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OpraHn4yecknm cuHTe3

15.03.2023

CuHTe3 OeH3unaTaHaTa

Cxema peakuum
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TpGGOBaHMﬂ TeXHUKM 6e30nacHOCTMU:

- Ha npoTtsikeHun Bcen paboTbl TpeOyeTCcs HOCUTL 3aLLUTHbIE NepYaTKn, OYKU U
nabopaTopHbI Xanar.

- KoHueHTpupoBaHHasa cepHas KMcnoTa odeHb egkas!

- Ws3beran nonagaHns XMMWKaTOB B rfasa, Ha KOXy, ofgexgy wn paboune
noBepxHOCTU. N3beran BabixaHnsa napos!

- He ncnonb3yi poToOpHbIN UCnapuTenb CaMoCTOATENBHO!

- YO unanyvyeHne BpegHO ANS KOXM U rna3. Hocn 3awuTHble nepyaTkm U OYKN.
Monb3ynca YO namnon B Te4eHUN MUHUMAITbHOTO BO3MOXHOIo BpemMeHu!

- bByab OCTOPOXEH CO CTEKMAHHBbIMW Kanunnapamu, OHW MOryT OblTb OYeHb
oCcTpbIiMK!



PeareHTbl n OGOpY,ﬂOBaHMe:
PeareHTbI:

2.05 r 6eH3unoBoro cnmpTta B 3akpy4dmsatoLlencs smane (BnOH)

2.03 r ykcycHoro aHrmgpuga B 10-MunnaunuTpoOBON KpyrnoaoHHOW konbe
(Ac20)

0.1 mn k.H2SO4 B nnactukoson mukponpobupke (H2804)

20 mn metun-tpet-bytnnosoro adupa B rpagympoBaHHOM Npobupke co
wnndgpom (MTBE)

OuctnnnmpoBaHHas Boga B NpomMbiBarikax ans obuiero nonb3osaHnd (H20)
35 mn HacblweHHoro pacteopa NaHCOs (NaHCO3)

HacblweHHbin pacteop NaCl B kKoHu4eckon knbe gnga obuiero nonb3oBaHus
(k.NaCl)

500 mr 6e3sBogHoro MgSO4 B mukponpobupke (MgSOa4)

OnNIoeHT ansa ToHkocnonHon xpomartorpadpum (TLC) (Stunauetat/lekcaH 1:4)
B 100-mMmnnunuTpoBbIX Konbax OprieHmanepa Ans obuero nonb3oBaHUS
(EtOAc:Hex 1:4)

OTtunauetat (NnpumepHo 1 M) B Mukponpobupke anga pasdasnexHms TLC npob
(EtOACc)

Mpoba 6eH3nnoBoro cnupta B Mukponpobupke ana TLC aHanusa (SM)

O6opynoBaHue:

10-MunnunNuTpoBas KpyrnogoHHasa konba Ana npoBedeHUa peakumm C
npegBapuTensHO B3BeleHHbIM Ac20

MpoHymMmepoBaHHasa 50-MNnMNUTpoBas KpyrnogoHHas Konba ons ynapmBaHus
3KCTpakTa

25-munnunntposas konba SpneHmariepa co Wnndom

[Mano4ka MarHMTHOM MeLUanku

MarHuTHasa nnuTka-meLlanka

BosgyLwHbI XonogunbHUK (CTEKNSHHAA Tpybka co Wwnudgom)

HenutenbHasa BopoHka o6bémom B 100 unum 250 Mn C KPbILLKOK

Xumunyeckme ctakaHbl o6bémom B 100-150 mn (2 wT.)

Nankn, 3aXunmbl, WTATUB N KOMNbLO AN AENUTENBHOW BOPOHKM

MnacTukoBble NUNeTKN (3 WT.)

CTteknsiHHasa nanoyka

MnactukoBass Mukponpobupka ana npurotoBneHuss TLC npobbl 13
nonyyeHHoro npoaykra (P)

Kamepa anst antonpoBaHnsi C KPbILLKOK

lMnacTtuka ansa ToHkocnonHon xpomaTorpacum (TLC)

Y®-namnbl ns obuwero nonb3oBaHus (2 wr.)

Becbl Ans obLwero nonb3oBaHus (2 Wr.)

KapaHgalw, nuHenka, nuHUeT



n poueaypa CUMHTe3a:

1)

2)

3)

4)

5)

OCTOpPOXXHO NOMECTU Nanoyky MarHMTHOM mewanku B 10-mMunnunmTpoByto
KPYrnogoHHY0  KOnby, coaepXkallyto  npeaBapuTernibHO — B3BELLEHHOE
KonmyectBo Heobxoammoro ykcycHoro aHrngpuaa (Acz20). 3akpenn konby Ha
LWTaTMBE NPY NOMOLLM Nankn 1 3axxuma.

Y6eauck B TOM, 4YTO Harpes MarHUTHOM NNUTKU-MeLLanKn BblKNoYeH!

HayHu nepemelwnBaHue (NonoxeHue perynsaropa 2).

Hobasb k nepemelLmBaemomMy B Konbe ykcycHomy aHruapugy 1 kanmio k.H2SO4
(H2S04). Mpu pobaBneHnn cepHon KUCNOTbl HeobxoauMo ybeanTbCcs B TOM,
YTO Kanmns nonana B 3TaHOBbIA aHrMapua.

3atemM coeinHM KPYro4OHHY0 KONby ¢ BO3OYLUHbLIM XONOAMMbHUKOM U HAYMHU
MeasnieHHo, no kannam (1 kanns B 3-4 cekyHabl) npubaBnatb 6eH3MMNoBbIN
cnvpT (BnOH) yvepes Bo3aywHbin xonoavnbHuk. NB! Obpatu BHMMaHWe Ha
Tennoson apeKkT peakumn!

Mocrne okoH4YaHusi npubaeneHuss 6GeH3UoBOro cnupta nepemelunBan
PeakLMOHHY CMeCb B TEYEHMM 15 MUHYT NpU KOMHATHOW TemnepaType.

NB! B TeyeHun 3TOro BpeMeHu peLlan 3agaHusi Ha nucte ¢ otBeTamun. B3asecb
NPOHYMEPOBAHHYK KPYIMOAOHHYIO KONOy (Ana B3BELWMBAHUSA WCMNOSb3YKh
pe3nHOBOE KOJbLO) M 3anuLin €€ Mmaccy Ha nucTe ¢ oTBeTaMu.

Ouunctka CbIpoOro npoaykKrta npu nomMmowun KWCJTOTHO-OCHOBHOM AKCTpPpaKUUNn:

7)

3akpenn Ha wWTaTMBE KONbLO ANs AenNUTENbHOW BOPOHKM M YCTaHOBWU
AENUTENbHYIO BOPOHKY B KonbLo. OHa noHagobuTtca ons crneaylowmx 3Tanos
paboThbl.

NB! Y6eancb B TOM, YTO KpaH OeNUTESNIbHON KOPOHKM YMEPEHHO 3aTAHYT U
3aKpbIT (pyyYka KpaHa nepneHaukynspHa OenuTenibHON BOPOHKe). Ha BCAKMM
cnyyam noa LenuTeribHY BOPOHKY HeobxoaumMo noacTaBUTb XMMUYECKUIA
CTakaH.

Hanen B xummnyeckumn ctakaH 35 mn HacolweHHoro pactsopa NaHCOs
(NaHCOs3), 25 mn gucTMnnMpoBaHHOM BOAbI U NPU NOMOLLM NMNETKM Npnbasb
peakuMoHHY cMmeck no kannsm kK pacteopy NaHCOs, Haxoadwemycs B
XMMUYECKOM CTaKaHe.



9)

NB! HauHéTcsa BbiogeneHue rasa! Cnmwkom 6bicTpoe npubaBneHne
peakLMOHHOM CMECU MOXET NPUBECTU K CIIMLLKOM BypHOM peakummn n
noTepsiM NpoaykTa.

Mocne nepeHoca BCel peakUMOHHOM CMECU B XMMUYECKUIA CTaKaH OCTOPOXHO
nepeHecu B CTakaH HaxO4sLLYOCS B peakLMOHHOM konbe nanoyky MarHUTHOWM
Meluanku. Y6eaucb B TOM, YTO HarpeB BbIKMOYEH U MOCTaBb XMMUYECKUIA
CTakaH Ha NAUTKY MarHUTHOM mellanku. HayHn nHTeHcrBHoe
nepemellnBaHne cMecu (narnoyka MarHUTHOM MeLLanky AoSkHa co3aaBaTb
KOHYC, HO He JOJKHa MpbiraTb B XMMWYECKOM CTakaHe) 1 NpogoriKai
nepemellnBaHne 4O OKOHYaHWS BblAENeHus rasa.

3aTeM BbIKIOYM NepemMeLlnBaHme, NPy NOMOLLM MarHUTHOrO 3KCTpakTopa
yaanum n3 XMMU4ecKoro ctakaHa nanovky MarHMTHOM MeLlarnku 1 Bbinen
coaepXXMmoe CTakaHa B AeniMTenbHY BOPOHKY. [lo6aBb B XMMUYECKNA
ctakaH 10 mn meTtun-tTpeTt-bytunosoro acmpa (MTBE), akkypaTHO ononocHu
cTakaH pacTteBoputenem u Bobirie MTBE B genutensHyo BOPOHKY.

3akpon AenuTenbHY BOPOHKY KPbILWKOW (4NS MAOTHOrO 3aKPbITUS KPbILLKY
HeobXo4MMO YyMepPEeHHO BOABUTb M HEMHOIO MOBEPHYTb BMNpPaBo uUnu BreBo!).
HdenutensHyto BOPOHKY HEOBXO0OUMO Kpenko AepXaTb ABYMS pykamu: ofHa
pyka OepXWUT KpbIWKY, Apyras OepXWT BOPOHKY B obnactm kpaHa. NB!
N3bblTOuHOE AaBneHne n rasbl MOryT BblOUTb KPbILIKY UIK Xe AenuTenbHas
BOpPOHKa ByaeT npoTekaTb.

10)AHTEeHCcuBHO B36GanTbiBa COAEPXKUMOE AENUTENbHOW BOPOHKM B TEYEHUU

npumepHo 10 cekyHn. lNepeBepHU AenUTenbHY BOPOHKY Takum obpasom,
4YTO6bI KpaH U HOCKK OenUTEeNbHON BOPOHKM Obinin HaBepxy, 6binn HanpaBneHbl
noJ, BbITSXKHOM LWKadd U NOBEPHYTLI B CTOPOHY OT TEBS 1 OKpYKatoLunX nogen.
OCTOpPOXHO OTKPOW KpaH MNOBEPHYB PYy4Ky B napanfnesibHoe C HOCUKOM
nosioXXeHune. 3aTtemM 3aKpomn KpaH U NOMEeCTU AenUTEerNbHY0 BOPOHKY B KOMbLO
ansa pasgenenus cnoés. NB! 3To MOXET 3aHATb HECKONBKO MUHYT.

11)OTAEenn HWKHUI BOAHbLIA CIOW, BEPXHUN OpraHN4eCcKnin Crown BbINyCTn B 25-

MUNNMANTPOBYKD  KoNby OpneHmamepa co wnucom. 3akporm  KpaH
AEenUTEeNbHOM BOPOHKWU, 3anen OTAENEHHYK BOAHYH (hasdy B AeNUTENbHYHO
BOPOHKY W 3KCTparmpymn eé€ ele pas npumepHo 5 munnunutpamm MTBE. NB!
OctaBb 3-4 munnunutpa MTBE B npobupke gna nocneaytowien npoMbiBKM
ocywatowen conu! OTaenn BOAHbLIA CMOW, OCTaBb BEPXHUN OpraHUYeCcKUn
Cnon B AenurtenbHoOM BOpoHKe. K Haxogswemycsa B OeNnUTENTbHOW BOPOHKE
opraHmyeckomy crnotw [obaBb OpraHWYeCcKUA Crion MNepBON 3KCTpaKumu
(HaxoguTtcsa B Konbe OpneHmanepa), nobaBb K 0O6bEOUHEHHOW OpPraHMYecKomn
dasze NpubNU3NTENbHO 5 MUNNMAUTPOB HACLILWEHHOrO pacTBopa xnopuaa
HaTpusa (k.NaCl), 3akpon OenuTenbHyl0 BOPOHKY KPbILKOW U WHTEHCUMBHO
B36onTanm B TeyeHun npumepHo 10 cekyHA, BbiNyCTU U3OLITOYHOE AaBneHne 1
Jan cnosiMm oTAenNnTbCS.

12)OToenun cnown, BbIMyCTU BEPXHUA OPraHUYeCcKUin Criov B 25-MUNNUIUTPOBYIO

Konby JdpneHmanepa n aobaBb BblAaHHOE KOnMyecTBO 6e3BogHOro cynbdaTa
mMarHna (MgSQ0a). lNepemewnBan CMeCb CTEKMSIHHOM Manoykon B Te4YyeHuu



HECKONbKMX MUHYT. 3aTeM AeKaHTUPYM (Cnen ¢ ocagka) OCyLUeHHbIN pacTBoOp
B MpeaBapuUTesibHO B3BELLEHHYO 50-MUNNUNUTPOBYIO KPYINIOLOHHYKO KONOy.
NB! Cnenyetr wu3beraTtb nonagaHuMsi KyCOYKOB OCyllawwen Cconum B
KpyrnogoHHyto konby! [lo6asb Kk ocywatowen conu 3-4 munnunutpa MTBE un
nepemewan. lan octatky MgSO4 ocecTb Ha OHO U OEKaHTUPYW MPOMbIBHOM
pacTBOp B KPYrNOAOHHYK konby. lNepen ynapuBaHumeMm nomecTtn 2-3 kannu
NMOy4eHHOro pactBopa B NNacTMKoByrd MuKponpobupky (P). Mpu nomom
nabopaHTa ynapb MOMyYeHHbIN pPacTBOpP Ha pPOTOPHOM wucnaputene wu
BaKyyMUpPYW MOMNyYEeHHbIN MNPOAYKT B TEYEHUM HECKONbKUX MWUHYT Ans
yaaneHus octaTkoB pacTBOpUTENS.

NB! Bo Bpems oxkungaHus peluan 3agaHusi Ha nNUcTe ¢ OTBETaMM.

13)Onpenenu maccy BakyyMUpOBaHHOMO NPOAYKTA M BbIYMCIM BbIXOA,

TLC aHanus:

Pacteopu TLC npo6bl (P) 1 (SM) npumepHo B 0.5 munnunutpax atunauvertarta
(EtOAc) n npouseean TLC aHanus mcnosnb3ys B Ka4ecTBe 3M0EeHTa CMeCb
aTunauetaTta u rekcaHa 1:4 (EtOAc/Hex 1:4).

NB! YéTko 0603Haub NMHMIO cTapTa U pPOoHTa, BU3yanu3anpyn NNacTUHKy nog
YO namnon (254 nm), obo3Hayb NsAiTHA BELLECTB U BbIMUCIUM (aKTOpPbI
yaepxusaHus (Rf) kak Ana MCXoAHOro BelecTsa, Tak U Ang NpoayKTa.



JlncT c oTBeTamum

Koga: Homep KpyrnogoHHOM KONobbI:

1. BbluncneHve Bbixoaa:

Macca yKkcycHoro aHrugpuaa: ............ r

Macca 6eH31MnoBoro cnupTa: ............ r

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

OTBeT: Bbixoa peakumn coctaBnser ............. %

2. Hannwmn mexaHnsm npoTekasBLlen peakuniu:




3. Kakasi ponb y ncnonb3oBasLlUenca cepHon kucnoTtbl? O6bsacHn 2-3
NpeanoXeHNs M.

4. Kakoe coeagnHeHne obpasoBanocb BO BpeMs peakLumm Hapsagy co
CNOXHbIM 3compomM? Hanuwim ero oopmyny. Takke Hanuwn ypaBHeHWE
peakumn, NpoTeKaBLLEN B OeNUTENTbHOW BOPOHKE.

5. ToHKOCNOMHasa xpomaTorpadusa — onpegeneHne akropos
yoepxmBaHua (R) naTeH BeLWecCTB:

PaccTosHue mexay nuHuen ctapta u opoHTa: ............ CM
PaccTtosiHue mexay nuHuen ctapTta U NATHOM MCXOOHOro BeLWecCTBa: ............ CcM
PaccTtosiHue mexay nuHuen ctapTta U NTHOM NpoAgykra: ............ cM

Cogaepxutca nm ncxogHoe BellecTso B npoaykte? (da/Het) O6Bean npaBunbHbIN OTBET.

KonnyecTtBO NATEH B NPOAYKTE peakuum: ............ (wT.)
Rr (ncxogHoe BeLecTBo) =

Rr (npoaykT) =



