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MUTPAITUOHHAA COIIOJTMMEPU3ANINA N-TPUOEHNJI-B-
TPHAJIIINJIBOPA30.JIA
C TUTHIPUATETPAMETIIITACUIOKCAHOM

B. A. 3amamuna, B. B. Kopwmar, K. II. I' punesun

3eiidepr u Taxammsapa [1] u3yumum MUTPamEOHHYI0 COMOMMMepPH3ALUIO
B-rpusnenn-N-tpndernnbopasona ¢ coemuHeHusAMH, conep:ramummu SiH-rpyn-
oel. OHE yCTaHOBUIE, YTO CUIMIBHAA IPYNINA OPUCOSNUHASTCS K KOHIEBOMY
aToMy BHHHIBHOTO pafukata. BblIM HOdy4eHBI Takike HOJIuMephl IHHEHHOrO
CTPOEHNA, JJs CHHTE3a KOTOPHIX HCHmoabzoBambl B-gmeununGopaszonsr [2].
Mp1 mecnefioBain OpucoeJHHEHHE AMTHAPUITETPAMETHITACUIOKCAaHa K N-
Tpudenni-B-rpuantuabopazony.
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ITpr ocyiiecTBIeENH 5TOH pPeaKNUH B DPUCYTCTBHN IJIATHHOXJIOPHCTOBOLO-
POIHOI KACAOTHI H YKa3aHHOM HA CXeMe PeaKNUuH COOTHONIeHUW KOMIOHEHTOB
OBLIO MOJYTIEHO TBEPHOE MOJIM-

% MepHOe BeIecTB0, HepaCTBODH -
/A Moe B OPraHHYeCKUX DPacTBOPI-

B TelAX U He H3MEHAINEeecH MpH

JMUTeABHOM XpaHEHHH Ha BO3-

2 myxe. Brixom monmmepa u aie-
- MeHTApHBIH cocTaB elo HE CO-
W\ BIAJH C TPUBEJEeHHON HA cCXeMe
/o ! 1 L  CTPYKTYpOIl H COOTBETCTBOBAIN
w 00 Jo W T, IPHCOSHUHOHNK KOMIOHEHTOB

B orHomenmu 1:1, ojHaKo,

TepMoMexaHHIecKas KpABAA CoMOTUMepa urunpu- IPUHAMAA BO BHUMAHIE €10 He-

TeTpaMeTHIguCHIOKcaHa ¢ N-tpuderun-B-rpuan- pacTBOPAMOCTb U HENJIABKOCTB

nunbopasonoMm (puCyHOK), HeIPABHILHO GBLIO

6pl TpuIHCATb eMy JHHEHHOoe

crpoerne. BoaMoxHO, mepBoHaYaIbHO 00pPA30BABIIMICA mOJIHMEp B JOBOJBHO

MECTKNX yclIoBmAX cuATesa (marpesanme mo 280°) ofpasoman momepeuHbie

COIMBKN B pea3yjbTaTe MOTEMepH3alum KBOUHBIX cBA3ell. IT0 mpefmoioKeHue

coracyeres ¢ orcyrereueM B MH-ciiexTpe monuMepa MoI0C TOTMIOLIEHHS, COOT-
BETCTBYIOIIUX JBOMHON CBA3H.

B npyrom omeite, mpoBeeHHOM NpH COOTHOIIEHWH HCXOJHBIX MOHOMEpDOB
1 :1, yenosua peakmum Oplam cMArdeHBL. Peaknuio OpoBenm B PacTBOpe B TO-
JAyole OpU KUUAYEHWH W TOCJHE YAAJIeHWA PACTBOPHTEA IPH HATPeBAHWH KO
200°. Bsiaa monydyeHa BasKaf OecIiBeTHAS MKUAKOCTH, pacTBOpuUMAs B sdupe u
Genszone 1 uMeINan MoJeKynapHblil sec 1030. DneMeHTAPHBIA COCTAB 9TOTO Be-
miecTBa GAN30K K PACUETHOMY [JA MPOAYKTA MPHCOeJUHEHUA TUTHAPHATETpa-
MeTIJIIHCHMIOKCAHA K IBYM MOJeKylIaM Gopasodra.

B NHK-coekTpe ero uMeTes XapaKTepUCTHIeCKNe HACTOTH KOBIeBOW JROI-
moit ceasu 3075, 1630, 1000 u 905 ca~t [3], B To e BpeMa OTCYTCTBYET MOLVIO-
menue B o6macta 2140 cu~!, cooTBeTCTBYMOICE BaJeHTHOMY KoXefaHMI0 CBA3H
Si—H. IlopropEsIM HaTpeBaEAEM 3TOH KHIKOCTU ¢ U3OBLITKOM AMTHAPHALICHI-
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OKcaHa GBI MONYYeH KAYIYKOMOJOGHBIA moJnMep, aIeMeHTapHEIA COCTAR KOTO-
POTO COOTBETCTBOBAM MPHCOCARHEHHI) MCXOHBIX BELIeCTB B OTHONICHMH 2 : 3.
Ioaumep He wyscTBUTENCH K [eHCTBUIO BJIATH BO3XYXa, HO HE OTIAYAETCA BEHI-
COKO#l TePMOCTOMKOCTBI0 — IpH HarpeBanmm no 270° mommmep He m3MeHSAETCA,
BBIIIE 3TOH TeMIepaTypsl BHIdeNdAeT REAKMe OPOAYKTHL u TBepmeer. Ilpu 380°
moTepsa B Bece coctasuaa 12Y%

IpoBemenHbIe OMBITEH MOKA3aJd, 9TO comoanmepusanua N-rpudenun-B-rpu-
ammmiaGopasonia ¢ AUTHAPHATETPAMETHIJIIUCHIOKCAHOM HOCTHTAeT GOJBINON 3a-
BepPHICHHOCTH IPH N30EITKE MOCICTHETO.

Hax m3BeCTHO, IHAPOCIIMIMPOBAHUE HEHACBHIIIEHHHX COeJHHEHWH XOPOII0
H3y4YeHO W IIHPOKO MPHMEHACTCA B CHHTE3€ KpeMHHUOPraHHIeCKHX MOHOMEpOB
¥ moaEMepoB. MeXaHM3M 3TOU PeaKkluyu B NPUCYTCTBHH MIATHHOXJIOPHCTOBOLO-
PONHOH KHCIOTHI CUMTAETCA MOHHBIM [4], IpH 3TOM aTOM KpPEMHHUS UPHCOEIH-
HAETCH K KOHIIEBOMY aToMy yIiepoja BHHWAbHOHN rpynnsl [5]. Mexoma us sto-
TOo, MBI IpefmodaraeM HOPMAJIbHOE CTPOCHHe YIJIeBOJOPOJHBIX 3BEHBER B CIIH-
BaIEX GOPa30JbHBIE MIKIBI MENAX.

IKCIePUMEHTAIBHAA YACTH

Hexogusie monoMepnl. N-Tpudenun-B-rpuamaniaiopason GbUI noNyYeH MarHHHOPramic-
JecKUM cuuTe30M u3 N-rpuderun-B-rpuxmopGopaszona mo [6]; t. ma. 97—98° (mo mure-
PATYPHEHIM HaHHBEIM T. I 98—99°). MuruapuareTpaMeTHNHCHIOKCAE HMeX T. kum. 70,5—
71,5°/722 mm, np® 41,3697 (mo aurepaTypHHIM JaHHBIM T. Kum. 70,5—71°/731 mx, np?®
14,3669 [7] u 1. xum. 70—71°, np2° 41,3700 [8]).

MurpanuonHas conoanMepusanua N-rpudennna-B-tpmaaaunGopasona ¢ gurmgpuareT-
pamerangucuaokcanoM, CONMoOnAMMepU3aAUMA B MOJNBHOM OTHOIMEHUHU 2
1,43 2 Gopasoma, 0,67 2 cunowrcama ¢ ogmoit ramneit 0,1 M pacraopa H.PtCls-6H.0 B uzo-
6YTHIOBOM COUPTE HATPEBAJM B 3aMaAHHON aMIyje IPH NOCTCNeHHOM MOBHIIICHHH TeMIe-
patyps ot 20 go 280° B TeueHme 18 uac. [lolydyeHHoe TBeppoe Bem(ecTBO oOpaGaTeHIBaJH
ABa pasa 3UpoM OpU KUNAYEHHVM M HATpeRaNd B Bakyyme mpu 200—280°/3 ux B TeueHHe
2 qac. Bec BemecTBa 1,56 2, BoIxon 74,7%. B mepecuere Ha mpHCOefHHeHHe B COOTHONMEHHH
1:1 BBIXOJ COCTAaBHI 830 A) Hponym: — TBepJoe HEXpYIKOe BEIeCTBO, HEPACTBOPHMOE B
Genazoue, a¢upe u TeTpamnpoq)ypaHe.

Haiigeno, %: C 64,92; H 8,30; B 5,71; N 7,72; Si 10,05, Cs1H.sB3sN;-Si,0. Briuncieno,
%: C 65,97; H 8,03; B 5,75; N 7,45; Si 9,96.

Hagecra BemecTBa mocie npeGhIBaHAA Ha BO3gyXe B TedeHme { MecsAma yMeHBINH-
Jach B Bece Ha 1,1%.

ComonuMepusanuda B MONIbHOM oTHomennn 1:1. 32 2 N-rpudenun-B-
Tpuannuibopasona, 1,0 guruppugrerpaMeruigucuiokcana, 40 mxa Tonyona m 2 KamnuM Ka-
TAIH3ATOPA KHIOATHIHX ¢ OGpaTHLIM XOMONMIAbHHKOM 20 Yac., X IOCJIe VIaleHUs PACTBOPH-
TeJiAd OCTABHIYIOCH JKHMIKOCTH Harpeamu 6 wac. mpm 200°. BemjecTBO BaKyyMHpPORAHO NpH
3 mx. lonyyera BAsKaA JKUIKOCTh B KonmuecTBe 3,45 2 (82,1%).

Haitgeno, %, C 71,76; H 7,42; B 7,50; N 8,76; Si 4,78. Cs3H7.BsNeSi;0. Brraucmeno,
%: C 70,20; H 7,52; B654 N848 Si 566

BelI[eCTBO PacTBOpuMO_ B 6eH30JIe ZuoKCcaHe, : CHEPTe, AuMETHIDOpPMaNmIe: Mo:rexy-
JIAPHBIH Bec, OHpefleJleHHBIH KPHOCKOTIMYECKH B 6eH.30Jre 1030 (Borwicieno 992). .«

CononnMepﬂsaunn OnHUTOMepa, MONYIYeHHOTO B OHmBITE 2 ¢ M3-
GBITKOM OUTHEPHATEeTpaMeTumagucujoxkcauna. 133 z omuromepa, 0,72 2
(u3bsrror 100%) nucuaorcama, 15 ma tomyoma um 1 wammo 0,1 M pacTBopa HthC16~6H20
B m300yTHIOBOM CHOHpTe HArPeBAJIM ¢ O0paTHBHIM XomogmnbHHKOM mpm 95° 8 wac. m mpu
100—140° 1 gac. JleTyaue OPOIYKTHL -0TOTHAHE-B Bakyyme mpm 100°. Tlony4yeno Kayayko-
monoGHoe BeltecTBo B Koaddectse-. 1,60 2 (94%)..-Ilocme “yaanenns an3mmx dparmmir 06-
paGoTroil npu Kunenud agupoM n-GeH3odIoM ocTaTok uMea Bec 1,19 2 (70%).

Haitmeno, %: C 62,85; H 8,18; B 4,41; N 6,38; Si 16,05. Cs3sHs4B3N3Si30 s.. Beramoneno,

: C 62,85; H 8,17; B 5,15; N 6,67; Si 13,36.

TTocTe npe6mBaHnﬂ HaBeCKU -HOANMepa .Ha Bo3fyXe B-TedeHHe 12 gmeil Bec ee 'YBE-
auaniacsa Ha 2%, B HaabHeiileM NM3MeHeHHil Beca He HaOIIOZANIOCH,

Brioet

1. Ucenegopana peaxiisas MUTPAIMOHHOTG PUCOCAUHEHUS [ATUAPUATETPAr. .
Mermigucniaokcana K N-tpudpennr-B-rpuanmunbopasony mpu MOJBHOM OTHOIIE-
pun 1 :1m2: 3.

2. TloxasaHa BO3MOKHOCTH CHHTe3a IOAMGOPA30JOB ¢ CHIOKCAHOBEIME CBA-
3BIBAIONIUME 3BEHBAME, YCTOMYMBHIX Ha BO3AyXe W Ipm HarpeBanumu go 270°

WHCTHTYT 3JMeMEeHTOOPraHnIecKuX TNocTynuia B pefaknuio
coegunennit AH CCCP 1 VIIT 1970

411



JIATEPATYPA

1. D.Seyferth, M Takamisawa, Inorgan Chem.,, 2, 731, 1963

2. J.B.Atkinson, Chem. and Ind., 1969, 398.

3.B. M. Mgxaiaos, A. A. Beamenon Has. AH CCCP, cepua xumud., 1965, 931.

4.B. A lloromapernko, B. T, ‘lepnaen, H. A Banopomnmn Hse. AH CCCP
Ora. xaM. H., 1960, 1610.

5. 3. B. Benanona M.T. lTomepannena, C. A. Toay6mos, Tpyasl cosemjaunsn
00 KpeMHHAOpraHUYeCKHM coefuHeHHAM, Mockea, 1967, Bmm. 1, cTp. 19.

6. S.J.Groszos, S. F. Stafiej, Ilar. CIIIA 2954361 1961 P}HXnM 1963, 7TT4AIL.

7.J. L. Speier, §. A. Webster, G. H. Barnes, J. Amer. Chem. boc 79 974, 1957,

8. B. B, Kopmak, A. M. lloaaxoBa, B. M, Bnonnn B. ©. Muponon, A .
ITetpos, Jora. AH CCCP, 128, 960, 1959,

YR 541(64-4-128)

B/INAAHUE THIIA KATAJIM3ATOPA HA TEILJIOBOH 3®PEKT
OTBEPKAEHUA M MPOYHOCTHh @YPUJIOBOI'O IIOJIMMEPA

B. A. Bopobses, I' @, Caunuenro

A orBepEAcHAA QYPUIOBEIX OJIMTOMEDPOB IPHMEHAIOT KUCIbie KaTalm3a-
TOPHI, OIPAYEeM B PA3INYHEX paGorax — pasHele. B ogEHX cIyyagx — 370 Co-
IAHORECabli aHwiwH H KomTart IletpoBa [1], n-romyomcyamdormeaora [2],
n-xaop6ensoncyasdoruciora [3], B Apyrux — n-penmayperiiancyaboxIopum
[4, 5] u orucHOe cepHOKUCIOe sKeme30 [5], B TpeTbHX — HpeAmOYTeHHE OTHA-
0T a30THOKuUCIOK MogeBuEe [6]. OGocHOoBaHHMe BHIGOpa THHa KATAXA3ATOPA
OTPAHMYHMBAETCA B OCHOBHOM TeXHOJoTHYecKuMm rpeGosammamm [5, 7). Kom-
meHTpanui0 KaTaJH3aTopa B KaKA0M KOHKPETHOM CAy4ae HAXOJAT SKCIePUMeH-~
TaJbHO, MCXOAA M3 aKTUBHOCTH KATAIM3ATOPA M HeOOXOZUMOIL CKOPOCTH OTBEp-
JKIeHOA B JaHHHX ycaoBuax [3, 5, 7]. Ilpu sToM oTMeualT, 4TO AKTHBHOCTH
cyasdOKACIOT B CYAbPOXTOPUAOE HAXORUTCA B 3aBHCHMOCTH OT MX MOIEKYIAp-
HOTo Beca [5], a cKOPOCTH OTBep:KAEHMA CONAMHU, B YACTHOCTH N-TOXYOJICYIb-
doxmopaaoM, 06yCIOBIEBAETCA NPOFOIKUTIbHOCTRI) THAPONH3A COMH B OJMU-
romepe [8]; B 00meM Bufe CKOPOCTD OTBEPMKACHUA ONUIOMEpa CBA3HIBAKT ¢ pH
pacTBOpa KaTaIn34Topa.

Tak Kak orBepkAeHRe (PypPUIOBOTO OJIUTOMEPa ABIAETCA IK30TEPMUIECKHM
mpoueccoM, B JaHHOI paloTe ObLTa coelaEa MOMBITKA ONPENENHTh BINAHUE Ka-
TANA3aTOPa HA BEIHIHHY TeImTOoBOro sddeKTa peaKIUm OTBep/KAeHHEA M yCTa-
HOBHTH 3aBACHMOCTb MEKAy TANOM KaTajlM3aTopa, TEIIOBEIM 3(QderToM m
TPOYHOCTHIO OTBEPIKAEHHOTO HOAMMEpA.

B kadecTBe 0GBeKTa MCCHefOBaHUI ObUI B3AT (DYPHIOBBIA OJUroMep, MOJLY4eHHHIH
AYTOMOIHKOHAeHCATMe (QYpPHIOBOr0 CHOUPTA B HPUCYTCTBHH MaJIeHHOBOTO aHTHADHAA.
(mpombimmaenHoit Mapku DJI-2) [1], umeromuil cpegHMil MOJeKYIApHHI Bec mo Pacty
600 m cogepaHHe cyxoro BemecTBa 62%. HaramusaTtopsl oTBep:RAeHUA: R-XJIOpOGEH3ON-
cynsdoxuciora (B puge 60%-Horo pacreopa B ameToHe), KOHTAKT IleTpoBa, 2-TOIYOICYIB-
doxmopun u n-geHuwnypermiancyiabHOXIOpHA, a TAKMKe COJNAHOKUCAbIH AHMINH B a30THAsL
MOYEBHHA.

Tepmorpaduueckoe HecaegoBaHHe IPOIECCa OTBEPKICHHA OJIMIOMepa NPOBOTUIH C
noMmomipi0 HoteHnuomerpa IIIII-09. YUrodnt MMeTh BO3MOMHOCTH M3MEPUTh TEMIEpPATYPY
peaKHuu mpd HeOOMbIIOM 00BbeMe PeaKIMOHHON MACChl, OTBep:KAeHHe mpoBogmim mpu 60°.
HAna aroro cMech, cocromityo u3 20 2 oamroMepa ¥ KaTaju3atopa, HOMeIMaiu B HpoOHPKe
B cymunbHN mrad. Jag perucrpanmm TemroBHX 3PQPeKToB UCIOIL30BAIH XPOMEIh-KO-
meleBHle TepMoHmaphl. B oiuroMep BBOAHIM OOTMMAJbHOE KOAUICCTBO KATAIM3ATOPd, CO-
OTBETCTBYIOMEe MAKCHUMAJIBHOH MpoIHOCTHM mDoamMmepa (pHc. 1). Jlna ompemerenma mpod-
HOCTH TOTOBHIH ¢ COOTBETCTBYKIINHM KOJIHIECTBOM KaTajlM3aTopa o0pasmbl pasMepaMd
30 % 30 X 30 u 30 X 10 X 10 MM, KoTOpBle BHIJEp/RETaNHM OpU HOpPMaldbHOH TeMIeparype
B TeueHHe 28 CYTOK, a 3aTeéM HCOBITHIBAJIM Ha CaTHe H H3rub.

HKak BupgHO @3 npefcTaBieHHBIX Ha pHC. 2 TepMorpaduIecKHX XapaKTepH-
CTHK peaKIui OTBepKAeHUA PYpPUIOBOro ONHIOMEpa, BEIMYMHA HK30TepMUIe-
ckoro 3QeKTa OTRepKTeHHS OJMIOMepa B CUJIBHOH CTENEeHH 3aBHCHT OT THHA
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