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M3obpeTeHne oTHOCUTCA K HOBOMY Knaccy AnacmnpoB 1 cnocoby Nx Nony4eHns.

MpocTble anadmpsl, ABNAOLMECH NPeAMETOM HaCTOSILLErO M306peTeHUsi, MOXHO UCMOb30BaTh B KayecTse
[o6aBoK B roptoyee (rge OHM MPUBOAAT K YBEMUYEHWIO OKTAHOBOIO 4Yucra), B KayecTBe pacTBopuTenen, B
KayecTBe areHToB Ans 06pa3oBaHMs KOMMIEKCOB MOHOB METAMMoB, 1 Npy NonydyeHun katanusaTtopos Linrneppa-
Hatra, B kauyecTBe BHELUHWUX JOHOPOB. Vcrnonb3oBaHue NpeanokeHHbIX AN3arpoB NO3BOSSET NOBbLICUTL BbIXOA U
CTepeoperynsipHoOCTb Nony4aeMbiX NPOAYKTOB.

MpocTbie aMadmpbl cornacHo n306peTeHus nmerT obLwyto dopmyny |:
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roe R - ogvHakoBbl UM pasnmMyHbl U npegctaensatot cobon H, C1-Cgankun NUHERHbIA um pa3BeTBJ'IeHHbII/I Cs-
Crsumknoarnkun, Ci-Cigapun, Ci-Cisankunapun unu Ci-Cigapurankun, npu ycriosuu, uyto R u R' ofa He
asnsatoTca H, n korga R 1 R npepctaBnsioT cobow ankunbHble pagvkansl OHM cogepxat 3 nmm 6ornee aTomoB
yrmepona,

R u RY" opguHakoBbl nnm pasnuyHbl U NpeacTaBnsaT cobon c'C™ankun MHeiHbIn 1w passeTBneHHbIn, Ci-
Crsumknoankun, Cq- C1eapvu'| C1-Crgankunapun unu C+-Cigapmnarnkun,
nsa unn Gonee R-RY' mMoryr 6biTb CBS3aHbl C 0GPa3OBaHMEM LIMKIMYECKOM CTPYKTYPbI, MPU YCIIOBUM, UTO
NCKIoYaKTCs Anadmphbl, B KOTOPbIX BCE R' RV I'Ipe,qCTaBJ'IFHOT cobon BooopoA, ankunbHble paavkans cogepxar
3 unu Gonee atomoB ymepoaa, a R, R, RY n R" Bce sBnsiiotes ankunbHbIMM pagvkanami, kak onpeaeneHo
BbILLE.

HoBble npoctble Anadmpbl MOryT ObiTb MOMYYEHbI C MOMOLLBIO pa3nuyHblX cnocoboB. B gaHHoOM cniyyae
npeanaraeTcs cnocob, BKYaLWmii cTaguio B3amMMmoaencTams amona gopmynsi |l
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C CoedVHEHVEM q)opmynbl RY-X, unm RY-X, unn ux cmecsio (rae X = ClI, Br, I, CeHs-SO3, n-CHaCeHa-SO3,
CH3S03), roe R- RY uMeloT 3HaueHMs yKasaHHble BblLUe.

Mpumepamm NpoCTbIX 3GMPOB AaHHOTO N30OPETEHNS, ABNSIETCA CNEeAYIOLLMIA NepeYvyeHb COeaNHEHWN:

2,2-agndpeHun-1,3-guMmeToKCcMnponaH,

2,2-anbenHsnn-1,3-gumeToKkcunponaH,

2,2-6uc(umknorekcunveTvn)-1,3-gMMeToKCMnponaH,

2-n3onponun-2-umknorekcmnvetun-1,3-oMMe ToKCMnponax,

2-n3onponun-2-uvknorekcun-1,3-aMmeToKcUnponaH,

2-n3onponun-2-umknoneHTun-1,3-gumeToKcvnponaH,

2,2-gyuuknoneHTin-1,3-gMmeToKkCunponan,

2,2-gnuuknorekcun-1,3-oMMeToKcMnponaH.

[anee n3obpeTeHne unnocTpupyeTcst NpuMepamu.

[ns nogTBEpPXAEHUA MONE3HOCTM M NPEUMYLLIECTB BCE X IPYNN coeanHeHWA dopmynbl |, npMBeaeHbl MpUMepsbI
12, 13, 14 n 15 n npumepsbl cpaBHeHus 1 u 2 (tabn. 1). B nepeuncneHHsIx npuMepax KatanmTuyeckne cucTeMmsl,
cogepxawme Avacmpbl, nognagatlwme noa onpeaerneHne HacToswero nusobpeTeHus, NO3BOMSAT MOMYMUTb
NyyLLUME BbIXO4 U CTEPEOPENYNAPHOCTL, B CPABHEHUUN C U3BECTHBIMU KaTanuTUYECKUMM cUcTeMaMmn U cucteMamm
U3 NpMMeEepoB Ansi CpaBHEHUs, YNOMSHYTbIX Bbille. B npumepax ona cpaBHeHus 1 1 2 nonvmepumsaumio NpoBo-
annu ¢ guadmpamu, BeIXO4AWMMUN 3a paMkn obbema HacTtoswero n3obpeteHns (T.e. 2-gumeTokcnaTtaH u 1,3-
anmeTokcunponaH). Mepsbii Gbin nonydeH ot Aldrich, BTOpoi siBNsieTcst M3BECTHLIM COEOUHEHUEM U MOMy4eH
onucaHHelM MeTtogoM. lMpumepsl 7, 8, 9 n 10 kacalTca cMHTE3a ANSCUPOB, UCMOMb3YEMbIX MPU MONYHEHUN
KaTannTMyeckmx CUCTEM A11S MOSMMepuU3aL .

Cnocob nonydeHus TBepAoro KaTanMTU4Yeckoro KOMMOoHeHTa u cnocob normmepwusaumm (cMm. npumep 11)
ABNAETCS aHaformMuyHbiM Kak B cry4yae AvM3dMpOoB COMMacHO HacTosiweMy u3obpeTeHuto, Tak M B criydae
N3BECTHbIX MPOCTbIX NONM3cMPOB.

Mpwmep 1. MonyveHne 2,2-an3o6ymmn-1,3-guMeTokCMNponaHa.

a) NonyveHne aumzobytunatMnmanoHaTa.

B 250 mn konby, cHaGXeHHY0 MeLlankomn, XonoANTbHUKOM, 3arpy304HON BOPOHKOWM, TEPMOMETPOM U TPYOKOM
ONng nopjaw rasoB, 3arpyxatoT B noTtoke asota 100 r 6esBogHoro staHona u 5 r (0.22 momb) Na. Korga
pacTBOpeHuWe HaTpua 3akaH4mBaeTcsd, nogatoT 16 r(0,1 Mmornk) AuaTunmanonaTa n nepeMeLLnBaoT NPU KOMHATHON
TemnepaTtype B TeYeHMe HeCcKOoNbKMX MUHYT. 3atem pobaensioTt 28 r usobymnbpomuga (0,21 monb) U cvecs
noaeepratoT gednerMauum npu NnepemMeLuMBaHum a tTedeHme 6 u.

3atem pobGaenawT 7,5 r cyxoro stmnaTta Hatpus (0,12 momb) u 14 r n3obymmn 6pomuga (0,1 mMornb).
MepemelwwmBaHme 1 gedrermaunio NpoaoITKatoT eLle B TedeHue 8 u.
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Bonblwyto YacTb pacTBOpUTENSA OTFOHAIOT MpU  MOHWKEHHOM fAaeneHun (50 MM pT.CT.), a ocTaToK
akcTparmpytor 200 mn rekcaHa. [locne OTIOHKM rekcaHOBOro pacteopa nonyqawT 155 r annsobyrtuna-
mnMmanoHata ¢ T. kun. 145-146°C (20 mm pT.cT.). DTOT NPOAYKT, Aanee, NOABEpPranM aHanmM3y Ha 4uc
TOTY C NOMOLbK ra3oBon Xpomartorpadmm (nnowans OcHoBHoro nuka) (97,5%), 4to cornacyetcs ¢ npobou
Ann3006yTMnaTunManoHaTa, nony4eHHOro B COOTBETCTBUU C ONMUCAHUEM, NPUBEAEHHBIM BeHTNK 1 MepkuHbIM. B 1.
Chem. Soc., 73,61.

B) MonyveHune 2,2-ann3obymn-1,3-nponaHguona.

B ToT e annapart, 4to6 ObIN onucaH Bbille B @), BBOAAT B noToke asota 100 mn AUMSTMNOBOro NpoOCTOro
adwmpa n 3 r LIAIH4(0,079morb).

3ateM no kannsam B TevyeHue 1 4 npu OOHOBPEMEHHOM 3HEPIMYHOM MepemeluvBaHuMM faobaensioT 155 r
ann3odyTMnatunManoHaTta nu3 a) u cMecb nogeepratoT gedrermauum B tfedeHme 30 MUH.

[anee peakUMOHHYIO CMecb BbINMBaAlOT B cocyd, cogepxawmii 100 r nbaa,, NogKMCNEHHOro pa3baBneHHoM
HCI n akctpammpytoT 3 nopunsmu no 100 Mn atTmnoBoro npocToro agmpa.

Mpocton adwmp BbinapuBaT 1 nonydaoT 10 r cbiporo mMaTepvana, KOTOPbIN MOCMe Kpuctannusauum us
rekcaHa gaet 8,5 r 2,2-gum3o6ymmn-1,3-nponaHgnona ¢ 1. nn. 75-77°C, a anemeHTHbIn aHamm3 gaet C =70,3% u
H=12,6%.

TeopeTnyeckoe 3HaveHne anst C11H2402 coctaBnsieTr C=70,21% n H=12,7%.

c¢) Monyyenune 2,2-agnn3obytun-1,3-gumeTokcrnponanHa.

B TOT xe annmapaT, 4to ObIN onucaH Bbilwe B a), nogakwT B amocdepe asota 8,5 r (0,06 monb) 2,2-
ann3obytun-1,3-nponaHamona, 200 mn guokcaHa u 15,4 (0,136 mornb) TpeT-6yTnara kanus.

Cmech nepemelLnBaloT Npu KOMHATHOM Temnepatype B TedeHme 30 MuH, a 3aTem no kannam godaenstot 20 r
CHal (0,14 monb). Bo Bpems 3701 npoueaypbl TemnepaTtypa nogHumaeTcsi cnoHTaHHo ao 50°C.

CnycTst 2 4 fo6aBnsoT 4ONOMHUTENBHOE KONMYECTBO TpeT-0yTnnata kanus (154 r, 0,136 monb) n CHal (20T,
0.14 mormb) u cvecb nogpepraloT peduiekcy B TedyeHne 1 4. PeakuuoHHyi0 mMaccy unbTpyloT U dunbTpaT
OTFOHSAIOT NPU NOHWKEHHOM AaeneHuun. Cpeay opyrmx npogyktoB nonydatT 7,4 1 (34,3%) 2,2-gumsobytun-1,3-
A/METOKCHNPONaHa, MMetoLLero T. K. 100-101 °C (22 MM pT.CT.), UuctoTa KOTOPOrO, OonpeAeneHHas ¢ noMoLLpio
razosorn MKX xpomaTorpadmu, coctasuna 99% (nrowanb xpomaTorpadmyeckux nmkos), no® 1,4337. Onewm.
aHanus C 72,05%; H 13.2%.

"H-AMP (300 Mru. CDCls. TMC a kayecTBe BHyTpeHHero ctaHgapTa).curHansl B 0,89 m.4g., aybnet 12H; 1.21
M.4. oyonet 4H; 1,68 m.4., mynbtrnnet 2H; 3,16 m.4. cuHrmet 4H: 3,26 m.A.. cuHrnet 6H.

Mcnonb3ysa npoueaypbl U3 a), B) U C) nony4anu cnegytome coe,u,MHeva

1) 2-Metun-2-nzonpomun-1,3-gumeTokcunponaH, Beixoad 10,1%;n 0=1,4209, T. kun. 160-167°C (760 mm
pT.CT.), Onem. aHanus: C 67.32%: H 12,35%.

2) 2,2-n6eHann-1,3-gumeTtokcunponaH; Beixod 47,7%. Onem. aHanm3: C 79,95%: H 8,35%. T. Toukmn
netyqectm 105°C (13 neTponeiHoro acmpa).

3) 2,2-Anunzobytnn-1,3-ambyrokcunponat; Boixoq 23,5%. Anem. aHanus: C 76,08%;H 13,52: np=1,43378, T.
kun. 115-117°C (1 MM pT.CT.).

4) 2,2-Ann3obymmn-1,3-4uaTokcunponan;

BbixoA 28,3. 9nem. aHanuna: C 73.60%; H 13,25:

no®-1,4302, 7. kun. 118-120°C (20 mm pr.CT.).

Mpumep 2.

MonyveHune 2,2-6uc(umkrnorekennmetn)-1,3  aumeTokcunponaHa rmpporeHvsaumen  2,2-gubeHsun-1,3-
AVMeTOKCcHnponaHa, NoydeHHoro B npumepe 1.

B aBTOknaB, W3roTOBMEHHbLIA K3 HEpXaBelwWen CcTanu, CHAaOGKEeHHbI aHKEepHOW CUCTEMOWN MepemMeLunBa-
Hus,nogatoT 5,8r(0,02morkb )(CeHsCH2)2(CH20CH3)z,.

Nofy4eHHOro B COOTBETCTBUU C I'IpVIMeDOM 1, 100 mn H-rekcaHa n 10 r HVIKeJ'IH PeHesa. npombiTOro
JakaHTuposaHueM 3 nopumsamm no 50 cm 6essop,Horo aTaHona. a 3atem 3 nopuusamm 50 cm® rekcana.

B aBToknase cospaloT gaeneHne 17 at™M C MOMOLILIO BOAOPOAA M HarpesaioT cogepkumoe ao 135°C
(BHYTPEHHSA TemnepaTypa) Ha 8 4 Npu NnepemMeLLMBaHm.

Mocne oxnaxaeHus peakuuoHHYI0 CMecs (b TPYIOT, OTAENASA KaTtanusaTop, BblnapMBarOT B BaKyyMme, 4ToObI
nonyimte B pesynbtate 59 r (97,5%) GecusetHoro macna c uuctoton 99%; n %=1,4790. EAVHCTBEHHbBIM
OOHapyXeHHbIM CcoeAuHEHUEM NPWU NOMOLLM TOHKOCMOWHOW xpomatorpadmn (TCX) 6b|J‘IO 2,2-6uc(umkrorekenn,
MeTMJ'I) 1,3-anmetokcunponaH. dnem. aHanus: C 76,51%: H 12,40%.

"H-AMP (300 MI'y. CDCls. TMC B kauecTBe BHYTPEHHEro CTaHAapTa).

Bbiny nonydeHbl curHans! B:

0,96 m.a., mynbTinnet 4H: 1,18 m.a., mynbtvnneT 12H; 1,63 m.4., mynstvnneT 10H; 3,15 m.4., cunrmeTt 4H;
3,27 m.4., cuHrnet 6H.

Mpumep 3. NonydeHune 2,2-anpeHnn-1,3-guMeTokcunponaHa.

a) MonyyeHue 2,2-gnceHun-1,3-nponaHamona.

B TOT ke annapart, 4to 6bIN onycaH B npumepe 1(a), sarpyxatot 10,6 r (0,054 mornb) (CeHs)2CHCHO (Fluca),
4,03 r (0,028 momb) K2COz. 10 cm® Boabl, 13,2 mn 6e3BogHOro dropmanbaermaa B koHueHTpauun 40% (0,176
Monb) n 35 mn ataHona ¢ yictoTon 99%.

CMmecs nepemeLLMBaloT 1 NOABepraT pedriokcy B TedeHne 6 4, oxnaxgatroT n pasbasnstot 200 mn Boabl.
O6pa3oBaHHbIN TakMuM 006pa3om ocafok UNbTPYIOT, NPOMbIBAKOT BOAOW U KPUCTannmM3yloT u3 6eH3ona, Ytobbl
nonyante 9,6 r 2,2-gudpeHnn-1,3-nponasguona ct. nn. 102-104°C.

B) MonyveHue 2,2-andeHun-1,3-gumeTokcnnponaHa.



39914

B ToT e annapart, 4to onucaH B a), 3arpyxatt 9,6 r 2,2-auceHunn-1,3-nponaHaona, pactesopeHHoro B 400
mn ©6e3BoaHoro, TeTparmgpodpypaHa, M nepemelwmpaloT B atMocdepe asota ¢ 3.8 r NaH (55% NaH,
AVCMEePrupoBaHHbIv B Ba3eNMHOBOM Macrie) OO Tex nop, noka He npekpatuTcs BblaerneHue asota. B Teuenme 20
MuH gobasnsoT 9,6 mn CHsl n nepemewmBaHme npogoskatoT B TedeHme 2 4. bonblyto yacte TT® oTroHs0T:
3aTeM NpoaykT pasbasnsatoT Bogow (200 M) M aKCTparvpyloT ABYMSA nopumsiMu no 50 Mn AMaTMNOBOro NpocToro
acmpa. JKCTpakT npoctoro agwmpa [aeT B pe3ynbTate BaKyymMHoW oTroHkn 3,5 r (28,3%) 2,2-mnceHun-1,3-
AVMeTOoKCcunponaHa, nvetowero Temnepatypy kuneHus B 188-190°C (20 mm pT.cT.), KOTOPBIA GbIN OAHOPOAEH
cornacHo TCX-xpomaTtorpadmu 1 KOTOpbIN UMen np® 1,5558. AnemeHTHbIi aHanua: C 79,95%; H 7,95%.

B cooTBeTCcTBUM C TOW e npoLeaypou, Yto Obina onucaHa Bbille B a) U B), NONydalT crneaylwlme co-
€[IMHEHUS, UCXOst COOTBETCTBEHHO M3 rekcarnapobeHsonansaemaa u HopbopHaH-2-kapbokcanbaernaa.

A) 1,1-OMMETOKCMMEeTUNLUUKIIOreKCaH; Bbixof 25,1%. Onem. anarms: C 70.75%, H

11,97%: 1. kun. 97-98°C (22 mMMm pT.CT.): n02°=1,4487. 1H-AMP (3,00 My, CDCls, TMC B kauvectBe
BHYTPEHHETrO CTaHAapTa): curHansl B:

1,36 m.4., mynbtunnet 10H: 3,20 m.4., cunmeT 4H: 3,29 m.4., cuHrmeT 6H.

B) (+)-) 2,2-AumeTokcmmeTunHopbopHaH, Beixod 22,8%. dn. aHamm3: C 71,85%; H 22,8%. Temneparypa
ToYKM kuneHns 106-108°C (22 mm pT.CT.): np2%=1,4659 curHansi B:

0,72 m.a., oyonet 1H: 1,14 m.a.; ayonet 1H; 1,06 m.a., mynbtvnnet 1H; 1,34 m.a., mynbTunnet 2H: 1,51 m.4.,
mynbTunneT 3H; 1,97 m.a., cunrnet (wupokun) 1H; 2,15 m.g. cuHrmeT (wvpokunn) 1H: 3,06 m.4., cuctema AB
1H;3,14 m.a. cuctema AB 1H; 3,33 y/mMrmH. munmmoH, cuctema AB 1H; 3,36 m.ao. cuctema AB 1H; 3,29 m.a.
MynbTUnneT 6H.

Mpumep 4. NonyyeHue 2,2 .4-Tpumetnn-1,3-gUMTOKCUNEHTaHA.

B konby BmecTmMOCTbi0o 2 1, cHaGXeHHYI0 Melankon, XOMNOAMIMbHUKOM, 3arpy304HON BOPOHKOWA.
TEPMOMETPOM U TPYOKOW AN BBEAEHUS ra3oB, 3arpyKatoT B NoToke a3oTa:

29,2 r(0,2 monb) 2,2,4-tpumeTun-1,3-nponaHgnona, 600 mn guokcaHa u 10 r (0,2 momnb) NaH 50%-How
KOHUEHTpaumMmM B Ba3envHoBoM Mmacne. Coaepkumoe nepeMelumBaloT A0 TexX Nop, Moka He npekpatutes
BblAeneHve rasa: 3atem HarpesatoT oo 80°C u no kannam gob6asnsawT 18 mn CHal 50,28 Monb). Yepes 2 4
pobaensitot 10 r NaH 50%-Hon koHueHTpauum (0,2 monb) 3 BazenuHosom Macre 1 40 cm™ CHsl (0,62 monb).

Mocne pednermaumm B TeyeHWe 8 4 peakUMOHHYIO cMech pasbaBnstoT 1,5 n Boabl M akcTparMpytloT 3
nopuuamMu rekcana (no 100 mn kaxaasi).

OKCTpaKT NpoMbIBalOT BOAOM U CylLaT, OTFTOHAIOT No4 BakyyMOM, B pe3ynbTaTe Yero nonyyawt 22,5 r (64,5%).
2,2 4-tpumeTnn-1,3-gumeTokcuneHTana, umetowero 1. kun. 105°C/70 Mm pT.CT. YnMctoTa KoToporo (mnoLaam
nukoB), onpedensemasi ¢ nomoubto KX, coctaenana 98,6%, a no®=1,4227.

Onem. aHanus C 69.20%; H 12.92%.

"H-AMP (60 MI'u, CDCls. TMC B kayecTBe BHYTpeHHero ctaHgapTa) CurHanesl B:

1,5 m.4., mynetunnet 12H; 3,7 ma, mynetunnet 3H; 4,1 m.4., mynbTrnneT 6H.

Mpwmep 5. MonyveHne 2-n3oneHTnn-2-n3onponun-1,3-gumeTokcunponaxa.

a) NonyveHne n3oneHTMNNAeHM3oNeHTaHarns.

50 r n3oneHTaHana noABepraloT B3aUMOJEWCTBMIO B COOTBETCTBUM C Mpouedypamu, onucaHHoiMu B DRP
643341 (1993, N.T. ®ap6) n DRP 544 192 (1933, N.T. ®apb).

MonyyatoT 27 1 2-n30neHTUNMAeHU3oNeHTaHans, umetowero T. ni. 98-102°C/20 mm pT.CT.

B) MNonyyeHune 2-n3oneHTUnNU3oneHTaHans.

B cooTBeTcTBUM cO cnocobom rmaporeHusauumu, onucaHHbiMu k. B. BpayHom n I'. MaHuem, Ber., 1969,
67(1934), ucxoaga n3 27 r 2-n3oneTMNNOeHN300MNeHTaHans, nonydaT 27 © Cbiporo Matepuana, KoTopbli He
aHanuauposanu. NamepeHue, NornoLeHs BoOAOPOAa COrMacoBbIBAIOTCS C ONUCAHHOW peakunen.

c) NMonyyeHune 2-nsonponun-2-n3oneHtun-1,3-nponaHguona.

B TOT Xe annapart, 4yto Obln onucaH B npumepe 1 a), 3arpyxkatoT 27 T Cbiporo anbAernaa U3 npeablaylien
ctagum B), 16 1 KoCOs, 200 mn 99% unctoro ataHona u 52 mn 6essogHoro CH20 40%-HoW KOHUEHTpaumm u
cMecb noadepkuBaloT npu Temneparype pJdecdnermauvm npu nepeMewmBaHim B TedeHue 4 4. 3atem
peakLMOHHYI0 cMecb pa3baBnsitoT 1 Mn BOAbl, KCTparvpyloT AByMSA nopuusimu no 250 mn npoctoro adwmpa.
MpocTon admp BbINAapMBalOT, @ 3KCTPAKT NPOCTOro acdmpa cywaT M OTFOHAIT NPU MOHWKEHHOM [OaBrneHun, B
pe3ynbTaTte 4Yero nomydalwT cpeau Apyrux coeguHeHun 9 r 2-usonponmn-2-usoneHtun-1,3-nponaHavona,
umetowero TemnepaTypy kuneHusa 165°C/20 mMm pT.cT., KOTOpbIA cormacHo TCX, 6bin ogHopogHbIM. JTOT
Martepuan UCronb3ylT B crieayto e peakuumn 6e3 kakoro-nmbo aHanusa.

d) MonyyeHne 2-n3onponun-213oneHTmn-1,3-aMMeTokc unponaxa.

B annapat u3 npumepa 1 a) B atmMocdepe asoTa 3arpyxatoT 9 r celporo maTtepuana co ctagum c), 200 om’®
avnokcaHa n 15r(CH3)sCOK (TpeT-6ytvnaT kanus) n nepemewwmsaloT B TedeHue npumepHo 30 muH. 3atem B
TeveHne 1 4 nogatot 10 mn CHsl n cogepxumoe noagepratoT pedritokcy B TedeHue 5 4. PeakLUMOHHYO cMech
pa3baBnsaoT 1 N BOAbI M 3KCTPArMpyloT AUITUIOBBIM MPOCTLIM 3mpom. [NpocTor admp BeINapmBatoT U AMPHbIN
SKCTPaKT CyLUaT MU OTTOHAIT NpU NOHWKEeHHOM AasneHnn. Cpeamn apyrux coegnHeHu nonyyatot 7,3 r(14,5%) 2-
naonponun-2-+13oneHTnn-1,3-aumeTokcnnponaHa, umetowero T. kun. 130-133°C/35 MM pT.CT., YNCTOTa KOTOPOTO
(nnowaau nukoB) cocTaenseT 98% (onpeaenstoT C MCNONb30BaHNEM ra3oBon xpoMaTtorpadmu). Anem. aHanus: C
72,25%; H 13.32%, np*°=1.4365.

"H-AMP (300 My, CDCls, TMC B ka4ecTBe BHYTPEHHErO cTaHAapTa), CUrHansl B:

0,87 m.ao. pyonet 6H; 8,89 m.o ayonet 6 H; 1.11 m.g mynbTvnnet 2H; 1,28 m.a. mynemnnet2H; 1,42 m.a.,
mynbTunnet 1H; 1,76m.4., mynbtunneT 1H; 3,23 m.A4., cudrmet 2H; 3,24 m.4., cuHrmeTt 2H.

Mpvmep 6, UNNIOCTPUPYIOLLMIA UCNOSb30BaHNE COEANHEHUS COMMacHO n3obpeTeHunto.
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B konby, BmectumocTtbto 500 mn 3arpyxatloT npu nepemewmsaHum 60 mn H-rentaHa u 67 mn TeTpa-H-
OyTokcuTMTaHa u HarpesatoT 4o. 45°C. B TeveHune 3 4 nocteneHHo nogatoT pacteop AlEt.Cl (44,8 mn) B H-renTaHe
(108 mn).

TemnepaTypy nogHumatot o 60°C 3a 1 4, a 3aTeM oxnax4akT 40 KOMHaTHOM TeMnepaTypbl.

TBepAoe BeLIEeCTBO OTAENSIOT U NPOMbIBAOT YETbIpE pasa C UCNofb30BaHMEM nopuumii rentada no 100 mn, a
3aTeM cywaT noJ BakyymoM.

B konGy 3arpyxatoT 8,1 r atoro tBepaoro. Bewecrea BMecte ¢ 20,3 mMornb TeTpaxnopuaa tmtaHa, 20,3 mn
Tonyona u 20,3 mMmornb 2.2-an-n3obytmn-1,3-gumeTtokcunponana n HarpesatoT npu 60°C 1 4, a 3atem npu 100°C
4 4. PeakuumoHHYI0 CMecCb 3aTeM OXaxgalT [0 KOMHaTHOW TemnepaTypbl, TBEpPAbI MPOAYKT OTAENsoT,
NPOMbIBAIOT H-FENTaHOM A0 Tex Mop, noka He UCYE3HYT MOHbI Xnopa B (wmnbTpaTte, 3atemM cywart B Nneyn B
atmocdepe asoTa.

B 120 mn aBTOKN@B, CHaGXeHHbI MarHMTHOW MeLLankou, NoAatoT Nocne Cylwku B aTMocdepe asota 250 mr
AIELCI, 12,4 mn TBepAOro BellecTBa, NONMYMEHHOTO Bbille, 1 80 MM XNOKOro NponuieHa, u Bce 3TO HarpeBatoT Ao
60°C, koTopyto nogaepkveatoT B TedeHue 1 4 npu nepemelmBaHnn. N30bITok HeNpopearMpoBaBsLLEro NponueHa
BbIfpyKaOT M nonydatoT 16,9 r nonunponuneHa C M30TakTUYeCkUM uHaekcom 96,8% (skcTparMpoBaHue H-
renTaHoM, KUNALWMM a TeveHue 4 4).

Mpumep 7. NonydeHue 2-n3onponun-2-umknorekcun-1,3-aumeTokennponaHa.

a) NMonyveHne AMaTMNOBOro agmpa 2-n30npPonun-2-LMKIoreKCuManoHOBOM KUCMOThI.

B konby emkocTtbio 250 mMn, cHaGXKeHHYI0 MeLlankon, XonoaunbHAKOM, 3arpy304HO BOPOHKOW, TEPMOMETPOM
n Tpyokow Ansi BBegeHus rasos, 3arpyxatoT 100 mn n-kecunona n 5 r (0,1 momnb) rugpuaa Hatpust (55%-Has
avcrnepcns rmapvaa HaTpust B Ba3eNIMHOBOM Macrie) B TOKe a3oTa.

Mocne 3aBeplweHus pacTBopenus ruapupa Hatpua BeogaT 20,2 r (0.1 monb) auvatmnosoro adwmpa
M30MponNuUIManoHoBon KUcroTel (nonydeHHoro no metogy Conrad, Ann. 204, 144) un nepemewmsaloT npwu
KOMHaTHON TemnepaType HecKosbko MuHyT. 3atem B TedeHue 30 muH pobasnawT 40 (0,24 morb)
rekcunbpommaa. Cmecs HarpeBatT C 06paTHbIM XONOAWIBHVKOM NPU NMepeMELLMBaHUKN B TeYeHne 8 u.

[Mocne oxnaxaeHus pacTBop HelTpanuaytoT, ncnonb3ys 10%-Hyto BOAHYIO CEPHYIO KUCMOTY.

OuctmnnupoBaHHbIn pacTBop n-kcunona gaet 10,5 r gmdtmnoBoro adgwmpa  2-41300ponun-2-LuKnorek-
CUNMarioHOBOW KUCTOThI, uMetoLent T. kun. 120-125°C/1 mm pT.CT.

B) MonyveHue 2-n3onponun-2-uuknorekcunnponaHgyona.

B TOT Xe annapaT, Kak onucaHo B NyHKTe a) Bbiwe, BBOAAT 10,5 r Avatmnosoro acmpa 2-msonponun-2-
LIMKITOrEKCUIIMArioHOBOW KUCMOThI, paCTBOPEHHOTO B AM3TUNoBoM admpe, 1 3 1 (0,08 monb) antomormapaTa nuus
B MOTOKe a3oTa. lNocne gobaBneHns HEKOTOPOro KONMYecTBa BoAbl BbiNapeHHast opraHnyeckas dasa gaet 7,5
HEOYMLLEHHOIO MaTepuana.

c¢) MonyyeHune 2-n3onponun-2-uuknorekcun-1,3-aumeTokennponaHa.

B TOT 3xe annapaT, onucaHHbIA B NYHKTE @), BBOASAT HEOUMLLEHHbIV MaTepuar, NonydeHHbIn B NyHkTe B), 200
M1 OMOKcaHa u 3aTeMm npu nepemewwvsaHmm 28,2 r(0,21 momb) noguctoro metuna. Yepes 2 4 pgobasnsioT
OOMNONHUTENBHOE KoNn4yecTBo TpeT-6ytvnarta kammsa (20 r, 0,17 monb) n 3aTteM nMoaucTbin metun (28.2 mr, 0,2
MOIb).

PeakunoHHyto maccy cunbTpyloT U cunbTpaT AUCTUNNMPYIOT MPU NOHWKEHHOM AaeneHnn. Cpeau apyrux
NPOAYKTOB nonyqatoT 3 1 2-nsonponun-2-uuknorekcun-1,3-gumeTtokcunponaHa, nmewwero 1. kun. 150°C/15 mm
PT.CT., KOTOPbI/A COIMacHO ra3oBON TOHKOCIOWHOW XpoMaTorpadmm oAHOPOAEH. [lJaHHblE 3NeMEHTHOro aHanusa
cneaywume:

C 73,51% (BblumcneHo 73,62%)

H 12,52% (BbluncneHo 12,35%)

Mpumep 8. MonyveHne 2,3-gmumknoneHTmn-1,3-guMmeTokevnponaHa.

a) Mony4eHne anaTMNOBOro ampa 2-LUMKIONEHTUITMANIOHOBOW KACMOTHI.

B T1OT e anmapaTt, 4to onucaH B npumepe 7, NyHKT a), BBogdaT 240 r (1,5 monb) aMatmunosoro adwmpa
ManoHosow kucnotel 1 1000 mn 6e3BoAHOrO 3TaHoNa u 3atem nNpu nepemelumsaHmm gobasnaoTt 36 r (1,44 morb)
HaTpus. [Nocre 3aBepLUeHNsi pacTBOpeHMUst HaTpus BBOAAT 250 r 6poMMUCTOro LUKIONEeHTUNA U CMeCs HarpeBatoT ¢
0o6paTHbIM XONOAWIBHUKOM 4 u.

OTaHon wucnapsalT u  [o6aBMAT HEKOTOpoe KonmmyecTBO BOAbl. [poaykT peakumm  aKCTparmpyroT
neTponenHbiM anpom. 3aTeM NEeTPONENHbIN 3P UCNAPSAIOT U OTTOHAIOT HEOUULLEHHbIW MaTepuan. MNonyyatoT
270 r AnatmnoBoro agwmpa LMxXIoneHTUIManoHOBOW KUCINOTbI, uMetoLero Touky kunenus 120°C/1.0 Mm pT.cT.

B) MNonyveHne gnuatnnoBoro agwmpa 2.2-gULMKNoneHTUIManoHOBOW KUCHOThI.

B TOT e annaparT, kak onucaHo B mpumepe 7, MyHKT a), BBOAAT 228 r aMaTMNOBOro adwmpa LWKIo-
NEHTUNIMaNOHOBOW KMCNOTbI, MONYMEHHOTO B MyHKTEe a) Bbiwe, 1 1000 mn 6e3BoaHoro kennona. B TeueHue 30 MuH
pobaensioT 35 r mmgpupga Hatpua (80%-Has avcnepcus mgpuaa HaTpusi B Ba3eNIMHOBOM Machne) npu
nepemMelBaHMM 1 nogdepkaHum TemnepaTypbl npu 80-90°C. 3atem TemnepaTypy nosbiwatoT o 135°C u
nobaensatoT 180 r 6pomucToro umknoneHTuna. Cmecb HenpepbiBHO nepeMelunsatoT 3 4. 3aTem nocrefoBaTernbHO
pobaensitoT gononHutensHoe konmyectso 10 r rmgpuaa Hatpus u BpomucTtoro umknoneHtuna (60 r, 0,4 morb).
Mocne oxnaxaeHwss BBOOAT HEKOTOPOE KONMMYECTBO BOAbl, 3aTEM OpraHuMdeckyto ¢asy oTaensalT, NpoMbIBaloT
BOAOW, B 3aBepLueHne cywaT u nonyyatTt 300 rnpoaykTa.

c¢) MonyyeHune 2,2-anumknoneHTun-1.3nponaHgnona.

B konby, BMecTMMoCTblo 5 1, cCHaGXeHHY0 MeLlankow, XonoaunbHYKOM U TepMoMeTpoM, BBoAAT 45 (1,2
Mornb) antomormgpaTta nutusa.m 2000 mn 6e3BogHoro aTmunoBoro adwmpa. B TeyeHne 1 4 (no kannam BBOAAT
NPOAYKT, NOMYMEHHbI B NyHKTe a) Bbllwe, pacteopeHHbi B 300 mn aTvnosoro adwmpa. lMocne oxnaxaeHns
pacTBOp HEWTPanuM3yloT, WCMONb3ys XNOPUCTO-BOAOPOAHYO kucnoty 20%-HOM KOHUEHTpauunm B BOJAE.
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PeakunoHHyto cMecb oTaensoT oT admpHOW dasbl, cywart, 3aTtem pasbasnsawT 500 mn neTponenHoro admpa.
PactBop oxnaxpatwT. ObpasoBaBLUMACS NpUM 3TOM 0CAAO0K OTUNBbTPOBLIBAKOT, MPOMbIBAT NETPONelHbIM
acmpom 1 cywaT B Bakyyme. MNonyvatoT 150 r 2,2-gmumknoneHtun-1,3-nponaHgvona.

d) Nonyuerme 2,2-guumknoneHTun-1,3-gumeTokcmMnponaHa.

B kon6y BMectumMocTbio 2 1, 060pyaoBaHHYI0 MeLLanKon, XONoAnbHAKOM, TEPMOMETPOM 1 TPYOONpPOBOAOM
Ansi noaBefeHus rasos, 3arpyxatoT. 133 r 2,2-guuuknoneHTun-1,3-nponaHgvona, Noy4eHHOro B MyHKTE C) BbILLE,
500 mn gumeTuncynbdokeuga u 60 r rmagpokcnaa HaTpus, M3MernbYEeHHON.

TemnepaTypy nosbiwatot Ao 35°C u npu nepemelwmsaHun 6apboTMpytoT XnopucTeln meTun. Yepes 2 y
pobaensitoT gononHutensHoe konuyectBo 30 r (0,75 monb) mpgpokcupa Hatpusi. CHoBa B TeveHue 3 u
6apbOTMPYIOT XIMOPUCTBLIN MeTui. 3aTem pacTBOp MMbTPYIOT U OpraHUYeckyto hasy aKCTparmpytoT NeTPONENHbIM
adMpoM. SKCTpaKT NPpoMbIBalOT BOAOMN, 2%-HbiM BOAHBIM PacTBOPOM MepMaHraHaTa Kanusd, CylaT, OTTOHSAIT B
Bakyyme u nonyyqaot 120 r 2,2-gnumknoneHTvn-1,3-aumeTtokcunponaHa, vmetowero 1. kun. 150-152°C/1 mm
pT.CT., YucToTa KoToporo 6bina 99% cornacHo TOHKOCIIOMHOW ra3oBon XxpomaTorpadumu.

C 74,8% (BblumcneHo 74,95%)

H 11,8% (BbluncneHo, 11.74%)

Mpumep 9. MonyveHne 2-nzonponun-2-uuknoneHTun-1,3-gumeTokcmnponaHa.

a) Mony4eHne anaTMNoOBOro agwmpa 2-M30nponun-2-UMKNoNeHTUNIMaIoHOBOW KUCMNOThI.

B ToT )xe annapart, 4To onucaH B npumepe 7, NyHKT a), 3arpyxkatT 20,2 r (0,1 mosnb) gnatunosoro acwmpa 2-
nsonponunmanoHoson kncnotsl, 100 mn n-«kcunona n 5 r (0,1 mone) rmapuga Hatpusa B Buge 50%-Hon ancnepcun
15 B Ba3enuHoBom Macrie v ganee gobasnsitot 16 r(0,1 monb) 6poMUCTOrO LIMKMIONEHTUNA.

AHanormMyHbiM 06pa3oM, OnMMcaHHbIM B Mpumepe 7, MyHKT a), nonyyqarT 15 r guatmnosoro adwmpa 2-
n3onponun-2-uiknoneHTunva-20 nanoBon kncrotsl ¢ T. kun. 115-120°C/1 mm pT.CT.

B) Mony4eHne aMatmMnoBoro adwmpa 2-M30nponun-2-LMKnoneHTuInponaHgauona.

B Takol e annapar, Kak onvMcaHo B npumepe 7, NYHKT a), 3arpyxawT AN3TUIOBbIA 3admp 2-M3onponun-2-
LMKITONEHTUNMANOHOBOM KUCTOTbI, MOJNTYYEHHOTO B NMyHKTE a), Bbiwe, u 8 (0,21 monbk) anomorngpuaa nuTums.

MeTogom, aHanorMyHbIM ONMCaHHOMY B Npumepe 7, MyHKT B), NonydarT 2-n3onponun-2-uvkroneHtun-1,3-
AVMeToKCcUnponaHanpn.

c) MonyyeHune 2-n3onponun-2-uuknoneHTnn-1,3-gumeToKcMnponaHa.

B TOT )xe annapaT, onncaHHbIA B NpuMepe 7, NyHKT a), K peaKLUMOHHOMY MPOAYKTY, MOMYYEHHOMY B NYHKTE a),
pobasnsatoT TpeT-6ytvnat kanua (20 r, 0,17 monk) n 3atem 50 r nogmcrtoro, metuna. Cnocobom, aHanorMyHbIM
OMNUCaHHOMY B NpuUmepe 7, MyHKT c), nony4atT 5,4 r 2-nsonponun-2-umkroneHTun-1,3-gumeTokcunponaHa c .
kun. 125-130°C/15 MM PT.CT., KOTOPbIA COMMACHO TOHKOCIIOMHOW ra3oBOn xpomartorpadmmn OblyT OOHOPOAHbIN.
OneMeHTHbIN aHanm3 Gbin creayoLwmii:

C 72,65% (BbluncneHo 72,84%).

H 12,3% (BbluncneHo 12,2%).

Mpwmep 10. MonyveHue 2-usonponun-2-u3obymmn-1,3-gumeTokcmnponaHa.

a) NonyveHne AMatmnoBsoro acmpa 2-n3onponun-2-n3obyTMnmanoHoBOW KUCNOThI.

B Takorxe annapart, Kak onvcaHo B npumepe 7, NyHkTa a), 3arpyxatoT 20.2 r(0,1 monb) Auatunosoro acmpa
2-nsonponunmarnoHoBoi kucnoTbl, 100 mn Tonyona n 2.5 r (0.1 momb) mapuaa HaTpua (80%-+Has aucnepcns
mapuaa HaTpys B Ba3eNIMHOBOM Macne) u 3atem gobtaensoT 14 1 (0,1.3 monb) 6pomuctoro nsobyrmna.

CnocoboM, aHanorMyHbIM ONUCaHHOMY B mnpuMmepe 7, NMyHKT a), nonydatloT 15 r gustmnosoro adwmpa 2-
n3onponur-2-13006yTmn-ManoHoBoi KUcrnoThl ¢ T. kun. 112-155°C/1 mm pT.cT.

B) MonyveHune 2-n3onponunn-2-n3obytmnnponadgmona.

B Takom X annapart, Kak onucaHoO B MpuMepe 7, MYHKT a); 3arpyxatT OUITUMOBbLIN 3dmp 2-M3onponun-2-
n300yTMNIManoHOBON KUCMNOTbI, MOMY4eHHbIV B NyHKTe @), n 10r (0.27 mornk) antomorvapaTa nuTus.

MeToOom, aHanorMyHbIM OMMCaHHOMY B MpuMepe 7, MyHKT B), nonydatT 2-u3onponun-2-u3obytunnpo-
naHavon.

c) MonyyeHne 2-nsonponun-2-n3obymmn-1,3-guMmeTokcunponaHa.

B Takoii xxe annapaT, Kak onMcaHo B NpuUMepe 7, MyHKT a), K NPOAYKTY peakuun, NofiyY4EHHOMY B NMYHKTE B),
pobaenstoT TpeT-0ymnat kanuma (30 r, 0,25 monb) u 3atem 50 r Moguctoro meturna B AuokcaHe. Cnocobom,
aHamnorMyHbiM OnMucaHHoMy B mnpuMmepe 7, MyHKT ¢), nonydator 10 r 2-udonponun-2-n3obymn-1,3-gu-
MeTokcunponaHa ¢ T. kun. 120-125°C/1 MM pT.CT., KOTOPbIA COMAcHO TOHKOCIOWHOW rasoBoi xpomartorpadmm
ObIN 0OAHOPOAHBIM.

OnemeHTHbI aHarm3 Obln crnegyrowmm:

C 71,1% (BbluncneHo 71,23%)

H 13,0% (BblumcneHo 12,95%)

Mpumep 11. NonyvyeHne TBepaoro KOMMOHEHTa KaTanusaTopa.

B peakTtop emkocTsto 500 M1, CHaGXEHHbIN UNbTPYIOLLMIA NAACTUHOW Ha AHULLE, BBOAST.

225 mn yeTbipexxnopucTtoro TutaHa npu 0°C nepemelumsaloT B TedyeHne 15 muH n gobasnswoT 10,1 (54 mmornb).
MgCl>-2C>HsOH B dhopme mukpocdep, nonydeHHOoro no npumepy 1.

Mo 3aBepweHnn pgobaeneHus TemnepaTypy nosbiwatoT Ao 40°C v BeOgAT 9 MmMonb Avuusobytundranara.
B3atem TemnepaTypy noebiwatoT 4o 100°C B TeueHre 1 4 1 cmech OCTaBNAT AN NPOJOITKEHNS] peakumm Ha 2 4.
MN36bITOK YeTbIpeXXIIOpUCTOro TMTaHa yaansoT hunbTpauuen.

3atem pgobasnsioT 200 MN YeTbIPEXXTOPUCTOrO TUTaHa U CoAepKMMoe peakTopa HarpesatoT npu 120°C B
TeyeHne 1 4 npu nepemewmBaHun. Cmecb MNbTPYIOT U TBEPAOE BELLECTBO NPOMbIBAKOT H-rentaHoM npu 60°C
00 Tex Nop, NoKa MOHbI Xnopa He obHapyxuBaloTcs 6onee B punbTpaTe.

MNMonumepnsauns
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B 2000 mn aBTOKNaB U3 HepxaBetoLen cTanu, cHabkeHHbIN CTaunmoHapHON Meluankon, BBogdaTt npu 25°C B
notoke nponuneHa 100 mn H-renTaHa, 5 MMonb atunarta antoMuuus, 30 Mr KaTanMTMYeckoro KOMNoHeHTa n 1
MMOIlb 3COMPHOrO COEaVHEHWNs, MpPeacTaBrneHHoro B Tabrmue. ABTOKNAB 3akpbiBatloT. [locne yctaHOBNEHUSA
aaerneHusi B 1 atm BeoaaT 0,2 aTm BOAOpOAA M COAEPKMMOE aBTOKNaBa HarpesatoT npu 70°C, nogasasa nponuneH
00 co3faHua obulero gasneHus 7 am™. Monvmepursaumio NnpoBoasaT 2 4. B TeueHne 3T0ro BpeMeHU nocTynneHme
MOHOMepa OblNo HenpepbIBHbIM. [onuMep BblAensAT unbTpalumen B KOHLE peakLMoHHOIo nepuoaa u cywar B
Bakyyme. OcTaLLytoca YyacTb nonvMmepa B ynbTpaTte BblAENAIOT OCAKAEHVEM METAHOIIOM, CyllaT B BaKyyme U
NPUHMMAlOT B pacyeT Npu onpeaeneHin obLuero Bbixo4a ¢ OCTaTkOM, 3KCTparupyemMbiM H-renTaHoM.

Mcnonb3oBaHHble 3dMpHblE [OOHOPbLI, pe3ynbTaTbl Nonumepusauum (Belxo4d U obwmii  nokasaTterb
ctepeoperynsipHocTy ) n xapakTepucTmyeckast BA3KOCTb MOyYEHHOTO Nonvmvepa npeacTaBneHbl B Tabnuue.
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Tabnuua
Mpumep AdmpHbIE OHOPDI Bbixog, CL‘;F;? (‘I)_(Ia.;y Xa pKZKCTT'bBﬂ 3
12 2-Wsonponun-2-n3obytun-1.3-anmeTokcu-
nponaH 10500 97,8 1,40
13 2-N3onponun-2-umknorekcun-1,3-ammeTok-
cunponaH 11100 98,5 1,64
14 2-N3onponun-2-umknonexnn-1,3-gumeToK-
cunponaH 10000 98,2 1:50
15 2,2-AvuuknoneHTnn-1,3-ammeTokcmnponaH 8600 98,6 1:58
CpasH. np.1 |1,3-OumeTokcunponaH 210 62,8 1,33
CpaBH. np.2 |1,2-0umeToKCcMaraH 700 70,2 -




