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4025 CuHre3 2-MOANPONAHA U3 NPONAHOJIA-2

OH I
+ 121, + 13P, — )\ + 1/3 P(OH),
C;HO C;H,
(60.1) (253.8) (31.0) (170.0) (82.0)
Kanaccupuranus

Tunel peakuuii M KJacchbl BeleCTB
HyxneodunsHoe 3amernieHune
Honankanel, cCOUPTHI

MeToanbl padoThbl
HaneBaHI/Ie C 06paTHBIM XOJIOAUJIBHUKOM, TMECpCMCIIMBAHNUC C IIOMOIIBIO MaTrHUTHOH
MEIIAIKH, SKCTparupoBaHue, (UIbTpOBaHUE, MPOAYBAaHHE Ia30B, paboTa C MPOMBIBHBIMU

CKJISTHKaMH, TIeperoHKa Ha (paklIMOHUPYIOLIeH KOJIOHKE, HarpeBaHUE Ha MacJIsIHOM OaHe

Metoauka (pa3mep 3arpy3ku 10 MmMoJib)

OobopynoBanue

Kpyrimomonnass koi6a Ha 10 wmi, oOpaTHBIA XOJOAMJIBHHK, 3 TPOMBIBHBIC CKJISTHKH,
MarHUTHAas MEIIaJIKa C MOJ0TPEBOM, JCIUTEIbHAS BOPOHKA, NE(IIErMATOP C XOJIOIUIBHUKOM,
koyioHka Burpo Ha 10 cM, MacnsiHast GaHst

BemiecrBa

[Iponanon-2 (cyxoif) (T.kum. 82 °C) 0,601 r (0,765 mi, 10,0 mmob)
Kpacusrit pocdop 0,124 r (4,00 mMou1B)

noj 1,29 r (5,08 mmorb)

BoaHbI pactBop NaOH (0,5 M)
MOJIeKyJIIpHOe cuTO 3A

pazbasienHblil BoHbIN pacTtBop NaHCO;
cynbdaT HATpUs 711 OCYIIKU

Peakuus

Peakuuio ciemyer mpoBOAMTH B BBITSOKHOM Inkady. IIpubop cocToUT M3 KpYIJIOJOHHOM
ko0l Ha 10 MII, OCHAIIEHHOW MAarHUTHOM MEMIAKOH W OOpaTHBIM XOJOIMIEHUKOM.
OOpaTHBIN XOTOIUIBHUK COSTUHEH C TPEMsI MOCIIeIOBATEIbHO COSAMHEHHBIMU TIPOMBIBHBIMU

CKISTHKaMd. B mepBoif, HEMmOCpeICTBEHHO COCIWHEHHOW C OOpaTHBIM XOJOIMILHUKOM,
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HaXOAUTCA MOJICKYJISIPHOE CHUTO, BTOpas mycrtas, B Tperbedl Haxomutca 0,05 M BogHbId
pacTBOp TUAPOKCHUIA HATPUSI.

1,29 r (5,08 mmonb) noaa, 0,124 r (4,00 mmoie) kpacHoro dochopa u 0,601 r (0,765 mu, 10,0
MMOJIb) CyXOTO MpOIaHojia-2 MOMEMIAI0T B peakiuoHHylo konOy. [Ipm mepememmBaHumn
PEaKUMOHHYI0O CMECh HAarpeBaloT JO KUIEHHUS Ha MacisiHOW 0aHe M KUIATAT ¢ OOpaTHBIM
XOJIOMJIBHUKOM B TE€YEHHE JIBYX YaCOB.

Broiaenenue npoaykra

[locne 3aBepuieHMs peakuM OOpPAaTHBIA XOJOAMJIBHHK 3aMEHSIOT Ha jaediermarop c
XOJIOJMJIBHUKOM M CBIPOM MPOAYKT OTTOHSIOT HEMOCPEACTBEHHO U3 PEAKIIMOHHOM CMECH IpU
temneparype kuneHus 80-90°C. OTorHaHHbIM NPOAYKT MOMELIAIOT B AE€IUTEIbHYI0 BOPOHKY
U TIPOMBIBAIOT Pa30aBICHHBIM BOJHBIM PAacTBOPOM TuapokapOoHaTa HaTpus. OpraHu4ecKyro
a3y oraensroT M cymar Haja cyibpatoM HaTpus. Ilocne ¢uiabTpoBaHUS CHIPOH MPOAYKT
OUHMIIAIOT MPOITYCKAaHNUEM Yepe3 KoIoHKY Burpo Ha 10 cm.

Bexon: 1,21 r (7,12 mmons, 71%); T.xur. 88°C; GecuiBeTHAs )KHIKOCTD, nf)o =1,495
KomMmenTapuu

[IpumMeHeHHe MOJIEKYJISIPHOTO CHTa B KAa4eCTBE OCYIIUTENS HACTOSATEIBHO PEKOMEHIYEeTCS,
WHaue BBIXOJ OYJeT HUXKE.

Ecan Jaxe B ChIpOM MMPpOAYKTE NPpUCYTCTBYIOT HeOOJIbIIIHE KOJIN4YCCTBA
HCIIpOpCarupoBaBUICTO HponaHona—Z, IMOCJIC IPOMBIBKH OHHU YK€ HC OIIPCACIAOTCA.

Opranusanus cOopa 1 yAaJIeHUsi OTX0A0B

IloBTOpHOE MCIIOJIb30BAHUE
MonekysipHOe CUTO MOYKHO PEreHEPUPOBATH

YTuian3zanust 0TX010B

OTxox Tun eMxocTH IJIs1 CJOMBA
Bonnas da3za mocie skcTpakiuu Cmecu pacTBOPUTENH-BOIA, COACPIKAIIINE TaTOTEHbI
OcraTok 1mocJe nmepBor MeperoHKu PactBopuTh B BOjE, HEUTpaIU30BaTh pa30aBICHHBIM

pactBopom NaOH, 3atem ytunusupoBaTh kak Cmecu
PacTBOPUTENB-BOA, COIEPKALIUE TaIOreHbI

Ocrarok nociie BTOpoi IeperoHKu OpraHn4ecKre pacTBOPUTEIH, COJECPIKaIHe TaJIOTeH

Cynbdar HaTpust TBepbie 0TXO0IbI, HE COAEPKAIIUE PTYTH

ConepkumMoe TpeThbed MPOMBIBHOW | MyHHIIMTIAIBHBIE CTOYHBIE BOIBI
CKJISTHKU
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Bpems
4 yaca

IlepepsbiB
[Iepen nmepBoil NEPETOHKON U MEKy IIEPBOM U BTOPOM ITEPErOHKaAMU

CTeneHpb CJI0KHOCTH
Jlerkas

Metoauka (pa3mep 3arpy3ku 100 mmouib)

OobopynoBanue

Kpyrnononnas xonba vHa 50 M, mpubop Tuenamnare, 0OpaTHBIN XOJOAMIBHUK, 3 TIPOMBIBHBIC
CKJITHKM, MarHuTHas MellaJika C IOJOrPEeBOM, JelHUTeNIbHas BOPOHKa, Aediermarop ¢
XOJIOAMIIBHUKOM, KOJIoHKa Burpo Ha 10 cMm, macnsHas 6aHs

Bemecrsa

[Iponanon-2 (cyxoif) (T.kum. 82 °C) 6,01 r (7,65 Mz, 100 MmmosB)
Kpacusrit pocdop 1,24 r (40,0 MmMoOIB)

noj 12,9 r (50,8 MmmoIB)

BoaHbI pactBop NaOH (0,5 M)
MOJIeKyJIIpHOe cuTO 3A

pazbasienHblil BoaHbIN pactBop NaHCO;
cynb(hart HATPHUS I OCYIITKA

Peaxnus

Peakuuio ciemyer mpoBOAWMTH B BBITSHKHOM Inkady. IIpubop cocToUT M3 KpyIJIOJOHHOM
ko0l Ha 50 MII, OCHAIIEHHOW MAarHWTHOW Memankod u mnpudbopom Tuenamare,
COEJMHEHHBIM C OOpaTHBIM XOJIOAWIBHUKOM. OOpaTHBIN XOJIOAWIBHUK COEIUMHEH C TpeMs
NIOCJIEI0BATENBHO COCIMHEHHBIMUA ITPOMBIBHBIMU CKJIIHKaMH. B nepBoii, HEmocpeacTBEHHO
COEJIMHEHHOU ¢ 00OpAaTHBIM XOJOJMIBHUKOM, HAaXOAUTCSI MOJIEKYJISIPHOE CUTO, BTOpas ImycTasi,
B TpeTtheil Haxoautcs 0,05 M Bomublii pacTBOp ruapokcuaa HaTpus. [Ipubop Tuenamame
UMeeT Ha JIHE pEeLIeTKy, OO0JIaalollyl0 MOpUcTocThio P-0, MM KOHMYECKOE CTEKJIIHHOE
npucnocoOieHue s QUIBTPOBaHMSA, C PEHIeTKOM Ha aHe, uMerouieid mopucrocts P-0.
Bmecto npubopa Tunanane MO>KHO MCHOJIB30BAaTh YCTPOMCTBO AJISl KUISTYEHUS] C OOpaTHBIM
XOJIOIUIBHUKOM, ITOKPBITOE CTEKIITHHOW BaTOM.

6,01 T (7,65 mn, 100 mmons) noaa nepenocsat B npubop Tuenamane. 1,24 t (40,0 Mmmonb)
kpacHoro ¢ocdopa u 6,01 r (7,65 ma, 100 MMonp) cyxoro mpomaHoia-2 MOMEHIAlT B
peakuuoHHyo Konly. [Ipu nepeMenMBaHnu peakIMOHHYIO CMECh HArPEBaIOT JI0 KMIIEHUS Ha
macinsHoW Oane.  Ilpu wucmapeHuum pacTBOpUTENS HOJA B OOpPaTHOM XOJIOJMJIBHUKE
pacTBOPSETCS. U HEMPEPBIBHO MOCTYMAET B PEAKIMOHHYIO cMeCh. MacisHyro OaHI0 MOXKHO
1I0CJIE HEKOTOPOTO0 KOPOTKOTO BPEMEHM YJAJIMTh, ITOCKOJIBKY BBIJEIICHUE TEIUIA B IIPOLIECCE

3 Cents6pp 2008



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

PE€aKU BbI3BIBACT KHUIICHUC 0e3 JOIMOJIHUTECIBbHOI'O Harp€BaHUsA. Kor/:[a peaKkuus 3aKOHYUTCA,
CMECH KUIIATIAT C 06paTHBIM XOJIOJHUJIIPHUKOM B TCUCHHUEC CIIIC 30 MHUHYT.

Briaenenue npoaykra

Ha »T0#i cTaguu 3akpbIBarOT MOCTYIJICHHWE MapoB B mpubop Tuenamnamne, U ChIpOM MPOIYKT
OTTOHSIIOT HEMOCPEICTBEHHO M3 peakIMoHHOW cMmecu B mpubop Tuenamane. [lepernanubiii
OpoayKT u3 mpubopa Tuenanarne M MEpPeHOCIT B JICIUTENbHYIO BOPOHKY. Ero mpomsbiBaroT
pa30aBIECHHBIM BOAHBIM PaCTBOPOM ruaApokapboHara HaTpust. OpraHnyeckyro (azy OTAeISI0T
U cymar Haj cyiabparom Harpus. I[locie ¢uiabTpoBaHuS CBHIPOH MPOAYKT OUMIIAIOT
IIPOIyCKaHUEM uepe3 KoJoHKY Burpo Ha 10 cm.

Beixon: 14,1 1 (82,9 mmons, 83%); T.xur. 88°C; OGecuiBeTHAs )KHIKOCTD, nf)o =1,495
KomMmenTapun

[TpuMeHeHHE MOJICKYJISIPHOTO CHUTa B KAYECTBE OCYIIUTENS HACTOATEIBHO PEKOMEHIYETCS,
WHaue BBIXOJ OYJeT HUXKE.

Ecaun Jaxe B ChIpOM MMPpOAYKTE NNPpUCYTCTBYIOT HeOOJIbIIIHE KOJIN4YCCTBA
HCIIpOopearupoBaBUICro HponaHona—Z, IMMOCJIC IPOMBIBKH OHHU YK€ HC OIIPCACIAIOTCA.

Opranusanus cOopa u yaaJIeHUusi OTXOA0B

IloBTOpHOE MCIOJIb30BAHUE
MonekysipHOe CUTO MOYKHO PEr€HEPUPOBATH

YTuan3zamnust 0TX010B

OTxox Tun eMxocTH IJIs1 CJOMBA
Bonnas da3za mocne skcTpakiuu CmecH pacTBOPUTENB-BOIA, COIECPIKAIIINE TaTOTEHbI
OcraTox 1mocJe nmepBou MeperoHKu PactBopuTh B BOjE, HEHTpaIU30BaTh pa30aBIICHHBIM

pactBopom NaOH, 3atem ytunusupoBaTh kak Cmecu
PacTBOPUTENB-BOJA, COEPKALIUE TaIOreHbI

Ocrarok nociie BTOpoi HeperoHKu OpraHn4ecKre pacTBOPUTEIH, COJCPIKaIHe TaIOTeH

Cynbdat Hatpus TBepable 0TXObI, HE COACPIKALIUE PTYTH

Conepxumoe TpeThbed MPOMBIBHOW | MyHHIIMTIAIBHBIE CTOYHBIE BOBI
CKJISTHKU

Bpems
4 gaca

IlepepbiB
IIepen nepBoii IEPErOHKON U MEXKy TIEPBOM U BTOPOU IIEpErOHKaMu

CTeneHp CJI0KHOCTH
Jlerkas
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Metoauka (pa3mep 3arpy3ku 1 moJib)

Oo0opynoBanne
Kpyrnononnas asyropnas xon6a Ha 500 mu, npubop Tuenanane, oOpaTHbIN XONMOAMIBHUK, 3
IMPOMBIBHLIC CKIIAHKHW, MAarHuTHasd MCIIaJiKka C M[DOoAOTpCBOM, ACIUTCIIbBHAdA BOPOHKA,

nedIerMaTop ¢ XOJIOAMIBHUKOM, KoJloHKa Burpo Ha 10 cm, MacisHas G6aHs

BemecrBa

[Tponanon-2 (cyxoif) (T.ku. 82 °C) 60,1 r (76,5 mn, 1,00 momb)
KpacHsiit pocdop 12,4 1 (0,400 mop)

noJ 129 r (0,508 Mo:1B)

BoJHBIN pactBop NaOH (0,5 M)
MOIEKyJIpHOEe cuTo 3A

pa30aBieHHbIi BoaHbINA pacTBop NaHCO3
Cyab(ar HaTpus JUIsl OCYIIKH

Peaxknusn

Peakmuio criemyer mpoBOAUTH B BBITSDKHOM Mmikady. I[IpuGop cocTOMT W3 KPYyTI0I0OHHOMN
JIBYTOpoi Koaobl Ha 500 MJI, OCHAIIEHHON MAarHUTHOW Memayikor u nmpudbopom Tuenamnarne,
COEIMHEHHBIM C OOpaTHBIM XOJOIMIBHUKOM. OOpaTHBIN XONOAWIBHUK COEAMHEH C TpeMs
MOCIIE0BATENbHO COEIMHEHHBIMU MPOMBIBHBIMU CKJIIHKaMH. B mepBoii, HemocpeacTBEHHO
COEIMHEHHOW ¢ 0OpaTHBIM XOJIOAUILHUKOM, HAXOAUTCS MOJIEKYJIIPHOE CUTO, BTOpas mycTas,
B Tpetbeir HaxomutTcs 0,05 M BomHbIM pacTBOp THApokcuaa Hatpusa. [Ipubop Tuemamamne
UMeeT Ha JHE pelIeTKy, o0Jajarollyr0 MOopucTocThio P-0, miM KOHMYECKOE CTEKJISIHHOE
npucnocoOneHne s GUIBTPOBAHMS, C PEIICTKOM Ha JHE, UMEromedl mopuctocth P-0.
Bwmecto npubopa Tunanane MOKHO HMCIIOJIB30BAaTh YCTPONCTBO JUIsl KUISTYEHUS ¢ 0OpaTHBIM
XOJIOJIUIIBHUKOM, MMOKPBITOE CTEKJISTHHOM BATOM.

29 r (0,508 monw) mona mepenocsat B npudop Tuenamame. 12,4 r (0,400 mMonb) KpacHOTO
docdopa u 60,1 r (76,5 mi, 1,00 MoIb) CyXxOoro mpomnaHoja-2 MOMENIAIOT B PEaKIIHOHHYO
kos0y. Ilpu mepememmBaHUU PEAKIIMOHHYIO CMECh HArpeBarOT 0 KHUICHUS HAa MaCISHOMN
O0ane. [lpum ucmapeHun pacTBOpUTENS HWOA B OOpPATHOM XOJIOJWUIBHUKE pPACTBOPSETCA M
HETIPEPHIBHO MOCTYTAET B PEAKIIMOHHYIO CMeCh. MacisiHy0 0aHI0 MOXHO ITOCIIE HEKOTOPOTO
KOPOTKOTO BPEMEHHU yAAJIUTh, MMOCKOJIBKY BBIJICIICHHE TEIUIa B MPOIECCE PEAKIIMK BBI3BIBACT
KHIICHUE 0e3 JIOTOTHUTEIBLHOr0 HarpeBaHus. Korjga peakius 3aKOHYUTCS, CMECh KHUIISATAT C

00paTHBIM XOJOIUILHUKOM B TeueHue emie 30 MUHYT.

Broinenenue npoaykra

Ha »T0#i cTaguu 3akpbIBarOT MOCTYIJICHHWE MapoB B mpubop Tuenamamne, U ChIpOM MPOIYKT
OTTOHSIIOT HEMOCPEICTBEHHO M3 peakiMoHHOW cMmecu B mnpubop Tuenamane. [lepernanubiii
OpoayKT U3 mpubopa Tuenanamne M NMEpeHOCIT B JCIMTENbHYIO BOPOHKY. Ero mpomsbiBaroT
pa30aBIECHHBIM BOAHBIM PaCTBOPOM ruapokapOoHara HaTpust. OpraHnyeckyro (azy OTAeISI0T
U cymar Haj cyiabparom Harpus. I[locie ¢uiabTpoBaHuS CBHIPOH MPOAYKT OUMIIAIOT
IIPOIyCKaHUEM uepe3 KoJoHKY Burpo Ha 10 cm.

Beixon: 144 r (853 mmons, 85%); T.kum. 88°C; 6eciBeTHAS KUIAKOCTD, nf)o =1,495
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KomMmenTapun

[IpuMeHeHHEe MOJIEKYJISPHOTO CHUTa B KauyeCTBE OCYLIMTENS HACTOATENBHO PEKOMEHIYEeTCs,
MHaue BbIXOJ OyJeT HUXKE.

Ecnim  pgaxxke B ChIpOM  MNPOAYKTE€  NPHUCYTCTBYIOT  HEOOJbIIME  KOJIMYECTBA
HENpOopearupoBaBILEro MNponaHoa-2, Mocjae NPOMBIBKH OHH YK€ HE ONPEAEISIFOTCA.

Opranusanus c0opa 1 yAaJIeHUusi OTX0/A0B

IloBTOpHOE MCIOJIb30BAHUE
MonekysipHOe CUTO MOYKHO PEreHEPUPOBATH

YTuan3zamnust 0TX010B

OTxox Tun eMxocTH IJIs1 CJOMBA
Bopanas ¢a3za mocne skcTpakuuu CmecH pacTBOpPUTENb-BOIA, COACPKAIINE TaJIOT€HbI
OcraTok 1mocJie nmepBo MeperoHKu PactBopuTh B BOjE, HEHTpaIU30BaTh pa30aBIICHHBIM

pactBopom NaOH, 3atem ytunusupoBaTh kak Cmecu
PacTBOPUTENB-BOA, COIEPKALIUE TaIOreHbI

Ocrarok nociie BTOpoi IeperoHKu OpraHn4ecKre pacTBOPUTEIH, COJECPIKaIHe TaJIOTeH

Cynbdat Hatpus TBepable 0TXObI, HE COACPIKALIUE PTYTH

Conepxumoe TpeThbed MPOMBIBHOW | MyHHIIMTIAIBHBIE CTOYHBIE BOIBI
CKJISTHKU

Bpems
5 gacoB

IlepepbiB
IIepen nepBoii NEPEroOHKON U MEXKy IIEPBOU U BTOPOU ITEpErOHKaMu

CTeneHpb CJI0KHOCTH
Jlerkas

AHaJn3

MOHHMTOPHHT peakuun

OcraHOoBKa peaknuu st OoTOopa MpoO CHIDKAeT KOHEYHBIH BbIXOA! MOHHMTOPUHI pEakiHMu MOYKHO
ocyuiecTByATh nocpeacrsoM NMK-cnekrpockomnumu.

ITonroroBka mpooOsI:

1 MIJI peakIIMOHHOW cMeCH OTOMPAIOT MUTIETKON M MEPETOHSIOT Ha MUKPOIIEPETOHHOM ammapare. [leperHanHbIi
nponykt npumMensitor 11t UK cnekrpockoruu 6e3 pacTBOpUTEIISL.

Ucuesnosenue nonocst OH mpu at ~3400 cM™' sIBjIsIeTCs MPU3HAKOM 3aBEPIICHUS PEaKIHK
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"H SIMP cnektp ouniennoro nmpogykra (500 MI', CDCl5)

A

s P a5 RN es en 15
S (ppm) | MyJabTHIIETH Yucao H OtHeceHue
ocTh
1,82 d 6 CH;
4,26 m 1 I-CH

BC SIMP cnextp ounmennoro npoaykra (75,5 MI'ti, CDCl3)

T T T T
50 40 30 20

(ppm)

S (ppm) Assignment
31,13 CH,
21,23 I-CH
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UK cnexkTp 04YMIEHHOr0 NPOAYKTA (IJIeHKA)

0300 0400 0800 0600 0700 04600

0.200

[ SN Vol | | |
g B 5 B PRE B BESEE E B B HE EBEX Sge o
o e e e e e S I T R e A
cm’
(em™) OTtHeceHue
2983, 2917 C-H-cBs3b, ankan
1455 C-H-nedopmannonssie KoeOanus
1370 C-H-nedopmanmoHHbie KOJICOAHUS, -
CH; cumm.
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