHIUIM coxajapaa aHukiaHagu. WK-
crextpiaapuna kapoorun (C=0) rypyxuauar 1669 cv!' ma, C=C xymoOorununr 1551-1553 cm™! ma, C=N
oorunuHr 1489-1490 cm™' ga, C-N omnuit 6orununr 1232-1234 cm™' ga, C-S-C G6orunuHr 3ca 778-779 cm’!
coxajapAa IOTHIMII YacToTajlapura odra OSKAaHIWTH IOKOpHAa KeNTHPWIraH MaxcynoriaapHunr (8-11)
TY3WIHILIY TYFPU SKAHJIUTUHHA OUIITUPaaH.

2-bytun-3,5,6-tpumetnin-5,6-mumeruntiueHo| 2,3-d [mupumuana-4-onanar - (11)  Macc-CeKTpUHU
TaXJIMIN [IYHU KYpcaTaauku, MoJjeKysip nonra [M]" xoc m/z 250 nonu ypraya untencusaukaa (1=32.5%)
HaMO€H Oynagy, YHUHT NPOTOHJIAHUINM Ba ACMPOTOHJAHWIIM HATIKACHAA XOCWI OymaguraH HOHIAp -
[M+H]" (m/z 251) Ba [M-H]" (m/z 249) nact uaTeHCHBINKAA, Terunum4a 5.8 % Ba 1.7 % HU TAlIKHI STa .
MornekynaHuHT AacTiaa0Kd, acocuil (parMeHTaIsichk MOJIEKylla TapKAOWAAru aiKWI TYypyXJapWHUHT
Y3WINIIY HaTwxkacuaa Oonutananu. Xycycad, CHs rypyxununr y3uwnnmunad m/z 235 (7.5 %) wonu, CoHs
rypyxuHuHT axpanumuaad m/z 221 (10.8 %) noun, CHC,Hs rypyxunuHr y3wmmmugad m/z 208 (100 %)
Oynran acocwii moHHHW aHWKIamuMu3 MyMkuH. lllyanaraex, Cs;H;, CsHo Ba (CH3)CsHo TypyxmmapuHuHT
Y3WIHIINIaH MOC PaBUIIA MacT WHTeHCUBIHKaAaru m/z 207 (6.7 %), m/z 193 (1.7 %) xamma m/z 178 (1.0
%) nonmapu xocun Oynanu:
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Iyauarnex, Cs;H;, CsHo Ba (CH3)CsHy TypyXJapwHHHT Y3WIHIIAIAH MOC paBHIIAA TAcT
naTeHcuBnukaaru m/z 207 (6.7 %), m/z 193 (1.7 %) xamma m/z 178 (1.0 %) uonnapu xocuu OYyiau.

0 + (o + O +
HsC CH H;C, CH H;C, CH
‘ ‘ /I\( 3 ‘ ‘ )N\/ 3 ‘ ‘ )N\/ 3
CH CH
7 e 2 7 2 I~
H;C™ 'S N “(CH,), H;C® °S™ N CHz/ H;C™ °S™ N "CH,4
m/z (235) m/z (221) m/z (208)
1(7.5%) \ 1(10.8 %) 1(100 %)
+ -CH, Y -C,Hs Ai( 0 +
m/z .
N 1AT% T~ 0 ’ L
4 ) H;C N/CHS { H,¢” 87 N “ch,
[M+H] \ \ B -3ty m/z (207)
m/z (97) m/z (251) H;C~ °S” "N” “C4H, 1(6.7%)
1(7.5 %) 1(5.8%) 11 + (0] +
[M] \ H,C CH
m/z (250) -C4Hy N
) - 1(32.5%
CH; %\ICCHZCA;HQ (325 %) LI
HyC™ °S" Nz (193)

+ 1(1.7 %)
H;C . )
- ] NH 0 _ 4 H;C W
m/z (110) m/z (153) | [ N P
1(3.3 %) 1(11.0 %) N H;C¢ S™ N

H;C ni 166) m/z (178)
. z %
J-2CH3 1(13.3 %) 11.0%)
[
S T J -CH, l -C3H; j -CHS’
N : w7
124 %) = CHS
S T m/z (45)
1(3.3%) m/z (39)
m/z (58 5
1(5.5 %)) 1(19.2 %)
2-bymun-3,5,6-mpumemun-3, 6-oumemuimuerno/ 2, 3-d]nupumudun-4-onnune (11) macc-cnekmpomempux
@pacmenmayuscu.

Tabkuayam Kepakkd, MOJEKYJaHHMHT OyHIAaH KEHMHIHM OOCKMYAa »3JEKTPOHJAp 3apOu TabcHpHIA
(parMeHTanMsATa yUpald MUPUMHUANH XaJKACUHUHT Y3WIHIIN OunaH ketanu. byara mucon kunub, m/z 166
(13.3 %) Ba m/z 153 (11.0 %) WOHNAPWHUHT XOCWJI OYIWINWHN KENTUPHITNMH3 MyMKHH. Kelnnru
¢parmenTanus ankuiITHo(eHIap KaTopura MaHCyO aenpoTonnanrad aumetrwituodern m/z 110 (3.3 %) uonn
XOocu Oynanu. YHUHT (parMeHTalusICH UKKU XU HyHanumga Kkeraau. bupuauncuna yHaaH OUTTa METHI
TYPYXUHMHT YMKMO KETUINNW Ba MKKUHYM METHJ T'YPYXUHHHI WYKHMOJICKYJSIp XaJKaJaHUIIJA HIITHPOK
9TUILIM, SBHU KaiTa IypyXJIaHUIINM HaTWXacuia THO(EH XaJKaCHHUHI KEHraln® TErulUId OJTH ab30JIU
THanupuinii noHnHu m/z 97 (7.5 %) xocun Oynummra onu® kenanu, Oy MOHHUHT OapKapop IKaHIUTH
Montekynsap opourtamtap (MO) ycynmn Ouinan om0 OopwiraH xucoOjammiap OpKajdd XaMm HCOOTIaHTaH.
ynunraex, TuoeH XaJIKaCHHUHT OJITH ab30JIM XaJIKaraya KeHraluIl KMKOHUATH 010 OOpHiraH KUMEBUI
peakumsiap €pramuia xaMm ucOornanrad. UKKkMHYKMCHIA 3Ca UKKUTA METHJ TYPYXUHUHT YAKUO KETHIIH Ba
MPOTOHJIAHHII HaTHKacuaa THO(geH xankacura xoc m/z 84 (2.4 %) non xocun 6ynagu. Tabkuanam Kepakky,
OyHmaii ¢dparmenTamus guankwitTHoheHIapra xoc OYiIuO, BOIOPOA ATOMIAPHHHHT PAHOOMU3AYUAOA
(Taptubcusz ¢QparmeHTanusga) MIITUPOK OHTHIM Tydalinu comup Oynagun. TuodeH XanKacHHUHT
napyajJaHUIIMIAaH 3Ca aKCapUsAT XoJUIapAa y4d Xui Typaaru uonnap - m/z 58 (4.2 %), m/z 45 (3.3 %) Ba m/z
39 (19.2 %) xocui OYTUIIMHN Ky3aTHIIUMU3 MyMKiH. DparMenTanusimapauHT OyHIal HyHaIUIIAa KETHIIN
JIeHTepuitianTal THO(PESHIAPHIHT MacC-CIIEKTPIapHHA aTpodInda YpraHuil opKald UCOOTIaHTaH. AWTHII
JIO3UMKH, aiiHaH 5,6-mumeruntreno|2,3-d|mupumunua-4-on ¢parmentura teruau m/z 178 (1.0%) Ba
THO(eH Xankacura Terunuid m/z 84 (2.4 %) WOHTAPUHUHT XOCHJ OYJIHINN peakuus HaTH)KachAa TeTHILIN
11-OuprkMaHUHT XOCHI OVITAaHIUTHHA Ba TOJIMATKUI aIMalTuHTaH THEHO|[2,3-d | mupuMuanH-4-0HIapHUHT
MabJIyM KOHYHUSAT acocuaa pparMeHTalusIra yupamuHi OUIAnpaIn.

Xysoca. bup Oockuwim Kyn KOMIIOHEHTIM CHHTE3 ycyinuaa 2-aMUHO-4,5-TuMeTni-3-
ATOKCUKAPOOHWJITHOCH Ba TYpIH  QJIKWIHATPHLUIAPAAH 2-anmkwi(apui)-5,6-TuMeTHITHEHO[ 2, 3-
d]mupuMunrH-4-0HIIap CHHTE3 KUIWHIN. AJKHI HUTPUUIAPHA TOMOJIOTHK KaTopu OpTHO Oopwimy OwiiaH
JaBpUil paBUIIga peakuusi YHYMH Kamalumu Ky3aTungn. OJUHTaH 2-ajJKul MaxcyloTiap METHIHOAH.
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OWJIaH METHJUTAHUO, TETUTIUTN 2-aIKui-3,5,6-TpuMeTnnTiueHo[2,3-d] mupuMuanH-4-0oHnIap CHHTE3 KWIHHIH.
OJMHTaH MOJIANapHK TY3MJIMIIA 3aMOHaBUH Gu3uk Tankukor ycywiapu (MK, 'H IMP, Macc-) épnamuna
TaCAUKJIaHIH.
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. C. Optuxos, A. Y. bepaues, V. M. Sky6os, U. 5. Maxmamuépona, b. K. Dnmypanos

CUHTE3 U PEAKIIM METUJINPOBAHUA 2-AJIKWJII-5.6-JUMETWUII TUEHO[2.3-
DJIIMPUMUNINH-4-OHOB

Pedepat. /Ipeonocuviaxu npobremul. llenenanpaBieHHbIH CHHTE3 TETSPOLUKINISCKUX COSANHEHHH,
B YaCTHOCTH 5,6-guMeTmiiTieHo[2,3-d jnupumunnaa-4-0HOB, TIPH B3aUMOJIECUCTBHH C AICKTPOOWILHBEIMU U
HYKJICO(UIBHBIMU peareHTaMy, CO3JaHHe METOJaMHU OPraHWYEeCKOro CHHTE3a Ha UX OCHOBE 3((EKTHBHBIX
(hapMaKoJIOTHYECKHX MPENapaToB, OlpeelieHne HX OHOJIOrMYeCcKOi aKTUBHOCTH SIBISETCS aKTyaJbHBIM.

Llenv pabomwi. IlpoBeneHue cuHTE3a 2-aluKuiI(apui)-S,6-IUMETHITHEHOMPUMHUANH-4-0HOB U UX
METHIIMPOBAaHUE, aHATIU3 CTPYKTYPHI MOIYYEHHBIX COCIMHEHHH.

Memooonocus. 2-Ankun-3,5,6-rpuMetunTaeno|2,3-d | mupuMuIuH-4-0Hbl TOyYeHBl AIKHINPOBa-
HUEM METHJI-HOJUCTHIX COEIWHEHWH B OJHOCTAAWHHON NMKIM3alMU 2-aMUHO-4,5-numeTtniTuoden-3-
3TOKCHKapOOKcuIaTa ¢ ankuiaHUTpuiIaMu. CTpyKTypa CUHTE3UPOBAaHHBIX COCAMHEHUH MOATBEPIKICHA CIIEK-
tpansHeIME aHanu3amu (UK, 'H SIMP).

Hayunas noseusna. BrepBbie CUHTE3UPOBAHBI 2-aJIKWII-S,6-TUMEeTUATHEHO| 2,3 -d [mupuMu 1rH-4-0HbBI
MyTeM LUKJINW3alUH B KHCIOH cpele 3TUIOBOro d¢dupa 2-aMuHo-4,5-mumetnntuodeH-3-kapOoHOBOW KHCIIO-
THI C AJIKWJIHUTPUIIAaMU. BBIsSBIICHBI (DaKTOPBI, BIMSIONINE HA X0 PEaKIIHU.

Honyuennvie peszyromamei. CUHTE3UPOBaHBI 2-ankui(apui)-5,6-numeruntueHo|2,3-dnupumuana-
4-0HBI ¢ BBICOKMMH BbIxoamu. [Ipoananusuposansl ux UK-, 'H IMP-, Macc-ClieKTpbL.

KiaroueBble ciaoBa: 2-amMmuHO-4,5-muMeTriTHOGEH-3-3TOKCHKapOOKCHIaT, peakius [eBanpaa, ani-
KUJTHUTPWIBL, HOAUCTHIN MeTHI, 1,4-11MOKCaH.

Oco0enHocTH:

- CHHTE3MPOBaHKI 2-aKuI (apwi)-5,6-THMETHITHEHOTTMPUMUTHH-4-0HbI;

- peakLuy METHJIMPOBAHUS ITOJIyYCHHBIX BEILECTB;

- BIUSHUE aJKWIbHBIX PaJMKaJIOB HA BBIXOJ MPOIYKTOB PEAKIIHH;

- BBIIIOJTHEH MAaccC-CIEKTPOMETPUYECKUI aHaIU3 COeANHEHM.

L. S. Ortikov, A. U. Berdiev, U. M. Yakubov, Ch. E. Makhmadiyorova, B. Zh. Elmuradov

SYNTHESIS AND METHYLATION REACTIONS OF 2-ALKYL-5,6-DIMETHYL THIENO[2,3-
D]PYRIMIDIN-4-ONES

Abstract. Background. Purposeful synthesis of heterocyclic compounds, in particular, 5,6-
dimethylthieno [2,3-d] pyrimidin-4-ones, by interaction with electrophilic and nucleophilic reagents, the cre-
ation of effective pharmacological preparations using organic synthesis methods, and their determination of
their biological activity is relevant.

Purpose. The synthesis of 2-alkyl (aryl) -5,6-dimethylthienopyrimidin-4-ones and their methylation,
analysis of the structure of the obtained compounds.

Methodology. 2-Alkyl-3,5,6-trimethylthieno [2,3-d] pyrimidin-4-ones are obtained by alkylation of
methyl iodide compounds in a one-step cyclization of 2-amino-4,5-dimethylthiophen-3-ethoxycarboxylate
with alkyl nitriles. The structure of the synthesized compounds was confirmed by spectral analysis (IR, 1H
NMR).

Originality. For the first time, 2-alkyl-5,6-dimethylthieno [2,3-d] pyrimidin-4-ones were synthesized
by cyclization in an acidic medium of ethyl 2-amino-4,5-dimethylthiophene-3-carboxylic acid with alkyl ni-
triles. Factors affecting the course of the reaction were identified.

Findings. 2-alkyl (aryl) -5,6-dimethylthieno [2,3-d] pyrimidin-4-ones in high yields are synthesized.
Their IR, 1H NMR, and mass spectra were analyzed.

Key words: 2-amino-4,5-dimethylthiophene-3-ethoxycarboxylate, Gewald reaction, alkyl nitriles,
methyl iodide, 1,4-dioxane.

Highlights:

- 2-alkyl (aryl) -5,6-dimethylthienopyrimidin-4-ones are synthesized;

- methylation reactions of the obtained substances;

- the effect of alkyl radicals on the yields of reaction products;

- mass spectrometric analysis of the compounds is performed.
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