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M. A. Kyankos
CHUHTE3 U UCCJIEJOBAHUE CBOMCTB XAJIKOHOB HA OCHOBE 3AMEIIEHHBIX
AHETO®EHOHOB U 3-©@OPMHUJINH0JIA

Knrouesvie crosa: xankon, 3-numpoayemogenon, 4-xnop-3-numpoayemogenon, 3-popmunrunoon, KOHOeHcayus, CNeKmpanbHble Me-

Mool UCCIEO0BAHUSL.

Xankonvl MHO20 Jiem NPUBNEKarom GHUMAHUE YUEHbIX CEOUMU YEHHBIMU QUIUKO-XUMUYECKUMU U OUONOSUYECKUMU
ceoticmeamu. OHu ABIAOMCA POOCMBEHHUKAMU NPUPOOHLIX OUONI02UYECKU-aKmUusHbIX eeuecms. Cunmemuieckue xai-
KOHbl HAWLIU NPUMEHEHUe 8 MeOUYUHe, OP2AHUUECKOM CUHMe3e, CelbCKOM xo3alicmee u 6 opyeux cepax. Ilo ceoeti
CIMPYKMYype XAIKOHbL NPUHAOLEHCAM K KAACCY Q,-HEHACBIUEHHbIX KeMOHO8. [isl uX noayueHus npediodceHbl HeCKOb-
KO Memooos, Haubonee pacnpocmpaHeHuvlid U3 Hux ocHosan Ha peaxyuu Knaisena-IlImuoma. Ilpedcmasnennas pa-
boma nocesujeHa usyueHuro peakyuu 3-QopMUIUHOONA ¢ 3aMeWeHHLIMU AYemOpEeHOHaMU U UCCIEO0BAHUIO CBOUCIEG
00pasyowuxca XaaKoHos. B xode uccnedosanus dvina paspabomana Memoouxa cunmesd, 8bi0eseHus u O4UCmKU npo-
0ykmoe peakyuu. Konmponv uucmomuvl npoOyKmos npogoouncs Memooom MOHKOCIOUHOU xpomamoepaghuu. Pac-
cMampugaemble XaiKOHbL — meepovle 6elecmsea JCeamo20 yeema ¢ pasiuiHbimMy ommenkamu. OHU HepACMBOPUMYL 6
600€ U pacmeopumbl 8 NONAPHLIX OP2AHUYECKUX pacmeopumensx. /s ouuuyenHbIx nPOOYKMOos onpeoenetbl 6bIXx00bl,
memnepamypbl naasnenus u suavenus Re. IIpu usyuenuu cmpoenus cunmesupo8aHHvlX XAiKOHO8 UCNONIb306AHbL OAH-
Hvte UK-@ypve cnexkmpockonuu (KBr). B cnexmpax evioenen pao o6wux nonoc, NoOmseepuHcoaruux ux cmpykmypHoe
POOCMBO, YKA3AHbI OMAUUUMENbHBIE 0COOEHHOCIU CneKmpo8. 110 nonyueHHbiM OAHHLIM YCIMAHOBIEHO, YO SMULEHO-
8blll (hpasmenm 6 MONEKYIAX XAIKOHO8 HAX00umcs 6 mpanc-koupueypayuu. Cnekmpul XaIKOHO8 8 Yibmpaghuonemo-
60U U BUOUMOLL OONIACMAX 8 U3ONPONULOBOM CRUpME UMeIom uHmencusHoe no2nowenue okono 310 wm u craboe no-
enowenue okono 400 um, omnecennvie K NO2IOWEHUAM C YUACMUEM T-DNeKMPOHOS. [JaHHblll 661600 COelaH HA OCHOBE
aHanu3a CNeKmpos, UsMepeHHbIX 8 KOHYeHMPUpoBanHot cepHoll kuciome. Ilonyyennvie pe3yiomamyl npeonazaiomces K
UCHONL306AHUIO NPU UZYHEHUU CBOUCNEG OPY2UX XAIKOHOB.

M. A. Kulikov
SYNTHESIS AND STUDY OF THE PROPERTIES OF CHALCONES BASED ON SUBSTITUTED
ACETOPHENONES AND 3-FORMYLINDOLE
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Chalcones have attracted the attention of scientists for many years due to their valuable physicochemical and biologi-
cal properties. They are relatives of natural biologically active substances. Synthetic chalcones have found application
in medicine, organic synthesis, agriculture and other fields. By their structure, chalcones belong to the class of a,f-
unsaturated ketones. Several methods have been proposed for their preparation, the most common of which is based on
the Claisen-Schmidt reaction. The presented work is devoted to the study of the reaction of 3-formylindole with substi-
tuted acetophenones and the study of the properties of the resulting chalcones. In the course of the study, a technique
for the synthesis, isolation and purification of the reaction products was developed. The purity of the products was con-
trolled by thin-layer chromatography. The chalcones under consideration are solid substances of yellow color with
various shades. They are insoluble in water and soluble in polar organic solvents. The yields, melting points and Rf values
were determined for the purified products. The structure of the synthesized chalcones was studied using IR Fourier spectros-
copy (KBr) data. A number of common bands were isolated in the spectra, confirming their structural relationship, and dis-
tinctive features of the spectra were indicated. Based on the data obtained, it was established that the ethylene fragment in the
chalcone molecules is in the trans-configuration. The spectra of chalcones in the ultraviolet and visible regions in isopropyl
alcohol have intense absorption at about 310 nm and weak absorption at about 400 nm, attributed to absorptions in-
volving z-electrons. This conclusion was made based on the analysis of the spectra measured in concentrated sulfuric
acid. The results obtained are proposed for use in studying the properties of other chalcones.
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[IpencTaBneHHas CTaThsi SIBJISETCS HPOJODKEHUEM
pabotel [1] mo MccnenoBaHMIO CBOMCTB XaJIKOHOB, TIPO-
U3BOJAHBIX 3-popmmiuHiona. MHTepec K XalKoHAM
00YCJIOBIICH OJIM30CTHIO X CTPOSHHS NPHPOAHBIM OHO-
JIOTMYECKH-aKTHBHBIM COEIMHEHUSIM M HAJIMYUEM y HUX
KOMIUIEKCa LIEHHBIX CBOMCTB. OHM HAILUIM NPUMEHEHHUE
B MmeaunuHe [2-7], B oprammueckom cuutese [8-10],
cenbekoM xo3siicte [11-13] u B apyrux o6mactsx. ITo-
9TOMY CHHTE3 HOBBIX XaJKOHOB M HCCIIEIOBAHUE HX
CBOMCTB, OECCIIOPHO, OTHOCUTCS K aKTYaJIbHBIM M Tep-
CIIEKTUBHBIM HAITPABJICHHSIM.

Llenv pabomo.

- U3y4eHHE KOHJEHCAIH 3-HUTpoaneTopeHoHa u 4-
XJIOp-3-HUTpoaleTopeHoHa ¢ 3-pOpMIIMHIOIOM B
ycnoBusix peakunu Knsizena-llmuara;

11

- HcclenoBaHue (PU3UKO-XMMHUUECKHX CBOWCTB CHH-
TE3MPOBAHHBIX 3aMEICHHBIX XaJIKOHOB.

XuMn3M 00pa30BaHMsl XaJIKOHOB WIUTIOCTPHPYET
Cclielytomias cxema.

O2N %—CHg OHC
:©/O + |
R NH
O,N (I%—CH=CH\|\/Q
— T
R NH

R : H (I); CI (I
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3Kcnepu MeHTalibHadA 4acCTb

Ucxonnbie coemuHenus (3-HuTpoarneropeHoH, 4-
XJIOp-3-HUTPOALETOPEHOH, 3-(hOPMUINHION) CUHTE3HU-
POBaHBI 110 U3BECTHBIM METOIUKAM.

Cunrtes xankonos (I, I1) mpoBoaguscs B Tpexropioit
KoJIOe, CHAaOKEHHOH MEXaHMYECKOM MEIIaIKOH, Ka-
MeNTFHOW BOPOHKOW M TepMOMeTpoM. B konly momerma-
a6 MMOIB 3aMEUICHHOTO aneTopeHoHa, 6 MMOIb 3-
dopmunmagona u 30 cM® M30NPONMMIOBOrO CIUPTA
(UIIC). K mosiydeHHO#M CMeCH TPHUKAINBIBAIH PACTBOD
12 mmoar NaOH B 10 ¢M® AMCTHIIMPOBAHHOU BOJBI.
PeaknmoHHYI0 cMech HepeMeIInBali B TedeHHE 4 da-
coB. Temmeparypa BO BpeMs CHHTE3a HE JOJDKHA IIpe-
Bemmath 30 °C, B cirygae HE0OXOAMMOCTH KOJIOY OoXJia-
KOAIM XO0NogHOW Boaod. Ilo OKOHYaHMM BBIAEPKKU
KPacHO-KOPUYHEBBIH pacTBop BbuiMid B 100 cm® nu-
CTWJJIMPOBAHHOM BOJBI CO JIBJAOM M HEUTpalU30BaJIU
JIEJHON YKCYCHOM KHCJIOTOW. BplaenuBIIMKCS XalKOH
OTGUIBTPOBAIM Ha CTEKISIHHOM (QUIBTPE, MPOMBUIH
BOJOM M BhICYmMIH. OUYUCTKY NMPOAYKTOB NPOBOAUIH
nepeocaxaeHnueM HX u3 pactBopoB B HIIC Bopoil.

OHa COCTaBMIA 4 yaca U KOHTPOJIUPOBAIACH BU3YaJIbHO
110 U3MEHEHMIO OKPACKH peakLUOHHOU cMmecu. K okoH-
YaHUIO CHHTE3a MOJIY4YMIM TEeMHOOKpPAIIEHHBIE PacTBO-
pBl KPaCHO-KOPUYHEBOTO IBeTa. [ BBIAENEHUS Mpo-
JYKTOB UX pa30aBUIIM JEISHON BOJONH U HEHTpaIu30oBa-
JIM YKCYCHOM KHUCIJIOTOW. BpiaenuBiiviecs XaJKOHBI OT-
¢uIbTpOBANM, TPOMBUTH BOAOH ¥ BBICYIIIH. Jlns
OYHCTKH COCIWHEHHs PacTBOPHIM IPH HArpEBaHUH B
UIIC u BBICAAWIN IUCTHUTMPOBAHHOM BOAOH, WX UH-
CTOTY KoHTponmpoBaimu MerogoMm TCX. B pesymberare
MOJTYYWJIM BEIIECTBA JKENTOr0 IIBETA C PaslTUIHBIMHU
OTTCHKaMM, PACTBOPUMBIC B MOJSIPHBIX OPraHUMYECKUX
PacTBOPUTEIIAX.

B UK cmekTpax CHHTE3HMPOBAHHBIX COEAMHEHUH
(tabnetku KBr) BbigeneH psja oOLmMX MONOC, MOATBEP-
KIAIONINX UX CTPYKTYPHOE poncTBO (Tabum. 2). OTindu-
TENbHBIMA OCOOCHHOCTSIMU SIBJIAIOTCS IIOTJIONICHHUS Ba-
neuTHbIX konebanuit C—Cl u maedopManoHHBIX KOJe-
6anuii C—H B pa3nuuHO 3aMeIICHHBIX OCH30JbHBIX
¢parmentax. Hammuume momoc 972 u 963 cm! ceume-
TENBCTBYET O TOM, YTO ITHUJICHOBBIH (hparMeHT B MoJe-
KyJlaX HaXOJUTCs B TpaHC-KOH(UTypanu.

XapaKkTepuCTUKH CHHTE3UPOBAHHBIX XaJKOHOB MOCIC
OUHCTKH MPE/ICTABICHb! B Tab1. 1. Ta6auna 2 — lanasie UK cnekTpockonnu
Ta6auna 1 — XapakTepHCTHKH XaJIKOHOB Table 2 - IR spectroscopy data
.. 1
Table 1 — Characteristics of chalcones KoneGarus IqaCTOTa, ™ .
Xankon | Brewnuii Buz BHOZOH’ TOHC”’ Ry v N=H 3167 3166
142 v C-Har 3042 3043
0] Trepapre Berme- 65 144_ 0,75 v —CH=CH- 2979 2979
CTBa JKEJITOTO v C=0 1691 1688
LBETA C Pa3Ind- 188- 6 1618 1612
() 62 0,80 ¥ GEH30JbHOTO IUKJIA
HBIMI OTTCHKAMH 189 Y MHJOJBHOTO UK 1576 1577
v as NO2 1525 1533
Matepuaisl, IpEOOPBI M IIPOTrPAMMHBIE TIPOIYKTHIL. v sy NO2 1350 1352
MaTepVManm: CTaH/APTHAs XMMHYECKas MOCYyla W3 st C—Cl _ 1084
TEPMOCTOHKOrO CTeKIIa, MIaCTHHKH Silufol amst TorKO- 0op & —CH=CH— tpanc- 972 263
cioiiHoit  xpomatorpaduu  (TCX), dunsTpoBansHas 000 5 C—H. 1.24-
Oymara, paCTBOPUTENIH KBATA(DUKAIIMH X4 U Y/1a. P T - 893, 839
[Mpubopsr: BakyyMm-cymuibHbii mkad VACUTherm SAVCHICHHC
VT-6130-M, UK-Dypoe crexrpomerp HCM 1201, oop 5 C-H, 1,3- 872, 788 -
cnekrpodoromerp EcoView Y®-3200, mpubop mis SaMCTTICHHC
OIpeIeICHAs TEMIIEPATyphI IiaBnenus Stuart SMP40. oop & C~H nuppobroro 763 754
Crenuaau3upoBaHHble POrPAMMHBIE  IIPOLYKTHI: KA

FSpec®, undopMmannoHHO-TIONCKOBas cucTeMa o WK
cekrpockormu ZAIR™, Uv-Vis Analyst®.

KoHTpoIh 9HCTOTHI XaJIKOHOB MPOBOIIIICS METOIOM
TCX (pacTBOpHTENs IOUMETHI(HOPMAMHUI, DIFOCHT
HIIC).

WHaTepnperanuio pe3yabTaToOB CIEKTPAIBFHOTO aHa-
JM3a MPOBOAWIM C HCIOJb30BAHUEM JIUTEPATYPHBIX
ucTouHNKOB [14-16].

Pe3ynbTaTthl U Ux o6cyxaeHue

B ocnose cuntesa xankonos (1) u (1) nexur peax-
st Knsiizena-IlImuara. CyTh peaknuu 3aKkiIrodaeTcs B
KOHJCHCALlUM apOMAaTUYECKUX allbJETHJOB C MeETHUIIe-
HAaKTUBHBIMH COEJAMHEHUSMU B MPUCYTCTBUU LLIEIOYHO-
ro Kataiauzaropa B BOJHO-CIIUPTOBOH cpene. Peakuus
MPOTEKaeT MPU KOMHATHOW TemrmepaType, €€ IMpoJoJi-
JKUTEJIbHOCTh ONPEIENIeTCS CTPOEHUEM HCXOIHBIX CO-
eauHeHud. B ciydae MCIOJIB30BaHHBIX IPEKYpCOPOB

12

Coexkrpsl 3amenennbix xankoHoB (1) u (1) B yib-
TpadroNneToBOM M BUAMMOW 00NacTH OBUIH 3alMCaHBI B
HUIIC. CnexTpbl XapaKTepU3YIOTCS HAJIWYUEM I10JIOCHI
HMHTEHCUBHOTO TODJIOIIeHHs 0koj10 310 uM (308 HM myis
(1) m 310 am ga (11)) 1 momocsl cnaboro MOTJIOIIEHHS
okosio 400 HM 1 000MX coeauHenuit (puc. 1), KOTO-
pBI€ CllelyeT OTHECTH K IMOTJIOLICHHUSIM C y4acTHeM -
JJIEKTPOHOB.

KopoTKOBOJIHOBOE MOTJIOIIEHHE YKa3bIBAET HA DJICK-
TPOHHbIE TIEPEXOJIbI C YIACTHEM KapOOHUIBHOW TPYIIIIbI
U HUTPOTPYIIIBI, JJIMHHOBOJHOBBIH MakCUMyM — Ha
TIOTJIOIIEHNE B TIpejesiax XpOMO(OPHOH CHCTEMBI MO-
JeKyJl. BiwmsHWEe mnpHpOIBl pacTBOpUTENsT HAa CICK-
TpaJbHBIC XapaKTCPUCTUKH B YIbTPA(PHOICTOBON U BH-
MO 007acTsIX u3ydeHo Ha mpumepe coexuHenus (1).
B cpene KOHLIEHTPUPOBaHHON CEPHOM KHCIIOTHI Xapak-
Tep crekTpa coxpansercs (puc. 1), HO HaOmromaercs
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6aToXpoMHOE cMelleHre 000uX MakcuMyMoB 110 339 u
471 HM COOTBETCTBEHHO. [I[pUYMHON TAaKOTO CMEILEHUS
CIIYHT MPOTOHUPYIOIIEE NEHCTBUE CEPHOM KUCIOTHI Ha
MOJIEKYJIY XaJIKOHa. DTO MOATBEPHKIAET OTHECEHHUE TO-
JIOC TIOTJIONICHUS K TIepexoiaM T—>* Tuma.

Abs.

2.0 1

1.5 1

1.0 A

0,5 1

0,0

250 300 350 400 450 500 X, =M

Puc. 1 — Cnektpsl yabTpaduoieToBoii 1 BHIUMOM
obaacru: 1 — xaakon (I) B UIIC; 2 — xaaxou (Il) B
HUIIC; 3 — xaakoH (1) B koHueHTpUpoBaHHoii H,SO4

Fig. 1 — Ultraviolet and visible spectra: 1 — chalcone
(D) in IPA; 2 — chalcone (I1) in IPA; 3 — chalcone (1)
in concentrated HSO4

BbiBoabl

1. Konpencanmeit  3-¢popmummHmomna ¢ - 3-
HUTPOANETOPECHOHOM U 4-XJI0p-3-HUTPOANETO(HEHOHOM
B ycnoBusix peakuuu Kusitzena-llImuara cunte3upona-
HBl 3aMEIIEHHbIE XAJIKOHBI, MPEACTABISIONINE COOOM
TBEpJIbIE BEIIECTBA JKEJITOTO I[BETAa C Pa3INYHBIMU OT-
TeHkamu. [IpeanoxkeHbl METOIMKA U YCIOBHSI UX CHHTE-
3a, pa3paboTaH CIIoCO0 OYMCTKH LIENEBBIX MPOIYKTOB.

2. JInst u3y4yeHusi CTPOSHUSI CUHTE3UPOBAHHBIX Xall-
KOHOB HCTIONb30BaHbl JanHble UK-Dypbe criekTpocko-
muu (KBr). B cmekTpax BbIIENCH sl OOIIUX TOJOC,
MNOATBEPKIAMONIMX UX CTPYKTypHOE poiacTBO. OTINYH-
TENBHBIMA OCOOEHHOCTSIMH CIIEKTPOB SIBJISIIOTCS  T10-
rJomeHus BajgeHTHbIX konebannit C—Cl u nedopmaru-
OHHbIX Kosebanuit C—H B pa3nnyuHO 3aMeleHHbIX OeH-
30IbHBIX (parmentax. Hammaue mosoc 972 u 963 cm?t
CBHJIETENBCTBYET O TOM, YTO ATHUIICHOBBIH ()parMeHT B
MOJIEKYyJIaX HaXOJIUTCsl B TPaHC-KOH(UTYpalnH.

3. CrhexTpsl XaJKOHOB B YJIbTPa(dUOJIETOBOW M BH-
muMon oonactsax B UIIC MMEOT MHTEHCUBHOE IIOTJIO-
meHue okousio 310 HM u cnaboe norsomenue okoso 400
HM, OTHECEHHBIE K TIOTJIONICHUSIM C Y4YacTHEM T-
JNEeKTPOHOB. B cpelne KOHIEHTPUPOBAaHHOM CEpHOI
KHCJIOTBI XapaKTep CIIEKTPOB COXpaHseTcs, HO HaOIo-
Jaercs 0aTOXpOMHOE CMENIeHHEe 00OMX MaKCHMYMOB,
YTO MOJTBEPIKAAET OTHECEHHE DIIEKTPOHHBIX IIEPEX0/I0B
K IIepexojiaM T—>1* THIa.
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