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3-(Mepdoropankun)-nporun oguabl (C,Fon+1CHoCHLCH,L, 1a-e, n = 4, 6, 8, 9, 10) aBnsawTCA
BaKHbIMW peareHTamn WU CTPOUTENbHbIMW GnoKamMu Ans ¢gomopxumuu [1], maTepuanoBeneHus [2],
Xumumn nonumepos [3], n paspabotku nekapcts [4]./IX CUHTE3bl NperMyLLEeCTBEHHO OCHOBaHbl Ha
npeBpalleHuy npeawecTsyowyx F-cnuptoB B oauabl. [nsa nabopaTopHOro CuHTe3a Takux
pmopcooepawjux MoanaoB BMNOMHE AOMYCTUMO MWCMNOMb30BaHME pPeakuMoHHbIX cuctem: Kl/
dhocpopHas kucnota [5], Nal/xnoptpumetuncunad [4] nnn 1,/P(CgHs)s/vimmnaason [6].

OpHako 34ecb Mbl MnokasbiBaeM, 4To ioaug coccphopa (lll), nonyyaembii in Situ U3 KpacHOro
chocchopa u ioga, pearnpyeT ¢ 3-nepdTopankunnponaHoiamu (2a-e) nam pTopucTbiM 6yTaHonom (2f)
C 06pa3oBaHNeM 3arnaBHbIX COefMHEHUI C BbICOKMMU BbIXOL4aMM NPU BbICOKOA YACTOTE.

Precfrlz
Rfn” T~ OH = Rfn” T~
Argon,140°C, 2h
2af 73-87% laf

R =(a) n-C4Fg. (b) n-C5F ;. (c) n-CgFy,. (d) (CF4),CF(CF.CF,)s. () n-CyyFs,. (F) n-C4F;CH,

DTOT npoLecc Nerko MOXHO MaclwTabupoBaTb /1 CUHTE3a HEeCKOSIbKUX COTEH rpaMMOoB, €C/iun
perynupyemoe BBeAeHME iioga B WHEPTHOW aTmocdepe OCYLIEeCTBASIETCA C  MCMNO/b30BaHUEM
«mepmopacn/iasHol KanesibHoli BOPOHKU» (PucyHok 1) [7].

MpegwecTeytowme  3-nepdropasiknnnponaHosibl  [8] MOXHO MPUIOTOBUTbL  BOCCTAHOBJ/IEHVEM
COOTBETCTBYIOLUMX afAyKTOB F-oA-rMapuHa, NnosyyveHHbIX npucoeinHeHnem nepdtopankunioamaos
K aNIWwioBOMY CNVMPTY B MPUCYTCTBUM  pafMKasibHbIX WHULMATOPOB, TakMX Kak a30-ouc-
(M306y TUPOHUTPWUA) [9] NN OKMCIMTENBHO-BOCCTAHOBUTENBHOMN cucTemMbl Cu(OAC),/rmapasuH ruapart

[10]. YnomsiHyTble F-Ao4-rMapuHbl — 3TO NIETYUYME MNPOMEXYTOYHble COeAVHEHWs, MO3BO/SOLLMe
npuroTaBnmBaTb LEHHble @mopucmsblie CTPOUTENbHbIE OGN0KW, BK/KOYaA Takke ¢hmopucmsie
annunosble cnupTbl [11].

[Nony4yeHHble NPOAYKTbI OXapakTepunsoBaHbl -, B¢ n 19 amp cnektpamn n I'X. NMocnegHue
cnefbl CMUPTOBBLIX MPUMECEN MOXHO YyAanATb, obpaboTtaB uXx 3gdumpHbIi pactBop P,0s/SIiO,

(SicaPent) [12], nnun neperoHkoin Hag CaH, [3].
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MepdTopankun-nponaHonbl (2a-e) 6bIN NPUIrOTOBMIEHLI COMIACHO TOMY, Kak M3M0XeHo B [8a], ¢
yncToTon no MX >98%. dTopuCTbIi 6yTaHoN 2f GblST NPUTOTOB/IEH aHATOTMYHO, HO C UCMNO/Ib30BaHNEM

romoas1ninnoBoro cnmpta [13]. 1H-, 1B¢c- n 19F-amp CNEKTPbI PErnMcTPUpoBa/In C NOMOLLILIO Nprbopa
Bruker Avance 250 ¢ wucnosnb3oBaHvem 5 MM ronosku obpartHoro 3oHga 1H/13C/31P/19F npwu
KOMHaTHOW Temnepartype. Xumuyeckue casuri (0) nNpvBEAEeHbl B 4acTAX Ha MWAIMOH  (ppm)

OTHOCUTE/IbHO BHYTpeEHHero ctaHgapta TMS (& =0.00 ans 14, 5 =0.00 ons 13C) N OTHOCUTE/IbHO
CFCl3 B KavecTBe BHellHero cTtaHgapTta (0 =0.00 ana 19F). Touku nnaefieHNs onpefensanu c

NMomoLLIbIo annapara boeuus Ana MUKpo-onpeneseHns TOUKN NAaBneHns 1 ganee He KOppekTUpoBasiu.
MOHUTOPWHI peakLuiin OCyLLEeCTB/IANN C NOMOLLLIO ra3oBoit xpomartorpadumn (Hewlett-Packard 5890
Cepus I, PONA [cwuuTas MeTuUncunnkoHosas cmonal B KonoHke pasmepom 50 m x 0.2vm x 0.5 mm,
ras-Hocutenb Ho, ML, aetektop; Pexum: 120 °C, 5 muH, 10 °C/muH, 250 °C, 5 muH Unx: 250°C, feT:

280°C).
TunuuHasa npouegypa (TM):
1,1,1,2,2,3,3,4,4,5,5,6,6,7,7,8,8-F'entagekactop-11-iiog-yHaekaH (1c)

BbICYLLEHHbI HA OrHe YeTbIPEXTOW/IbIA CTEK/ISAHHBIA peakTop 06beMoM 1 nutp 6bis1 060py0BaH
MELLa/IKO, TepMOMETPOM, ’'mepmopacn/iasHoll  KanesibHol  BOPOHKOU W W KOHAEHCAaTOpoM,
npucoeuHEHHbIM K aproHoBoMy Garinacy. 3ateM B peakTop 3arpy3wiv nepdTopoKTuANponaHon (2c,
574 1, 1.20 monei) u kpacHbli ¢poccpop (13.0 r, 0.42 monsa P), npuuem B ' ' mepmopacn/iasHyto
Kane/ibHyt0 BOpPOHY' 3arpy3unu inog (160 r; 0.63 monsa |,). Cmecb Harpenu Ha macrnsHoii 6aHe [0

Temneparypbl npumepHo 100°C, noka (TOPUCTbIA CNMPT He pacnnasBuiCcH, 3aTteM Havyau
nepemelLmBaHue, a gobasneHve ioga peryanpoBasiv nogadvein Toka ropsayero Bosgyxa C MOMOLLbH
TepMmodheHa; Ha 3aBeplueHve fobasrieHus noga Tpebyetcs okosio 60 MUHYT. PeakuMOHHY0 CMech
rpenun 1 nepemelLvBasniv B TeYeHe 2 4acos npu Temrnepatype BHyTpu cmecu 135-140°C. MacnsHyto
6aHl OTCTaBWAW, PEakLMOHHOM CMecu Aann OCTbiTb A0 ~40°C, a NPOAYKT B XMAKOM COCTOSIHUM
otgenunu oT ocagka HzPOz n nepeHecnu B Konby 3pneHmeiiepa. ocne pasgeneHvs Mexay

adompom (1 n) n Bogoit (0.5 n) n obecuseumBaHna BogHbIM pacTBopoM NaHSO4 nonyyeH 6ecuBeTHbIN
aKcTpakT. Ero Bbicywniv (Nay,SOy), NpotnibTpoBaUTn, a pacTBOPUTE/Tb UCMIAPWIN NPU AUCTUANALUN.

BnegHo-XenTbii OCTATOK OYUCTWIM BaKyyMHOW NeperoHkor v nonyumnmn 607 1 (86%) npopykTa,
6ecLBETHON XNAKOCTM C TOUKOM Knnenust 111°C/16 MM pT.CT., KOTOpas OTBEpPAEBAET MNP KOMHATHOM
TemnepaType u umeeT Touky nnasnenns 33-34°C (cornacHo M'X: 99.5%).

'H AAMP (250 MHz, CDCl3) & 3.24 (t, 2 H, CH,l), 2.08-2.33 (2 m, 4 H, CgF17CH,CH,); 1°F AMP 3
-81.9 (t, 3F), -114.5 (2 F),

-122.7 (6 F), -1235 (2 F), -124.2 (2 F), -127.0 (2 F); 13C AAMP & 32.30 (t, CgF;7CH,); 24.66 (t,
CH,CH>l); 3.65 (s, CH,CH,I). 9T0T npoayKT Aaet 1H- 19 and 13C amp CMEKTPbl, TOUKY KUMNEHUS,
TOUKY NaaBneHns 1 YucToTy no MX Takue xe, YTo CoobLaIMCh paHee Hallel nabopartopueit [12].

1,1,1,2,2,3,3,4,4-HaHocpTOp-7-il04-renTaH (1a)

R¢s-nponaHon (2a, 33.4r, 120 MMmO/b) npopearvpoBasii € HeboNbWWUM  U36bLITKOM  Plg
[npurotoBnexHoro u3 kpacHoro dgpocdpopa (1.30 r, 42 mmonb) n ioga (16 r, 63 MmMonb |,)] B 3aKpbITON

TO/ICTOCTEHHOW NupeKc-Tpybke o6bemom 250 mn B TeveHne 3 yacos npu 135-140°C n nonyunnun Ha
BbIxoge 34.0 r (73%) 6ecuBeTHOro macia, Touka kunerus 70 °C/15 mm pr.cT., (Mpoba M'X: 98%).

'H AMP (250 MHz, CDCl3) § 3.23 (t, 2 H, CHyl), 2.06-2.32 (2 m, 4 H, CgF17CH,CH,); 1%F AMP &
-82.3 (t, 3F), -115.1 (2 F),

-1255 (2 F), -127.2 (2 F); Bcamp 5321 (t, CgF17CH>); 24.5 (t, CH,CH,l); 3.1 (s, CH,CHl)
Mony4YeHHbIN NPOAYKT AEMOHCTPMPOBa NpuemsiemMble hn3nyeckme CBocTBa u 1H-, 19 3¢ gmp

CMEeKTPbl CXO4HbIE C TEMU, KOTOPbIE coobLanucs B [3, 4].

1,1,2,2,3,3,4,5,5,6,6-Tpngekadptop-9-iiog-HoHaH (1b)

R¢g-nponaron (2b, 2271, 0.60 mons) npopearnpoBasiv ¢ KpacHbIM cpocdopom (6.50 r, 0.21 monsa) un
ogom (80 r, 0.315 mons |,) cornacHo TunM4yHON nmpoueaype, B TeyeHne 2 yacos npu 135-140°C, u



HapaboTanu Ha Bbixoge 237 1 (81%) 6ecLBeTHOro Macsia, Touka kuneHust = 108°C/20 mm pr.cT. (Npoba
X: 99.5%).

1H AMP (250 MHz, CDCl3) § 3.23 (t, 2 H, CHyl), 2.07-2.34 (2 m, 4 H, CgF17CH,CH,); 1F AMP &
-82.1 (t, 3F), -114.8 (2 F),

1122.8 (2 F), -123.8 (2 F); -124.4 (2F); -127.2(2F). 13C SIMP & 32.2 (t, CgF17CH,); 24.6 (t, CH,CHsl);
3.0 (S, CHngzl)

MonyyeHHbI NPOAYKT AEMOHCTPUPOBaUT MpuemnemMble uandeckne ceoictBa U AMP cnekTpbl
CXOfHble C TeMU, KOTOpble coobLanCh B [2, 5].

1,1,1,2,3,3,4,4,5,5,6,6,7,7,8,8-F'ekcagekacpTop-11-iiog-2-tpuhptopmetTun-yHaekaH (1d)

N30-R¢g-nponanon (15.84 r, 30 mmonb), kpacHbli dpocdop (0.325 r, 10.5 mmornb) 1 1iog, (4.00r, 15.75
MmOk |,) NpopearvpoBanin B 3aKpbITO TONCTOCTEHHOM NUpeKC-Tpy6Kke B TeyeHne 5 yacos npu 135-

140°C n HapaboTanu Ha Bbixoge: 14.33 r (75%) 6ecuBeTHOro macna, Todka kuneHns = 110°C/1.0 mm
pT.cT. (Mpoba NX: 98%), Touka nnasneHns = 28-29°C.

'H AAMP (250 MHz, CDClg) 8 3.25 (t, 2 H, CHal), 2.07-2.35 (2 m, 4 H, CgF17CH,CHy); 1°F AMP 3
-72.2 - (-72.4) (m, 7 F),

-114.2 (2 F), -115.4 (2 F), -121.2 (2 F); -122.0 (4 F); -123.9 (2F). 13C AMP & 32.3 (t, CgF7CH,); 24.7
(t, CH,CHol); 4.1 (s, CH,CH,l)

1,1,1,2,2,3,3,4,4,5,5,6,6,7,7,8,8,9,9,10,10-reHenkocadpTop-13-ioa-TpugekaH (1e)

R¢10-nponaxon (2e, 11.56r, 20 Mmosb), KpacHbIin dpoccpop (0.22g, 7 MMorb) 1 1iog, (2.67r, 10.5 mmonb
I>) NpopearMpoBasn B 3aKPbITOM TONICTOCTEHHON NUPEKC-TPyOKe B TeueHre 4 yacos npu 135-140°C u

HapaboTanu npoAaykT. Cblpoli NpoayKT (~14 r) nepekpuctannmsoBasn n3 uuknorekcada (90 ma) u
nonyunnu 11.96 r (87%) 6enbix KpUCTaU10B, TOUKa nnaesieHus: 75-76 °C (npoba MX: 97%); cornacHo
nutepatype [14] Touka nnasneHus = 80-82°C.

'H AMP (250 MHz, CDCl3) § 3.25 (t, 2 H, CHyl), 2.08-2.34 (2 m, 4 H, CgF17CH,CH,); 1F AMP &
-81.2 (t, 3F), -114.2 (2 F),

-122.2 (10 F), -123.2 (2 F); -123.9 (2F); -126.6 (2F). 13C AMP & 32.3 (t, CgF{7CH,); 24.6 (t,
CH,CH,l); 3.8 (s, CH,CH,l)

1,1,1,2,2,3,3,4,4,5,5,6,6,7,7,8,8-F'enTtagekactop-12-iiog-poaekaH (1f)

R¢g-6yTaron (10.1 g, 20 mmMorib), KpacHsblin doccpop (0.22r, 7 Mmonb) 1 itof (2.67 1, 10.5 mmornb |y)

npopearpoBasin B 3aKpbITON TO/ICTOCTEHHON MUPEKC-TPyOGKe B TeueHne 9 yacoB npu 135-140°C wu
HapaboTaH npoaykT. Beixog 10.07 1 (82%) 6ecuBETHOM XUOKOCTMW, NOC/E MOEKYISAPHON NEepPeroHkKu
(temnepatypa 6aHu: 135-140°C/1.0 MM PT.CT.), Touka nnaeneHus = 40-42°C (npoba X: 97%).
CornacHo nutepatype [13] Touka nnasneHns = 50-51°C.

'H AMP (250 MHz, CDCl3) 3 3.21 (t, 2 H, CH,l), 2.20-1.71 (m, 6 H); °F AMP & -81.4 (t, 3 F), -114.9
(2 F), -122.5 (6 F),

-123.3 (2 F); -124.4 (2 F); -126.7 (2 F). 13C AMP & 32.9 (s, CgF17CH); 30.2 (t, one of CH,CH,CH,CF );
21.7 (t, one of CH,CH,CH,CF, ); 5.2 (s, CH>l).
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PucyHok 1. Tepmopacn/iasHasi kane/ibHasi BOPOHKa (CM. CCbIKY [7])

‘TepmopacnnaBHas’ kanefnbHasd BOPOHKA — 3TO annapar A8 NowaroBoro Aob6aBneHus TBepablX
BELLeCTB B MHepPTHON aTMmocdpepe. OH 6blN1 U3rOTOB/EH U3 COEAVHEHUS Tuna «wun-nas», rge na3 ST
29/32 v wun ST 14/28, oba vmelT A/iMHYy 60 MM, U CTEKIsAHHON Tpy6ku 38mm AnvHou 120 mm.
YNoMsHyTble COeiHEHNS NPUBasIbLOBaHbI K CTEK/ISIHHOW Tpy6Ke. Mepes ncnonb3oBaHWeM annapara
ero 3aKkpenwin B BePTUMKa/IbHOM MOJIOKEHUN, WU B HEro MNOMECTUIM HebOo/blon T-06pasHbIi
CTEKNSAHHBIN orpaHnumTesib (15 MM *6 MM *25 MM), 4TOGbI NPefoTBPaTUTL NafeHne TBepAbIX YacTul,
Korga vxX MomeLalT B BOPOHKY. ‘TepMopacr/iaBHas’ KanesibHas BOPOHKA MOXeT ObiTb 3anosiHeHa
HWU3KOMNaBKMMW TBEPAbIMY BELLECTBaMM, TaKUMU KakK WOATMAPVH WK of. 3aTem BOPOHKY 3aKpbl/iv €
MOMOLLbIO 3arnopHoro kpaHa ST 29/32 v npucoeguHUAN K YeTbipexrop/ioMy peaktopy. CKOpoCTb
[106aB/1eHVs ofa Nerko perynnpoBasiacb HarpeBaHWEM HUKHENO KOHLLa BOPOHKM ‘TOPSAYMM BO34YXOM’
13 TepMopeHa, NoCKoNbKy T-06pa3Hblii CTEKSAHHBIN OrpaHUYnTeNlb HE NPEeNnATCTBYET NpUKanbiBaHWo
pacnnasfeHHOro iopa. W3rotoBneHve W MpYMEHEHWe Y/yYLIEHHOW KanenbHOMW BOPOHKW A1
[o6aBneHns XNAKOCTEN v pacniaBoB Y)XXe onncaHo paHee [15].
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