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5012 CunTe3 aneTWJICAJIUIIUIOBON KUCJIOTHI (ACIMPUHA) U3
CAJIMIIAJIOBOI KHUCJIOTHI M YKCYCHOT0 AHTHAPH/IA
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Kanaccudpuxanus

Tunsl peakuuii 1 Kiaacchl BelecTB
Peakiust kKapOOHMIIBHOM IPYMIIBI B TPOU3BOIHBIX KAPOOHOBBIX KUCIIOT, dTEpUPUKALIHS
AHTUIpUABl KapOOHOBBIX KHCJIOT, 3(QHPBl KapOOHOBBIX KHCIOT, KapOOHOBBIE KHCIIOTHI,

(deHoI, apoMaTHYECKUe COCTUHEHUS, KUCIIOTHBIN KaTaau3aTop

Metoabl padoThI

Peakiusi ¢ MOMOILBIO MHUKPOBOJH, INMEPEMEIIMBAHUE C IIOMOIIbI0 MAarHUTHOM MeIIajKHy,
HarpeBaHue ¢ 0OpaTHBIM XOJIOAMJIBHUKOM, QUIBTPOBaHUE, SKCTPAarupOBaHUE, BCTPSIXUBAHUE,
NepeKpUCTAITU3ALMS

Metoauka (pa3mep 3arpy3ku 100 Mmmouib)

OdopynoBanne

MuxkposonHoBas cucreMa ETHOS 1600, crexmsiaaas TpyOka (40 cm, mumud 29), nByropias
kojOa Ha 100 My, mMarHuTHas Memanka, YOPEKTUBHBIA OXJIAUTETb, CTEKISHHBIN (DHIBTP
(mmameTp 6 cm), kosba byH3eHa, SKCHKaTOp

BemiecTrBa

Canuuunoas kuciota (1.1 157-159 °C) 13,8 r (100 mmouib)
Vkcycnbiit anruapun (t.xun. 138-140,5 °C) 12,8 r (11,9 mu, 125 mMmob)
Konu. cepnas kucnora (96%) 3 karm

I'mppoxcun Hatpus Sr

OTaHoJ AJIs NePEKpUCTAIIN3aLUN npumepHo 30 M

Bonusriit pactBop xnopuna xenesa (II1) (0,1 M)  HEeCKOIbKO MUJUTHIIUTPOB

Peaxknus

PeakumoHHbIi ipubOp BKIIIOYAeT ABYropiayro konly Ha 100 mil, OCHAIIEeHHYI0 MarHUTHOM
MEIIAJIKON, JAaTYMKOM TeMIepaTypbl M HWHTEHCUBHBIM oxjaxaeHueMm. Cmech 13,8 r (100
MMOJIb) CamuIMIOBOM KuciaoTel ¥ 12,8 T (11,9 mm, 125 MMonb) YKCYCHOTO aHTHIpHAA
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MOMENIAIOT B PEAKIMOHHYIO KOJIOY M 0OaBISIFOT TPH KAl KOHIEHTPHUPOBAHHOW CEPHOM
kucioTel. [Iprbop ycTaHaBIMBAIOT B MHUKPOBOJHOBYIO CHCTEMY C TIOMOUIBIO CTEKJISTHHOM
TpyOku (cM. pasnen «TexHHUecKHe yKa3zaHWs: CTaHIAPTHBIA NPHOOp ISl KHUILTYCHHUS C
00paTHBIM XOJOAMILHUKOM B MHUKPOBOJIHOBOW CHCTEME»). PeakIMoHHYI0 cMech HarpeBaroT
npu nepememnBanuu B TeueHue 90 cexynn npu 900 Bt u 140°C. Bo Bpemst mocieayromero
OXJIXKJICHUSI TPO3PAYHBIN JKEITOBATHI pPAaCTBOP 3aTBEPJACBACT B KOMIIAKTHYIO Oeiyio
KPHCTAJUINYECKYIO Maccy.

Broinenenue npoaykra

[Tocne oxnaxaeHus A0 KOMHATHOM TeMIEpaTypbl TBEPAOE BEIIECTBO U3MEIHYAIOT B KOJIOE U
nepememnBaroT B TeueHue 30 MuHyT ¢ 50 M BoABL. 3aTeM TBEPAOE BEILIECTBO OTCACBHIBAIOT
yepe3 CTeKIsHHBIM (uabTp. OcTaTok Ha (QUIBTPE NPOMBIBAIOT HA (UIBTPE TPUKIBI
nopuusmMu 1o 30 MI BOABI, TaK, YTO MPOMBIBHBIE BOJBI MPOXOIAT CKBO3b GUIBTp 0e3
BaKyyMa, U 3aTeM TIIATEIbHO OTCACHIBAIOT. PUIBTPAT YTUIU3UPYIOT.

HeounieHHplii mpoAyKT Ha (QUIBTPE aHAIM3HPYIOT Ha BO3MOXHOE COJICPIKaHHE
CAITUITMIIOBOM KUCIIOTHI (CM. pa3zien AHalu3), UCTOJb3ys pacTBop xsopuaa xkeinesa (I111). Ecnu
pe3yJbTaT TeCTa OTPHIATENILHBIA, MPOIYKT CyIIAT B JKCUKATOPE HAJ TPaHYJIUPOBAHHBIM
THJIPOKCUIOM HATPHS MTPHU MMOHWKCHHOM JIABJICHUH JI0 TTOCTOSIHHOM Macchl. Bo BpeMst ocyiku
TAKXKE yIaIsIeTCsl CBSI3aHHAS MTPOAYKTOM YKCYCHAsi KHCIIOTA.

Beixon: 16,0 1 (88,8 MMonb, 89%); T.ru1. 136 °C.

C uenpio nanbHEHIIEH OYUCTKH, €CTIU MPOAYKT BCE €IIE COACPKUT CAIULUIOBYIO KUCIOTY,
€ro MEePEKPHUCTAILTM30BBIBAIOT U3 CMECH AITAaHOJ-BOJA. J[Isi 3TOr0 HEOYMIICHHBIA MPOIYKT
PacTBOPSIOT IPU HArPEeBaHUU B MpUMEpHO 30 MJT 3TaHOJIa, 3aTEM 00ABJISIOT Yepe3 0OpaTHBII
XOJOMWIBHUK TIpuMepHO 60 M ropsueid BoAasl. CMeCh MEUVIEHHO OXJIAKIAIOT U KOJIOy
MOMENIAIOT Ha JICASHYIO OaHIO Ui 3aBEPIICHUS KpUCTAUTM3aluu. [IpoayKT OTCcachlBalOT M
cyliar.

Beixon: 14,6 T (81,0 mmoinb, 81%), T.m1. 136 °C.

KommenTapun

be3 mpubaBneHuss cepHON KUCIOTHI BBIXOJ] HEOUMIIEHHOTO MPOJYKTa COCTABIISET MPUMEPHO
83%, mpuueM OH Bce emie COACPKUT OoNbIIHe OOBEMBI CATUITMIOBOM KHCIOTHL. Ilocne
nepekpucTauin3auuu Borxo Huxe 70%.

Ecnu BRnakHBIN MPOIYKT MPEABAPUTEIHHO OCYIIUTH C IMOMOIILI0 (QUIBTPOBAIBHON Oymaru

IOJ1 BBITSDKKOM, JJIs1 9KCUKATOpa NOTPeOyeTCsl 3HAUMTEIbHO MEHBIIE OCYIIUTEIS.

Opranusanusi cOopa u BblIeJIECHUS 0TXO0/10B

YTuanizanust 0oTxo0B

OTxoxn Tun eMmkocTH 11 cOOpa 0TX0/10B
Bonanslit punsTpar CMmecu pacTBOpPUTENb-BOJIA, HE COJAEpIKaIIUe
rajJjioreHoB
Marounast KUJIKOCTh nocye | CMecu pacTBOPUTEIb-BOAA, HE COJIEpIKalue
MEePEKPUCTATIIN3AIUN rajoreHoB
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Bpemsi
[TpumepHo 1 vac, He BKITIOYAst KPUCTALTU3ALINIO

IlepepniB
Ilepen BblAEIEHUEM NPOTYKTa

CTeneHpb CJI0KHOCTH
Jlerkas

AHaJn3

3aBHCHMOCTBH TeMIIePATYPbI OT BpeMEHH NPH CTAAUSIX CHHTe3a B MUKPOBOJIHOBOI

CHUCTEME

CuHTe3 aleTHICATHINIOBOH KHCIOTHI
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Tect ¢ xmopugom xkenaesa (I11)

[IpumepHo 10 Mr BemiecTBa pacTBOPSIOT B IPUMEPHO 5 MII 3TaHOJIA U MPUOABIAIOT OT 1 10 2
kanens 0,1 M BomHoro pactBopa xmopuna xeneza (III). MurencuBHoe ¢uoneroBoe
OKpaIlIMBaHUE PAaCTBOPA YKAa3bIBAET HA PUCYTCTBUE CANUIMIOBON KHUCIOTHI.

I'azoBass xpomarorpadgusi He NOAXOOUT B KA4eCTBE METOJA aHaIM3a, IOCKOJIbKY
CaAJIMIIMIIOBAs KUCIIOTA, & TAKKE MPOLYKT JIeKapOOKCUIMPYIOTCA B KOJIOHKe i ['X.
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"H SIMP cnexrp npoxykra (300 MI'tr, CDCl5)
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8 (ppm) | MyabTUILIETHOCTH Yucao H | OrHecenne
8,12 dd 1 6-H 7 COOH
7,62 dt 1 4-H 1 0

9
7.36 dt 1 5-H 6 g \H{
7,15 dd 1 3-H 5 3 O
2,35 S 3 CH; 4
7,26 pPacTBOPHUTEID
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BC SIMP cnextp nmpoxykra (300 MI', CDCls)
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6 (ppm) OtHeceHue

170,06 C-7 7 C?OH
169,78 C-8 ] O\H/g
151,25 C-2 2 8
134,90 C-4 5 3 O
132,52 C-6 4

126,18 C-5

124,01 C-3

122,24 C-1

21,02 CH;
76,5-717,5 pacTBOpUTEIH
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UK cnextp npoaykra (KBr)

0,00 T T T T d
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(em™) OTtHecenune

3300 - 2500 O-H-cBs3p, kapOOHOBasE KUCIIOTA, HAJIOKCH
C-H-cBs13p

1760 C=0-cBs13b, CIIOXKHBII ADUP

1700 C=0-cBs3b, KapOOHOBAS KACIOTA

1600, 1575 C=C-cBs3b, apeH
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