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(57) 1. 1,2-AnxnopaTaHOBbLIN remycornsBaT 6-rmapok-
cu-2-(4-rvapokendeHnn)-3-[4-(NMmnepnanHoaToK-
cun)beHzonn]beH3o[b]tmodeHmapoxnopuaa.

2. Kpucrannuuyeckun 1,2-guxXnopaTaHOBLIA  reMu-
conbBaT no n. 1, uMerLMn cnegyolwyo andpakum-
OHHYIO KapTUHY PEHTTEHOBCKUX Ny4Yel, NOMy4EHHY0 C
MeZHbIM NCTOYHUKOM U3NYyHEeHUS:

MonoxeHne d-MHun Ilo
(AHrCTpeMm) (x100)
3,7999 4213
3,7662 57,09
3,6738 38,58
3,5701 18,50
3,5393 19,00
3,4622 39,57
3,3867 5,02
3,3321 4,33
3,2686 6,79
3,1535 14,86
3,0450 13,58
2,9028 12,30
2,8302 19,59
2,7544 12,30
2,6366 6,89

3. Kpucrannuyeckun 1,2-guxnopaTaHOBLIN  reMU-
conbBaT no n. 1, umerwmn cnegyloLylo andpakum-
OHHYIO KapTUHY PEHTIEHOBCKUX Ny4el, MONYYEHHYIO C
MeHbIM NCTOYHMUKOM U3NYyHEHUS:

MonoxeHne d-mMMHuiA I/o
(AHrCTpEM) (x100)
10,4311 22,64
8,9173 10,73
8,4765 5,31
8,0095 50,39
7,3068 4,23
6,6094 79,23
5,6196 22,34
54223 89,86
5,1959 11,81
5,0746 74,90
4,8017 100,00
4,7262 57,97
4,6569 53,35
4,5378 96,75
4,4376 10,83
4,3397 56,89
4,2782 48,23
4,2129 40,94
4,1037 12,80
3,9880 14,76
3,8863 8,17

MNonoxeHne d-mmHun Ilo
(AHrcTpem) (x100)
16,1265 3,80
10,3744 8,63
8,3746 5,29
7,9883 36,71
7,2701 5,06
6,5567 70,77
6,2531 6,79
5,5616 24,05
5,3879 100,00
5,0471 89,64
4,7391 85,96
46777 39,36
4,6332 62,60
4,5191 77,56
4,2867 36,82
4,2365 41,66
4,1816 49,60
4,0900 11,28
3,9496 11,85
3,7869 36,25
3,7577 56,16
3,6509 40,62
3,5751 15,65

a1 42716 (13 C2

ag) UA



42716

MonoxeHne d-rmHun I/lo MonoxeHne d-nmHun I/lo
(AHrCcTpEM) (x100) (AHrcTpem) (x100)
3,5181 21,52 5,4223 89,86
3,4964 18,53 5,1959 11,81
3,4361 33,60 5,0746 74,90
3,3610 6,21 4,8017 100,00
3,3115 4,95 4,7262 57,97
3,2564 7,36 4,6569 53,35
3,2002 3,80 4,5378 96,75
3,1199 15,77 4,4376 10,83
3,0347 14,84 4,3397 56,89
2,8744 9,67 4,2782 48,23
2,8174 10,82 4,2129 40,94
2,7363 11,51 4,1037 12,80
3,9880 14,76
4. 1,2,3-TpuxniopnponaHoBblii remmconseaTt 6-rmap- 3,8863 8,17
okcu-2-(4-rmapokendpeHnn)-3-[4-(nunepmanHO3TOK- 3,7999 42,13
cun)6eHzonn]beH3o[b]tmodeHmapoxnopuaa. 3,7662 57,09
5. Kpucrannuueckuin 1,2,3-TpMxXnopnponaHoBbIi re- 3,6738 38,58
MUcCOmnbBaT Mo n. 4, MeLWMIA creaylowyo audpak- 3,5701 18,50
LUMOHHYIO KapTUHY PEHTFEHOBCKUX Nyyewn, MosydeH- 3,5393 19,00
HYIO C MeOHbIM UCTOYHVKOM U3MYy4eHUs: 3,4622 39,57
3,3867 5,02
MonoxeHne d-rMMHWN 1Mo 3,3321 4,33
(AHrcTpem) (x100) 3,2686 6,79
10,4311 22,64 3,1535 14,86
8,9173 10,73 3,0450 13,58
8,4765 5,31 2,9028 12,30
8,0095 50,39 2,8302 19,59
7,3068 423 2,7544 12,30
6,6094 79,23 2,6366 6,89
5,6196 22,34

Hacrtosiee m300peTeHne OTHOCUTCA K HOBbIM
XMMUYeCKMM cnocobam nonyveHua 2-apun-6-rugp-
okcn-3-[4-(2-amnHoaTOKCM )6eH3oun]6eH3o[b]-Tmo-
¢eHoB.

0O630p crnocoboB NoNydeHUss apomaTnyeckux Ke-
ToHOB aaH Gore B Olah, Friedel - Crafts and Related
Reactions, v. 3, part I, Ch ap. XXXI (1964). O6bi4yHO
aLMMbHYIO KOMMOHEHTY M apomaTtuyeckun cybctpat
noagsepralT B3avMOAENCTBUIO B MPUCYTCTBUN KaTa-
nunsaTopa - kucnoTsl Jlbtonca - o nonydyeHus apoma-
TU4Yeckoro keToHa. Moaxoaswme kaTanusaTopbl — Ku-
cnoTel Jlblonca - Anst Takoro TMna peakLum BKIoYaT
MeTannranoungsl, Takme, Kak anioMuHARxXnopua, anto-
MUHMIGpoMua, xnopug xenesa (3), 6pomug xenesa
(3) n TpexdropucTtbii 6op. Cm. Olah, Friedel - Crafts
and Related Reactions, v. |, Ch ap. I, llln 1V (1964).

Knacc coeguHeHnn, nOMyv4eHHbIX HACTOSALLUM
cnocobom, 6bin Bnepsble onucaH B nateHte CLUA
Ne 4133814. B atom naTeHTe packpbIT psig crnocoboB
NONy4EeHUs TaKUX COEQNHEHNI, BKIOYAs aumnvposa-
HME COOTBETCTBYIOLWMM CNocoboM 3alMLIEHHbIX 2-
apunbeH3oTMoceHoB. B 3TOM naTeHTe packpbITo
npuMeHeHne deHaumnbHOn, raromadeHaunnsHoOm un
ankuIbHOW 3aWMTHBIX FPYyNn Ans PeHONbHbIX TMOPOK-
CUNbHBIX rpyNn. ANKunbHble 3alMTHbIE TPYNNbl yaa-
nsitoT, obpabaTbiBalOT eHOmMbHbIE MPOCThle 3dhmphl
nupuauHruapoxnopuaom. B atom nateHTe ykasaHo
TaKke, YTo (peHONMbHble METUNOBbIE 3MPbI MOXHO
paclennTb, He 3aTtparuBasi 3-apounankoKCUrpynmnbl
3a cyeT B3aMMOAENCTBUS C TPEXOPOMUCTBIM BOpOoM;

O[IHaKO, MPX 3TOM BbIXOA 3-apounansikoKcuameLleH-
HOro COeUHEHNS OKa3blBAETCH HU3KUM.

B cnocobGe, onucaHHom B nateHte CLIA
Ne 4358593, Mcnonb3yloT KOHKpeTHble nogxodiume
3alUMTHbIE TPYNNbl ANS MonyvyeHns 6-rmapokcu-2-(4-
mapokendeHnn)-3-[4-(2-aMMHoO3TOKCK )6eH30UIT]OEH-
30[bJtmoceHoB. TakMmMum NOOXOASALMMU 3ALLUTHBIMU
rpynnamu siBNSOTCA aueTunbHas, 3aluMILeHHas aue-
TMnbHasa, 6eH3onnbHasA, arkuncyrnbOHUIbHaAA |
apuncynbdoHunsLHaa rpynnel. B atom nateHte pac-
KpPbITO MPUMEHEHWE KIACCUYECKUX KaTanns3aTopoB
dpungena-Kpadrtca B peakunn auumnmpoBaHnsa 3a-
LWMLLEHHbIX  2-(4-rmppokcndpeHnn)-6-rmapokcmoeH-
30[bJtmocbeHoB, BKMOYasa Takue ranowabl MeTannoB
KaK anioMUHUAXNoOpUA, anioMuHAROpoMua, Xnopua
LUMHKa, Tpexdtopucteli 6op, TpexopomucTbin Gop,
TeTpaxnopua TuTaHa, TeTpabpoMua TuTaHa, xnopua
onoea, 6pomua onosa, TPEXXTOPUCTLIA BUCMYT W
xnopwup xenesa (3). Nocne aunmpoBaHns 3alnTHbIE
rPyNMbl yaansoT 00bIYHO B LLUENOYHbIX YCOBUSIX.

Hanbornee nonesHbiM coeguHEHVEM B 3TOW ce-
pun 2-apun-3-[4-(2-ammHO3TOKCU )BEH30UN]OEH-
3o[b]JmodeHoB siBNsieTca 6-rmapokcn-2-(4-rmgpokcv-
deHun)-3-[4-(2-nmnepnanHoOaTOKCH ) 6eH3ounn]6en-
30[bJtmocbeH. 3TO coeamHeHme, Takke Kak U cnocobbl
€ro nonydeHus1, Bnepsble ObINO packpbiTO B NaTeHTe
CLUA Ne 4418068. 9710 coepuHeHne npeacTaBnseT
€000l HECTEPOUAHBIN aHTUICTPOTEH, KOTOPbIA MOXHO
ncnonb3oBate A8 obrerdeHnst natanormyeckmux co-
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CTOSIHUIA OPraHoB, CBA3aHHbIX C AHAOKPUHHOW cncTe-
MOW 3aBUCSILLMX OT 3CTPOreHa.

YCOBepLUEHCTBOBAHHbIN Cnocob nonydyeHus 6-
rMAapoken-2-(4-rmapokcudeHnn)3-[4-(2-aMmMHO3TOK-
cun)6eH3onn]beH3o[b]TModeHOB packpbiT B NaTeHTe
CLUA Ne 4380635. 3T coeguHeHus nomnyyaroT B pe-
3ynbTate auunupoBaHua Ddpuagens-Kpadrca, wuc-
nosnb3ys B KAYeCTBe KaTtanuaaTopa antoMUHUAXIIOPUA
an-0-meTvnsawmweHHoro 6eHsolblmmodeHa. MNpome-
XKYTOYHBIV NMPOAYKT auunupoBaHus AEMeTUMPYIOT 3a
cyeT 06paboTKM peakLMOHHON CMEecM auunMpoBaHUs
COeQIMHEHMEM Cepbl, TaKUM, KaKk MEeTaHTUOI, 3TaHTK-
on, AMATUNCYNbMN M MeTUOHWH. K coxaneHuto,
NPOAYKT TakoN peakLuMn COAEPXUT psf HexenaTterb-
HbIX NPpUMecen, KoTopble TPYAHO yaanuTb M3 GeH3o-
TModheHa, BkNoYvas (HO He orpaHUYMBasiCb UMU) COMM
antoMVHNS U HEMNPUATHBIA OCTaTOYHbIM 3anax Tmona
unu cynbdmpaa.

[anonpHble coeanHeHust Gopa TakuMe Kak Tpex-
XIOpUCTbIN Gop M TpexbpoMUCTbIi 6op, NPUrodHbI
ANsi pacluenneHns apunMeTMnoBbIX NPOCTbIX 3MpPOB
Cwm. Bahtt and Kulkami, Synthesis, 249-282 (1983).
TpexbpomucTelli 6op paHee 6bin Mcnonb3oBaH AN
pacLluenneHns apuiMeTUnoBbIX MPOCTbIX 3¢mpoB B
6eH30TMobeHoBbIX coeanHeHuax. Cm. nateHT [ep-
Manum Ne DE 4117512 Al

B cootBeTCcTBUM C HacTosiMM K300peTeHvneM
aBTOpbl pacKkpbIBAlOT HOBbIM CNocob nonydeHus 2-
apun-6-rmapokcu-3-[4-(2-ammHo3TOKCK )OeH3oMNM]-
6eH3o[b]modeHoB. 3TOT cnocob nsobpeteHuss ume-
eT ps4 NpevMyLLecTB N0 CpaBHEHMUIO CO crocobamu
onucaHHbIMU B nuTepaTtype. B cnocobe HacTodALwero
n3obpeTeHns Mcnonb3ylT TpexdpoMucTelin 6op mmm
TPEXXOPUCTLIN BOp B Ka4yecTBe kKaTanu3aTopos aum-
NNpOBaHNA BMECTO antoMuHumxnopuga. ArnoMUHUA-
xnopwa TpyaeH B obpalueHnn, 0cobeHHO B MPOMBbILL-
neHHom macwrabe. Kpome Toro, Anst auMnnpoBaHus
W gearnkunMpoBaHust HeobxoauMbl GorbLuMe Konmye-
CTBa antOMUHUIAXIOPWAA, OObIYHO LIECTb 9KBUBASIEH-
TOB. ANIOMUHUNXTOPUA MPUBOAUT K oBpasoBaHuio
6onbLuUoro konuyecTea NOGOYHLIX MPOAYKTOB, COAEep-
Xalwmx antoMUHWA, KOTopble HepacTBOpPUMbI B pabo-
YMX pPacTBOPUTENsAX, U KOTOpble TPYAHO yAanuTb U3
dapmaLueBTUYecKn aKTUBHbLIX 2-apun-6-rmapokcn-3-
[4-(2-amnHO3TOKCM)BeH30UN]6EH30[b]TMOdEeHOB. Pe-
aKkuu1, KaTanusnpyemble antoMUHARXIIOpUa0oM, 00bly-
HO MPeACTaBnslT peakunn B reTeporeHHon cmecwu.
Cnocob e HacToswero u3obpeTeHuss OTHOCUTCSA
0ObIYHO K FOMOTEHHbEIM CMECsiM, U NoA0OHbIE NPOaYK-
Thl, cogepxalme 6op, pacTtBopvMMbl B pabounx pact-
Boputenax. [anee, AeankunMpoBaHue, KaTanuau-
pyeMoe anioMmuHuixnopuaom, Tpebyet nobaeneHus
MepkanTaHa unm cynbcmaa Ans paclenneHus an-
KNITapuIoBbIX MPOCTBIX 3MPOB C NONydeHneM guarn-
KNNCYNnbunaoB, Y KOTOPbIX O4EHb HEMPUATHLIN 3anax.
Takne mepkanTaHbl UnNu cynb@uabl MOXHO yaanutb
npu nepekpucTannusaymum; ogHako, B pesynbTate 06-
pasyeTcs pacTBOpuTErnb Kpuctannusaumm C BOHHYM-
My npumecsimm. Cnocob HacTtoswero n3obpeTteHus
NO3BOSAET UCKIIOYNTL MPUMEHEHME antoMUHUSA U BO-
HIOUMX MepkKanTaHoB M cynbdmaoB. O6blYHO, B U3-
BECTHbIX cnocobax obpasyeTcst 6oMbLUOE KONUYECTBO
POACTBEHHbLIX COEAMHEHWUA U MHOTO OCTaTOYHbIX CO-
new anioMrHMA B KOHEYHOM npoaykTe. [NpeacrtaBuTe-

NN POACTBEHHbBIX COEQUHEHUI BKINIOYAKOT 6-rmapoKcun-
2-(4-meTokcndpeHmn)-3-[4-(2-nmMnepuanHoO3TOKCKN )OeH-
3oun]6ensolb]modeH, 2-(4-rmppokcndpeHun)-6-meT-
oKkcu-3-[4-(2-nMnepmamHoO3TOKCU )6eH3omN]oeH-
3o[b]JtmodpeH, 6-mapokcu-3-(4-rmapokcmbeHsonn)-2-
(4-rvopokcndeHun)oeHso[b]tmodeH, nponun-4-(2-
NUNepPUOMHOITOKCK)TMOBeH30aT, MeTun-4-(2-nvnepu-
ONHO3TOKCW )-6eH3oar, 6-rmapokcun-2-(4-rmapokeu-
deHun)-3-[4-(2-nunepngnHoaTokev )-6eH3onn]-5-[4-
(2-nunepugnHoaTokcn)beHsoun]beHso[b]modeH n 6-
rmapoken-2-(4-rmapokcudernn)-3-[4-(2-nvunepngnHo-
3TOKCM)0eH30-1r]-7-[4-(2-nMnepunanHo3TOKCH )6eH30-
un]6eHso[b]tmodeH. NMobouHble NpoaykTsl 6Gopa ner-
KO yOansioTcs u3 KoHeyHoro npopaykta. Kpome Toro,
crnocob HacTosiwero n3obpeTteHus no3sonsaeT nsbe-
Xatb yganeHusi oTpaboTaHHbIX COEQUHEHWUI antoMu-
Husa. Ecnn peakuvio Beayt B 1,2-AnxnopaTtaHe, peak-
Uns sIBNSIeTCS FOMOTEHHOMW, YTO MO3BOMSET MCMOSb-
30BaTb Gonee BbICOKME KOHUEHTpauMM WM nomnyyaTb
KpUCTannuMyeckne CcomnbBaTthbl, KOTOpble IEerko Bbl-
Oensitb.

HacTosiwee wu3obpeteHne OTHOCUTCS K ycoBep-
LUEHCTBOBAaHHOMY cnocoby nonyveHus 2-apwn-6-
Mapokan-3-[4-(2-aMmHoaToKkCcK )6eH3omn]6eH3obl-
TMOheHOB, KOTOPbLIN BKMKOYaeT auMnMpoBaHHME CO-
OTBETCTBYIOLLWMM 00OpasoMm 3aLUMLLEHHOrO MCXOAHOro
COEQIMHEHVS1 N OearkunupoBaHue 3alMLLEHHbIX e-
HONBHUX IPYNN A0 NONy4eHUs LieneBoro npoaykta. B
COOTBETCTBUM C NPEANOYTUTENBHBLIM aCNeKTOM Ha-
cTosilero n3obpeTeHns ctagum auunMpoBaHus u ge-
ankWMMpoOBaHWsi OCYLLECTBMAOT NocnefoBaTeNbHO B
ofHOM peakTope. bonee KOHKpeTHO, HacTosiLLee n30-
OpeTeHne oTHOCUTCS K crnocoby nonydeHus kpuctan-
NMYECKOro cosbBaTa coeauHeHUs1 opMyrbl:

roe

R’ npeacraenseT BOOOPOA UMK TMAPOKCUN;

R? n R® HesaBMCMMO npeacrtaensaT C1-C4 ankmn,
urm R? n R® BMecTe ¢ cocefHuM aTtoMoM Kncnopo-
Oa o0bpasytoT re TepoUMKInYyeckoe KomnbLo, BbiGpaH-
HOE M3 rpynmnbl, COCTOSILLEN U3 MMPPOIMANHO, Nune-
PUAMHO, rekcameTUNEHMMMHO U MOPdIONIMHO; a

HX npeactaensaet HCI unu HBr;

KOTOPbIN BKIKOYAET CTaAuK:
(a) aumnmpoBaHusi 6eH3oTUOdEeHa POPMYbI:

d
Lo

T

R¢

roe
R* - npeacrtasnsieT Bogopos UM C1-Ca armnkok-
cn, a
R® - npeacraensiet C1-C4 ankun,
aumnupyromm areHtTom dopmynesl i:
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RE
/R
OCHzCHzN\ +HX
RE
i

roe
R npeacraenset xnop, 6pom nnu rmpgpokcun, a
HX, R? u R® umetor yKasaHHble paHee 3HaYeHus,

B NMPUCYTCTBUN BX'3, roe X npeacraenseT xmnop
nnm 6pom;

(b) mearkmmmpoBaHust ogHow unu Gonee m3 de-

HOMbHUX FPYNMN 3a c4eT B3aMMOAeNCcTBUsA C 4OMor-

HUTENbHbLIM KonnyectsoM BX3, rge X umeer yka-

3aHHblE paHee 3HaYeHs ; N
(c) BblAENEHNS KPUCTANIIMYECKOTO CoNbBaTa.
[pyrMMm acnektom HacTosLwero n3obpeteHns se-
NSTCS KpUcTannnyeckme conbBaTbl 6-rmapokcu-2-
(4-rmpgpokcndeHun)-3-[4-(2-nunepuanHoaToken )-6eH-
3oun]6eHso[b]mmodeHmapoxnopuaa, KoTopble siBMs-
HOTCS HOBBIMU NpoAyKTaMu crnocoba n3obpeTeHwus.
Hacrosiwee nsobpeteHre OTHOCUTCS Takke K HO-
BbIM crnocobaMm nonydyeHust HecosbBaTUPOBaHHON
KpucTannmyeckon gopmbl 6-ruapokcn-2-(4-rmgpoken-
deHun)-3-[4-(2-nmnepugnHoaToken )-6eH3onn]oeH-
30[b]TMocbeHMapoxnopunaa, BKOYaoWmMmM cTagnm:
(a) aumnmpoBaHus 6eH3oTMOdDeHa dopmyrbl I

IT

R.!‘

roe
R* - npeacraBnsieT Bogopon um Ci-Ca arnkok-
cu, a
R® - npeacraensiet C1-Cq ankun,
aumnupyromm areHtom gopmynel li:

0O
R5

rR3
. AL
OCﬂgCHgN\ -HX
2
Ru
I1T
roe
R npeacraenset xnop, 6pom nnm rmgpokcun,
HXnpeactasnaet HCI unu 6Br; n
R2 u R® BMecTe ¢ cocegHuM aTomMoM asoTa obpa-
3yIOT pyNny NUNepuanHo;
B MPUCYTCTBUU BX'3, rne X npeacraensieT Xxnop
unu 6powm;
(b) peankunmpoBaHus OeHONbHBLIX TPYNM auum-
POBaHHOIO NMPOAYKTa CO CTaguu (a) 3a cyeT B3au-
MOOENCTBUA C  [AOMNONHUTENbHBIM  KONMUYECTBOM

BX3,rge X uMeert ykasaHHble paHee 3HauYeHus,

(C) BblOENEHMSA KPUCTanNM4eckoro comnbBaTta Co-
eanHeHus gopmyneol |

/R
OCH,CHz N

rZ

Rl

roe

R’ npeacraensieT rMAPOKCnN; 1

HX, R? n R® umetot yKasaHHble paHee 3HayYeHus;

(d) ocywecTBneHns B3auMOOENCTBMSA yKa3aHHOIO
KpuUCTanmM4yeckoro conbBata B MeTaHone unu B
CMecu MeTaHoa U BoAbl NPUMEPHO C OAHUM 3KBU-
BaNeHTOM OCHOBaHWs,

(e) HeobsA3aTENBHOIO 3KCTpaArMpoBaHWs pacTBopa
co cragnn (d) anmdatmyeckum YrneeBoAOpPOaHbIM
pacTBopuTENEM,

(f) nobaBneHVst NpYMepHO OAHOrO 3KBMBAreHTa
COMSIHOW KUCNOTbl K METaHONMbHOMY pacTBopy, Mo-
nydeHHoMmy Ha ctagum (d) unu (e), n

(g) BblOENEHVsT HeCONbBATUPOBAHHOIO KpucTan-
TNINYECKOTro CoeAUHEHUS.

B npegnoytMtensHom acriekTe HacTosILLEro M3o-

OpeTeHVsi NepemeHHble B Bbilleyka3daHHOM criocobe
UMelT cneayloume 3HadeHus: HX npepcrtaensiet

HCI, BX'3 npeactaenset BCls, anudatmyeckum yr-

NeBOAOPOAHBIM pacTBOPUTENEM SABMSETCA reKcaH
UK renTaH, a OCHOBaHMEM SABMSETCH MMAPOKCNA Ha-
TpUS.

HacTtoswee um3obpeTeHne OTHOCUTCA Takke KO
BTOPOMY CNOCOOy MOMNy4eHUs HecorbBaTUPOBaHHOM
Kpuctannmyeckon gopmbl 6-rmapokcu-2-(4-rmapoken-
deHun)-3-[4-(2-nmHepuanHoaToken )-6eH3onn]6eH-
30[b]JTmobeHmMagpoxnopuaa,  KOTOpbIN BKIHOYaeT
cTaguu:

(a) aumnmpoBaHusi 6eH3oTrodeHa opmynbi |l

L
RSOT X S

II

roe
R* npepacraenset C1-C4 ankokeu, a
R® npeacraensiet C1-Cq ankun,

anuumpylolwmm areHTom copmynsi i

]
RG
3

/R
OCH,CH N, ) HX

ITI R

roe
R® npencraenseT xnop, 6pom unv rmapokcun,
HXnpeactaesnaet HCI unu HBr, a
R2u R® Bmecre ¢ cocegHMM aToMoMm asoTa obpa-

3YIOT NUNEepPUANHO-Ipynny B NPUCYTCTBUN BX'3, roe

X' npeacTaBnsieT Xnop unm Gpom;
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(b) peankunupoBaHus beHOMNbHbLIX FPYNN NPOAYK-
Ta auunupoBaHusa CO cTagum (a) 3a cyeT B3aMMO-

[encTBnA C JOMNONHUTENbHBIM KONMYECTBOM BX'3,

roe X vMMeeT yKasdaHHble paHee 3HauYeHus;
(c) BblAENEHMA KpuCTannMyeckoro combeaTa Co-
eanHeHmns copmynbi |

R3
= OCH2c32N< . HX
iL l R?
HO™ XN

RI
15
roe

R npencraensieT mapokoin; u

HX, R u R® umetor yKasaHHble paHee 3HaYeHus;

(d) pacTtBOpeHuss yka3aHHOrO KpUCTanInMyeckoro

conbBaTa B ropsideM pacTBope MeTaHoma B BOAE;
(e) HeobsizaTENbLHOrO CUNBTPOBaAHMSA pacTBoOpa
co ctagum (d);

(f) KoHUeHTpMpOBaHUA pacTtBopa co ctagum (d)
unu (e) NneperoHKomn; n

(9) BblOENEHMS HeCcoNbBaTUPOBAHHOIO KpucTan-
TNINYECKOro CoeAUHEHMUS.

B npegnoytMtensHoM acrnekTe HacTosILLEro M30-
OpeTeHVst NnepemMeHHbIe B YkazaHHOM Bbilwe criocobe
“MeHoT crieayolLme 3Havenwsi: R* npeacrasnsiet met-
oKeum, R® npegcraeBnseT MeTun, R® npegcraendeT

xrop, HX npeacraensiet HCI, a BX'3 npencraengeT

BCls.

B BbllweykasaHHbix dopmynax TepMuH "C4-Cy
ankun" OTHOCUTCA K HepasBETBNEHHOW arkuibHON
Luenoyke, cogepxallen ot 1 oo 4 aTomoB yrnepoaa.
O6blyHO C1-C4 ankunbHble rpynnbl BKIOYAKT METUN,
a™n, H-npommn u H-6ytun. Tepmun "C4-C4 ankokcmn"
npegcraenseT Takue rpynnbl, Kak METOKCU, 3TOKCK, H-
npornokcu u H-6ytokcu. MNpeanodtTnTensHOWM rpynnomn
C+-C4 ankokcu aBngeTcs MeTokcu. TepmuH " mornsp-
HbI 3KBMBaNEeHT" B TOM CMbICIe, KaK 3JeCb MUCMOosb-
30BaH, OTHOCUTCS K KONMWYECTBY MOJSIEA peareHTa
TpexranomgHoro 6opa No OTHOLUEHWMIO K KOMMYECTBY
MOIe UCXOAHOro OeH30TMOMEHOBOIO COEANHEHMSI.
Tak Hanpumep, TPU MUNIMMOnNs Tpexxnopuctoro 6o-
pa, KoTopble B3aMMOOENCTBYIOT C OOHWM MMWMMMMO-
nem 6eH30TMOdEHa, COOTBETCTBYIOT TPEM MOMSIPHBIM
SKBUBAsieHTaM TpEeXXiopucToro bopa.

TepmuH "combBaT"' OTHOCWUTCSI K arperary, KOTO-
pbii COOEPKUT OHY nnn Gonee u3 Monekyn Takoro
pacTBOPEHHOIO COeAUHEHUs!, Kak coeavHenne dop-
Mynbl |, ¢ Monekynon pacteoputens. lNpeacraesutenu
CONbBaTOB SIBMSIOTCS COMbBaThl, 0bpa3oBaHHble C
MeTuneHxnopmaom, 1,2-auxnopataHoM, Xropogop-
Mom U 1,2,3-TpMXnopnponaHoMm.

Cnocob HacToswero uM3obpeTeHns MOXHO Mpu-
MEHSATb AN MONydeHUs COeaAVHEHW, obnagarLmx
@HTWACTPOreHHOW N aHTUaHOPOreHHOW aKTUBHOCTLIO.
Cwm. nateHT CLUA Ne 4418068 n 4133814. lMNpepacTa-
BMTENW coeanHeHWn chopmynesl |, npoaykToB cnocoba
HacTosLLero u3obpeTeHus, BKMOYaKT criegylolme
coeauHeHus:  6-rmapokcun-2-coeHnn-3-[4-(2-puvetun-

amuHoaToKCcKn) BeH3oun]6eHsob]tmodeH, 6-rmapokcn-
2-(4-rmppokcundeHnn)-3-[4-(2-aumeTMNamMmmHOITOK-
cn)beHsoun]-6eH3o[b]modeH, 6-rmapokcn-2-cpeHun-
3-[4-(2-gnatmnammHoaToKCKn oeHsonnl-6eH3ob]tmo-
deH,  6-rmapokcu-2-(4-ruapokendpermnn)-3-[4-(2-mm-
3TMNamMmnHO3TOKCK JoeH3oumn]6eHsolbltmodeH, 6-rmap-
okcn-2-cpeHun-3-[4-(2-aMm3onponnnamMmmHO3TOK-
cn)beHsoun]6eHsobltmodeH, 6-rmapoken-2-(4-rmop-
okcndeHun)3-[4-(2-gum3onponunaMmmnHoO3TOKCH )-6eH-
3oun]6eHsolblmodeH, 6-rmapoken-2-cdeHun-3-[4-(2-
ON-H-OyTmnaMuHoaTokcn)6eH3oun]oeHso[bjmodeH,
6-rmapokcmn-2-(4-rmapokcudpeHun)-3-[4-(2-gn-H-6yT-
MN-aMUHO3TOKCU-6eH3oun]6eH3o[b]tmodeH, 6-rmap-
oKcn-2-peHnnN-3-[4-(2-NMpponNnanHO3TOKCH )oeH30-
unjoeHso[b]tmoceH, 6-mapokn-2-(4-rmapokendeH-
un)-3-[4-(2-nnpponuanHoatokev)beH3omnn)oeH-
3o[b]JmodeH, 6-rmpgpokcun-2-peHnn-3-[4-(2-nunepumm-
HO3TOKCW oeH3oun]6eHso[b]tmodeH, 6-rmapokcn-2-(4-
rmapokeneHmnn)-3-[4-(2-nunepuanHO3TOKCK )BeH30-
un]6eHso[b]JmmodeH, 6-rnapokcn-2-ceHnn-3-[4-(2-rex-
caMeTUNEHUMUHOITOKCN )6eH3omn]6eH3olbl-TmodeH,
6-rnapokcu-2-(4-rmapokcndeHmnn)-3-[4-(2-rekcameTu-
NeHUMMHO3TOKCM )oeH3oun]oeH3olb]tmodeH, 6-map-
okcu-2-cpeHun-3-[4-(2-mopdonnmHoaToKkCcK )6eH30mM]-
O6eHso[b]mmodeH, 6-rmapokcn-2-(4-rmapokcmdeHnn)-
3-[4-(2-mopdonnHoaTokcKn)beH3omn]beH3o[b]TmodeH.

MpeaonoyTMTenbHLIMM NPOAYKTaMU NpenrioKeH-
HbIX CNOCOBOB ABNATCA coeAuHeHus dopMynbl |, B
koTopbix R' npeacraensieT mapokeun, R? n R® Bmec-
Te C cocegHuM aToOMOM a3oTa o6pasyloT nMpponuam-
HO, MUMNEPUAMHO, UNWN FEeKCAMETUNEHNMUHO Tpynmny.
MpeacraButenbHble COeAVHEHWS C TakMMuK npen-
NOYTUTENBHLIMW TPYMNaMn BKIOYAKOT 6-rMapoKcu-2-
(4-mppokcndeHnn)-3-[4-(2-nMpponManHOSTOKCH JoeH-
3oun]6eHso[bltmodeH, 6-rmapokcu-2-(4-ruapokcude-
HUIN)-3-[4-(2-nuNnepnanNHO3TOKCK )6eH30MM|OeH-
3o[b]Jmoder un 6-rugpokcn-2-(4-ruapokendperHnn)-3-
[4-(2-rexcameTMNEHUMUHO3TOKCH )-6eH30UN]OEH-
3o[bJtmocpeH. Bornee npegnoyvTUTENbHBI NPOAYKTHI
HaCTOHUJ,erozmsoﬁspeTeHMﬂ - coeavHeHust hopmynbl |,
B koTopbIX R“ 1 R” BMecTe ¢ cocegHum atoMom a3oTa
00pa3yloT MUPPONMAMHO UMW MUNEPUOMHO TPyMny.
MpeacraBuTenbHble NPOAYKThI U3 3ToM Gonee npen-
NOYTUTENbHOW [PYNNbl COEOAVHEHUN BKNOYalT 6-
rmapoken-2-(4-rmapokendpernn)-3-[4-2-nvppomamn-
HO3TOKCWK oeH3oun)beH3o[b]tmodeH n 6-rmgpokcu-2-
(4-rmppokcndeHun)-3-[4-(2-NunepuanHo3ToOKCnN )6eH-
3oun]6eHso[b]modeH. Hanbornee npeanoyTUTENb-
HbIM MPOAYKTOM HacTosILLEro n306peTeHus, ABnseTcs
coeanHeHe opmynbl |, B KOTOPOM R’ npencraeng-
et rmgpokeun, a R n R® Bmecrte ¢ cocegHMM aTOMOM
a3oTa obpasyloT nunepuanHo rpynny. Takum Hambo-
rnee npeanoyTUTENbHbLIM COEIUHEHUEM SiBRsieTcs 6-
mapoken-2-(4-rmapokcndeHnn)-3-[4-(2-nunepngnHo-
aToKCK)6eH3omn]6eHsolbltmodeH.

CoepavHenusa copmyn Il n lll, ncxogHble marte-
puanbl HacTOSALEro M300peTeEHNs MOXHO MNOMYYnTb,
MCnonb3ysi CTaHAapTHblIE MEeTOAbl CYHTE3a OpraHuye-
ckon xumun. WcxogHoe coepuHeHune copmynsl
MOXHO NEerKo MONy4uTb CUMHTE3OM, KOTOpbLIN npen-
CcTaBneH B npumMepe nonydeHus 1 v naobpaxeH Ha
cxeme |.



42716

Cxemall
Scheme |

HSUORS RS
. O\,K‘ Br
o
o
:aso\@,s\)k@\ /@l
I
R RS0 2 @

il

Rré

CoegvHenus dopmynel I, roe R* npegcraengeT
C+-C4 ankokeu, a R® npeactaensaeT C1-C4 ankun, mo-
XKHO MONy4MTh, BHayarne nogsepras B3anMoaencrauto
3-ankokcmbeHsontnon c 4'-ankokcudeHaumnbpomu-
AOM B MPUCYTCTBUWM CUNBHOIO OCHOBaHwus. MNoaxoasi-
LLMe OCHOBaHMA ANsl 3TOro MpeBpalleHus BKIHOYAOT
(HO He orpaHMuMBaloTCA WMMMU) TMAPOKCUMA Kanust n
rmapokena HaTpus. Peakumio oOblYHO BeAyT B 3TaHO-
1le UM B CMecu BOAbl M 3TaHOme Npu TemnepaTtype
ot okoro 0°C po okono 50°C. Cnegywowasa cragus
aBnsieTca  uuknusauuwen 3-ankokcudeHundeHaumn-
cynbdmaa. Linknusauuio obelvHO BeayT, Harpesas 3-
ankokcuderngeHauuncynbdung B nonndoctopHoi
kmucnote. OBbIYHO UUKNM3auMo BedyT Npu Temnepa-
Type ot okoro 80°C pgo okorno 120°C, npeanouyTu-
TenbHo, ot 85°C go 90°C. beHsoTnodeH dopmynbl I
0ObIYHO OUMLLAIOT 3a CYET NnepekpucTanmaaumm. Tak
Hanpumep, ecnu R* npeacTaBnsieT MeTokon, a R®
npeacraenseT MeTun, coeguHeHne gopmynsl Il Mox-
HO MepekpucTannusoBaTtb 13 aTunaueTara.

AunnupyloLuMin - areHT gns  paccmaTpuBaemoro
cnocoba, coeanHeHne dopmynel lll, MoxHO non I/ITb
KaK nokasaHo Ha cxeme I, rqe nepemeHHble R%, R
R® n HX umetor yKasaHHble paHee 3HayeHus, a R
npeacraenset C1-C4 ankun.

Cxema ll
Scheme Il
RZ
[ H
e
7NN D\Q( T
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III

O6blvHO, C1-C4 anknn-4-rmapokcvbeHsoat anku-
nmpytoT 1-[2-xnopamn]-nMnepMaMHoOM B NPUCYTCTBUM
HEOpPraHMYeckoro OCHOBaHWSA, W  CHOXHO3(UPHYIO
rpynny MAPONM3YIOT A0 MOnydeHus COeIMHEHWIA
dopmynel I, roe RS npegcraengaet rmgpokeng. Moga-
xogswme ans 9Toro  ankuMmMpoBaHUs OCHOBAHMWS
BKIOYal0T kapboHaT kanms u kapboHat HaTpus. MNoa-
XOOAWMMU ANS TaKoro arkuiMpoBaHWsi pacTBOpuUTe-
NSMU ABMASIOTCA Takne He peakUMOHHbIE MONSpHbIE
opraHmyeckme pacTBOpPUTENU, KaK METUINITUNKETOH 1
anmetundgopmammg. CroxHbIA 3dup rMaponusyioT,
MCnonb3ysi CTaHOapTHble CrNocobbl CMHTE3a, Hanpu-
Mep, peakuuio arkuiMpoBaHHOIO MPOMEXYTOYHOIo
CcoeauHEeHUs1 C BOAHOW KUCMOTOW WMIU OCHOBaHUEM.
Tak, HanpumMmep, 3TUMOBbIN CAOKHbLIA 3cnp Nerko rma-
ponuayetcst B peakumto ¢ 5N rmapokengom Hatpus B

cMelUMBaloLWeMcs ¢ BOAOW OPraHMyYeckom pacTBOpu-
Tene, Hanpumep, metaHorne. B pesynbtaTte nogkuc-
NEeHNst peakLUMOHHON CMEeCK KOHLEHTPUPOBAHHON CO-
NAHON KUCMNOTON I'IpVIBO,El,I/ITK NoMy4eHU0 CoeaMHEHUs
dopmynel lll, rae R® npeacraensieT rMApPOKCUs, B BU-
[e conu - rmgpoxnopuaa.

CoepavHenunsa dopmynbl I, roe R® npegcraendeT
Xop unu 6pom, MOXHO NOMy4UTb B pesynbTaTe ra-
nonauposaHus coeanHeHu dopmynel I, roe R
npeacraenseT rapokenn. [Moaxoasiwme ranownmm-
pyloLme areHTbl BKIYaloT OKcanunxnopug, TMOHUI-
xnopua, TMOHMNGpoMua, TPexOpoMUCThIN cbocq)op,
TpudocreH n docreH. MpeanovtnTensHO, YTOObI R®
npeactaenan xnop. MNMoaxoaswme pactBoputenu ans
3TON peakuumn BkNOYaT MeTunenxnopug, 1,2-gu-
xnopbeHson, xnopbeHson u 1,2-guxnopataH. Mpea-
NOYTUTENBHO BECTU pPeakLmMio ranovavpoBaHisi B TOM
e pacTtBopuTene, YTO M MOCMEAYIOWY peakumto
aumnupoBaHusa. Katanutnyeckoe KonuMyecTBo Aume-
Tundopmammga, ot okono 0,05 go okoso 0,25 akBK-
BaneHToB, 406ABMAIOT B peaKLMOHHYI0 CMECh XIopu-
poBaHusa. Ecnn peakuuio Begyt B 1,2-gnxnopaTtaHe,
peakuus 3aBeplUaeTcsi 3a NPOMEXYTOK BPEMEHU OT
okosno 2 oo 5 4acoB npu TemnepaTtype 0|<ono 47°C.
CoepgumHenuns copmynsl lll, B KOTOpPbIX C R® npegcra-
BMSIET XN0P, MOXHO XpaHUTb nNMbo B TBEpAOM BUAE,
nnbo B pacteope, NGO B CMECU C METUIEHXIIoOpU-
aom, xrnopbeHsonom, 1,2-guxnopbeHsonom munun 1,2-
anxnopataHom. [MpegnoytmTensHO BECTUM peakumio
XITOPMPOBAHUA U auNIMpPOBaHUa NocrneaoBaTenbHO B
OZIHOM 1 TOM X€ peakTope.

2-apun-6-rmapokcun-3-[4-(2-aMmHoO3TOKen )6eH30-
un][b]modeHbl MOXXHO MONYYMTb auunMpoBaHUEM U
nocregylowmMm  gearkunvpoBaHnem  peHOmMbHbIX
rpynn Ha ABYX pasfuyHbIX CTagusix, Unu nocrenosa-
TENbHO B OAHOM peakTope. [MocTtaguiHbIi CUHTE3
onucbiBaeTcs Aanee. AuMnMpoBaHHOE MPOW3BOAHOE
6eH3oTnobeHa, coeamHeHme popmMynbl IV MO)KHO no-
HWMTb Kak nokasaHo Ha cxeme lll, roe R R R R
R® 1 HX umetot yKasaHHble paHee 3HaYeHus.

Cxemal lll
Schemel lll
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O6bl4HO GeH3oTMOodeHOBOE Npon3BoaHoe Il aum-
NMpytoT coeanHennem cdopmynbl I, ncnonb3ya Tpex-
XIOPUCTBLIA BOp unn TPeXOPOMUCTLIN BOp B KayecTBe
KaTanusaTtopa auunupoBaHus. Peakuuto BeayT B Ta-
KOM OpraHuM4yeckoM pacTBopuTerne, Kak xrnopGeHson,
MeTunenxnopug, 1,2-guxnopataH, 1,2-aMxnopo6eHs-
on, GpombGeHson, xnopodgopm, 1,1,2,2-TeTpaxnop-
aTaH, 1,2,3-tpuxnopnponaH nnu propbexson. Mpea-
NoOYTUTENBLHO NMPOBOAUTL ALMMMPOBaHME B METUIIEH-
xnopugae, xnopbexsone unu 1,2-guxnopartaHe. bonee
npeanoYTMTENbHO NPOBOAUTL CTaAMI0 aLMNMPOBaHUSA
B MeTuneHxnopuae. CKkopocCTb aLMnMpoBaH1sa coeam-
HeHus copmynbl Il U ckopocTb AeankunUpoBaHuA
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eHonbHUX admpos dopmyn Il n 1V, meHsatoTca B 3a-
BUCMMOCTM OT Bblbopa pacTBopuTend, Temnepatypbl
peakumn n Bbibopa Tpuraromnga Gopa. Tak Kak co-
eanHeHmnsa cdopmynebl |l cogepkat ogHy unmn 6onee n3
He3alMLLEeHHbIX (PeHOMNBHUX PYMM, X He Nerko aum-
nmMpoBaTtb B TaKWX YCNOBUSAX, N CTENEHb Aeankuimpo-
BaHUSA criefyeT CBECTM K MUHMMYMY. Tak Kak Tpex-
6pomucTeinn 6op Hanboree npepnodTUTENEH ANA Ae-
ankummpoBaHus eHonbHbIX 3dMpPOoB, NpeanoyvTuTe-
NbHBIM Tpuranongom Gopa Ans katanusa auunupo-
BaHUSA SBNSETCA TPeXXTopUCTbIN 6op. [nd peakuni ¢
KaTtanu3aTtopoM TPexXxopuUcTbiM OOpoM B MeTUNeH-
Xropuae peakumio aunnMpoBaHus MOXHO NMpPOBOAUTL
npy KOMHaTHOW TemnepaTtype, ¢ MUHUMarbHbIM Je-
ankunMpoBaHuem coeamHeHui cdopmynsl Il n 1V. B
APYMX pacTBOPUTENSIX peakuuio auunmpoBaH/s Be-
AyT npu Goree HM3KMX TemnepaTypax, Takux, Kak
-10°C po 10°C, ans TOro, Yyto6bl CBECTU K MUHUMYMY
CTeneHb AeankmnmpoBaHus B peakumMn UCXOAHbIX Ma-
Tepuarnos u npogykTta. Ecrim R® npepcrasnsieT xnop,
ANS peakuy aumMnmpoBaHus HeobxoanMmbl, MO Kpau-
Hen mepe, 2 MOMSAPHbLIX 3KBUBANEHTa Takoro peareH-
Ta, Kak Tpwurarnoug 6opa. Ecnu B KauecTBe aummm-
pyloLlero areHTa WUCMNomnb3yloT GEH30MHYI0 KMCRoTy
(R6 = OH), Torga 06bIYHO MCMONbL3YIOT MNATbL 3KBUBA-
neHToB Tpuranounga 6opa. CoeanHeHne dopmynsl IV
MOXHO BblAeNMTb B BUAE CONU - rmapobpomuaa mmm
rTMAPOXNOpUMAA, UNn B BUAE CBOGOAHOINO OCHOBaHMS.

B nocrtagumHom cnocobe aumnupoBaHHOe Npo-
MeXYyTouHoe coednHeHve (coeamHeHne dopmynebl V)
AeankunupyloT 40 NONydeHWss coeamHeHus opMyrbl
|, kak nokaszaHo Ha cxeme |V, roe R1, Rz, R3, R4, RS
n HXmeloT ykasaHHble paHee 3HayeHus.

Cxema IV
Scheme IV
Jf/\l OCHCENY - HX
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CoeavHeHne copmyrbl 1 MOXHO NOMyYMTb Npuy
B3aMMOLENCTBMM MTMAPOXITOPUAHON UM rMApo6pomMu-
AHOW conu coeamHenus cdopmynbl 1V ¢ Tpexbpommc-
TeiM 60pom nnu Tpexxnopucteim 6opom. Mpeanoytn-
TENbHbIM TpuranongoMm 6opa Ans AeankunupoBaHus
aBnseTcs TpexdopoMucTbin 6op. Takylo peakuuio ge-
anknuIMpoBaHUS MOXHO BECTM B PasfIMYHbIX OpraHu-
YECKUX PacTBOPUTENSIX, TaKUX Kak MEeTUNEeHXIopua,
1,2-gnxnopataH, xnopodopm, 1,1,2,2-TeTpaxnop-
aTaH, 1,2,3-TpuxnopnponaH, 1,2-guxnopbeH3on umm
dTopbeH3on. [lMpegnoyTMTenbHbIM pacTBOpUTENEM
asnsietca 1,2-guxnopataH. Ecnn B kavectBe ncxop-
HOro COEMHEHWA UCMOMb3YIT COMb NPUCOEMHEHMS
KMCNOTbl, KonmMyecTBo nobouHoro npoaykta, obpa-

3ylollerocs Npu AearnkunmpoBaHUM aMUHOSTUIbHON
rpynnbl, CBOAMTCS K MUHMMYMY. Ecnin B kadecTBe pa-
CTBOPUTENS WUCMOMb3YT METUNEHXTOPUA, a peareH-
Tom 6opa sBnseTca TpexdiopucTeii 6op, peakumio
0o6bI4HO BeayT Npu TemnepaType oT okono 55°C po
okono 75°C, nonyy4asi coeguvHexne copmynbl | 6e3
3aMeTHOro OTWENMEeHUss aMUHOSTUIBHOW rpynnbl. B
TakuX Apyrmx pacTBopuTensx, kak xmopodopm, 1,2-
anxnopaTtaH, 1,2-guxnop6eHson wunu dgropbeHson,
AeankunmpoBaHue NPOUCXoaNT NErko NPy KOMHATHOWN
TemnepaTtype. Tak Hanpumep, ecrM pacTBOpuUTeNnemM
aBnseTcs 1,2-OuxnopaTaH, peakuuio obblyHO BeayTt
npu 25°C - 35°C 6e3 3aMeTHOro OTLENIEHNST aMUHO-
3TUNMbLHOW rpynnbl. [na 3aBeplleHnss peakuun B pa-
3yMHOe BpeMsi OObIYHO MCMOMb3YIOT YeTbipe IKBUBA-
neHTa peareHTa - Tpuranounga 6opa.

MpeagnoytmtenbHO nonydaTe coeaMHeHuss op-
Mynbl | B peakuumn "B OQHOM peakTope", CMHTe3npys
ux n3 coegmnenmnn dpopmyn Il m lll, kak NnpeacTaBneHo
Ha cxeme V, roe R1, Rz, R3, R4, R5, Re, n XH nmetot
yKasaHHble paHee 3HaYeHus.

Cxema 'V
Scheme V
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BeHsoTnodeH coeavHeHnnsa dopmynel Il aumnu-
pyloT coeguHeHnem opmynbl Il B npucyrcteum
Tpexxnopuctoro 6opa wunu Tpexdpomuctoro 6opa;
TPEXXopucTbii 6op npegnoyTUTEneH Ans cnocoba
"B 04HOM peakTope". Peakumio MOXHO BECTU B TakUX
pasnuuHbIX OpraHN4Yeckux pacTBOpUTENSX, Kak Xro-
podgopm, metunenxnopug, 1,2-guxnopatax, 1,2,3-an-
xnopnponat, 1,1,2,2-teTpaxnopaTtaH, 1,2-guxnopbeH-
30n unu dropbeHson. MpeanoyTMTenbHbLIM pacTBO-
puTeneMm Ans 3TOro cuHTesa siensietcsa 1,2-guxnop-
aTaH. Peakumto Begyt npu TemnepaType OT OKOSo
-10°C po okono 10°C npegnoututensHo, npu 0°C.
Peakunto nyyqwe BecTy Mpu KoOHUeHTpauun 6eH3o-
TMoeHOBOro coeAuvHenuss copmynbl || oT okoro
02M po okoro 1,0 M. Peakumsas aumnvpoBaHusi
00bIYHO 3aBeplLUaeTCsi MPUMEPHO Yepes [Ba-BOCEMb
YacoB.

AunnupoBaHHbIN  GeH30TMOEH  coeauHeHus
dopmynsl IV npeBpallaioT B coeguHeHne gopmynei |
6e3 BblaeneHus. OTO NpeBpaLleHne OCYLLECTBSIOT,
pobaBnsis QononHUTENbHOE KOMMYeCTBO Tpuranonja
Oopa 1 HarpeBas peakLMOHHY0 cmeck. Mpeanoytun-
TenbHO [06aBnATb OT ABYX A0 MNSATM 3KBMBANEHTOB
TpexxrnopucTtoro 6opa K peakumoHHow cmecu, Gonee
npeanoyvTMTeNnbHO, TP MONSPHbIE 3KBMBaneHTa. ATy
peakuuio BegyT npu Temnepatype okono 25°C -
40°C, npeanoytutensHo npu 35°C. OBbIYHO peakuust
3aBepLUaeTCs CNycTst YeTbIpe - COPOK BOCEMb 4aCOB.
Peakumio auMmMpoBaHWs/0eankunmpoBaHus  racat
CnMpTOM WM cMecsto cnupToB. [Noaxogsdwme ans
raleHus peakunm cnupTbl BKIOYAKT METaHOI, 3TaH-
on, n nsonponaHon. NpeanoYTMTensHO, peakLMoH-
HYI0O CMECb auMnupoBaHus/geanknnupoBaHua goba-

v
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BNATb K 95:5 cmecn ataHona um metaHona (3A). 3a
3TaHON MOXeT ObiTb KOMHATHOW TemnepaTypbl, UMK
MOXeT ObITb HarpeT A0 TemnepaTypbl KUNeHus, npea-
NOYTUTENBHO, NPU KUMNEHUM C OBpaTHbIM XONOAMWIb-
HukoM. Ecnu peakumio racat Takum obpasom, coeam-
HeHue dopmynbl | nerko kpuctannuayeTcs M3 nony-
yeHHOM cnupToBOM cmecn. OBbIYHO MCIOMb3YHT
1,25-3,75 mn cnupTa Ha MUAAUMOSb UCXOOHOIo GeH-
30TnodbeHa.

Ecnn ncnonesytot BCls, kpuctannmyeckun npo-
OYKT 3TOTO npouecca "B OQHOM peakTope" BblAensitoT
B BUAE ConbBaTa rMapoxnopuaHon conu. Takue kpuc-
Tannuyeckue CcomnbBaTbl MOMY4alOT B Pa3fMYHbIX YyC-
nosusix. ObbIYHO opMa NpoaykTa, mony4aemoro Ta-
KMMm cnocobom onpepenseTcs BbIGOPOM pacTBopuTe-
nsi  aunMpoBaHWsi/AeankunMpoBaHusi, Tpuranouja
6opa n ycnosuii obpabotkun. Tak Hanpumep, ecrm pa-
CTBOpPUTENEM auUNUPOBaHUA/geanknMpoBaHNS Cy-
XUt 1,2-guxnopatad, 1,2,3-TpuxnopnponaH  um
dpTop6eH30n, BblAeNAeMbli MPOAYKT NpeacTaBnsieT
cobon kpuctanmyeckuin conbBat, cogepxawmn 1,2-
anxnopataH, 1,2,3-tpuxnopnponaH nnu gpropbeHson,
COOTBETCTBEHHO.

Hanbornee npeanoytMTenbHbIM COMbBAaTOM CO-
eanHeHus dgopmynel | aBnsetca combBaTt 1,2-gu-
xropataHa. OTOT conbBaT MONy4alT, NPOBOAsS NpPO-
Lecc aunmmpoBaHus/oeankunmpoBaHus "B ogqHoOM pe-
akTope" B 1,2-guxnopataHe. Ecnu R’ npencraengeT
mapokaonn, R? 1 R® BMecTe ¢ coceHM aTOMOM a3o-
Ta obpasyloT nunepuamHorpynny, a HX npepcrasns-
et HCI, Torga conbgaT 1,2-gnxnopataHa MOXeT Cy-
LecTBOBaTb B ABYX pa3nuyHbix ¢opmax. OgHa dop-
Ma KpUCTann4yeckoro conbBaTa, HasblBaemasi Kpuc-
Tannuyeckon dopmon |, nonydaeTca, korga katanu-
3MpYEMYI0 TPEXXIOPUCTLIM OOpOM peakuuio auunm-
poBaHusA/geankunMpoBaHnsa racaT ataHorom. Mpea-
NoOYTUTENBHO MCMOMb30BaTe CMEChb 3TaHona u MeTa-
Hona (95:5) npu Monyd4eHUU 3TON KPUCTanIM4ecKon
dopMbl. Takon KOHKpEeTHbIA KpucTamnn xapaktepusy-
eTcs ANpakLUMOHHOW KapTUHON PEHTTEHOBCKUX My-
Yel, NnpefcTaBneHHom B Tabn. 1.

Tabnuua 1
Table 1

[OundpakLumoHHaa kapTrHa peHITEHOBCKUX NyYen
Ans Kpuctannuyeckon dopmel |
X-ray Diffraction Pattern for Crystal Form |

MonoxeHue d-MHuA
(AHrcTpEM) I/lo
d-line spacing (x100)

(Angstroms)
16,1265 3,80
10,3744 8,63
8,3746 5,29
7,9883 36,71
7,2701 5,06
6,5567 70,77
6,2531 6,79
5,5616 24,05
5,3879 100,00
5,0471 89,64
4,7391 85,96
46777 39,36
4,6332 62,60
4,5191 77,56

MpopgorokeHne Tabn. 1

MonoxeHue d-mMHu
(AHrcTpem) /1o
d-line spacing (x100)
(Angstroms)

4,2867 36,82
4,2365 41,66
4,1816 49,60
4,0900 11,28
3,9496 11,85
3,7869 36,25
3,7577 56,16
3,6509 40,62
3,5751 15,65
3,5181 21,52
3,4964 18,53
3,4361 33,60
3,3610 6,21
3,3115 4,95
3,2564 7,36
3,2002 3,80
3,1199 15,77
3,0347 14,84
2,8744 9,67
2,8174 10,82
2,7363 11,51

Konnuecteo 6-rmapokcv-2-(4-rvuapokcndeHmn)-3-
[4-(2-nvnepuanHoaToKCcK)beH3onn]oeH3o[bltmodeH-
rMapoxrnopuaa, Haxogsileecs B 3TOM Kpuctanmye-
CKOM MaTepwuane, cocTtaBnsieT okosno 87,1% no gaH-
HbIM BbICOKO3(MEKTUBHON >KUOKOCTHOW XpomaTo-
rpadumn (BIXKX), uto packpbito ganee. Konuyectso
1,2-anxnopaTtaHa, NpuUcyTCTBYIOLLEE B 3TOM KpucTar-
nuyeckoM maTepuarne, coctasnset okono 0,55 mo-
NAPHbIX 3KBMBANIEHTOB MO [JAHHLIM CMEKTPOCKOMWn
SA1epHOr0 MarHMTHOIO pe3oHaHca.

KpynHbld, aHanuMTUyeckn YUCTbIN OTAENbHbIN
Kpuctann ¢gopmsbl | conbeaTa 1,2-guxnopaTtaHa nony-
YaloT ANng aHanusa gMdpakumm peHTTeHOBCKUX nyden
OTAEenNbLHOro kpuctanna. Takon oTAenbHbIN KpucTann
nonyyarT, NOMeLLAsi HaCbIWEHHbI MEeTaHOIbHbIA
pactBop  6-rmapokcn-2-(4-rmppokcudeHun)-3-[4-(2-
nUNepuanMHO aToKCcu)beHsoun]6eHsob]tmodeHrmapo-
xropuaa B aTtMocdepy, HacblWweHHyo 1,2-auxnop-
ataHom (cm. npumep 8). MNonyyatoT Bcero 8419 ped-
nekcos anst 20 meHee 116°, 1 UXNCNONb3YIOT AN ON-
peneneHnsa cTpykTypbl. [1o AaHHBIM Andpakumm pen-
TFTEHOBCKMX Nyvel 4eTKO BUMAHO, YTO KpucTanimye-
CKMI MaTepuan npepcrtaensieT cobow combeaT 1,2-
ONXOp3TaHa C OTHOLLEHMEM 4YMcna MOMEKyn pacT-
BOpUTENS K pacTBopeHHoMY maTtepuany 1:2. Teope-
TUYECKUIN CMEKTP AudpakuMn PEeHTreHOBCKUX Nyden
NopoLLKa, pacCYMTaHHbIN Ha OCHOBaHUM AaHHbIX ONS
ONPaKLMOHHON KapTUHbI OTAENbHOro Kpuctanna,
MOEHTMYEH TOMY, KOTOpbIA MpeacTaBneH B Tabn. 1,
YTO CBMAETENbLCTBYET 00 NAEHTUYHOCTM 0BOoMX CoMnb-
BaTOB.

BTopasa dopma kpuctannmyeckoro conbeaTta, Ha-
3BaHHaa KpucTtannuyeckon dopmon |l, aHanormyHa
Kpuctannmyeckon dopme . Ty BTOpyIo dhopmy no-
NyyaloT, raca MeTannioM peakuui aummmpoBaHus /
JeankunupoBaHusl C KaTanuM3aTopoM TPEXIIOPUCTLIM
6opom, npoBogumylo B 1,2-guxnopaTtaHe. B gpyrom
BapuaHTe B peakuuu auunmpoBaHUs/geankunmposa-
HUA C KaTtanuM3aTopoM TPEeXXIopuUCTbiM Gopom, npo-
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Boaumon B 1,2,3-TpuxnopnponaHe B KayecTse pacT-
BopuTens, nonyqatoT 1,2,3-TpuxnopnponaHoBbIfn Co-
nbBaT 3TOM POPMbl. JTa KOHKPETHAasa KpucTtanmmye-
ckaa cdopma xapakTepusyeTtcs AndpakuMOHHON Kap-
TUHON PEHreHOBCKUX nNyden, npeacTaBneHHONn B
Tabn. 2.

Tabnuuya 2
Table 2

[OndpakumoHHas KapTuHa PEHITEHOBCKUX NyYei
Ans Kkpuctannuyeckon gopmeil Il
X-ray Diffraction Pattern for Crystal Form I

Monoxexne d-mmHuNM
(AHrcTpem) I/lo
d-line spacing (x100)
(Angstroms)

10,4311 22,64
8,9173 10,73
8,4765 5,31
8,0095 50,39
7,3068 4,23
6,6094 79,23
5,6196 22,34
5,4223 89,86
5,1959 11,81
5,0746 74,90
4,8017 100,00
4,7262 57,97
4,6569 53,35
4,5378 96,75
4,4376 10,83
4,3397 56,89
4,2782 48,23
4,2129 40,94
4,1037 12,80
3,9880 14,76
3,8863 8,17
3,7999 42,13
3,7662 57,09
3,6738 38,58
3,5701 18,50
3,5393 19,00
3,4622 39,57
3,3867 5,02
3,3321 4,33
3,2686 6,79
3,1535 14,86
3,0450 13,58
2,9028 12,30
2,8302 19,59
2,7544 12,30
2,6366 6,89

Konuuectso 6-ruapoken-2-(4-rugpokcudpernn)-3-
[4(2-nunepnanHoaTokcu)oeH3omn]6eH3olblmodeH-
rMapoxriopvaa B 9TOM KpUCTann4yeckoM maTtepuarne
coctaBnseTt okono 88,8%. KonnyecTtso 1,2-guxnop-
3TaHa, NPUCYTCTBYIOLLEEe B 3TOM KpuUCTaniMyeckom
MaTtepuarne cocTtaBnsietT okono 6,5% no gaHHbIM ra-
30BOW XpomaTorpadmu.

Crnenyiowylo KpMCcTannnyeckylo ConbBaTMpoBaH-
Hyl0 (pbopmy HasbIBalOT KpucTannuyeckon gopmon lll.
OTy KOHKpeTHYt0 bopMy nony4atoT cnocobom auumm-
poBaHua/AearknunMpoBaHusa C KaTanvM3aTtopom Tpex-
xnopuctsim 60pom, NPOBOAMMOM B MeTUNeHxnopuae

unu xnopodopMme B KadectBe pactBopuTens. 3ta
KOHKpEeTHass KpucTannuuyeckass popma xapaktepusy-
eTcsa AMpakUMOHHON KapTUHOW PEHTTeHOBCKUX Y-
Yyewn, npeacraBneHHon B Tabn. 3.

Tabnuua 3
Table 3

OndpakumoHHasa kapTHa peHITeEHOBCKUX NTyyen
ansa kpuctannuyeckon cdopmsi il
X-ray Diffraction Pattern for Crystal Form lll

MonoxeHue d-nMHui
(AHrCcTpEM) I/lo
d-line spacing (x100)
(Angstroms)

10,3696 14,40
8,9032 10,19
8,3125 7,61
7,9818 41,03
7,2036 7,34
6,5411 74,18
6,2367 6,39
5,56539 20,11
5,3689 100,00
5,0272 95,92
4,7085 89,13
4,6406 73,37
4,6199 77,58
4,5347 69,70
4,4818 49,86
4,2589 47,69
4,2067 4443
4,1659 44,16
4,0957 11,96
3,9347 11,28
3,7818 40,90
3,7614 53,53
3,6375 36,68
3,56773 20,11
3,5037 2514
3,4409 32,34
3,4270 39,54
3,3088 12,64
3,2611 9,65
3,1046 12,77
3,0263 17,53
2,8536 8,29
2,8131 12,09
2,7309 8,97

Konnuecteo 6-rmapokcv-2-(4-rugpokcndeHmnn)-3-
[4-(2-nunepunanHoaTokcu )6eH3omnn]6eH3o[blTmodeH-
rMapoxrnopvaa, nNpuUCyTCTBYlOWIEE B KpucTanmye-
CKOM MaTepwuane, coctaBnseT okono 80,4% no aaH-
HbiM BOXX. Konnyecteo xnopodopma B kpucranm-
YyeckoM MaTepuane cocrtasnsiet okono 0,42 monsp-
HbIX 3KBMBANEHTOB MO AaHHbIM NMPOTOHHOIO AAEePHOrO
MarHUTHOro pe3oHaHca.

MpegnoytnTensHOM KpuUcTannuyeckon dopmon
6-rngpokcun-2-(4-rmapokcndeHun)-3-[4-(2-nmnepuamH-
03TOKCK)BeH30mMn]6eH3o[bjTnodeHrMapoxnopmga sB-
nseTca HecomnbBaTUPOBaHHasa KpucTannuyeckas ¢o-
pMa. 3Ta KoHKpeTHasi popma NpeanoyTUTENbHO Ans
MCNob30BaHWsi MPU NPUIOTOBNEHUN chapmaLleBTUYe-
CKMX KOMMO3MLUNN, TaKk KaKk B HEW HeT pacTBopuTensd,
KOTOPbIN MOXET NOBpeaTb MauneHTy. STy KOHKpeT-
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HYI0 KpUCTannuyeckyto opMy MOXHO NOMydUTb 3a
CcYeT MepekpucTannmaaumm ConbBaTMPOBAHHOW MMA-
pPOXITOPUAHON COMKU, NMONTYYEHHON B crnocobe auunmm-
poBaHVs/geankunpoBaHNga C KaTanuM3aTopoM Tpex-
xnopuctbim 6opomM. B npegnouytutensHom crnocobe
nepexkpucTannmMsaunm conbBaTUPOBaHHYIO MMAPOXIO-
pUAHYI0 conb A06aBnsOT K pacTBOpPY rMApoKcMaa Ha-
TpUS B MEeTaHOMe UM B cMecu MeTaHona v Boabl. Mo
KpanhHelh Mepe, OOUH 3KBUMBANEHT OCHOBaHMA UC-
Nosb3ylT AN pacTBOPEHMS U Ans Toro, 4Tobbl obe-
crneynTb NpeBpaLleHne rMapoXIoOpUaHON Conun B CBO-
6oaHoe ocHoBaHue. Mpu xenaHum o6aBnsOT akTu-
BMPOBAHHbIN Yronb K NONY4EHHOMY pacTBOpY ANns 06-
nerdyeHus yganenus npumecei. MonydeHHylo cmecs
Heoba3aTenbHO UMLTPYIOT ANs yAaneHus akTuBK-
POBAHHOTO YITIsi, ECMNY OH MPUCYTCTBYET, U MOObIX He-
pacTBOPUMbIX NpUMecen. MNonyd4eHHbIn punbTpaT He-
00s13aTENBbHO 3KCTPArMpyloT anudaTMyeckmum yrieBo-
OOpOAHbIM pacTBOpUTENEM, UCMONb3yeMbIM B peak-
uuun auunmposaHus/geankunuposaHus. Ctagnst akc-
Tpakumm, Heobxoguma B TOM crnydae, Korga peakumto
aunnupoBaHusa/geankunMpoBaHna BedyT B TakoM
apoMaTMyeckoM pacTBopuTene, kak gTop6eHson,
OpombeHson unn o-guxnop6eHson. MeTaHOMbHbIA
pacTBOp MOAKUCIIAIOT CONMAHOM KUCIOTOM, Hanpumep,
razoobpasHoON MNM BOAHOW COMSIHOM KWUCIIOTOW, 4TO
Bbl3blBaeT KpucTannusauuio 6-rugpokcu-2-(-4-ruap-
okcndeHun)-3-[4-(2-nunepnamHoO3ToKCK )6eH30n]6eH-
30[bJtimocbeHa B BuAe HEeCONbBATUPOBAHHOW COMM
CONAHON KUCIOTbl. [MONYYEHHYI0 KpUCTannmMyeckyto
CycneH3no, npeaBapuTenbHO, MepemMeLunMBaloT npwu
KOMHaTHON TemnepaType B TeYEHME OKOJIO0 OAHOro-
OBYyX YacoB Ansi obecrneveHust NOMHOW Kpuctannunaa-
uuun. HeconbBaTnpoBaHHYIO KpucTannu4yeckyto dop-
My BbIAENSAT (UNBTPOBAHMEM C MoCreayoLen
CYLWWKON B BaKyyme. OTa KOHKpeTHasd Kpuctanimye-
ckaa opma XapakTepusyeTtcs AndpakuMOHHON Kap-
TUHOM PEHTTEHOBCKMUX nyden, npeacTaBneHHOW B
Tabn. 4.

Tabnuua 4

OndpakumMoHHasa kapTuHa peHTreHOBCKMX Nyden Ans
HeCconbBaTUPOBaHHOM KpUCTanmyeckon opmel

MonoxeHne d-nMHuin I/lo
(AHrctpem) (x100)
13,3864 71,31
9,3598 33,16
8,4625 2,08
7,3888 7,57
6,9907 5,80
6,6346 51,04
6,1717 29,57
5,9975 5,67
5,9135 9,87
5,6467 38,47
54773 10,54
5,2994 474
4,8680 4,03
4,7910 5,98
46614 57,50
4,5052 5,75
4,3701 9,03
4,2516 69,99
4,2059 57,64
41740 65,07

10

MpogorokeHve Tabn. 4

MonoxeHne d-MMHui I/lo
(AHrctpem) (x100)
4,0819 12,44
3,9673 22,53
3,9318 100,00
3,8775 9,07
3,7096 33,38
3,6561 21,65
3,5576 3,36
3,5037 7,97
3,4522 18,02
3,4138 4,65
3,2738 10,23
3,1857 8,90
3,1333 6,24
3,0831 9,43
3,0025 12,13
2,9437 4,96
2,8642 7,70
2,7904 11,95
2,7246 3,05
2,6652 3,32
2,5882 7,30

Konnuecteo 6-rmapokcv-2-(4-rugpokcndeHmnn)-3-
[4-(2-nunepunanHoaTokcu )6eH3onn]6eH3o[blTmodeH-
rMapoxnopuaa, MpUCYTCTBYIOLLIETO B KpucTannude-
CKOM MaTepwuarne, COoCTaBnseT, Mo KpanHen Mmepe,
95%.

BTopbiM cnocobom nonydeHus HeconbBaTUpPO-
BaHHOMO KPUCTannMyeckoro maTtepuana sBnseTcs
KpucTannusaums onpegeneHHbiX ConbBaTUPOBaHHbIX
dopm  6-rmgpokcun-2-(4-rmapokcndeHmnn)-3-[4-(2-nm-
nepuanHoaToKCK )6eH3omn]6eH3o[b]TModeHMapoxmno-
puga. OBbIYHO COMbBATUPPBAHHYIO MTMAPOXIIOPUAHYIO
COoMb pacTBOpAT B rops4yeM pacTteope (0T OKoIo
50°C pgo TemnepaTtypbl KMNEHUS C OOpaTHLIM XOmo-
OWNbHUKOM), codepXalleM MeTaHon u Boay, rae Bo-
pa coctaBnseT oT okoro 3 go 10 o6bemHbIX %. Mo-
NYMEHHbIA pPacTBOP MOXHO OTUNbTPOBbLIBATL ANA
yOaneHusi HepacTBOPMMbIX NpuMecei. JTOT pacTBop
unu unbTpaT KOHUEHTPUPYIOT 32 CYET MEeperoHkx
pacTBopuTens, Nony4as HeCONbBaTUPOBaHHbIN KpUC-
TannMyeckun matepuan. OTOT HECOSbBATUPOBaHHbIN
KpUCTannuMyeckuin martepuan BblOENsT, UCNOoNb3ysi
CcTaHAapTHble METOOUKM, Takne, Kak unbTpoBaHMeE U
Ccywky. Takow npouecc KpucTannmsaumm B ropsiyem
MeTaHone/Boge MOXHO MCNonb30BaTh A1 Monyde-
HUS HeCconbBaTMPOBaHHbIX KpUCTanmyeckux copm
HEKOTOPbIX KPUCTaNNYeCKMX CONbBaTOB, Y KOTOPbIX
TemnepaTtypa KWNeHus pacTBOpuTEns B corbBaTte
MeHee Yem okono 85°C.

HeconbBaTMpOBaHHbIN KpUCTannMyeckuin marte-
puan Goree 4MCT, HEXENnu maTepuarn, nony4aemsbii
cnocobamu, ONUCaHHbLIMU B BblLLENPUBEAEHHBIX CChl-
nkax Ha naTeHTbl. MaTepuan, nonydeHHbIn crnocoba-
MW HacTOSLLUEro M300peTeHNs He COOEPKUT npume-
cell coedvHeHWV anioMUHUA, a TakKe XTOpUpOBaH-
HbIX anudaTnyecknx yrneBoopOAHbLIX pacTBopuUTe-
nen N apoMaTn4eckux pacTtBopuTenen. Takas He-
CONMbBaTUPOBaHHaA Kpuctannuyeckas dopma Hau-
6onee npepgnoyvtMTenbHa AN MCMNOMb30OBaHUA Mpw
NPUroToBNEHUN hapMaLeBTUYECKMX KOMMO3ULMIA.

Hwkecneaoyloume npvMmepbl UNMKOCTPUPYIOT Aa-
nee HacTosilee n3obpeTeHne. AT NpuMepsbl He npe-
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AHa3HayeHbl Ans Toro, 4tobbl OrpaHMuYnTL O0b6bem
n3obpeteHns kaknm-rimbo obpasom. Bce akcnepu-
MEHTbl MO auMIMPOBAHWIO U AearnkunpoBaHWIo Be-
AyT Npu NOBbILEHHOM AaBrneHun cyxoro asoTa. Bece
pacTBOpPUTENN U peareHTbl UCMOSb3YT 6e3 OUMCTKM.
MpoueHTel 0ObIYHO BbIpaXaKTCS Kak BeCoBble Mpo-
LeHTbl (Bec/Bec), 3a WCKMOYEHMEM pacTBOpuTenen
B3O>XXX, koTopble paccuuTbiBalOT kak OOBEMHbIE
(06bem/obbem). [daHHble MPOTOHHOIO MarHUTHOrO
AEepHOro pesoHaHca (1H AMP) nonydeHbl Ha cnek-
TpomeTpe Bruker AC-300 FTNMR ¢ pabouen yacto-
Ton 300, 135 mrl'y. TemnepaTtypbl nnaeneHns ornpe-
AensT ¢ NoMoLLblo AndepeHLmManbHOro CKaHypyo-
wero kanopumeTpa (DSC) B TA npmnbope DCS 2920,
MCNonb3ys 3aKPbITYIO KIOBETY NPU CKOPOCTW Harpesa-
HUA 2°C/MUHYTY. OuppakumMoHHbIN CNEeKTp peHTre-
HOBCKMX Nyyer Ans MOPOLUKOB NONy4aloT Ha peHTre-
HOBCKOM MOPOLUKOBOM AudipakTomeTpe Siemens
D 5000, mncnonb3ya usnydeHne meaum un Si (Li) pe-
TeKTop.

3a oKOHYaHVe peakummn 0BbIYHO KOHTPOMMPYIOT C
NMOMOLLH BbICOKOI(MEKTUBHOMN XKMAOKOCTHON XpoMa-
Torpadmm (BOXKX). Xoa peakumm nonydeHus xnopaH-
mapuga, coeavHeHus dopmynel I, roe R npea-
CTaBnsieT XNop, KOHTPOMMPYIOT C nomolbio Zorbax
RX-C8 konoHku (25 cm x 4,6 mm B H. [., 5 Mmkm pas-
Mep vactuy), anoupys cmecsto 60 MM docbaTa
(KH2PO4) n 10 MM okTaHcynbdoHnaTta / pH 2,0/ /aue-
ToHuTpuna / 60:40/. CoeanHeHne dopmynel Il o6pa-
6aTblBalOT METaHOMOM, U aHamMM3npyloT, UCMONb3ys B
KavecTBe cTaHAapTa QAN CPaBHEHUS MeTUNOBbIN
CNOXHbIN admp. Peakumio koHTponupytoT, fobasnas
okosio 0,3 mn pacteopa xnopaHrgpuaa k 1 mn me-
TaHona BAOXXX creneHb uictoThl. Mony4eHHyo cmech
WHTEHCMBHO BCTPAXVBAlOT W OCTaBMsAOT pearnpo-
BaTb. Yepes 30 MuHyT 4o6aBnsatoT 6 M aLeTOHUTPU-
na, a 3atem pasbasnsT go 100 Mn ykasaHHbIM pa-
Hee 3M0eHTOM.

3aBeplUeHVe peakLmMii auurmpoBaHus, Aearnku-
NMPOBAHNS WM aLWUIMPOBAHWUS/AEanKUIMPOBaHWS
KOHTpONMpyioT ¢ nomoupbto BAOXX. Obpasubl peak-
LMOHHON CMeCU aHanusavpyloT, UCMOSb3Yyst KOSOHKY
Zorbax RX-C8 (25 cv x 4,6 mm BHytp. [., 5 Mkm pas-
Mep YacTuy), MCnosb3ysd B KayecTBe 3M0eHTa rpam-
EHTHYI0 CUCTEeMY pacTBOpuUTenen, NpeacTaBneHHYIo
pjanee:

pagveHTHas cuctema pactBopuTenen

Bpems (MUH) A (%) B (%)

0 60 40

5 60 40
10 45 55
20 38 62
25 45 55
32 45 55
37 60 40
42 60 40

A: 0,05 M HCIO4 (pH=2,0)

B: auetoHuTpun

PeakuunoHHyto cmech aHanuaupytot, pasbasnss
0,1-0,2 mn obpasey o o6bema 50 mn cveckio 60:40
A/B. AHanormyHo, MaTouYHbI pacTBOp MepekpucTan-
nu3aum mccnenylT nofobHeiM obpasom, oTbupas
obpasubl.

Konunuectso (B npoueHTax) 6-ruapoken-2-(4-
rmapokendeHmnn)-3-[4-(2-nunepuamHo3ToKCK )6eH30-
un]oeHso[b]JtmocdeHrmapoxnopmaa B KpucTanmmye-
CKOM MaTtepuane (CTeneHb YUCTOTbl) OnpeaensitoT
cneayouumm cnocobom. O6pasel, KpUcTannMyeckoro
TBepporo BewecTsa (5 mr) B3gewmBatoT B 100 mn
MepHou konbe u pacteopstoT B cmecu 70/30 75 mM
Oydepa docdata kanua (pH 2,0) n auetoHuTpuna.
AnukBoTy atoro pacteopa (10 MKN) aHanM3upyloT C
NOMOLLBO BbICOKOI(EKTUBHOM XXUOKOCTHON XpoMma-
Torpacmm, wmcnonb3ysa KonoHky Zorbax RX-C8
(25cm x 4,6 mm BHYTP. [1, pasmep Yactviy 5 MKM) 1
aetektop YO (280 HM). [Npn aTOM Mcnonb3yioT cre-
OYIOLLYIO TPaJNEHTHYIO CUCTEMY pacTBOpUTENEN:

pagveHTHasi cuctema pactBopuTenen (UMcToTa)

Bpewms (MuH) A (%) B (%)
0 70 30
12 70 30
14 25 75
16 70 30
25 70 30

A: 75 MM KH2PO4 6ydep (pH 2,0)

B: AueToHUTpUN

MpoueHTHOE coaepxanue 6-rmapokcu-2-(4-rmap-
okcudpeHun)-3-[4-(2-nnnepmamHOITOKCU )6eH30-
un[b]modgeHmapoxnopuga B obpasue paccyMTbiBa-
10T, UCMOMb3ya Nnowadb NvKa, HakJoH (m) u oTce-
Kaembli oTpe3ok (b) kanbpoBOYHONM KPUBOW CO Crie-
OYIOLLMM YypaBHEHMWEM:

IO b mika—b 00weM oOpasia (M
% uncroThl = HOMAL X pasua (1)

m Bec obpasma (Mr)

MpoueHTHOEe coaepKaHme pacTBOPUTENS, Takoro,
KaKk MeTaHon, ataHon wnu 1,2-auxnopataH, NpucyT-
CTBYIOLLEE B KpWUCTanNnn4yeckoM maTepuane, onpepe-
NS0T C NOMOLLBIO razoBor xpomartorpadmn. Obpasey,
TBEPOOro Kpucrannuyeckoro obpasua (50 mr) B3Be-
wueatoT B 10 M MepHow konbe 1 pacTBOpSOT B pac-
TBOpe 2-6yraHona (0,025 mr/mn) n gumetuncynbg-
okcuaa. Obpasel, 3TOro pacTeopa aHanuavpyroT C Mo-
MOLLbIO ra3oBoi xpoMaTorpadmm, UCNosb3yst KOJOH-
ky DBWax (30 m x 0,53 mm BH. guameTp, pasmep
yacmy 1 MK), npy ckopoctn notoka 10 mMnmuH C
nnaMmeHHO-MOHM3aLMOHHBIM  AeTekTopoM. Temnepa-
Typy konoHku nosbiwatT ¢ 35°C oo 230°C 3a 12 mu-
HyT. KonnyecTBo pacTtBopuTens onpeaensioT no cpa-
BHEHUIO C BHYTPEHHWM CTaHAapToMm (2-6yraHorniom),

UCMNOMb3ys CreayloLyo opmyny:
0 C E_G
Yo pacTBOPUTEISA = — X — X — X |
D F H

roe

C ponsa pacteopuTens B obpasue

D cpegHas pons craHgapTa ONsi KOHKPETHOro

pacTBopuTEnst

E cpenHuii Bec, ctaHpapTta

F Bec obpasua (mr)

C o6bem ob6pasua (10 mn)

H o6bem ctaHgapTa (10,000 mn)

| yvacTtoTa cTaHgapTa (%)

Mpumep nonyveHns 1

6-meTokcu-2-(4-vetokcudpeHmn)beHsolbltmodeH

PactBop 3-meTtokcmbensontuona (100 r) n rmap-
okcupa kanus (39,1 r) B 300 mn Boabl J06aBNSOT K
AeHaTypupoBaHHOMY 3TaHony (750 mn), u nonyyeH-
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Hyl0 cMecb oxnaxgatT npumepHo o 0°C. 3Ty xo-
nogHyto cmecs obpabatbiBatloT 4'-meTokcudpeHaumn-
Opomngom (164 r) HecKonbKUMM HeEBOMNbLLIMMMK MOp-
umamu. MNocne 3aBeplieHnss [obaBneHus NONydeH-
HYl0 cMecb oxnaxpatoT ewe 10 MUHYT, 3aTem JatoT
el HarpemCs A0 KOMHaTtHoM TemnepaTypbl. Yepes
TPW Yaca 3Ty CMeCb KOHLIEHTPUPYIOT B BaKyyme, a oc-
TaToK obpabaTbiBatoT Bogon (200 mn). MonydeHHy0
cMmecs 0OpabaTbiBaloT aTunauetatom, U ¢asbl pas-
OENsOT, opraHu4yeckylo ¢asy NpoMbIBalOT ABaXbl
BOAOW, pacTBOpoM OvkapboHaTa HaTpusa TOKe ABaXK-
Obl, 1 ABaXAbl pacTBOpoM xgopuaa HaTpusi. OpraHu-
Yyeckylo pasy cywaT Hag cynbdaToM MarHus, usb-
TPYIOT U BbiNapuBaloT AOCyXa B Bakyyme [0 nonyye-
Hua 202 1 o-(3-MeTOKCMGEHMNTNO)-4-MeToKCHaLEeTo-
deHoHa. HeounlleHHbIN NPOAYKT KPUCTaNnNu3yloT 13
MeTaHona W MPOMbIBAlOT rEeKCaHOM [0 MONydeHus
158 r BewectBa. T. nnasnenuna 53°C. 930 r nomm-
doccaTHOM kncnoTel HarpesatoT fo 85°C n obpaba-
TbIBAOT MPOMEXKYTOYHLIM MPOAYKTOM, MOMY4EHHbLIM
paHee (124 r) HebGombwMmK nopumamu 3a 30 MUHYT.
Mocne 3aBeplueHns 4o6GaBNEHNS MONYHYEHHYIO CMECh
nepemeLumsatoT npu 90°C. Ewe cnycta 45 MuHyT pe-
aKLMOHHOM CMecu JatoT OCTbiTb A0 KOMHATHOW TeM-
nepatypbl. Nony4eHHyl0 cmecb obpabaTbiBaloT U3-
MerbYeHHbIM MbA0M, OXraxgad CMeCb Ha nefsHou
GaHe. [llonydeHHyl0 cmecs oOGpabaTbiBalOT BOAOWN
(100 mn), B pe3ynbTate 4yero obpasyeTcd CBETMO-
pO30BbIN OCafOK. DTOT OCafOoK BblAENAT UNbTPO-
BaHWEM, NPOMbIBalOT BOAOW U METaHOMNoM W cywaT B
Bakyyme npu 40°C go nonydeHus 119 r 6-meTokcu-2-
(4-meTokcudpeHnn)beHsol[blimodeHa. ITOoT  Heoum-
LLEHHbIA MPOAYKT CYCNEeHAUPYIOT B ropsiyeM MeTaHo-
ne, unNbTPYOT U MPOMBIBAIOT XONOAHBIM MeTaHo-
nom. [lonyyeHHbIN TBEpAbM MaTepuan nepekpuc-
Tannu3oBbIBaKOT U3 aTvnaueTata (4 n), dunbTpyioT,
NPOMbIBaIOT rEKCaHOM UM CylwaT B Bakyyme A0 Mony-
YeHus 68 r ykaszaHHOrO B 3arnaBuUXM COELUHEHUS.
T. nnasneHunsa 187-190,5°C.

Mpumep nonydeHuns 2

OTnn-4-(2-nnnepnanHoaTokev)beHsoaT

Cmech atun-4-ruapokenbenHsoata (8,31 r), 1-(2-
XNopaTun) nunepuavHMoHornapoxnopuaa (10,13 ),
kapboHaTa kanua (16,59 r) n 60 Mn MeTUNaTUNKETO-
Ha HarpeatT go 80°C. Cnycts oguH Yac NOnydeH-
Hylo cmecb oxnaxgatT go 55°C n obpabatbiBatoT
OOMOJHUTENbHBIM  KONIMYECTBOM  1-(2-x110p3Tvin) nu-
nepuaHMoHorngpoxnopuga (0,92 r). MNonyvyeHHyo
cmech HarpesatoT go 80°C. 3a peakuven cnegart ¢
NMOMOLLb TOHKOCIOMHON xpomaTorpadmu (TCX), uc-
nonb3ys MAacTUHbI CUnuKarens u cMecb atunauetaT
[ auetoHuTpun / TpuatunamuH (10:6:1 o6bem/obb-
eM). [obGaBnawT JAononHATENbHYIO nopuuio 1-(2-
XNOpaTUN)NMNepMaMHmMapoxnopuaa 4o Tex nop, no-
Ka ncxodHblvi 4-rmapokcmbeH30aTHbIN CIOXKHBIA admp
He npopearvpyeT Becb. [ocre 3aBepLueHns peakumu,
peakLMOoHHYI0 cMecb oGpabaTbiBatoT Bogon (60 mn) n
OCTaBNSAT OCTbIBaTb [0 KOMHATHOW TemnepaTypbl.
BopgHbin cro cnuBaloT, @ OpraHNYecKMin Crion KOH-
ueHTpupytioT B Bakyyme npu 40°C n 40 mm. pT. CT.
MonyyeHHOE Macro MCIoMb3YlT Ha crneayloLen cra-
ann 6e3 JoNONHUTENBHOM OYUCTKN.

Mpvmep nonydeHunsa 3

4-(2-nMnepnanHoO3TOKCN)
rTMApoXnopua

PacTtBop coeavHeHuWsi, NONY4EHHOro B npumepe
nonyyeHuns 2 (okono 13,87 r) B8 30 mn meTaHona o6-

OEH30MHON  KUCMOTbI

12

pabaTtbiBaloT 5 H ruapokevgom Hatpuda (15 mn) u Ha-
rpesatoT go 40°C. Cnycta 4,5 vaca pobaensior
40 mn Bofbl. MonyyeHHYI0 cMecb OoxnaxdarwT OO0 5-
10°C n meaneHHO Ao6aBnsOT KOHUEHTPUPOBaHHYIO
congaHyo kucnoty (18 mn). B npouecce nogkmcneHus
KpUCTannu3yeTcs YyKkasaHHOe B 3arnaBum coeguHe-
Hue. Kpuctannuueckun npogykT cobupatot unbTpo-
BaHWeM K cywat B Bakyyme npu 40-50°C go nonyde-
HMa 83% BbiIXoAa yKkasaHHOro B 3arnasuu coeauHe-
HuA. T. nnaeneHus 270-271°C

Mpumep nonyveHuns 4

4-(2-nynepnamMHO3TOKCM )6eH3ouNXnopmaa rmapo-
xnopug

PacTtBop coeavHeHusi, nony4eHHOro no crnocoby
npumepa nonydeHus 3 (30,01 r) n 2 mn gumeTun-
dopmammaa B 500 mn meTuneHxnopuaa obpabatsl-
BaloT okcanunxnopugom (10,5 mn) B TeueHue 30-
35 muHyT. lNocne nepemewmBaHWa B TeYeHUEe Npu-
MepHO 18 yacoB, peakLMOHHYI0 CMEeCb aHanuaupyloT
Ha npeaMeT 3aBeplUEHMs peakuMyM C MOMOLUBIO
B3XX Ecnu B cMecu elle npucyTcTBYeT MCXOAHas
kapboHoBas kucnota, Ao6aBnalT AONOMHUTEMbHO
okcammnxnopwug. Nocne 3aBepLUeHUst peakLium, peak-
LIMOHHBIA pacTBOP BbINMApuBAT JOCYxa B BaKyyme.
OctaTtok pactBopsitoT B 200 MmN meTuneHxnopuaa, u
NONYYEHHbIN pacTBOp BbiNapuBalT Jocyxa. ATy Npo-
ueaypy pacTBopeHus/BbiNapuBaHus MOBTOPSIOT [0
Nony4eHns yKa3aHHOrO B 3arnaBuu COeQUHEHUS BUAE
TBEPOOro BellecTBa. YKas3aHHOe B 3arnaBum coeam-
HEHVe MOXHO XpaHuTb B BuWAe TBEPOOro BellecTsa
wnn B Buge 0,2 M pactBopa B 500 mMn meTuneH-
xnopuaa.

Mpumep 1

6-meToken-2-(4-metokendperHun)-3-[4-(2-nvnepum-
AnHoaToKen )6eH3onn]-6eHso[b]tmodeHrmapoxnopus,

Cmecb coefuHeHus, MOMYY4EeHHOro Mo crocoby
npumepa nonydeHua 1 (8,46 r), n xnopaHrmapuaa,
NnonydeHHoro no cnocoby npumepa nonydyeHus 3
(10,0 r) B 350 mn meTMneHxmnopuaa oxnaxaawT npu-
MepHo o 20-25°C. NonyveHHyto cmeck obpabaTbiBa-
10T Tpe xxnopucTteiM 6opom (2,6 mn) n BCce aTo Mexa-
HU4ecku nepemelumBatoT. 3a peakumen cnegar ¢ no-
Moo BOXKX, mMcnonb3ysa ykasaHHbl paHee aHa-
nn3. Cnycta 85 MuHyT no gaHHbIM BOXKX in situ BbI-
X0 B pacyeTe Ha 6-MeToKkcn-2-(4-MeTokCMdeHNnn)-3-
[4-(2-nunepugnHoaTokcn)beHsoun]beH3o[b]tmodeHo-
Bblll CTaHAapT coctaenseT 88%.

Mpumep 2

6-rmapokcu-2-(4-rmapokcmudeHnn)-3-[4-(2-nune-
pUAnHO3TOKCK )B6eH3ou]-6eH3o[b]modeHmapoxno-
puaa 1,2-AMxnopaTaHoBbI/ conbBaT

(Kpuctannuueckasa cdopma 1)

PactBop 6-meTokcu-2-(4-meTokemdeHun)-3-[4-(2-
nunepuanHoaTokcn)-6eHsonn]oeHsolb]mmodeHmapo-
xnopuga (2,0 r) B 20 mn 1,2-gnxnopataHa obpaba-
TbIBalOT TpexxnopucteiM Gopom (2,0 mn). MonyyeH-
Hyl0 cMmecb nepemewwmBalT npu 35°C BTeyeHue
18 yacos. Cmecb aTaHona n metaHona (10 mn 95:5,
3A) obpabaTbiBaloT NOMYYEHHON PEaKLMOHHON CMe-
Cblo, YTO MPUBOOMUT K KUMEHUO C 0BpaTHbIM XOno-
OWNbHUKOM crnvpToBol cmecu. ocne 3aBeplueHus
nobasneHus 06pa30BaBLLYIOCA KPUCTANNMYECKYO Cy-
cneHsuio nepemewmsatot npu 25°C. CnycTa Yac Kpu-
cTannuyeckun npoaykT OTMMNbLTPOBLIBAOT, MPOMbI-
BalOT XONOAHbIM 3TaHorom (10 mn) u cywat npwu
40°C B Bakyyme Ao nonydeHus 1,78 r ykasaHHOro B
3arnaBun coeavHeHusi. [udpakunoHHas kapTuHa
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PEHTTEHOBCKUX MNyYen NOopoLUKa MASHTUYHA KapTuHe,
npusegeHHon B Tabn. 1. TemnepaTypa nnaeneHust
255°C.

CteneHb unctoThl: 80,2%

1,2-anxnopataH: 7,5% (No AaHHbIM ra3oBoOn Xpo-
marorpacmn).

Mpvmep 3

6-rnpgpokcun-2-(4-ruapokcndeHmnn)-3-[4-(2-nune-
pUanHO3TOKCK)BeH30UN]6eH30[b]TMOEHTIMAPOXTO-
puaa MeTUNEHXINIOPUAHbINA ConbBaT

(Kpuctannuueckasa cdopma )

Cmecb coeavHeHUsl, MOMy4eHHOro Mo crocoby
nonydenua 1 / 7,54 r 8 10 mn meTvneHxnopvaa u
XriopaHmapwaa, noryd4eHHoro no crnocoby nonyye-
Husa 4 / 140 mn, 0,21 M pacTtBop B MeTuneHxnopuae /
nomMeLlaloT B repMeTM3MpoBaHHbI peakTop / Hastal-
loy Parr /. MNMonydeHHbIN pactBop oxnaxgatT go 0°C
n obpabaTbiBalOT TpeXdIopMcTbiM Gopom (7,2 mn).
MonyyeHHYI0 peakLuMOHHYI0 CMeCb nepemelumBatoT
npu KOMHaTHon TemnepaType. Cnycta 3 yaca peak-
LIMOHHYIO CMECb OXIaXKaaloT B nefsHon H6aHe B Teye-
Hue 10 muHyT. BTOpylo nopuwmto Tpexxnopucrtoro 6o-
pa Ao6aBnsalT K peakUMOHHOW cMecu (4,8 mn), n no-
nyjeHHy0 cMech HarpeatoT go 75°C. Cnycta 2,5 va-
Ca peakuMOoHHYI0 CMecb oxraxdawT go okoro 15°C.
XonogHytwo cmecb obpabaTbiBaloT TeTparngpodypa-
HOM (15 Mn) n meTaHonoMm (45 mn). MonydyeHHyo
cMecs nepemelumBalroT okono yaca npu 18°C, nony-
Yas TBepAoe KpucTanimyeckoe BeLecTBo. JTO TBep-
A0€e KpucTannuyeckoe BeLUeCTBO yaansT pmnbTpo-
BaHWEM, MPOMbIBAOT XONOAHbIM MeTaHoMoM (45 mn)
1 cywat B Bakyyme npu 40°C B TeyeHue 18 yacos oo
nonydeHmsa 12,5 r ykasaHHOro B 3arnasum coepunHe-
HUA. ndpakumoHHasa KapTuHa PEHTreHOBCKUX Nyden
NOeHTUYHa KapTuHe, NpeAcTaBneHHon B Tabn. 3.

TemnepaTtypa nnaenexusa 207°C.

CteneHb unctoThl: 81,8%

Metunenxnopua: 0,4 MoOSspHbIX SKBMBaneHTA
(no panHbIM 'H AMP).

Mpuwmep 4

6-rnpgpokcun-2-(4-ruapokcndeHunn)-3-[4-(2-nune-
puanHoaToKCK)beH3oun]-6eH3o[blmodeHmapoxmno-
puaa 1,2-anxnopaTaHoBbIA CONnbBaT

(Kpucrannuyeckasa dopma l)

Cmech coeamHeHus1, NoNy4eHHOro Kak yka3aHo B
npumepe nonydexus 3, (15 r) u gumeTndopmammia
(0,2 mn) B 250 mn 1,2-anxnopataHa oxnaxgalT 0
0°C, 8,25 mn docreHa KOHAEHCUPYIOT B XONOOHOW
BOpOHKe (cHabxeHHon pybalukon) (-10°C) u pobas-
NS0T K XONOAHON cMecu 3a 2 MUHYTBI. MonydeHHyo
cMech HarpesatoT npumepHo o 47°C. Cnycta aea €
NMONOBUHON Yaca peakUMOHHYI0 CMECb aHanuaupyloT
c nomoulpto BOXX. [ns 3aBeplueHus peakumm Mo-
XeT mnoHagobutbca pobaBneHve JOMOMHUTENBHO
docreHa. N36bITok ocreHa yoansiT BakyyMHOW ne-
peroHkon npu 30-32°C n gaeneHmm 105-110 mm pT. CT.

CnycTst Tpu-yeTbipe Yaca peakUMOHHbIA pacTBOp
obpabaTbiBalOT COeAMHEHMEM, NONYYEHHbIM KakK yKa-
3aHo B npumepe nonydeHusa 1 (13,52 r). Mony4eHHbIN
pacteop oxnaxgatoT ao 0°C. Tpexxnopuctblii Gop
(12,8 Mn) KOHAEHCUPYIOT B MEPHOM LMIMHAPE W [O-
6aBnalOT K XONOAHOW peakumoHHom cMmecn. Cnycta
BOCeMb YacoB npu 0°C peakUMOHHbIN pacTBop o6pa-
6aTbiBalOT AONOMHUTENMBHBIM KOMMYECTBOM TPEXKIO-
puctoro 6opa (12,8 mn). MNMonydeHHbIM pacTBop Ha-
rpesatoT go 30°C. Yepes 15 uacoB peakUMOHHYIO
CMeCb KOHTPONUPYIOT C NoMoLbto BOXKX.
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Cmecb ataHona un metaHona (125 mn, 95:5, 3A)
HarpeBaloT A0 KUMeHUs ¢ 06paTHbIM XOMOAUIbHUKOM
n obpabaTtbiBaloT peakLMOHHbIM PacTBOPOM, NOY-
YeHHbIM paHee, B TeyeHne 60 muHyT. MMocne 3aBep-
WweHunsa gobasneHuns Konby AN peakuum aumnuposa-
HUS /| AeMeTUNMPOBaHWS MPOMbIBAIOT AOMOSHUTE -
HbiM KonmnyectBoM 3TaHona (30 mn). lMonyyeHHyro
CYCMEeH3M0 OCTaBMAT OXaXJaTbCa A0 KOMHaTHOW
TemrnepaTtypbl Npu nepemelumMsaHumm. Yepes vac npu
KOMHaTHOM TemnepaType OT(MIbTPOBLIBAIOT KPUC-
TannMyeckun npoOAYKT, MPOMbIBAOT €ro 3TaHOMoM
(75 mn) u cywat npu 40°C B Bakyyme [0 NONydeHuUs
25,9 r ykasaHHOro B 3arnasuu coeamHenmns. OQudppak-
LMOHHaa KapTWHa PEeHTreHOBCKMX Nydel nopoLuka
npeacraenexHa B Tabn. 1.

TemnepaTtypa nnaeneHus 261°C.

CteneHb 4ncToThl: 87,1%.

1,2-guxnopataH: 0,55 MONsipHbIX 3KBMBaNEeHTOB
("H AMP).

Mpumep 5

6-rngpokcu-2-(4-rmapokcndeHun)-3-[4-(2-n1ne-
pVAMHOITOKCK )BeH3omn]-6eH3o[b]TmodeHmapoxmno-
puaa 1,2-AMxnopaTaHoBbI conbBaT

(Kpucrannnueckas cdopma ll)

Cmecs coenHeHuns, NMoNy4eHHOro Kak yKasaHo B
npumepe nonydenua 1, (2,92 r), coeguHeHus, nony-
YEHHOro Kak yKasaHo B rMpumepe nonydeHus 4,
(3,45r) n 1,2-guxnopartaHa (52 mn) oxnaxaawT O0
npumepHo 0°C. TpexxnopucTbii 6op KOHAEHCMPYIOT B
XONOAHbIN MepHbIN LnuHap (2,8 mn), n fobaensatoT K
ykasaHHOW xonoaHoun cmecu. Yepes 8 yacos npu 0°C
peakuMoHHYI0 cMecs obpabaTtbiBaloT AOMNONHUTESb-
HbIM KONWYEeCTBOM Tpexdiopuctoro 6opa (2,8 mn).
MonyyeHHbIn pactBOop HarpesatoT go 35°C. Cnycts
16 yacoB peakLums 3aBepLIaeTcs.

30 mMn metaHona obpabaTbiBalOT peakUMOHHON
CMECb10 MOMy4eHHOW paHee B TedeHne 20 MUHYT, 4To
NPVUBOAMUT K KAMEHUI0 MeTaHona ¢ obpaTHbIM Xono-
AnnbHUKOM. [MOny4eHHYlo CycneHsuo nepemeluvBsa-
10T npu 25°C. CnycTa Yac KpUcTanInyeckuin npogykT
OTMNbTPOBLIBAIOT, MPOMBbIBAIOT XONOAHLIM MeTaHo-
nom (8 mn) u cywart npu 40°C B Bakyyme [0 nonyde-
HWS 5,14 r ykasaHHOro B 3arnaBuu CoeaNHEHMS.

T. nnaeneHus 225°C.

OndpakumoHHasa kapTuHa peHTreHOBCKUX Nyden
npeAcrtaeneHa B Tabn. 2.

CTteneHb YicTtoThl: 86,8%.

1,2-guxnopaTaH: 6,5% (No AaHHbIM ra30BON XPo-
MaTorpacgum).

Mpumep 6

6-rngpokcu-2-(4-ruapokcndeHmnn)-3-[4-(2-nune-
puanHoaTokcm)beHsonnl-6eH3olbltmodeHrmapo-
Xnopua,

CoepavnHenne, nonydeHHoe no cnocoby npumep 3,
(4,0 1) cycnengupytotr B 30 Mn MeTaHona npu Kom-
HaTHoW Temnepatype. lMonydyeHHylo cMecs ob6paba-
TbIBAlOT pacTtBopom ruagpokevaa Hatpusa (0,313 1) B
10 mn meTaHona. Mocne 3aBepLUeHMs pacTBOPEHUS K
pacTtBopy Ao6aBnsalT akTMBMpoBaHHbIN yronb (0,4 r
Darco G-60, Aldrich Chem. Co., Inc., Milwaukee, WI).
Yepes 30 MUHYT CycneH3unto OTUIbTPOBLIBAKOT Ye-
pe3 gunbTpoBansHyto bymary Batman Ne1, npenga-
puUTENBHO NOKPbITYI0O AuatomoBon 3emnen (Hyflo
Super Cel®, Aidrich Chem. Co.). ®unbTpoBankHyto
nenewky npomeiBatoT MmeTaHonom (10 mn). O6bemm-
HeHHble dumnbTpaTel obpabaTbiBaloT (Kanmsmu) 2H
congHon kucnotbl (4 mn). MonydeHHyto cycneHsuto
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nepemeLLMBaloT B TeyeHne 60 MUHYT Npu KOMHaTHON
Temnepatype 1 unbTpytoT. PunbTpOBanbHYO Nnene-
LLKY NPOMbIBAIOT X0NI04HbIM MeTaHosioMm (14 mn, 0°C)
n cywar B Bakyyme npu 60°C B TeyeHune okoro 18 ya-
coB go nonydeHust 3,0 r rpssHo-Gernoro cBo6oaHO
nepecobinaroLlierocs nopowka. T. nnaeneHus 262°C.
OndpakumoHHasa kapTMHa PEeHTFeHOBCKMX JTydeil no-
poLUKa Takasi e, Kak U npeacTaBneHHas B 1abn. 4.

CteneHb unctoThbl: 99,1%.

PopacteeHHble BewecTea: 0,85%.

Mpumep 7

6-rnpgpokcun-2-(4-ruapokcndeHunn)-3-[4-(2-nune-
puanHO3TOKCK)BeH3oun]-6eH3o[blmodeHmapoxno-
puaa 1,2-anxnopaTaHoBbIA CoNnbBaT

(Kpucrannuyeckasa dopma l)

HacbllweHHbIN pacTBop 6-rmapokcun-2-(4-rmgpok-
cudeHun)-3-[4-(2-nunepunaomHoO3ToKCK )6eH30MM]6EeH-
30[bJtMocbeHrIMapoxnopmaa nonyqatoT, NepemMeLunBast
CYCMEeH3M0 COeAMHEHUs, MOMYMEHHOro no crnocoby
npumepa 6, B MeTaHomne Npu KOMHaTHOW Temmnepary-
pe B TeyeHue Houu. [MonydeHHyo cmecs UnbTPYIOT
(bymara BatmaH Ne 1). YacTb cdmnbTpaTa (20-25 mn)
noMewatoT B 50 Mn cknaHKy 3JpreHMenepa. ITy
CKMsIHKY MOMeLLaloT BHYTPb CTEKISIHHOMO cocyaa
(8,5cm x 10 cm), copepxawero 1,2-guxnopartaH
(okorio 10 mn). Cocya repMeTM3NpPYIOT, N BCE 3TO OC-
TaBMAT NPU KOMHATHOM TemnepaType. Yepes 24 ya-
ca OTAenbHble KpWUCTamnnbl MNOSIBASIOTCS M3 MeTa-
HONBHOrO pacTeopa. ATM KpUCTanibl O0TAOUbLTPOBbI-
BalOT M cywaT B Bakyyme. T. nnasneHunsa 273°C. Kpu-
CTannuMyeckyld CTPYKTYpYy OnpenensioT, MCnomnb3ys
aBTOMaTMyeckuin audpaktomeTp Siemens R3 miv ¢
MOHOXPOMaTUYECKMM MeaHbIM uanyyqatenem
(A=1,54178 A). Kpucrannuueckyto CTpyKTypy onpe-
OENnsioT, UCNonb3yst HeNocpeACcTBEHHbIE MeToabl
06blyHon TREF nporpammHoi 6ubmmotekn SHELXTL
PLUS. YTOo4HEHMe ¢ nonHonm maTpuuein HanmeHb WX
KBaZpaToOB OTKIIOHEHWI MPOBOAAT C aHWU3OTPOMHbLIMU
TemnepaTtypHbIMK hakTopamu A BCEX aTOMOB, Kpo-
Me BOAOPOAOB, KOTOPbIE BKITHOYAOT B pacyeTHbIe Mo-
TNOXEHUS1 C U3OTPOMHbIMKM TeMMNepaTypHbiMU hakTo-
pamu. OkoH4yaTenbHoe 3HayeHue R-dakTopa cocTas-
nsiet 8,02%. Pe3ynbTaThl uccrnenoBaHus Kpucranna
npusBeaeHbl ganee.

XapakTepucTuka KpucTannos

MpocTpaHcTBEHHas rpynna

MapameTpbl KpUcTanIMyeckomn

c2/C

peLLeTKu a=20,720 (7) A
b=9,492 (2) A
c=28,711 (4) A
B=9650g?)A
Obbem 5610(2)
MnoTHOCTL (pacyeTHas) 1,409 mr/m®
KoachdmumeHT nornoLeHuns 3,951 vm !

PeHTtreHockonmnyeckoe ncenegoBaHne CTPyKTypbl
YeTKO MoKasbliBaeT, YTO KpUCTanIn4yeckun martepuan
npeacrtaenseT cobon 1,2-oUXNOpaTaHOBLIA CONbBAT,
C oTHOoWweHneM 1:2 mMonekyn 1,2-auxnopataHa K Mo-
nekynam  6-rmgpoken-2-(4-rmapokcncernn)-3-[4-(2-
nunepuanHoO3ToKcK )6eH3omnn]beHsob]tmodeHrmapo-
xnopuaa.

Mpumep 8

6-rmpgpokcu-2-(4-ruapokcndeHunn)-3-[4-(2-nune-
puAMHO3TOKCK )-6eH3ounn]-6eH3on[b]modeHmmapo-
xnopuga 1,2,3-TpuxnopnponaHoBbIi ConbBaT

(Kpuctannuueckas cdopma ll)
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Cmecb coefuHeHus, NOMy4eHHOro Mo crocoby
npumepa nonydexusa 1 (2,70 r), coeguHeHus, nony-
YeHHoro no crnocoby nonyvenus 4 (3,60 r) n 50 mn
1,2,3-TpuxnopnponaHa nepeMeLLInBatoT C TPEXXITOPU-
cTeiM 6opom (2,6 mn). Yepes 3 yaca npu 20-25°C pe-
aKLUMOHHYI0 cmecb obpabaTbiBaloT JOMNONHUTENbHBLIM
KOnmM4yecTBoM Tpexxiopuctoro 6opa (2,6 mn). Yepes
3 vaca npu 20-25°C peakumoHHyto cMecb obpabaTbl-
BalOT AOMNOMHUTENMBHBIM KONMYECTBOM TPEXXITOPUCTO-
ro 6opa (2,6 mn). Yepes 18 4yacoB peakUMOHHYIO
cmecs obpabateiBatoT TeTpargpodypaHom (15 mn),
a 3aTtem MedneHHo AobaenswT MetaHon (15 mn).
Mocne 3aBeplueHns aTnx 4o6aBNeHUN, peakLMOHHYO
CMeCb NepemMeLuMBatloT Npy KOMHaTHOM TemMnepaTtype.
Uepes yac TBepAoe KpucTannmyeckoe BeLeCcTBO OT-
(UNbTPOBLIBAIOT, MPOMbLIBAIOT XONOAHbIM MeTaHo-
nom (10 mn) n cywat npu 50°C B Bakyyme OO nony-
YyeHus 4,13 r ykasaHHOro B 3arnaBuM COeOUHEHVS.
JndpakLnMoHHasK KapTuHa PEHTTEHOBCKUX Nyden Ans
nopoukKa WAEHTUYHA KapTUHE, NpeaCcTaBleHHOW B
Tabn. 2.

TemnepaTtypa nnaenexusa 236°C.

CTteneHb uncTtoThbl: 78,9%.

1,2,3-TpuxnopnponaH: 0,5 MONApHbIX 3KBUBA-
neHTa (1H AMP).

Mpumep 9

6-rmapokcu-2-(4-rmapokcmudeHnn)-3-[4-(2-nune-
puanHO3TOKCK )B6eH3oun]-6eH3o[b]modeHmapoxno-
puaa xnopodopMOBbIA CONbBaT

(Kpuctannuueckas cdopma lll)

YkaszaHHoe B 3arnaBuu coeavHeHve (4,42 r) no-
ny4aT no cnocoby npumepa 8, 3a UCKMYEHNEM TO-
ro, YTO pacTBOpPUTENEM B peakuunn SABMSeTCs Xopo-
dopm (50 mn). dndppakumoHHasa kapTuHa peHTreHoB-
CKWX NMydel NopoLlka naeHTUYHa kapTuHe, npeacras-
neHHou B Tabn. 3.

TemnepaTtypa nnaenexus 258°C.

CrteneHb unctoThbl: 80,4%.

Xrnopodopm: 0,42 MONSPHbIX 3KBUBaNEHTA
("H AMP).

Mpumep 10

6-rmgpokcu-2-(4-rmapokcndeHun)-3-[4-(2-n1ne-
PUAMHOITOKCK )BeH3oun]-6eH3o[b]modeHmapo-
xropuva

Pacteop mpgpokeuga Hatpus (0,313 1) B 10 mn
MeTaHona pa3baBnsloT AONOMHUTESNBHBIM KOMNMYeECT-
BOM MeTaHoma (50 mn). 3ToT pactBop obpabaTbiBa-
10T COeAUHEHUEM, MOSMYYEHHbIM MO crocoby npume-
pa 5 (4,0 r). Yepe3 45 MUHYT Npy KOMHATHOW Temne-
paType NOMny4eHHbI pacTBop MNbTPYOT (UnNbTPO-
BanbHaa bymara Batman Ne 1), u cdmnbTpoBanbHyo
6ymary npombiBatoT MeTaHosioMm (3 mn). MonydeHHbIN
dumnbTpaT oOpabaTtbiBaldT 2H CONSHOWM KWUCNOTOM
(4 mn), monyyas KpuUcTanmmMyeckylo cycrneHsmio. Ye-
pe3 1,5 yaca kpucTannMyecknin NPOAYKT OTMUNBLTPO-
BbIBalOT, MPOMbIBAOT MeTaHorioM (5 M) v cywaT npu
45-50°C B Bakyyme go nonydeHusi 2,103 r ykazaHHOro
B 3armaBun coefuHeHus. KaptuHa andpakumm peHT-
FrEHOBCKMX nydel MopoLlka WAEHTUYHa KapTuHe,
npeactaerneHHon B Tabn. 4.

TemnepaTypa nnaenexus 261°C.

CteneHb unctoThl: 96,5%.

Mpumep 11

6-rngpokcu-2-(4-rmapokcndeHun)-3-[4-(2-n1ne-
PUAMHO3TOKCK )beH3oun]-6eH3o[b]modeHmapo-
xnopmg
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Cmecb coefuHeHUs, NOMy4eHHOro Mo crocoby
npumepa 4 (50 r) B metaHone (1125 mn) u Boge
(60 mn) HarpeBalOT OO KMMEHUst C OOpaTHLIM XOJo-
AWMbHAKOM OO0 3aBepLlUeHuss pacTBopeHus. opayuun
pacTBop MnbTPYOT (unbTpoBanbHas bymara Bat-
MaH Ne 1), a ocTaTtok MPOMbIBAOT MeTaHOSIOM
(200 mn). O6beanHEHHbIN UMNbLTPAT KOHLEHTPUPYIOT
neperoHkow, yaanas 1207 mn guctunnata. Bo Bpems
neperoHkn nNpoucxoauT Kpuctannusaums. MNonyveH-
HYIO CYCMEH3MI0 OCTaBMSAT OCTbIBaTL MPU KOMHaTHON
Temnepatype n dunbTpytoT. Kpuctannuyecknn ma-
Tepuan npombiBaloT xonodHeiM (0°C) meTaHonom

(170 mn). MNony4eHHbIN MaTepuan cywaTt B Bakyyme
npu 60°C B TeyeHuMe npumepHo 18 4yacos, crerka
npogysas asoTtoMm, A0 nonydeHus 38,79 r xento-
KOpPUYHEBOIro CBOOOAHO nepechinaroLerocs Tsepaoro
BellecTBa. [AndpakumMoHHaa KapTuHa PEHTFEHOBCKMX
nyyen upeHTUYHa KapTuHe, NpeacTaBneHHON B
Tabn. 4.

TemnepaTtypa nnaeneHusa 275,6°C.

CteneHb unctoThbl: 99,4%.

OcTaTtouHbll meTaHon: meHee 0,6% (rasosas
xpomaTtorpadms).

PoacteeHHble BewecTsa: 0,51% (BIOXKX).

O "YkpaiHCbkuin iHCTUTYT NpoMUCNOBOT BNacHocT" (YKpnaTeHT)
YkpaiHa, 01133, Knie-133, 6ynbB. Jleci YkpaiHku, 26
(044) 295-8142, 29561-97
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