MNMpakTnyeckasa pabora omHana Xmummueckon onmmnuagbl
2023/2024 y4yebHoOro ropa
OpraHu4yecknm CUHTe3
16.03.2024

CuHTtes3 (E,E)-apubeH3unuaeHaueToHa

Cxema peakuum

Tpe6OBaHVIﬂ TeXHUKN 6e30nacHOCTMU:

Bo Bpems paboTbl 00s3aTENbHO HOLIEHME 3alUMTHbLIX MepyaToK, OYKOB U
nabopaTtopHoro xanara.

Anbaernapl 1 KETOHbI pasapaxaroT KOXY.

Teépabin NaOH n ero pactBopbl O4eHb eakue.

OTaHon pasgpa)aeT KOXY 1 OrHeomnaceH.

N3beran nonagaHna xMmMukaTtoB Ha KOXy, B rnasa, Ha ogexay v Ha pabouve
NMOBEPXHOCTMN.

OcTtopoxHo! Pa3bntoe CTekno n CTeknsiHHbIE Kanunnspbl MOryT OblTb OYEHb
ocTpbimm!

Y® nanyyeHve BpegHO NSt KOXK M rna3. Hocu 3almnTHble NepyaTkm U OYKM.
Monb3ynca Y® namnon B Te4EHUN MUHUMASTBHOIO BO3MOXHOIo BpeMeHu!

3a HecobnioageHne TeXHUKU Ge3onacHOCTU OyAyT HauumcnATbCs LWTpadHble
6annbl!

PeareHTbl n o6opyaoBaHue:
PeareHTbl:

0.51 r 6eH3anbaernga B 2 Mn 3akpy4dmsatoLencs snane (Benz)

0.13 r aueToHa B 2 Mn 3aKkpyuunsatoLlencs smane (Acet)

0.95 r NaOH B nnactukoson mukponpobupke (NaOH)

OTaHon B rpagympoBaHHon 10 mn npobupke co wnngom (EtOH)

70% OT1aHon B npomMbiBankax Ans obuiero nonb3osaHuns (70% EtOH)
antoeHT ana TCX (3tunauetat/ekcaH 1:5) B 100 mn konbe BpneHmenepa co
wnmdom ansa obwero nonb3osaHnsa (EtOAc/Hex 1:5)



OtunauetaTt (npumepHo 1.5 mn) B nnacTMkoBon MuKponpobupke ans
pactBopeHuna TCX npob (EtOAc)

Mpoba 6eH3anbaernaa B nnacTMkoBon Mukponpobupke ana TCX (SM)
[enoHnsnposaHHasa BoAa B NpoMbliBasnkax ans obuwero nons3osaHuns (Dest.
vesi)

Jlén ona obuwero nonb3oBaHUs (B NNacTMacCcoBbIX SLMKaX)

O6opynoBaHue:

MpapyuposaHHbie 10 Mn Npobupkn ana oTMepmBaHusa Boabl, ataHona u 70%
aTaHona (3 wT)

[Mano4ka MarHMTHOM MeLUanku

OKCTpaKTOpbl Nanovyek MarHMTHON MeLlanky ans obLiero nonb3oBaHUs
KpyrnogoHHas konba o6bémMom 25 MunnnnuTpos (2 W)

XonoaunbHWK 1 LWaHrm

YcrtaHoBka Ona unbTpoBaHUSA (ManeHbKUA CTEKNAHHbIM  unbTp, 50-
MUNNUNUTPOBAs KPYrnogoHHas Konba, nepexogHuK Ans punbTpoBaHus)
BopoHka unn Kycok counbTpoBansHoOn Bymarn ans nepeHoca HeoYULLLEHHOIo
BellecTBa

Yawka MNeTpu

[MnacTmnkoBasa Mucka ana negsHown 6axHu

lNMnacTtukoBble NuNeTkn o6bMoM 3 M (3 LWT)

CrteknaHHas nuneTka ans godbasneHus aueToHa

[MnactukoBble MUKPOMPOBUPKN AN NPUroTOBIIEHMS NPOO HEOYMLLEHHOrO U
nepekpuctannmaoBaHHoro npoaykta ana TCX ananusa (C u P)

Kamepa ons anonpoBaHns ¢ KpbILLKOW

lMnactnHka pAana  ToHkocnonHon xpomartorpadum (TCX) n  cTeknsiHHble
Kanunnsapbl

YO namnbl ans obuiero nonb3oBaHms (2 wT)

Becbl ans obuiero none3osBaHus (2 W)

Kapangal, nuHenka, wnatenb, NUHUeT

MarHuTHasa nnuTKa-meLanka, WraTue, Nanku, 3aXXnmbl

Kycok Al honbrn gns HarpeBaHnsa Ha Bo3ayLLHOM 6aHe

n poueaypa cuHTe3a:

1)

2)

3)

OCTOpPOXHO MOMECTU Narniodky MarHUTHOW Melankm B 25-MUNnunuTpoBYHO
KpYyrnogoHHyto Konby. 3akpenwn Konby Ha wTaTuBe Npu MOMOLUM Nanku u
3axuma. NB! He 3axxumat konby CruwKoM cusibHo.

MepeHecu npeaBapuTenbHO B3BelweHHoe konnyectso NaOH (NaOH) B konby
n pobasb 5 MMNNNNUTPOB AenoHn3nposaHHon Boabl (Dest. vesi).

Y6eanch, YTO HarpeB MarHUTHOW MANTKM-MeLlanku BbikntoyeH! 3atemM HayvHu
nepemelimBaHue (nonoxexHue perynstopa 1-2). MNocne pactBopeHns NaOH
nobasb B konby 2 mn ataHona (EtOH), nomectn konby B negsHyo 6aHo u
oxnagu cMecb B Te4eHUU 3-4 MUHYT.

K xonogHomy nepemewmnBaemomy pactsopy NaOH poGasb go kannsam
OeHsanbgerng (Benz) (1 kanna — B TedyeHun 2-3 cekyH). OnosiocHu



5)

7)

8)

copgepxaBlyto 6eHsanbgerng suany npumepHo 0.7 Munnunutpamm aTaHona
(EtOH) 1 nepeHecu NpOMbIBHOW pacTBOP B peakLMOHHYI0 Konby.

3aTem, K XOonogHon nepeMeLLMBaEMon peakumMoHHON cmecu Aobasb No Kanmsm
aueToH (Acet) (1 kannsg — B TedeHun 2-3 cekyHA). OnonocHn coaepkasLuyto
auetoH Buany npumepHo 0.7 munnunutpammn ataHona (EtOH) n nepenecwu
NMPOMbIBHOM pacTBOpP B peakuMOHHYH0 Konoby.

Mocne pobaeneHus aueToHa yganu negsaHyto 6aHio, 3anuwm Bpemsa Hadvana
peakuunun, nan peakuMOHHOW CMeCcu HarpeTbCa 40 KOMHATHOM Temnepartypbl U
nepemMeLLvBan cCMecCb Npy KOMHaATHOM TemnepaType B TedyeHun 1 yaca.

a. NB! B meuyeHuu amozo epemeHuU pewatl 3adaHusi Ha fiucme ¢
omeemamu U npuaomosb ycmaHOo8Ky 05151 (husibmpo8aHuUs.

Oxnagu nOMyYeHHYK TreTEepPOreHHyr CMeCb B TEYEHUM S5 MUHYT MyTEM
nepemMelLuMBaHuss Ha neasHon 6aHe, OCTaHOBM nepeMeluMBaHue, W3BIEKU
nanoyvyky MarHMTHOM Mewlankm M npounbTpyn CMeCb 4Yepes CTEKNAHHbLIN
GpunbTp. ONOMOCHN peakuMOoHHY konby 1x3 M1 AEeMOHU3MPOBAHHOM BOAbI
(Dest. vesi), Bbiner NpoMbIBHOM pacTBop Ha unbTp (HEe ncnonb3ys Bakyym!),
nepemMellan TBEpPAOE BeELECTBO C BOLAOW, NPUCOEOMHU BaKyYMHbIW LUAAHT U
npodunbTpyn cmecb. MNMoBTOpKM NpoMbIBaHME ele ABa pasa. 3aTemM MocyLum
BblAENEHHbIN NPOAYKT B Te4YeHun 2-3 MUHYT Ha bunbTpe B NOTOKE BO3ayxa,
cO31aBaeMOM BaKyyMHbIM HAaCOCOM.

Boabmu HeGOMbLIOE KONNMYECTBO (KYCOYEK PA3MEPOM CO CMMYEYHYHO rOfOBKY)
HEOYMLLEHHOro NPoAyKTa M MOMECTW B NNAacTUKOBY MUKponpobupky (C).

Ouuncrka CbIpOro npoaykrta nyTéM nepekKpuctTannu3aumn:

9)

[MepeHecn nNOMy4YeHHbIn CbIPpOM NPOAYKT B YUCTYH 25-MUNNUANTPOBYHO
KpYrmnogoHHyo Konby. Mcnonb3yn ang aToro nMbo BOPOHKY, MO0 CRNOXEHHbIN
KyCcok dunbTpoBanbHon 6Gymarn. OCTOPOXHO MNOMECTU B KONOy nanouky
MarHMTHOW MeLlanku, 3akpenu Konby B nanke wTaTmBa M NOCTaBb KONby Ha
nnutky. NB! He 3axumal konby cruwkom cusibHo. ONONOCHU CTEKMNAHHbIV
dunetp 3x1.5 mMn 70% oataHonom (70% EtOH). [lepeHecu NpOMbIBHbIE
pacTBOpbl B KOnoy.

10)|_|OD,CO€,EI,VIHI/I K XOonoauinbHUKY LWNaHrm gna nogadyn Boabl U coeguHn ero C

Konoon. HayHn nepemelumBaHne (CKOpOCTb nepemMelumBaHus 1-2) n OTKpou
BoasaHou kpaH. NB! [Npoeepb 8005HOU MOMOK — MOHKOU C/IOWHOU cmpyUKuU
docmamoyHo. Ybeduck 8 moM, YmoO CrIuBHOU wiinaHe Haxooumcsi a/1y60Ko 8
mpybe pakoBUHbI U COEOUHEHUS WiaHao8 He rnpomekarom. Ybeducb 8 mom,
Umo wiiaHeu u rpoeoda He kacaromcs raamku! 3atem yKpon Konby KyCKom
antoMMHNEBOMN HONbIM U Harpemn Ha BO3ayLWHOM 6aHe A0 KuneHnsa (NonoxeHue
Tepmoperynatopa: 4-5). Ecnv cbipo NpoayKT NOSTHOCTbIO HE pacTBOPUICS, TO
pobaBb Yepes obpaTtHbIn xonoanneHuk 70% ataHon (70% EtOH).



11) 3aTem cHUMU konbBy € NAWTKW, yaanu nanovky MarHUTHON MeLLarnku 1 oxnaau
copepxumoe Konbbl JO KOMHATHOW Temnepatypbl. [1poaykT Bbliaensertcs B
BMae Kpuctanmnos. [locne oxnaxaeHns 0o KOMHaTHOW TemMrnepaTypbl NOMECTU
konby B neasHylo 6GaHO W oxnagn B TEYEHUM MNPUMEPHO 5 MUHYT.
B TeueHun aToro BpemeHu oxnaau B negsaHon 6aHe 4 mn HanuToro B Npobupky
70% aTtaHona (70% EtOH).

12)OT1genu BolaenueLUMECs KpUCTansbl OT MaTOYHOro pacTeopa npu nomoLLm
dunbTpoBaHusa. OnonocHu konby 1 mn xonogHoro 70% ataHona (70%
EtOH), Bbinen NpoMbIBHOW pacTBOp Ha unbTp, NepemeLlan TBEpaoe
BELLLECTBO C 3TaHOMNOM 1 nNpochmnnbTpymr cmeck. [oBTOpM Npouenypy elle pas.
3ateM nocyLn nepekpucTanin3oBaHHbIN NPOAYKT Ha ounbTpe B NOTOKe
BO34yxa, CO34aBaeMOM BaKyyMHbIM HACOCOM.

13)NepeHecn nepekpucTannm3oBaHHbIA NPOAYKT HA MPOHYMEPOBAHHYIO YaLlKy
MeTpwn, oT6epn HeboNbLLIOE KONUYECTBO NPOAYKTA (KyCcOYeKk pasMepoM Co
CMMYEYHYIo rofnioBky) ans npurotonenna TCX npobol (P). Onpeaenn maccy
NoJsTly4eHHOro NpoayKTa v BblYUCAN ero BbIXOA MOCre nepekpucTannmsauum.

NB! He 3aby0b 3arnucams rony4eHHble OaHHbIe Ha /lucme ¢ omgemamu.

TCX aHanus:

Pactesopn TCX npobsl (C), (P) n (SM) B npumepHo 0.5 mn aTunauertarta
(EtOAc) n npoean TCX aHann3 ncnonb3ys B KaYeCTBE 3M0EHTA CMECh
OTtunauetat/l'ekcaH 1:5 (EtOAc/Hex 1:5). OTyéTnnBo 0603HaYb NPOCTbIM
KapaH4aLwoM NUHWI0 cTapTa 1 (PpoHTa, BbICYLUW MNACTUHKY Ha BO3ayXe U
BU3yanunanpymn nsatHa nog Y®-namnon (254 nm). O603Hayb NATHA NPOCTbIM
KapaH4aloM 1 BbIYMCN 3HAYeHMA hakTopoB yaepxaHus Rf kak ans
NCXOOHOro BeLecTBa, Tak U Angd NpoayKra.

NB! He 3aby0b 3anucams rony4eHHble OaHHbIe Ha /lucme ¢ omeemamu.



INlncT c oTBeTamm

Kona: Homep yvawku MNeTtpwu:

1. BbluncneHue BbiXoaa:

Macca 6eH3anbgervaa: ............ r

Macca aueTtoHa: ............ r

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

Macca nycton yawku lNetpu: ............ g

Macca 4valku [eTpm BMecTe ¢ NepPEKPUCTANNN3OBAHHBbIM MPOAYKTOM: ............ r
Teopetnyecknn (100%) BbIXOA: ........... r

Macca npogykTa: ............ r

OTtBeT: Bbixoa peakumn coctaBnser ............. %

2. C kakum sewecteom pearnpyet NaOH? 3anuwim cTpykTypy npoaykTa 3Tom
peakuum.




3. 3anuwm cTpykTypy (CTPYKTYpbI) Hanbonee BaXXHOro (BaxHbIX)
NPOMEXYTOYHOro (NPOMEXYTO4YHbIX) NPOAYKTOB, ONUCLIBAKOLWMX MEXAHU3M
peakuuun. NB! Becb MexaHu3m 3anucbiBaTb He TpebyeTcs.

4. NnaHapHas xpomaTtorpadus — BbluucrieHme hpakTopoB yaepXuBaHUA NSATEH
(Ry):

PaccTosiHie mexay nuHuen ctapTa u ppoHTa: ............ cM
PaccTosiHMe mexay NuHuen ctapTa U NSTHOM UCXOAHOrO BELWECTBA: ............ cM
PaccTosiHie mexay NuHuen ctapTa U NSTHOM NPOAYKTa: ............ cM

Copepxntcsa nn ncxogHoe Bewectso B npoaykTe? (Ja/Het) O6Bean npaBunbHbIN OTBET.

KonnyecTtBo NATEH B NPOAYKTE peakuum: ............ (wT.)
R (ncxogHoe BelwecTBo) =

Rs (npopykT) =




