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BrepBrie moiy4eHBI B CBOOOJHOM BHIE AWATHI S5-aMHHO-2-THAPOKCH-4,6-muMmeTmwin3odTasaT U TUMETHI S-
aMHHO-2-rHApokcu-4,6-numernnnzodranar. [lpu  cynapdoHMIMpoBaHMM 3THX  aMHHOM30(TalaroB  7-
TOJIYOJICYJIL(OXIOPUAOM TOMYUYEHbl pPaHEe HEM3BECTHbIC AMANKWI S-(4-Tonyoncynbhamuio)-2-ruipokcu-4,6-
JUMETHIM30(TaNAaThI, a IPH CYIb(QOHMINPOBAHUH H-alleTaMUA00EH30IICYIb(QOXIOPHIOM BBIJCICHBI UAIKWIL 5-
(4-aneramuio6eH30CyNB(GOHAMUIO)-2-TUAPOKCH-4,6-tumeTim3odranarel.  CHUHTE3UpOBaHHbIE  HPOJIYKTHI,
coJieprKalye Cyab(QOHUIAMHUIHBIE TPYIIUPOBKH, MPEACTABISIOT WHTEPEC KaK MOTEHIUAIbHO OMOJIOTHYECKH
akTUBHble BemiecTBa. CTpoeHHME BCeX IMOJNYYEHHBIX COEIMHEHUH Joka3aHo ¢ mnomombsio WK, SMP
CIEKTPOCKOIIMU M MacC-CIIEKTPOMETPHH.
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xyopuf, amuHon3odranarsl, K cnexrpockonus, SIMP criektpockomnusi, Macc-ClieKTPOMETPHS.
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K HacTosmemMy BpeMEHH B MHUpPE CHUHTE3MpPOBAHO
0OJBIIOE  KOJMYECTBO  PA3IMYHBIX  POU3BOIHBIX
amuHO(eHonoB. bonplioe mpakTHYeCKOoe 3HAYEHHE
UMEIOT napa-aMuHO(EHONBl U napa-aueramunode-
HOJNIBI, TaK KaK WX IPOU3BOJHBIE TNPUMEHSIOTCA B
MeAWIHE KaK aHAIbIeTHKH, aHTUITUPETHKH U IPyTHe
JeKkapcTBEeHHEIE Tpenapatsl [1]. HekoTopsie mep3ame-
HIEHHBIE aMUHOQEHOJ]BI, COAEpXKallhe  CIO0XKHO-
a¢upHbIE TPYNIbI B OEH30IbHOM KOJbBIIE, MPOSBIIIOT
aHAJIBTe€TUYECKYIO0, MPOTHBOBOCHAIUTENBHYIO U
AHTHAPUTMHYECKYIO aKTHBHOCTH [2, 3].

3auacTyro apoMaTH4YeCKHe aMUHBI PUMEHSIFOTCS B
MEIUITMHE HE B CBOOOTHOM BHJE, a BHAC CYIb(QOHH-
JIMPOBAHHBIX TPOU3BOMHBIX. Tak, U3BECTHBIC CYIb(haHUII-
aMUJTHBIC TIPOU3BOJIHBIC OTHOCATCS K aHTHOAKTEpHAITh-
HBIM TIperapaTaM IMUPOKOTO CIEKTpa JCUCTBUS B OTHO-
IMEHUN KaK TI'paMIIOJIOXKHUTECIIBHBIX, TaK W I'paMOTpH-
IATEIFHBIX MUKPOOPTaHU3MOB, BBEJCHHBIC B MEIUIHH-
CKYIO IIPAKTUKY €Il JI0 OTKPBITUS MEHUIIWILIHHOB [4].
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Panee ObIT CHUHTE3MpPOBAH PSJl MEP3aMEIICHHBIX
amMuHO(eHONIOB B BUjae ruapoxiopumoB [S]. Tem He
MeHee, CBOOOJHBIE aMHHO(EHONBI O CHUX TMOp He
OBLIM MOJTyYEHBI U CBOWCTBA X HE U3YUCHBI.

Hacrosimast craThss MOCBAIIEHA CHHTE3Y paHee
HEU3BECTHBIX IIOJHOCTBIO  3aMELICHHBIX aMMHO-
(eHONOB B CBOOOTHOM BHJIE M WX CYJIb()OHHIBHBIX
NPOM3BOJHBIX, MOTEHIHAJIBHO oOOJagaroImux Ouo-
JIOTHYECKOH aKTHBHOCTBIO. JIJISI 3TOr0 HaMHM OBUIH
CHHTE3UPOBAHbl HUTPO30(EHONBI, COJepKalue
CIIO)KHOP(UpHBIE TPYNIBl B  2,0-TIONIOKEHHUAX IO
OTHOLIEHUIO K ruapokcuwiay [6]. Ilocme ux Boc-
CTAHOBJICHWsI W 00pabOTKH  1-TONYOJICYIb(OXIO-
puzoM, nub0 n-aneTaMunI00eH30ICYIB(OXIOPUIOM
ObUIM  BIEPBBIC  BBIJCICHBI  CYJIb(OHHINPOBAHBIC
OPOU3BOAHBIE  IEpP3aMELICHHBIX aMHUHO(EHOJIOB,
JIOKa3aHO UX CTPOCHHE C HCIOJIB30BAHHEM METOI0B
macc-cektpomerpun, UK, SIMP 'H u "C
CHEKTPOCKOIHH.
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Cunres guankun  S-(4-tomyolncynbhamMumo)-2-
ruapokcu-4,6-quMerunuzodranatos Sa-b u  5-(4-
areTaMuI00eH30JICY Ib(DOHAMUIO)-2-THAPOKCH-4,6-
quMeTuan3odranato 6a—b (cxema 1) ocymiecTBisum
N0 peakIud LUKI0apOMAaTH3alUd W3 H30HHTPO30-
aneTuiarneToHa 1 U TUMETHIIOBOTO HIH JU3THUIOBOTO
a¢dupoB armeroHmukapOoHOBOW 2a-b kuciotel. B
pe3yibTaTe TONYYWIH W3BECTHBIE Tep3aMellleHHBIC
HUTPO30(ECHONBI B BUJIE KanueBbIX conelr 3a—b. [lomy-
YeHHBIE KaJHeBbIE COM HUTPO30(EHOIOB BOCCTAHAB-
JWBAH JWTUOHUTOM HATPUS O COOTBETCTBYIOIIUX
amuHO(peHoyoB 4a—b o meronuke [7]. Ilocne cynbdo-
HWIAPOBaHUS Tep3aMeIleHHBIX aMHUHO(EHOJIOB A-TO-
TyoJNCynb(OXIOPUIOM U H-alleTHIAMUHOOCH30JICY b~
($hoXJIOpUIOM TONYUHIN CYJH(OHUINPOBAHBIE TPOU3-
BoAHEIE Sa—b 1 6a-b.

Crpoenmne Cynb()OHUITNPOBAHHBIX MPOU3BOIHBIX 5a
-b u 6a-b, xoropeie ObUIM TMOJy4EHBl BIEPBHIE,
nokazano Meromamu UK, SAMP '"H u BC cnexr-
POCKOTINH, Macc-CIeKTpoMeTpuu. JlaHHBIE TIO BceM
CIIEKTpaM IPHUBEEHBI B OKCIIEPUMEHTATHLHON YacTH.

JdudTun  S-aMuHO-2-rHApPOKCcH-4,6-TUMeTHUIN30-
¢ranar (4a). 0.5 r (1.69 mmons) KamueBoii comu 2,6-

JIU(3TOKCUKAPOOHM)-3,5-TuMeTHII-4-HUTPO30(eHOIIA
pactBopsuii B 10 mut Boziel npu Temneparype 60°C. K
MOJIYICHHOMY pPAacTBOPY JOOABISUTH  HEOOBITIMHI
noprusivMu 0.5 T (2.87 MMONb) IUTHOHWTA HATPUS U
nepememuBany B TeueHue 60 Mun. KoHTpoas peakiuu
ocymectBisuin MetogoM TCX (Tomyom—aTHiarerar,
1:1). 3areM pacTBOp OXJOKIAUIA 10 KOMHATHOMN
Temrepatypsl. [loyueHHBIH 0cafok OTQUIBTPOBAIH H
cymmmm Han CaCl,. Bexom 0.2 1 (40%). XKenteie
KpucTaLIbL. T.m1. 72-75°C. UK crmextp, v, cM 't 1731
(C=0), 3373-3450 (NH,). Criextp SIMP 'H (JIMCO-
de), 6, m.11.: 8.82 ¢ (1H, OH), 4.42 ¢ (2H, NH,), 4.25-
442 x (4H, COCH,), 1.27-1.29 k (6H, CH; cm.
s¢up.). Crextp SIMP °C, §, m.u.: 14.3, 154, 61.1,
121.4, 121.6, 138.2, 143.0, 168.4. Macc-cnektp m/z
(Iorn%0): 281 (34) [M]", 235 (90), 189 (65), 106 (45),
77 (28), 29 (94). YO cnextp (3TaHOM): Amax 216 HM, €
332; Amax 388 HM, € 86.

JdumeTn S-aMuHO-2-ruApoKcH-4,6-1UMeTHIN30-
¢ragar (4b). PacrBopsimm 0.5 r (1.87 mmomb)
KanueBo coiu  2,6-mu(MeTokcuKkapOoHmi)-3,5-
muMmetnn-4-autpo3odeHona B 10 M Bomel Tpu
temrrepatype 60°C. K momyueHHOMY pacTBOpy H00aB-
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s HeOonpmmMu opuusvu 0.5 © (2.87 MMonb)
TUTHOHUTA HATPUS W TIEpEeMEIINBaIl B TEYCHHE
30 muH. 3aTeM pacTBOpP OCTYIWJIA O KOMHATHOM
temnepatypsl. [lomydeHHBIH 0cafoK OTPUIETPOBAIH U
cymmn Hag CaCly. Beixon cocraBun 0.22 1 (42%).
XKenrteie kpuctamisl. T.11. 77-79°C. UK cnextp, v, cM
11 1754 (C=0), 3373-3455 (NH,). Crextp SIMP 'H
(AMCO-ds), o, m.a.: 8.85 ¢ (1H, OH), 4.53 ¢ (2H,
NH,), 4.15-4.39 ¢ (4H, COCHs;), 1.19-1.33 x (6H,
CH; ci. sdmpn.). Crextp IMP °C, §, m.a.: 15.5, 52.3,
121.4, 121.5, 138.2, 142.8, 168.8. Macc-cnektp m/z
(Iom, %): 253 (24) [M]" 221 (93), 189 (56), 106 (34),
77 (18), 15 (25).

Jdumytun  5-(4-ToayosicyibpamMuio)-2-rupoKcu-
4,6-mumeTnanzopranar (5a). 0.1 r (0.36 Mmons)
JIMITOKCH S5-aMHHO-2-TUAPOKCH-4,6-muMeTnm30dTaiar
pactBopsud B 4 MII BOJBI. PazMenuBanu u HarpeBaiu
go 60°C. 3a 1 yac mnomepeMeHHO HEOOIBIINMHU
nmopuusmu ipubasisut o 0.075 r (0.39 mMmonb) n-
tonyoscynbdoxiopuaa U mo 0.03 r (0.28 mmonb)
kapOoHaTa HaTpus, CIEAsS 3a TeM, 4YTOOBI peakIus
cpensl ObLTa HEHTpabHOH. 3aTeM CMeCh pa3MeIInBaid
B TedyeHue 2-x 4acoB npu 60°C, KOHTpoJIupys
npoTekanue peakuuu MetogoMm TCX  (Tomyon—
sTwianerar, 1:1), oxmaxmanwm J0 KOMHATHOW TeM-
nepatypsl. s OYMCTKH OT MCXOTHOTO aMHUHO(eHoa
npunuBaiin HCl g0 xucnoit peakiuun mno Konro u
nepeMenmBainy 6e3 Harpepanus 30 muH. [lomyueHHBIH
0CaoK OT(HUIBTPOBBIBAIM W MPOMBIBAIM BOJIOH /0
OTCYTCTBHSA KHCJOW peaklnu, 3aTeM MepeKpucTal-
JU30BBIBAJIM M3 BOJHOTO CHHPTA, BBHIMABIIHIA OCAJI0K
OT(UIBTPOBBIBATIN CYIIMIN IO BaKyyMOM. Brixon
0.066 T (66%), cBeTIIO-0eKeBbIe KPUCTAUIBL. T.IUL. 143
—145°C. UK cnextp, v, cM @ 3232 (NH), 1380 (SO,).
Crnektp SIMP 'H (IMCO-dg), o, m.o.: 9.93 ¢ (1H,
OH), 10.13 ¢ (1H, NH) 4.24-4.28 x (4H, COCH,),
1.24-1.26 T (3H, CH; cx1. s¢upn.). Crextp SIMP "°C,
o, ma.: 14.2, 16.5, 21.3, 61.4, 121.5, 126.2, 126.8,
130.0, 138.8, 139.0, 143.3, 151.4, 167.27. Macc-
cektp m/z (Iym, %): 435 (50) [M]', 390 (25), 280
(64), 234 (88), 206 (33), 91 (40), 29 (31). YD cnektp
(3TaHON): Apax 218 HM, € 628; Apax 317 HM, € 96.

Jdumernn 5-(4-toayoscyiibpamMuno)-2-ruipoKcu-
4,6-qumetnamzopranar (Sb). 0.1 r (0.39 mmons)
JUMETOKCH  5-aMUHO-2-THAPOKCHU-4,6-TUMETUIU30-
¢ranar pactBopstid B 4 Mia Boxabl. PasmemmBanu u
HarpeBasin 10 60°C. 3a 1 yac momepeMeHHO HEOOIb-
mmme nopuusivu mpubdassum 1o 0.075 1 (0.39 Mmmorb)
n-tomyoncynbpoxmopuaa u mo 0.03 r (0.28 Mmons)
kapOOHaTa HATpusA, KaKk B IPeNbIOyLIeM INpHMEpE.
Jlaiee  oOpabOaThiBaJi  aHAJOTMYHO Sa, BBIXOX
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coctaBuni 0.075 1 (75%). 1., 202-205°C cBeTIo-
oexxeBbie kpuctamiel. MK crektp, v, em ' 3225 (NH),
1378 (SO,). Crextp SIMP 'H (IMCO-dq), 8, M.x.:
9.37 ¢ (1H, OH), 10.12 ¢ (1H, NH), 3.78 ¢ (6H,
COCH;), 7.38-7.56 n (4H, To3unpHOrO KOJNIBHA), 2.39
¢ (3H, CH; rtosumsHOro kosbma), 1.87 ¢ (6H, CHj;
amMuHO(MEeHOILHOTO Kombua). Crektp SIMP °C, §, m.x.:
16.6, 21.3, 52.6, 121.4, 126.3, 126.7, 130.0, 139.0,
139.1, 143.3, 151.2, 167.7. Macc-criektp m/z (1o, %0):
407 (74) [M]", 376 (21), 252 (76), 220 (96), 192 (29),
91 (49), 65 (15).

Jduatun 5-(4-aueramui006eH30.J1CyIb(GOHAMMI0)-
2-ruapoxkcu-4,6-numernanzopranar  (6a). 02 r
(0.71 mMonp) aMmuHO(EHOIA PacTBOPSUTM B 4 MIT BOJIBL.
CMecp pasmemmBanu W HarpeBaiu jgo 60°C. B
TeuyeHue 1,5 wdYaca TONMEpPEeMEHHO HEOOJIBITUMHU
noprusivMu nipubassuin o 0.2 r (0.86 Mmoinp) 4-
aneTwiaMUHOOeH30CcyIb(oxopuaa U no 0.059 r
(0.56 MmmoB) KapOoOHaTa HATpHA, Hajiee 00padbaTHIBaIN
aHasornyHo Sa. Breixox coctaBun 80%. Tt 150-
152°C. KoHTponp peakuuu OCYIIECTBISIN METOA0M
TCX (amoeHT Tomyon—a3tunanerat, 1:1). Cnexkrp AMP
'H (IMCO-d), 8, m.a.: 10.38 (1H, NH); 9.93 ¢ (1H,
OH); 9.31 ¢ (1H, NH To3unsHoro komnsua); 7.56—7.76
I (4H, To3mnbHOTO KOMBIA); 4.24—4.28 k (4H, CH, ci.
3¢upH. ocrarka) 1.24-1.26 T (6H, CH;3 cn. >¢dupm.
ocratka); 1.88 ¢ (6H, CH; amuHodeHONBHOTO
konbna); 2.09 ¢ (3H, CH; TO3WIBHOTrO KOJbIA).
Crextp IMP °C, 8, m.1.: 14.2, 16.5,24.4, 61.4, 118.1,
118.9, 121.5, 126.4, 127.9, 135.2, 139.0, 143.4, 151.4,
167.3, 169.3. Macc-criektp m/z (Lo, %): 475 (73) [M],
458 (15), 413 (6.91), 401 (2.52), 359 (34), 357 (59),
355 (29), 264 (20), 228 (36).

Jdumernn 5-(4-aueramMua00eH30JCyAb(OH-
amMu/10)-2-ruApokcu-4,6-tumernsmsodpranar  (6b).
3arpyxanu 0.2 v (0.79 MMOJB) 3aMEIIEeHHOTO aMHHO-
(henona u 4 M1 Bojbl. CMech pa3MEIIMBAIA U HATPEBAIN
g0 30°C. B Teuenme 1 uwaca momepeMeHHO HeOOIb-
mMu ropiusivMu ipu6asisin 1o 0.2 r (0.86 mmons) 4
-aneTmIaMrHoOeH30Icy b oxmopuaa 1 mo 0.059 r
(0.56 MmMmonb) KapOOHaTa HaTpHs, Aanee 00padbaThIBaIN
a”HaorudHo Sa. Brixox coctraBun 75%. T.ami. 200-
202°C. KoHTpoJib peakiuyd OCYIIECTBISIN METOJIOM
TCX (amioeHT TOmyon—a3tunanerat, 1:1). Crnextp AMP
'H (IMCO-dg), &, m.1.:10.52 (1H, NH); 10.00 ¢ (1H,
OH); 9.72 ¢ (1H, NH To3unsHOro kombma); 7.70—7.85
I (4H, To3unsHOTO KOMBIAa); 3.89 ¢ (6H, COCHj;); 2.23
¢ (6H, CH; amunodeHnonsHOro Koubna); 2.03 ¢ (3H,
CH; tosunbHOTO KONbIa). Criektp SIMP Be, 8, mu:
16.1, 22.3, 51.4, 118.2, 118.8, 121.3, 125.3, 126.9,
134.3, 138.0, 143.0, 152.3, 166.8, 168.8. Macc-criektp
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m/z (I %): 450 (74) [M]", 372 (15), 331 (41), 317
(100), 295 (22), 236 (3), 194 (10), 135 (2), 115 (5).

VYenoBus 3anMcu  cnekTpoB: perucrpanus HK
cnekTpoB BeimonHeHa Ha MK-®ypbe cnextpomerpe
Bruker Tensor-27; Y® cmnekTpbl 3amucChIBAIM Ha
criekrpodoromerpe «Helios» Omega ¢ muamazoHoM
u3mepenus  190-1100 um, ¢oromerpudeckuit
muanazon 0.3-3 A, B KBapleBbIX KioBeTax | cM,
KOHIIEHTpanus aMuHOo(eHona H  TO3UIBHOTO
npomsogHoro 0.5x10* momp/n B cpeme 3TamoNA.
Crnexrpst SIMP 'H u "°C perucrpuposanu ua npudope
«Bruker Avance III 600» (pabouass wactora 600.13
(‘H) u 150.9 (°C) MI'n).

3amuch Macc-CcleKTPOB MPOBOAMIACH HA MpUOOpe
Shimadzu LC/MS-2020 ¢ xomonkoit RAPTORARC-18
100. Oopaszen xkonmeHntparmeit 0,01 wMr/ma B
alleTOHUTPUIIE, XpoMaTorpapupoBaHUe MPOBOJMIN B
u30KpaTudeckoM pexume, npu 35°C B TepMmocTartu-
pyeMoil KoJioHKe. JIJisi peructpaiu Macc-CIeKTPOB
WCTIOJB30BaAIM KBAAPYHOJIBHBIA Macc-CIIEKTPOMETp C
3NIEKTPOHAIBUTUTENILHBIM HUCTOYHUKOM uOHOB (ESI),
P TPSMOM BBOJIE 00paslia M 3JII0ara, 1MoJaaBaeMoro
xpoMarorpadoM co CKOpocThio 20 MKII/MUH.

BJIIATOJAPHOCTHU

PaGota BhIMONMHEHA MPU UCHOIB30BAHUNA 000PYIO-
BaHus LleHTpa KOJUIEKTHBHOTO MOJb30BaHUs (hexepa-
JILHOTO MCCJeA0BaTeNbcKoro 1enrpa «KpacHospckuii
Hayunsli neHtp CO PAH» (UKII ®MK KHI[ CO
PAH).

KOH®JIMKT MHTEPECOB

ABTOpBI 3asBIAIOT 00 OTCYTCTBMU KOH(IHMKTa
MUHTEPECOB.
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Synthesis of Dialkyl 5-Amino-2-hydroxy-4,6-
dimethylisophthalates and Their Sulphonylation
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Dimethyl 5-amino-2-hydroxy-4,6-dimethylisophthalate, dimethyl 5-amino-2-hydroxy-4,6-dimethylisophthalate
was obtained in free form for the first time. When aminoisophtalates was sulfonylated by p-toluenesulfonyl
chloride previously unknown dialkyl 5-(4-toluolsulfamido)-2-hydroxy-4,6-dimethyl isophthalates was
preparated. When aminoisophtalates was sulfonylated by p-acetamidobenzenesulfocloride dialkyl 5-(4-
acetamidobenzenesulfonamido)-2-hydroxy-4,6-dimethyl  isophthalates. ~Synthesized products containing
sulfonylamide groups are of interest as potentially biologically active substances. The structure of all the
compounds obtained was proved using IR, NMR spectroscopy and mass spectrometry.

Keywords: synthesis, sulfonylation, p-toluenesulfonyl chloride, p-acetamidobenzenesulfonyl chloride,
aminoisophthalates, IR spectroscopy, NMR spectroscopy, mass spectrometry
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