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CwuHre3 (E,E)-aubeH3nnnaeHaueToHa

Cxema peakuuu

TpeboBaHUA TeEXHUKKU 6Ge30NacHOCTMU:

Bo Bpemsa paboTbl 0643aTenbHO HOLUEHWE 3alUMTHBIX MepyaToK, OYKOB U
nabopaTopHoro xanara.

Anbaernapbl 1 KETOHbI pasgpakatoT KOXY.

Teépabii NaOH un ero pacTtBopbl O4EHb €AKME.

OTaHoN pasgpaxaeT KOXY M OrHeornaceH.

N3Beran nonagaHns XMMUKaTOB Ha KOXY, B rnasa, Ha ogexay u Ha paboyve
NMOBEPXHOCTMU.

OcTopoxHo! Pa3butoe CTekno n CTeKNAHHbIE Kanunnapbl MOryT GbITb OYEHb
ocTpbimMu!

Y® unanyyeHue BpeaHO AN KOXM U rmasd. Hocn 3alunTHble nepvaTkm N OYKW.
Monb3ynca YO namnon B Te4EHUU MUHMMASTbHOTO BO3MOXHOIO BpemMeHu!

3a HecobOnroaeHue TexXHUKUM Oe3onacHOCTU OyayT HavyuCnATbCA wWTpadHble
6annbi!

PeareHTbl U 060pyaoBaHue:
PeareHThbl:

0.51 r 6eH3anbaernaa B 2 Mn 3akpyumsatoulerica snane (Benz)

0.13 r auetoHa B 2 Mn 3akpyyuBatoLencs smane (Acet)

0.95 r NaOH B nnactukosoun mukponpobupke (NaOH)

OTaHon B rpagyupoBaHHon 10 mn npobupke co wnngpom (EtOH)

70% 3TaHon B npoMbiBankax anga obuiero nons3osaHus (70% EtOH)

ontoeHT gna TCX (Btunauetat/TekcaH 1:5) B 100 mn konbe dpneHmeriepa co
wnudom ans obwero nonb3oBaHus (EtOAc/Hex 1:5)

OTunauetar (npymepHo 1.5 Mn) B NNacTUKOBOM MUKponpobupke AOns
pactBopeHust TCX npob (EtOAc)



Mpoba GeHsanbaernga B nnactukoson Myukponpobupke ana TCX (SM)
HenoHnsnpoBaHHasa Boga B NpomMbiBankax ans obuiero nonb3osaHus (Dest.
vesi)

Jlén ona obuwero Nnonb3oBaHus (B NNacTMacCoBbIX SLMKaX)

O6opynoBaHue:

pagyvpoBaHHble 10 mn Npobupkn ans oTmepuBaHus Boabl, ataHona u 70%
aTaHona (3 wr)

[Mano4ka MarHMTHOM MeLlarku

OKCTpaKTOpbl NanovYek MarHMTHON MeLlankn Ans obLiero nonbL3oBaHUA
KpyrnogoHHas konta o6bémom 25 MunamnuTpos (2 W)

XonoaunbHUK U WaHrm

YctaHoBka ana unbTpoBaHMUs  (ManeHbKUMM  CTEKNSAHHbIN - OUNbTp,
50-MmunnunnTpoBas KpyrnogoHHas Kkonba, nepexoaHunk Anst ounstpoBaHns)
BopoHka nnu kycok cunsrpoBanbHon Gymarm onsi nepeHoca HEOUYULLEHHOMO
BellecTBa

Yawwka lMNetpu

lNnacTtukoBas Mucka ansa negsaHon 6aHu

MnacTtukoBble NUNeTkn o6bmomM 3 Mn (3 wT)

CreknsHHaa nuneTka onsg gobaeneHns aueToHa

lMnacTukoBble MUKPONPOBUPKM ONs NPUrOTOBMAEHUS NPO6 HEOYULLIEHHOMO U
nepekpuctannuaoBaHHoro npogykta ana TCX aHanusa (C n P)

Kamepa onsa antonpoBaHNS C KPbILLIKOW

NMnactTnHka p[nsa  ToHKocnomHow xpomatorpacpum (TCX) u  CTeknsHHble
Kanunnsapeol

Y® namnbl gns obwero nonb3oBaHus (2 WwT)

Becbl ansa obuiero nonb3oBaHna (2 WwT)

KapaHngaw, nuHenka, wnartesnb, NMMHLET

MarHuTHaa nnuTKa-meLlanka, WwraTumB, Nlanku, 3aXnvbl

Kycok Al cbonbru ansa HarpeBaHus Ha Bo3gyLwHon 6aHe

Mpoueaypa cuHTe3a:

1)

2)

3)

4)

OCTOpPOXHO MOMECTU Nanoyky MarHUTHOW Mellanku B 25-MUnnmMnmuTpoByro
KpyrnogoHHyto Konby. 3akpenu konby Ha wTatMBe npu MOMOLUM nankv u
3axunma. NB! He 3axxumati Konby CriulKOM CUJSTIbHO.

lMepeHecu npegBapuTensHo B3BeleHHoe konndecteso NaOH (NaOH) B konby
n pobasb 5 MUNNUNUTPOB AenoHn3nposaHHon Boabl (Dest. vesi).

Y6eaucb, YTO HarpeB MarHUTHOMW MAUTKU-MeLIanky BbikrtodeH! 3atemMm HadHu
nepemMelumsaHue (nonoxeHune perynstopa 1-2). MNocne pacteopeHnss NaOH
pobasb B konby 2 mn ataHona (EtOH), nomecTtn konby B negsiHyto 6aHo u
oxnagu cCMecb B TedeHUN 3-4 MUHYT.

K xonogHomy nepemelwwmBaemomy pactBopy NaOH pobasBb Ao kannsm
b6eH3anbgerng (Benz) (1 kanna — B TedeHunm 2-3 cekyHa). OnonocHu
cogepxasLyo beHsanbgerng suany npumepHo 0.7 MunnvnuTpamm ataHona



5)

6)

7)

8)

(EtOH) n nepeHecn NpOMbIBHON pacTBOp B PEaKLNOHHYIO KONoby.

3areM, K XONogHoW nepemMeLInBaeMon peakuuoHHoW cmecu pobasb no
kannam auetoH (Acet) (1 kanna — B TeyeHunm 2-3 cekyHa). OnonocHu
coAepXaBLlylo aueToH Buany npumepHo 0.7 munnunutpamu ataHona (EtOH)
N NepeHecu NPOMbIBHOW PacTBOP B PEaKLMOHHYH KOnoy.

MNocne pobaBneHnsa auetoHa yaanu neasHyo 6aHo, 3anvwmn BpeMs Hadana
peakumn, gan peakLMOHHOM CMeCK HarpeTbCsa 4O KOMHATHOM Temnepartypbl U
nepemMeLuMBan CMeCb Npu KOMHaATHOW TemnepaTtype B TedeHun 1 yaca.

a. NB! B meyeHuu amozo spemeHu pewaul 3adaHusi Ha fiucme ¢
omeemamu u rpu2omosb ycmaHOo8KY 01 (huribmposaHuUsi.

Oxnagn nonyyYeHHyK TreTeporeHHyl CMeCb B TeYeHUU 5 MUHYT MNyTéM
nepemMelLMBaHus Ha negsiHon ©GaHe, OCTaHOBM MepemellnBaHue, U3BIEKU
nanoyky MarHUTHOW Mellankm u NpoduUnbTPyn CMECb Yepes3 CTEKISHHbIN
Gpunetp. ONONOCHM peakuMoHHY Konby 1x3 M AEeMOHU3NMPOBAHHOW BOAbI
(Dest. vesi), Bbinen NnpoMbIBHOM pacTBOp Ha punsTp (He ncnonb3ysi Bakyym!),
nepemMeluan TBEpPAOE BeLLECTBO C BOOOW, MPUCOEANHN BaKyyMHbIN LUAAHT U
npodunsTpyn cMmechb. [MoBTOpM NpoMbIBaHWE elle ABa pa3a. 3aTteM nocyLum
BblAENEHHbIN NPOAYKT B TeYEeHUN 2-3 MUHYT Ha (bunbTpe B MOTOKE BO3QyXxa,
co3gaBaemMoM BaKyyMHbIM HaCOCOM.

Bo3sbmu HeGOMbLIOE KONMMYECTBO (KYCOYEK Pa3MEPOM CO CMNYEYHYHO FONOBKY)
HEOYULLIEHHOro NpoAyKTa M NOMECTU B NAaCTUKOBYO MUKponpoodupky (C).

Ouucrka CbIpoOro npoaykKkrta nyTéM nepekKpuctTannniauumnm.

9)

[MepeHecn nMOMyyYeHHbIN CbIPON MPOAYKT B YUCTYH 25-MUNNUINTPOBYHO
KPYrnoaoHHyto konby. Micnonb3yn ana atoro nnbo BOPOHKY, MO0 CNOXeHHbIN
Kycok dwunberpoBanbHon 6ymarn. OCTOPOXHO MOMEcTM B KONOy nanoudky
MarHUTHOW MeLuarnku, 3akpenu konby B nanke wtaTuBa M noctaBb Konby Ha
nnutky. NB! He 3axumal konby cruwkom cusibHo. ONONOCHN CTEKNSAHHbIN
dunetp 3x1.5 mn 70% ataHonom (70% EtOH). lNepeHecn npombiBHbIE
pacTBOpbI B KONOY.

10)MNoacoeamHn K XOoNoAWrbHUKY LUNaHrM Ans nogadv BoAdbl U COeaUHWU ero ¢

kKonbon. HayHn nepemeluBaHue (CKOPOCTb nepemMeluvBaHus 1-2) n OTKpon
BoasaHon kpaH. NB! Nposepb 8005IHOU MOMOK — MOHKOU Cr/IoWHOU cmpyUKu
docmamoyHo. Ybeducb 8 moM, Ymo crueHou wiriaHe Haxodumcsi 21y60Ko 8
mpybe pako8UHbI U COEOUHEHUS wWrlaHao8 He rpomekatom. Yb6educb 8 mom,
umo wrnaHau u npoeoda He Kacaromcsi rnnamku! 3aTem yKpow Konby Kyckom
antoMuHmeBon ¢OnbriM W Harpem Ha BO3AyWHOW 6aHe [0 KuneHus
(nonoxeHue TepmoperynaTtopa: 4-5). Ecnv cblpo NpoayKT MOMHOCTbIO He
pacTtsopwuncs, To gobaBb 4epe3s obpaTHbi xonoaunnbHuk 70% ataHon (70%
EtOH).



11) 3arem cHumMu konby C NAUTKW, yaanu nanoyvyky MarHUTHOW MeLlarnku u
oxnagm cogepxumoe Konbbl OO KOMHATHOM TemnepaTypbl. [lpoaykT
Bblgenserca B Buae kpuctannoB. [locrne oxnaxgeHuss [0 KOMHaTHOM
TemnepaTtypbl nomectu konby B negsHywo 6GaHO U oxnagu B TeYeHun
NPUMEPHO S MUHYT.

B TeyeHun aTtoro BpemeHu oxnagn B negsiHom GaHe 4 MmN HanuToro B
npobupky 70% ataHona (70% EtOH).

12)Otgenu BbigenMBLLMECS KpUCTanbl OT MaTOMHOro pacTBopa fnpu NOMOLLM
dunsTpoBaHusa. OnonocHu konby 1 mn xonogHoro 70% ataHona (70% EtOH),
BblS1Ie NPOMbIBHOW pacTBOp Ha punbeTp, NnepemeLuan TBEpPLOE BELLECTBO C
3TaHOooM 1 NpodunLTPYyn cmecsk. MNMoBTopy npouenypy elle pas. 3atem
NoCyLUN NepeKPUCTanIM30BaHHbIN NPOAYKT Ha oUNbTPe B MOTOKE BO3AYyXa,
co3gaBaeMoM BaKyyMHbIM HaCOCOM.

13)MNepeHecn nepeKkpnCTanIM3oBaHHbIN NPOAYKT Ha MPOHYMEPOBAHHYHO YaLLKy
MeTpn, oTbepn HebONbLLIOE KONUYECTBO NPoayKTa (Kycovek pasmepom co
CnnyeyHyto ronosky) anga npurotosrieHns TCX npobel (P). Onpeaenu maccy
nofy4YeHHOro NPoAyKTa 1 BbIYUCIIN €ro BbIX0A, NOCne nepekpuctannmsaumm.

NB! He 3abydb 3anucamsb nony4yeHHble 0aHHbIe Ha slucme ¢ omeemamu.

TCX aHanus:

Pacteopu TCX npo6el (C), (P) u (SM) B npumepHo 0.5 mn aTunauetara
(EtOAc) n npoBean TCX aHanu3 NCNosnb3ys B KAYeCTBE Ar0EHTA CMECH
Otunnauetat/lekcaH 1:5 (EtOAc/Hex 1:5). OT4yéTnmeo 0603Ha4Yb NPOCTbIM
KapaH4alloM fNMHUIO cTapTa U (PpoHTa, BbICYLLUW NITACTUHKY Ha BO3AyXe U
BM3yanuaunpyn natHa nog Y®-namnon (254 nm). O603Hayb nATHa NPOCTbIM
KapaH4aLloM 1 BblMUCIIM 3HaYeHUs PakTopoB yaepxaHus Ry kak ons
NCXOAHOro BeLecTBa, Tak U ANng npoaykra.

NB! He 3aby0b 3arnucame rnosly4eHHbIe OaHHbIe Ha flucme ¢ omeemamu.



JincT c oTBeTamMum

Kona;: Homep 4vawku MNeTtpum:

1. Bbluncnexnue BbiXo4a:

Macca 6eH3anbgernga: ............ r

Macca aueToHa: ............ r

MonspHasa macca (E, E)-anbeHsnnmaeHaueToHa.. . ............ r/monb

Macca nycton yawku lNeTpu: ............ g

Macca valku NeTpu BMecTe ¢ nepekpucTannm3oBaHHbIM NPOAYKTOM: ............ r
Teopetuyeckun (100%) BbIxoA: ........... r

Macca npogykra: ............ r

OTBeT: Bbixog peakunn CoOCTaBnser ............. %

2. C kakum BewecTeoM pearnpyet NaOH? 3anuwm cTpyKTypy NpoayKTa 3Ton
peakumu.




3. 3anuwm cTpyKTypy (CTPYKTYpbl) Hanbonee BaXHOro (BaXHbIX)
NPOMEXYTOYHOro (MPOMEXYTOUYHbIX) NPOAYKTOB, ONUCbLIBAaKOLWMNX MEXaHU3M
peakuun. NB! Becb MexaHU3M 3anucbiBaTb He TpebyeTcs.

4. NnaHapHas xpomaTtorpaus — BbluncneHme paktopos yaepXMBaHUsA NATEH
(Ry):

PacctosiHne mexay nuHuen ctapta u poHTa: ............ CM
PacctosiHne mexay nuHuen ctapta U NATHOM UCXOOHOrO BELLeCTBa: ............ cM
PacctosiHe mexay nuHuen ctapta U NATHOM NPOAYKTaA: ............ CcM

Copepxutca nun ncxogHoe BewecTtso B npogykTe? (Oda/Het) O6Bean npaBumbHbINA OTBET.

KonnyecTBo NATeH B NpoayKTe peakumu: ............ (wT.)

R: (ncxogHoe BeLwecTBo) =

R (npoaykT) =




