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H aHTHaIUIepruueckKoro cpencrsa,. lens
MIOBhIIEHHE BHIXOJA UeJIeBOrc NPONYKTA.
IIlpoutecc BenyT peakiueilf TpeT—BVTHI-
beH3osla C AHTAPHBM AHTHIDHIOM B
pacTBopHTeJle, BHIODAHHOM H3 HHTpPOOeH=—
SONBHLIX H IajJONeHH3HUPOBAHHBIX YIJIEBO=

IOOPONOB, B NPHCYTCTBHH KaTajiM3aTopa
Opunena-Kpadrca, rtaxoro xax AlCl,,
npu 70-80°C. MHonyueHHoe CoenHHEHHE
06pabaTHRAOT XIODHPVIONIM areHTOM,
TAKHM XaK THOHHNXIOPHiI, B HUPHCYTCT~
BHH KATANHTHUYECKHX -KOJIMYeCTB miMe-—
THIdopMaMiia . [lonyueHERE XHOpaHTHo—
PHZ, KOHZEHCHPYWT ¢ 1, 1-gubensmr—1=—(mu-
HepHowiI—4) ~MeTaHOIOM B IPUCYTCTBHH
NHPHOMHA WIH TPUSTHIIaMKHa. (OBpaso-

- BaBmeecCs CoelHHeHHe BOCCTAHABRIMBAT
aSTOMOTHIDHIOM JUTHA mpu 0-5C B Ipo-
CTOM 3THNOBOM sdupe. Cifocob mosBoiIA—

‘eT IOBBICHTH BHIXOI lIeNIeBOro HPOLYKTAa
¢ 32 no 60%.

1
HaobpeTeHHe oTHOCHTCA K CHotoby

rionyuenus o —(napa-rper—6yTHIGSHWT) =

4= {oxcupube HIIME THIT) — | ~NTHITE PHAHNE Y-
TaHoma GhopMYJIB!

‘04 OH |
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HCHONb3yeMoI'o B KauyecTBe aHTHTHCTa—
MHHHOTO H aHTHa/UIePI'HiecKoro Cpejr—
CTBa. ’

llens m306peTeHHSA — NOBLHIEHHE BhH™
Xonma uelieBoro nponykTa 3a cueT IMpoT
BELeHHS peakuux rtper—6yrHnbeHsona

2
C AHTAPHBM AHTHOADHIIOM B pacTBOpHTEllE,
BHIOpAHHOM H3 HHTPOOGEH30JIbHEIX H Iano—
TeHHU3SHPOBAHHBX YIJIEBOMOPOAOB, B IIpH—
CYTCTBHH Karanusarapa Opupensa—KpadT~.
ca, rtaxoro xak AlCl, mpu 70-80°C
¢ mocjenywomed obpaCoTkoH MOIYUEHHO— .
ro CoeOHHeHHA XJIOPHDYWIHM areHToM,
TAKMM KakK.THOHHIXIIODHE B IPHCYTCT-
‘BHH KaTaJIHTHYECKHX KOJIHYeCTB gHMe-
TwidopMaMHpa, MOJNIYUEeHHLE! B DesSYIIb—
TaTe XJIOPAHIHADPHI KOHJIEHCHPYKT ¢
1, 1-muderiu~1= (nunepunmn—4) —-MeTaHO~
JIOM B TIPHUCYTCTBHM IHPHIHHA HIH TDH=
3THIaMHHA C IocHenyouM BOCCTaHOBIIE=
HHeM coenHHeHHA GODPMYJTH )
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npu 0-5°C asnoMOI'HIDPHAOM JIHTHS B : )

IPOCTOM 3THIOBOM 3dupe.,

Hpumep 1. A, 3~(4-rper-By-
THNGe H30MIL) IIPOITHOHOBAA KHCJIOTA

26,5 it Tper—-6yTinbensosa, 60 Mn
HUTpoGenHsoJia 1 50 1 nmopomkoo6pasHoOro
6esBopgHOTO TpexinopHCToro AJDOMMUHHST
sarpyxaor B xonSy (500 m1), cHabxen-
HYI0 MexXaHuueckoli Mewalixoi, obpaTHbmM
XONOMHALHHKOM, TEPMOMETPOM H Kanesb=
HOH BOPOHKOHM, IoMIe uer'c MeJteHHO
npHKanuBsaloT pactsop: 17 r© sHTapHoro
anruppuna B 40 Mn HuTpobeHsona. Ile~
peMemnBas Tak, yrolr TeMnepaTypa
CMECH HOONEPXHUBAJIACHL  OXOJIO 70-80°C
(o BosMOXHOCTH C HAP YKL :zommm
OXJIAKIeHHEM) o

llociie oOXJaXMEeHWA [0 KOMHATHOH Tem-
nepaTyps MepieHsHo pobamistor 75 M
BOIBl, a 3aTeM 25 Ml KOHUEHTDPHpPOBaH=-
HOIl COJIAHOI KHCIIOTH, IPOJOILKAS OX—
naxjares Ha nenAHoi Gane,

3areM HUTpobeH30J1 yIIaIfAKNT IlIepe—
TOHKO¥ C mmapoM, PeakHOHHYI0 CMECh,
TIOKa OHAa elle ropsya, BHIUBAWT B
500 Mnm xuMiueckiii cTakad M oXJaxna-
10T . Brimenupmific s KOpHHHéBHﬁ IIPOJYKT
oTOMIALTPOBHBANLT H ABAXOH TTpOMLIBANT
npyMa nopuusme popgs o 10w,

3areM TBepHyI0 HaCTh PACTBOPSNT
B pacrTrRope: 26 r xapBouaTa KaiHsa
B 125 Mt Bompl M KHIATAT B TeueHHe
10 Mun, [onydyeHnyio cMeCh QHILTPYIOT,”
1 HollyueHHsH GmiIpTpar obpabarTnBaloT .
2 v oBecusevyuBalWero yrjsg, IepeMemH-
pawT B TeueHHe 5 MHMH H cHOBA (GHIBT-
pyioT. '

3aTeMm nonyuenuym KUAKOCTH HOIKUC™
JISTIOT TIPH OCTOPOXHOM IepeMelBaHHH
30=35 Mm KOHUEHTPHUPOBAHHOH COJSHON
"KHCIIOTH, IlOIIYUEHHYI CMech OXIIaKAanT
Ha neasiHoil 6ane, llonTyueHHBE TBeDPbEL
NPOAYKT OTOHHIILTPOBHBAIT W IIPOMBIBAIOT
HEeCKOJNILXO pia3 HeOGoNbMHMI ITOPUHAMH
BOHB [JIs1 Y/IAJIeHHsT COJISIHOH - KHCJIOThI,

KopuuHenaToii TBepmplii NPONYKT pacT—
BOPSIOT B METAHOJIE, cHoBa ofpabartnBa—
0T ofeciiBeyHs a0y YIIIeM, GUWIBTPYIOT
cymar Hap GesBopHeM cyibdaToM HATPHA,
a saTeM BomapmsanT pgocyxa, llosyueH—
HLI TIPONYKT KPHCTAIUIA3YIT H3 CMeCH
stTwianerar/rexcaH no noilyuenma 28 r
fesloro TBepUOro NPOAyKTa, KOTOPHIT
COCTOUT H3 HPaKTquCKH QHCTOﬁ 3—(4W
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TpeT—GyTnnﬁensoHn)nponHoHosou KHCJI0~
T ¢ T.ma. 120-122°C, YacTe ee, me-
perHCTaﬂnHSOBaHHaH H3 6ensona, HMe—‘

er T.mui. 122-125°C,

UK-crniexTp B Hyitoste: 17053 1670;
1600 cM™' .

sIMP-cniekTp B CDCI, (8): 1,33
(e, 9W); 2,8 (r, 2H) 3,2 (v, 2H);

7,46 (m, 2H), 6,93 (n, 2H), t1, 7
(1c, 1H, obMeH c D,0).

PaccuuraHo, - 4% C 71,77; H 7,74,

Hatineno, 7%: C 72,30, H 7,68,

B. 3=(4=Tper~ByrmnbeH30HUN) IPOITHO~
HUJIIXIIODHI .

5 r 3-(TpeT-6yTin6eH30MWI) IPONHOHO~
BOI KHCJloTH, 6 M1 BessopHoro GeHsona
¥ 3 MII THOHHNXIJIOpHMIA, IIPENBAPHTElL-
HO NMeperHaHHor'o € XWHOJIHHOM, 3arpy-
xaor B xonby, (500 mn), cHabxeHHYO
JoBYHKoH ¢ GespBomHbM XITOPHCTHM KaJlb™
MeM ¥ MATHHTHOH Memankoi. JIg HHM-
LHHPOBAHUA peakuuH [o6aBiswnT onHY
xario N,N-puMerindopMaMuna. lonyuen—
HY®0 CMechb MNepeMelHBalT YPH KOMHATHOMN
TeMIepaType, TNpUUEM BHIOHO, Xax Bhge-
JIATCS IIY3BIPhKH,

JlepeMenMBaHue IIPU KOMHATHON TeMm—
mepaType NpomoILKANT KO TEX Nop, HOKa
He IMPeKpaTUTCH BBJIENIeHHEe COJIAHOH
KHCIIOTHl, IOCJIe 4Yelo TMOJIYYEeHHYo CMech
HarpesawT B Teuelne eme 10 MMH Ha
BOOAHOH 6aHe C TeMuneparypoHd OKOIIo
40-~50°C mns saBepumeHHs peaxiHH,

BeH30J1 BLIIAPHBAWT IIPH MOHIKEHHOM
nasnennu, eme 10 My 6enzona pobamiis-—
0T K OCTATKY U CHOBA BHINAPHBAWT. 3TV
OollepauMis ITOBTOPAKNT EUe TPH pasa no
MOJIHOT'O YOAJIeHHA THOHUIXIIOPDHAAZ, KO~
TOpPBE! BHauane nofasiswT B HU3OHITKE,

HeounmeHHbE TPOOYKT B BHlEe 3ejie-
HOBATOI'0 PE3HHOOODPA3HOrO Macia HC-
TONIB3YIT KaK OH ecTh 6es  JOoNOoJHHTellh=
HOI OUMCTKM B INoclenviomel peaxliHH,.

Ilo paHHBM TOHKOCJIOHHOH XpoMaTo—
rpabun Ha cumukarene (np® 3smoMpoBa~
HHH METHIIEHXIODPHOM) NIPOXNYKT HpPaKkTH~
YECKH HEe COHepxuTr IpuMeceii, '

B HK-crnexTpe HEOUHMMEHHOTO NIPOIOYK~
ra nHabsmopaeTcs XapaKTepHeTHYecKas
noJIoCa ‘MOINIOmeHUA auunxnopnna npu
1755 em™ ,

C. 1-[3~ (4—TpeT-ByTnn~(6eﬂsoun-
npOHHHaMHHoX]—4—(nn®eHHnoxcnmeTHn)-
TIHIIE PHOKH ,

6 r 1,1-nubeHun~1- (nnnepnnnn—4—)—
MeTaHosa pactBopswT B 50 M nHpHoH-
Ha B konbe (500 mm), KomnBy oxmaxpa~
WT B JensiHoi 6aHe H [oGaBlsioT Heouu-

4 -
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MEeHHbI XJIOPHZ, IONYUeHHwEt M3 5 r
(TpeT~6yTHUN6eH30MN) IPOTIHOHOBOH KHUCIO—
Thl, TOJIYYEHHOW B Npejpbriviied peaxiuH,
pactBopuB ero B 30 MJI nHpHIHMHA.

Nony4yeHHuVI0 cMecCh cCllerka KopHuHeBa-
(roro mpera mepeMemHBanT NpH KOMHATHOH
TeMIepaType B TeueHHe HouH, a 3aTeM
oXJIaxnawT Ha Jiesianol Baue. JloBaBiia-
tor 100 r usmensueHworo spma, a sareM
COJIAHYI0 KHMCIIOTY, pasbapileHHyw B Co—
oTHomeHuH 1:3 po Tex nop, INoKa peaxk-
IIHOHHAA .CMEeCh He CTAaHOBHTCHA oueBHIa™
HO KHCJIOTHOH, NpHYeM 2TY CMecCh noj—
OepKUBAT OXIaxHOeHHoH 3a CuUeT [ajlb=
Helmero pobaBrleHus nbaa. Begensiercs
KOPHYHEBBRI! TBepIbH NPONYKT, ero OT—
GHIIbTPOBLIBAIOT H INDOMBIBAKNT BOIOH HO
HelflTpanusaiuu,

Teepnyw uvacTs pacTsopsanT B 100 M
MeTaHaqila, obpabartwBawr 5 r obecuse=—
. UMBAWMero yrius, CyuiaT Hajy 6esBomHbM
cynabdaroM HaTPHs, a 3daTeM MeTAaHONI

BemapuBawT. Ocrarox (8,3 r) xpucram~

_JIM3YI0T ¥3 JHUI'pOHHA,
TonyueHHbrt 6 et TBepnmn NPONYKT
miaBuTesg npu 125- 127°cC.
HK-cmrexTp B nyione:
16403 1615 cm™'.
SIMP~cnexTp B MCO: 1,32 (c, 9H),
1,45 (M, 3H); 2,68 (um, 6H), 3,25
(M, 2H); 7,4 (M, 12H); 7,95 (;m, 2H).
PaccanaHo, Z: C 79, 47 H 7,713
N 2,89,
Hanneﬂo, Z: C 78,98; H 7,95;
N 2,43,

1690' 16503

D. ol ~napa-Byrun—menmwi~4-(oxcumu—
denumMe THIT) ~ 1-anepHnHH6yTaHon (re~
pe@enannﬂ)

Cycrmensmo B Zi AlH, B 200 mut Ges~
BOHOPO 3THAOBOr'o 2bdHpa moMenawT B
xonby, CHabGxeHHYIO Memanxo#, obpar-
HbPM XOJIOOHIBHHKOM H TPYOKo# miA mno-—
Oavyy asora, H3 XOTOpoH NpeBapHTeIb-
HO ypajieHn paxe clexsl BJjaru, Konaby
OXJIaX[alnT IpAOM H II0 HacCTsIM 3arpyxa—
wr 20 r amuna,

HonmyueHHyYI0 CMech NIepeMemuBalwT B
TeueHwe 5 vy, nonnepxnaax TeMinepaTy=
py Mexny O u 5° C, mnocne qero TeMIe=
paType npawT HOBHCHTLCH o 20°C u mno-
JIyYeHHYK CMech mepeMeuwMBanT eme 2 1y,

HcuesHoBeHHe HCXOOHOIO aMHa H Io=~
SIBJIEHHE HOBOH OKPACKH IPH Bojiee HHZ~
koM Rf nopTBepxeHo 10 TaHHBM TOHKO=
CJIOiHOM XpoMaTorpabtud, PeaXnuoHHYO
cMecCh 06pabaThiBAlT H3BECTHBIM CIIOCO=
6oMm o monyuenus HEOUHIIEHHOI'O NPONIYK=

1486058

6
Ta BecoM 9,5 r, nociie Cynkit npH Io-
HIKEHHOM HOaBJleHHH.

[locrne xpucTaJUIH3aAUHM H3 alueToHAa
HEOYHINEeHHOr'0 TNPOoAVKTa ronvyawT /7,2 r

5 Gesloro TBEPOOro NPOIYKTa, KOTOpPbIi
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O IDaHHKM TOHKOCHIOHHOH XpoMaTorpadHuu

ABIISETCH YHCTHM H IlaBHTCA npH 146—

148°C. -

UK-criexTp B Hyione: 34703 3370 cm .,
fMP-crexrp B CDCl, (&): 1,25

(c, 9H); 1,7 (M, 9H); 2,33 (m, 4H);

3,15 (M, 1H)5 7-7,8 (M, 141),

Paccuurano, %: C 81,483 H 8,65;
N 2,84,

Hamigeno, #Z: C 81,483
N 2,97. :

Ipumerp 2., 1-[3-(4~rper-By-
THHGeHBOHHHHpOHHOHaMHnOlJ*4 {mudbe T~
OKCHMe THIT) ITHIIE PHIHH .

13,1 mMn rpubenmwtdbocduHa HOBABIALT
kK cMecH 50 M 4YeTLIPEXXNOPHCTOTO yI'—
nepopga #H 150 M GessojHoro Terparumg—
podypana, llonyueHHYI® cMech Harpesa-—
OT YMPH KHIOAYEHHH C o6paTHLM XOIOMHIb—
HHKOM B TeyeHue 30 muH, [e oxmnaxmnaoT

no +5°C u noGammsor 11,7 r 3=(4-rper—
5YTHH6eH30HH)HpOHHOHOBOh KHCJIOTH,

HonyuyeHHYI0 cMech OCTaBJISIOT Bbi~
crauBaThCs B TeuveHue 10 MuMH npu SOC
nocje uvero-pmobasaswr 26 r 1, 1~nn®e—'
- = (numne puppa— 4)meTanona, moNTy=
YEeHHY0 CMECh HATPEBAaoT € OOpATHBM
XOJOBUIIBHHKOM B TeueHHe 2 Y H pacTt—
BOPHTEJIL BblTapHpawT, QCTAaTOK NoMema-—
0T B 3THIOBHH 3¢HP, a HEPACTBODHBIIY~
H0CA TBEPAYW YACTh BHOEIAWT GHILTPO—
BaxHuemMm,

llpospaunbit pacTBOP BHIIADPHBAWT,

a TOJIYUYeHHbE! oCTaTokK obpabaTeiBanwTt
XpoMaTorpadpuyecky Ha . CHIMKarene, o6~
‘pabateiBast cmecho: 100:3-
XITOPH[: ALI€TOH,

Honyyawr 12 r npoaykra, KOTODHIL
HAEeHTHUEeH nponyKTy, NOJIYUEHHOMY II0
npuMepy 1 C,

Ipumep 3, 3-(4-—rper~ByTin—
6eH30) —NIPONHOHOBAA KHCJIOTA . v

25 Mr rtper-6yrunbensona, 100 ma
MeTHJIeHxJIopuxa M 18 r sHTapHOrO
AHTHOPHAA NOMeuawT B KoOJI6Y eMKOCTHI
500 M, oBopymoBaHHYI0 MeXaHHYECKOH
Memankoii ¥ medviermMaTopoM. CMech OX=—
JIAXOanT npH Temureparype ot O o SQC,
a saTeM pobasisoT uactamu 50 r AlCL,,
MOOREPKUBAA MOCTOSHHYIO TEMIEpPATYDPY.

Hlocne Toro, xax Gru1 foBamilen
Becb AlCl,, cMechr narpemawpT B Teue—
HHe 2 Y p{o TeMrIepartyph XKHIIeHus, a

H 8,763

.
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_3aTeM 3aluBalpT B CMech, COIEpXamywo bopMmMyna naobperTeHHHA
200 M H,0, 200 r npma u 30 M xOH- .
HEeHTPHPOBAHHOH CONAHOM XHCIOTH, . Crniocob nonyuenus o& —(mapa~rper—

OpraHuyeckywo $asy oTHeNAnT, Npo- 5 6yTndeHwt) —-4= (oxcHaHbe HIIME THIT) = 1=
MBIBAKT BOMOH H YHansoT PAaCTBOPHTENb nmeprmmﬁymﬂona dbopmysTs!
B BakyyMme, TBepnasii oCajoK KPHCTaJLTH— ' '
3YWT WS lapa-rexcaHa,

Bexon cocraBnseTr 25 r, T.IUL, '
122-123C. ’ R Ph\q C‘OT\‘(CHQB CH"@'C(CH:Q3
HudpaxpacHsli, CeKTp He OT/IHYaeT= : (1)
CA OT MNOJIVUEHHOI'O IJIf NPOnYyKTa Io na ocHoBe TpeT—6yTwiGeraona u mube-
‘npuMepy 1A, umn (nune puaun-4) -MeTaHOIA C HCHOJIB~
‘ Mpuwmep 4, 1= [3 (4=TpeT-By- 30BaHHeM pPeaKUHWH BOCCTAHOBJIEHHA,
THNG eH3OIPONHOHaMHYIO) | ~ ~4=(mudeHMn—- {5 oT N H U awmuUBCA TEM, UTO,
'runpoxcnmewnn)nunepnnnn. - C Uelpi NOBHUIEHHA BHXOOA IEJIeBOTo
- 5 r 1,1-pudeHmn-1- (nunepHnHH‘4)- " npoayxTra, TpeT—6yTuibeH3os nonBep—
MeTaHona M 5 r xmopuaa HeoGpaboraH— TANT B3aUMONEHCTBHI C MHTADHBIM AH-
" HOM 3-(4—TpeT-6yTHn6eHson)nponHoHo— PHUIDHMOOM B pacTBOpHTENE, BHIGpaHHOM
BOM KHCIOTH PaCTBOPANT B METHIH300Y—~ 20 ' US HHTPOGEH3ONbHHX M IalOTeHHSKHPO=
?HHKETOHE. BaHHBX YIVIEBOOODOJOB, B INPHCYTCTBHH
Ilpu KoMHaTHOH TeMmepaType nobas— KaTamusaTopa. ¢punenﬁ_xpa¢Tca, TaKo—

hnmw 2 r TpusTWIAMHHA H BbIEPXHBAIT
éMech NpH KOMHATHOIN TeMIepaType B
TeueEne | u, INocyie yero B TEUEHHE .95
2 u HarpeBawT ¢ o6paTHPM XOIONHILHH~
KoM, 3aTeM B cMech noBaBisfioT BOXY
M OXJIaXMAT B TeuyeHMe 3 u TMpH TeMmme—
parype or 0 mo 5°¢C,

IonyueHHsli TBepApli 0CanoK OTHHIBT— 30
POBLHBANT, BHICYNHBAKWT W KPHCTAJLIH3y=
0T H3 JMIPOMHA, '

Beon cocraenser 5 r, T.mi, 125-

126°C,

ro xax AlCl,, npu 70-80°C c mocne~
Oviomei oB8paBoTKoi IHoayueHHOro coenu-
HEeHUS XJIODHPVHIlHMM areHToM, TakKHM -
KAK THOHWIXIIODHA, B NDHCYTCTBHK Ka—
TAMUTHUECKHX KONHUYECTB IuMeTHIhop~-
MaMHpga, HMOJYUEeHHb XIIOpPaHIHAPHE KOH~
nencupyor ¢ 1, 1-muberun—1~(immepmn=
.nun—4)—MeTanonou B NPHUCYTCTBHH M-
PMOMHA MIH TPUITWIAMHHA C Iocienywo-
muM BOCCTaHoBIeHHWeM ofpasoBaBmerocs
[IpH 3TOM CoefHteHHa hoPMYITsl '

HudpvaxpacHell CHeXTpP MNONIYHeHHOI'o 35 OH B
NpORYKTa He oTanMvaeTcs or HK-cnexr- L CO~<:>~C«11\ '
' pa npopykra no mpuvepy 1 C. - (Ph\z‘C-O}\*COCHZCHq 3
TaxuM o6pasoM, npeqnaraemit cro~ : (II)
c06 MOSBOMAET MOBHICHTHL BHIXOJ IlielleBO= AMOMOTHAPHEOM JIMTHA TIDH 0—5 °c B npo=
ro nponykra ¢ 32 no 60%Z. CTOM 3THIOBOM 3dHpe.,

.. L Cocrautenns H. Bouapoma .
Pepaxrop A. Kosopus Texpentl, Cepmokona . - . KoppexTtop 0, Kpasiosa

3axas 3054/58 Tupax 351 . Monnucroe
~ BHMMIIH FocyoapcTBEHHOT'O KOMHTETAa 1o H300peTeHHAM H OTKDBLITHAM IpH FKHT cccp
113035, Mocksa, M- -35, Paywckas uab., a. 4/5
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