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CHUHTE3 ABOCOEAUMHEHUSA HA OCHOBE
8-OKCUXNHOJINH-5-CYJb®OKUCJOTHBI

AHHOI’I’lal/ﬂ/l}Z.' B CTAaTbC NPCACTABJICHBI PE3YJIbTATHI CUHTC3a a30COCITMHCHUA

Ha OCHOBE 8-OKCHMXMHOIMH-5-cynbpokucnorsl. Meromamu HUK- u SIMP H-

CHEKTPOCKONUU M MACC-CIIEKTPOMETPUHU YCTAHOBJIEHA CTPYKTYpa COCIUHEHUS.
[IpoBeeHO KOMIBIOTEPHOE MOJEIMPOBAHUE CTPYKTYpPbl CHUHTE3UPOBAHHOIO
BEIIIECTBA C UCTIOJIb30BaHMEeM nakeTa nmporpamm HyperChem Pro 7.01, GAMESS.

Kniouegvie cnosa: TpoU3BOAHBIE §-OKCUXHUHOJIUH-5-CYJIb()OKUCIOTHI,
METO/bI CHEKTPOCKOINH, KOMITBIOTEPHOE MOJIEJIMPOBAHUE,

KOMILIEKCOOOpa30oBaHuUE.
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SYNTHESIS OF ASSOUTENTI BASED ON

8-HYDROXYQUINOLINE-5-SULFONIC ACID

Annotation: The article presents the results of synthesis of assoutenti based
on 8-hydroxyquinoline-5-sulfonic acid. Methods of IR and 1H-NMR
spectroscopy and mass spectrometry, we established the structure of the
compound. Computer modelling of the structure of the synthesized substances
with the use of the software package HyperChem Pro 7.01, GAMESS.
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Jlst perieHnst MHOTUX 33Jlad aHAJIUTHYECKOW XUMHH OO0JIBIIOE 3HAYCHHE
MMEET U3YYeHHUE KOMILIEKCOOOpa30BaHUsI MOHOB C OPTaHMYECKUMH JIUTaHIaMHU
[1,2,3]. JlanHbIe BemiecTBa MPEACTABISIOT OOJBIIION UHTEPEC B 00JACTH XUMUU

KOMIIJIEKCHBIX CO€TUHEHUH.
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[lenbp HACTOAIIETO HCCIEIOBAHHUS - IMPENAPATUBHBIM MYTEM IOJYyYHUTh
COeIMHEHHUE, CIIOCOOHOE K 00pa30BaHUI0 KOMIUIEKCHBIX COJIEH, YCTAaHOBUTH €T0
CTPYKTYpY, IPOBECTHU PsiJl KAUECTBEHHBIX PEAKIIUM C 3TUM PEareHTOM.

Jlnsg cuHTEe3a a30COCAMHCHMS, HCXOOs W3 8-OKCHUXWHOJIMHA— 5 -—
CyJTb(OKHUCITOTHI, OBIITM HUCIIOIB30BAHBI MpENapaThl TAPAHTUPOBAHHOW YHCTOTHI
WJIA OYMIIEHHBIE HEMOCPEACTBEHHO Nepe]l MpuMeHeHueM. B ocHOBY cuHTe3a 7-
/6-(n-a300eH3010CyIBE(HaMUI0)-3-METOKCUITUPU A3 H/ -8-
OKCUXHWHOJUHCYIB(OKHUCIOTHl TIOJIOKEHA PEaKIUs TUa30THPOBAHUS B CHIIBHO
KHCJIOW cpelie MPHU HU3KOW TeMIlepaType M peakius a30CoueTaHus B CJ1abo
menoyHorn  cpene.  llomydeHHOe BEIIECTBO  OYMIAJIOCH  MHOTOKPATHBIM
nepeocaxKieHieM M3 cJiabo MIEJOYHOr0 pacTBOpa MOAKHCICHHEM. UHCTOTY
MOJYYEHHOTO IIEJIEBOr0 MPOIYKTa KOHTPOJUPOBAINA METOJIOM TOHKOCIOWHOM
xpomatorpaduu. [TonyuenHnoe a30COECINHEHHE MOPOIIIOK
MEJIKOKPUCTAJUTMYECKON CTPYKTYPhI KpacHOro mBera. PeareHT He pacTBOpUM B
METHJIOBOM, STUJIOBOM, ITPOMUIIOBOM, OYyTHUIIOBOM, aMUJIOBOM CITUPTax, alleTOHE,
OCH30JIe, YETHIPEXXJOPUCTOM yriepojae, AUITHIOBOM ddupe. XopoIo
pacTBOpUM B JAuUMETHI(OpPMaMHIE, a TAKKE B CIaOBIX pacTBOpax IeIoYeH u
amMmuaka. OOnamaeT WHIMKATOPHBIMM CBOWCTBAMHU;, PACTBOPHI €ro HMEIOT

po3oBbiii 1BeT nipu pH 1-2 u opamxkessiii npu pH 5-13. MuTepBan nepexona

okpacku 3-4. Temnepatypa miasnenns 320-322 °C.

[Ipennonaraemas popmyna coenureHus: CyoH16075,Ng

CrpykTypa MOJYyYEHHOIO COEIMHEHHs YyCTaHOBJIeHa aaHHbiMA K-
cnekrpockonuu, SIMP 'H ciexrpockonuu u Macc-criekTpomMeTpu [5].

UK cnektpbl CHHTE3UPOBaHHBIX coenuHeHunil 3anucanbl Ha MK-ODypee
cnexkrpometpe BrukerAlpha (nmpucraska HIIBO, ZnSe). UK cniektp (pucyHox 1),
v, e 3336 [v(PhC-NH-R)], 3208 [v(PhC-OH)], 3138 [v(CH, apom.)], 1596
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[V(C=C, apom.)], 1555 [v(C=C, apom.)], 1504 [v(C=C, apom.)], 1427 [v(C=C,
apom.)], 1080 [v(PhC-SO,0H)], 849 [v(PhC-N)].

cce 1427
1555

/’
1596

T
2000
Wavenumber cm-1

Pucynox 1 —-UK-cnextp coemunenus CooH1607S:Ng
B UK-cnektpe coeauHeHuss OOHApYKMBAeTCsS I0J0CAa BaJIGHTHBIX

1

xonebanuii NH cBsasu npu 3336 cm™. Tlomoca 3208 cm ! cBumeTenscTByeT 0O

HaJUYUH THAPOKCUIILHOM TPYMIIBI, CBA3aHHON C OEH301bHBIM KOJIBIIOM. [losoca

npu 3138 cm* orBeuaer BanenTHbIM KostebanusaM CH-ceaseit. [Tonockt mpu 1596,

1555, 1504, 1427 cm ! xapakTepusyroT Haluuue apoMaTHYECKOrO KOJbLA B
COCTaBE COEIMHEHUSI.

Crnextp SIMP H (CDClz, IMCO-ds) coemunenns CyoH1607S5:Ng momyuen
Ha SIMP ®ypne-cnexkrpomerpe Bruker AVANCE II (400 MI1), BHyTpeHHUI
craugapt — TMC. Cnektp SAMP (pucynok 2), 8, m.a., IMCO-ds: 1,2 ¢ 3H
(OCHas), 3,3 ¢ 1H (Ca-NH), 5,1 ¢ 1H (Ca-OH), 6,7-8,5 m 10H (Car-H).
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Pucynok 2 — Cnextp AMP H (5, m.x., IMCO/TMC) coenuHenus
C20H1607S2Ne

Tak, B cmektpe SIMP 'H (pucynok 6), sammcanrom B JIMCO-ds,
HaOJ01aeTCs TpyNIa CUrHajoB B oOnactu 6,7 — 8,5 M.J., COOTBETCTBYIOIIUX
apoMaTUYeCKUM  TpoToHaM. B cuUJIbHOMONBHON ~ 00JIaCTH  CHEKTpa
3aperuCTPUPOBAH CUTHAJ TPOTOHA METUIILHOM IPYIINBI, KOTOPast BXOJUT B COCTAB
METOKCHU-TpyIbl, pu O 1,2 Mm.1. Takxke Habmrogaercs curnai nmpotona Car— NH

rpynmsl nipu O 3,3m.1. B c1abom mosie criekTpa oTMedaeTcsl CUTHal pu 5,1 m.1.,

COOTBETCTBYIOIMI IIPOTOHY THAPOKcUIbHOM rpymnbel. Crmexrp SIMP  H,

sanucanHbiii B CDCl; B paboTe He MPUBOIUTCS B CUITYy MaJIOd HH(POPMATUBHOCTH,
0OyCIIOBJICHHON HE3HAUMTENbHONH pPAaCTBOPUMOCTBIO IIEJIEBOTO TPOAYKTa B
yKa3aHHOM PacTBOPHUTEIIE.

Macc-cnekTp CHHTE3UPOBAHHOTO COCIMHEHHUS 3aITMCaH Ha KBAIPYMOJILHO-
BPEMSIITPOJIETHOM MaccC-CIIEKTPOMETPE MaXisImpact HD
(BrukerDaltonikGmbH) B pexume 37eKTpOpaclbUIUTEILHON HOHHU3AIUN JIS
pPacTBOPOB B aIlICTOHUTPHWIIE TPU CKOPOCTHM mojauud obpasma 240 MKi/4 ¢

mapamMeTpamMu 1o yMmOJI4aHuio B METOAC I/IH(i)YSI/IOHHOFO aHaJIn3a MaJIbIX MOJICKYJL.
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KanubpoBka Macc — BHEIIHAA IO YIY4YIICHHOMY KBaJpaTUYHOMY METOAY C
npuUMeHeHHeM KanuopoouHoro pactBopa G1969-85000 (AgilentTechnologies).

B macc-cnektpe (pucyHOoK 3) BBICOKOTO paspemieHust (dJIeKTpocIpeit)
coequHeHuss CyoH1607S:Ns  TpUCYTCTBYIOT XapaKTEpUCTUYECKUE CHUTHAJIBI
IPOTOHUPOBAHHBIX MOJeKya [M+H]Y, 4ro B ouepennoi pa3 moaTBepKaaeT €ro
ctpoenne. Hatineno: m/z 517,0793 [M+H]". Beruncneno mis CaoHi607N6S,™
516,511.

In'(ensé +MS, 1.8-2.1min #103-119|
x10

0.0 4761864
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Pucynoxk 3 — Macc-cnekTp BbICOKOTO pa3petieHus (3JIeKTpoCpeil)

COCANHCHUA Con 150752 N5

B mnpubnwkenun B3LYP/6-31G mpoBemeH pacyeT  ONTHMAaIbHOMN
cTpykTypbl coenuHeHuss CiyoHi1607S:Ng. YcTaHOBIEGHBI YIyibl M JIJTMHBI CBSI3CH
Mexay aromamu 7-/6-(n-a300eH30510CyIb()aMKIO0 )-3-METOKCHUTTUPH,Ia3HH/ -8-
OKCUXUHOJMHCYJIbPOKUCIOTE. Tak ke B pe3yibTaTe T'€OMETPUUYECKOM
ONTHMH3AIMN BBISABIICHO, YTO JAHHOE COCIUHEHHWE MOXKET BBICTYIIATh B POJIH

Juradga B pCaKIMHAX KOMHHGKCOO6pa3OBaHI/I$I C MCTaJllIaMH. OnpeneneHo MECTO

KOOpIHHAIIMKM KaTHOHa Merauia. Hambosee «BBIrOmHOE pacmojiokeHuey» Me™

JIOJDKHO HAOJII0AaThCs TPU 00pa30BaHKM CBsI3U KaThoHa ¢ rpynmnoi OH u aromom

a30Ta reTepoIMKINYECKOro siapa (pUCyHOK 4)
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Pucynok 4 - CtpykTypa coeaunenus 7-/6-(n-a3o00eH300CcyabhamMuio)-3-
METOKCHITHPUIA3UH/-8-0OKCUXHHOIUHCYITb(POKUCITOTHI

B noxareepxkaeHne CHOCOOHOCTH  CHUHTE3UPOBAHHOTO  COEIMHEHMS
00pa3oBBIBAaTh KOMIUICKCHBIC COCIWHCHHSI OBLI TIPOBEACH pSAJ  PEaKIHiA
B3aUMOJICCTBUSl KAaTHOHOB PA3JIMYHBIX META/UIOB C JAaHHBIM PEarcHToM B
untepBaie pH or 1,64 1o 9,75. HaOmromaemass okpacka TOJYYEHHBIX
KOMITJIEKCHBIX COJIEH JKeNnTas WM JKeNTo-3ejcHas. J[aHHbIe TpeICcTaBIICHBI B

Tabmune 1.

Tabmuma 1 — KagectBennbie peaknuu  CyoHi1607S:Ng ¢ katmonamm

MCTAJIJIOB

Karuwon | Cu?* | Zn?* | Cd®* | Sc** | Ga** Cr¥* | Co®*

pH 3-4 5-6 6-7 5-6 5-6 6-7 | 6-7

CornocraBiieHUE pe3yIbTaTOB IKCIEPUMEHTAIBHBIX HccienoBanuii UK- u

SIMP 'H CreKTpOCKOIMH M MAacc-CIIEKTPOMETPUM U TEOPETUYECKUX PACUETOB

(OHTI/IMI/ISaI_II/II/I reoMeTprun METOAaAMHU KBaHTOBOM XI/IMI/II/I) MMOATBCPIKAACT, YTO B
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pe3yJbTare CHHTE3a obpazyercs 7-16-(n-a306en3010CYIbMaMUI0)-3-

METOKCUMHUPUIa3UH/-8-0KCUXUHOMUHCYIboKucnoTa. [lomydyeHHble Mpu 3TOM
pe3yabTaThl  MO3BOJIAIOT OOOCHOBAaHHO BBOJUTh B TPAKTUKy aHaIHM3a
CHUHTE3UpOBaHHOE HamMHu BewecTBO. OIlleHKa peakUUOHHON CIIOCOOHOCTH
aTOMHBIX TPYIII, BXOASAIIUX B COCTaB MOJYYEHHOTO HAMU COCIMHEHHUS, a TAaKKe
(akTOpOB, WIrpAIOIIMX POJb NPU OOpPa30BAHUU KOMIUIEKCHBIX COEIMHEHUI

IIO3BOJIACT p33pa6aTBIBaTI> HOBBIC aHAJIUTHYCCKUC MCTOAEI.
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