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3010 Cunre3 gud3TIIIOBOTO 3pupa 9,10-1uruapo-9,10-
dTaHoaHTpaneH-11,12-TpaHc-1MKapOOHOBOM KHCJIOTHI

H.__CO,C,H, H
—_—
H

H.C,O,C
C14H1O C8H12()4 CZZH2204
(178.2) (172.2) (133.3) (350.4)
Jlureparypa

P. Yates, P. Eaton, J. Am. Chem. Soc. 1960, 82, 4436

Kanaccunpukanus

Tunel peakuuii U KJIacchbl COeIMHEHUI
[UKJIONPUCOEMHEHUE, peakuus unbca - Anbaepa
QJIKeH, apOMaTUYECKUE COSANHEHUs, 3(Up KapOOHOBOW KUCIIOTHI, TUECH, AUEHO(UI,

KUCJIOTHBIM KaTaJIn3aTop

MeTtoabl padoThl

PaGora B cyxoii cpene, HarpeBaHHE C OOpAaTHBIM XOJIOAMJIBHUKOM TIE€pEeMEIINBaHHE Ha
MarHMTHOM Meranke, (QUIbTPOBAaHUE, MEPEKPHUCTAUIM3AINS, BBIMAPUBAHUE HA POTOPHOM
ucrnapurene, UCIOJb30BaHue JIETHOW 0aHM, HarpeBaHUEe HA MAcIIHOM OaHe

Metoauxka (pa3mep 3arpy3ku 100 mmouinb)

ObopynoBanue

1000 mur Tpexropias Koji0a, MEPEeXOJHUK CO CTEKISIHHOTO NUIH(a Ha Pe3WHOBBIN IUIAHT,
o0opynoBaHue i pabOThl C 3alIMTHBIM Ta30M, OOpPATHBIN XOJIOAWJIBHUK, OCYIIHTEIbHAS
TpyOKa, IIEHHBIA U3MEPUTEITh TOTOKA, BOPOHKA ISl TIOPOIIIKA, MATHUTHASI MEIIAJIKA C IKOPEM
¥ BO3MOXKHOCTBIO HAarpeBa, POTOPHBII UCHIAPUTENh JIe/IsiHas OaHs1, SKCUKATOp, MacsiHast OaHs

PearenTsl

antpareH (T, 215-217 °C) 17.8 v (100 MmMoIB)
TUATUIIOBBIN 3up hymapoBoit KUCTOTHI (T, 219 °C) 17.2 1 (16.4 M, 100 MMOITB)
XJIOPH]T ATFOMUHWSI (0€3BOTHBIN ) 13.3 r (100 mMmoIB)
nukiorexcan (6e3BoaHbIN) (T 81 °C) 500 Mo

nukiaorekcat (T, 81 °C) 200 mi

JeCATUBOIHBINA KapOOHAT HATPHS 24.9 r (150 mmonb)
KapOoHaT HaTpus (0€3BOTHBIN) 25.0 T (236 MMOIIB)

3TaHoI (T 78 °C) 150 M
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Peaxknusn

PeaknmonHasi yctaHOBKa COCTOMT M3 Xopomio BeicymeHHOW 1000 mur TpeXropsoi KojoOsl,
OCHAIIIEHHOW OOPAaTHBIM XOJIOAMIBHUKOM, OCYIIUTEIHLHON TPYOKOH 1 SKOpEM I MAarHUTHOM
memranku. Ha ocraBmieecss cBoOOAHOE ToOpiio KOJOBI MOMENIAIOT MEPEeXOJHHUK, HUIAHT OT
KOTOPOTO COEAMHSIIOT C CHCTEeMOM MoJa4yM a30Ta. DTOT MEPEeXOJHUK IMOTOM 3aMEHSIIOT
CTEKJITHHOW TpOOKOH mocie M00aBieHHUS XJIOpUIa allOMUHUSA. PeaklMOHHYIO CHUCTEMY
HAIOJIHSIIOT a30TOM. 3aTeM B Kojbe mpu nepemerntuBanuu pactBopsoT 17.8 r (100 Mmoons)
anTparieHa u 17.2 v (16.4 mn, 100 mmoinp) ausTrioBoro 3¢upa GymapoBoit kucioTsl B 500
MJI a0COJIIOTHPOBAHHOM IHKJIorekcaHe. Ilocie oxnaxkneHus Ha JeAsHOM OaHe HOO0aBISIOT
yepe3 BOpoHKY 13.3 r (100 Mmoiab) 6€3BOAHOIO XJIOpUJA ATIOMHUHHUS MOJ MOTOKOM a30Ta.
PeaknimoHHy0 cMeCh HarpeBaloT ¢ 00paTHBIM XOJIOAWIHPHUKOM B TEYCHUE 4 4aCOB.

Broinenenue npoaykra

O0padoTKa peakuMOHHOM cMecH

PeakumonHyro cMech OXJaXJaloT 10 KOMHATHOW TeMIlepaTyphl, 3aTeM a00aBisoT 24.9 r
(150 mmonp) kapOonata HaTpusa. OCyIIUTENbHYIO TPYOKY 3aTEHSIOT HA U3MEPUTENh IMOTOKA,
3aMoTHEHHbIN MapaduHOBBIM MAaclioOM, U CMECh MEPEMEIIMBAIOT 10 OKOHYAHMS BBIIACICHUS
raza. 3arem pgo0aBistoT 25 1 (236 mmonbs) kapOonata Hatpus (0Oe3BomHblif). CMech
nepemenuBaioT B TeueHue 10 muHyT. TBepayro ¢a3y OTOUIBTPOBBHIBAIOT U MPOMBIBAIOT
MOpIUSAMHU LUKIIOTeKcaHa (00mui oobem 200 mut). PacTBopuTtesnh BHIMApUBAIOT HA POTOPHOM
ucnapurene. OctaBiimiics B Koa0e TBEpAbIH OCTATOK CyIIaT B SKCUKATOPE.

Brixon HeounieHHoro npoaykra: 32.6 ¢

HeouurieHHblit IpoAyKT MEpeKpUCTAITN30BbIBAIOT U3 150 M 3TaHoNA.

Beixon: 30.8 1 (87.9 mmoub, 88%); 6eciBeTHBIE KPUCTAILIBI, Ty, 103 °C

KommenTapun

BI)IXOI[ CTPOKO 3aBHCHUT OT KadeCTBa XJIOpHUJa aJIIOMUHHA. XJ'IOpI/II[ AJIIOMUHUA OYCHb
TUTPOCKOIIWYHBIN, cienoBarenbHo, koi0y ¢ AlCl; HeoOXoaumo 3aKkphITh Cpa3y Ke Mocie
U3BJIECEHUST HEOOXOIMMOTO KOJIMUECTBa peareHTa. Jlo0aBieHne XJIopuaa aTloMIUHAS B KOJIOY
HE00XO0IMMO TIPOBOIUTH KaK MOKHO OBICTpee U B aTMOcdepe a3oTa.

Opranusanusi cOopa u yaajieHusi 0TX010B

Penuxknuszanus
BrimapeHHbIi IUKIOTeKCaH COOUPAIOT U MEPETOHSIOT.
OTaHOJI U3 MATOYHOTO PAaCTBOPA BHINAPHUBAIOT, COOMPAIOT U NIEPETOHSIOT.

YunpasieHue oTxoqamMu

OTxon Tun eMxocTH IJIS1 CJIMBA
OTdunpTpOBaHHBIN 0CaTO0K TBepablli 0TXON, HE COAEPIKUT PTYTh
MaTtouHslii pacTBOp Opranuyeckue pacTBOPUTENIN, HE COAEpKat

rajoreH
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Bpems
7 9acoB

IlepepsbiB
[Tocne punbTpoBaHuUs

CteneHb CJI0KHOCTH
Cpennsis

Metoauka (pa3mep 3arpy3ku 10 Mmmonb)

Oo6opynoBanne

100 mn Tpexropnas Koyi0a, MEPEXOAHHK CO CTEKISIHHOTO IuiM(a HA PE3WHOBBIN IIIAHT,
obopynoBanue 1Isi pabOThl C 3alIMTHBIM Ta30M, OOPATHBIM XOJOMWJIBHHUK, OCYIIMTEIbHAs
TpyOKa, IEHHBI U3MEPUTENTHh TTOTOKA, BOPOHKA JIJIsl TOPOIIIKA, MATHUTHASI MEIIAJIKa C SIKOPEM

¥ BO3MOXKHOCTBIO HarpeBa, pOTOPHBII UCHapuTenb JieAsHas O0aHs, SKCUKAaTOp, MacisiHas OaHs

PearenTsl

anTpaueH (Ty,; 215-217 °C) 1.78 T (10.0 MmMo1B)
JTUATUIIOBBIN 3pup pymapoBoit KUCHOTHI (T 219 °C) 1.72 r (1.64 M1, 10.0 MmmoB)
XJIOpU]T AIOMHUHHMST (0€3BOTHBIN) 1.33 r (10.0 mmouB)
rukitorekcan (6e3BoaHbIN) (T 81 °C) 50 M

rkitorekca (Tyuy 81 °C) 20 M

JECATUBOIHBIN KapOOHAT HATPUS 2.49 1 (15.0 mmouIB)
KapOoHaT HaTpus (0€3BOTHBIN) 2.5 1 (23.6 MMOIIB)

3TaHoJ (T 78 °C) 15 mn

Peaxknusn

PeakuronHas ycTaHOBKa COCTOMT M3 Xopouio BbicymieHHoW 100 mu1 Tpexropsioil KoJyiobl,
OCHAIIIEHHOW 00paTHBIM XOJIOAMILHUKOM, OCYIIUTEIHLHON TPYyOKOH U SIKOPEM TSI MAarHUTHOU
memanku. Ha ocraBmieecst cBoOOJHOE Topiio KOJIOBI MOMEMIAIOT MEPEXOAHUK, NUIAHT OT
KOTOPOTO COEIUHSIOT C CHCTEMOH NOAa4YM a30Ta. ODTOT MEPEXOJHHK IOTOM 3aMEHSIOT
CTEKJSIHHOW IpOOKOH mocne no0aBieHHs XJIOpHIA AaTOMHHUS. PeakIMoHHYIO cHCTeMy
HAIOJHSIOT a30TOM. 3aTeM B KouyiOe mpu nepemeninBanuu pactBopsitoT 1.78 r (10.0 Mmoub)
anTpaueHa u 1.72 r (1.64 mu, 10.0 Mmmob) nuatuioBoro 3¢upa pymapoBoi KUCIOTH B 50 M
a0CoMIOTUPOBAaHHOM IuKJIorekcane. [locne oxnaxxaeHus Ha JeasHoN OaHe N0OaBIAIOT uepe3
BopoHKy 1.33 1 (10.0 MMoOnB) O€3BOJHOTO XJIOpHIA AQTIOMUHHS IO TOTOKOM a30Ta.
PeaknimoHHy0 cMeCh HarpeBaloT ¢ 00paTHBIM XOJIOAWIHPHUKOM B TEUCHUE 4 4aCOB.

Broinenenue npoaykra

O0padoTKa peakuMOHHOM cMecH
PeakmoHHyr0 cMech OXJIaXAAlOT 10 KOMHATHOW TeMIEpaTyphl, 3aTeM a00aBisiorT 2.49 T
(15.0 mmoup) kapOonata HaTpus. OCYIIUTENBHYIO TPYOKY 3aTCHSIOT Ha U3MEPHUTEIb MTOTOKA,
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3aIlOJIHEHHBIM MapaUHOBBIM MAaciioM, U CMECh MEPEMEIINBAIOT O OKOHYAHUS BbIACICHUS
raza. 3arem pno6apmstor 2.5 T (23.6 mmonb) kapOonara HaTpus (Oe3BomHbIN). Cwmech
nepememmuBaioT B TeueHne 10 muHyT. TBepayro ¢dazy OTOUIBTPOBBHIBAIOT M TPOMBIBAIOT
MOPUMSIMU ITUKIIOTeKcaHa (00muii o0bemM 20 mi1). PacTBOpuTENh BRIMApUBAIOT HA POTOPHOM
ucrnaputene. OcTaBmmiics B K010€ TBEP/IbIii OCTATOK CyIIIaT B 9KCUKATOPE.

Brixon HeounmieHHoro npoaykra: 3.18 v

HeouunieHHblil NpOayKT MEPEKPUCTAIIIN30BBIBAIOT U3 150 mut aTanoa.

Beixon: 3.00 r (8.56 mmoutb, 86%); 6eciBETHBIE KPUCTAILIBI, Tr,; 103 °C

KommenTapun

BbIxon cTpOKO 3aBHCHT OT KayecTBa XJIOpHUIA AIIOMUHUS. XJIOpUA AaTOMUHHS OYEHb
TUTPOCKONNYHBIN, clemnoBaTebHo, K00y ¢ AlCl; HEoOX0oaMMO 3aKpbhITh cpa3y ke IMOocie
U3BJIECEHUS] HEOOXOAMMOTO KOJMUECTBa peareHTa. Jlo0aBieHne XJIopuaa aTloMUHNS B KOJIOY
HE00XO0IMMO MPOBOIUTH KaK MOXKHO OBICTpee U B aTMOcdepe a3oTa.

Opranuzanus coopa u yaajeHus 0OTX010B

Penukanzanus
BrinapeHHbIi IUKIOTeKCaH cOOMPAIOT U MEPErOHSIOT.
DTaHOI U3 MAaTOYHOTO PAaCTBOPA BBIMAPUBAIOT, COOMPAIOT U NEPETOHSIOT.

YupasieHue oTxoqamMu

OTxoxa Tun emkocTH AJ1 CJIUBA
OtdunbTpoBaHHBINA 0CATOK TBepablii 0TXOJ, HE COAEPIKUT PTYTh
MarouHblii pacTBOp Oprasnnyeckue pacTBOPUTEIH, HE COAEPKAT

rajoreq
Bpems
6 JacoB
IlepepbiB

[locne ¢punbTpoBanus

CTeneHpb CJI0KHOCTH
Cpenusis
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AHaJIn3

BC SIMP cnexrp uncroro mpoaykra (62.5 MI', CDCls)
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6 (ppm) Ornecenne

14.2 CH;

46.7 CH-CH apom

47.7 CH-COO

60.9 O-CH,-CH;
123.8,124.5, 126.2, 126.3, 140.3, 142.0 CH apom
172.3 COO
76.5-77.5 pacTBOpUTENH
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"H SIMP cnektp Heounmenunoro mpoxykra (250 MI', CDCls)

\\\\‘\\\\
1 0

"H SIMP cnextp uncroro npoxykra (250 MI'y, CDCl3)

»
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S (ppm) MyapTumiernocts | Konuvyecrso H OtHecenne

1.23 t,’J=7.2 T 6 CH;

345 M 2 CH-COO

4.08 M 4 CH,

4.75 M 2 CH-C apom
7.09-7.38 m 8 CH apom

Curnan npu 6 > 7.4 OTHOCHTCSI K OCTaBLIEMYCsl aHTpAIICHY.
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UK cnexTp HeounmeHHoro npoaykra (KBr)
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UK cnextp yucroro npoaykra (KBr)
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3074, 3026 C-H- BanentHoe, apoM
2981, 2935, 2897 C-H- BaneHTHOE, alKaH
1739 C=0- BasienTHOE, YPHUP
1467 C=C- BajnieHTHOE, apOM
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