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2003 KaraausumpyeMoe KHCJI0TAMHU alleTUJINPOBaHUe 3-
HUTPOOEH3AJIb/IErH/Ia C ITAHIMOJIOM B COOTBETCTBYIOIIH A
1,3-n1mokcojian
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4-tonyoncynbdo K1ucnoTa
+ > + H,O
uMKIorekcaH
NO, HO
NO,
C,H,NO, C,H;0, C,H,0,S - H,0 CyHgNO,
(151.1) (62.1) (190.2) (195.2)
Kanaccunpukanus

Tunbl peakuuid ¥ KJIacchbl BellecTB
Peaknust KapOOHMIIBHOM I'PYyMIIbI B aIbJIETUIaX, AlETHINPOBAaHHE

Anbaeru, aleranb, COUPT, 3alllUTHAS TPYIINa, KUCIOTHBIN KaTaau3aTop

MeToanbl padoThl

VYnaneHue BOJBI a3€OTPONMHON IMEPErOHKOW, HarpeBaHUE C KHUISTYCHHEM C OOpaTHBIM
XOJIOMIBHUKOM € 3KcTpakTopoM Cokciera (s 3arpy3ku B 10 MMouib), iepeMelninBaiue Ha
MarHuTHOM MellaJIKe, BbIIapUBaHUE HA POTOPHOM HMCHApUTENE, BCTPAXUBAHUE, IKCTPAKIIUS,
nepeKkpucTainianus, GuibTpoBaHNe, HarpeBaHKE Ha MaclsiHOM OaHe

Metoauka 3xcnepumenTa (pasmep 3arpy3ku 100 mmouin)

ObopynoBanne

Kpyrnononnas xon6a Ha 500 mui, BoAHBIN cenaparop, 0OpaTHBINA XOJOIMIbHUK, MarHUTHAs
MeIIaiKa ¢ MOJ0IPEBOM, JIE€TUTENbHAs BOPOHKA, POTOPHBIN HCIapuTelb, BOpoHKa broxHepa u
KoJ10a byH3eHa /1t oTcachIBaHUs, SKCUKATOp, MacysiHas OaHsl.

PeakTuBbl
3-autpoben3zanpaerun (T.kum. 58 °C;

NpoayKT, mostydeHHsblid B cuateze  HOII -Ne 1003) 15,1 r (100 mmouib)
staHauo (T.xu. 198 °C) 6,83 1 (6,20 mL, 110 MmmouB)
MoHoruapat 4-tonyoscynbdokucnorsl (T.1ur. 103-105 °C) 190 mr (1,00 MMoib)
nukiorexkcat (T.xut. 81 °C) 200 mn
METHI-TpeT-0yTHI0BbIH 3¢up (T.kum. 55 °C) 200 ma
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TUCYJIb(UT HATPHS MIPUMEPHO 13 r (s
MPUTOTOBJICHUSA 20 MJT
HACBILIEHHOTO BOAHOTO PacTBOpa
NaHSOs)

Cynbdar HaTpust (OCYIITUTEINb) MIPUMEPHO 5 T

nukiorekca (T.xkum. 81 °C) mis mepeKkpucTauin3auu npuMepHo 30 M

METUI-TpeT-0yTHI0oBBIN 3dup (T.kum. 55 °C)

JUISL IEPEKPUCTATIN3ALINHT npumepHo 30 M

Peaxnus

15.1 r (100 mmol) 3-auTpoben3anpaeruna, 6,83 r (6.20 mi, 110 mmonb) sTanauonau 1,00 r
(5,.30 MMO7B) MOHOTHAPATA 4-TONTYONICYIB(OKUCIOTH pacTBOPsAOT B 200 MIJI IUKJIOTeKCaHa B
CyXo# KpyriomoHHoW komOe Ha 500 MuI, OCHAIICHHOW MAarHUTHOW MEIIATKOH, BOJHBIM
CernapaTopoM M OOpPaTHBIM XOJOIMJIBHHUKOM. PeakIMOHHYIO cMeCh HarpeBaloT ¢ OOpaTHBIM
XOJOAMIBHUKOM JIO T€X IOp, MOKa BOAA HE NMPEKPAaTUT COOMPAThCS B BOJAHOM cCemapaTope
(mpumepHoO 2-3 u).

BbiaesieHue NpoayKToB

l'opsiuyio peaklMOHHYIO CMECh AECKAHTUPYIOT B JIPYTYIO KPYTJIOJOHHYIO K00y Ha 500 mui,
YTOOBI OT/AEIUTH €€ OT MACIISIHUCTOIO OCajKa, KOTOPbIM oOpasyercss Ha JAHE PeaKLMOHHOM
kosiObl (mpuMepHo 200 mr). OcTaToK COCTOUT MPEUMYIIECTBEHHO M3 NMPOJYKTa, UCXOAHBIX
MaTepuajgoB U 4-TOIYyOJICYyIb(OKUCIOTHI (COTJIACHO CIEKTPY 1H—fIMP). PactBopurens u3
JIEKAaHTUPOBAHHOI'O PacTBOpa yAAJSAIOT HAa pOTOpPHOM HcnapuTene. ChIpol NPOAYKT OCTaeTCs
B BHJIC JKEJITOr0 KPUCTAITIMYECKOTO TBEPIOTO BEILECTBA.

Brixon ceiporo mpoaykra: 19,7 r, T.aur. 50-52 °C; Ha ocnosanmu I'KX anHamuza cmech
conepxut 95% aueransa u 4% anpaeruaa.

YroObl yaanuth HEMPOPEarupoBaBIIUI albIETU]] B BUAE aJJIyKTa C TUPOCYIb(PHUTOM, CHIPOH
MPOIYKT pacTBOPSIOT B 200 M METHII-TPET-OYTUIIOBOTO ddHpa U IKCTPArUPyIOT OTHOKPATHO
npu mnomomu 20 M HACHIIIEHHOTO BOJHOIO pacTBOpa THAPOCYIbPHUTa HATpUS.
Opranudeckyio a3y BBICYIIMBAIOT HAJl CyJIb(aTOM HATPHs, YAAIAIOT CyJb(aT HATPUsI IyTEM
bunbTpoBaHUs W PACTBOPUTENb BHINAPUBAIOT HA POTOPHOM HCHApUTENe, MOIydaroT
MPaKTUYECKH OECIBETHBIA KPUCTAJUTMYECKUN OCTATOK.

Brixox: 17,9 r (91,7 mmons, 92%), T.1u1. 57 — 58 °C; na ocroanuu KX uncrora 99%.

[IpomyKT AOCTaTOYHO YHCTHIN JJIsi OOJBITUHCTBA BO3MOXHBIX IpuMeHeHui. Eciu tpedyercs
JIOTIOTHUTENIbHASL OUYMCTKA, MOXKHO MTPOBECTHU MEPEKPUCTATIIN3ALNIO U3 CMECH pacTBOpUTENEH
IIUKJIOT€KCaH/METHII-TPeT-0y THiIoBbIN 3¢up (1:1), mpumepHo 45 mu. PacTBopy HYXHO JaTh
MOCTOSITh HAKPBITHIM TPU KOMHATHOM TemIiiepaType 10 00pa3oBaHHUS KPHUCTAIOB (eciu
notpedyercs, 1-2 nusa). Eciam pactBop OBICTpO OXJaauTh B JIEASHOW OaHe, OOBIYHO
oOpa3yercs Tonbko Macio. [locrne oxnaxaeHus B Te4eHHE KOPOTKOTO BPEMEHHU Ha JIeISTHON
0aHe KpUCTAJIbl OT(PUIBTPOBBIBAIOT M CYyIIAT J0 MOCTOSHHOM MacChl B JKCHKATOpe IMpHU
MOHWKEHHOM JIaBJICHUH.
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Brixox: 15,9 r (81,5 mmouns, 82%); T.uL. 57 — 58 °C; GecuBeTHbIE KPUCTAJIBI, YACTOTA HA
ocHoBanuu [ KX ananuza cocrasnser 6osee 99% (cM. paznen AHanus).

[TpOAYKT MOXHO TaKXke MEePEKPUCTAIUIM30BATh W3 OYCHb MAJCHBKOTO KOJUYECTBA dTaHOJa
(13 mut), OTHAKO € TOPA3/I0 XYIIIUM BBIXOIOM.

IHpumeyanus

JIlekaHTUPOBAaHHON PEAaKLMOHHOM CMECH, a TaK)K€ JKCTPAarMpOBAHHOMY pacTBOPY B METHII-
TpeT-OyTUIO0BOM 3¢upe He CIeAyeT NaBaTh CTOATH CIHUILKOM JIOJTO IEpe] BhIapuBaHHEM
pacTBOPUTEINS], MOCKOJBKY CII€[bl KUCIOTHI M BOJBI, IPUCYTCTBYIOIIHE B CMECH, MOTYT
BbI3BaTh paspylleHue aneTans. Kpome Toro, npu nepekpucTaljin3aluy He cleAyeT HarpeBaTh
pacTBOp J0JbIIE, YEM 3TO HEOOXOIUMO.

CoOpanHblif B cemapaTtope 00beM BOJBI MOXKET MPEBBIIIATh TEOPETHYECKOE KOJIUYECTBO,
MOCKOJIbKY 4-TOJTyOJICYNIb(OKUCIIOTAa U JIPyTHe BELIECTBA COAEPIKAT HEKOTOPOE KOIUYECTBO

BOJBI.

Opranunzanus coopa u yaajaeHus 0OTX00B

IToBTOpHOE HCNIONB30BAHUE
[{uknorekcaH W3 peakIMOHHOM CMECH M METHWI-TpeT-OyTWJIOBBIM 3¢up cobuparoT u
HEPErOHSIOT TOBTOPHO.

YTuauszanus orxoaoB

OTxon THun eMKOCTH JJI CJIUBA

Bonanas ¢a3za u3 cemapatopa Cmecu  pactBopuTenss C  BOAOW, HE
COZEpIKAIINE TAIIOTEHOB

Bonanas ¢a3za nocne nepemeninBaHus Cmecu  pactBopuTenss C  BOAOW, HE
COZIEpIKAIINE TAIIOTEHOB

OcraTok u3 peakropa PactBopute B  HEOOJIBIIOM  KOJIUYECTBE
aleToHa, 3aTeM YTUIN3UPOBATh KaK
OpraHuYecKue pacTBOPUTEIH, HE

COACpIKaIne raJIorcHoB

Marounas KUIKOCTh IIpY | OPraHUYECKUE pPacTBOPUTEIIH, HE
NEPEKPUCTATUIA3ALUN coJiepaKallye rajJoreHoB

Cynbgat HaTpus TBepablil 0TXOM, HE COAEPKALLUN PTYTH
Bpems

[TpumepHoO 5 4, BKIIOYas BBIACICHUE IPOTYKTa

IlepepsbiB
[Tocne BbIMapuBaHus UKIOTE€KCAHA U3 PEAKIIMOHHOW CMECH
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CTeneHpb CJI0KHOCTH
Jlerkas

Metoauka (pa3mep 3arpy3ku 10 mmounb)

Oo6opynoBanne

Kpyrnononnass kom6a uwa 100 mut, skctpaktop Cokcnmera Ha 30 MII ¢ 3KCTPaKIMOHHBIM
PYKaBOM, 06p3THLIfI XOJOOWJIbHUK, MarHuTHass MCIOaJKa C IIOAOrp€BOM, JACIUTCIIbHAA
BOPOHKA, POTOPHBINA HCHApHUTENh, KoJI0a byH3eHa, BopoHKa broxHepa, SKCHKAaTop, MacisHas

Oaus.

PeakTuBbl
3-autpoben3anpaerun (t.xkum. 58 °C;

IPOAYKT, osrydeHHbI B cunteze  HOIT -Ne 1003 1,51 r (10,0 mmouib)

stanauon (T.xum. 198 °C) 683 mr (0,620 mL, 11,0 MMob)
MoHoruzapat 4-tonyoncynbdokucnotsl (T.m1. 103-105 °C) 19 mr (0,10 MMob)
rukiorekcad (T.ku. 81 °C) 50 M

MouekynsiHoe cuto 4 A 10T

METHI-TpeT-0yTHI0BbIH 3¢up (T.kum. 55 °C) 20 mn

TUCYNb(UT HATPUA pUMepHO 3 T (A

IIPUTOTOBJICHUSA S MII

HACBIIICHHOI'O BOAHOT'O paCTBOpa

NaHSO03)
Cynbat HaTpus (OCYIIUTEb) IpUMeEpHO 1 T
nukiorekca (T.xum. 81 °C) nis nepekpucTauin3auu MPUMEPHO 3 MII
METHI-TpeT-0yTHI0BbIH 3¢up (T.kum. 55 °C)
JUIS IepEKPHUCTAITN3AINN PUMEPHO 3 M

Peaxknus

[Ipubop cocToWT M3 CyXOW KPYyriaoJoHHOW KojaObl Ha 100 My, OCHAIIEHHONW MarHUTHOMN
MEIIAIKON © mpubopoM i dKcTpaknmuu Ha 30 M ¢ OOpaTHBIM  XOJIOAMJIBHHKOM.
DKCTPaKIHOHHBI pyKaB B skcTpakTope Cokcnera Hamomaen 10 r MonekyspHoro cura 4 A ¢
[eJBI0  yJIaBIMBaHUS oOpasytomieiicss mo peaknuu Boasl. 1,51 1 (10,0 Mmoms) 3-
HUTpoOeH3anpaeruaa 1 50 MJI HUKJIOTeKcaHa MOMEIAl0T B PEAKIMOHHYIO KOJIOY, K CMEcH
npubasisitor 683 mr (0,620 mut, 11,0 mmounb) aTaraunona u 19 mr (0,10 MMoss) MOHOTHIpaTa
4-tonyoncynbokuciaoTel.  PeakuumoHHYyI0 ~ cMech  MEpeMelIuBalOT € OOpaTHBIM
XOJIOMILHUKOM B T€UEHHE 2 Y.

Briaenenue npoaykra

l'opsiuyro peakMOHHYI0 CMECh IEKAaHTUPYIOT ¢ MUHMMAJIbHOIO KOJUYECTBA MAaCIISIHUCTOIO
ocazka B KpyrioaoHHylo KkoinOy Ha 100 mu. OcTaTOK COCTOMT NPEUMYIIECTBEHHO U3
MPOLYKTa, HCXOAHOTO MaTepHana M 4-TOTyoicynb)OKUCIOTh (HA OCHOBAHMM CrieKTpa 'H-
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SIMP). PactBopuTens HCHapsOT U3 JACKAaHTUPOBaHHOTO pacTBopa. OcTaeTrcs KenToe
KPUCTAJIMUECKOE BEIIECTBO, MPEACTABIISAIONIEE COOOM ChIPO MPOTYKT.

Beixon ceiporo npoaykra: 1,96 r; t.un 50-52 °C; coctaB Ha ocHoBanuu [KX ananusza: 95%
arterairs, 4% aapaerumaa.

YroObl yIanuTh HEMPOPEarupoOBaBIIUI albJETU]] B BUAE aJIyKTa ¢ TUPOCYIb(PUTOM, CHIPOH
OPOAYKT pacTBOPSIOT B 20 MJI METHJI-TPET-OyTHIOBOTO 3(hupa U SKCTParupyroT OJHOKPATHO
IIPU [TOMOIIY 5 MJI HACBHIIIEHHOTO BOJIHOTO pacTBOpa runpocynbdura HaTpus. OpraHndecKyro
a3y BBICYIIUBAIOT HaJ CyIb(GaTOM HATPHS, YAAISIOT CyJIb(aT HATPHUS MyTeM (PHIBTPOBAHUS
M PAacTBOPUTENb BBIAPUBAIOT Ha POTOPHOM HCHApUTENe, MOIYYaroT TMPAKTUYECKU
OecCIBETHBIN KPUCTAUIMYECKUN OCTAaTOK. [IpoayKT KpucTaumsyercs B BHIEC NPAKTUYECKU
OeCLIBETHBIX KPUCTAJIJIOB.

Beixox: 1,82 rr (9,32 mmoins, 93%), 1.1, 57 — 58 °C; na ocuoBanmnu KX uncrora 99%.

[IpoayxT moctaTouHO YMCTHIN 1Sl OOJBIIMHCTBA BO3MOKHBIX NpuMeHeHuil. Eciu Tpebyercs
JIOTIOJIHUTEJIbHASL OUMCTKA, MOKHO IIPOBECTHU MEPEKPUCTATIIN3ALNIO U3 CMECH PACTBOpUTEIIEH
IIUKJIOTeKCaH/METHII-TpeT-0y THIIoBBIN 2¢up (1:1), mpumepHo 4,5 mi. PacTBopy HY>KHO 1aThb
MIOCTOATh HAKPBITBIM TIPM KOMHATHOH Temrmeparype A0 0O0pa3oBaHUS KPUCTAJUIOB (€cCin
notpedyercs, 1-2 nmHsa). Ecmu pactBop OBICTpO OXJIATUTh B JICASHOH OaHe, OOBIYHO
oOpa3yercs Tonbko Macio. [locine oxnaxaeHus B TeUEHHE KOPOTKOTO BPEMEHHU Ha JIEISHON
O0aHe KpuCTaJIbl OT(PUIBTPOBBIBAIOT M CYyIIAT /0 MOCTOSIHHOM MacChl B JKCHKAaTOpe IpHU
MNOHWKEHHOM JIaBJICHUH.

Beixox: 1,60 r (8,20 mmomb, 82%); T.aur. 57 — 58 °C; OecuBeTHble, OJeCTSIIME
KPUCTAJIMYECKUE YAaCTHUUKH; YMCcTOTa Ha ocHoBaHuM [ KX ananusa cocraBuser 6oi1ee 99%
(cm. paznen Ananus).

[TpoayKT MOXHO TakKe MEPEeKPUCTALIN30BaTh M3 OYCHb MAJICHBKOTO KOJIMYECTBA 3TaHOJIA
(1,5 mut), ofHAKO € TOPaA3/I0 XYIIINM BBIXOJOM.

Ipumeuyanus

JlekaHTUPOBAaHHON PEAaKLMOHHOM CMECH, a TaK)K€ JKCTPAarUpOBAHHOMY pPacTBOPY B METHII-
TpeT-OyTUI0BOM 3¢upe He CIeAyeT NaBaTh CTOATH CIHUILKOM JIOJTO IEpe] BhIapuBaHHEM
pacTBOPUTEINS], MOCKOJBKY CII€[bl KUCIOTHI M BOJBI, IPUCYTCTBYIOIIME B CMECH, MOTYT
BbI3BaTh paspylleHue aneTans. Kpome Toro, npu nepekpucTalin3aluy He cleayeT HarpeBaTh
pacTBOp J0JbIIE, YEM 3TO HEOOXOIUMO.
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Opranusanus cOopa u yaaJIeHUusi OTX0A0B

IloBTOpHOE MCIOJIb30BAHUE
[{ukmorekcaH W3 PEaKIMOHHOW CMECH W METHI-TPeT-OyTWIIOBBIM 3dup cobupawor u
MIEPETOHSIOT MOBTOPHO. MOJIEKYIISIPHOE CUTO MOXHO PET€HEPHUPOBATH.

YTuian3zamnust 0TX010B

OT1xon Tun emMmkocTH 1J11 CJIMBA

Bopnas ¢a3za u3 cenmaparopa Cmecn  pacTBOpUTENss €  BOIOH, HE
coJieprKallye raJoreHoB

Bonanas ¢a3za nocie nepemeninBaHus Cmecu  pactBOpuUTEdsl €  BOAOH, HE
coJIep>Kallye raJoreHoB

OcraTtok u3 peakropa PactBoputh B  HEOOJIBIIOM  KOJWYECCTBE
areToHa, 3aTeM  YTWIHM3UPOBAaTh  Kak
OpraHUYecKue pacTBOpHUTEINH, HE

COACPpIKAIIMEC raJIOTCHOB

Marounas KNUOAKOCTH IIpH | OpTaHNYCCKUC PacCTBOPUTECIIN, HE
NepeKpUCTAIIIN3aLUN coJieprKallyie raJoreHoB

Cynbdar Hatpus TBepablii 0TX0/1, HE COJIEPKAITUNA PTYTH
Bpems

[IpumepHO 5 4, BKIIrOUYas BBIACICHUE POAYKTA

IlepepbiB
[Tocne BbImapuBaHus IUKIOTEKCAHA U3 PEAKIIMOHHOM cMecH

CTeneHpb CJI0KHOCTH
Jlerkas
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AHaJIN3 NPOAYKTOB

MOHUTOPHHT peakllu¥ HA OCHOBAHUM KOJMYeCTBAa COOPAHHOI BOJbI, BbIICISIOLIEHCS
NPH peakuuun

2,0 - . . .
1,6 -

1,2 1

ml H20

0,8 -

04

0,0 T T T T T T 1
0 20 40 60 80 100 120 140

time [min]

Pa3smep 3arpysku: 100 mmonn
Hauaio cOopa BbIessoIIeiics: BOAbI yCTAaHOBJIEHO Kak TO4ka 0 KOOpAMHAT PeaKinu

Bpems, HeoOxomnMmoe it 3TOM peakmWH, MEHSETCS B 3aBHCHMOCTH OT CKOPOCTH HarpeBa peakluu [0
TEeMIepaTyphl Peaklu, ¥ BPEeMEHH, HEOOXOAMMOTO JJIs TICPErOHKHU. Y BeIIMUCHIE BPEMCHH peakiuu 10 18 9 He
MIPUBOJUT K TTOBBIIICHUIO BBIXOJA.

MOHUTOPHHI peaKi¥ HA OCHOBAHUM TOHKOC/JIO0MHOM XpomaTorpagun

JlaHHBIN BUJI MOHUTOPUHIA HE IPUTOAEH Ul 3TOM peaKkLMHU, IOCKOJIbKY JaXe B KOHIIE PEAKLIMH B PEaKLIMOHHOM
CMECH OCTaIOTCS HEOOJIbIINE KOJNYECTBA aNbAETHIa. Y IOBJIETBOPHTEIFHOIO pasfeieHHs albJeruaa |
JIMOKCOJIaHa HE yJIaeTCsl JOCTUYb C UCIIO0JIb30BAHMEM OOBIYHBIX OPraHUYECKUX PACTBOPHUTEICH.

MoHnuTopuHr peakuuu Ha ocHoBannu ['7KX

[Ipurorosnenne obpasma ams macmrada peakuuu 100 MMoITb:

J1st MOHUTOPHHTA PEaKIMU UCIIOJIb3YIOT B KAUECTBE PEAKLIHOHHOTO COCY/a TPEXTOPILYIO KOJIOY BMECTO
OJTHOTOPJIOH, 9TOOBI OBLTO YAOOHO OTOMPATH MPOOHI Yepe3 JOMOIHUTEIbHEIE OTBEPCTHS B Koiioe. UToOBI nMeTh
BO3MOXHOCTD IIPOBECTHU TOYHBIC UBMEPCHUA NAKE ITPU HEBBICOKOM MPEBpALICHUN, CMECh JOBOJAT 10 KUIICHUSA
OuYeHb MeINIeHHO (TpuMepHO 3a 40-50 muH). [lepByro mpoOy MOXKHO OTOMpPATh TOTA, KOTaa 3-
HUTPOOEH3aJIbET U IOJIHOCTHIO PACTBOPUTCA NP MEAJIEHHOM HarPEBaHUM.

[Tepen 3amyckom peakiyu, 2 M METHI-TPET-0y THIIOBOTO 3Hpa HAJIUBAIOT B OATOTOBUTEIBHBIE COCYIBI.

Ot0op mpoO MPOU3BOIAT CICAYIONIMM O00pa3oM: MAaciisiHyl0 OaHK0 CIBUTaloT BHH3. Kak TOJILKO pacTBOp
MepecTaeT KUIETh, MEHIAIKY OCTAHABIMBAIOT, U JKAYT MPUMEPHO | MUH O THUX IOp, MMOKA HE MOJHOCTHIO
pacTBOpHUMBbIE KOMIIOHEHTBI PEaKIMOHHOH cMecu ocsiayT. C MOMOIIbI0 NHUIETKH OTOMpAaroT 2 M HpOoObI
pacTBopa Yepe3 OJHO M3 OTBEPCTHH KOJIObI, M MOMENIAOT B COCYH AJsi mMpoObl. PacTBOp, comepiKaiuiics B
cocyne ais mpoObl, CHOBA aKKypaTHO HAOMPAIOT MHUIICTKON, YTOOBI PacTBOPHUTH JIF00OH 00pa30BaBIIMKCA B
mporiecce 0oTOOpa TMPOOBI OCAagOK, a 3aTeM CHOBAa BBUIMBAIOT B cocyxd uia mpoObl. OOpaszen HeMemseHHO
OXJTXKIAOT Ha JICTHON OaHe W MOMEIIAIOT B XOJOMIBHUK J10 ipoBeaeHus [ KX ananusa.

PeakunoHHy0 K010y CHOBa HarpeBaroT pH NepeMeIInBaHuH JJO 0TOOpa ClieyroLero oopasia.
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Ecmu ycnoBus He mo3BomstoT mpoBectr [JKX anmamm3 B TedeHme 24 4YacoB, HY)KHO TepeHecTH obOpasel] B
MaJIeHbKYIO KDPYITIOAOHHYIO KOJOY, MCIApUTh PACcTBOPUTENb Ha POTOPHOM HCHApHUTeNe, a Iepel] aHaIU30M
PacTBOPUTH OCANIOK B 4 MJT METHII-TPET-OyTHIIOBOTO 3prpa.

Ycenosus KX
KOJIOHKA: Stabilwax-DA, L=30 m, d=0.32 mm, TommuHa mieaku=0.25 mxm (Restek)
BBOJI; umkektop 250 °C, BBOI C JeNeHIeM OTOKa, BBOAUMBIN 00beM 0.1 MK
l'az-Hocurenn:  H,, naBnenue nepen kononkoit 150 kIla
eYb: 100 °C (7.5 mun), 4 °C/mun 150 °C (0 mun), 2 °C/ mun 170 °C (0 mun), 1 °C/ mun 180 °C
JIETEKTOD: JUIl, 250 °C, H, 25.1 mu/ muu; BOo3ayx u3 Oamwiona 392 mu/ muu (275 klla);

cocTaBsromui ra3 N,
nunrerpupoBanue: Murerparop 4290 (Thermo Separation Products)

HpOHeHTHHe KOHICHTpalIuX paCYUTBIBAJIN IO IUIOIAASAM ITMKOB

Bpems ynep:xuBaHusi BemectBo
(MuH)
3.87 OTtaHauon (BbIACI. )
23.5 3-HuTpOOEH3ATBACTH (BBIACT. )
34.0 1,3-nuokconan (IpoOaAyKT)

3aBHCHMOCTH IUIOLIA/Ie MMKOB PeareHTOB OT BpeMeHH

100 -
8 80 -
e
©
T 60 -
o o dioxolane (product)
‘s 40 - v aldehyde (educt)
'dé; v ethanediol (educt)
o
g 20 -

0 - : ———t—— o ——+¢
0 50 100 150 200 250
time [min]

Pasmep 3arpy3ku 100 MMouib
CoenuHeHne peareHTOB ONPEIeNIeHO KaK HyJIeBasi TOUKa Ha IIKaJIe BPEMEHH.

KpuBble KOHIIEHTpaLMK pEareHTOB MOKa3bIBAIOT, YTO ATAHIMO0JI MAJIOPACTBOPUM B LIMKJIOTeKcaHe. ToabKo
MOBBILIEHUE TeMIlepaTypbl nocie 40 MUH MPUBOJIUT K 3aMETHOMY YBEIMUYEHHIO €T0 KOHIIEHTPAILlUU B PACTBOPE.
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Boinenenue BOAbLI B 3aBUCUMOCTH OT BPEMEHH PEeaKIIUA
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ITocne 40 MUHYT pCaKIIMOHHAs CMECh HAI'PCBACTCA 1O KUIICHUSA U HAYMHACTCA OTACIICHUC BO/bI.

I’ KX npoaykroB
[MoaroroBka mpoOs:

80 mr BemecTBa pacTBOPSIOT B 0,5 MII METHII-TPET-OyTHIIOBOTO dHpa.

Yenosus KX:
KOJIOHKA: Zebron ZB-1, L=15 M, d=0.25 mm, TomuHa mieakn=0.25 mxM (Phenomenex)
BBOJ: nmkekTop 250 °C, BBOJ ¢ pa3aeneHreM 0Toka, BBOAUMbINH 00beM 0.15 MK

laz-socurens:  He, maBnenue nepen xoioukoi 101 kIla

1eysb: 85 °C (0 mun), 8 °C/ mun 250 °C (10 mun)
JETEeKTOp:
MmuH (59 kIa)

uuTerpuposanue: Murerpatop 4290 (Thermo Separation Products)

HpOHeHTHyIO KOHICHTPAIWIO paCYUTBIBAIN IO TUIOIHAASAM ITHKOB.

JIATI, 250 °C, H; 33.9 M/ MuH; Bo3ayx u3 6amona 322 mi/ MuH; pa3baBurenib Nj, 15.0 mur/
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I'’KX cbiporo npoaykra
100 ~
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0 10 20 30 40
Bpemst ynep:xuBanus Bemecto ILiomans NuKa
(MuH) %
12,9 3-HUTpOOEH3AIIBIETU T 4,0
18,2 npoaykr (1,3-muoxcomnan) 94,7
JIpyrue He npentndunnposans 1,3
I'’KX npoaykra (10 nepekpucTaIn3aluN)
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0 4 8 12 16 20 24
Bpemst ynep:xuBanus Bemecrno ILiomans NUKa
(MuH) %
12,9 3-HUTpOOEH3ATBICTU T 0,01
18,2 npoaykr (1,3-muoxcomnan) 99,6
JIpyrue He npentndunnposans 0,3

B xpomartorpamme nepekpuCcTalIN30BaHHOTO MPOAYKTa MPUCYTCTBYIOT TOJBKO CJIEOBbIE KOJINYECTBA

sarpsizaeHuit (< 0.1%).
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BC SIMP cnextp ounmennoro npoxykra (250 MI'u, CDCls)

i
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8 (ppm) Ornecenue
65,5 -0-CH,-CH,-0-
102,3 -O-CH-0-
121,7 CH apen
124,0 CH apen
129.4 CH apen
132,7 CH apen
140,4 C — CH(mnokcouan) apeH
148,3 C —NO,; apen
76,5-717,5 pacTBOpUTEIH
"H SIMP cnextp cbiporo npoxykra (250 MI't, CDCls)
10 5 7 5 5 v 2 ] 0

(ppm)

11

Urons 2008



NOP

http://www.oc-praktikum.de

"H SIMP cnektp ouniennoro nmpoaykra (250 MI', CDCl5)

S (ppm) Myabstumier | Yuciio OTHeceHHe
HOCTh atomoB H
8,37 - 8,35 m 1 2-H
8,25 - 8,20 m 1 4-H
7,83 -77,79 m 1 6-H 6
7,60 - 7,54 m 1 5-H 5
5,90 s 1 7-H
4,18 - 4,05 m 4 8-H
7,26 pacTBOpUTEINH

Cna0sre curnanst ipu 1,23, 1,61 u 3,7 ppm COOTBETCTBYIOT 3TaHOIY, IPUMEHEHHOMY TIPH

nepekpucrauM3anuu. B cnexrpe 'H IMP CBIPOTO MPOJYKTa MOYKHO HAOJIIOIATh PE30HAHC aJIbJIETUIHOTO
MPOTOHA UCXOAHOTO BemecTBa mpu 10,15 ppm.

UK cnexTp ceiporo npoaykra (KBr)

80

JU

Transmission [%

30

20

T T T T
8.0 7.6
(ppm)

T L AR S

(o

‘”ADOO””'”@‘

(ppm) 4
Wellenzahl [cm™]

T U U] T T T T I T T T ! l“
3500 s 30007 7250052000 T, 1500 100D T 500

Urons 2008



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

UK cnexkTp ouunienHoro npoaykra (KBr)
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4000 3500 3000 2500 2000 1500 1000 500
Wellenzahl [cm'1]
(em™) OTHeceHue
3093 C — H — cBs3b, apeH
2978, 2905, 2862 C — H — cBs3b, ankaH
2769 C—-H-cBs3p, O-—CH-0O
1690 (TONBKO B CHIPOM C = O — cBs13b, ANBJETHU]L
MIPOAYKTE)
1621, 1588 C = C — cBs3b, apeH
1532, 1359 N = O — cBsI3b, aCCUM. U CUMM.

B UK criektpe ChIporo IpoiyKTa MOXKHO BUIETh Konebanus ceasu C=0 npu 1690 cM™', oTBeuaromue Bee eime
MPHUCYTCTBYIOMIEMY UCXOJHOMY 3-HUTPOOCH3AIBACTHITY.

DJIeMeHTHBbIN aHAJIU3 MPOAYKTOB /10 U MOcJie NepeKpUCTAIN3ANNU

% C %H % N
pacuuTaHo 55,39 4,65 7,18
HaiIeHo (10 MePEeKPUCTATITU3AIIIH) 33,54 4,38 7,16
55,47 4,37 7,07
HaiiieHo (TIoCIie MePeKPUCTATUIA3AIIIH ) 35,45 4,38 7,09
55,61 4,40 7,17
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