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CHUHTE3 U UCCIIEJOBAHUE CJIOKHbIX D®UPOB
1,1-BUC-TUAPOKCUKAPBOHUJIMETHJITHUO)-1-APUJIDTAHOB
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Cunme3upoeansl u UCCAE008AHb

1,1-6uc-(zudpokcuxapoonunmemunimuo)-1-apunimanel.

Dmepudukayueil nocreoHux anuamuyeckumu CRUPMAMU NOTYUEHbl He ONUCAHHblE paHee
1,1-6uc-(anrxkokcuxkapoonunmemunmuo)-l-apunymanvt u I-(ankoxcuxapoonuimemuimuo)-1-
(cudpoxcuxapoonuimemunmuo)-1-apunamanvt. Onmumusuposansvt yciosus cunmesa 1,1-ouc-

(anKoKcuKap OOHUIMEMUIMUO0)-APUTIMAHOB.
Knrwouesvie cnosa: ayemogpenon, n-3ameuiennvle ayemogenonsl, cnupmol,

Imepuguxayus,

1,1-6uc-(ecudpoxcuxapbonunmemunmuo)-1-apunymanst, 1-(ankoxcu- xapoonunmemunrmuo)-1-
(cudpoxcuxapoonuamemunmuo)-1-apuirymanol.

Caoxubie 3GuUpbl  OPraHUYECKHX
KHCJIOT HaXOAAT camMoe IIHPOKoe INpuMme-
HeHue B Pa3IMYHBIX 00J1acTSIX
NPOMBINLIEHHOCTH. OHH  HMCHOJIB3YHOTCH
KAaK PACTBOPUTEIHN KUPOB, JAKOB, KPacoK
U TNO0JUMePOB, B KayecTBe CHHTETHYECKUX
Mmacej], HOpucagok Kk  Mmacaam  [1],
AHAJMTHYECKUX peareHToB 2] U
aHTHCENTHYeCKUX CPe/ICTB.

Oco0blii  HMHTEpec  NpeaCcTaABJIAIT
CJI0K- Hble J3QUpPbI, coAep:KalMe B
MOJIEKyJie pa3ju4YHble reTepoaToMbl, TAKHE
KaK a30T, cepa u apyrue. B smmreparype
ONMHMCaHbl CUHTE3bl HeKoTOpPbIX 1,1-Omc-

0]

HSCH ,COOH

(ruapoxcu- KapOOHMJIMETHJITHO)-
apwnTaHoB  [3], a Takwke 1,1-0mc-
(MeTOKCHMKAPOOHUIMETIIITHO)-1-(T-MeToK-
cupenma)ITand [4]. OpHako cucrema-
THYECKHEe  HCCJIEeJO0BAHMA B  JaHHOM
HANPaBJIEeHUHU He MPOBOINJINCH.

Hamu c¢ yyeroM BBIIIEH3JIOKEHHOTO,
peakuueii psifa mapa-3daMellleHHbIX aleTo-
(GeHOHOB ¢ THOIVIMKOJIEBOH KHCJIOTOMH,
B3SITBIX B COOTHOLIeHMHU 1:2 mo meroamke,
onucaHHoi B [3], cHHTe3MpPOBaHBI HOBBIE
1,1-0uc-(ruaApoKCUKAPOOHUIMETUIITHO)-
apWIdTAHBI N0 cCXeMe:

H,C SCH,COOH

SCH, COOH

R CH;

R=H, -OCHg, -OH, - Br

CHUHTE3MpOBaHHbBIE COETMHEHHS Tpe/I-
CTABJISAIOT €000 KpHCTAJLIHYEeCKHe
BelllecTBa, XOPOIIO PacTBOPUMbIE B CIIUPTE,
aleTOHE U ILI0X0 B Bojae, 0eH30.1e, FeKCaHe.

> R

JTepuduKanmeil CHHTE3MPOBAHHBIX
1,1-0uc-(ruaApoKCUKAPOOHUIIMETUIITHO)-
apui- 3TAaHOB ajudaTHIeCKUMH COIUPTAMU
ObLIM TOJIy4YeHbl COOTBETCTBYIOIIME MOHO-
U 1u-3¢upsl GopMyJaMu:
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CH, CH,
|~ SCH,COOH |~ SCH,COOR
c_ | c 7
SCH,COOR SCH,COOR
R R
rae R= H, -OCHjs, -OH, - Br; R'=C1-C4, Cg

Peaknuu 3TepuuKanuu nmpoBeieHbI

HArpeBaHHEM  CMeCH  peareHToB  H
KATAJIMTHYECKOT0 KOJINYecTBa
0eH30JI1CYIb(OKNCTOTHI B pacTBOpe

0eH30/1a B K0J10e, cHa0KeHHOIl 00paTHBIM
XO0JIOAWJILHIUKOM U Hacaakoii JImna-Crapka
A0 TpeKpallieHWsl BblIeJIeHUsl BOJAbI C
azeorponioM. Ilo OKOHYaHMM peakuUuM K
cMecu 100aBaAKT S5%-HBIE  pacTBOp
OukapOoHATa HATpHs, NPOMBIBAIOT BOHOI
A0 HeWTpPaJbHOW peakUuM, OTAEJISA0T
0€eH30/IbHBIH PacTBOP OT BOAHOTO W CyHIAT
ero HaJl CEePHOKHUCJIBIM HaTpuem (0/B).
PactBopuTesib yaajasilOT BOAOCTPYHHBIM
HACOCOM, a 1eJ1eBOi MPOAYKT NePeroHsiioT B
BaKyyMe.

Ha npumepe B3aummopneiictBus 1,1-
Ouc-(ruaApPOKCUKApPOOHMIMETHIITHO)-(PeHIT-
srana (1) um OyruaoBoro cmupra (2)
HCCJIeJOBAHO BJIUSIHUE MOJIbHOTO
COOTHOIIEHUS] PearupyIINX KOMIIOHEHTOB
Ha  BBIXOJ LeJeBbIX MNPOAYKTOB H
NPOAOJIKMTEIbHOCTh PeaKIMHU.

YcTaHoOB/IEHO, YTO TIPH  HCHOJIb-
30BaHMM 1 M 2, B3ATHIX B COOTHOLUIEHHMAX
1:1 wu 1:2 ppouecc 3ITepupuKaALMA

NpoTeKaeT KakK MO OJHOH, TaK U MO 00euM
KapOOKCHJIbHBIM Fpynnam c¢ odpa3oBaHueM
MOHO- ¥ AWI(PHUPOB ¢ BBIXOAOM 56.8-46.4%

u  7.4-26.2%  cOOTBETCTBEHHO, a MNpPH
cooTHomeHun 1:4, a  Takxke mpH
3HAYMTETbHOM U30bITKE cnupTa
o0pa3yeTcsi  HMCKJIIOYHMTEJIbHO  amdI¢up.

OnTumMuM3upoBaHbl ycaoBHsl cuHTe3a 1,1-

Ouc-(aIKOKCMKAPOOHMJIMETHJITHO)-aAPHJI-
3TAHOB.

CTpykTypa coelVHEeHMII TOATBEPXK-
nena nanubiMu UK- u IMP'H CIIEKTPOB.

B UK-cnektpe nm3gupos — 1,1-0mc-
(aTKOKCMKAPOOHUIMETUIITHO)-aPUIIITAHOB
B obaactn 1735 em! mabarogaercs moJoca
MOTJIOIIEeH Usl XapakTepHasi JIst
CJI0KHOIGUPHOM  rpynnbl. YIIHMpPeHHast
noJjioca mnoriomenuss B obgactu  2800-
3000cm? XapakTepu3yer BaJIeHTHbIE
kose0anns —CH apomaTudeckoro KoJibua.
Moaockl moraomenus npu 710 em™ u 770
emt XapaKkTepusyoT HeIJI0CKHe
nedopMallMOHHbIE KOJeOAHUS apOMATH-
yeckoro koabua. Ilosiockl moryonieHus B
obaactax 570 cm! wm 1100-1200 cm?
COOTHEeCEHbI K  JAe()OpPMALMOHHBIM H
BajJIeHTHbIM  KkoJiedanusasm C-S  cBa3m
COOTBETCTBEHHO.

B HUK-cnekTpe
JOMOJIHUTEIHHO uMeeTcsH noJioca
NMOTJIONIeHUsT B obsacTu 1689cm,
XapakTepHas AJisl KapOOKCUIbHOW IPyNIbI.

B [IMP cnextpe nu3¢upoB B 006J1acTH
7,2 M.A. B BHJe CHHIJIETa MNPOSABJISIOTCS
CUTHAJBI NMPOTOHOB  APOMATHU4YECKOT0
KOJbLIA; Tpuljer B o0jgactu 1,3 m.a.
cootBercTByeT curiajiam CHs rpynnbl, a B
odoaactm 4,15 m.a. curnamam COOCH:
¢pparmenTa. Curnanasl NMPOTOHOB
SCH>COO- rpynnsl nposiBJASIIOTCA B BHJE
CUHIJIETA MpH 2,62 M.1.

MOHO03(HPOB

JKCIIEPUMEHTAJIBHASA YACTb

HUK-cnekTpsl CHATHI Ha mnpudope
Nicolet iS-10 ¢ yacTorou ot 400-4000 I'ux.
IIMP cnekTphl cHATBI Ha mpudope Bruker
Avance 300 ¢ yacroroii 300 mI'1.

Cunmes 1,1-6uc-(zuopoxcukapoonun-
Memunmuo)-1l-apunymana.

K 12 r (0.1 moJab) aneropeHoOHA B pacTBOpe
0en3zonia mpukanbiBagu 23 1 (0.25 moub)
THOTJIMKOJIEBOIi KHCJIOTBI. Peaxuuio
NMPOBOIMJIU MPHU HATPEBAHUM B TeueHue 9 u.
IMoayueno Oestoe KpHUCTALJIHYecKoe
BemtecTBo. T.ma. 136-137°C (Boga-cnupr).
Beixoa — 81.1%.
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Cunmes 1,1-6uc-(zuopoxcukapoonun-
Memuamuo)-1-n-memoxcugenunimana.

K 15 r (0.1 moab) mn-MeToKCH-
aneropeHoHa B pacTBOpe  OeH30J1a
npukanbiBaiu 23 r (0.25 mMoas) THOrIH-
KO0JIEBOIl KHCI0Thl. Peakuuio nmpoBoOaUIU
npu HarpepaHuu B TedyeHue 10 4v. T. mi.
118-120°C (Boma). Beixox — 64.4%.

Cunmes 1,1-6uc-(zuopoxcukapoonun-
Mmemunmuo)-1-n-opomepenunymana.

K 199 r (0.1 wmouab) mn-opom-
aneropeHoHa B pacTBOpe  OeH30J1a
npukanbiBaiu 23 r (0.25 mMoas) THOIIH-
KO0JIEBOI KHCI0ThI. Peakuuio mpoBoauIU
NpH HarpeBaHuM B TeyeHue 7 4. T. mi. 141-
142°C (Bopa-cnupt). Beixoa — 60.2%.
Cunmes 1,1-6uc-(zuopoxcukapoonun-
Memunmuo)-1-n-numpogenunimana.

K 165 r (0.1 w™mouab) mn-HHTpO-
aneropeHoHAa B pacTBOpe  OeH30J1a
npukanbiBaiu 23 r (0.25 mMoas) THOIJIH-
KO0JIEBOI KHCI0ThI. Peakuuio nmpoBoguIU
npu HarpeBanuu B Teyenue 7 4. T.ma. 124-
125°C (Bopa-cnupt). Beixox — 71.0%.
Cunres 1,1-0uc-(MeTOKCMKAPGOHHIMETHIITHO)-
1-¢penunmTana.

B3sato 20 r (0.07 moasb) 1,1-6mc-
(ruaApoKcHKAPOOHMIMETHITHO)-1-denn-
rana 1 9 r (0.28 mMoab) MeTHIIOBOTO
cnupra. Peakuuio  mpoBoAMJM  WPH
HarpeBaHuM B TeueHue 13 u. [leperonkoii B
BaKyyMe BblleJleH TMPOAYKT, TpeacTaB-
JAIMUH co00H kKuaxkocth Twm=114°C/1
MM.pT.cT., n2° =1.5476, d3°=1.2201.
Cunmes 1,1-6uc-(mokcuxapoonunmemuimuo)-
1-henunymana (ouschup) u 1-(amox-
cuxkapbonuimemuamuo)-1-(cuopoxcuxapoo-
Huamemunmuo)-1-gpenunymana (monorghup).

K 9 r (003 wmouan) 1,1-6mc-
(ruApoKcUKApOOHMIMETHITHO)-1-apui-
3TaHa B pacTBope 0eH30/1a MPUKANbLIBAJIH
58 r (0.12 wmoaw) 3THJOBOrO CcHHpTA.
Peaknuio mpoBOAWJIM TPU HATPEBAHUM B
Teuenue 6 4. Ileperonkoii B Bakyyme
BblgesieHbl: Am¢up — Twun= 100-102°C/0,5
MM.pT.cT., n3° =1.5086, d3°=1.1209 wu
MoHOOpUp - Twwn=130°C/0,5 wmm.pT.CT.,
n3® =1.4686, d3°=1.0788.

Cunmes 1,1-6uc-(uzonponoxcuxapoonun-
Mmemunmuo)-1-gpenunymana.

B3sito 15 r (0.05 moasb) 1,1-6mc-
(ruaApoKcuKaApOOHNUIMETHIITHO)-1-
apuwidTaHa n 12.6 0.2 MO.Ib)
U30MPONUJIOBOTO  CIIMPTA. Peakuuro
NPOBOIMJIU NPH HATPEBAHUHU B TeyeHHe 2 4.
IHonyyeHo OecuBeTHOE KPHCTAIIUYECKOE
BemecTBo. Tn,=119-121°C (Bona).

Cunmes 1,1-6uc-(6ymoxcukapoonun-
memunmuo)-1-gpenunymana (ousrgpup) u 1-
(6ymoxkcukapoonuimemunmuo)-1-(cudpokcu
Kapoonunmemunmuo)-1-gpenunimana
(mono3Ipup).

B3sito 20 r (0.07 moas) 1,1-6mc-
(ruaApoKcuKaApOOHNUIMETHIITHO)-1-apu-
srana u 20.7 r (0.28 moawb) GyTHI0BOrO
coupra. Peaknmiwo  mpoBoamim  npu
HarpeBaHuM B TedyeHue 8 4. Ileperonkoii B
Bakyyme Bbiesenbl: AWQHP Tiun=125-

127°C/0.5 wmm. pr. cr., n3%=1.5263;
d3"=1.1132 u MoHO03(up -
Tiun=148°C/1Mm.pr.cT, n5"=1.4680;
di°:1.0370.

Cunmes 1,1-6uc-(okmokcuxap bonuimemu-

muo)-1-penunamana (Ousgpup) u 1l-(oxmoxcu-
Kapoonunmemunamuo)-1-(cudpoxcu  Kapoonu-
Memunmuo)-1-gpenunamana (MonoIup).

B3sito 143 r (0.05 moaw) 1,1-6mc-
(ruaApoKcuKAPOOHNIMETHITHO)-1-PeHnI-
srana u 26 r (0.2 MoJB) OKTHJI0OBOrO
coupra. Peaknmiwo  mpoBoamim  npu
HarpeBaHuM B TeueHue 4 4. [leperonkoii B
Bakyyme BbiaedeHbl: Amd¢Gup — Tiun=146-

147°C/0.3 MM.pT.CT., n3"=1.4748,

d3"=0.9878 u wmomodpup - Twun=160-
162°C/0.3 MM.PT.CT, n5?=1.4982;
d2°=1.0591.

Cunmes 1,1-6uc-(6ymokcukapoonHuimemuaimuo)
-1-memoxcughenunymana.

B3sito 10 r (0.03 moasn) 1,1-6mc-
(TUAPOKCUKAPOOHUIMETHATHO)-1-11-
MeTokcH- ¢enndTana u 9.4 r (0.12 moub)
OyTWIoOBOro cnuprta. Peakuuio mpoBoguIu
Npd HArpeBaHUM B TedyeHue 3 4.
Ileperonkoii B Bakyyme Bbl/ieJIeH MPOAYKT,
npeacTaBpisOmuii  co00il  KMAKOCTHL €
Twnn=142-144°C/0.8 mm.pT.cT., n3"=1.4702;

d2°=1.0313.

Cunmes 1,1-6uc-(6ymoxcukapoonun-
Mmemunmuo)-1—n-opomepenunimana.
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B3sato 11 r (0.03 moab) 1,1-6uc- Ileperonkoii B Bakyyme BblJeJIeH MPOIYKT,
(ruApoKcUKAPOOHUIMETHIITHO)-1-1-Opom- NpeACcTABJASIOMUNA  c000ii KMIKOCTH €
denmmTana u 89 r (012 wmoab) Tww=138-140°C/0.3 mm.pT.cT., n3"=1.5487;
OyruioBoro cnupra. Peaknuio nmpoBoauin d2°=1.3016.

IpyM HarpeBaHMM B TedeHHMe 3 4.
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1,1-BIS-(HIDROKSIKARBONILMETILTIO)-ARILETANLARIN MUROKKOB EFIRLORININ
SINTEZi VO TODQIQI

S.0.Sardarova, S.F.Osmanova, F.9.Mammadov, §.Y¥.Hamidova

AMEA akad.d.Guliyev ad. Asqarlar Kimyast Institutu
AZ 1029, Baki, Béyiiksor sossesi, 2062-ci mah..; e-mail: sabiyal7@mail.ru

Itk dafa 1,1-bis-(hidroksikarbonilmetiltio)-ariletanlar sintez va tadqiq olunmusdur. Onlarin alifatik spirtlarls
eterifikasiyast ila 1,1-bis-(hidroksikarbonilmetiltio)-ariletanlar va 1,1-bis-(hidroksikarbonilmetiltio)-ariletanlar
alinmusdrr. 1,1-Bis-(hidroksikarbonilmetiltio)-ariletanlarin sintez saraiti optimallasdirilmusdur.

Acar sozlar: asetofenon, p-avazolunmus asetofenonlar, spirtlar, eterifikasiya, 1,1-bis-
(hidroksikarbonilmetiltio)-ariletanlar, 1-(alkoksikarbonilmetiltio)-1-ariletanlar.

SYNTHESIS AND RESEARCH OF 1,1-BIS-(HYDROXYCARBONYLMETHYLTHIO)-ARYLETHANE
ESTERS

S.A.Sardarova, S.F.Osmanova, F.A.Mamedov, Sh.Y.Gamidova

Institute of Chemystry of Additives named after Acad. A.Guliyev
Boyukshor shosse, kv. 2062, Baku AZ 1029, Azerbaijan Republic; e-mail: sabiyal7@mail.ru

For the first time 1,1-bis-(hydroxycarbonylmethyltio)-1-arielethanes have been synthesized and studied.
Etherification of the latter with aliphatic alcohols made it possible to get earlier undescribed 1,1-bis-
(alkoxycarbonilmethyltio)-1-arylethanes and 1-(alkoxymethyltio)-1-(hydroxycarbonylmethyltio)-1-arylethanes.
Synthesis conditions of 1,1-bis(alkoxycarbonylmethyltio)-arylethanes have been optimized.

Keywords: acetophenone, p-substituted acetophenones, alcohols, etherification, 1,1-bis0.-
(hydroxycarbonylmethylthio)-1-arylethanes, 1-(alkoxycarbonylmethylthio)-1-(hydroxycarbonylmethyl- thio)-1-
arylethanes.
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