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UcTopust peakLMOHHOCNOCOGHOIo MHTEpMeanaTa

ApVHbI NpeACTaBAAOT CO60IM 0CO6bIN Knacc peakUyoOHHOCNOCO6HbIX MHTepMeaMaToB. [NepBoe akcnepu-
MeHTa/IbHOe NOATBEPXAEHME CTPYKTYPbl apuHa (aernapobeHsona) bbi1o NpoAeMOHCTppoBaHo B 1953
rofy B CEpUU 3neraHTHbIX 3KCMEPUMEHTOB C MeYeHbIMU COegVIHEHUSMU, NpoBeaeHHbIX XoHoMm [. Po-
6epTCoOM 1 COTPYAHUKAMW.

B 04HOM 13 Takux 3KCMepuMeHTOB X/I0P6eH30/, aTOM Yrnepoja KOTOpPoro B NosoXeHUn 1 6bia nome-
YeH paaroakTMBHbIM 4C, npopearnposan ¢ KNH, B xugkom NH; ¢ o6pa3oBaHMeM NpUMEPHO pPaBHbIX
KonmyecTs nsotornomepos A 1 B, a Takxe HeopraHunyeckori conn C. 3Ta peakums NpoTekaeT Yepes 06-
pa3oBaHVe apuHOBOro nHTepmeamara D.

» Cl KNH,
— > A + B + C

NH3(|)

2.1 N306pasuTte cTpykTypHble dopmynbl A, B 1 D, n npusegute popmyny C. Yka-  7.0pt
XunTe no3numm 4C-meveHbIX aTOMOB yrnepoja ¢ NoOMOLLbH 3Be304KM (*) Bes-
Ae, rA4e 3TO HY>XHO.

AHanmns *C-MeueHbIX NPOAYKTOB 6blN NPOBEAEH C MOMOLLbHO 3KCMEPUMEHTOB MO AerpagaLm

(1*C-meueHble aTOMbI He yKa3aHbl Ha CTPYKTypax). bblna n3amepeHa pagnoakTUBHOCTb NPOMEXYTOUHbIX
COeANHEeHMIN N KOHeYHbIX NpoaykToB (Batch - nopuwus).
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BaCO;
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HOZUOZH HN - NH, 4 oco,
Ba(OH
9 l (OH),
BaCO;
(Batch 2)
2.2 MNocTaBbTe ralouKM B BallleM /IMCTe OTBETOB B KBaJpaTuKK, cooTBeTcTByto-  9.0pt
Lyie nHTepMegmMaTtam 1 NpoaykKTam, KoTopble, Mo BalleMy MHEHWIo, NPosABAT
paAnoaKkTUBHOCTb.

KobasaLu c coTpygHMKamum paspaboTany ¢pTopua-mHAYLMPOBAHHbLIA METOA A/ YMPOLLLEHNS reHepaLum
apviHoB. C CNosb30BaHMEM 3TOr0 MeToza NPon3BoAHOE 6eH30na 3 6110 BBEAEHO B peakLmio ¢ pypa-
HoM 4 nog aenctereM CsF c obpasoBaHuem BelecTB E, F n G.

OSO0,CF; o
@i + <\ /7 + CSF —— > E + F + G
MeO SiMes MeCN

3 4

* DneMeHTHbI aHanm3 BellecTBa E nokasan cnegyrowmin cocta: 75.8% yrnepoga, 5.8% Bogopoga v
18.4% kncnopoga.

* E He COAePXNT NPOTOHOB, KOTOPbIE 06MeHMBanuCk 6bl ¢ D,O Mo AaHHbIM L H-AMP cnekTpockonuu.
* F - voHHOe coegnHeHe.,

2.3 OnpepenuTe cTpykTypbl E, F 1 G (6e3 ykazaHns ctepeoxmumunm). 8.0pt
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B oTcyTCTBME HYKNeodpuna nav pyroro nepexsaTbiBalOLLEro areHTa, apyHbl BCTYNAOT B OnpejesieHHbIX
YyC/I0BUSIX B peakuun [2+2]-umknogmmepusanin nnn [2+2+2]-uuknorprumepusaumm. ApHoBoe npoms-
BOZHOe, KOTOpOe 06pasyeTcs Npu B3aUMOLencTBmN 3 C 0g4HMM dKkBMBaneHToM CsF B MeCN, moxeT aaTb,

TeopeTUYeckn, YeTbipe pasHbIX NPoAyKTa AMMepusaumm n Tpumepmnsaumm (H-K).
* H nimeeT ABe NNOCKOCTU CUMMETPUN.
« B 13C-IMP cnekTpe I Habntogaetcst 21 curHan.

* B macc-cnektpax I n ) Habnogaetca curHan ¢ m/z 318.1.

16pt

24 OnpepaenuTe CTPYKTYpbl coegnHeHn H-K.

Korga 5 pearuvipyeT ¢ 5-keToa¢pupom 6 B NpucyTcTBUU ABYX 3KBMBaneHToB CsF npu 80 °C, B KayecTse
OCHOBHOIO NpoAykTa o6pa3yeTcs Bellectso L. Ans BewecTBa L nonyyeHsbl cnegytoiume gaHHble 'H-AMP

n B3C-AMP (B CDCl,):
« 1H-AMP: 6 7.79 (g4, / = 7.6, 1.5 T, 1H), 7.47-7.33 (¢, 2H), 7.25-7.20 (M, 1H), 3.91 (c, 2H), 3.66 (c, 3H),
2.56 (c, 3H) m.A.
« 13C-AMP: § 201.3, 172.0, 137.1, 134.4, 132.8, 132.1, 130.1, 127.5, 51.9, 40.2, 28.8 m.A.

OSO,CF; G O CsF (2 equiv)
= L
@: . * HSCMOCHs MeCN
SiMe;
5 6
25 OnpepenuTe CTPYKTYpY L. 5.0pt
4.0pt

2.6 Kakoe(ne) yTBepxeHne(s) B 11MCTe OTBETOB onucbiBatoT posib CsF B peakumn,

npvBeAeHHON B 3agaHnun 2.5?
* 3HadveHns pK, ana HF n g-ketoadumpa 6 B gumetuncynbdokcmae (DMSO)

cocTaBnaAroT nprimepHo 15 1 14, cooTBeTCTBEHHO.
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,ﬂ,VIaBaI'II/IPOHOBOE npomnssogHoe 8 ABnaeTCca nonesHbIM peareHToM ana NnoCTpoeHA pasnnyHbIX LNKAN-
veckux cucrtem. Ero nony4vyeHume n3 q)EHVIJ'IFJ'IVIOKCVIJ'IOBOF/‘I KNCNOTbl 7 N NCNONb30BaHME B ABYX Pas/NyHbIX
peakumax onmcaHo HLXe.

* Qu T - rasbl Npy KOMHATHOW TeMnepaTtype.
* O n P - cTpyKTypHbIE U30Mepbl.
* Q He nmeeT curHanos B NK-cnekTpe.

* HarpeBaHue 1 monb R npu 85 °C npnBoAUT K 06pa3oBaHunio 1 MOSIb peakLMOHHOCMOCO6HOro NH-
Tepmeguara S.

* Peakuyvia 8 c ABymMA s3kBmBaneHTamu S gaet U, Qu T.

0 o DCC 0
Ph” co,H  CrHeN20 Ny O

7 Pph 8
H,C—==—NEt, Ph
(1 equiv) )YO S (2 equiv)
o + P *+Q N u + a + T
NYO
Ph 8

)\AONO

CO,H  CF5CO,H (cat) 85 °C
o e ee
NH,

o,

MpumeyaHue:
equiv = a3KkBUBaNeHT

cat = kaTanmsaTtop

2.7 OnpepaenuTe CTPYKTYpbl coegmnHeHni M-U. 28.0pt




