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LUeHTpauno cepoBogopoda B pacTBOpe 3a CHeT

KACKAOHAA KUCNNOTHO-KATAIIUBUPYEMAA KOHOEHCALIUA
ME3UITAMUAOA C POPMAJILAETNAOM U NMAUNOKCAJIEM

A.D. Mapomos, C.B. CkiconaTtuH

U3yyeHa kackaOHasi KUCITOMHO-Kamarnu3upyemasi KoHOeHcayusi me3unamuda ¢ ¢hopmarnboeau-
0om u enuokcanem. [Nomny4eH psid npodykmos KoHOeHcauuu.

Knrouessie criosa: me3unamud, ¢hopmanbOeaud, aruoKcarb, KUCIOMHbIU Kamarnu3, 2emepo-
uuknbl, N , N ‘“-Ou(memaHcynbgoHun)-memuneHduamuH, N,N-buc(memurcynbghoHamudomemuri)-
memaHcyrnbgoHamud, 1,3,5-mpuc(memaHcynbgoHu)eekca-eudpo-1,3,5-mpuasuH, 2,3,5,6-mempa-
2udpokcu-1,4-buc-memurs-cynbghoHuUn-nunepasuH,  2-(memuscynbgoHamudo)ykcycHass — Kucrioma,
1,1,2,2-mempakuc(MmemaHcyrnbhaHunaMmuHo)3maH.

Kak n3BecTHO, B3aMMOOEeNCTBUE aMUHOB U KOHOEHCauun mesmnammga ¢ oopmarnbaerngom
aMngoB C anbgervgaMu SaéT LWMpoKoe pas3Hoo- W rIMoKcanem, rmaBHOM Lenbi KOTOPOro siBMs-
Opasve npoayKToB, KOTOPOE 3aBMCUT OT NpPUpPO- €TCA MosTyYeHne reTepoLMKIIMYECKNX MPOOYKTOB.
Obl pagukana, yCIoBUA CMHTE3a U COOTHOLLEHWS MexaHn3M KUCHOTHO-KaTanmanpyemom KOHOEH-
peareHToB. B npuBenéHHom paboTte nccnegyercs cauuu npegcrtaeneH Hwke [1,2]:
npoLecc KUCMOTHO-KaTanuMsanpyemMon KackagHowm
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OTHOCUTENBHO HM3Kasi OCHOBHOCTb aroma
asoTa amugorpynnel B MOrieKyrne mesunamuia,
00yCroBMeHHasi 3HaA4YUTENbHbIM  aKLenTupoBa-
HMEM SMEKTPOHHOW MMOTHOCTU CynbdOrpynnowu,
TpebyeT MCnonb3oBaHWs BbICOKOW KUCIIOTHOCTM
cpenbl Ans NpoTekaHusi npouecca KoHAEeHcaLmn.
B ka4ecTBe KMCNOTHbIX KaTanM3aTopoB HaMu UC-
Nonb30BanMCb CepHas 1 congHas Kucrnotbl. [Ong
yMpOLLEHNs npoLuecca KOHOEHcauMu CUHTE3bI
npoBoaunu B BogHoW cpefe. Bo Bcex crniyyasix,
NpOBOASA ONTMMM3ALMI0 NpoLecca, BapbupoBanu
TemnepaTypy, KOHLEHTpaUuo peareHToB, BPEMS
NpoBeAeHNst NpoLiecca 1N KUCNOTHOCTb.

OcHoBononararowum aktopom, BruUsio-
LWMM Ha HanpaefeHue CUHTe3a, ABNAETCA COOoT-
HOLLEHME WCXOOHbIX peareHToB Me3unamuga,
dopmanbaervaga u rmmokcans.

B3AUMOOENCTBUE ME3UNAMUA,
OOPMANBAOENNG

Mpn cooTHOLWEHMN Me3unamua-popmanb-
gervg Kak 2:1 COOTBETCTBEHHO Obin Mony4deH
Heumknudeckun N , N ‘-gu(meTtaHcynbdoHuI)
metuneHgnamvH  (1). B nuTepaTypHbIX wuc-
TOYHMKaX WMeeTcsi psg paboT, OonucbiBaOLLIMX
cuHTe3d cxoxux N , N ‘-gusamellEéHHbIXMETU-

0)

| HCl; T=35°C;t=6u

neHgnammHnpousBogHbix. Hanpumep,cnHteaN,N’-
mMeTuneHbuc(2-okco-nponaHcynbgoHammnga)
npoBogAaT npu Temnepatype  20°C Ha npoTs-
XeHun 72 4acoB, MCMomnb3ysd B KadecTBe KaTa-
nmM3atopa COMsHyl KucrnoTty. Bbixog cocTtas-
nsetr 35 % [3]. Opyrum npumepom siBRAsieTcs
CUMHTE3  Ouc(TpMdTOPMETUICYNb(OHUNAMNHO)
MeTaHa, NPOBOAMMBIN B Cpede CEpHOW KUCIOo-
Tbl MPU KOMHATHOW TemnepaType Ha NpoTske-
HuM 1 vaca. B kayecTtBe MCTOYHMKaA chopManb-
gervga  vcnonb3yetcsa  napadopmManbaerva.
MpooykT npencTtaenser cobon cmecb 3,5-6uc-
(TpudTOopMeTUNncynbdoOHUN)TETPArNgpo-
1,3,5-okcagnasmHa " ouc(TpudTopmeTun-
cynboHunammHo)mveTaHa. lMpu ux pasgeneHun
BbIXxof nocneaHero coctaenset 35 % [4].

Vcnonb3oBaHne COMSIHOW KUCMAOTBHI B Ka-
4yecTBe KaTanmMsaTopa Mokasano Haumydlime
pesynbraTtbl CMHTE3a: Tak, HaunboMbLUMA BbIXOA
Habntogaetca npu Temneparype B 35 OC un Bpe-
MEHW NpoBeAeHns npoLecca paBHOM 6
yacam. Kpome Toro, TpeboBanack BbiCOKasi KOH-
LeHTpaums pacteopa. Bbixog coctaenser 85
%. Vicnonb3oBaHne CEpHOWM KUCIOThl B Ka4ecTBe
KaTanusaTopa OaéT CXOoxue pesynbrathbl (BbIXOA
nopsigka 80%).

H,CO,S SO,CH;
\

lMpn  cooTHoweHun,  Meannamua-gop-
Manbgerng kak 1:1 6bin NonyyYyeH UUKNUYECKUN
1,3,5-Tpuc(metaHcynbdoHun)-rekcarngpo-1,3,5-
TpuasuH (2). PaHee coobuanock, 4to 2 nony4va-
0T B3aumogencTenem mesunamuaa ¢ dopmarnbs-
OervaoM B MPUCYTCTBMM  HECKOMbKMX Kanenb
KOHLEHTPMPOBAHHOW CEPHOM KUCIOTbl B cpede
Tonyona. CuHTe3 npoBoauTCca € ObICTPON OTrOH-
KoM aseoTpona Tomnyon/Boga, 4TO NPUBOAUT K
CMeLLEHWIO PaBHOBECUS peaKkLun B CTOPOHY Npo-
aykta peakuun (Bbixod 98 %) [5].

Mo gpyron metoauke 2 MoXeT ObITb Mony-
YeH B3auMMOOENCTBMEM pacTBOpa TpUOKCaHa B
YKCYCHOW KWUCMOTe C pacTBOPOM Mesunamuga B
MeTaHcynbgoKMcnoTe. PeakumMoHHy0 maccy ne-
pemeLunBatoT Ha npoTsbkeHun 15 muH npm 35 OC
(BbIxog 74%) [6].

B Hawewm crnyyae cuvHTE3 2 npoBoauTCs B
BOOHOW cpefe W NpuBOAUT NPaKTUYECKN K KOmnu-
YeCTBEHHOMY BbIxody. Vcrnonb3oBaHne cepHon
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KMCNOTbl B KayecTBe KartanusaTopa nokasarno
OTNWYHblEe pe3ynbTaThbl: Tak, MakCUMarbHbIA Bbl-
X044 HabnwogaeTca npu TemnepaTtype CuHTe3a
pasHow 30 OC 1 BpemeHM NpoBegeHns npouecca
paBHOM 3 yacam, npu 3TOM TpebyeTcsa BbiCOKas
KMCNOTHOCTb WM HaCbILWEHHOCTb pacTeBopa. Bbl-
xop coctasnset 98 %. Hebonblwmm HegocTaTkOM
OaHHOV METOAMKWN CNYXUT 3arpsi3HeHe NpoayKTa
cnefamm CepHOM KUCMOThbl, KOTOPOE MoXo yaa-
NsSeTcs MHOTOKPaTHOWM NPOMbIBKON BOOOW U CUMb-
HO MOHWXaeT TemnepaTtypy NraBneHnUst CbiPoro
npoaykta. cnonb3oBaHne COMSHOW KUCNOTbl B
KayecTBe Kartanu3atopa 3HauuMTenbHO MOHWXKaeT
KMCNOTHOCTb CbIPOro NPOAYKTA, HO BbIXO4 nagaeT
0o 60 %. Kpome Toro, tpebyetcst 6onbLuon mns-
ObITOK KUCIOThI U YBENUYEHVE BPEMEHN CUHTE3A.
Bce 3T MuHycbl 0BycnoBneHbl He4OCTaTOYHON
KncnotHocteto 35 %-HOro pacTtBopa COMsiHOM
KMCMNOTbI U, Kak crieacTBme, MOHUXKEHHOW KOHLIEH-
Tpaumen pacTteopa.
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Bbino obGHapyxeHoO obpasoBaHue 2 mnpu
BblgepxuBaHum 1 B cpege comnsiHou nubo cep-
HOWM KMCNOThbl B Anana3oHe Temnepatyp ot 0 go
100°C. OTMe4YeHOo, 4YTO CKOPOCTb 0OpasoBaHus
2 3HauuTenbHO BO3pacTaeT Mpu yBENUYEHUM
KMCMOTHOCTM cpefbl U MOBbILWEHWN Temnepary-
pbl. MNMepexon 1 B 2 ob6bsAcCHsETCS 06paTMOCThIO

0

H;CO,S SO,CH;,
\ HCI; T=259C;t=48 4
3 HN H = -
“CHj w =60 %
1

B3AMMOOEWCTBUE ME3UNAMUI-
FMAWOKCATIDb

VMccnegoBaHne peakuun B3avMOAENCTBUS
Me3unamua-rnmokcans nokasano, 4To Nnpu cooT-
HOLLIEHMWN peareHToB Kak

1:1 obpasyetcs reTepoLnKnn-
YecKmmn 2,3,5,6-tetparngpokcu-1,4-
ouc(metuncynbconun)-nunepasvH  (3). Okasa-
nocb, YTO paHee AaHHOe COoeaWHEHWE HuKoraa
He Mony4anu B YCIOBMAX KUCIIOTHOMO Katanuaa.
Haunbonee yaayHbIn cUHTE3 3, OMUCAHHBIN B NU-
TepaTtype, NPOBOAUTCA B YCIMOBUSAX OCHOBHOMO
KatanuMsa C WCrnonb3oBaHMeM rugpokapboHat
HaTpus B Ka4yecTBe OCHOBHOIO KartanusaTopa,
KoTopbIi obecneunBaeT pH cpegbl nopsigka 8-9,
npu 9TOM MakcuMMarsnbHbIA BbiIXO4 cocTaBnsan 60
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npouecca KoHAeHcaLumun, BCNEeACTBUE Yero 4acTb
1 co BpemeHeM pacnagaetcs Ha dopmanbge-
Mg v mesunamui, KOTopble B YCITIOBUW BbICOKOW
KMCNMOTHOCTN B3aMMOAENCTBYT ¢ 1, gaBas 2.
Hanpwuwmep, npu Boigepxusanmm 0,4 11 B84 1 35
%-Hon consiHow kncnoTbl Npu 25 OC Ha npoTsixe-
HuUM 2 aHen obpasyetca 0,128 r (60%) 2.

O
\\S/CH3

0 0
k . ) + 3H,N_SO,CH,

O:é:O

L,
2

% [7]. OcyLecTBMB psig CMHTE30B C NCMONb30Ba-
HMEM CONSHOW KUCIOTbI, Mbl ONpeaenunn onTu-
MarnbHble YCNOBUS CUHTE3a. Tak, MakCcumarnbHbI
BbIXo4 3 AOCTUraeTcs Npy KOMHaTHOW Temnepa-
Type, BPEMEHUN NPOBEAEHUS MpoLecca paBHOM 6
Yacam M BbICOKOW HaCbILLEHHOCTU peaKkLNOHHOM
cmecu. o ncredeHmn BpeMeHU CMeCh AOMOSTHU-
TenbHO BblAEPXKMBanu Tpoe CYTOK MPU KOMHaTHOM
Temnepatype. Bo Bpems BblaepXMBaHUS MPons-
BOAAT Nepuoamnyeckoe nepemellvBaHne CMECH.
Bbixog coctaBnsieT 78 %. Vcnonb3oBaHue cep-
HOW KMCNOTbl B Ka4ecTBe KaTanuaatopa MpuBO-
OUT K CXOXMM pesynbratam (Bbixod nopsigka 70
%), oQHaKo, Kak 1 B cny4vae 2, Habnogaetcs 3Ha-
4YUTENbHOE MOHWXKEHME TeMNepaTypbl NaBneHns
HEeOuMLLEHHOTO NpoayKTa.
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CH,
o= é: O
0 H HCL; T=259C; t; =6 u; HO 111 OH
Sc~ t, = 96 1 (mepeMenuBatue pa3 B 24 1)
+ H,N_SO,CH;4 = =
H” X0 W8 % HO N OH

Mpn  COOTHOWIEHUN  Me3unamug-  Fu-
okcanb kKak 2:1 He Obin nomyyeH oxugae-
MbIiA 2,4,6,8,10,12-rekca(meTaHcynb(oHuM)-
2,4,6,8,10,12-rekcaasaunsoBtopumtaH. OCHOBHbIM
NpoAyKTOM MNpy AaHHOM COOTHOLLEHUN peareHToB
aBnseTca 3, He3HaYNTENbHOE KOMUYECTBO KOTO-
poro obpasyetca npyu pH < 0 n pH = 2. Makcu-
ManbHOE KONMMYecTBO 3, Kak 1 oxunganocb, obpa-
3yeTcsi Npu NpoBeaeHun mpouecca B YCroBuUsX,
OnmM3KMX K onTumarnbHbIM ana  cuHtesa 3. lMpo-

O:é:O
L,

3

BeOEeHVe CUHTE30B Npu BbICOKOW Temneparype u
BbICOKOW KUCIOTHOCTM NPUBOAUT K 06pasoBaHunto
2-(MeTnncynbOH-aMna0)yKCyCHON KNCIoTbl
(4). Mo-Bugumomy, gaHHoe coeguHeHue obpa-
3yeTcsi BCMeacTBME KUCIOTHO-KaTanmManmpyemo-
ro noBo4yHOro BHYTPMMOEKYNSPHOro npouecca
OKWUCNEHNA-BOCCTAHOBNEHNS (peakums KaHHuuU-
uapo-TuweHko) nonynpoaykta N-(1-rugpokcu-2-
OKCO3TUN)MeTaHcynbpoHammaa (5).

(6]
0 H
N IJ
¢ HCL T=70°C; t=654 —NH OH
é + H,N—SO,CH, = - !)| + H0
H/ %O w=36%
(0]
4
o ¢
e s
—_NH, 0
4]

Hwxe Mbl npeacrtaBunu npegnonaraeMbii
MexaHu3M peakuun. 3a ero OCHOBY B3ATbl UCCHe-
[OBaHVS NepeKkpECTHOM KUCMOTHO-KaTanusmpye-
MoW peakumn KaHHuULapo-TULLEHKO B AenTepu-

=

poBaHHON BoAge, npoeeaéHHble Coboneson O.[.
n konneramu. OHM Nokasanu, 4To genTepoobme-
Ha Mexay pacTBOpUTENEM W NPoayKTamu peak-
unm He__ npowucxoamT__ [8].

H,C O H,C O H,C O H,C O
o= H 0 pyo 0=¢ H &H, Oo-¢ H OH g 0=¢ H OH
NG S N_C_C-OH — N_C_¢_OHe—=  N_C_C¢ OH —
H bu H H onh " H buh H o omh M
5 ®
H,C O ,C O H,C O H,C O
oY H OH o-¢ H OH oY H OH o=¢ H ¢
N_¢_C_OH _» N_C_C_OH|_» N-C-C-OH =— N_C_¢”
- H,0 H © { H Y H § © -H H 1 X
1,2-runpuaHsiii capur 4
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B nuTepaTypHbIX MUCTOYHMKAxX MMeeTCH psaj
paboT, onucbiBaOLWMX NOyYEHNe AaHHOro coe-
AvHeHus. Ho, B OTnnyme oT NpUBEAEHHOTO CUHTE-
3a, BCE OHWM OCHOBaHbl Ha peakuMmn 3ameLleHuns, a
He BHYTPMMONEKYNAPHOrO OKUCIEHNS-BOCTAHOB-
nexHus [9].

CuHTesbl, npoBOAVMMbIE MPU  COOTHO-
LWeHMn Mesunamua-rimokcans kak 4:1 coot-
BETCTBEHHO, MOKasanu, 4YTO B [AaHHbIX YCMo-
BMSAX BO3MOXHO MOMyYeHUE HEeLMKIINYEeCKoro
1,1,2,2-TeTpakuc(MeTaH-cynbdaHmnammHo)ata-
Ha (6). Ham He yganocb HaWTX YNOMWHaHUM O
CMHTE3e NOAOGHbIX COeaMHEHWN, coaepXKaLlnx
cynbdoHamMnaHbIE rpynmbl.

lMpn Mcnonb3oBaHWM COMSIHOM KUCMNOTbl B
KayecTBe KaTanusaTtopa onTUMarnbHbIMK YCIOBU-
AMM CUHTEe3a 6 ABNAKTCA TemnepaTypa paBHas
60 OC u Bpems NpoBeAeHUs mpouecca paBHOE
4 yacam. Kpome Toro, TpebyeTcs BbicOKasi Hacbl-
LLIEHHOCTb peakUMoHHON cpedbl. [ocKkonbKy npo-
OYKT XOpOLLO pacTBOPMM B Cpefe peakuuu, Ans
€ro BbieneHnsl NpoBOAMIN yapyBaHue peakLm-
OHHOW Macchbl O COCTOSIHUSA CMOfbI C NMOCNeayto-
LUMM BbICaXXMBaHMEM HeOOnbLUMM KONUYECTBOM
OXMaxaEHHoro aueToHa. [1na Hanbonee NoOnHoOro
BblaeneHus cmecb Bbigepxmeanu 20 myH npu T
< 5 OC, cdunbTpoBany 1 NpPoMbIBany oOxXnaxaoéH-
HbIM aueToHoM._ Beixog_— 24 %.

N H;CO,S—NH  HN—SO,CH
\C/ HCI;T=6OOC;t=4‘~I 3 2 \ / 2 3
4 _ - -
ot H,N—SO,CH; s /CH C{{ + 2H,0
H” o H;CO,S—NH  HN_—_SO,CH,

B3AUMOOENCTBUE ME3UNTAMUO-®OP-
MANbAOErna-rnMOKCAINb
CuHTE3bI, NPOBOAUMBIE MPU COOTHOLLEHNN
peareHToB Kak 2:1:1 cCOOTBETCTBEHHO, HE NPUBO-
Osmonmrnaemomy1,3-aMveTaHcyrnsoHUIMMEna30rMaVH-

6

4,5-guony. Tak, Npu yMepeHHON KUCNOTHOCTU 00~
pasyetcs N,N-6uc(metuncynbsdoH-aMmaomMeTuns)
mMeTaHcynbdoHamua (7) ogHoBpemeHHo ¢ 1 1 3,
a npu Gonee BbICOKOW KMUCMOTHOCTM ObpasyeTtcsa
NCKIMIOYNTENBHO 2.

CH,
I
" 0=S=0
0 SN ~ !
Nc o N
I | H,S0,; T=25°C; t=61 r
C + + 2 H,N —SO,CH;4 — o j o + 1 + 3
H/ \H H/C\\O - W ’NH HN\S//
H,C7 vy & N CH,

PaHee nonyyeHne 7 He Obino onuca-
HO B nuTepaTtype, O4HAaKO WMEKTCs [AaHHble
No CUHTE3y cxoxero coeauHeHus. Tak, N,N-
ouc[(TpudTopmeTuncynbgoHnn)ammHomeTnn]-
TpucptopmeTaHcynboHamug — obpasyetcss B
cpefe KOHLEHTPUMPOBAHHOW CEPHOM KUCIOThI.
CuHTEe3 npoBoasaT Ha npoTskeHnn 4 4 npu 40 OC
C NocneaywLwnm BblAEPKUBAHNEM pPEAKLNOHHON
Maccbl MpPU KOMHATHOW TemnepaTtype Ha npoTs-
xeHnn 20 4. [aHHble kacaTenbHO Bbixoga Mpo-
OykTa He ykasaHsbl [10].

lMpoBeneHne CUMHTE30B Mpu  COOTHOLLE-
HUK mMesunamug-dopmansaerna-rnmokcarb
Kak 4:2:1 coOTBETCTBEHHO He OaéT OXuaaemo-
ro 2,4,6,8-TeTpa(meTaHcynbdoHun)-2,4,6,8-
TeTpaa3abuumkno[3.3.0]-oktaHa, BMECTO Hero
npu pH = 1 - 4 obpasyetcs 1, a npu pH < 0 06-
pasyeTtcsi NNoxo pacTBopuMein B Boge 2. Obpa-
30BaHWe Kak MepBoro, Tak U BTOPOro nNobo4YHoro

320

7

NnpoAYyKTa HapyLwlaeT peakynoHHOe paBHOBECHKE.

KoHgeHcaumsa 1 ¢ rnuokcanem npum CcooT-
HOLIEHNUN peareHToB Kak 2:1 B ycnosudax no-
BbILUEHHOW KMCIIOTHOCTM MOKa3ana Cxoxue pe-
3ynbrarthbl.

B 3aknoyeHne MOXHO caenaTtb BbIBOA, YTO
Me3nnamma BCTynaeT B KUCIIOTHO-KaTtanumsunpye-
MYK KOHOEHCaUUK C cbopmanb,qerw,u,owl N MMNOoK-
canem, gaBas Kak UMKInn4eckne, Tak n He UnKrn-
YecCKkune npoayKrtbl, CTpPOEHMUE KOTOPbIX HAanpAMyr
3aBUCUT OT COOTHOLLUEHNA peareHToB.

OKCNEPUMEHTAIIbHAA YACTb
AMP — cnekTpockonuio COeANHEHUN pe-
rmctpupoBanu Ha npubope «Bruker AM-400»,
400,13 Mry ("H) 1 100,61 Mru (*C). MIK-cnekTpbl
COeOUHEHU perncTpupoBany Ha npubope «UH-
dppantom PT-801» B TabneTkax ¢ KBr.
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N, N ‘-an(metaHcynbcoHun)-

meTuneHamamuH (1)

B kpyrmogoHHyto Komnby, CHabXEHHY BepX-
HenpuBOAHOW MeLlankon, 3arpyxatot 4 r (0,042
Monb) Meaunamuga, 1,4 r OuUCTUNNMPOBaHHOW
Bogpbl, 1,71 1 (0,021 monb) 37 %-HOro BOOHOrO
pacTtBopa dopmanbiernga u npu nepemeLum-
BaHUM npukaneiBatoT 0,43 r 35 %-HOM consiHOW
kncnotbl. CMechb NnepemMeLLmBatoT NPy KOMHATHOW
TemnepaTtype Ha npotskeHun 1 vaca. Cnycrs
5-10 MmHYT HaumHaeTcs obpa3oBaHMe ocafka
Benoro uBeTa. [lanee cmecb BbliaepXMBaT 5 Y
Npy KOMHaTHOW TemnepaType C Nepuoanyeckum
nepemMeLLBaHNEM pPeaKLMOHHON MaccChl Kaxable
30 MuHYT. 1o ncTeyeHnn BpemMeHn 3arycTeBLUyto
peakuMoHHY Maccy pacnyckaiT B 8 mn ox-
NaXXOEHHOro 3TUMOBOIO CNMpTa C MOCHeayoLen
dunsTpaumen nog BakyymoM. [MpoMbIBKY mMpo-
OyKTa Ha punsTpe NpoBOAAT 5 M OXNaxaéHHoro
cnupta 1 10 mn amnatunosoro adupa. Cywar Ha
Bosayxe 6 4. MNMonyvatT 3,62 1 (w = 85 %) kpu-
cTannuyeckoro npogykra 6enoro ugeta ¢ T nn.
= 140-143°C. HangeHo (%): C, 17,94; H, 4,99;
N, 14,21. PaccuutaHo (%): C, 17,82; H, 4,98; N,
13,85.

UK-cnekTp, vicm™: 3318, 3034, 3014, 2937,
1438, 1411, 1335, 1317, 1286, 1139, 1086, 1030,
966, 824, 749.

Cnektp AMP 'H ((CD3)2S0; & m.4.): 7,96
(1, J=6.27, 2 H, NH); 4,33 (7, J=6.45, 2 H, CH,);
2,98 (c,6 H, CH,).

Cnektp AMP *C ((CD,),SO; & m.a.): 51,7
(CH,); 42,4 (CH,).

1,3,5-Tpuc(MeTaHcynbgOoHM)-rekcarngpo-
1,3,5-TpmasuH (2)

B KkpyrmogoHHyk  konby, CHabGXEHHYH
BEPXHENPUBOAHOM MeLLarnkon, 3arpyxatT 8 r
(0,084 monb) mesunamuga, 6,83 r (0,084 monb)
37 %-Horo BopgHoOro pactBopa dopManbaery-
Ja n npu nepemMeluMBaHMn npukanoiBawT 18 1
98 %-HoW CepHOWM KMUCMOTLI. YXe Ha cTagun Oo-
DaBneHnst KUCNOTbl HadMHaeTca ObicTpoe obpa-
30BaHMe ocagka 6Genoro uBeTa. PeakumoHHyHO
Maccy nepeMeLLMBaloT Ha NpoTskeHnn 3,5 yacos
npu 30 °C. Mo ncTeveHnn BpeMeHM CMeCb pacry-
ckatoT B 15 M oxnagEHHOM OUCTUNNPOBAHHOM
BOAbl C nocneayoLlen punstpaumen nog Bakyy-
Mowm. NMpombIBKYy NpogyKTa Ha unbsTpe nocneqo-
BaTernbHO npoBogAaT 20 M oxnaxgéHHoOM ANCTUI-
nupoBaHHon Bofbl, 10 MN OXnaxgEHHOM cMecn
aTtunosoro cnupta ¢ Bogon (1:1), 10 mn oxnax-
OéHHoro aTunosoro cnupta u 15 mn aAnaTnMNoBoro
acpupa. Cywar Ha Bo3gyxe 6 4. Nony4atot 8,84 r
(w = 98 %) kpuctannuyeckoro npoaykta 6enoro
ugeta ¢ T nn. = 263-265°C. MNpoaykT, nepekpu-
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ctannuaoBaHHbIn 13 N,N’-gumeTtun-gopmammaa,
nmeet T nn. = 292-294°C.

UK-cnekTp, vicm': 3030, 3015, 1331, 1265,
1191, 1149, 1030, 979, 948, 852, 795, 768, 698.

Cnektp AMP 'H ((CD3)2SO; & m.4.): 4,96
(c, 6H, CH,); 3,11 (c, 9H, CH,).

Cnektp AMP *C ((CD3)2S0O; d m.4.): 60,6
(CH,), 41,2 (CH,).

1,4-6uc(metuncynbcdonHun)-2,3,5,6-
TeTparmgpokcununepasuH (3)

B kpyrmogoHHyt  konby, CHabGXEHHy
BEPXHENPUBOAHON MeLLarnkon, 3arpyxatT 3 r
(0,031 monb) me3unamuga, 4,59 r (0,031 monb)
40 %-Horo BogHoro pactesopa rvokcans, 1,2 r
ONCTUNNMPOBaHHOW BOAbI U MpU NepemMeLunBa-
HUM BHOCAT 5,1 1 35%-HOWM COMSHOW KMCMOTHI.
Cmecb nepemelunBaloT Npu KOMHATHOM Temne-
paTtype Ha nNpoTskeHun 6 Yacos. Yepes 30 MUHYT
HauMHaeTcs BbiNageHue Oenoro Kpuctannuye-
CKOro ocafka. 3aTeM CMecCb BblOepXKuBatoT 4 OHS
npy KOMHaTHoOW TemnepaTtype. [pn 3TtoM npowns-
BOAAT nepemMelunBaHue Kaxable 24 4. o ncreve-
HUW BPEMEHM 3aryCTEBLUYI0 PEaKLMOHHYI0 Maccy
pacnyckalT B 8 Mn oxnaxaéHHon Boabl 40 06-
pa3oBaHUsi OAHOPOAHON CyCNEH3UN U PUNBTPYHOT
nop Bakyymom. [MpombIBKy NpOAyKTa Ha punsTpe
OCyLLEeCcTBAT nocrnegoatensHo 10 mn oxnax-
OéHHoM BOAbl, 8 M CMecu 3TUMOBOrO cnupTta C
Bogow (1:1), 15 mn guatnnosoro acupa. Cywat
Ha Bosayxe 6 4. MNonyyatoT 3,77 1 (w = 78 %) kpu-
cTannuyeckoro npogykra 6enoro usetac T nn.
=178 - 188 OC.

MK-cnekTp, v/icm-1: 3510, 3442, 3034, 2942,
1422, 1313, 1279, 1152, 1062, 1026, 964, 888,
774,677,599, 563.

Cnektp AMP 1H ((CD3)2S0O; & m.g.): 5,13
(c, 4 H, CH); 3,16 (c, 6H, CH,).

Cnektp AMP *C ((CD,),SO; & m.a.): 79,3
(CH); 43,3 (CH,).

2-(meTuncynbdoHamMMao)yKCycHass Kuc-
nora (4)

B KpyrnogoHHyto konby C MarHWTHOW Me-
LIAnKoOW, CHabXEHHY 0OpaTHbIM XOMOAUITbHU-
kom, 3arpyxatot 2 r (0,021 monb) me3unammga,
1,144 r (0,007 monb) 40%-HOro BogHOro pacTso-
pa rnuokcans, 0,8 r gUCTUNNIMPOBaHHOM BOAbI U
npv nepemeLwumnBanny BHocAT 9 r 35%-Hon cons-
How kmucnoTtbl. CmMecb NepemMellnBatoT 6,5 yacoB
npu Temneparype pasHon 70°C. 3atem Bblaep-
xumBatoT Hegento npu 0°C. o ncreveHnn Bpeme-
HW BbINaBLUWIA COUCTbLIA OCaA0oK OUILTPYIOT Mof,
BakyyMOM C MocriefoBaTernbHbiM NPOMbIBAHUEM
npoaykTa Ha unsTpe 5 M OXNaxXaEHHON cMe-
CV 3TUIOBOrO cnupTa ¢ H-rekcaHoMm (1:1) n 10 mn
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amaTtunosoro adwmpa. Cywar Ha Bo3gyxe 3 u.
Monyuyatot 0,44 r (w = 36,4 %) cnouctoro, 6ecu-
BETHOrO KpUCTanmnuMyeckoro npogykta ¢ T nn. =
168—174°C.

UK-cnekTp, vicm': 3256, 3012, 2999, 2963,
2932, 2676, 2557, 2459, 1712, 1434, 1411, 1331,
1247, 1147, 1113, 1015, 983, 898, 838, 754, 711,
659, 595.

Cnektp AMP "H ((CD,),SO; d m.a.): 7,42 (c,
1H, NH); 3,72 (¢, 2H, CH,); 2,93 (c, 3H, CH,).

Cnektp AMP 13C ((CD3)2S0O; d m.4.): 171,6
(C=0); 44,2 (CH,); 41,2 (CH,).

1,1,2,2-teTpakuc(metaHcynbdaHun-
aMuHo)3aTaH (6)

B KpyrnogoHHyto konby C MarHUTHOW Me-
LIarnKoW, CHabXEHHY 0OpaTHbIM XOMOAMUITbHU-
Kom, 3arpyxatot 2 1 (0,021 monb) me3un amuga,
0,762 r (0,005 monb) 40 %-Horo BOAHOro pacTBo-
pa rnuokcans, 1,6 r AUCTUINMPOBAHHOW BOAbI U
npv nepemelumBaHumn BHOCAT 4 1 35 %-How co-
NSIHOW KMCNoTbl. PeakumoHHyt0 Maccy nepeme-
wmBatoT npu 60°C Ha npoTskeHnn 4 vacos. o
NCTEYEHUN BPEMEHM CMECHb ynapuvBalT OO CO-
CTOSIHMSI CMOJbl HA POTOPHOM UcnapuTene, npu
TemnepaType 6aHu paBHoi 65 °C. [lanee Bbica-
XusatoT npoaykT 10 Mn oxnaxaéHHoro aLeToHa.
Bolgepxusatot 20 muH npu T < 5°C n dounetpytoT
nog Bakyymom. [pomMbIBKY NpoaykTa Ha dunsTpe
nNpoBogAT 8 MmN oxnaxgéHHoro auetoHa. Cywar
Ha Bosayxe 3 4. MNonyyatoT 0,5_1 (w =24 %) kpu-
cTannuyeckoro npogykta 6enoro ugeta c T nn. =
204 - 207 °C. HangeHo (%):C, 17,09; H, 4,63;
N, 13,75. PaccuutaHo (%):C, 17,90; H, 4,51; N,
13,92.

UK-cnekTp, vicm': 3292, 3247, 3023, 2939,
2459, 2336, 1228, 1146, 1085, 1061, 987, 966,
862, 780, 761, 662.

CnekTtp AAMP 'H ((CD3)2S0; & m.4.): 7,81-
7,79 (@, J=8.26, 4H, NH); 4,78 (m, 2H, CH); 3,06
(c, 12H, CH,).

CnekTtp AMP "*C ((CD3)2SO0; & m.A.): 67,1
(CH); 42,2 (CH,).

N,N-6uc(metuncynbdoH-amugomeTun)
meTaHcynbdoHamup (7)

UK-cnekTp, vicm': 3274, 3032, 3020, 2938,
1455, 1415, 1316, 1281, 1142, 1040, 983, 960,
922, 838, 786.

Cnektp AMP 'H ((CD3)2S0; & m.4.): 7,90
(T, J=6.44, 2 H, NH); 4,64-4,62 (g, J=6.51, 4 H,
CH,); 3,08 (c, 3 H, CH,); 3,00 (c, 6H, CH,).

Cnektp AMP "*C ((CD3)2SO0O; & m.A.): 54,6
(CH,); 41,5 (CH,); 41,1 (CH,).
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