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4029 Cunrte3 noaenniadeHusioBoro 3pupa u3 OpoMaoaeKaHa u

(denona
OH

PN NG NP NG g
Br +

CoHpsBr CsHO

(249.2) + NaOH (40.0) (94.1)
+ Adogen 464 C,5H5,CIN
(404.2)
/\/\/\/\/\/\
@)
+ NaBr

C18H3OO

(262.4) (102.9)
Kanaccudpuxanus

Tunbl peakuuii H KJacchl BelleCTB

CunTe3 mpocThiX 3(UpOB MO BHIBAMCOHY, HYKICO(QHIBHOE 3aMEIlleHHE, KaTaln3aTOphl
Mex(pazHOro nepeHoca

Bpomankansl, peHOIBI, TIPOCTHIE FPHUPHI

Metoabl padoThI

HarpeBanue c¢ o0OpaTHBIM XOJOAMJIBHUKOM, I€PEMEIIMBAHUE C IOMOIIBIO MAarHUTHOM
MEIIAJIKH, SKCTPArMpoOBaHUE, SKCTParupoBaHHE BCTPSIXUBAHUEM B JICJIUTEIIBHOW BOpPOHKE,
GuIbTpOBaHNE, BBINAPHBAHWE HA POTOPHOM HCIApUTENE, MEPEroHKa NpU MOHMKEHHOM
JIABJICHUH, IEPErOHKa Ha KOJIOHKE, HarpeBaHKWe Ha MacJIIHOM OaHe.

Metoauka (pa3mep 3arpy3ku 10 mmoan)

Oo0opynoBanne
JByropmnas konba Ha 10 mu wim kpyriaomoHHas konba Ha 10 M ¢ Hacaakoit KisiizeHa,
oOpaTHbII XOJOJWIBHUK, JETUTENbHAs BOPOHKA, MPUOODP AJII MUKPONEPErOHKH, MarHUTHAas

Mellajika ¢ oJI0TPEBOM, POTOPHBIN HCIIapUTENb, BAKYYMHBIN Hacoc, MacisiHasi OaHs
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BemecrBa
opomononekan (T.xun. 139 °C/13 rlla; 2,49 1 (2,39 M, 10,0 MMoIIB)
MpoayKT cunTe3a 4028)

TUIPOKCHU/I HATPHS 0,480 r (12,0 MMo1B)
¢denon (t.m1. 41 °C, 1.xum. 182 °C) 1,13 r (12,0 MmMoOIB)
XJIOpUJT METUITPUOKTUIIAMMOHUS

(Anoren 464 win Anuksat 336) 0,05 r (0,1 mmouIB)
BOJA 2,5 M (139 mmorb)
Metun-tper-0yTrnosslii 3¢up (T.kur. 55 °C) 40 mn

Boanslit pactBop ruapokcuaa Hatpus (2 M) 10 M

Cynbdat HaTpust ISl OCYIIKH npuMepHo 1 1
Peakuus

0,480 r (12,0 mmoms) rugpokcuaa Hatpus, 1,13 1 (12,0 mmoib) dpenona, 2,49 r (2,39 mi, 10,0
MMoJb) 6pomaoaekana u 0,05 T (0,1 mmons) Angorena 464 B 2,5 M1 BOJIbI IOMEIIIAIOT B
JIBYTOPIYI0 K00y Ha 10 MJI, OCHAIIEHHYI0 MarHUTHOW MEIIAIKON 1 00paTHBIM
XOJIOTUIBHUKOM, U HArpeBaloT MpU CHIILHOM IepeMENINBaHIH B Te€UeHHE 6 4acoB Ha
MacisiHor O6aHe Temmeparypsl 115°C, no Tex mop, moka OpomoIeKaH HE MPOpearupyet
MOJHOCTBIO0. X0/ PEAKIHUH OTCIICKUBAIOT C TOMOIIBIO TOHKOCIOMHOM WJIM Ta30BOM
xpoMarorpadun (cM. pazaen AHaum3).

Beinesenue npoaykra

[locne oxnmaxaeHUs PEaKIMOHHYIO CMECh IKCTParupyroT BCTpsxuBaHuem c¢ 10 mu metui-
TpeT-OyTusnoBoro 3¢upa. Bonusie ¢azbl CHOBa IKCTPArupyroT TPUKIBI MOpHusaMu 1mo 10 mi
METHJI-TPET-OyTHIIOBOTO 3(upa, 3aTeM 00bEeIUHEHHBIE OpraHuyeckue ¢aspl MpoMeiBaoT 10
M 2M ruapokcuna Hatpus u 3atem 10 M Bogel. Opranudeckyro ¢aszy cymat Hax NapSOs.
Ocymmrens OTQHUIBTPOBBIBAIOT, PACTBOPUTEIbL BBINAPUBAIOT HA POTOPHOM HCIAPHUTEIE.

Beixop ceiporo npoaykra: 2,49 r.
ChbIpoit MPOJIyKT IIEPErOHSIOT Ha IPUOOPE TSk MUKPOIIEperoHku pu 5,5:107 rila u 152°C.

Beixon: 2,28 1 (8,69 mMmonb, 87%), OecuBeTHasi >KUIKOCTh, KOTOpasl 3aTBEpAEBACT INpHU

XpaHCHUH B TCUCHUC HCKOTOPOI'0 BPpCMCHHU.
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Opranusanusi cOopa u yaajieHusi 0TX010B

HOBTOpHOQ HCIOJIB30BaAaHUE

http://www.oc-praktikum.de

BrinmapeHHbIi MeTHII-TpeT-0y THIIOBBIN 3(pUp cOOMPAIOT U MEPETOHSIOT.

YTuauszanus orxoa0B

OTxon Tun eMKoCcTH 151 CJIMBA
Boganas dasza CMecu pacTBOPHUTEL-BOJIA, COACPIKAIINE TAIOTECHBI
Ky0oBbrIit ocTaTok PacTBopuTh B HEOOIBIIIOM KOJIMYESCTBE aAlETOHA,
3aTeM YTUIN3HPOBATh, KAK OPraHUYECKUE
PACTBOPUTEIIH, COJEPKAIIHE TAIOTCHbI
Cynbdar Hatpus TBepabie OTXO/bI, HE COACPIKAIITUE PTYTH

Bpems
Peakxmmusa 4,5 gaca
ITeperonka 2-3 yaca

IlepepbiB

Ilocne HarpeBaHus C O6paTHBIM XOJIOAUIBHUKOM

ITocne 3xcTarupoBaHus
[Iepen neperoxkoi

CreneHb CJI0KHOCTH
Cpennsis

Metoauka (pa3mep 3arpy3ku 100 Mmmouib)

OobopynoBanne

JIByropnas wnm Tpexropias koi6a Ha 100 mur, oOpaTHBIA XOJOIWIBHUK, IETUTEIbHAs

BOpOHKa, MEpEeroHHbIN anmapar, 10 cM kojoHka Burpo, MarauTHasi Memanika ¢ moAOTPEBOM,

POTOPHBII HCTIapUTelb, BAKYYMHBIN HacOC, MacisiHas OaHs

BemecTrBa

opomogonekan (T.xum. 139 °C/13 rlla;
poAyKT cuHTe3a 4028)

THJIPOKCHU HATPUS

¢denon (.. 41 °C, t.xum. 182 °C)

XJIOPUT METUIATPUOKTUIAMMOHHUS

(Anoren 464 niau Anuksat 336)

BOJIA

Metun-tper-0yTunoBslit 3¢up (T.kur. 55 °C)
Bognslit pactBop ruapokcuaa Hatpus (2 M)
Cynbat HaTpus A1 OCYIIKU

24,9 r (23,9 ma, 100 mMoIIB)

4,80 T (120 MmMoIIB)
11,3 1 (120 mMob)

0,5 r (1,2 MMoOB)
25 mi (1,4 mmouib)
100 mn

25 M

MIPUMEPHO 5 T
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Peakuus

4,80 T (120 mmonb) ruapokcuaa Hatpus, 11,3 T (120 mmons) denona, 24,9 r (23,9 mi, 100
MMOJIB) Opomaoaekana u 0,5 1 Anorena 464 B 25 M1 BoJIbI TOMEIIAIOT B ABYTOPITYIO HUITH
Tpexropiyto kojaoy Ha 100 mi1, OCHAIIIEHHYI0 MarHUTHOM MEIIAaIKONH U 00paTHBIM
XOJIOAWIIBHUKOM, M HArPEeBAIOT MPHU CHIIBHOM NIEPEMEIINBAHIH B TeUEeHHE 6 4acOB Ha
MacisiHo 6ane temneparypsl 115°C, go Tex mop, moka OpomaoIeKaH HE MPOpearupyet
MOJHOCTBI0. X0/ PEAKIHUH OTCIICKUBAIOT C TOMOIIBIO TOHKOCIOMHOM WJIM Ia30BOM
xpomatorpaduu (cMm. pazaen AHanus3).

Broinenenue npoaykra

[Tocne oxnaxaeHHUs PEaKIMOHHYIO CMECh 3KCTParupyroT BCTPAXMBAHUEM C 25 MJ METHI-
TpeT-OyTuioBoro 3¢upa. BonHsle ¢a3zbl CHOBa 3KCTPAarupyroT TPUKbI MOPLUHUAMH 1O 25 MII
METHJI-TPET-0yTHIIOBOTO 3¢upa, 3aTeM 00beIUHEHHBbIE OpraHuyeckue (a3bl MPOMBIBAIOT 25
M 2M rugpokcuia Hatpus u 3aTeM 25 mul Boasl. Opranndeckyto ¢asy cymart Haa NaxSOj.
Ocymmrens OTQUIBTPOBBIBAIOT, PACTBOPUTEIb BBINAPUBAIOT HAa POTOPHOM HCHApHUTEIE.
Brixon ceiporo npoaykra: 24,2 r.

Ceipoii npoxykT neperonstor yepe3 10 cMm konoHky Burpo. UtoObl n3bexaTh 3acThIBaHUS
JUCTUIIIATa B BEPXHEH 4acTH nprubopa sl NEPEeroHKH, XONIOAWIbHUK OXJIaXKIAI0T HE BOJOM,
a BO3JIyXOM.

Beixon: 21,8 r (83,1 mmons, 83%), Temneparypa neperonku 131°C, 6ecuBeTHas KUAKOCTb,
KOTOpasi 3aTBEP/ICBACT NP XPAHEHUHU B T€UEHHUE HEKOTOPOT'O BPEMEHH.

Opranusanus coopa u yaajleHus 0TX010B

IToBTOpPHOE HCNO/IB30BAHME
BrinmapeHHbI MEeTHII-TPET-0y THIIOBBIN 3(pup cOOMPAIOT U MEPETOHSIOT.

YTuanizanust 0oTXo10B

OTxon Tun emkocTH 1J11 CJIMBA
Bonnas daza Cmecu pacTBOPUTENBH-BO/IA, COIEPKAIIINE TaJTOTEHbI
Ky6oBb1it ocTaToK PacTBOpUTH B HEOOIBILIOM KOJIMYECTBE ALIETOHA,

34TCM YTUIIU3UPOBATH, KaK OPraHUYCCKHUC

PacTBOPUTEIHN, COJEPKAIIME raJIOT€HbI

Cynbdat HaTpust TBepable OTXObI, HE COAEPKALIUE PTYTH

Bpems
Peaknus 5 gacos
[leperonka 2-3 gaca
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IlepepbiB

ITocne HarpeBaHust ¢ OOPAaTHBIM XOJIOAUIBHUKOM
ITocne skcTarnpoBanust

[Iepen neperonkoi

CreneHb CI0KHOCTH
Cpennsis

Metoauka (pa3mep 3arpy3ku 1 MoJib)

Oo0opynoBanne

JIByropinasi uim Tpexropias kosba Ha 1 7, 0OpaTHBINA XOJNOIWIBHUK, JEIUTENbHAS BOPOHKA,
Hacaaka ais neperoHku, 30 cM KojloHKa Burpo ¢ BakyyMHON pyOamikoil M OTpakarolluM
MOKpBITHEM, pig type NpHEeMHBIH TEPeXOJHUK, MAarHUTHAas MeEIIajKa C MOJOTPEBOM,

POTOPHBIN HCTTAPUTENH, BAKYYMHBIN HAacCOC, MacisiHas OaHs

BemecrBa

opomononekan (T.xum. 139 °C/13 rlla; 249 r (239 M1, 1,00 monb)
MpoayKT cunTe3a 4028)

TUIPOKCHUJI HATPHS 48,0 T (1,20 momp)

¢denon (t.m1. 41 °C, 1.xum. 182 °C) 113 r (1,20 momb)

XJIOpUJ, METUITPUOKTUIAMMOHUS

(Anoren 464 win Anuksat 336) 51 (0,012 momp)

BOJA 200 M (11,1 MMoIIB)
Metun-tper-0yTrinosblit 3¢up (T.ku. 55 °C) 1,00 n

Bognslit pactBop ruapokcuaa Hatpus (2 M) 200 mn

Cynbat HaTpus AJ1s OCYIIKU

Peaxknusa

48,0 T (1,20 momnp) ruapokcuaa Hatpus, 113 r (1,20 mons) denona, 249 r (239 mi, 1,00 moib)
opomaonekana u St AnoreHa 464 B 250 Mu1 BOJbI TOMEIIAIOT B IBYTOPITYIO HITH TPEXTOPIIYIO
KoJIOy Ha 1 JI, OCHAIIIEHHYIO MAarHUTHON MEIIAIIKOW ¥ OOPAaTHBIM XOJIOAMJILHUKOM, U
HarpeBaroT MpH CUJILHOM MEPEMEIIMBaHUU B T€UEHUE 6 YacOB Ha MAcIsHOM OaHe
temriepatypsl 115°C, 1o Tex mop, moka OpoMI07eKaH He MPOpearupyeT MOTHOCThIO. X0/
pPEeaKIK OTCIASKUBAIOT C MIOMOIIBIO TOHKOCIIOWHOM WIJIM Ta30BOM XpoMartorpaduu (cM.
pasznen Ananus).

Beinesenue npoaykra

[Tocne oxmaxIeHUS PEAKIIMOHHYIO CMECh SKCTPAarHpyroT BCTpsAXHBaHUEM ¢ 250 M1 MeTHII-
TpeT-OyTunoBoro >¢upa. Boxusie (a3pl CHOBa 3KCTParupyrOT TPHKIBI MOPLUUAMHU 10 250 M
METHJI-TPET-OyTHIIOBOTO 3(hupa, 3aTeM 00beAMHEHHBIE OpraHnyeckue ¢a3bl MPoMbIBatOT 250
M 2M ruapokcuna Hatpus U 3ateM 250 mut Bogsl. Opranmueckyto a3y cymat Hag NaySOy.
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Ocymmrens OTQUIBTPOBBIBAIOT, PACTBOPHUTEIH BBIIAPUBAIOT HA POTOPHOM HCIIApPHUTEIIE.
Boixop ceiporo npoaykra: 246 r.

Cripoit mpoaykt neperonstor yepe3 30 cm koioHKy Burpo. UToOBl M30eKaTh 3aCThIBAaHUS
JTUCTUINIaTa B BEPXHEW 4acTH MpUOOpa JJIsl MEPErOHKH, XOJIOAWIHBHUK OXJIaXKIaI0T HE BOJIOH,
a BO3/1yXOM.

Breixon: 221 r (0,842 mons, 84%), Temrnepatypa neperonku 145°C, O6ecuBeTHast KUIKOCTb,
KOTOpaA 3aTBCPACBACT IIPU XPAHCHUHU B TCUHCHUC HCKOTOPOT'O BPEMCHH.

Opranunsanus cOopa M yAaJleHUsl OTXO/A0B

IToBTOpHOE HCIO/IB30BAHKE
BrimapenHnsblit METUII-TPET-Oy TUIIOBBIN (PP COOMPAIOT U IMTEPETOHSIIOT.

YTuaun3zanusg oTxo/10B

Otxon THn eMKOCTH JJIl CJIMBA
Bonnas daza Cwmecu pacTBOpUTEIb-BO/A, COJIEPIKAIINE TaJIOTCHbI
Ky6oBbIit ocTaToK PactBOpUTH B HEOOIBIIIOM KOIMYECTBE allETOHA,

3aTeM yTHIIM3UPOBaTh, KAK OPTraHUICCKHE
PacTBOPHUTEIH, COJICPIKAIINE TaTOTCHBI

Cynbgat HaTpus TBepable 0TX0/1bI, HE COIEpIKaINE PTYTH

Bpems
Peakuus 12 yacos
[leperonka 6 yaca

IlepepbiB

ITocne HarpeBaHust ¢ 0OPAaTHBIM XOJIOAUIBHUKOM
ITocne skcTarnpoBaHust

[Iepen neperonkoi

CteneHb CI0KHOCTH
Cpennsis
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AHaan3

MounuTopuHr peakuuu ¢ nomombio TCX
[oaroroBka npoOsI:

C momomkto munetku [lacTepa oTOMPArOT OHY KAIDIIO PEeaKIIMOHHON cMecH U pa30aBisaroT 0,5 MII JHATHIIOBOTO
a¢wupa.

VYenosus TCX:

a/IcopOeHT: Asromunuesast ¢onbra st TCX (cunukarens 60)

JJTFOCHT: Ietponeitnbiit 3¢up (60-80 °C)

NIPOSIBUTEIIb: Asromunuesyto ¢onery st TCX norpyxator B 2N H,SO,4 u cymar ropstanm
BO3/1yXOM

R (mopenmngpeHUI0BEIH 0,22

a¢up)

R (Opommonexan) 0,53

MounuTopuHr peaknuu ¢ nomombio I'ZAKX
[Moaroroska npoOsI:

C nomoipto murneTky [lactepa 0TOMPaIOT OJJHY KAIJIKO CHIPOTO HJIM OYMIIEHHOTO MPOAYyKTa, pa3dasisitor 10 mi
nuxiopMerana. BraisiBarot 0,2 MKII 3TOTO pacTBOpA.

VYenorus [KX:

Komnonka: DB-1, 28 m, BHyTpenHmii auametp 0,32 mm, mreHka 0,25 MkM
Bgon: BBox B k0n0OHKY

T"a3-HOCHUTEND: Bozopox (40 cm/c)

ITeus: 90 °C (5 mun), 10 °C/mun no 240 °C (30 muH)

Hetekrop: JNII, 270 °C

HpOHeHTHyIO KOHICHTpalul0 yYCTaHaBJIMBAJIU HA OCHOBAHUHU rmomaz[ei/'[ ITUKOB.
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I'KX cbiporo npoaykra I' KX ouMIIeHHOr 0 MPOIYKTA
(3arpy3ka 1 MoJib) (3arpy3ka 1 MoJib)
a0, . LLILI #
5104 3104
B 04 304
el kmVal)
250 E W4
g :
10 - 120 L - e oo
o S 2 = o = -
- L_ A _:. T- L N - : s —
e T P T Py —- P oo j 2 42 j 16 935 [ 25 A0
Bpemst ynep:kuBanus BemecTBo ILtomans nuka %
(MuH) CrpIpoii npoayKT OunieHHbIH
NPOAYKT
18,85 [poxykt (momenmnpeHUIOBEIH 94,4 98,3
¢up)
13,54 HcxonmHoe BemecTBo 4.4 1,1
(6bpommonexan)
Hpyrue HewnssecTHble npumMecu < 0,5 Ha nuk < 0,5 Ha nuk

"H SIMP cnextp cbiporo npoaykra (300 MI'tr, CDCl5)

teem]
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"H SIMP cnextp ounmennoro nmpoaykra (300 MI'u, CDCls)

1 3 5 7 9 11
18 14
17 15
16
6 (ppm) | MyabTHILIETHO Yucao H OTHeceHMe
CTh
0,88 t 3 12-H
1,27 m 16 ocrasiuiics CH,
1,44 m 2 3-H
1,75 m 2 2-H
3,91 t 2 1-H
6,88 m 3 14-H, 16-H, 18-H
7,25 dd 2 15-H, 17-H

BC SIMP cnextp coiporo npoaykra (75,5 MI', CDCl5)

180 140 120 100 s0 &0 40 =20
Lppm)
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B¢ samp cnexkTp cbiporo npoaykra (75,5 MHz, CDCls)
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1 3 5 7 9 11
o/\/\/\/\/\/\
2 4 6 8 12
13 10
18 14
17 15
16

b

40

z0

6 (ppm) OTtnecenne
14,0 C-12
22,7 C-11
67,9 C-1
114,5 C-14, C-18
120,4 C-16
129.,4 C-15, C-17
159,2 C-13
76,5-77,5 pacTBOpHUTEINH

10
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UK cniekTp 04YHIIEHHOTr0 NPOAYKTA (MJIEeHKA)
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