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BBEJEHUE

dTopconepKaliie OpraHuYecKUe COEIMHEHUS B
HACTOSIIee BPEMsI HAXOAAT HIMPOKOE MPAKTUYECKOE
npumeHenue [1]. Cpean 3TUX COEAMHEHHM HMHTEpeC
MPEACTABISIOT CEePOCOAepKalue NoMu(TOpUpPOBaH-
HBbIC COCJHMHEHHMS, B YACTHOCTH, C JHAPHICYIb(PaHO-
BbIM (parmMeHTOM. OTMEUaeTcs, YTO TaKHE COeANHe-
HUSL MOTYT HCIIONIB30BaThCs B MEAMLIMHE [2], sIBIsA-
IOTCSl TIEPCIICKTUBHBIMU TPU JICYCHUH MIM30(PPEHUH
[3, 4]. Quapuicynb(aHbl TPUMEHSIOTCS TaKkKe TpH
CHHTE3€ PaCTBOPUMBIX [TOJTMMEPHBIX MaTepUaoB, 00-
JIQJAIONIUX TTOPUCTON CTPYKTYpOii [5].

B psiny nonudroprpoBaHHBIX CHMMETPUYHBIX U~
apwicyiab(haHoB HanOojiee MPOCTHIM COCTHMHCHHEM
spisiercst aexadropanpenuncyabdan (1). M3 storo
COCIMHEHHMS B PEaKIHsIX KOHJCHCANH C OMC(TUAPOK-
CH)apOMaTHYECKUMH COSJMHCHNUSMH OBLIN MOTyYCHBI
MOJMMEPBI, 00JIaIAI0IINeE Pa3IUYHBIMUA ONTHYECKUMHU
cBolicTBamu [6-9].

Coenunenne 1 wucnone3yercd s MOTYYSHHS
I8F_MeToK 151 HO3MTPOHHO-YMHUCCHOHHOH TOMOTpa-
¢um [10], a Taxxke Ay OOHAPYKEHHSI U JICYSHUS CO-
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CYIUCTBIX TpoMO030B [11]. DTO coenuHeHHE MPUME-
HSETCS B aHanmm3e oymronentuaoB [12, 13], a Takxe B
CHHTE3€ IUKINYECKUX nonunentuaos [14, 15] — nep-
CIICKTUBHBIX TEPAIEBTHUECKUX TIPEIIapaToB HOBOTO
nokojeHus [16].

B nurepatype onmmcaHo HECKOJIBKO METOIOB CHH-
Te3a apeHa 1. D10 coenrHeHNEe MOXKET OBITh TOTyYe-
HO TIpu HarpeBaHuu neHradropruodenonsta menu(l)
¢ opomnenradropoenszonom B JIM®DA (Boixon 82%)
[17], mn6o IpsAMBIM HarpeBaHHUEM HOATICHTAPTOPOCH-
301a ¢ cepoii (Berxo 60%) [ 18]. Mi3BecTeH psizt crioco-
00B cuHTe3a cynbdana 1 ¢ IpUMEHEHHEM METaJlIop-
TaHMYECKUX PEareHTOB, HAIPUMED: B3aMMOJCHCTBUE
ouc(neHragTopHeHWI)PTYTH C DIESMEHTHON Ccepoi
(90%) [19], peakmust nentadropdheHUIITUTHS (BBHI-
xo11 60%) [20] nnu neHTadTopdeHUIMArHUIXITOpH 1A
(75%) [21] ¢ mByxsopuctoii cepoil. Onucano moiy-
yenue coeaquuennsa 1 B3anMOIeHCTBUEM DIIEMEHTHOM
cepel OO0 TeHTadTOpPeHMICYIH(hEHUIXIIOpUIA C
nenTadropbensonoM B cpeae SbFs (Bbxon 93%) [22].

Mexnay TeM st He(hTOPUPOBAHHBIX COCTUHEHUN
W3BECTEH NPAMON METOA MOJYYEHUS] CUMMETPUUYHBIX
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Cxema 1

F5SSCGF
C6 SSSC6 > 310-320°C

2 1 2

74 69 12

304 71 13

C6F58C6F5 + C6FSSSC6F5 + C6F5S3C6F5 + C6F5S4C6F5 + CGFSSnC6F5

3 4 n>4
7 5 ~7
6 4 5

CoorHomenue no gasaem IMP F

IUapuICyab(aHOB W3 COOTBETCTBYIOIIMX JAHAPHII-
mucynb(haHoB [23], pu 3TOM CBEICHHS O MOMOOHBIX
MPEeBpAIICHUSAX TOTUPTOPAPOMATUIECCKHX COEINHE-
HAU B JINTEeparype HaMu He HalimeHsl. Heobxommmo
OTMETHUTb, YTO MOJUPTOPUPOBAHHBIC TUAPUITUCYIIb-
(aHbl, KaK UCXOAHBIC COCTMHEHUSI, JIETKO CHHTE3UPY-
10TCs ¢ BeIxogaMu 89-98% u3 momudTopapeHTHOIOB
[24], a mocaenHue, B CBOIO OYEPEb, OTYyUAIOTCS pe-
akiuerd KSH ¢ nomudropapenamu ¢ Beixogamu ~90%
[25].

B cBete BbIIECKa3aHHOIO 1€JIbI0 HACTOAILECH pa-
0OTHI sIBIISIETCSl pa3paboTKa MeToja TOJIY4YCHHS Jie-
kapropaudenmicynbpana 1, a TakKe IPyrux CUM-
METPHUYHBIX MOJU(TOPHUPOBAHHBIX TUAPHICYIIb()aHOB
Ha OCHOBE COOTBETCTBYIOIIUX AHAPUITUCYIH(AHOB.

PE3VJIBTATBI 1 OBCYXAEHNE

HccnenoBanbl TepMUYecKre CBOWCTBa jaekadTop-
mudenmnaucynbdana (2). beuio oOHapyKeHO, 4TO
IIpH HarpeBaHUM STOTO COCAMHEHHUS B 3alasHHON
ammyne mipu 310-320°C obOpasyercs cMech, OCHOB-
HBIM KOMITOHEHTOM KOTOPOM, COITIacHO AaHHBIM SIMP
9F, apnserca coenunenne 1. B cmecu Takxke comep-
JKHUTCSl UCXOAHBIN Jucynbdan 2, nexadropaudeHu-
tpucyabbhan (3), nexadropaudenunTerpacymbhan
(4) u, BeposaTHO, AekadTOPAUPECHUIIIONUCYIb(AHBI
(cxema 1). Hanmnume B peakiiMOHHON cMecH COeHe-
HAU 3 ¥ 4 ONpeAesiii METOAOM A00aBOK CTaHIApT-
HBIX 00pa3loB. B peakunoHHOW cMecH, COITIaCHO
maHaeiM ['X-MC, comepKHuTCsl Takxke 3JIeMEHTHAas
cepa. YBenuueHue BpemeHHu mpoiecca ¢ 7 g0 30 4
MIPAKTUYECKN HE OKA3bIBAET BIMSHUSA HA COCTaB MPO-
JTYKTOB pEaKIINU.

Ha ocHOBaHUM MOJTyYEHHBIX JAHHBIX MOXKHO MPE/I-
IMOJIOKHUTb, YTO BBCACHHUEC B PCAKIUIO KOMIIOHCHTA,
CIOCOOHOTO CBSI3BIBATHCS C BBIICISIONICHCS CEpOid,
OymeT olierdars mporecc TpaHcHOpMAaIUK TUCYITh-
¢dana 2 B neneBoe coenuHeHre 1. B kayecTBe Takux
KOMIIOHEHTOB MOTYT BBICTYIATh, HApPHUMEp, METall-
JIBL.

C y4eroM 3TOro OBIIH UCCIIEIOBaHBI TEPMUYECKHE
peakuuu aucynbdaHa 2 B NPUCYTCTBUU MEIU U JKe-
ne3a. Peakiuu Taxoke MPOBOIMIINCH B 3aMlasHHBIX aM-
myJnax.

[TokazaHo, 4TO peakuus COETUHEHHS 2 C MEbIo
npu 170-180°C B TeueHue 66 4 1aeT B KaueCTBE
OCHOBHOTO TIPOJYKTa, COMIAcHO gaHHeM SIMP '°F,
cynbdan 1. OmHaKo peakIuoHHAs CMECh COICPIKUT
3HAYUTEIPHOE KOJIMYECTBO TNeHTadropOeHszona (5)
(~ 40 mon %). McxomHOe coenmnHeH e B peaKIInOHHON
Macce NIPaKTUYECKU OTCYTCTBYET. BBUY JUTUTEIBHO-
ro BPEMCHU MPOTEKAHHs PEaKIMU Ka3anioch IeIeco-
00pa3HbIM TPOBECTH MPOIECC MpH 00Jee BBICOKOH
temneparype. [lokazaHo, 4TO peakiusi COeTUHEHUS 2
¢ menpio ipu 310-320°C mporekaer B TeUeHHE 7 U
Y TaKKe J]aeT B Ka4eCTBE OCHOBHOTO MPOAYKTA CYJIb-
¢dan 1. [TomrMo 3TOTO, B CMECH COACPIKATCS 3HATH-
TeJNbHBIE KONWYeCTBa apeHa 5 u JnexadropaneHunna
6 (cxema 2).

Peaknus mucynbdana 2 ¢ xene3oM B aHAJIOTHYHBIX
YCIIOBHSIX JIACT CMECh, COJIEpIKaIIyIo coeinHeHne 1 B
Ka4eCTBE OCHOBHOT'O IIPOJIYKTa, a TAKXKE apeH 5 v IeH-
TadTopbenzonTron (cxema 3). Ilocmennuii, odeBumI-
HO, ABJIACTCA IIPOAYKTOM BOCCTAHOBJICHHUA UCXOAHOTO

Cxema 2
2.5Cu
CgF5SSC¢Fs STo0c CeFsSCeFs + CgFsCeFs +  CgFsH
2 1 6 5
74 76 10 14

CoorHomenue 1o gasueim SIMP F
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Cxema 3

CgF5sSCeFs + C¢F5SSCeFs + CgFsH + CgFsSH

2 5
L5 15 11

CootHouenue no gasaem SMP 'F

Cxema 4

C¢F:SSCF
67399655 7310 3200C
2 1
74 73
2.5Cu*
CcF:SSCcFs ———
67529655 T30 320°C

2

749

C6F58C6F5 + CgFsCeF5 + CgFsH

6 5
12 2.5

CoorHorenue 1o gasusiM SIMP F

COCIMHEHHMS 2, CIIEIOBOE KOMYESCTBO KOTOPOTO TAKKE
OOHapy»KEHO B PEaKIIUOHHOM CMECH.

Hanuume B peakiMOHHBIX CMECSX apeHa 5, a Tak-
e TeHTa(TOpOCH30JITHONA, BEPOSITHO, MOXKHO 00BSIC-
HUTH MPUCYTCTBHEM COPOMPOBAHHOM BOJIBI B UCITIOIb-
3yeMbIX MeTajuiax. C 1esbio y1ajieHus BOAbI METaJlIbl
HETOCPEACTBEHHO iepe]l TPUMEHEHUEM MPOKATHBAIH
[IpU TEMIIEpaType peakuu B TeueHue 16 4.

Peaknust coenuHeHus 2 ¢ MPOKAJICHHOW MEAbIO
(Cu*) B TakuX e yCIOBHSIX Jajia CMECh C HE3HAuU-
TEJNBHBIM COZIEp )KaHWEM apeHa 5, Mpu 3TOM OTHOCH-
TEJIHHOE KOJUYECTBO COCTUHEHUSI 6 OCTaJIoCh IMpak-
THYECKH HEM3MEHHBIM (cxeMa 4).

BsaumopeiictBue mucynehana 2 ¢ MpoKaJeHHBIM
xene3oMm (Fe*) mpuBomut k cmecu (cxema 5, cTpo-
ka 1), OnmM3Kol 1Mo cocTaBy K MOJYYSHHOH MpH Ha-
IPEBaHUM 3TOTO COEAMHEHHUS B OTCYTCTBHE METajuIa.
VYBennueHne OTHOCUTEJIBHOTO KOJIMYECTBA JKele3a He
BHOCHUT CYILIECTBEHHBIX HM3MEHEHHH B COCTaB CMe-
cu (cxema 5, cTpoka 2), B TO K€ BpeMs YBEITUICHHE
BPEMEHM PEaKIMK MPUBOANT K YMEHBIIEHHIO COJEp-

YKAHWUS WCXOJHOTO COEAMHEHWS, a TAKXKe TIOJINCYITb-
(haHOB B peakIMOHHOW cMecH (cxema 5, cTpoka 3).
OmHOBpEMEHHOE yBEIMYCHNE KOJTMIECTBa JKee3a 10
5.7 Mo 1 BpeMeHH peaknuu 10 30 94 mpUBOIUT K 00-
Pa30BaHUIO TIPAKTUYECKH WHAWBHYaTHHOTO CYIb(da-
Ha 1 ¢ comeprkaHeM IPUMECHBIX COSAMHEHUH He 00-
nee 2%. HeoOxonumMo oTMeTHTh, 4TO apeH 6 oOHapy-
’KUBAETCS B CMECSX JIMIIb B CIIEJOBBIX KOJIMUECTBAX.

B mafinennsix ycnoBusx (Bpems peakuu 30 ,
OTHOCHTEIFHOE KOJIMYECTBO J>Keie3a 5.7 Moib) Ha
ocHOBe amcyibdana 2, 2,2'3,3'.5,5',6,6'-oxTadTop-
mupenmnaucynbpana (7), 4,4'-ouc(rpudropmer)-
2,2'.3,3',5,5',6,6'-oxkTadTopaudenmnancyabpana (8a)
u 2,2'4.4'-rerpa(rpudpropmermin)-3,3',5,5',6,6'-rexca-
¢dropaudenmnaucynbdana (8b) Ob1 ocymiecTBiICH
MperapaTuBHbIi cuHTe3 cynbgana 1, 2,2'.3,3',5,5'.6,-
6'-okrapropaudenmicynspana (9), a taxxe 4,4'-
ouc(rpudropmernn)-2,2',3,3',5,5',6,6'-okradpTopau-
¢denmncynpdana (10a) u 2,2'4.4'-terpa(tpudtop-
metuin)-3,3',5,5',6,6'-rexcapropaudenmicynbdana
(10b). LleneBbie cCOeTUHEHUS BBICICHBI C BBICOKUMHU
BBIXOZIaMU (cxema 6).

Cxema 5

CeFsSSCeFs — e

2 1 2
2.8Fe* 72 13

T4
5.7Fe* 71 14

T4
2.8Fe* 87 8

304

C6F5SC6F5 + C6FssSC6F5 + C6F583C6F5 + C6F5S4C6F5 + CGFSSnC6F5

3 4 n>4
5 4.5 5
6 5 5
3 2 <1

CoorHomenue 1o gasusim SIMP 'F
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Cxema 6
F F F F F F F F
5.8Fe*
X S—S X 310.320°C. X S X
304
F F F F F F F F
X=F (2),H (7). X =F (1), 84%; H (9), 83%.
F Y Y F F Y Y F
N6 S—s CF >8re
3 3 31032000, FyC S CFy
304
F F F F F F F F

Y = F (8a), CF; (8b).

B TO Xe BpeMsi mpoTekaHWe aHAJIIOTUYHOW peak-
mmm - 2,2',3,3',5,5',6,6'-okradpTop-4,4'-muxmopaude-
Hunucynbdana (11) B HaliIeHHBIX YCIOBUSX 3Ha-
YUTENBHO OCJOKHEHO, TMO-BUIUMOMY, TEPMUUYCCKOM
HECTaOMIIBHOCTBIO HCXOAHOTO COEIMHEHNS, B PE3Yib-
tate npu 310-320°C nHabmromaercssi CHIBHOE OCMO-
nenne. [Ipu CHIKEHUU TeMIlepaTyphl Ipolecca Jio
~ 210°C u3 peakIMOHHON MacChl yIaloCh BBIICITUTH
2,2'.3,3',5,5",6,6'-oxtadTop-4,4"- nuxmopaudeHn-
cynedan (12) u 1,4-6uc[(2,3,5,6-rerpadTop-4-xm0p-
¢denun)cynbhanmn]-2,3,5,6-rerpapropoenzon  (13),
MIPHU STOM BBIXOJIBI OKA3aJIMCh HEBBICOKUMU (cxema 7).

[IpeBpamenuss aucynbdana 2 mpu HarpeBaHUH,
BEPOSITHO, MOYKHO OOBSICHUTBH CIENyIOIIeH CXeMOi

Y =F (10a), 78%; CF5 (10b), 71%.

Jucynsdan 2 BHavane pacmanaeTcs Ha 2 THHIIb-
HBIX paaukana A (ypasHenue 1) [26]. [Janee pagukan
A araxyeT MOJIEKYJIy COCOHHEHHs 2 ¢ 00pa3oBaHUEM
MIPOMEXYTOUHOI'O PAJUKAIBLHOIO G-KoMIuiekca B, xo-
TOPBIH, pacranasich, JaeT NMPOAYKT 1 W TUTHHIBHBINA
panukan B (ypaBaenue 2). O0pa3oBaBIIMiCS parKall
B nanee arakyer MONeKyil1y COSIMHEHHUS 2 IO aToMy
cepel ¢ obpazoBaHWeM TpuCyiIhhaHa 3 W pagukaa
A (ypaBuenue 3). IlosBuBIIEECS B cHCTEME COEAU-
HEHHE 3 Tak)Ke IMOJABEPraeTcsl arake paaukaioMm B,
naBasi TeTpacyiabdaH 4 1 BHOBb panukail A (ypaBHe-
nHue 4). [logoOHbIM 00pa3oM coeiHeHHE 4 MOXKET
JaBaTh NeHracyinbgan u T.1. [lockonbky Tpucynbsgan
3 oOpasyercst mpu arake pagukaioM B ncxomnoro
COEIMHEHUsI, €r0 KOJIMYECTBO B PEAKIIMOHHOW Macce

(cxema 8). JIOJDKHO OBITh HAUOOJIBIIMM TI0 CPaBHEHHIO C JPY-
Cxema 7
F F F F F F F F
5.8Fe*
Cl S—S Cl Cl S Cl
~210°C,
16 cyr
F F F F F F F F

11

12, 22%

F F F F F F
F F F F F F

13, 6%

JKYPHAJI OPTAHUYECKOM XUMUWH Ttom 57 Ne 12 2021



1698 HUKVYJIBIIVH u gp.

Cxema 8

CeFsSSCeFs 2 CgFsS
2 A

CeFsS

CgFsS + CgFsSSC4Fs

[1]

SSC4Fs

CeFsSCeFs + C¢FsSS  [2]

A 2 F 1 B
F
B
CgFsSS + CgFsSSC4Fs CeFsSSSC4Fs + C4FsS 3]
B 2 3 A
CgFsSS + CgFsSSSC(Fs CgFsSSSSCeFs + CgFsS [4]
B 3 4 A

THMH TIOJUCY/Ib(aHaMH, YTO COINIACYeTCS C JKCIIe-
pPUMEHTANBHBIMK TaHHBIMH. Pamukan B, pearnpys c
BBE/ICHHBIM B PEaKIIMOHHYIO CPEy METAJIOM, MOYKET
OTIIaBaTh IMOCJIEAHEMY aTOM Cepbl, 00pa3ys paauKa
A. JlaHHBIHA MPOTIECC MOXKET MPEISITCTBOBATH 00pa3o-
BaHHIO BBICHIMX CYJIb(AHOB U CIIOCOOCTBYET 00pazo-
BaHUIO cynb(dana 1.

C nenpro MOATBEPAKAEHUS KIIIOUEBOM pOSM paju-
Kajga A B pacCMaTpuBaeMOM IIpoliecce Obula n3yue-
Ha peakius HecummerpuuHoro (2,3,4,5,6-neHrad-
topdenmn)(2',3',5',6'-rerpadTopdhennn)aucynbdana
(14). IlokazaHo, 9TO MpH B3aMMOAEHCTBUU JAHHOTO
nucynb(aHa ¢ MpoKaJIeHHBIM >kene3oM npu 310—
320°C obpa3syercs cmech (2,3.,4,5,6-renTadropde-

cynbdanoB 9, 1 B coorHomenun, Ommzkom Kk 2:1:1
(cxema 9), 9TO MOXKET CBUIETEIHCTBOBATH B TOIB3Y
MPEAJIOKEHHON pauKaibHOW CXEMbI MpPEeBpalICHUI.
Cynbgan 15 cuHTe3MpOBaH HAMU BCTPEYHO U3 OpOM-
nmeartadpropbensoma u 2,3,5,6-terpadropOeH30THO-
nsita mequ(l) ananoruuano [17].

Hucynbdan 14 momyueH peakuueil meHTadrop-
oerszontuona ¢ 2,3,5,6-rerpadTopOeH30ICYTHHEHUII-
xnopunoM (cxema 10).

Otmetum, uto pactBop nucynbdana 14 8 CCl, npu
CTOSIHMH B T€UCHHUE 4 MECAIICB TaeT CMECh TUCYIbda-
HOB 14, 2 1 7 B cootHOmeHuu 2:1:1 COOTBETCTBEHHO.

Ucxonusie mucynbdanst 2, 7, 8a—b u 11 nony4eHs

umn)(2',3',5',6'-rerpapropdenun)cynbdana (15), u

Cxema 9
F F F F F F F F
5.8Fe*
H $—S F 310-320°C, H S F
30 g
F F F F F F F F
14 15,51
F F F F F F F F
F F F F F F F F
9,24 1,25

CoorHourenue 1o gasusiM SIMP 'F

JKYPHAJI OPTAHUYECKOM XUMHH Ttom 57 Ne 12 2021

(cxema 11) M3 COOTBETCTBYIONIMX APEHTHOJIOB JICH-



VIIOBHBIN METO/] IIOJIYYEHU S

1699

Cxema 10

F F F F F F F F
FQSH + CISAQfH e HAQfs—SAQfF
CH,Cl,
F F F F F F F F

14, 98%

Cxema 11

F Y F Y Y
Bl‘z
X SH X S—S X
AcOH
F F F F F

F
2,7,8a-b, 11

X=F,Y=F(2),92%: X=H,Y=F (7),91%; X = CF3, Y = F (8a), 91%;
X = CF3, Y = CF; (8b), 89%; X = CL, Y = F (11), 91%.

ctBueM Opoma B AcOH nipu koMHATHOH Temiieparype
aHAJIOTUYHO [24].

OKCIIEPUMEHTAJIBHA S YACTb

Crnektpet  SIMP Obutn  3amucanel Ha TpH-
6opax Bruker AV-300 (CIIA) [300.13 ('H),
282.40 ("9F) MTI'u], Bruker AV-400 (CIIIA) [400.13
("H), 100.61 ('3C) MI'u] min Bruker DRX-500
(CHIA) [125.76 (13C) MTI'i] m1st pacTBOpOB 06pa3LoB
8 CCl,~CDCls, 4:1, v/v [anst 'F] unu CDCly [ans 'H
1 13C]. Xumudeckue cABUTM H3MEpSUTH OTHOCHTEIBHO
TMC [ans "H u 13C] wiu C¢F [ans '°F]. KoncranTsr
CIIMH-CIIMHOBOTO B3aUMOAEHUCTBHSI ObIIIM HU3MEPEHBI B
I'u. UK cnextpsl Obutn 3anucansl Ha npudope Bruker
Vector 22 IR (CLIA) st sxuakux o0OpasioB — B IIEH-
ke, st TBEPABIX — B Tabnerkax KBr. YO-crnexTpol
OplTn 3ammcanbl Ha mpuOope Hewlett Packard 8453
UV (CILLA) nns pacTBOPOB HCCIIEAYyEMBIX 00pa3LoB
B rekcaHe. MoJeKylspHble Macchl M 3JIEMEHTHBIN
COCTaB OIIPEJEJIEHbl METOJOM MacC-CIEKTPOMETPUHU
BBICOKOTO paspemieHus Ha mpudbope Thermo Electron
Corporation DFS (CIIA) (HoMuHaIIbHAs SHEPTHS HO-
nuzaimu 70 5B). Temneparypy niaBieHus onpeaess-
i Ha npubope Mettler Toledo Thermosystem FP-90
(IIBeitmapus). DneMeHTHBIN aHAN3 BBIOJHEH Ha
CHN-anamuzarope Carlo Erba (Mramus) ¢ moaudu-
LUPOBaHHON TPyOKOH 11 cxxuranusi odpasua [27],
CoZiep’KaHHMe Cephl MOCIe CKUTaHWs oOpasla ompe-
JeJIAIN TUTPOBAaHUEM a30THOKHCIBIM Oapuem [28],
comepkanne Gpropa — METOOM CIIEKTPO(OTOMETPHH
[29].

JKYPHAJI OPTAHUYECKOM XUMUWH Ttom 57 Ne 12 2021

Hcnonr3oBanHbIe B pabOTE PEakTHBHI H PACTBOPH-
TEJIM UMEITH KBAJTU(DUKAIIUIO 4.

[omucynehansr 3 u 4 momydens! o metoxay [30].

Ucxonnbie aucynbdanst 2, 7, 11, 8a u 8b monyue-
HBI T10 CJISTYFOIIEH MEeTOIMKe (aHAIOTHYHO [24]).

K pacrBopy mnomudropapeHTtHosa B JICASHON
CH;COOH (~1.5 mn Ha 1 r THONa) n06aBIANM IpU
TepeMeIMBaHuN 10 KarisiM 1.2—1.4 akxB Opoma u
nanee octaBmsiy Ha 1 cyT. [lo okoHUaHMM peakuuu
K TIOJIYYEHHOH Macce J100aBisuid Boay (~ 6 MJT BOJBI
Ha 1 r Tvona). 130bITOK OpoMa OTMBIBAJIM PACTBOPOM
Na,SO;, o6pa3oBaBLIMiics OPOAYKT OTACISIN H Cy-
nmiu Hag CaCl,. [onydennstil nucynbgan aHanu3u-
poBanu mertonamu I'X, AMP 9F u 1H, TIpH HEOOXOM1-
MOCTH OYHIIAJIM BO3TOHKOM.

a. B amnyny nomemanu nonudTopauapuiIinCyib-
daH, n00aBIANIN peareHT, aMITylly 3alauBajld U II0-
Melllald B METaNIMYeCKUll KOXKyX, 3aT€M Harpepaiu
npu 310-320°C. ITo okOHYaHNUN PEAKIMH aMITYyIly OX-
JaKAAJM, BCKPBIBAIN, COAEPKUMOE IKCTParupoBajy
~ 2 mst CHCly, ananusuposaiu ¢ momomsio IMP F.

N3 0.15 r (0.38 MmMonb) coennHeHUs 2 TIpH Harpe-
BaHMHU B TeueHue 7 4 nonydanu 0.12 r cmecu, conep-
xkarmeit coequaenus 1, 2, 3, 4 u nexadropaudenns-
nojaucynbGuabl B cooTHOmeHuH 69:12:7:5:~7 (mo
na"nHeIM SIMP 19F).

Anamornyno, u3 0.10 r (0.25 MMoInb) coenuHe-
HUS 2 Tpu HarpeBaHuW B TeueHue 30 9 momydanu
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0.09 r cmecu, coaepxaieit coenunenus 1, 2, 3, 4 u
nexadTopaueHUITONUCYIb(UIB B COOTHOIICHUH
71:13:6:4:5 (0 nanubM SIMP 1°F).

[Ipu narpesanmu 0.10 T (0.25 MMoub) coennHeHUs
21 0.04 r (0.63 mmonp) Cu B TeueHne 7 4 moiydeHa
cMmech (0.08 1) coequaenwuii 1, 5 1 6 B COOTHOIIICHUH
76:14:10 (10 nanueiM IMP 19F).

Amnanoruyno u3 0.10 r (0.25 Mmmonb) coennHeHus
21 0.04 1 (0.63 mmonb) Cu* pu HarpeBaHUM B Teue-
uHue 7 4 nomydeHa cmech (0.08 r) coenunennii 1, 5 u
6 B cootHOmernun 86:2.5:12 (0 narnEM SIMP °F).

[pu B3aumogpeiicteuu 0.11 t (0.26 MMoIB) coenu-
nenus 2 u 0.04 r (0.72 mmonb) Fe B Teuenue 7 u nmomy-
yeHo 0.10 r cmecu, conepskameii coequnenus 1,2, 5 u
neHTapTOpOSH30ATHON B cOOTHOIIEHUH 73:1.5:15:11
(o nauaeM SIMP 1°F).

Anamornyno u3 0.10 r (0.25 MMob) coeTuHEeHNs
2 1 0.04 1 (0.72 mmonb) Fe* mpu HarpeBaHuu B Teue-
Hue 7 4 nomyueHa cmech (0.08 1) coequnenutii 1, 2, 3,
4 n nexapTopaudeHUINONNUCYIb(UAOB B COOTHOILIE-
Huu 72:13:5:4.5:5 (no nanaeM IMP °F).

[Tpu narpeBanuu 0.10 T (0.25 MMoIB) coeMHEHUS
2 ¢ 0.08 r (1.43 mmonp) Fe* B TeyeHue 7 4 mOIy4eHO
0.08 r cmecu coenunenwii 1, 2, 3, 4 u nexkadropaude-
HWINONAUCYTb)UAOB B cooTHOIEeHNH 71:14:6:5:5 (1o
naneeIM IMP 19F).

M3 0.11 r (0.26 mmoms) coequaerus 2 u 0.04
(0.72 mmomnb) Fe* mpu HarpeBanun B TeueHue 30 4
nonydeno 0.09 r cmecu coequnenuii 1, 2, 3, 4 u ne-
karopaudeHnIIoNuCy1b()aHOB B COOTHOIICHUH
87:8:3:2:< 1 (o nanueM IMP 1°F).

M3 0.10 r (0.25 mmomns) coequaenus 2 u 0.08 r
(1.43 mmoms) Fe* mpu narpeBannu B Teuernue 30 9 mmo-
sydeHo 0.08 r npakTHYeCKU MHAUBUIYAJIBLHOTO CYJIb-
dana 1 (o naaeM SIMP '°F conepranne npumeceii
He Ooiee 2%).

IIpu narpesanmu 0.10 T (0.27 MMOITB) coeTMHEHUS
14 ¢ 0.08 r (1.43 mMmoinp) Fe* B Teuenue 30 4 momy-
yeHa cMmech coenuHeHni 1, 9 u 15 B cOOTHOIMECHUN
25:24:51 (1o nanubM SIMP F).

b. B ammyny mnomemianu MoauQTOpARAPUIII-
cynb(daH, 100aBIsUIM MPOKAICHHOE KEJIe30, aMITyIly
3arrapBaJii M IIOMEUIaJIM B MeTaJTNYeCKUI KOXYX,
3arem HarpeBanu nipu 310-320°C B Teuenme 30 u.

HUKVYJIBIIVH u gp.

[1o oKOHUAHUM PEaKIMK AMITYTy OXJIaKIalld, BCKPBI-
Bany, cogepxkumoe skctparuposanu CHCl;, 3x5 mi.
OKCTpaKT ynapuBajH, OCTAaTOK MEPETOHSUIM C MapoM
u cymunu Haj CaCl, (a), nu6o BO3TOHSUIN B BaKyyMe
(b). [omyueHHOE BEIIECTBO aHAJIM3UPOBAIA METOJIA-
vu I'X, SIMP '°F u 'H.

U3 1.92 r (4.83 mmonb) coenuHenus 2 u 1.58 T
(28.89 mmonp) Fe* (oOpabarsiBanu 1o MeTomLy @) Imo-
nyyanu 1.54 r coenunenus 1 (comep:kaHue 1o JaH-
HbIM ['X — 97.8%), BBIXOT 84%.

Amnanornuno u3 1.93 r (5.32 MMonb) coeMHEHUS
7 u 1.69 r (30.26 mmonb) Fe* (oOpabarsiBamu 1o Me-
Toxy @) nomydyanu 1.48 r coequnenus 9 (cogepxanue
o nanabM ['X — 98.4%), Bexon 83%.

N3 2.06 r (4.13 mmonb) coequnenus 8a u 1.34
(23.99 mmonb) Fe* (oOpabarbiBaiu 1Mo METOLy a) M-
nyyanu 1.54 r coenunenus 10a (comgepxanue 1o gaH-
HeIM ['X — 98.2%), BbIXO7A 78%.

Amnanoruuno u3 1.93 r (3.23 Mmonb) coenrHeHus
8b u 1.05 r (18.80 mmouib) Fe* (oOpabarbiBaiiv 1o Me-
tony b) momyganu 1.48 r coenunenus 10b (comepxa-
Hue 1o mauHeM ['X — 98.8%), Beixoa 71%.

B amnyny nomemanu 2.22 r (5.15 mmons) nuc-
yiasdana 11, nodasmsum 1.66 T (29.72 Mmonb) mpo-
KaJICHHOTO JKelle3a, aMITyJy 3amauBalid M IOMeIla-
U B METANTMYECKHH KOXKYX, 3aTeM HarpeBald Npu
200-210°C B Teuenme 16 cyt. Ilo okoHUaHWH peak-
MU aMITyJ Ty OXJIQXKJIAIH, BCKPBIBAIH, COAEPKUMOE
SKCTparupoBanu stuianeratoM 3x10 mu. DKCTpakT
ouumany (QUIBTPOBaHWEM uYepe3 CIOW CHIIMKare-
ns, nonyyanu 1.77 © cmecu. Bo3ronkoil B Bakyyme
(~ 2 mm prer.) npu 210-220°C nmomywanu 0.81 r
cMecu ¢ copepxanuem coenunenuii 11, 12 u 13 co-
otBeTcTBeHHO 23.3, 54.6 u 11.8% mo I'X. [dannyro
cMech (0.79 1) mpoMBIBaIM TEKCAaHOM 2 %4 MII, 0CaJI0K
(0.16 r) nepexpucramunzossiBasiu u3 cmecu CHCl;—
rekcaH (1:3), momyvamu 0.06 T aHATUTHYIECKHA YHCTOTO
coeauuenus 13. T'ekcaH OTrOHsUIM Ha POTAIMOHHOM
ucnapurene, noirydanu 0.63 r cMecu ¢ copepKaHu-
em coequHennii 11, 12 m 13 coorBercTBeHHO 20.5,
64.0 u 5.8% no I'’X. 0.61 r naHHO# cMecH BO3TOHSUIIU
B BakyyMe (~2 MM pT.cT.) pu 155-160°C, nomyuanu
0.55 r cMecu ¢ comepxkanueM coequHeHuit 11 u 12
cootBeTcTBeHHO 17.8 1 74.9% mo I'X. 0.50 r cmecu
MEePEKPUCTAIN30BBIBATN 2 pa3a U3 rekcana (u3 pac-
gyeTa 2 Ml TekcaHa Ha 1 T Bemectsa), momydamu 0.17 ¢
aHAJIMTHYECKH YUCTOTO aucynbgana 12.
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VIIOBHBIN METO/] IIOJIYYEHU S

2,2',3,3',5,5',6,6'-OxTradpTOoOpaud e HNITUCY I b-
dan (7). T.un. 41-43°C (38°C [24]). UK cmektp,
v, em 1 1631, 1608, 1493, 1437, 1429, 1377, 1261,
1232, 1178, 1130, 1117, 951, 918, 885, 858, 849, 714,
689. YO cnektp (rexcan), Ay, HM (1ge): 239 (4.14),
288 (3.75). Cnextp AMP 'H, §, m.1.: 7.16 7.1 (H*#,
Jd 35 = Jpd 3.5 9.5, Jpd p2.6 = Jy# 2.6 7.5 T'o).
Cnextp AIMP 13C, §, m.1.: 108.8 T.1 (CH*, 2J ¢ 23.0,
3Jcp ~ 1.0 Tu), 116.1 1 (C"Y, 2Jop 21.0 Tn), 145.8
am (Wep 252.0 T, 146.8 naaa (Mg 250.0, 2Jcp
14.0, 3Jcp 4.0, 4o ~ 2.0 Tu). Crextp SIMP '°F, §,
M.I: 25.0 m (F332), 29.5 M (F>2°6%). Haiineno,
%: C 39.83; H 0.81; F 41.68; S 17.35. M" 361.9466.
C,H,F¢S,. Beraucneno, %: C 39.79; H 0.56; F 41.56;
S 17.70. M" 361.9465.

4,4'-buc(rpudropmern)-2,2',3,3',5,5',6,6'-ok-
tapTopaudenumagucyibdan (8a). T.ur. 29-30°C.
UK crekrp, v, cM 't 1643, 1610, 1483, 1417, 1398,
1325, 1259, 1188, 1155, 984, 943, 825, 715, 665.
V@ cnekrp (rekcan), A, HM (lge): 238 (4.23), 295
(3.93). Crexrp SIMP 13C, §, m.u.: 1122 k1 (CH¥,
2Jcp 35.0, ~12.5 T), 119.8 1 (CLY, 2J-p 20.5 Tn),
120.4 x.1.1 (CF5, 'Jep ~276.0, 3Jcp 3.0, 4Jcp 1.5 Tn),
144.1 nom (g 252.0 T, 147.1 am (Ugp 264.0 T).
Crextp AMP °F, §, m.x.: 23.8 M (F332%), 322 m
(F22:6),105.3 1 (4,4'-CF3, Jycpy 35 = Jacryrd™S
22.0 Tu). Haiineno, %: C 34.05; F 53.34; S 12.68.
M" 497.9210. C,4F,4S,. Boruucneno, %: C 34.05; F
53.38; S 12.87. M 497.9212.

2,2'.4,4'-Terpa(rpudropmeruni)-3,3',5,5',6,6'-
rekcapropaupenunaucyindpan (8b). T 44—
45°C. UK crekTp, v, cM ' 1632, 1589, 1483, 1468,
1454, 1439, 1367, 1331, 1236, 1200, 1159, 1144,
1076,951, 879, 804, 735, 673, 650, 557, 536, 455, 440.
VY@ cnexrp (rekcan), A, HM (lge): 239 (4.18), 293
(3.79). Cnexrp SIMP 13C, &, m.u.: 112.5 k1.1 (CH¥,
2Jcr 35.0, 18.0, 10.5 T'), 117.2 k.. (C?%, 2J g 32.5,
11.0, 3Jcp ~ 4.5 Tm), 120.1 x (CF5, Ugp 276.0 T),
121.1 x (CF3, 'Jgp 276.0 Tm), 130.2 o (CHY, 2Jqg
18.0 T), 149.0 m.n.n (" 251.0, 2Jcp 13.0, 3Jcp ~
4.5 Tm), 150.4 nan (e 273.0, 2o 18.0, 3Jcp ~
6.0 Tu), 153.7 1 ("Jg 273.0 T). Crexkrp AMP 1°F,
8, m..: 37.8 yurk.a (F>Y, JES4.cr5= JFS'-4'-C'F3 ~24.0,
JES5p6 = Jp5' g6 ~ 23.0 Tn), 38.6 nu (FOC, Jg6.5 =
Jp6' g5 = 23.0, Jp6 3 = Jp6' p3' 14.5 T'n), 49.2 k.k.1.1
(F, Jiocr; = Ji¥acry = 340, Jidacry =
Jp3 gcry 23.0, Jp3 p6 = Jp3 g6 14.5, Jp3 g5 = Jp3'pS
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~ 2.5 T'm), 105.2 nx (4,4-CF3, Jycpyp3 = Jycpyr
23.0, Jy.cpyFS = Jy-crypS 24.0 '), 108.5 1(2,2'-CF3,
Jo.cry-F3 =J2.crs-p3 34.0 I'n). Haiineno, %: C 32.08; F
56.74; S 10.70. M" 597.9153. C4F5S,. Boruncneno,
%: C 32.12; F 57.15; S 10.72. M" 597.9149.

2,2',3,3',5,5',6,6'-OxradTopaudenniicyibdan
(9). T, 41.5-43°C (44-45°C [17]). UK cmexrp,
v, eM 1 1633, 1618, 1594, 1493, 1439, 1381, 1271,
1244, 1230, 1176, 1122, 912, 893, 856, 723, 713,
669. YO crektp (rekcan), Ay, HM (1ge): 249 (3.99),
269 (3.93). Cnextp AMP 'H, §, m.1.: 7.10 T.1 (HH*,
Jyd 35 = Jyd g3.5' 9.5, Jydp26 = Jyt 20 7.5 T).
Criexrp SIMP 3¢, 8, m.1.:107.5T (C4’4', 2JCF 23.0T'm),
112.0 T (CH', 2Jop 20.0 Tu), 146.0 am (g
251.0 T'), 146.7 am ("Jep 250.0 T'). Crexrp SIMP
YF, 5, ma: 24.6 m (F»3>%), 28.6 m (F22:69),
Haitneno, %: C 43.56; H 0.59; F 45.99; S 9.60. M"
329.9741. C,,H,FgS. Bomuncneno, %: C 43.65; H
0.61; F 46.03; S 9.71. M+ 329.9744.

4,4'-buc(rpudropmerni)-2,2',3,3',5,5',6,6'-ok-
tapTopaudenmicyibpan (10a). Tt 64-66°C
(68-69°C [21]). UK cmektp, v, cM L 1647, 1619,
1593, 1483, 1404, 1331, 1186, 1157, 978, 949, 831,
715. Y@ cnektp (rexcan), Ay, HM (1ge): 254 (3.97),
280 (4.09). Cnexrp SIMP 13C, 8, mu: 1123 kot
(C*¥, 2Jp 35.0, ~ 12.5 T), 115.2 m (C11), 120.4
kM (CF;, Uep 276.0 Tn), 144.2 nm (g 264.0 T),
146.7 n.m (\Jgp 252.0 T). Criextp SIMP °F, 5, m.n.:
23.6 m (F33%>), 31.1 m (F>2:6), 105.3 T (4,4'-CF;,
J4_CF3_F3,5 =J4._CF3_F3',5' 22.0T'm). Haitneno, %: C36.42;
F 57.07; S 6.88. M" 465.9489. C,F,S. Bbiuucieno,
%: C 36.07; F 57.05; S 6.88. M 465.9492.

2,2',4,4'"-Terpa(rpudropmerna)-3,3',5,5',6,6'-
rexcapropaudenmiacyibpan (10b). T.our. 56-58°C.
UK cnexktp, v, cem 1 1633, 1595, 1483, 1466, 1448,
1371, 1333, 1238, 1198, 1169, 1134, 1078, 953, 881,
806, 763, 735, 652, 563, 538, 461, 440. Y® crektp
(rexcan), Ay BM (Ige): 306 (4.17), 282 (3.98), 260
(3.84). Crextp SIMP 13C, &, m.u.: 112.3 k1.0 (CH¥,
2Jcp 35.0, 18.0, 11.0 T'), 116.6 k1.1 (C>%, 2J - 33.0,
13.0, 3Jcp ~ 5.0 Tm), 120.2 k.M (CF3, \Jep ~275.5 Tn),
121.4 k™ (CF5, g ~ 275.0 Tw), 127.7 am (CHT,
2Jep ~ 18.0 T, 147.2 a.n.a (MJep 250.5, 2Jcp 14.0,
3Jcp ~ 4.5 Tw), 150.2 nan (Jep 273.0, 2 18.0,
3Jcp ~ 6.5 Tm), 153.7 nm (Mg 272.0 T). Crektp
SAMP °F, §, m.n.: 35.5 m (F®®), 37.6 YIIL.K.J (F>,
Jr34.cry= Jr3 4 cr;y ~ 240, JpS 56 = Jp5' g6 ~ 23.0 T,



1702

49.9 wxn (F>, Jpd o cpy = Jp3acry 330, Jpiacry
= Jp34.cry 22.5, Jp3p6 = Jp3p6 ~ 13.5 Tw), 105.3
A (4,4-CF3, Jy cpyp5 = Jycryrd 240, Jycpypd =
J4'-CF3-F3' 225 Fu), 1085 .0 (2,2‘-CF3, JZ-CF3-F3 =
J2'—CF3-F3V 330, J2-CF3-F6 = J2'-CF3-F6' 4.5 FH) Haﬁ,ﬂ[e-
Ho, %: C 34.30; F 60.38; S 6.06. M" 565.9422.
Cy6F1gS. Breruncneno, %: C 33.94; F 60.40; S 5.66.
M" 565.9428.

2,2',3,3',5,5',6,6'-OkTadpTop-4,4'-nuxaopaude-
Huaucyabpan (11). I'X 99.6%, tmm 60-62°C
(57.5-58.5°C [31]). MK cmektp, v, cM L 1622, 1485,
1446, 1389, 1375, 1335, 1254, 1007, 964, 955, 820,
611, 509. YO cnektp (rexkcaH), Ay, HM (lge): 234
(4.26), 250 (4.23), 289 (muteuo, 3.86). Cnektp SIMP
B¢, §, ma: 113.9 1 (CHY, 2J.p 21.0 Tw), 115.9
1 (C*, 2Jp 19.0, 3Jop 3.0 Tn), 144.2 nm (Mg
254.0 Tw), 147.1 am ({Jgp 251.0 T). Crexrp SIMP
YE §, ma: 233 m (F33), 30.7 m (F>2:69),
Haiineno, %: C 33.53; C116.56; F 34.76; S 14.87. M*
429.8679. C;,CL,FgS,. Berunucneno, %: C 33.43; Cl
16.45; F 35.25; S 14.87. M* 429.8685.

2,2',3,3',5,5',6,6'-OxradTop-4,4'-qnuxnopaude-
Huiacyabgpan (12). T.mor. §7-89°C (92-93°C [31]). UK
CIIEKTD, V, em 1: 1473, 1452, 1390, 1377, 1257, 1030,
999, 958, 820, 739, 729, 633, 600, 517. Y® crekrp
(rexcan), Ayao HM (1g€): 224 (4.41), 227 (4.42), 253
(4.27), 227 (4.24). Cnextp AMP 13C, §, m.1.: 109.6 T
(CH¥, 2Jop 21.0 T, 114.7 71 (CHY, 2J0p 19.0, 3 g
2.5 Tn), 144.3 am (Ugp 253.0 Tn), 147.0 am (Mg
252.0 T'm). Ciextp SIMP '9F, §, m.ji.: 23.0 M (E33%37)),
29.9 m (F22-6:), Haiineno, %: C 36.95; Cl 18.11; F
37.90; S 8.20. M+ 397.8958. C,,Cl,FS. Boraucieo,
%: C 36.11; C117.77; F 38.08; S 8.03. M 397.8965.

1,4-buc[(2,3,5,6-TeTpadTop-4-xjg0opdeHn.)-
cyabdanmil-2,3,5,6-rerpadropdenzon (13). T.m.
159-160°C. UK cnextp, v, cM 11476, 1466, 1406,
1396, 1379, 1257, 1246, 1012, 1003, 995, 822, 810,
737, 725, 644, 598, 519. YO cnextp (rekcaH), Ayypcs
oM (Ige): 222 (4.12), 259 (3.96), 288 (4.13). Cnektp
SAMP 13C, §, m.1.: 109.1 1 (CH1, 27 20.0 T'm), 113.0
M (C14), 114.9 1 (C*¥, 2] 19.0 Tn), 144.3 am (g
253.0 Tu), 146.5 n.m (Vg 255.0 Tw), 147.0 am (g
252.0 T). Criextp AMP 1°F, §, m.j1.: 23.1 m (F33"55"),
30.0 ¢ (F>339), 30.2 m (F?*96"). Haiineno, %:
C 36.96; Cl 11.90; F 38.88; S 11.09. M" 577.8631.
C,3CLF,S,. Beruucneno, %: C 37.33; Cl 12.24; F
38.36; S 11.07. M* 577.8621.

HUKVYJIBIIVH u gp.

(2,3,4,5,6-IlentapTopdenna)(2',3',5',6'-Te-
Tpadroppenna)aucyibpan (14). K pactBopy
0.74 r (3.70 mmons) eaTadTopoeH30THONA B 20 MIT
CH,Cl, mpu —10+-20°C mpu mepeMeImrBaHUU J10-
Oapnsun 1o karisiv 0.80 1 (3.70 mmons) 2,3,5,6-Te-
tpadTopbenzoncynphenmmxmopuaa [32] B 10
CH,Cl,. Ilony4eHHblii pacTBOp NEpeMEIIUBAIN MPU
komHatHOU Temmneparype 0.5 1. CH,Cl, orronsum
Ha poTtanroHHOM Hcmaputene. Beixon 1.40 T (98%).
UK cnexktp, v, em 1t 1637, 1610, 1514, 1491, 1433,
1400, 1379, 1234, 1178, 1149, 1143, 984, 951, 920,
887, 856, 714, 669, 636, 513, 407. YO cnexrp (rex-
caH), Ayaeer HM (1ge): 241 (4.13), 282 (3.73). Cnektp
SAMP 'H, §, m.a.: 7.18 Tt (HY, Jy4' (3.5 9.5, Jyd' 2.6
7.5 T). Criextp AMP 13C, §, m.z1.: 108.9 .1 (C¥, 2Jp
23.0, 3Jcp ~ 1.0 T), 110.4 .ot (C!, 2Jep 21.5, Uep
4.5,3Jcp ~1.5Tn), 115.9 1 (C, 2J 21.0 Tw), 137.7
am (Jep 256.0 T, 143.2 1t (C4 g 260.0, 2Jcp
18.5, 3Jcp 5.0 Tu), 145.9 naan (Uep 252.0, 2Jcp
14.5.0, 3Jcp 10.0, 4Jcp ~ 5.0 Tn), 146.7 aa.an (MJeg
250.0, 2Jcp 14.0, 3Jcp 4.0, 4o 2.0 T), 147.4 110
(C%0, 1Jp 250.0, 2 g 10.0, 3Jcp ~ 4.0, 4cp ~ 4.0 Tm).
Cnextp AMP 9F 8, m..: 2.3 m (F>), 13.8 T (F4,
Jp4 3.5 21,0, J g4 26 3.0 T), 25.2 M (F3>Y), 29.6 m
(F2-%), 30.6 m (F>%). Haiineno, %: C 38.18; H 0.36; F
44.82; S 16.85. M 379.9368. C,,HF,S,. Beiuncieno,
%: C 37.90; H0.27; F 44.97; S 16.87. M 379.9371.

(2,3,4,5,6-IlentapToppenna)(2',3',5',6'-rerpa-
dproppenun)cyanpan (15). bpommenradropoeHson
(0.47 1, 1.90 mmoip) 1 0.49 T (2 Mmmoib) 2,3,5,6-Te-
tpadropbenzonruomnsta menu(l) Harpesanu mpu 95—
105°C B 4 M JIM®A B Teuenue 12 49 mpu mepeme-
mUBaHUU. PeakIMOHHYI0 MacCy OXJIaXTajil U BBLUIH-
BaJIM B 8 MJI BOJIbI ¥ 4 MJT KOHIIEHTPUPOBAHHOW COJISTHOM
kucnotsl. JkcrparupoBanu CHCl; (3%5 M), cymmim
CaCl,. Beixon 0.64 r (77%) BemiecTBa ¢ CoAep:KaHU-
em cynbdana 15 79.0%. Bosronsum 0.52 r morydeH-
HOTO BEIIIECTBA B CTATHUECKOM Bakyyme mpu 85-90°C
u ~12 mm pr.ct. [Tomywyanu 0.36 r npoaykra ¢ coaep-
skaHueM cyabdana 15 91.5%. [epexpucraniuzanuneit
u3 rexkcana nomydanu 0.28 r aHATUTHYECKH YHCTOTO
coemuaenmst 15. T.aur. 53-55°C (52.5-53.5°C [17)).
UK cnexktp, v, cm 1t 1641, 1620, 1518, 1491, 1439,
1408, 1290, 1261, 1236, 1176, 1128, 1119, 1090,
1026, 976, 916, 893, 856, 729, 714, 669, 638, 515,
434, 409. Y@ cnektp (rekca), Aya. HM (1ge): 229
(3.84), 248 (3.92), 266 (3.90). Cnextp SIMP 'H, 5,
M 701 ©r (HY, Jgd p3.5 9.5, Jyd 2.6 7.5 T).
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Crextp AMP 13C, §, m.n: 106.0 ™ (C!, 2Jop ~
20.0 I'm), 107.8 7.1 (C¥, 2Jcp ~ 23.0, Jop ~ 1.0 Tm),
111.9 =™ (C", 2Jop ~ 19.0 Tw), 137.7 am (MJep
255.0 Tm), 142.5 nr1 (C*, U 258.0, 2o ~ 13.5,
3Jcp 5.0 T, 1459 nanna (Jep 252.0, 2Jep 15.0,
3Jcp 10.0, g ~ 4.5 Tn), 146.5 naan (MJeg 249.5,
TJCF 14.5, 3Jcp 4.0, “Jcp 2.0 Tw), 147.3 n.ara (C>5,
Jop 250.0, 2Jcp 11,0, 3Jcp ~ 4.0, 4cp ~ 4.0 Tn).
Crextp SIMP F, §, m.1.: 1.9 m (F3), 19.9 1.1 (F%,
Jg4 3.5 21.0, Jp4 2.6 3.0 T), 24.9 m (F3>), 28.5 M
(F2°9, 30.1 m (F%). Haiineno, %: C 41.08; H 0.18;
F 48.61; S 9.88. M" 347.9647. C|,HF,S. Bbruucieno,
%: C 41.39; H0.29; F49.11; S 9.21. M" 347.9650.
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Convenient Method for Synthesis of Symmetric Polyfluorinated
Diphenyl Sulphanes
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N.N. Vorozhtsov Novosibirsk Institute of Organic Chemistry, Siberian Branch, Russian Academy of Science,
prosp. Akad. Lavrent’eva, 9, Novosibirsk, 630090 Russia

*e-mail: maksimov@nioch.nsc.ru

Received July 8, 2021; revised July 28, 2021; accepted August 2, 2021

The thermal behavior of decafluorodiphenyldisulfane in its individual form, as well as in the presence of metals,
copper and iron, has been investigated. In a series of polyfluorinated compounds, a method for synthesis of
symmetric diarylsulfanes from diaryldisulfanes by the action of iron at high temperature has been suggested.
Decafluorodiphenylsulfane, 2,2',4,4'-tetra(triffuoromethyl)-3,3',5,5',6,6'-hexafluorodiphenylsulfane and a number
of other symmetric polyfluorodiphenylsulfanes containing hydrogen or chlorine atoms or trifluoromethyl groups
in the para-positions of the phenyl rings were obtained by this method in the yields up to 84%.

Keywords: polyfluoroarenes, sulfanes, disulfanes, thermal transformations, iron, copper
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