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[Ipu B3anMozelcTBUH NepYTOPHPOBAHHBIX |-METHII- U 1-3THIIOCH30IMKIO0yTEHOB, 2-METHII- U 2-3THI0EH30-
nuKI00yTeHOHOB ¢ 20%-HbIM oneymoM mipu 150°C obpasyrotes 3-nmepdroankui-4,5,6,7-terpadropdrannast
1 1eppTop-3-THAPOKCH-3-aTKWIPTATHAB IPIMEPHO B PaBHOM COOTHOIIEHUH. Hapsay ¢ HUMH, B peakuun
niepdrop-2-mMeTrndeH3onnkiI00yTeHoHa ¢ oneyMoM npu 100°C momydeH nepTop-2-THAPOKCH-2-METHIOSH30-
nukio0yteHoH. [pu B3anmoneiicTBiH ¢ oeymMoM U3 iepdrop-2-heHnndoeH30nnkiIo0yTeHoHa 00pa3yeTcs mep-
(Top-2-6eH30MIIOCH30IHAS KUCITOTA, a U3 TOMU(TOPOCH30INKIO0yTeH-1,2-110I0B — UX UKITHYECKUE CYITb-
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BBEJIEHUE

dTopopraHuuecKrue COCAMHEHMS Ba)KHBI Ul Op-
raandeckor xumud [1-3], ocoOeHHO B MaTepuaIoBe-
JIeHUH, OMOMEIUIIMHE W CEIIbCKOM Xo3siicTBe [1-9].
[TorpebHOCTE BO (TOPOPraHUYECKUX COCIUHECHUSIX
CTHUMYJIMPYET UCCIICIOBaHNS, HAITPABICHHBIC Ha AaJTb-
Heilmee pa3BuTHe MX XUMUH. [lonmupTopupoBaHHbIe
2-THJIPOKCUOCH30IMKIOOYTeH- 1 -OHBI SIBISIIOTCS  Ma-
JIOAOCTYIIHBIMH, HO MHTEPECHBIMH C TOYKH 3PEHHS
BO3MO)KHOCTH MX HCIOJIB30BaHMs B cuHTe3e. Tak
IUIT HE(PTOPHPOBAHHBIX 2-TUAPOKCHOSH3OIUKIIO0Y-
TEH-1-OHOB W MX aleTanell U3BeCTEH PsJ MpeBparle-
HUI, OCHOBaHHBIX Ha AJIEKTPOLUKIHYECKOM PACKPbI-
TUM UX YETHIPEXWIEHHOTO LHUKJIAa M HCIOIb3yeMbIX
B CHUHTE3€ Pa3jIMYHBIX MOJUIMKINYECKUX COEAMHE-
HUH, B TOM YHCJI€ IMEIOIINX MTPAKTHYECKOE 3HAYEHNE
[10-14]. B psany momudTOpUpOBAaHHBIX 2-THIPOKCH-
OEH30ITMKI00yTeH- 1 -OHOB OMFCAaH METOJ IOTyYeHUs
nepprop-2-rTuapoKcu-2-heHUIOCH3OUKIO0YTeH-
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l-ona w3 mnepdtop-1-pennndenzonukiodyreHa B
cucreme SiO,/SbFs [15]. B otauuue ot 3toro, mep-
¢drop-1-ankundeH301MKIO0yTeHBI B aHAJIOTHYHBIX
YCIOBHSX JAIOT MOJIH(TOPUPOBAHHBIC AJIKHIPTAIHU-
el [15]. B To ke BpeMs cooOmianoch [16] 06 oOpa-
30BaHUU TEPPTOP-2-TUAPOKCH-2-METHIOSH3OUKIIO-
OyTeHOHa B peakuuu nepTop-1-MeTHIOeH30IMKII0-
OyTeHa C OJIEyMOM.

B cBsI31 ¢ BBIIEU3IOKEHHBIM B HACTOSIIIEH paboTe
M3y4eHO B3aMMOJICHCTBUE psaa MOTUPTOPOSH3OIH-
KJI00YTEHOB, X KapOOHWIBHBIX U THPOKCUIIPOU3BO-
JIHBIX C OJIEYyMOM C LIEJIbIO HCCIIeIOBaHNS IIpeBpalile-
HUH 3TUX COEMHEHUH B KMCIOTHBIX CHCTEMaX.

PE3VIIBTATBI U OBCYXIEHUNE

VYcTaHOBIIGHO, YTO TIPU B3aUMOJIEHCTBUM IEp-
¢drop-1-stunbdensonuknodyrena (1) ¢ 20%-HbIM oJ1e-
ymoM Tipu 150°C B 3amasiHHOM amimyie W TOCHeny-
IOMIEM THAPOIU3E O00pa3yeTcss CMech, COAepIKaias
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Cxema 1
H C,F HO C,F
C,Fs  1.20%omeym, 150°C, 235 4 2 23 X Cofs
2. H,0 X
F O + O + | F ¢}
/ F
0 0 HO 0
1 2 3 A, X=H B,X=0H
44 44 7 : 5
C,Fs 1. 20% omeym, 150°C, 15 4
g 2H0
2 + 3 + A + B
N\ 48 43 7 : 2
(0]
4
1. 20% oneywm, 150°C, 25 4
2.H,0
2 2 + 3
92 : 8

3-nenTadTopatui-4,5,6,7-rerpadropdpramnn (2) u
nepdrop-3-ruapokcu-3-atundranug (3) npumMepHO
B PaBHOM COOTHOILIEHHU. KpoMe HUX B peaKInOHHON
CMECH B HEOONIBIIMX KOJUYECTBAX MPUCYTCTBYIOT
JIBa COENMHEHUSs, coiepkamye mo 3 aroma ¢ropa B
OEH30JIbHOM KOJIbLIE, KOTOPBIE, TIO-BUANMOMY, UMEIOT
cTpykTyphsl A u B (cxema 1).

AHaNoruuHas cMech IMOJy4YeHa NpU B3auMOeH-
CTBUHM TEPPTOP-2-3THIIOCH30LIMKI00yTeHOHA (4) C
oneyMoM (cxema 1). B oTmenpHOM SKCTIEpUMEHTE T10-
Ka3aHo, YTO COeNWHEHNE 2 TP HArPEeBaHHH C OJey-
MoM 1ipH 150°C nuis B HEOOBIIOH CTEIIEH! IpeBpa-
maercs B ruppokcudranun 3 (cxema 1). [epdrop-2-
THJIPOKCHU-2-3THIOCH30IMKIO0YTEHOH B PACCMOTPEH-

HBIX peaknusax coeamHeHui 1, 2, 4 He OOHapyXKeH,
B TO BpeMsl Kak paHee coOOLIaJoch O TONyYeHHH
MOAOOHOTO THAPOKCUMETHIOCH30LNKIO0yTEHOHA B
peakiuu niepdrop-1-metunden3onukiodyrena (5) ¢
oneymoM tipu 150°C B armocdepe aprona [16].

B 97011 CBSI3M HAMU JOTIOTHUTENBHO N3yYEeHO B3au-
MOJIEHCTBHE COEIMHEHHUS S C 0JIEyMOM. YCTaHOBIICHO,
9YTO TIPU HArpeBaHHMHM METHIIOCH30LMKIOOyTeHa 5 ¢
20%-up1M oneymoM mipu 150°C B 3amassHHON amIryse
obpasyetcst cmechb 4,5,6,7-terpadTop-3-TpudTopme-
tundramuga (6) u nepdrop-3-ruapokcn-3-meTundra-
muaa (7) mpuMepHO B paBHOM COOTHOIIICHHUU HE3aBH-
CHMO OT 3aII0OJTHEHHS aMITYJIbI BO3/TyXOM HIIH apTOHOM
(cxema 2).

Cxema 2
H CF
1. 20% omeym, 150°C, 27 1 CF3 4 HO_ CF;
2.H,0 5 3
o + 0
| A
7
O o)
CF; 6 7
a, BO3IyX 48 : 52
F b, apron 46 54
5 ‘ 1.20% oneym, 100°C, 67 4 CF; 3 CF;
2.H,0 | 4 2|
N\ > N\
(0] 6 (6]
8 9
30 14 A N | 54
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Cxema 3
1. 20% oneym, 100°C, 54 u CF; HLhs HO_ CFs
2.H,0 |
8 + @: OH + O + 0)
| N
(0] (0]
9 6 7
8 50 : 16 : 26
CF; 1. Oneym umu HySOy, 150°C, 20 u
- 2.H,0
6 + 7
N\ a, 20% oneym 50 . 50
0 b, 10% oneym 64 : 36
8 ¢, 100% H,S04 70 : 30
[O]
CF
CF; CF; CFs :
| Ht | =
™ DEE 0
\ + S
(0] OH OH OH
C D E F
X = H, SO3H.

IIpu cHmkenun temreparypsl 1o 100°C u yBe-
JUYCHUN BPEMEHH TIPOBEJICHUSI PEaKIMK 00pasyeTcs
CMECh, BKOTOPOH, HapsLy C UICXOAHBIM COEJUHEHUEM S,
comepikarcs mephTop-2-MeTUIOCH30IMKIOOY TEHOH
(8) u mepdTop-2-rUaPOKCU-2-METHIOCH30IUKIO0Y-
TeHOH (9) ¥ nosABJsOTCS nonupTophTanuasl 6 U 7
(cxema 2).

CoenuHenue 5, B OTIMYHAE OT KHACIOPOACOEpIKa-
UX HPOAYKTOB 6—9, MpakTHYECKU HEPaCTBOPUMO
B OJleyMe, YTO 3aTPyAHAET MEepPBYIO CTaIHI0 €To Tpe-
BpaIlleHUs, U TOOWTHCSI TIPEeOOIamaHusl COCTMHCHUS
9 B peaknMoHHON cMmecH He yaaérca. OHaKo U3 WH-
JMBHJIyaTbHOTO KETOHA 8 B aHAJIOTHYHBIX YCIOBH-
X COeAMHeHHue 9, Hapsay ¢ noaudpTopdhranugamu 6
u 7, MOXeT OBITh TMOJy4YEHO B KAaueCTBE OCHOBHOTO
(cxema 3). IIpu noBbimenun temmneparypsl g0 150°C
€IMHCTBEHHBIMH TPOIYKTaMH PEaKIHH CTAHOBSTCS
nomudropdramuaer 6 u 7. Ilpu 3TOM coOTHOILIECHHE
coeMHEeHHH 6 1 7 3aBUCUT OT KOHLEHTPALIMH OJIeyMa!
YeM HHMJKE €ro KOHIICHTPALUs, TEM MEHBIIIEe 00pa3yeT-
cs tuapokcudranuaa 7 (cxema 3).

IIpeBpaiienne ketoHa 8 B coeauHeHus 6 u 7,
[O-BUIUMOMY, TPOTEKAaeT CIEAYIOIMUM 00pa3om
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(cxema 3). 13 keroHa 8 mox meiicTBreM ojieymMa 00-
pasyercs TUAPOKCHOYTEHOH, BEpOSITHO, B BHJC
cynshodpupa C, mpu TPOTOHHPOBAHWH KapOOHU-
JBHOH TpyIIBl KOTOPOTO Moiy4aercss kaTuoH D.
BHyTpuMoneKkyisipHasi araka KaTHOHHBIM IIEHTPOM
aroMa KHCJIOopoza B KaTuoHe D mpuBOOHUT K 3TMOKCH-
ny E. OTo coemnnenne m3oMepu3yeTcs B M300€H30-
¢ypan F, u3 xoroporo B pesyabrare NpHCOEIUHE-
HUS-OTIICIUICHUS TPOTOHA 00paszyeTcss MOoTudTOp-
¢dranmua 6, a mpu OKHCICHUU — THApOKcupTanug 7,
JIOJIsI KOTOPOTO YMEHBINAETCS TP CHW)KEHHH KOH-
HeHTpauuu oneyma. [Ipu 3ToM Heb3s1 HCKIIOYHTh Ya-
CTHYHOTO TIPEBpAIICHHsI COSUHEHUSI 6 B THAPOKCH-
¢ramua 7. Cxema oOpazoBanus nonudropdranuaa 6
W3 COCIMHEHMSI 8 aHAOTHYHA cXeMe, MPEUIOKCHHON
[15] mis npespamienust nepdrop-1,2-1udTnnoenso-
muknodyrena B nepdrop-1,3-mustundranan-1,3-nu-
on B peakuun ¢ SiO,/SbFs, a npeanonaraemas usome-
pusanus snokera E B uzodenzodypan F ananornuna
OTIMCAaHHOW paHee m3omepu3anuu 1,2-mudenm-1,2-
snokcrben3onukiodyrena B 1,3-audeHnmm300eH30-

dypan [17].

[TomoOHBIe peBpaleHus TPOUCXOIST TaKKe B pe-
akusax nepdrop-2-henundensonnkiodyreHona (10),



54 T'OJIOXBACTOBA u np.

Cxema 4
CeF's CeFs  1.20% oneywm, 100°C, 14 4 HO_ CeF's C¢Fs
I F 20% oneym | 2.H,0
\  20°C.2519 \
0 0 0 COOH
10 13 14
X =H, SO;H
C.F 1. 20% oneym, 100°C, 40 u
5 2 m0
— OH 14 + 11
F 50% 5%
11
0, O, H HO H
H 1. 20% oneym, 120°C, 40 u COOH
2.H,0 L OH
v —OH + o +
\O COOH
(0]
12 15 16 17
17 : 73 : 10

1. 20% oneywm, 70°C, 15 4
2.H,0

BbIX0Z 89%
nepdrop-1-pennndenzouuknodyren-1-ona (11) u
2,2,3,4,5,6-rekcadTopbenzonukiiodyren-1-oma  (12)
c oneyMmoM (cxema 4). Tak, mpu pacTBOPEHUH KETOHA
10 B oneyme mpu KOMHATHOM TeMmeparype, COrnacHo
JJaHHBIM crieKTpockonuu SAMP 19F, MOJTy4aeTcs Iep-
¢drop-2-ruapoxcu-2-pennndenzonuxnodyrenon (13)
(mmm ero cymbhoadup). HarpeBanne momydeHHOTO
pactBopa nipu 100°C npuBoauT K 00pa30BaHUIO TEep-
(hrop-2-0enzomnOen3oiiHol KUCIoThl (14), Hapsmy ¢
HenJIeHTU(OUIMPOBAHHBIME TTpUMecsiMu (cxema 4). B
ommune ot nonudropdranuaos 3, 7 1aHHOE COETH-
HEHHUE CYILECTBYET B CBOEH allUKINYECKON TayTOMep-
Holi ¢popme 14, uto O6bUTO MOKa3aHo panee [15].

denunbden3onukinodyrenon 11 He pearupyer ¢
oneymoM mpu 50°C, a B Oonee JKECTKHX YCIOBHSX
(100°C) maer xucnoty 14, KoTOpas, MO-BUANMOMY,
SIBIISIETCSL TIPOJAYKTOM PAacKpBITUS LIMKJIA B MPOMEXKY-
TOYHO 0OpazyromeMcs TuapokcukeTone 13 (cxema 4).

[Ipu marpeBanuu cnmpta 12 ¢ 20%-HbIM o€yMOM
mpu 70°C ¢ XOpOIIMM BBIXOAOM IMOJy4YaeTcst 2-TH]I-
pokcu-3,4,5,6-terpadTropobeH3onukinodyreHon 15,
Peakuus crniupra 12 ¢ oneymom npu 120°C npuBoaut
K TPEUMYIICCTBCHHOMY OOpa30BaHHUIO 3-THIPOK-
cu-4,5,6,7-rerpadropdpramuna (16), Hapsgy ¢ TH-
IpokcukeToHoM 15 u terpadTopdraneBoii KUCIOTOM

(17) (cxema 4). IlpeBpamenue coequaennii 10—12 B
ponaykThl 14 1 16 MokeT OBITH 0OBSICHEHO B paMKax
cxembl 3. [omudropdranuael, oTBevaronmie n3oMe-
pu3zanuu n300eH30()yPaHOBBIX HHTEPMEIUATOB THIIA
F, B TaHHBIX peakiusx He OOHAPYKEHBI, a MOJTY4YCHBI
TOJIBKO MPOAYKTHI OKHCICHUS. BEposaTHO, 3TO MOXKHO
OOBSCHUTH TEM, YTO Oojee MOHOPHBIC B CPaBHECHUH
¢ nepTopa’dKWIbHBIMU TpynnaMu 3amecturenu (H,
C¢Fs5) B n300eH30(ypaHoBOM HHTEpMEHATE 00Ierya-
10T €T0 OKHCIICHHE.

[Ipu B3ammopeiicTBum  2,3,4,5,6-ientadTop-2-
TpudTopMeTHIOEH30IMKI00yTeH-1-0ma (18) ¢ one-
yMoM oOpa3yercss TKiamdecknid  cymbdar 19
(cxema 5). IIpu 100°C maHHBIN MpoOIECC MPOTEKAECT
JIOCTaTOYHO MesieHHO (koHBepcusi 35% B TedeHue
6 1). [Ipu yBenuuenuu temneparypst 1o 120°C 6bi1a
JIOCTUTHYTa MOJHAas KoHBepcusi cnupta 18, m mocie
00paboTKH peaKIMOHHOM MacChl BOJOH OBLIT BRIICICH
cynbdar 19, KOTOphIN MPAKTHUECKUA HE TOIBEPTraeTCs
runponusy. B oTnensHOM 3KcriepruMenTe ObLIO OKasa-
HO, 4TO cynbdar 19 He U3MeHsAeTCs MpU HarpeBaHUU
ero ¢ oneymoM aaxe rnpu 180°C.

3,4,5,6-TerpadropbeH3onukinodyren-1,2-auomn
(20) pearupyet c oJeyMOM IIpH KOMHAaTHOW TeMIepa-
Type ¢ oOpa3oBaHueM cynbdara 21, KOTOpBIN MOCIHTEe
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Cxema 5
1. 20% H,SO,/Et,0,
CF3 1. 20% omeym, 120°C, 12 4 4 CF3 3 20°C, 125 C;T ’
—F  2.H,0 5 —O0_ O 21,0
—OH 6 \O/ls\\o
H 7 H
18 19
6%
1. 20% H,SO,/Et,0,

H 1. 20% oseym, 20°C 20°C, 15 cyr H
- OH 2 -H,0 —O_ //O 2.H,0 L OH
—OH P~ O/ S\\O KkoHBepcust 4% —QOH

H H

20 20
79%
1. 20% H,SO,/Et,0,

CeFs  1.20% oneym/CH,Cl,, 20°C CeFs 20°C, 4 cyr CeFs
—OH 2 H0 —O0_ 0 2.H0 — OH
—OH \O/ S\\O —OH

H H H

22 23 22
65%

00pabOTKHM peaKIMOHHON MacChl BOIOW BBIJCISETCS
MpaKkTHUeCKU 0e3 paznokeHus (cxema 5).

1-[TentadTopdpenmn-3,4,5,6-rerpad TopOSH3OIHK-
na00yten-1,2-quon (22) B oneyme NpH KOMHATHOM
TEMIIepaType pacTBOPSETCS C OONBLINM TPYIOM, IS
€ro TIOJIHOTO PacTBOPEHHs MOTPeOOBalloCh HarpeBa-
aue 10 80°C. Ilocie 06paboTKH peaKIMOHHON MacChl
BOZIOW ObLITa TMoirydeHa cMmech cynbdara 23 u anona
22. [Ipu npoBeneHUN peakuuu Mpu KOMHATHOU TeM-
neparype B aByxdasHoi cucteme CH,Cl,/oneym 06-
pasyroinuics cynbdar 23 nepexouT B OPraHuueCcKyro
(a3zy, 4TO MO3BONMIIO MOIYYHTh €TO B UHIUBUIYaIIb-
HOM BHjE (cxeMma 5).

[Ipu BeIIEp)MBaHUM (PUPHOTO PACTBOPa Cynb(ha-
Ta 23 ¢ 20%-Ho# cepHOW KHCIOTOW MPH KOMHATHOMN
TeMITepaType B T€UeHHUE 4 CyT COeAMHEHHE 23 TTOTHO-
CTBIO THIIPOJIM3YETCSI, JIaBasi CMECh JHACTEPEOMEpPOB
muona 22 B cootHomernn 20:80. TpudTopmeTnibHOE
npousBonHoe 19 3a 15 nHell B aHAJIOTHMYHBIX YCIIO-
BHUSIX HE M3MEHUJIOCH, a Cyibdar 21 ruaposu3oBai-
cs1 He Oosee yem Ha 4% c¢ oOpazoBanumem auona 20
(cxema 5).

CocTaB W CTpOEHHE NOIYYEHHBIX COEIMHEHHH
YCTAHOBJICHBl Ha OCHOBAHUM JIaHHBIX JIEMEHTHOI'O
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aHalIM3a, MacC-CIIEKTPOMETPUU BBICOKOTO paspelie-
Hus, cnekrpockonuu MK, SMP 19 u 'H, a s coe-
nuHeHust 2 — u Metogom SIMP 13C. Coenunenns 3,14
[15], 6 [18], 7 [19], uneHTUpUIIMPOBAHBI CPABHEHUEM
ux cnextpos SIMP °F u 'H co cnexrpamu cranmapt-
HBIX 00pasIoB.

XapakTepuUCTUKH MPOAYKTA, MO-BUJUMOMY, OIIH-
0ouHo ommcaHHOTO [16] Kak rUApPOKCHOyTEeHOH 9,
ONTM3KU XapakTepucTukaMm (ramuma 6, TMOTydeHHOTO
B HaCTOsIICH paboTe U onucaHHoro panee [18]. dra-
Uz 6 — TBepIOEe BELIECTBO, & TUAPOKCHOYTEHOH 9 —
xuakoe. B cnekrpe SAMP O ¢dramuma 6 curHan
rpynnsl CF; npexncrasisier coboit gy0ier 1y6neTos ¢
Jopyr4 14.0 m Jepy g 5.0 T, a B cmektpe coenute-
Hust 9 — nyoner ¢ Jep, 3 2.5 I'n. B cnekrpe SIMP 'H
¢ranuna 6 curaan aroma H npencrasmisietr co0oii kBap-
TeT ¢ Jy_cp3 S ', a B cnekrpe rugpokcuOyTeHoHa 9
curHan aroma H rpynmnst OH — ymmpeHHbIi CHHIIET.
Kpowme toro, cinemyer oTMETUTD, UTO B criekTpax IMP
9F coenmnenns 9, momupTop6eH30IMKIO0yTEHOB 1
cynsdato 19, 23 BenmnuuHa KOHCTAHTHI CIIMH-CITHHO-
Boro B3aumojericteusi (KCCB) atomoB (hropa, Haxo-
JAIINXCS. B napa-TIOJIOKEHUH 1O OTHOLLIEHUIO IPYT K
npyTy, coctaBisieT 2426 I'1, a B momudTopdTaniaax
oHa He npesbimraet 20 [,
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OKCIIEPUMEHTAJIbHA A YACTD

WK cnoekTpsl perucTpupoBajid Ha CIEKTPOME-
tpe Bruker Vector 22, ®PT. Crextpst AMP °F u 'H
3aruceiBam Ha TipuOope Bruker AV-300 (282.4 u
300 MI'u), ®PI'; cnexkrp SAMP 13C coenunennus 2 B
CDCl; — Ha npubope Bruker AV 400 (100.6 MI'n),
OPI. Cpnsuru npusenens! B ciaboe none or CgFg
("F) u TMC ('H, 13C), Brytpennuit crangapt — C¢F,
CHCI; (7.24 m.1.), auetoH-ds (8 2.04 m.a.) u CDCly
(76.9 m.1. or TMC). DreMeHTHBIH COCTaB COSAMHE-
HUH OMNpEJeNsaan ¢ MOMOIIBIO Macc-CIEKTPOMETPUHU
BBICOKOTO paspernieHust Ha npudope Thermo Electron
Corporation DFS, ®PT. I'X-MC ananu3 npoBoaiv Ha
npubope Hewlett-Packard G1081A (Agilent, CIIIA),
BKJIFOYArOIIEM ra3oBblid xpomarorpad HP 5890 ce-
puu 11 u macc-cenextuBusblii netrexkrop HP 5971 (QY,
70 3B). CocTaB peakIIMOHHBIX CMECEHl yCTaHaBIMBA-
7 Ha ocHoBaHuH jaHHEIM SIMP 1F, eciu He YKa3aHOo
uHoe. Jlnsg omnpeneneHus coiep)kaHUsi COCIWHEHUI
B cmecu 1o ganabiM IMP °F B kauectse kommde-
CTBEHHOT'O BHYTPEHHETO CTaHJapTa HCIOIb30BAIU
CgFsCF5.

[To ommucaHHBIM METOAMKAM CHHTE3UPOBAHBI HC-
xoauwle coequnenus: 1 [20], 4, 8 [21], 5 [22], 6 [18],
7 [19], 10 [15], 11 [23], 12, 18, 20, 22 [24].

B3anmopeiicrBue nepdrop-1-3THI6EH30UKIO-
oyrena (1) ¢ osieymom. Cmech 0.72 r (2.1 MMoIIB) co-
emuuaenus 1 u 1.5 mur 20%-Hor0 ONEyMa HarpeBaiu B
3anastHHOU cTeKIsiHHOM ammtyie npu 150°C B TeueHue
23.5 4. Cmechb oxnaxaanu 10 0°C, nepeHoCuiIu B BOIY
CO JIBJIOM, DKCTparupoBaiu 3¢pupoM. OpraHndecKuii
ciot cymmnu MgSQO,, otronsmu 3¢up. INomyuanu
0.645 r cmecu coeauHeHuii 2, 3, A, B B COOTHOIIIEHUH
44:44:7:5. Cmecp pactBopsinu B CH,Cl, u mpomsl-
BaJM HachlleHHbIM pacTBopoM NaHCO;. M3 opra-
HUYECKOH (Da3bl OTTOHSIM PACTBOPUTENb, MOITyYaIH
0.225 r coequnenus 2 (Beixon 34%). BoaHyto yacTth
noakucisia HCI o pH ~ 1 u skcTparupoBaiym 2¢u-
pom. DkcrpakT cymman MgSO, 1 OTTOHSIM PacTBO-
putens. [Honyganu 0.305 r cMecu coenuHenuit 3, A,
B B cootHOmenun 81:11:8.

3-IlenTapTop3aTnii-4,5,6,7-rerpagropdraiua
(2). T.n 79-80°C. UK crextp (KBr), v, cM': 2974
(CH), 1793 (C=0). Cnektp AMP 'H (CDCly), §, m.11.:
5.93 1 [1H, H?, Jyy g 17.0 Tu]. Cnexrp SIMP 13C
(CDCly), &, m.a.: 73.2 maa (C3, Uy 162.0, 2Jcg

36.0, 26.0 T'), 110.2 1 (C32 o C72, 2/ 12.0 T,
122.1 1 (C" unu C38, 2 16.0 T, 110.8 T.x (CF,,
;JCF 261.0, 2Jp 39.0 Tn), 1418.0 KT ((1:F3, ek 2827.0,
Jop 34.0 '), 142.7 0.0 (C* unu C', "Jog 256.0, “Jcp
13.0 Tm), 145.0 a.a (C7 um C4 Ugp 268.0, 2Jcp
12.0 Tu), 142.7 n1 (C® unn C3, Ugp 262.0, 2Jcp
13.0 Tm), 145.8 a1 (C° umm CO, Jqp 266.0, 2Jqp
14.0 T'), 161.4 ¢ (C'). Cnexrp IMP '°F (CDCl,), 8,
M. 15.7 M (1F, F9), 22.2 M (1F, F°), 26.3 m (2F, F+7),
41.2 n.n (1F, CF,*) u 32.3 n.a.n (1F, CFP), 79.8 ¢
(3F, CF3); Jap 280.0, Jgy 17.0, Jy4a 39.0, Jy5 6.0 T
Cnextp AMP '°F (CCly), 8, m.a.: 15.3 n.a.x (1F, FS),
21.9 n.n.a (1F, F5), 25.7 n.n.o (1F, F7), 26.5 n.o.a.an
(1F, F%), 41.9 a1 (1F, CF,A) u 33.1 n.n.1 (1F, CF,B),
80.3 ¢ (3F, CF3); Jaop 280.0, Jgy 17.0, Jyx 39.0, Jyp
7.0, Jys5 20.0, Jy 6.0, J47 19.0, Js¢ 18.0, Js7 10.0, Jg7
20.0 Tn. Macc-cnektp, m/z: 323.9834 [M]".
C,oHF0,. M 323.9833.

Coennnenne A. Crnekrp IMP 'H [(CD;),CO]
(m3 cmekTpa cmecu coemumHeHuit 3, A, B), o, Mm.u.:
9.30 ym.c (OH, cymmapnblii curaan coenuHeHuit 3,
A, B), 6.55 1 [CH, Jy ) 17 T'u]. Cuexrp SIMP 'F
[(CD3),CO] (u3 ciektpa cMecu coennHenuii 3, A, B),
o, m.a.: 20.8 .1 (1F, F-Ar, Jgp 20.0, 18.0 I'), 22.5
n.a.a.a (1F, F-4, Jy . 36.0, Jgg 20.0, 18.0, J45 7.0 I'm),
26.6 n.n (1F, F-Ar, Jpp 18.0, 18.0 '), 43.1 n.a. (1F,
CF4, Jap 280.0, J, 36.0 Tn), 34.2 n.a.n [1F, CFP,
Jag 280.0, Jy_pe) 17.0, J4g 7.0 I'n], 81.7 ¢ (3F, CF3).
Macc-cniexkrp (I'X-MC), m/z: 322 [M]". C;,H,F¢O5.
M 322.

Coequnenne B. Criexrp IMP 'H [(CD5),CO] (u3
criekTpa cMecu coenuHenwid 3, A, B), 6, m.1.: 9.30
yu.c (OH, cymMapHbIii cuUTHaNI coenuHEHUU 3, A,
B). Criextp SIMP °F [(CD;),CO] (u3 criekTpa cme-
cu coenuuenuit 3, A, B), 6, m.u.: 20.7 n.x (1F, F-Ar,
Jrr 19.0, 18.0 T'm), 23.4 n.a.n.n (1F, F-4, J,5 26.0,
Jrr 19.0, 18.0, J45 14.0 T'm), 25.7 oo (1F, F-Ar, Jpp
18.0, 18.0 Tm), 40.5 n.a. (1F, CF$, Jup 276.0, Jyu
14.0 T'w), 40.0 1.1 (1F, CFP, Jo5 276.0, 26.0 T'w), 84.6
¢ (3F, CF;). Macc-cniekrp (I’X-MC), m/z: 338 [M]".
C,oH,FgOy. M 338.

B3anmopeiicrBue nepprop-2-3THI6EH30IUKIIO-
oyren-l-ona (4) c¢ ogeymom. Cwmecp 0.765 T
(2.4 mmonb) coequnenus 4 u 1.5 ma 20%-Horo oe-
yMa HarpeBaju B 3allasstHHOM CTEKJISHHOW aMITyJie MpU
150°C B Teuenne 15 4. Cmecs oxitaxkaaimu 1o 0°C, me-
PEHOCHIIN B BOAY €O JIbZOM, 3kcTparuposanu CH,Cl,.
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OKCTpakT IPOMBIBAIHM HACBILIEHHBIM PacTBOPOM
NaHCO;. Opraandecknii cioi cymmnu MgSQOy,, or-
TOHSUTH PacTBOPHUTENb U BO3TOHSUIN B BakyyMme (90°C,
30 MM pr.ct.). [Tomyuanu 0.32 r (Beixox 42%) coenu-
Henwus 2. Boanyto yacts noakucisuiit HCl gopH ~ 1 u
9KCTparupoBaiu 3GpupoM. DKCTpakT cymuan MgSO,
u oTroHsanu pactBoputenb. [lomyuanu 0.31 r cmecu
coenuHenuii 3, A, B B cooTHomennu 84:14:2.

B3aumopeiictBue 3-nenragropitui-4,5,6,7-te-
Tpaproppramuaa (2) ¢ oneymom. Cmecy 0.06 r
(0.2 mmonp) coenunaennst 2 u 0.5 mut 20%-Horo oneyma
HarpeBaiH B 3anasHHoN amityie npu 150°C B Teuenune
25 4. Cmech oxmaxmanu 10 0°C, mepeHoCHIH B BOIY
CO JIBJIOM, dKCTparupoBayn 3gupom. OpraHndecKuii
cioit cymmnu MgSQO,, orronsinu >¢up. Ilomyuanu
0.055 r cmecu coenuHeHui 2 1 3 B COOTHOILIEHUU
92:8.

B3aumoneiictBue mepdrop-1-MeTHIOEH301IH-
KkJ100yTeHa (5) ¢ oseymom. a. Cmech 0.6 T (2 MMOITB)
coenuHenus S u 1.2 ma 20%-Horo oneyma nomenia-
JIU B aMIIyJIy W MPOJYyBajl aproHOM. AMITYy 3amau-
Banu, Harpesanu npu 150°C B Teuenue 28 4, 3arem
oOpa0aThiBaii KaK B MPEIbIIYIIEM 3KCIICPUMEHTE.
Honywanu 0.51 T nonmupropdranuaos 6 u 7 B cooT-
HomeHnn 46:54.

b. AHAJIIOTHYHO MPEABIIYIIEMY dKCICPHMEHTY U3
0.74 r (2.5 mmonsw) coequnenus S u 1.4 ma 20%-uoro
oneyma (150°C, 27 4, ammyiny nepej 3anauBaHHEM He
npoayBaju apronom) noydaiu 0.65 r momudropdra-
TUI0B 6 1 7 B cooTHOIIEHUH 48:52.

c. Cmecp 0.55 r (1.8 MMonb) coenuHeHUs 5 u
1.2 M1 20%-HOTO ONEyMa HarpeBajy B 3aNasiHHON aM-
myse ipu 100°C 67 4. Cmech oxnaxaanu ao 0°C, me-
PEHOCHIIN B BOAY €O JIbAOM, 3kcTparuposanu CH,Cl,,
cymmiu MgSO,, otronsiiu pactBoputedb. Ilonyuanu
0.45 r cmecu coenuaenuit 5:8:9:6:7 = 54:30:14:1:1.

B3aumoneiictBue mnep@Top-2-MeTUIOEH301U-
KkJ100yTeH-1-ona (8) ¢ oneymom u H,SO,. a. Cmech
0.66 T (2.4 mmonp) ketoHa 8 m 2 mi 20% oneyma
HarpeBasid B 3anasHHoOU ammyne npu 100°C B Teue-
Hue 54 4. Cmech oxnaxaanu 1o 0°C, nepeHocuian B
BOIY CO JIBJIOM, 3KCTParupoBaiu 3(GHUpPOM, CYLIMIH
MgSO,. OkcTpakT conepxain coenuHenus 6, 7, 8, 9
B cooTHomeHnu 16:26:8:50. OTroHssiu pacTBOPUTEIH
U XxpoMmarorpaupoBajiy Ha KOJOHKE C CHJIHMKarejiem
(amoenT — cmech CHCL;—Et,O B cootHOmenuu 20:1),
nomyyanu 0.185 r (Berxon 28%) rumpokcrkeToHa 9.
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HepdTop-2-ruapokcu-2-MeTHIOCH30 M KJIO00Y-
ten-1-ou (9). Kuaxocts. UK cnexrp (6e3 pactBopu-
Tens), v, cM Lz 3450 (OH), 1792 (C=0). Cnextp IMP
'H (CDCly), 8, m.1.: 4.81 ymr.c (OH). Crextp SIMP
19k (CDCly), 8, m.n.: 18.1 n.a.xo (1F, F5), 26.7 n.o.a.K
(1F, F3), 27.7 n.a.n (1F, F4), 36.2 n.n.xa (1F, F%), 85.6
1 (3F, CF3); J5.cp3 2.5.0, J34 20.0, J35 7.0, J34 25.0,
Jys 18.0, Jye 11.0, J5¢ 20.0 I'n. Macc-cnexrp, m/z:
273.9855 [M]". CoHF0,. M 273.9859.

b. AHaNOTMYHO TIPEIBIIYIIEMY IKCIICPUMEHTY U3
0.225 r (0.8 mmonp) ketoHa 8 u 0.4 ma 20% oneyma
(150°C, 20 u) mocne orronku 3¢upa nomydanu 0.22 r
noiudropdranunos 6 u 7 B cootHomeHnu 51:49.

c. B 3 onunakoBble ammynbl nomemany no 0.2 r
(0.7 MmMonp) keToHa 8. 3aTeM B MEpBYIO aMITyily JO-
Oapmsiin 0.4 M 20%-HOrO oOJieymMa, BO BTOPYH —
0.4 ma 10%-noro oneyma u B TpeThio — 0.4 ma 100%
H,SO,. Amnynsl 3anausany, Harpesaiu npu 150°C B
tegenne 20 4. Cmecu oxnaxganmu a0 0°C, mepenocu-
JIA B BOJY CO JILJOM, DKCTParupoBaiu 3pupom, CyIm-
1 MgSOy, otronsumu 3¢up, nomayvanu 1o 0.19 r cme-
cu coequHeHn# 6 1 7 B cootHomenun 50:50, 64:36 u
70:30 cOOTBETCTBEHHO.

B3aumoneiicteue mnepgrop-2-gpeHundoeH30uK-
go0yreH-1-ona (10) ¢ oseymom. PactBop 0.1 r
(0.3 mmomp) kerora 10 B 0.6 mi 20%-HoTO ONeyma
BBIIEP’)KUBAIM B aMITysle AJIs 3alKcH cekTpoB SIMP
npu ~ 20°C B Teuenue 25 4. [lomyuanu pactBop co-
enuHenuss 13 (MaeHTUDUIMPOBAHO JOOABJICHUEM
cTaHJapTHOTO 00pasma [15]) B OTCyTCTBHE HUCXOIHOTO
ketoHa 10, koropsiii Harpesanu npu 100°C B Teuenue
14 4. CMech IEpEHOCHIIN B BOY CO JIBJOM, SKCTparu-
posanu CH,Cl,, cymmmnun MgSO,, oTroHsun pacTBo-
putens. [lomygamn 0.1 T cmecn, conepxkariei ~ 65%
KUCIIOTHL 14 B oTCyTCTBUE coenuHeHus 13.

B3aumoneiicteue mnepdgrop-1-dpeHundoeH3onuk-
godyreHona (11) ¢ oaeymom. Cwmecy 0.19 r
(0.3 mmomnb) cnupra 11 1 0.5 M 20%-Horo oneyma
HarpeBaiu B 3anasHHoN ammyne npu 100°C B teue-
Hue 40 4, oxnaxnanu g0 0°C, nepeHocuIu B BOAy O
abaoM, skctparupoanu cmechio CH,CL-Et,O (2:1),
cymmnu MgSO,, orronsiiu pacrsoputens. Iomyuanu
0.18 T cMecu, B KOTOpOii comepkanochk ~50% coemn-
Henus 14, ~ 5% ucxognoro crimpra 11, Hapsaay ¢ Hen-
JIeHTU(UIUPOBAHHBIMU IIPUMECIMHU.

B3aumoneiicreue 2,2,3,4,5,6-rexcagTopoenso-
nnkJI00yTeH-1-o1a (12) ¢ osteymom. a. Cmech 0.385T
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(1.7 mmonp) cnimpra 12 u 2 M 20%-Horo ojeyma Ha-
rpeBanu B 3anasHHOM ammyine npu 70°C B TedyeHue
14 4. Cmech oxnaxnanu 10 0°C, mepeHoCUIu B BOLY
CO JIBJIOM, DKCTparupoBaiu 3¢upom. OpraHndecKuii
ciot cymmmu MgSO,, otronsimu 3¢wup. INomyuanu
0.31 r (Berxox 89%) coenunenus 15.

2-I'mapoxcu-3,4,5,6-terpadgTOopOoeH30UKIO0-
oyren-1-on (15). T.mn. 76-77.5°C (CCly—rekcan).
UK cnextp (KBr), v, em!: 3423 (OH), 1780 (C=0).
Cnektp IMP 'H (CDCly), 8, m.a.: 5.96 ¢ (1H, CH),
3.0 ym.c (1H, OH). Cnextp SIMP '°F (CDCly), §,
M. 15.0 m (IF F3), 24.6 m (2F, F>%), 34.8 m (IF,
F6). Crextp SAMP 19k (Et,0), 9, m.n.: 13.8 n.o.n.n
(1F, F3), 23.3 n.o.a (1F, F*), 23.8 n.u.n.a (1F, F3), 34.1
na (1F, FO); Jy 1.3, J54 20.0, J55 5.0, J56 26.0, Jys
18.0, J46 9.0, Js¢ 21.0, J5 iy 1.7 I'n. Macc-cniextp, m/z:
205.9981 [M]". CgH,F,0,. M 205.9985.

b. AHamOrMYHO TPEABIIYIIEMY SKCIICPUMEHTY U3
0.5 r (2.2 mmonp) criupta 12 u 2.5 ma 20%-Horo oJe-
yma (120°C, 40 9) mocne OTTOHKHU ddupa MOTydaan
0.495 r cmecu coenunenuii 15, 16 u 17 B coorHoIIIE-
Huu 17:73:10. XpomarorpadupoBalii Ha KOJIOHKE C
CUJTUKaresieM (3III0EHT — CMECh XJIOpO(POpM—aleTOH,
2:1) u Bosronanu B Bakyyme (110°C, 2 MM pr.CcT.).
Homyuamu 0.115 1 (Bbixox 24%) coenunenus 16.

3-I'mppoxcu-4,5,6,7-rerpadproppramug  (16).
T.mn. 126.5-127.0°C. VIK cnexrp (KBr), v, cm1: 3458
(OH), 1768 (C=0). Cnektp SIMP 'H [(CD;),CO], §,
M.1.: 7.68 ¢ (1H, OH), 6.94 ¢ (1H, CH). Criektp IMP
YF [(CD;),CO1, §, m.ai.: 11.8 n.1.1 (1F, F®), 18.0 m.1.11
(1F, F), 20.3 n.a.a (1F, F4), 22.8 aaa (1F, F7); Jys
20.0, Jy6 5.0, Jy47 20.0, Js¢ 18.0, J5; 9.0, Jg; 20.0 T,
Macc-cniextp, m/z: 220.9858 [M — H]". CgH,F,Os5.
M —H 220.9856.

B3aumoneiicrBue 2,3,4,5,6-nenradrop-2-Tpu-
¢ropmernndenzonukiodyren-1-ona (18) c¢ oJe-
ymoMm. a. Cmech 0.095 r (0.3 mmonp) cnmpra 18 u
0.5 ma 20%-Horo Oneyma HarpeBaju B aMIyse s
3anucu crnekrpoB SIMP npu 100°C B Teuenue 6 u.
[Tomyuanu pacTBOp, KOTOPBIN cofiepKall, 0 JaHHBIM
SIMP °F, coenmnenus 18 u 19 B coorHOmeHnn 65:35.
IIpu narpeBanuu storo pactBopa npu 120°C B Teue-
Hue 9 4 noxydanu pactBop cyibdara 19. Ero nanb-
Helmee HarpeBanue npu 150°C B Teuenue 4.5 4 1 npu
180°C B Teuenune 10 4 HE MPUBOAMIIO K U3MEHEHHUSIM B
ciexrpe AMP '°F.

b. Cmecw 0.245 r (0.9 mmonb) cnimpra 18 u 1.0 M
20%-HOTO OJIeyMa HarpeBajy B 3alasHHON aMITysie
npu 120°C B teuenue 12 4, oxnaxganu no 0°C, me-
PEHOCHIIN B BOAY €O JibAOM, 3kcTparupoBaiu CH,Cl,,
cyumnu MgSO,, orronsiu pactBoputes. Ionyuanu
0.255 r (BeIxoj 86%) cynbdara 19.

4,5,6,7-TerpadTop-3a-(Tpudpropmerns)-3a,7b-
auruapooden3o[3,4|uukaodyrall,2-d][1,3,2]anok-
catuoi-2,2-quokena (19). T 59.5-60.0°C. Cnektp
SAMP 'H (CDCly), 8, m.1.: 6.33 ¢ (CH). Criextp SIMP
19 (CDCly), 6, m.a.: 20.6 n.a.a.a (1F, F3), 21.4 n.a.n
(1F, F%), 28.2 n.a.n.x (1F, F7), 28.6 n.anx (1F, F4),
86.3 1 (3F, CF3); Jy.cpy 2.8, J45 19.0, J46 9.0, Jy7 24.0,
Js56 18.0, J57 8.0, J5.41 0.8, Jg7 19.0, J7 1y 1.8 I'. Macc-
cniekTp, m/z: 337.9482 [M]". Haiineno, %: F 38.97; S
9.40. CoHF;0,S. Boruucneno, %: F 39.33; S 9.47. M
337.9478.

B3aumoneiicrBue  3,4,5,6-rerpadgTopoeH3onu-
KkJ100yTeH-1,2-quosia (20) ¢ oneymom. Pactop 0.1 r
(0.5 mmomnp) auoma 20 (yuc-uzomep) B 1.0 M 20%-
HOTO ojeyma BbliepkuBainu npu ~ 20°C B TedeHue
20 4. 3aTeM NEPEeHOCHIN B BOLLY CO JIBJIOM, IKCTPAru-
posanu 3¢upom, cymuan MgSO,, OTTOHSIM pacTBoO-
putenb. [Tomywanu 0.105 1 (Beixox 86%) cynbdara 21.

4,5,6,7-TerpadTop-3a,7b-guruapodenso|3,4]-
uukiaooyrall,2-d][1,3,2]anokcaTnon-2,2-1uoKCH/1
(21). T.un. 161-162°C. Cnextp SIMP 'H [(CD;),CO],
8, m.z1.: 6.83 ¢ (CH). Criextp SIMP '°F [(CD;),CO], 3,
M.a.: 16.6 m (2F, F5’6), 25.6 m (2F, F4’7). Haiineno, %:
C35.83; HO0.71; F 27.87; S 11.36. Macc-criektp, m/z:
269.9606 [M]*. CgH,F,0,S. Boraucneno, %: C 35.57;
H0.75; F 28.13; S 11.87. M 269.9604.

B3aumoneiicreue  3,4,5,6-rerpadTop-2-(mep-
¢propdennn)denzonukiodyren-1,2-quosa (22)
¢ oneymoM. a. Cmech 0.13 T (0.4 mMmonp) muona 22
(mmactepeomep a [24]) ¢ 1.6 mi 20%-HoTO ONIEYyMa Ha-
rpesaiu npu 80°C B Teuenue 2 4. [lonyyanu pactsop,
KOTOPBIN TIEPEHOCHIIH B BOLLY CO JIBJOM, IKCTPArHpO-
By 3upom, cymmn MgSO,, OTTOHSITH pacTBOPHU-
tenb. [lomyyamm 0.1 T cmecu coennuenuit 22 (cMech
nractepeoMepoB a:b = 28:72) u 23 B COOTHOIIEHUHT
78:22.

b. K pactBopy 0.1 t (0.26 MmMomnb) nuona 22 (aua-
crepeomep a) B 2 ma CH,Cl, no6asismu 1.0 Mo 20%-
HOTO 0JIeyMa, MHTEHCUBHO IepeMeIuBaiu npu ~ 20°C
B TeUCHHUE 4 9 M OCTABIUIA Ha HOYb. OPraHYeCcKy0

JKYPHAJI OPTAHMYECKOM XUMUM tom 59 Ne 1 2023



B3AMMOJIEMCTBME OJIMGTOPBEH30LIMKJIOBY TEHOB C OJIEYMOM 59

(a3y oTnessM, IpoMbIBAJIN BOLOH, cymmin MgSO,
1 oTroHsun pactBoputens. [lomyuanu 0.075 r (BbIxox
65%) cynbdara 23.

4,5,6,7-TerpadTop-3a-(neppropdenn)-3a,7b-
auruapooden3o|3,4|uukaodyrall,2-d|[1,3,2]anok-
catuona-2,2-quokeny (23). T 84-86°C (CCly).
Cnektp AMP 'H (CDCly), §, m.a.: 6.46 ¢ (CH).
Crnekrp SIMP O (CDCly), 8, m.1.: 31.8 m.a.a.a (1F,
F*4),26.0 n.o.n.a (1F, F7), 22.7 m (2F, FoP"9), 20.0 1.1.11
(1F, F%), 19.4 nanx (IF, F3), 15.7 Tt (1F, Fp9),
3.4 ™ (2F, F*"); Jupopre 35.0, J4s5 19.0, Jyu6 10.0, Jy;
24.0, Js6 18.0, Js7 8.0, J5.4 0.8, Jg7 20.0, J7y 1.8 I'.
Macc-cuiextp, m/z: 435.9434 [M]*. C4,HF,0,S. M
435.9446.

I'uapoaus cyasdaros 19, 21, 23. a. Cmecs 0.05 1
(0.1 mmonp) cynedara 23, 2 ma 3¢upa u 2 mi 20%-
ot H,SO, BeimepxkuBamu npu ~ 20°C B TeueHue
4 cyt (uepe3 2 cyT koHBepcus cyibdara 23 ~ 80%).
K cmecu npubasmsiiim 2 Mt Bojbl, oTOMpamu 3¢up-
HBIW CJIOW, @ BOJHBIN JIOMOJIHUTENIBHO SKCTPAarupoBa-
1 3¢upom. OObeTUHEHHBIE YKCTPAKTHI TPOMBIBAIIN
Bozoi, cymmm MgSO,, OTrOHSUIM PACTBOPUTEID.
[Tonywanu 0.04 r cmecu, copepxaieit ~ 75% nuona
22 (cmech auactepeomepos a:b = 20:80), ucxoaHslii
cynbdar 23 B cMecu orcyreTBosan (IMP °F).

b. Cmecp 0.1 t (0.4 mmoinb) cynbdara 21, 6 mi
aupa u 5 mu 20%-noit H,SO, BbIIEpKUBaAIN IIPU
~ 20°C B teuenue 15 cyt (uepe3 4 cyT KOHBepCHUS
cynbdara 21 ~1%). Cmech pa3dapisuid 5 MII BOJIbI,
oTOMpanu >UPHBIA CIIOH, a BOAHBIN CIOH IOTOJN-
HHATEIHHO 3KCTparupoBanu d¢pupoM. OObenMHEHHBIE
9KCTPAKTBI IPOMBIBAIH BOAOH, cymmim MgSO,, oTro-
Hanu pactBoputensb. [Tomydanu 0.09 r cmecu, coaep-
xamei cynegar 21 u auon 20 B cootHomeHnn 96:4
(SIMP '°F).

¢. Cmecp 0.038 1 (0.1 Mmmonb) cynbdara 19, 3 mu
a¢upa u 2 mn 20%-noit H,SO, BbAEpKHBaAIIN TIPH ~
20°C B teuenue 15 cyt. ITo nanueM IMP '°F, cmecs
cozieprKaJla TOJIbKO UCXOJHOE coequHeHue 19.

3AKJIIOYEHUE

[Ipu B3ammMonmelcTBUN MEepPTOPUPOBAHHBIX 1-air-
KUJIOCH30UKIOOYTEHOB U 2-aJIKMIOCH30UKI00yTe-
HOHOB C 20%-HBIM OJICyMOM IOJIy4aroTCsi 3-1ephTo-
ankuin-4,5,6,7-rerpadpropdramuasl u nepdrop-3-ru-
JIPOKCH-3-aJIKUAPTAINIBI Yepe3 MPOMEKYTOIHOE 00-
pazoBaHue TEPPTOP-2-THIAPOKCH-2-ATKIITOCH30ITHUK-
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700yTEHOHOB, a TephTop-2-PeHMmITOCH30IUKIO0y Te-
HOH TOf JIEHCTBHEM oOjieyMa NpeBpallaeTcst B Iep-
¢drTop-2-Oenzomnben3oiinyto  kuciory. I[lomudrop-
OeH3o1uKkI00yTeH-1,2-mmonsl ¢ 20%-HbIM OJ€yMOM
JIAIOT COOTBETCTBYIOIINE HUKINYECKHUE CYIb(ATHI.

BJIAI'OZJAPHOCTU

ABTOPBI BBIPaXKAIOT 01aroapHOCTh X UMHYECKOMY
HCCIIE/I0BATEILCKOMY LIEHTPY KOJIJIEKTUBHOI'O I10J1b30-
Banust CO PAH 3a npoBenieHue CrIeKTPaJIbHBIX U aHa-
JIMTUYECKUX U3MEPEHU.
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Interaction of Polyfluorobenzocyclobutenes with Oleum

D. S. Golokhvastova® ?, Ya. V. Zonov® » *, V. M. Karpov®, and T. V. Mezhenkova“

@ Vorozhtsov Novosibirsk Institute of Organic Chemistry, Siberian Branch, Russian Academy of Sciences,
prosp. Akademika Lavrent’eva, 9, Novosibirsk, 630090 Russia
b Novosibirsk State University, ul. Pirogova, 2, Novosibirsk, 630090 Russia
*e-mail: zonov@nioch.nsc.ru

Received February 28, 2022; revised March 11, 2022; accepted March 12, 2022

When perfluorinated 1-methyl- and 1-ethylbenzocyclobutenes, 2-methyl- and 2-ethylbenzocyclobu-
tenones react with 20% oleum at 150°C, 3-perfluoroalkyl-4,5,6,7-tetrafluorophthalides and perfluoro-3-
hydroxy-3-alkylphthalides are formed in approximately equal proportions. Along with them, perfluoro-2-
hydroxy-2-methylbenzocyclobutenone was obtained in the reaction of perfluoro-2-methylbenzocyclobutenone
with oleum at 100°C. Under the action of oleum, perfluoro-2-phenylbenzocyclobutenone forms perfluoro-2-ben-
zoylbenzoic acid, and polyfluorobenzocyclobutene-1,2-diols form their cyclic sulfates.

Keywords: polyfluorinated benzocyclobutene, benzocyclobutenone, 2-hydroxybenzocyclobutenone, benzo-
cyclobuten-1,2-diol, phthalide, oleum
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