Pemenne 3anay XX Bcepoccuiickoii cTyaeHUeCKOH 0JJMMINABI
no xumum Heptu 2021

3agauya Nel

Kak ¥ ¢ [OMOIIBIO Kakux aicopOEHTOB M METOAUWK aHajaH3a METOJaMH
YKUIKOCTHO-aCOPOIIMOHHOM XpoMaTorpahuu U ra30-aacopOLMOHHON XpoMaTorpadum
MOKHO pa3IeiWTh CMECh CIEIYIOIIHUX YIJIEBOJOPOIOB M BBIACIHTH KaXKIBIid
YIJI€BOAOPO B YUCTOM BH/IE:

1. H-rentad (tgm = 98°C),

2. srwaukioneHTad (tgn, = 103,5°C),

3. renteH-1 (tgm = 93,5°C)

4. Toiryon (tm = 110°C)

Pewenue 3a0auu Nel

Brauane MeronoM KHIKOCTHO-aacopOunoHHOM xpomarorpagpuu (OKAX) B
IPOSIBUTEIIbHO-BBITECHUTEIPHOM BapUaHTE C NPUMEHEHHUEM B KayecTBE ajacopOeHTa
CHJIMKArelisl pa3/ieiisieM 3Ty CMeCh YIJIeBOJIOPOJIOB Ha JIBe YacTH: 1) Tomyon u 2) cmech
STUILMKIIONEHTaHa, renTeHa-1 u »-renraHa.

Hepasgenennyro cmech mnoasepraem KAX ¢ mnpuMeHeHueM ajacopOeHTa
AgNO3/SiO; B posSBUTEIILHOM BapHaHTE, UCIIOIB3Ys B KAYECTBE DIIFOIHTA M30ICHTaH,
KOTOPBIA SIIOMPYET M3 KOJOHKHU ATHILMUKIONEHTAH U H-OKTaH, a TenTeH-1 ocraercs B
KOJIOHKE, TaK Kak OH mpouyHo yaepxkuBaercs azacopoernrom AgNO5/SiO,. Ero
BBIJICTISIIOT, UCTIOJB3YsI B KAUECTBE AMFOCHTA STAHOJ.

CMech THIIMKIIONICHTAHA W H-TENTaHa pa3JeNisieM METOJIOM ra30-aJcopOIIMOHHOM
xpomarorpadpun (I'’AX) B mNpOSABUTETLHOM BapHaHTE, MPOMyCKas Mapbl 3THX
YIJICBOJIOPOZOB B TOKe a30Ta (AMr03HT) uepe3 cioil neoiauta SA (CaA). n-Oxran
ylepKuBaeTca B Mopax IeonuTa (quameTp mop ~5A), a Gonee KpymHble MOJIEKYIIbI
STUILMKIIONEHTaHa HE 33JEpXKHUBAIOTCS aJCOPOEHTOM U MOTYT OBbITh BBIJCIICHBI. H-
renTaH U3 Mop LUEOJUTa MOKHO BBITECHUTh 00pabOTKOM BOJASHBIM MapOM.



3agaua Ne2

KakoB nopsiiok BeIXOa KOMIIOHEHTOB BBIIE YKA3aHHON CMECH TTPH Ta30-KUAKOCTHOM
xpomarorpadguy B u30TepMudeckoM pesknme rpu 60 °C ¢ IpuMEHEHNEM KaImDIIPHON
KOJIOHKH M CJICTYIOITMX HEIIOABIKHBIX JKUAKHX (a3

a) Tpukpesuindocdar;

0) 2,6,10,15,19,23-rexcaMeTHIITETPAKO3aH.

HauepTtute npenmnonaraembie XpoMaTorpaMMsbl Jijis 3TUX a3 U 0003HAUbTE MMUKU
YTJIEBOJOPOIOB.

Pewenue 3a0auu No2
1) Tpukpesundochar - noysipHas  (aza; copOIMOHHAsT CIOCOOHOCTH
yIIEBOAOPOIOB Ha ATOU (Da3e yMEHbIIAeTCs B PSAY: apeH > ajKkeH > HadTeH > ajKaH.
CrnenoBaTenbHO, MpeArnoiaraeMasl XxpoMaTorpaMMa CMECH yTIEeBOJ0POIOB OyAET UMETh
CIEIYIOIINN BU:
h

1 — ankan

1 2 3 4 2 — HadTeH
3 — ankeH
4 — apen

2) 2,6,10,15,19,23-rekcameTrnTeTpako3an (HenojsipHas (aza). Pasnmenchue
YTJICBOJIOPOJIOB Ha ATOM (Da3e MPOUCXOAUT B 3aBUCHMOCTH OT TeMIIEpaTypbl KUTICHHS
yTIIeBOIOPOIOB. Bpems ynepxkuBaHus Ha 3Toi (pa3e OyeT yMEHBIIATHCS B PSIAY: apeH
> Ha(TeH > ajKaH > aliKeH.

CrnenmoBarenbHO, TIpeIoIaraeMasl XxpoMarorpaMmmMa CMECH YTJIEBOJAOPOAOB OyaeT
AMETH CICIYIOIIUN BUL:

h

1 — anken
1 2 3 4 2 — aJKaH
3 —HadTeH

4 — apen




3agaua Ne3

VYrinesogopon noriomaer Y®-uznyuyenne B uHTepBaie 200-400 am. HK-cnektp
YIII€BOAOPO/A, OCHOBHBIC IHOJIOCHI moromeHus, cM . 2800-2860; 1450-1470; 1140-
1200; 1600. Macc-criextp, m/z: 148 (monekymnspasii non): 133, 120, 119, 106, 105,
91, 65, 39 (ockomounsie uonbl). AMP H-cmexrp, d,m.1: 1.26-1,30 (mybmer, 6
npotoHoB) 1,29-1,32 (tpuruter, 3 npoToHa), 2.62-2,67 (kBaapyrieT, 2 MpoToHa), 2.85-
2.91 (myneTumner, 1 nporon), 7.07-7.18 (ay6ner, 2 nporona), 7,20-7,31 (xybner, 2
nporona). Crexrp SIMP ¥C cocrout u3 BochMu curHanoB. KakoBa CTpyKTypHas
dopmyna  yraeBomopoma? Hamummmre cxeMy — Macc-CIEKTpPaJIbHOTO — pacraja
yTJIEBOIOPO/IA.

Pewenue 3a0auu Ne3 VICKOMBIN yTIE€BOAOPO: N-DTHIKYMOJ

B nmnepBoii wactu Hapsagy co CTpyKTypHOH ¢Gopmynoii HeoOxoaumo ObUIO AaTh
000CHOBaHME BBIOPAHHOM CTPYKTyphl 10 pesyiabTatam YO, WK wu AMP-
CIIEKTPOCKOTIUH.

Macc-cnekTpanbHbIN paciaz:
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3amaua Ne 4
C noMoOIIbI0 KAKUX CEIEKTHUBHBIX XUMHUUYECKUX PEAreHTOB MOKHO Pa3AeUTh
KOMITOHEHTHI CJIEAYIOIIECH CMECH COEAUHECHUM:

Ha3Banue BemecTBa dopmyiia HazBanue BemecTBa dopmyJia
CH,COOH
1. [{ukIoreKCuiIyKcycHas
6. [luknonenraaueH
KHCIIOTa
C,Hs
2. H-OxTan H-CgH1g 7. DTUILMKIIOTeKCaH O/
8. 1-Metmi-1- CH;
3. OKTeH'l C¢H3;—CH=CH,
NPONMJINUKIONCHTAH CsH,

C3H;, OH
4. u-ITponunGeH3on ©/ 9. 0-Kpeson Oi
CH,
CH, ] s
5. 2-Dtunnadranux 10.3 @/
MeTunnupuana N

COCIII/IHGHHH, OTMEYCHHBIC 3HAKOM * HGO6XOI[I/IMO BBIACIIUTHG B YMCTOM BHUAC.
Hanumure YPaBHCHHA COOTBCTCTBYIOIINX XUMHYCCKHUX peaKuHﬁ.

Pewenue 3a0auu Ne 4

1. K o6mieit cMecu qo00aBiisieM pacTBOp HATPUEBOH IETIOUH, CMECh BCTPSXUBAEM,
MOCJIE Yero BOJHBIA CJOW COJEPKHUT COJU IUKIOTEKCUIYKCYCHOM KHCIOTHI 1 u oO-

kpe3osa 9. BoaHslii ciioit oTaenseM U MOIKUCIISIEM COJITHON KUCIOTOH.

CH,COOH o ® CH,COOH
O/ NaOH CH,COO Na HCI O/
—_— —_—
H,0
1

1

OH o ® OH
NaOH O Na HCI
—_— —_—
CH; CH;
2. 3aremM n100aBIsieM PacTBOP COJIbI, ITOCJIE YEero DKCTparupyem a¢upom. Ilocne

OTTOHKM 3¢upa BbIACIAEM 0-Kpe30d1 9, IMocie NOAKHCICHUS BOJHOTO CJOS —

LUKJIOT€KCUITYKCYCHYIO KUCIOTY 1.




CH,COOH o ® CH,COOH

NaHCO;, CH,COO Na HCl
_— —_—
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NaHCO3
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9
3. K ocraBmeiics cMecu 100aBisieM MaJeHMHOBBIN aHTUAPUT], CMECh BCTPSIXHBACM.

BemmaBmuii  ocajok mpenctaBiaseT coOoOM  ajIyKT MaJE€MHOBOIO aHTHApHAA U

0 O
©+E§O—'/ 0
(0] O

4. K ocTtaiibHOW yacTH NpHOAaBIIIEM pacTBOp aleTaTa pTyTd B MeTaHoje. Takum

LIUKJIONIEHTaeHa 6.

o0pa3oM OT/eNsieM BBINABIIUN MPOAYKT OKCUMEPKYpHpOBaHUS OKTeHa-1 3, KoTopbIit

npeBparaeTcs 00paTHo B ajkeH npu noakuciacHuu HCI.

OCH
(CH;COO);Hg L
CH3_CH2_CH2_CH2_CHz_CHz_CH:CHz > CH3_CHz_CHz_CHz_CHz_CHZ_CH_CHz
CH,0H |
3 Hg(CH,;CO0)
OCHj4
| HCI
CH3_CHz_CHz_CHz_CHZ_CHz_CH_?Hz _— CH3_CH2_CH2_CHZ_CHz_CHz_CH:CHZ
Hg(CH;CO0) 3

5.K ocrampHoit wactm cmecu pobOasmssem HCI, BcTpsixuBaeM, otaenseM
constHOKUCHbIN  3-meTwimupuand 10.  OOpaboTka MOMYYEeHHOH COJMM  BOJHBIM
pacTBOPOM THUAPOKCUIA HATPUS MPHUBEAET K UYUCTOMY 3-METWINUPUIUHY, WU [-
nukoauny, 10.

CH
m 3 HCI 0/ o NaOH | =
N/ S %) P o S —— —

N
10 H Cl 10

CH,

6. OcraBmrytocsi cMech 00pabaThiBaeM MUKPUHOBON KHCIIOTOM, BBIJEISIEM TUKPAT
2-MetunHadTaIuHa S, KOTOPBIA IpH pa3pylIeHUH TOpsiYeil BOAOW MO3BOJISIET MOJIYYHUTh

YHUCTHIN 2-MeTHIHA(TAINH 5.
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7. K ocraBmielics cMecH YETBIPEX BEIIECTB M00aBISIEM KOHIICHTPUPOBAHHYIO

Y

CEPHYIO KHUCJIOTY, KOTOpasi pearupyer C¢ H-IPOMUIOEH30JI0M 4, MOCe Yero OTIAEIseM

KUCJIIOTHBIN CJIOH.

C;H; C5Hy
C3H;
4 SO;H

8. JloGaBisisi K OCTaBIIEICS CMECH MOYEBHHY, TOJy4aeM M OTACISIEM OCaJ0K
COCIMHCHHWE BKJIIOYCHHUS MOYEBHHBI M H-OKTaHA 2, Pa3jO’KEHHE KOTOPOTO TOopsdcit
BOJIOM MPUBOJUT K YUCTOMY H-OKTaHy 2.

9. OcraBurytocsi cMmech JABYX Ha(pTEHOB TMOABEPracM ACTUAPUPOBAHUIO TIO
3eMHCKOMY, B XOJI€ KOTOPOTO STUJIMKIOIeKCaH / TpeBpaliaeTcs B STUIOCH30II,
OTIeNsieMblil Cynb(UpoOBaHHEM B KOHIIEHTPUPOBAHHOW cepHOM kuciore. B ocrartke
HaxoIuTCs |-MeTHII-1-MpONMIIUKIIONEHTaH 8, KOTOPBIA MPOMBIBaeM 10 HEHTpaIbHON

PEAKLINU U CYLIUM.

CoHs SO;H
C,H C,H;
Pt/C 25 H,S0, C,H, N

280-300 °C HO5S

CH
E>< 3 Pt/C
CsHy >

280-300 °C

8



BJIOK-CXEMA PA3JIEJIEHUA CMECH

UcxopHan cmech
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6 ® o ®
O Na CH,COO Na
l@—BodHbiii pacmeop NaOH—]
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Nogkucnenune HA Cmech
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9 1 - 0
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3agaua Ne5
KakoB MexaHU3M M XMMH3M TEPMHYECKOTO M KaTaJTUTHYECKOTO KpeKWHra 3,5-

nuMetwirentana. CpaBHUTE COCTaB MPOAYKTOB TEPMUUYECKOTO U KaTaTUTHYECKOIrO
KPEKHHI'a 3TOr0 YIJIeBOI0POA.

Pemenue 3agaun Nes5

Tepmuueckuii Kpekunz
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Kamanumuueckuii kpekune
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