3. YBeauueHHe CTPYKTYPHO-IYBCTRETEJBHOrO K03pQHUIIMEHTa V IPH Tiepe-
X0Jie OT PacecaavBaHHA CBAPHHX COeIHHEHHMH K HX KOTe3HOHHOMY PaspylleHRIO
06ycioBIeH0 MOHMKeHHEM CTeleHH KPUCTAIIMIHOCTH M OPHeHTADUH MOJH-
Mepa B Iporecce CBapKH, 9T0 IOATBepKAaeTcs TAHHBIMU PEHTIeHOCTPYKTYD-
HOr0 aHAaJNH3a.

2-ii MOCKOBCKHA MeIHIMHCKHA WHCTHTYT IMocrynuiaa B PpefaKiHiio
mM. H. 1. Tluporosa 27 11970
MoOCKROBCKMIT HHCTHTYT

TOHKOM XHMHAYECKOH TeXHOJIOTUH
uMm. M. B. JlomoroCOBA
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B3AUMOJENCTBHE HOJINMETHJIEH®EPPONEHNIEHA
C AHPHIPHIAMUI KUCJIOT

E. A. Kaaennuros, T. II. Buwmnarosa

XuamudecKas MOSHQHUKAIUA BEICOKOMOJeKYIAPHEX COeJUHEHHI, M03BOJIA-
0Masa H3MeBATh UX (QU3HKO-XHMHUECKUE CBOWCTBA, MPENCTARIAET KaK Teope-
THYEeCKHA, TaK M NDAKTUYECKHWi NHTepec.

JlaBHEe 0 B3aMMOgefiCTBUE mOJIUMePOB depponeHa ¢ aHTHAPHUAAMEA KUCIOT
OTCYTCTBYIOT B JIUTepaType.

Hacroamasa pabora mocealjeHa H3yYeHMIO DPeakmuM IoJuMeTuiaendeppo-
nenuaesa [1]1 (M, ~ 5000, r. na. 143—148°) ¢ anrmppumaMm KUCIOT.

Baaumopeiicteue nonumeruneHpepponenuiena (1) ¢ amrmapugamm ykeyc-
HOM, DpONUHOBOM u GeH30WHOH KHMCIOT COIPOROMKAAIOCH oOpaszoBaHHeM
pacrsopumux kapbomumicogepxamux moaumepos (II), mporekalomuM mo

cxeMme
o5 T
(R—(.IZ#IO ¥
e

Fe

© =

C=0
R

(rme R = CH,, C,Hg u CH,). Hapagy ¢ pacteopuMeiMu HaGI0an0ch 06pa-
30BaHWe M HepacTBopumslx mpoayktoe (III).
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Ta6auma l

Bananne ycnoBHil peakmnd Ha BLXO[ NPOJYKTOB aleTHAHPOBAIIHA IIOMHMETRIICH-

depponennaena
(KHommuecrso 1 — 0,015, pactBopurens — 7,3 z-moa4a)
VCIOBMSA OTIBITOB Brixop monIuMepos, %
HCXOJHBIe KOMIIOHEHTHI *,
OnbiT, M Fmonn Mpogomxu- |Temmepatypa, 11 11
TE€JIbHOCTE, °oQ pacTBopuMbiti | HEPACTBODH-
qacsl MBI
(CH;3C0),0  |raTaamsarTop ‘

1 0,21 0,0124 0,2 100 5,G 8,35
2 0,21 0,0124 0,3 100 3,3 10,0
3 0,21 0,0124, 1,0 100 1,6 20,0
4 0,21 0,0124 2,0 100 — 31,7

5 0,015 0,9124 3,0 40 - —

6 0,03 0,9124 3,0 40 -— —

7 0,06 0,0124 3,0 40 -— —
8 4,015 0,015 9,5 25 8,5 83,4
9 0,015 0,043 0,5 25 40,0 50,0
10 . 0,015 0,045 1,5 25 3i,0 59,0
11 3,015 0,045 5,0 25 14,0 80,0
12 0,015 0,045 0,5 40 29,5 60,0

* OmhHITH 1—4 NIpOBOAMIM 6¢3 PACTBODMTENA B MPUCY rCTBAM KatanmsaTopa H;PO,; oneitet 5—7
npoBogunu B pactBope B CH,Cl: B MPMCYTCTBUM KarTajmsatopa  H.;PO,; ONbITH §—12 NPOBORMIM B
pacTBope B GeH30Jie B NPUCYTCTBUH 0e3BORHOrO AlCls. ’

IKCcIepUMeHTANbHEE JaHHble aleTHIMPOBaHHA moiuMepa 1 B cpefe ykcyc-
HOro anruapuja [2], npeagcrapiaennsie B Ta6a. 1, mokasaliu, 9T0 MAKCHMAJIbHBI
BHXO0J pacTBopuMoro Doaumepa 11 cocrasun 5% . B atux e ycI0BHEAX BHXOR
HepacteopuMmoro moiuMmepa L1I 6 pasen 8,35 % . ¥YBeaudeHne IPOAOIKETEN b=
Hoctd peakunuu or 0,2 mo 2 wac. mpuBogWaIO K ymeHbmeHuio Bhxopa II ot 5,0
#o 0,05% u yBenudenuwo Bhixoga Hepactsopumoro moammepa IIT or 8,4 mo
31,7%. B cnywae mcnoiib3oBaHUA B KadeCTBe PACTBOPUTENS XJIOPHCTOTO Me-
TmieHa o6pasoBaHMA NPOAYKTOB ANETHIMpPOBAaHMA He HAOMIOFANIOCH.

HNssectHo [3], 910 apomaTuYeckne coefMHEHHA B IPHCYTCTBHH Ge3BOJHOTO
AlICl; Moryr amerMiMpOBATbCA YKCYCHBIM aHTHAPHAOM (MOJIBHOE OTHONIGHHE
agruapun: AlCl; = 1 : 3). B anasmormassix yciosuax GbIa mpoBefeHa Ppeak-
nua monuMepa I ¢ yKCyCHEIM aHrmApHIOM.

IIpr ontumansHBX ycnosuax moiaydenusa II (25°, mpomomEHTeNBHOCTH
0,5 gaca) Brixon ero cocrasua 40,0% (taGn. 1). VBeauuenue TPOXOKUTENb-
HoctH peakuuu oT 0,5 o 5,0 gac. ¥ mOBHIIeHMe TeMIEPATYPH PeAKIHMA OT 25
Ro 40° npuBoomMIO0 K yMeHBIIeHHIO BEIXOfa pacteopumoro moimmepa I m k
nopeinernio Beixona 111, C ymennluenneM MOJBHOrO COOTHOIIEHHA aHTMADPHA!
AlClyor1 : 3 mo 1 :1 Bexon Il yMenpmaiics, a BHX0R HEPACTBOPHMOr0 MOJIH-
mepa IIl yBeamumpancsa. »

Bsaumogeiicteuem | ¢ mponmoHoBhiM ¥ GeH30UHHM aHTHAPAKAME GHIE [O-
nydenn KapGoHmIcomep:kamue mpom3BogHEe — pacrBopmmbie (IV, VI) =
sepactBopuMsie (V, VII) B oprannyeckux pactsoputensax (ycloOBHA Te 3Ke, ITO.
U ONTHEMaJbHbE OPH aleTHIUPoBaHUM | YKCYCHBIM aHTHAPUAOM B IPUCYTCTBHR

Gessopmoro AICI;).
' ITpu BsaumopeiicTenu I u praneroro anruapuaa B IPACYTCTBUM GE3BOXHOTO.
AlCl; (25°, npogomsutensrocts 0,5 gaca) 6B Hony9eH HePACTBOPUMEIR Kap-
Gonuncopepsamuit momumep 1X. Bo m3bexanme obpasoBanms ¢ramugor [4}
Pearnuio TpPOoBOMMAM TPH MOJBLHOM COOTHOLIGHHM aHTCUgpufi u GesBoxHbIi
AlCI, = 1:2,3. _ '

Jnsa ycTaHOBIeHHA CTPYKTYPH IPOAYKTOB pPearuuu GBI OmpefielleH HX
3JleMeHTapHH cocTaB, cHATH M HK-cmekTpsl M AJaa pacTBOPMMBIX HOJNHAMEpOB
II, V u VI npoBefienn peakmui ¢ COTAHOKHCABIM THAPOKCHIaMHHOM [5).
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B MHK-cmexkTpax Kak pacTBOPHMHX TaK ¥ HePACTBOPHMEIX B OPraHHAYECKHX
PAcTBOPHTENAX MONUMEPOB IPHCYTCTBOBANH IOJNOCH moriaomenms 820,
1410 cx~!, xapakTepHble IJiA (eppoLeHOBHX cTPYKTYyp, u 1600—1680 ca?,
XapaKTepHEe JAJA KapOOHMIHHEX rpPyI.

Ias pacrsopumoro VI m mepacrsopmmoro VII GemsomnmpoBaHHOr0 moiu-
mepa B IK-cmekTpax mpucyTcTBOBaXH Hoa0CH normomernms 700—720 u 1500—
1600 ca2. '

B UK-cnekTpe mepactsopmMoro noxumepa VIII, mas xoroporo xapaxrep-
HO yBeJmueHHe o6mero ¢oHa MOTIOMEHHs U OTCYTCTRHe WeTKUX o6macreit mo-
riomenua GeH30IBHOIO KONBIA, NMPHCYTCTBOBAJH MoJOCH moryomeHus 820,
1410 cx~! (peppomenossie crpyKTyphr), 1600—1680 ca~! (kapGonmnnasie rpymI-
nu) m 1000, 1100 cx~!; mocnesHMe yKasHBAOT HA HAJTHIHe B IOJEMePe Hesa-
MelleHHHX OHKJIONeHTAJWCHHIBHHX KoJel.

Ta6aunma 2

XapaxrepucTHEa HPOAYKTOB B3amMopeiicTBusA moimmeraieRepponmenniena ¢
AHTHAPAJAMA KHCIOT

R=©CH2—
Fe

& Mon. Bec Copepxannme **, %
E HpepooiaraeMan CTPYKTYpa T. pas- (a6ynamoc-
g 3BeHa MNOJHMEpa MArd*, °G | KOmAYeCKH B
= } ) GeHaone) G H Fe
- —R— 65,75 | 5,37 | 23,55
oct_cn, 118126 | 50006000 | =1~ | 50~ | 3.5
—R— —R—
| ot o] | 67,93 | 515 | 21,3
0=C—CH, !, E-cn,— H. IIL L 66,97 5,07 23,56
ST
_R_
v 108113 | 5000— 67,0 | 60 1 22,%
O=é—CaHﬁ 6000 56,2 5,59 21,95
— —R— —R—
v [o—<‘: ] i i . 674 | 5,62 | 22,23
=G—CiHul\—C—C.H, - T ‘ 68,3 560 | 23,7
—R— .
VI | 120—1301 2700—3 0,9 49 | 19,0
0=C—CsHs o 500 71,6 4,64 18,45
[ T ]—ﬁi— 71,5 5,1 18,0
VIl - . I 1,9 SILE 1.0
0=C—CHoln—C—CoHy | - T g P 2.3 168 | 18,67
_ ~R—r  —R-
[| e =O] H. o B P 68,7 1,21 9,56
\V4 |2 2

.: H. IJX — He MJaBATCA; H. P — HEPACTBOPUM.
N B uncimrene — HaiiieHO; B 3HaMeHaTelle, — BBIYMCIEHO A MPEANOIAraeMOl CTPYKTYDH.

grh OKCHMAX, NOJYYeHHHIX B3aMMOJefiCTBHEM pPACTBOPHMEIX KapBOHMICO-
Repsxamux nomumepos II, IV u VI ¢ conamoxmensM ragporcnaaMaaom, Haii-
ReHHOE cofepskanme a30Ta (5,4; 4,9 u 4,0% cooTBeTCTBeHHO) 6/IM3KO K BEHIUHC-
aerHOMY (95,82; 5,21 m 4,42% cooTBeTcTBeHHO), DTO MaeT OCHOBAHME CUHTATH,
4ro B mpepmonaraeMsix crpykrypax 1I, IV m VI ma ogmo smemenrapHoe 3BeHO
OPHXOAHUTCA B CPefHEeM HO OFHOU KapGommanHoi rpymme — COR'. ‘
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Ws pamEeix Taba. 2, BAAHO, 9TO AJNA HEPACTBOPUMEX NPOXYKTOB B3aHMO-.
meifcTBus monmmepa 1 ¢ aETEAPUAAME KHCIOT HAlileHHH 3JeMEeATApPHHIA cO-
CTaB He BIIOJHEe YAOBICTBOPUTEILHO COBIANAN ¢ BHYHCICHHHM, 970, BEPOATHO,
00yCcI0BIeHO BO3MOKHOCTHIO HEJ0T0 Psika NPeBpaenuit jeppONeHOBHX CTPYK-
Typ B mpucyrctBud AlCl; (oTmenieHme 0T HEX NUKIOHEHTATHEHOBHX KoJell,
ANKMIHPOBaHMe HX LHK/JIONEHTAJMeHOBRIMM KoJXbmamu u Ap.) [6, 7]

Ha ocHoRaHUM maHHEIX 3MeMeHTapHOro anaamsa u UK-coekTpoB Hepactso-
PEMHX KapOOHHICOAEP:RAIINX MONHMEPOB MOKHO HPefI0JOKHTh, UTO IPO-
ayrrer 111, V, VII o6Gpasyporca us pactsopumsix moaumepos III, IV, VI
3a cYeT KOHJeHCAmuHM KapGOHHIBHEIX TPYOO ¢ YACTHIHHEIM COXPAHOHMEeM MX
B HepPacTBODHMEIX CTPYKTypax.

Hepacteopmmsii mpogykr V111, BepostHO, o6pasyerca 3a cueT KOHJeH-
canuu (raneBoro aHFHAPHAA M modEMepa | ¢ gacTHYHEIM coxXpaHeHHeM He3a-
MeIIeHHHX MUKJIQNEHTAUeENIBHEX KoJerl.

IJKCHepUMEATAILHAR JACTH

BzaumMopgeiicTRue DNonuMeTnaAeHffeppomeEHIeHA ¢ aH-
TEAPHAOM YKCYCHOR KHCJIOTBH. Peakuuo HpOBOEHIE B TPeXTOPHOH KoM~
6o, CHAGKCHEHOH MeMAaAKRoM M OGPATHHM XOIOAUIBHHKOM. -

' K102 Im 5,1 ¢ yrecycHOrO aBrHApHAA, PacTBOPeHHHX B 50 M. GeH30ia mpH 25° H 2HEp-
rU9HOM epeMeIinBanuy, KoGaBaann B Tezenue 2 MaH. 20 2 Geasommoro AlCl,.

Tloc/te mepeMeHIABAHNA pPeaKOUORHON MaccH B TedeHMe 30 MmH. npm 25°, pacreop GeH-~
30Jia HeKAHTHPOBAJH, a ocaffok obpadarsBamn 109 -Hoit HCl, meperocnanm Ha ¢uasrp Mlox-
T4, Ifle MociefoBaTeabHo mpomuipanm 10%-gaM NH,OH, Boaod n nocje IpefBapHTENEHOIO
BHCYMIMBAHHA OGeH30i0M. V3 coelMHEHHHX BMeCTe PACTBOPOB B (eH30ie TIMATENIHHO IPO-
MHTHX 5%-H5M pactBopoM NaHCO3 m qucTannamposannoil Bojiod fo pH=7 u BrHCyDIeEHNX
Hafl GesomaEIM Na,S0,, ocaxpaann rekcanoM (1 : 5) pacTBOPHUMEIA aeTUNAPOBARRHIE NOJE-
Mep II. Hoxumep OHI OYMIIEH OGHIYHEIM METOJIOM K BHICYHICH B BaKyyMe JI0 IOCTOAHHOIO
peca (ocTaTounoe mapnerme 60 xx, 50°, Brxon 40,09%). Ocafok, TmaTeIbHO M3MeIbIeHHEIE,
oTMHTHIL oT BmoroB Fe®*, Al3t, Cl™m pacTBOpPHUMEIX HPOXYKTOB, BHCYIIEHHEI B BaKyyMe [0
MOCTOAHEOrO Beca, OpeficTaBiAR co6oit HepacTBopumuil moaaMep I1I Buxom 509.

BzammMofgeiAcTBHe NOoAUMeTHAeHPeppPOmMeHHAeHA C aH-
FEAPHAULOM NPOUHUOHOBOE KHCJIOTEH., YCIOBHA NPOBEfleBHA IKCITePHMEHATA
¥ BHJieJieHAsI APOAYKTOB PeaKnid AaHAJIOTHYHE ONTHMAJNLHNM YCIOBAAM AHETHIMPORAHAA I
YRCYCHBIM aHTMApPHAOM B mpHcyTcTBEE Oezsoguoro AlCl;. BrXop pacTBopEMOro mojmMepa
IV u mepacrBopuMoro mpopyxra V cocrasmia 38 m 399 COOTBETCTBERHO.

BzaumMogeiicTBHe monuoMeTunileapepponNeHnIeHEa ¢ aH-
rEAPpHEAOM OGeH30MHON KHECIOTH. YCIOBEHA HPOBeJEHMs DKCIEDPHMEHTA M
BHIeIeHAA OPOAYKTOR PeaKUHA aHAJOTHIHH ONTEMAJBHHIM YCIOBHAM ANeTHIHpoBaHHA [
YKCYCHEIM AHTHAPHAOM B HmpAcyTcTBHE GessogHoro AlCl;. Bmixon pacreopmmore VI u He-
pacrBopumoro VII momaMepos cocraBmit 50 i 40% CoOTBETCTBEHHO. .

BsamMogelfceTBHe NoaAuMMeTHIeHPeppoHeHHIAIeHA C aBH-
rugpufoM fTameBOH KM CJIOTH. B Tpexropioi Konbe, cHa0keHHOH Meman-
KOH H 006pATHHM XOMOMANBHAKOM, PAcTBOPAMH B 50 xs Gemaoma 10 2 I. K pacreopy mpm
SHOPrAYHOM HepeMemuBaHwy M 25° mpubapnanu 7,4 2z ¢raleBoro aHTHADHAA M B TeYeHHO
2 mua. 15,4 2 Gespommoro AlCl;. :

HepacTBopaMbiii IPOAYKT PeakIuH, OTHeMcHHSHIH 0T pacTBopa Gemsona, oGpabaTHBamm
109 -moi HCI. TuiaTeALHO OTMEITHIL OT HOHOB I DACTBOPEMMIX BeIeCTB HPOAYKT BHCYIIHBAJIH
B BaKyyMe /l0 IIOCTOAHEOrO Beca. BHXox HepacrBopmmoro mommmepa VIII cocrapuan 67%.

Broisoam

- 1. lsydeHa peaxmua ameTmimpoBaHUA mnoiluMeruieHpepponenunena (I)
YKCYCHRIM AHTHADHNOM U HalifleHH ee ONTUMAJbHEE YCJIOBHA: TeMmeparypa
25°, mpogomxuTensnocts 0,5 gaca, MoabHoe oTHomeHme I:ykcycHEE aBTHA-
pag = 1: 3. ‘

2. TlonydeEH ¥ oXapakTepusOBaHH NPOM3BOAHBIE IIoAEMeTHIeHdeppo-
OeHmJeHa W aHFMAPHWZOB YKCYCHO#, NpONuOHOBOH, GeH3oiiHOoHE m ¢ralenoit
KHCJIOT.

WacTrTyT HedTeXmMUIECKOR : Iloctynuaa B pemaKuio
H rasoBod NPOMHIICHHOCTH 5111970
um. H. M, T'y6ransa
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TEJOMEPLI C KOHIEBBIMI AMHIHOTPYIIIAMHI I 3JJACTOMEPHh
HA WX OCHOBE

T. A. @oxuna, H, I, Anyxmuna, A. J. Haebarcruil,
K. B. Heavcon, I'. C. Conodosnurosa

MeTofoM paguKaibHOE TeIOMEPH3AIMM JUBUHMIA H CTHPOIA € TeJOTeHOM
6uc-2-aMuHopeHmIeH-4-TUCY TbGUIOM HaM¥ IHOJYYeHH TeJOMePH ¢  MOJeKY-
napasM Becom ot 1000 go 5000, comepsxamue KoHNEBEe aMEHOrpynuet. 1lupcon
¢ corp. [1], msywaa cmolicTBa MOOUPHKATOPOB PATHKAJIBHON TelOMeDH-
3aMyH, TOJYIAIHE TeJIOMEPH CTHPOJIA ¢ KOHGEBEIMYE aMAHOIDYIIIAMA M MOJEKY-
aapasiM Becom ~ 20 000. Temomepsr ¢ Gosiee HUIKUM MONEKYISAPHHM BeCOM

MM HOOJYYHUTH He YJAJOCh.

I[JIH IOJYYeHNA Pa3ITHIHBIX 6JIOK-]IOJIHMepOB H906XO}IHM]:I HH3KOMOJEeKY-
JsSAPHBIE TEJOMEPEHl, BXoAAmue B BHAC (I)paI‘MeHTOB B nienlb BBICOKOMOJIERYJIAD-
HOI'0 COeTUHEHHnA. He.TIBIO J.IaHHOﬁ paﬁon ABIAJOCH NOJNYYCeHHEe HUSKOMOJIERY-

aapaux (M, ~ 5000) renoMmepoB ¢ KOHIEBHMY aMHHOTPYNIAMH HA OCHOBE
IMBHHHJIA, CTHPOJIa U MX CMecell, a Takike GIOK-IOMAMEePOB Ha OCHOBE CHHTe-
3UPOBAHHEIX HAMM TElOMEPOB M YPETAHOBHX MPEHOJHMEPOB.

E)chepnmen'ranbuaﬂ qacTh

MecxoaHEHe BemecTB a: TUBUAAT (KOHREHTpauusa ¢=99,79%); cTHpOJ o9HIIeH-
B ¢=99,8%); Tenorem-6uc-2-aMuEO-peHNUICR-4-TACYABAT, CHHTE3ANPOBAHHKINR IO METOMH-
ke [2] (r. mn. 92°); grENTPAL 6uc-230H30MACTAHON KACAOTH (1. 1. 98°); NHPHINH 0IMIHEH-
meiit (1. kEO. 115°); BogHEIH pacTBOp aMyasratopa mapadmaara (pH = 10—11; ¢ = 15%);
YPeTaHOBHE MpemoJuMep, CHHTE3MPOBAHHEIA HA OCHOBE MOMASTANEHETIAKONLANAMHUEATA ¢
Moza. recoM 2000 n 2,4-ToNyWIeRIUN3ONAAHATA.

TenoMepsl GELIM HONYd9eHH KAK 3MYJbCHOBHOH TelIoMepH3amueil, TaKk M TelloMepH3a-
nueit B pactTBopax. Peaknmio mpoBofuay B amoynax mpu 60°.

IIpm mporefileHHH peaKUAH B SMYNBCHH B KAYeCTBE 3MYJIbraTopa HCIONB30BAIA Iapa-
funar KanmaA, Texorem pacTBOPAIM B nupHauae. Bo BceX ciIydYasx B KadecTBe UHHNEATOPA
yOoTpeOAAIA IAHATPUA fuc-a30 (UA30MACTHAHOM KNCIOTH. KomraecTRO Teorena, Heo6XofEMoe
A HoNydeBNsA TemoMepa ¢ Moix. Becom 2000, cocramnano 2—10 Bec. 7. ga 100 Bec. 9. Mo-
HoMepa. [locre 3aBepImeHMs peaKOUU TeIOMEP OCRLKAAIN COMPTOM M OUHIIAIH Mepeocask-
IerueM. HoHNeBEle aMPHOTPYIIH ONpPefiedsIA MeTOAOM auermiApoBands [3].

Jns monmydeRmA OXOK-MONNMepa K yPeTAHOBOMY HpemoauMepy, HOMYIeHHOMY HOINII-
KOHfieHCaiedl MOMUSTHACHTIAROILAAUNNHATA ¢ MOJI. BecoM 2000 m Tonymien-2,4-aMuso-
nmaaHaTa (coormomenme NCO/OH = 1,4-—1,6), NoGapiaamm TeloMep HOIHCTHPONA ¢ KOHIe-
BHIMH ASMHHOTpyOIaMH. Peaknmio mporofnim opm 80° B Teqenne 3—4 gac. O6pasmpl AIs He-
NHITaEAA QUIMKO-MeXaHMIECKAX CBOMCTR TOTOBMIM B BYJIKAHWZANUOHHOM Hpecce mpm 100°
B TeyeHHe 10 MuH. Ge3 Ho0GaBIeHNA CHCIAANBHEX BYAKAHH3YIOMAX ATeHTOB.
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