NOP http://www.oc-praktikum.de

4016 Cwunres (¥)-2,2'-muruapokcu-1,1'-onnadprua
(1,1'-0u-2-nadrosna)

FeCl, - 6 H,0 OH
OH
OH
C4oH,0H Ca0H140;
(144.2) (270.3) (286.3)
Kanaccunpukanus

Tunbl peakuuid ¥ KJIacchbl BellecTB
OKHCIUTENBbHOE COUETaHUE

HadTosl, apoMaTHuecKue coeTuHeHUs

MeTtoabl padoThl

HarpeBanue ¢ oOpaTHBIM XOJOAWIBHUKOM, MEPEMEIIMBAHUE C TIOMOIIbI0 MarHUTHON
MENIANKY, YAAJEHUE BOJbI ITyTEM a3€0TPOIHOMN MEePEeroHKy, GUiIbTpOBaHHUE, BhITapUBAaHUE Ha
POTOPHOM HCHapuTeNe, HarpeBaHUE Ha MacsTHOW OaHe

Jns Mmetonuku ¢ pazmepom 3arpy3ku 100 MMOJIb TOTIOTHUTENIBHO:

[lepememuBanue C TOMOINBIO MEXaHHYECKOW MeEIIaJIKM, HarpeBaHue C MOMOUIbIO
KoJIOOHarpeBaTe’isi C peryaupyeMoil MOIIHOCThIO BMECTO HAarpeBaHus Ha MacisiHOM OaHe

Metoauka (pa3mep 3arpy3ku 10 mmoun)

Oo6opynoBanne

JIByropnas konba Ha 250 My, oOOpaTHBIN XONOAMIBHUK, KalleJibHas BOPOHKA C YpaBHUBAHUEM
JABJICHUS U JIMHHBIM HOCHUKOM, KPYTJIOJ0HHas kKoi6a Ha 100 mi, MarHUTHas Memanka C
nojorpeBoM, BopoHka broxuepa (@ = 5,5 cm), konba byH3eHa, BOIHBIN cemaparop,
9KCUKATOP, MACJISTHAsI OaHsI.

BemecrBa

2-nadroun (T.m1. 122-123 °C) 1,44 r (10,0 MmMOB)
xnopuy xenesa(Ill) rekcaruapar 2,70 T (10,0 MmmoB)
tosryon (T.xui. 111 °C) npuMepHo 30 M
BOJIA 120 mn
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Peaxknusn

[TpuGop mns mpoBeACHHS peaKIuu BKIIOYACT JABYTOPIYyI0 KOJOy Ha 250 Mul, OCHAIICHHYIO
MarHMTHOM MeIIankoi, oOpaTHbBI XOJOJWJIBHUK U KaledbHYI0 BOPOHKY C JUIMHHBIM
HOCHKOM, KOTOPBIA OIMYyIIEH B PEaKUHOHHYIO CMEeCh, HAXOMSIIYIOCS B KOJIOE, a Takxke
MAacJIsIHYI0 0aHI0, KOTOpast CIY>KUT 71l HarpeBaHUs peaklIMOHHOW CMecCH.

B peaknuonnoi konbe 1,44 r (10,0 mmonb) 2-Hadrona pactBopsitor B 100 mur Boabl mipu
NepeMelIMBaHUN W HAarpeBaHUM J0 KHUIEHHsS Ha MacisHOW OaHe, MMeEIoUeil TemmepaTtypy
130°C. IloanepxuBasi CUJIbHOE MEPEMELIMBAHUE, HEMOCPEICTBEHHO B PEAKIIMOHHYIO CMECh
U3 KarelbHOW BOPOHKM MemIeHHO (B TeueHune 20 MuHyT) nobasisitor pactsop 2,70 T (10,0
MMOJIb) Tekcarupara xjuopuaa sxenesa (I1I) B 20 mu Boasl. 3aTeM cMech EpEMENINBAIOT E1Ee
1 yac npu Temnepatype macisHoi 6anu 100 °C.

Broinenenue npoaykra

OceBuiee TBEpAOE BEIIECTBO OTCACHIBAIOT M3 TOpsAYEdl PEAKIIMOHHOM CMECH Ha BOPOHKE
Broxuepa. TBepioe BEIIECTBO CMBIBAIOT OOPAaTHO B PEAKIIMOHHYIO KOJOY ¢ moMormisio 20 M
BOJIbI, TIEPEMELINBAIOT U HArpeBalOT ¢ OOpPaTHBIM XOJOAWIBHUKOM B TeueHue 10 MuHYT, a
3aTeM CHOBA OTCAachIBaIOT. JIJI1 OUMCTKU M yJaJIeHHs] OCTATOYHON BOJABI MOJTYUYEHHBIH TaKUM
o0pa3oM cbIpoil mpoaykT HarpeBatoT ¢ 30 MiI Todyojia ¢ OOpaTHBIM XOJOAMIBHHOKM IpU
NepeMEIIMBAaHNH C MOMOIIBI0O MAarHUTHOW MEIIAJKH B KPYIJIOJOHHOHW kojbe Ha 100 mi ¢
BOJIHBIM CENapaTopoM B TeueHue 2 4acoB. [locie oxnaxkaeHus: 10 KOMHAaTHOW TeMIEpaTypbl
KOJIOY OCTaBIISIIOT B XOJOAMJIBHHKE C LEIbI0 KPUCTAUIM3ALMKM MpoayKkTa. OcakIeHHBIN
IPOAYKT OTCACHIBAIOT U CYILIAT B 9KCUKATOPE.

Beixon: 0,930 r (3,25 mmonb, 66%); T.mu1. 216 °C.

JIonOTHUTENbHOE KOJMYECTBO KPUCTAJUIMYECKOH (pakuIMW MOXKHO TMOJNYyYUTh IIyTeM
BBINAPUBAHUS MATOYHOH JKHUKOCTH Ha pOTOpHOM Hcmaputene 10 50% oT ucxoaHoro oobema

C TIOCJIETYIOUIUM OXJIAXKICHUEM B XOJIOIUIbHUKE.
Beixon: 0,110 r (0,384 mmoub, 8%), T.1m1. 212°C.

OO6muit Beixoa: 1,04 r (3,63 mmons, 73%); CBETIIO-XKENTOE TBEPOE BEUIECTBO.

KommenTapuun
[TpoayKT 3TOrO CHHTE3a UCIOJIB3YETCS B KAU€CTBE UCXOAHOTO BeliecTBa B cuHTese 4014.

Opranusanus coopa u yaaJleHUusl 0TX010B

YTnanizanusg orxo10B

OTtxon THun eMKOCTH UISI CJINBA
Boausie daszbr CmecH pacTBOPUTEIb-BOJA, COJIEPIKAINE TaJOTCHBI
Mato4Hast )KUJIKOCTb (TOJIyOJT) OpraHndeckue pacTBOPUTENIHM, HE COACpIKaIue
rajJor¢HOB
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Bpems
5-6 yacoB

IlepepsbiB
[lepen HarpeBaHHEM C BOJHBIM CEMAapaTOPOM

CTeneHb CJI0KHOCTH
Cpennsis

Metoauka (pa3mep 3arpy3ku 100 MmMoJIb)

Oo6opynoBanne

JByropnas xonba Ha 2 j, oOpaTHBIM XOJOAMIBHHK, KarejlbHas BOPOHKA C ypaBHHBAaHHEM
JIaBJICHUS] M JUIMHHBIM HOCHUKOM, KPYTJIOJOHHAs Koyiba Ha 500 Mi, MexaHudeckas Mellaka,
BopoHka broxuepa (0 = 10 cm), konba byH3eHa, MarHuTHast MellaiKa ¢ IOJOTPEBOM, BOIHBIN
cermaparop, SKCHUKaTop, MaciisiHas OaHs, peryJupyeMmblii KoJOOHarpeBaTellb B KayecTBE

3aMCHBbI 114 MAacJIsIHOM OaHH.

BemecrBa

2-vadron (t.ma. 122-123 °C) 14,4 r (100 MmmoOIB)
xnopun xxene3a(Ill) rekcaruapar 27,0 v (100 mmoJIB)
toiyou (T.kui. 111 °C) npuMepHo 200 mi
BOJIa 1,51

Peaxknusn

[Mpubop 1yisi mpoBeNeHHs peakIH BKIIOYACT IBYTOPIYI0 KOJIOYy Ha 2 JI, OCHAIIEHHYIO
MEXaHMYECKOW MEIIaKOM, OOpaTHBIM XOJIOMWJIBHUK M KAaleJdbHYI0 BOPOHKY C JUTHHHBIM
HOCHKOM, KOTODBIM OIYIIEH B PEaKIHMOHHYIO CMECh, HaXOIANIyIOCs B KojbOe, a TaKxke
MacIIsiHyI0 OaHio, KOTOpas CIYy)KUT JJIsi HarpeBaHWs PEaKIHMOHHOW CMECH, HWJIM BMECTO
MacJsTHOM OaHM peryJupyeMblid KOJOOHAarpeBaTeb.

B peakumonnoii xonde 14,4 r (100 mmonp) 2-HadTONa pPacTBOPSIOT B 1 1 BOABI IpH
NepeMeIIMBaHN ¥ HAarpeBaHWUM 10 KHUIIEHUS Ha MacisHOW OaHe, MMEIONIel TeMmepaTypy
130°C. IlogaepxuBasi CUIBHOE NEPEMEUIMBAHUE, HEMOCPEACTBEHHO B PEAKIIMOHHYIO CMECH
W3 KamneJdbHOM BOPOHKM MeUieHHO (B TedeHue | waca) mobasmstitor pactBop 27,0 r (100
MMoJIb) rekcaruapara xjgopuaa xeneza (III) B8 200 mu Boael. 3aTeM cMech MepeMeIInBaOT
emnie 1 yac npu temrnepatype macisaou 6anu 100 °C.

Broinenenue npoaykra

OceBiiee TBepAOE BEIIECTBO OTCACBIBAIOT W3 Topsuell PEakIMOHHOM CMecH Ha BOPOHKE
Broxuepa. TBepaoe BelecTBO CMBIBAIOT OOPAaTHO B PEAKIIMOHHYIO KOJIOY ¢ momoribio 500 mi
BOJIbI, TIEPEMELINBAIOT U HArpeBalOT ¢ OOpPaTHBIM XOJOAWIBHUKOM B TeueHHe 10 MuHYT, a
3aTeM CHOBA OTCACHIBAIOT. J[JIs1 OYMCTKU M yAaJCHUs OCTATOYHOM BOBI MOJYYEHHBIH TaKHM

o0pa3oM ceipoit mpoaykT HarpeBaioT ¢ 200 mu1 Tomyona ¢ 0OpaTHBIM XOJIOAWILHUOKM IPHU
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MepeMENIMBaHNN C TIOMOIILI0O MAarHUTHOW MEIIAJKH B KPYIJIOZOHHOW Koioe Ha 500 mur ¢
BOJIHBIM CEMapaTopoM B TeueHHe 2 yacoB. [locne oxiaxkaeHus: 10 KOMHATHOM TeMmepaTypbl
KOJIOy OCTaBJIAIOT B XOJOJWIBHHMKE C LENbI0 KpUCTAIU3alUuu Npoaykra. OcakKIeHHbIN
IPOAYKT OTCACHIBAIOT U CYILIAT B 9KCHKATOPE.

Beixon: 9,80 1 (34,2 mmoutb, 68%); T.1u1. 216 °C; cBETIO-KENTOE TBEPAOEC BEIIECCTRO.

[TomHOTY KpHUCTAITU3AMKM TPOBEPSIOT IIyTEM BBIMAPUBAHKMS MAaTOYHOM JKHIKOCTH Ha
potopHoMm wucmapurene 10 50% OT HUCXOAHOTO 00beMa C TOCIEAYIONIUM OXJIKICHUEM B
XOJIOAUIBLHUKE.

KommenTapun
[IpoayxT 3TOrO CHHTE3a UCIIOJIB3YETCSl B KAUECTBE UCXOIHOTO BellecTBa B cuHTese 4014.

Opranusanusi cOopa u yaajieHusi 0TX010B

YTuauszanus orxoaoB

OTtxoxn Tun eMKocTH U1 CJIMBA
Bonansie ¢dazbr CmecH pacTBOpPUTENb-BOIA, COAECPHKAIINE TaJTOT€HbI
MarouHast )KHAKOCTb (TOJIYOJ) Opranvueckue pacTBOPUTENIHM, HE COAEpIKalIue
rajoreHoB
Bpems
6-7 yacoB
IlepepsbiB

[lepen HarpeBaHHEM C BOJHBIM CEMAPaTOPOM

CTeneHp CJI0KHOCTH

Cpenusis

Anajau3

VYenous KX

Komnonka: DB-1, 28 M, BHyTpennmii quametp 0,32 mm, reHka 0,25 MkM
Brox: BBoJ B KOJIOHKY

T'az-nocurens:  Bojopoz (40 cm/c)

Tleus: 90 °C (5 mun), 10 °C/mun 1o 240 °C (30 mun)

Herexrop: JUII, 270 °C

HpOHeHTHyIO KOHICHTPAUHWIO YCTaHABJIMBAJIM HA OCHOBAHUUN rmomazlef/i ITNUKOB.
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I'’KX cbiporo nmpoaykra

d iy

511

5244

[l
256
128 L
oo = T T T T T b_‘ T = T T
oo 9 1lg 18 311 [exn] 274281 Ao 6d
Bpems ynep:kuBaHust BemectBo Inomans nuka %
(MunH)
25,39 MPOAYKT 97,8
MIPUMECH <1,2

"H SIMP cnextp chiporo mpoaykra (300 MI'u, CDCl3)
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"H SIMP cnektp ounmennoro nmpoaykra (300 MI', CDCl5)

(pom)
6 (ppm) MyJbTHIIETHO Yucao H OtHeceHue
cTh
5,05 s 2 OH
7,13 d 2 3-H
7,40-7,21 m 6 7-H, 8-H, 9-H
7,85 d 2 4-H (6-H)
7,93 d 2 6-H (4-H)

B¢ samp cmeKkTp chiporo mpoaykra (75,5 MI'u, CDCls)
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BC SIMP cnextp ounmennoro npoxykra (75,5 MI'y, CDCl3)

4 (ppm) Otnecenue
152,8 C-2
1335 C-10
1314 C-5
129,6 C-4
1284 C-6
127,5 C-8
124,2 C-9
124,0 C-7
117,8 C-3
111,0 C-1
76,5-77,5 PacTBOpHUTEIb
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