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-U3BOJIHbHIX [ OPUTPOMHIMHA A - :
(57) HsospeTeHHe KacaeTcs nponsaonﬂwx
3pUTpOMHIIHHA A,
9~0OKCcHUMHBIX' TIPOH3BORHBIX 3PHTPOMHLMHA
A; npuMeHseMbX B KauecTBe aHTHCEHTH—-
KOB "MWJIH NONYNpOAYKTOB. AJiA UX cuHTesa.
llenb .~ cospanue nHOBHIX TIOJIYNPOAYKTOR
AN cuHTe3a 6+-0-MeTwibHbIX npousson-
HBIX 3DHTPOMHUMHA. Ins nojyyeuus coe-

. AHHeHu# obueH o&—imi [ chonbswa coe-
‘Aunenne ¢*nm II:

R3 .
R0 CH3,
0,,I§lgﬁl
0 CHj
~QH
. HyC-0 mu L
. "Ry .
NZ '
R0 3 ~CH,
: 0——J§Q‘CH3IF
0—— Oy CH;
) : OH
HC-G  CHjy -

B YACTHOCTH HOHYQEHHﬂ;

i

rue R C4-C3—anxun 6eusun (on Mo~
xer GMTB 3amemen Meroxcu, NO,, MoHo-
THIIM OHCaJIOMOOM), H&@THHMQTBH MeTHI= .
_ THoMeTHm, 1',2,2- TPHXIIOP3TOKCHME THA ,
6en3nnoxcnmeTnn, Sensrugpun; R2 H,
75en3nnoxcnxap60nun Ry - MeTnn, Gem-

. AWTIOK CHKAapBOHHI npu YCJIOBMH, 4TO

Q # H, xorga R3 ~ MeTHI. CoenuHeHHe
II nonsepramr OKCHMHDOB aHHI0 ' I'HIPOK f”
" CHIIaMMHOM B NPHCYTCTBMHM HMMHAasona,
MPH MX MOJIAPHOM COOTHOmeHHH 1:5:5,5
B cpene MeTaHona NpH KOMHATHOH TeM-
_'mepatype B’ TeyeHHe 2. nnen. 3areM npo-
BonHT oGpaSOTKy NONYYEHKBOT 0. BemECTBa
'vranounnpoussonﬂum d-ner IIT: ‘R, - X,
rae X = rasmoren, s npucyre TBHH KOH.
uny NaOH, wusm THAPUAAE HATRUA NpPH MX
MonanOM COOTHOWEHHH l'(l 08-2):
:(0,93~1,5) B cpene aneToHa umM TeT-
. parnnpomypana - MU nnmerunmopuannaa
I 1§ )% TeMnepaType OT KOMHaTHoil go 0°C
B Te4yeHHe 15 Mun - 2 u. Hdanee mnony-
YEHHBIH 3aMeleHHbrt 9~ ~OKCHM 3pHTp0MHHH°'
Ha nonsepramr 9eaxuun C MOIHCTBM Me-.
THIIOM HIIH nuMeTanynb¢aT0M B NPHCYT~ ley
CTBHH KOH unn NaOH npu ux. MOJIADHOM |
COOTHOWEHUH 1 (1~ 5); (0,8~3) (xpome
nopomxooﬁpasamx westouell MoxeT GhITb
HCNOJIb30BaH TUAPHI ‘HATDUS) B cpepe
PaCTBODUTENIA ~ CMECH [MMeTHIICYIIho~
70Kcnna C TeTparuapodYpaHOM MM C
1, 2-guMe TOKCHA TaHOM aubo guMe THIGOP -
_M&Mhna IIpH TeMneparype OT_OOC 00 KoM—
HaTHOH'B revenue 40 mun - 5 u, [omy-
YeHHBIH TaKHM. 06pascM NMpPonyKT MOSBOIS-
eT CeJIeKTHBHO MOoIyuaTs 6-0-Me THIbHbe .
IPOM3BOMHEIE. 3DHTPOMHIIMHA A (c BBIXO0M
oo 90,27 npOTHB 807 B u3BecTHOM cny~v
‘yae). : o
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U3o6peTeHre OTHOCHTCHA K XHMUHM aH—-
THOHOTHKOB, KOHKPETHO K cHoco6y nosjy-—
YEeHMs HOBBIX 9-0KCHMHBIX NPOM3BOMHBIX
3pHUTpOMHIMHA A 0Bme#l dopMysnnl

5
Nz B3
“CHy
o CHy 4o
' (1)
O_CH,
OH 5
H3CU CHy
rge R4 - wusmuit C 4~Cz-anxun, *SeHsmnn=
HaA rpynna, He3aMelleHHas WIH
3aMelieHHas MeTOKCHUIpymnnoi,
HUTPOTPYNNoi, ORHHUM wiu nsy- 20
MA - aTOMaMy' ranoupa, HadTHI-
MEeTHIbHAA TpyINa, MeTHITHO-.
MeTwIbHas rpymma, 1,2,2-rpu-~
XJIOP3TOKCUMe THIIbHAsE rpynna,
GeH3UNOKCHMETUIbLHAS Tpynna, | 25
GeH3rugpHUnBHas rpynnaj '
'Rz =~ aToM BOHIODOLA HIH OeH3uIoK—
CHKapOOHUNLHAA TPYNa, IIpH .
VCIIOBHH, YTO Rz'ne‘ﬂanﬁercx
aToOMOM BOgopona, Xorpga R3 30
npegcTaniaser coboft MeTun fo-
JYIPOQYKTOEB B CHUHTE3e 6-0-
MEeTHJISDHTPOMHUUHOB, HCIOML™
3yeMblX B KaueCcTBe aHTHCeNnTH- -
KOB WM TPOMEXYTOUHMX coegu— 3§
HeHUH [Oms UX cHHTe3a.

Hens HsobpereHnss ~ paspaboTKa Crio~—
coba. NMoJiyyeHss HOBBLX 9~OKCHMHBIX NMpo- |
HM3BOLHLIX IPHTPOMHUMHA A, npuUMeHeHHe
KOTODHX ‘B CHHTe3e MO3BOJIMT TOBLICHTH 40

" C&JIEKTHBHOCTL MOJIyueHust 6—(—Me THIIbHbIX
NPOM3IBOLAHBIX 3PUTPOMHUMHA, po

Ipumep 1. Honyuenue 2 *0 3 -
N-Gnc(6en3nnoxcnxap60nnn)—N—aameTnn—
SPHTPOMHUMH A O9~0KcuMm. 45

'K 300 mMn cyxoro MeTanona nqbasns—~"
wr 49,4 r (0,05 moms) r 2/-0,3" -N-

~Gnc(6eﬂsunoxcuxapﬁouun)-N—neMeTnn—

- dpuTpoMuumHa A, 17,4 r (0,25 monb)
XIOpryjipara ruapokcwiammia u 18,73 r 50
(0,275 mMons) mMupasona M .cMechs nepe-
MeNMBAWT MPH KOMHATHON TeMmmepaType B
reveHue 3 nweit. Bosbmyw uyacts pactBO~
PHTeJNI yHapuBawT, OCTATOK NPHIKBAEIT
K 700 M1 HACHEHHOro BONHOI'O PAaCTEO~

. 55
' pa OuxapboHaTa HaTpHsi, W CMECh IKCT~
parupywr usaxzgst 500 M sTwnanerara. -
3TH 3THAUeTaTHhEe CHOoH obbenuHAnT,

TPHARON TpoMbiBakT 300 M HacCHIMEHROTrO

‘BOIHOI'O pacTBOpa XJIOPHMCTOI'O HATDPHA U
cywar Hay 6e3BomHPM CYIbDATOM Maruus.
PacTBOpP ynapHBawT ¢ LeJbK nepekpHc-— -

- TallJIH3alHH H3 CMecH xnopocbopma H ner-

poniefiHoro adMpa, C UWesbl NOoJIYYeHHs

34,67 r (69,37) HeneBOro coemHHeHHs.

T.ut. 149-151°C

Boryucneno, Z. C 62 263 H 7,845
N 2,79.

C5,HrgM,0yr

Haitgeno, %: C 61,97, H 7,58;N 2,72,

I PuMep 2. lHonyueHue 27— 0 3/~

N 6nc(6ea3nnoxcnxap60nun) N—aumeTnn—

SPHTPOMHMIMH A 9- [b (MeTa—HnTpoﬁenaun)-
oxcwMa] .

B 30 mn aneTona paCTBopﬂmT 5r
(0,005 mons) 2’ =0, 3'~N-6uc (6ensmnox~-
CHKapBOHMI ) ~ N—nemerwnspnTpOMHunn A
9~-oxcuMa, 0,94 r. (0,0054 monb) mera-
HUTPOGEH3MNXIIOPHAA U [0BaBASAIT
0,362 r (0,0054 mons) 85%~noro nopom-
KOOGpa3HOr0 rumgpaTa OKHCH Kaius,
CMeCh nepeMelMBAaKwT B TeyeHue 2 yu,

PacTBOpHTEND YNapHBawT NPH IOHH—
KEHHOM paBjleHHH. K OCTaTKy A06aBiAwT -
100 Mn HacwmenHoro BogHOrOD pacrBopa
6nxap60HaTa HaTpHsl, U CMeChb TDHXILI
3KCTParupyior 150 Mn aTunauverara. Crou
OPTaHHYeCKOI'0 PacTBOPHTENS O6beAHHA—
0T, NIPOMBIBAIOT HACHIeHHbM BOZAHBM pacT-
BOPOM XJIODHCTOTO HATDHA W CYWAaT Hapg
BesBonHbM cynbdaToM Maraus. PacTtBopu-
TeNlb YITapDHBAIT,. 4 MOJYHEHHbH TaKHM
yTeM HEeOUHNEeHHbIH NPOAYKT OUYMIAT C

- IOMOMbI0 CHIIHKaresieBoH KOJOHOUYHOM (p

npesenuTensHoil) - xpOMaTorpa¢uH (Bako

rene C-200, BhpaGaThBaeMui: Hmyuua-'

Ky Kn.). CMecpr GeHsona M 3Tunamnera

B OTHOWeHHH 3:] HCNoOpL3YOT B kauec:

Be DacCTBOPHMTENA AN 3INOMPOBAHHA C 1.

JsyuenueM 4,79 r (83,3%) uenesoro co

AHHEHHUSI, KOTOpPOE 3aTeM MNoOBepPrawnT I

PEKDHCTINIM3AUMKE H3 CMeCH 3THianeTaTa

M H-rexcaHa., T.mn. 108-110°C, )
ITo AHATIOTHYHOI TeXHONOrHM MOJIyYawT *

- Qe IymMe COoOeguHEeHUS

2!~ -0,3’ ~N~6nckﬁensﬂnoxcuxapﬁonxn)—
N-peMmeT HnspnTpoMHunn A 9- (0~MeTHn0K~
ch), T.mr. 118~ 121%q;
-0 3 -N- 6Hc(6ensun0KcnKap6oHun)~
N—neMeTunspHTpomnuuH A 9-(0-3THiTOK~

»ch), T. nn. 112-114° C;

2 -0,3" -N- 6uc (6eH 30K cCuKapGOHM ) ~
N-meMe THISpPHTPOMMIMH A 9- (O*nsonno—
nnnoxcuM) T.mi., 103~105 C,

2 "0 3 ~N-6uc (6ensunokcuxap 6ouun ) -
N—neMeTnnspnTpomnuHH A 9-(0- napa-me-
TOKCHOeH3unokeuM), T.mwr, 100~102 C'
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2’70,3’—N—Gnc(6eH3un0Kcuxap60HHn)—
N-geMe THI3DHTPOMHUHMH A 9- [O (MeTa—'
xnopﬁeuaun)oxcuM], T.mwi. 99-100 C

2'-0,3" —N—Gnc(GbuannoxcnxapGOH%n)—
N-meMe TUII3PUTPOMHLIMH A 9~ [b (t—Ha®—
THIMETHIT) OKCHM |, T.mm. 187- 189 C

I pumep 3. NMonyuenue 2. ~O 3 -
N-6Hc(6en3unoxcuxap60HHn) ~N-GemeTun-
3PDHTPOMHIIMH A 9—[0 (nmapa- 6p0M6eH3nn)~
OKCHM

B 80 M aueTona paCTaopaMT 20, 0 r
(0,02 mons) 2/ -0, 3! -N- 6Hc(6eH3Hn0Kcn~
KapBoHw) - N-meMeTHnspurpomMuumun A 9-
okcuma, 6,0 r (0,024 monb). 6poMucToro
napa-6poMGeHsuna u pgobasnswoT 1,23 r
(0,0186 Monwb) nopouxa 85%-noro rup-
paTa OKMCHM Kaausd M CMech NepeMemxBa-
0T B TeudeHHe 2 Y IIpH KOMHaTHOH TeM-
nepaType.

" [lo TexHOMOTruM npuMepa 2 moJyyawT
He OUHIeHHbI NPOLYKT, KOTOPLITI 3areM
NePeKPHCTANIM30BLBANT H3 CMecH Ipoc—

~ TOrO AUATWIOBOTO 3dMPAa H NEeTPONEeHHOTO

apupa c nonyuensueMm 21,3 (91,0%Z) pene-
BOro coemuHenus. T.nn. 100-102°C,

C noMombl aHaJIOTHUYHON TEeXHOJIOIHMH
HONIyyaKnT cllefyoupe cOegHHeHHs :

2'?0,31-N-5HC(5EH3HHOKCHKap50HHH)'
N-memMe THIISpUTpOMHIIMH A 9-— [O (#-npo-
nnnoxcuM)] T.nn, 109-111°C;

2r ~0,3 /=N~ 6HC(6€H3HHOKCHKap50HHH)‘
N-geMe THIISpDUTPOMHLMH A 9- [O (napa-
xn0p6eH3nn)oxch] T.mr. 127-130°C;

2! ~0,3'-N- 6yc (GeH3UITOK CHKap 50 HuT ) ~
N-pemerunapurpoMunus A 9—[b (2, 4-gu~-
xnopﬁensun)oxcum] T, 94,5-96°C;

2'-0 3 -N- 6Hc(6enaunoxcuxapﬁonun)~
N—neMeTHnspquOMuunH A 9- [0 (napa-
HquoGeHsun)oxch], r.om. 119-121°%¢C,

Hpuwmep 4, Nonyuenne 2°-0,3" -
N-Gnc(6ensnnoxcnxapﬁonun)—N—numeTun¥
3PHTDOMHHHH A 9- [O[MeToxcheTnn)ox—
CHMa]

B 20 Mn TeTparnnpoéypaHa pacTBOpsA-—
or 1 v (0,001 Monp) 2/-0,3"-N-6uc-
(6ea3nnoxcnxap60nnn)—N-nemernnapquo—

. MHMuMHa A 9-okcuma u 0,1 Mnu
+(0,0012 Monp) mpocToro MeTHIXIOPMETH-

nosoro 3dupa, pobasiaswT 68 Mr
(0,0012 monb) 50%-HOro rumpupma HaT-
PHs M CMech IepeMeNlHBAKT IIPH KOMHAT-
HOH TeMnepaType B TeueHue 15 MuH.

[lo 3apepmeHHH peaxuuH cMech pas-
6aBnsior ¢ nomombio 100 M sTunanerara

.H K copgepxuMoMy poGasisior 100 M1 BO-

Abl, Opra’Huyeckui CHOﬁ‘OTﬂenﬂMT, npo-—
MBIBAKT MOOUYEPEOHO HACHIUEHHLM BOOHLIM

pacTBopoM 6ukKapGoHaTa HAaTPHA H BOIHbR

5

20

o

0

45

55

- . 3JHOHMPOBAHHA | ,

pacTBOPOM XIOPHCTOIO HATPHA M Cywar
Hag Ges3BomHbM cylibdaToM Maruus. loc-

- fle ynapuMBaHHS PacTBOpHTENs MnoJIy4e H-

HbIFf TAKHM IIyTeM HeOouHmEeHHbIl NpPOAYKT
NOABEPrawT CUHCTKE C NpHMMeHeHHeM CH-
NMKareneBo KOJOHOYHOM XpoMaTorpadun
(Bakorens C-200, cMech Gewszona u aie-
TOHa H B coorTHomweHuH l0:1-5:1 B ka-— _
YeCTBe PAacTBOPMUTENS sl 3JIMMPOBAHHT) ,
H NOABEPrawT NepekpHCTAaTH3 allHi U3 CMe—
CH aleToHa M HrTeKcaHa ¢ Nony4yeHHeM
590 Mr (56,77%) neneBOro coenMienns
B BuOe kpucTtaminos. T.mi. 101-104°C.
HK Y poxe (om™'): 2420, 1745,
1735, 1700.
SMP (CDC14) 8: 344 (3H, 6-0CHS),
AHanornquo NOJIYYaKnT cliefyunge coe-

- DUHE HUS ¢

2'—O,3'—N;5ﬁc(6en3un0kcnxap60nnn)*
N-peMeTunspuTpoMuIMH A 9— [O (METHn*v
THOMQTHH)OKCHM T.mt. 101-104°C;

2'-0,3'-N- 6HC(GeH3un0KcnKap60Hun)—

- N-pmeme tHiiapuTpoMHiHH A 9- [O (2,2,2~

TpHXnOpBTOKCHMeTHH)OKCHM), T.01. 108—
Ill°C

2'—0 3’ N~ 5HC(6€H3HHOKCHK8D50HHH)'
N-peMeTHI3pUTPOMHLHHE A 9- [b—’ﬁeﬂsnn*
OKCHMETHJI) OKCHM |, T.mi, 122~ 124 °c.

ODpumep 5. Honyqe}mez-OB-
N-6uc (6ensunoxcuxkapbormn) —-N~geMe T~
spurpoMuiuE A 9-(0-GeH3unoxcuma).

B 159 mn cyxoro N,N-mumeTundopma--
Mnna pacrsopnmr 20,06 r (0,02 mons)
2'-0,3'-N- 6Hc(Gensunoxcuxapﬁonun)—ﬂ—
BEMETHIISPHTPOMHUMHE A 9-okcuMa, u _
3,37 r (0,026 monsw) XIOPHCTOro GeHsu-
78, K COAEPKUMOMY ROGaBIAKNT ) 325 1
(0,03 Mons) 60%-noro ruapuna HaTpHA
H CMeCh NnepeMeuMBawT B TeuyeHue | u,
PeakHOHRHBIN DACTBOpP NDWIMBAWT K
600 Mn HaCBIIEHHOTO BOOHOIO . pacTBOp4d
6ukap6oHara HaTpus. CMech' NogBEDPI aioT
SKCTpakuud ofud pas 300 mn stunauyera—
Ta, H BTopoH pas 200 mi1 Toro me pa-
CTBODHTENA, J3THIALETATHBI ClIOH npo-
MbiBawT Tprkabl 300 M HaceileHHOTC BOX~

' HOTO pacTBopa XJIOPDHCTOrO HaTpMa H

cymaTt Hap 6esBogHbM CynbhaTOM MarHusg.
PacTBOpHUTENIE YHApHBAWT H 1OJIY Y€ HHbIH
TaKHM Ny TeM HEOYHUEeHHbI [IPOLYKT Nom-—

‘BEPrawT OUYUCTKE C HCHNOJb30BaHHEM' CH-

JIHKareJleBOH KOAOHOYHON XpoMaTorpaduu
(ApT. 7734 dupMe Mepx Ko, cmech ST~
aneTata U H-TeKcaHa B COOTHOWEHHH
1:2-1:1 B xauecTtse pacTBOpuTens nns

¢ nonyuenue™m 17,92 r
(80 27} LeyleBOro coejyHeHHsa, KOTopoe
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3arem nohaeprawT NepeKpUcTaIu3 alluy . .
H3 sTUNaneTara H nerponeHoro sdupa.

" Buiuncnewo, Z: C 64, 82 H 7,743
‘N 2,56. '

CogHyqNoOpq 5
) Hatipeno, %: C 64 41, H 7,56;
N 2, 64,
1735, 1700. '

SMP (CDC14) & : 10

7,20-7,50 (15H).

13c SMP (CDCLy) 8 & 26,6 (Cg)s
171,1 (C), 33,1 (Cy), 18 S5 (8 CHa),
14, 6 (10~ CHg). T.r1. 105- 107°¢,

- C noMmompi aHaJOrWYHOH TEXHOINOI'WM
nonyqamT cnenymmne COoenBHEHHS ¢ .
» 2'-0,3"-N- 6uc (GeH3nIOK CHKAPGOHWT) ~
N-neMeTHnapnTpouuuun A 9~{0-6ensrun~
ponoxcuM),
2'-0,3 —[O (Z'METOKCHBTOKCH)MGTHH-
oxch] T.w. 99- 104° c. :

MNpumerp 6. llonyuenune 2 —0 3’ -
N-GHC(6eu3nnoxcnxapﬁoann)—N-nemeTnn—
3PHTPOMHUMH A 9- [O—(opwo—xnopﬁensun)— 25
okcuma .

B'60 mn N N-uumeTun¢opmamnna pacr—
sopsir 13 r (0,013 mons) 2/-0,3'-6uc-
'(6eu3nnoxcuxap60nnn)~N—neMeTnn3pnTpo—
MHUMH A 9-okcuMa u poGamnawr 2,30 r
(0,014 monb) opro-xnopbBeHsunxnopuna
u 0,941 r (0,014 Monb) 85%-noro rup-
PaTa HaTpHA B BHAE NOPOWKA C OXJaxne-
HHeM JILAOM K CMech -TlepeMeliHBawT B Te-—
yeHmne ‘2 4.

" Tlocne aapepme HUs peaxuun cMech' NpH-

- ymBawpr Kk 400 M1 Bopmsl, a BhHnTaBUWME B

OCafoOK KPHMCTAIUIBL OTOWILTPOBHBAWT. H

* TIPOMBIBAKT Bonoﬁ. 3areM KpucTam go-

- mosHMTenbHO mnpomeiBawt 10 mn 10%~-noro

" BOQHOT'O PacTBOpa STaHONA W CYmar ¢
nonyyenueMm 14,02 r (96,1%). uenesoro
COefUHeHUs B BHOE XPHCTAJUIOB, KOTODHE
NOABEPIranT NepeKpUCTAIM3aluKk H3 cMe—
CH aTHITalleTaTa W H-rexkcasa, T.mi.

4,96-5,24 (6H),

15

20

- 30

35

40

) 45
111-113%C. | .
HK P L. (on”h): 3420, 1745, 1735,
SIMP - (CDCl,)S: 7,23-7.46 (141).

DHpumesp 7. Honyqeune 2'-0,3' -
N-ﬁuc(ﬁeﬁaﬂnoxcnxapﬁouun)fN—neMeTnn—
apuTpoMHuMH A 9-okcuMma (OpPyrorc OKCHM—
HOTO W30Mepa COeMMHEHMA, IOJYYEHHOTO
B npumepe 1).

Maroquym KHOKOCTH, MOMYHYEHHYW mMy—
TeM TMepeKpHCTallIM3al B npHMepe 1,
YNapHBAWT OOCYXa TNPH TOHWRKEHHOM [aB-—
IeHMH W TOJIYYEHHBIH TAaKMM NyTeM ocTa-
TOK pasgensonT C NpHMeHeHHeM cHiIHKare-

JeBoii KOIOHOuHON Xpomartorpaduu (Bako—
[4

55

~ o npuMepy 7,
XNOpUCTOro GeH3wIa, K COOepXHMOMY ao-

2THnauneTara,

renp C-200, cMechr 3THAueTAaTd M H-TeK-—
¢aHa B coOTHomeHun 2:! B KauecTeBe pa-
CTBOpHTeNns Ois amoupoBaHua). Opakumu,
XapaKTepH3yeMble 110 Pe3ylbLTaTaM XpoMma-—
TorpabdvH B TOHKOM CHOE'SHaquHeM'Rf =
= 0,21 (TOHKOCNOMHBIT NIACTHHYATHIT CH~
nmukarens, 60 F 254, ¢upmer Mepx Ko.,
cMech XJiIopodopMa M MeTaHOMa B COOTHO-
wernuy 20:1 B KauecTBe NpPOABIAWINErO
areHra), COGHpPaT M YNapwBalT ROCYXa
NPH MOHWXEHHOM [aBJIEHHH C NOJyYeHHeM
3,0 r Toro xe BemecTBa, KOTODOE SBJIs~
eTcs leneBbM COedHHEHHeM B npuMepe 1, .

Hocne sToro épakuum co 3HaueHHEM
Rf 0,12 co6upawr u ynapuBawoT Jocy-
Xa, . NPH NMOHMKEHHOM JaBJIeHUM C NoJjiyde-—
HdeM 540 Mr penesoro coenuiieHUs B
Bune nensl Gejoro usera. T.on, 115~
130°C. _

-C noMompl' TOHKOCJIOHHOH XpoMaTorpa-=
U o6HapyxeHO, UTO YACTh 3TOro coe-
OHUHEeHUs HSOMepnsoéaHa [0 uenesoro
coenuHeHHsi U3 npHMepa | B xnopodopme
WIH B pe3ylibTaTe HarpepaHusa. Kpome
TOTO, - 3TO COeNHHEHME TPYAHO OYMCTHUTE
nyTeM HepeKPHCTANIM3AUKMH H 5TO COeHmH—
HEeHHe He uMeeT Kakolt—-nubo onpeneneu-
HO¥ TOUKM I[aBIIEHHSA,
 Boiumcsneno, %: C 62,265 H 7,84;

N 2,70. ‘

CyyHggN,047 L

Hatigeno, Z: C 61,95y H 7,90;
N 2,85. \ :

HK ) pmoe (M7 )t 3650-3360; 17505
17353 1700,

"I pumMme p 8. llonyueHue 2’—0 3 -_
N- 6uc(6en3nnoxcnxap6ouun)—N-nemeTnn—
spuTpoMHuMH A 9-(O0-6enamnokcuma) -
(OPYyroro OKCHMHOIO H3OMepa HeJeBoro
coeHHeHHs M3 NpHMepa 5).

B 1,5 mMn cyxoro N,N-gumeTtisipopMma—

'Mnna paCTBOpHmT 250 MP(O 00025 mMons)

2f -0, 3! -N-6uc(5ensnnoxcuxap60nnn) =N~
[OEeMEeTHISPHTPOMHIMH A 9-okcuMa — eme
OQHOI'O OKCHMHOTO HM30Mepa 1ejleBOoro
COeOgHHEeHHa Hu3 npuMepa |, NOIYYEHHOro
u 65 M (0,0005 mons)

Gasnsior 25 M (0, 0003 momb) 85%-Horo
rugpaTa OKMCH Kalvs B BHOE NOpomKa M

- cMech nepememubawT C JIegAaHbM OXJaxige— |

HHUeM B TeueHHe 2 u, CMech NPHIMBAIOT
x 10 Mn BOgBl, 2KCTPArHPYIT C MOMOWBIO
NPOMBIBAIOT HAaChINe HHEM
BOOHBM DACTBODPOM XJIOPHCTOTO -HATDHMA .
cymaT Hapn Ges3BOOHbBM cybdaTOM MATHHS.
[locsie ynapMBaHHS pPacTBODHUTENS HOJIY—
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YeHHBH TaKHMM NyTeM HeOouMule HHbI npo-
OYKT pasfeNnanT ¢ TpHMeHeHHeM CHIMKa—
reqbHOI KOJIOHOUHOM xpomarorpabun (Ba-
korenp C-200, cMech 6GeHzoma M aueToHa
B COOTHOmeHWH 6:]1 B kavecTBe pacTBO-
PUTeNs NSl 3JIWHPOBAHMSA) .

PpakuuH, xapakTepHsyemble MO pe3yib-

TaTaM XpoMaTorpaduu B TOHKOM cjioe 3Ha~—

yenueM Ry = 0,57 (ronkocsoitHas nnac-
tuHa 60 F 254, ¢upmm Mepx Ko, cmecsw
feHs30Jla ¥ aleTOHa B COOTHOMWEHHH 3l

B KauyeCTBe NpPOABIAKMErocs pacTBOPHTe-
hﬂ), cobupawT K yrnapMBawT gocyxa C

nosiyuenueMm 50 Mr seuwecTBa, ABASOLETO= | ¢

cn uenegﬁm COefHHEHHEM 10 npumMepy 5.
3aTeM dpaxkuHu co 3HaquHeM_R£ =

= 0,48 co6upawT M ymapHpawT mocyxa

NpH TMOHHXEHHOM [aBJEHHWH C INOJyYeHHeM

150 mMr LeJIeBOI'0 COefHHeHHA, KOTopoe 20

3aTeM MNMepeKpHC TAJUIM3OBhIBAWT H3 npoc-—
TOro OU3THIIOBOI'C 3¢Hpa.

BC MP (CDCl,): 34,4 (Cy), 168,9
{Cq), 35,7 (C0), 19,7 (8~CH,), 11,3

(lO-CHa). T.an. 144-147°C, 25

C nomompio XpoMaTOorpabdu B TOHKOM
cjloe o6HapyXeHO, YTO 3TO coeguMHeHHe
He npeTeprieBaeT H3MEHEHWH HH B XJIOpO-—
bopMe, HM B pe3ynbTATe HATPeBAHHA.

ODpumep 9.

a) Nonyuenmne 3h—N~6eH3unoxcuxap60—
HHN-N-neMeTunspuTpoMHuuua A. B 250 mn
XIOPHCTOTO MeTHeHa pacTBOpsioT 29 r
(0,04 MOnw)  N-meMeTHNSpHTpOMHMIMHA A
H K comepxuMoMmy poGamnswor 27,8 mn
(0,2 Monb) TpusTHRAaMuma ¥ 7,5 r
{0,044 MONnb) GeH3UITOKCHKApG6OHHNA ¢
JefSHBIM OXJIaKmeHHeM, -CMech MepeMemn—
BalT npu 0-5°C B TeueHue S5 u u yna-
PHBAWT [0 nNpHOMM3HTensHOo 50 M. K*
cMecu pobasaswor 800 Mn Bogsl, BHmaBuue
B OCafioK KDPUCT b OTGIIL TPOBRIBAKNT C
nosmyuenuem 20 r neneBoro coeguHeHus,
KOTOpO€ 3a4TeM NepeKpHCTAallH30BHBAKT

H3 CcMecH 3TWilaneTaTra Hu H-Tr'eKcaHa. 45

T.m, 157-158°C,

6) Honyuenue 3.'-N-GeHsunokcukap—
6onnn-N~peMe TunapuTpoMHuUMH A 9-okcu-
Ma, K 75 Mn 6esBonHoro MeraHona mo-
*6aBmnaor 12,55 r (0,0147 mons) nony-

4eHHOIo 3’-N—GensHnoxcuxap6onnn-N—né—50

Me THI3 pHTPOMULMHEE A, 5,11 T (0,073 Monb)
XJIOPruApaTa ruagPOOKCHIIaMHHA K 5,51

.‘(0,0SMOHL)HMHnasona}iCMechepeMemH-
. Bal0OT NpH KOMHATHOH TeMnepaType B Teue—
_Hue 52 u, Bonbiyo yacTe pacTBOpHTENS 55

YHapHBalOT ,0CTAaTOK npunuBawT k 200 M

 HachMEHHOT0 BOJHOI'O pacTBopa 6MKap6o-

HaTa HATPHA U TPHWKOB SKCTPATrHPYIOT

35

350 M1 sTunanerara.dTunalle TATHHE CIIOH
obbenuHsmT , nBaXap npoMuBawT 300 M Ha-
CBIIEHHOO BOAHOTO PACTBOPA XJIOPHCTOTO
HATpPHA H cymaT Han OeilBogHbM cyibda-
TOM MarHus, PacTBopHTenb yNapHBAKT M
NMOJIYyYeHHbE! TaKHM NyTeM HeoyHleHHbHI
IPOOYKT OYHMMAawT C [PHMeHeHHeM CHIIHKa-
resjieBoH KOJIOHOUHOH XpoMaTorpadun (Ba-
korens C-200, cMech sTHnaneTaTa u
H-reKcaHa B cooTHomeHuu 1:2-3,1 B ka-
yecTBe PAacCTBODHTENS [JIA 3JHOCMPOBAHHS)
c nonyuenuem 8,6 r (67,37) uenesoro
COeNlHHeHHsI, KOTOpOoe 3aTeM nepeKpHC—
TAUTH30BBIBAT H3 CMeCcH 3THIaleTaTa H
nmeTpojeiiHoro -adupa., T.mn, 169,5-
170,5°C. ) ‘
MIpuwmep 10, Honyuenue 3-N-
SeH3zunokcukapbonun-N-nemMe THIS pHT pOMH~
uuH A 9-(0-Gersunoxcuma). 7
B 30 mn N,N-pgumerinidopMaMuma pacT-
‘BopsaoT 4,79 r (0,0055 momp) 3/ -N-6en-
5unoxcnxap6oHun—N—nemeTunspnTpoMuuuH
A 9-oxcmma u 1,4 r (0,011 monp) xmo- -
pucTtoro 6eHsHna, X copnepxuMoMy pobas-
sgsor 0,55 r (0,008 mone) 85%-Horo
r'HapaTa OKHCH KAaJlHsi B BHOE INODOmWKAa

€ HCHONb30BaHHEeM JIEOSHOTIO OXNaXnoeHHuAa

H CMeCh MnepeMemuBawT B TeyeHHe 2 v,
CMeck mnonBepraioT o6paborke, aHano-
ruyHod obpaboTke, mpoBejeHHON B NpH-
Mepe 6, llonyueHHBE! TAKHM NYTEM HeOUH—
mMeHHbE NPONYKT NOABEPranT OYHCTKE ¢

‘IpHMeHeHHeM CHIIHKAaresleBoi KOMOHOYHOI -

xpoMartorpadun (Baxorenp C-200, cMech
f6eH3aona M aleToHa, B COOTHOWEHHH
40:1 B xauecTBe pacTBOpHTENS OIS 310~
UpoBaHua) c moayueHuem 4,55 r (86,0%)
IleJIeBOrC COoenHHEeHHsd, KOTODPOe 3aTeM
HePeKpPHCTANTH30BLBAKNT M3 H3OMPONHIO=
Boro cmupra, T.mn. 110-113°C.
Hpuwmep 11, lomyuenHe spuTpo-
MHIIHH A 9—[0—(opTo—xnop6eH3Hn)oxcn-
va]. |
1,498 r ( 0,002 Monmb) 9pPHTPOMHMUHH
A 9-oxcmma, 354 mr (0,0022 mMomp) xmo-~
pucTtoro opro-xnopbeHsuna u 168 mr
(0,0025 Monb) 85%-Horo rumpaTa OKHCH
kanuss B BHae nopomka 3 100 mm, N, N-
ouMeTHNGOPMaMHIIa TTOABEPralT COBMECT— -
HOMY nepeMemuBaHHI0 MPH KOMHATHON TeM=—
FepaType B TeuyeHue 1,5 u gns yckope-

HHA peakuuH. Ilocne atoro cMecks npu-

nmBawT k 500 M nensHOM BOmM H SKoT—

ParupywT C MNOMOWbK 3THUNAalleTarad, JIKCT=-
PakT NPOMEIBAWT HAaCLmMEHHbDM BOOHLM pa-—
CTBOPOM XJIOPHCTOTO HATPHSA M CymaT Hapg
6e3BogHEM CynbbaTOM MaTHHSA, PacTtBopHu-
Tellb ynapHBawT, a OCTATOK [OABeprawT
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OWHCTKQ_C anMeHeHHeM CHIIMKaTesneBoH
KOJIoOHOUHO# XpoMaTorpadum (Bakorens
C-200, aTunaneraT B KauecTBe pacTEO=
pnTenH IS 3JHOWPOBAHMA) M Nepexpuc—
TAUIM3OBLIBANT H3 H~reKcaHa C Nojyue-~
HueM 1,562 r (89,37%) jueneBoro coenu=
HeHust, T.mm, 114~ 117%c.

K cMecu us 5 r (0,0057 MOJTB ) nosny-
YEHHOT'O TAKHM NyTeM coenuHeHHs u
5,77 r (0,68 Monp) 6GuxapboHaTa HaT-
pua B ‘8,5 Mn nuokcaHa po6aBRswT IO
kanne 8,14 mMn (0,057 monb) xnopHCTOTro
6eH3nnoxcnxap6onnua C lnepeMemHUBaHHEM
an 55-65°C, Cmecs nepeMenyBaT I1pH
65°C B Teuenue 1 u, Ilocne 3aBepmeHus
Peaxilid K peakUHOHHON cMecH nobaBmns-
ot 10 Mn puxnopMertana, llonyueHxywo .
cMecb OTOHMIBTPOBHBALT, a GUILTPAT
pasGaBnsawT ¢ noMompi 80 M H-rekcaHa
¢ nonyuenmeM 5,92 r (91,6%) 2'-0,3"-
N-6uc (6enaunoxcuxapBonun) ~N-neme Timn—
_apurpoMunuH A 9-|0-(opTo-xmopbeHanun)~
oxcﬂMa] B Kpncwannuqecxon dopMe, 3TO -
coennHEHHe HOEHTHYHO coefuHeHmo, MO
NIyYeHHOMY B mpuMepe 6 B 3HAUEHHAX
NMaHHLIX TOYKH INIaBJIEHHA HepPacTBODUMO-
ro‘ocrartka k fIMP,

Ipum e p 12, lonyueHuwe 6-0~-
MeTHn=2' -0, 3=N-6uc (6eHaunoxcuxapbo-
Hun)—N—nemeTHnapMTpomnuuH A 9—[0-(0-
ﬁmeTnnchnma]. .

B 12. Mn cMecu puMeTHncynbdoKCcHOA
" ¥ TeTparunpodypana (B cooTHomeHuM
A 1 1) pacTBOpAIT 1,02 r (0,001 mMomp)

2'-0,3 ~N—6uc(6eﬂsunoxcnxapﬁoﬁnn)-'
N—nHMeTHHSDHTDOMHuHH A 9-(0~meTmNI-
oxcuMa) . K pacTBopy mobammsior 341 Mr
(0,024 momb) mopucTOro MeTHRA H
100 mr (0,0015 monn) 85%-Horo rumpa-
.Ta OKHCH KaJlusi B BHOE NOpomKa H CMech
nepeMemMBaNT NPH KOMHATHON TeMmepary-
. bpe B TeueHHe 2 u, llocne okoHuaHus
peakinH K COJmepPXUMOMY IoBaBIAlT
100 Mn HacHmeHHOro BOXHOTO pacTsopa
.6ukap6oHaTa HaTpHA M cMech HoLBepra-
0T .3KCTPAaKUHH OOHH pas C IIOMOIIbLIO
100 mn sTunauerara, u ppyroi pas -

c noMomsiw 50 Mn Toro xe PacTBOpHTE=.
A, JTHIANETAaTHHI! CJioH NPOMHBALT
—rpuxast 100 M HachmeHHOro BOOHOIO
pacTBOpPa XJIOPHCTOro HATDHN H cymaT
BHan GeszponHLM cynbdaToM Maruus, Pa—
CTBODHTEND, YNAPHMBAWT IPH NOHIWKEeHHOM
[aBJI€HHH, H NOJIYYEHHBE TaKuM nyTeM
OCTATOK NOABEPralwT OYHCTKE C MpHMe-
HEeHHeM CHIIMKATresyIeBoH KOJIOHOUHOH Xpo-
MaTorpabun (Bakorems C-200, cmecs '
3THjIalleTaTa M H-rekcaHa B COOTHOme=
Hup 1:1 B KauecTBe PACTBODHTENA AN -

1577700

45

12
smoupoBanusa) ¢ mosryyerwem 0,82 r
(79,17%) ueneBoro ﬂoennueunn B BHMe
“neHo! Genoro usera,
Beruncneno, %: C 62,89; H 8,02;
5 N 2,72,
Cpallgy No 047
Hatineno, %: C 62,48; H 7,93;
N 2,65,
10 HK Ei';m (')
1735, 1700,
IMP (CDC13)8
3,79 (3H, N-OCH,),
ae ¢ (coely)f
69,4 (N-OCH,). : :
Npuwme p 13, Honyyenue 6-0-me-
run=-2' -0 3'—N-SHC(6eH3HnoxcHxap60Hun)—'
N—neMeTpmapHTpomuuHH A 9—(0—3Tnnoxcu—
Ma), - :

3500-3350, 1750,

3,50 (3H, 6-0CH,),

50,6 (6~0CH 3),

CorsdcHo TexHonorur: npuMepa 12 u
¢ nomombio 1,028 r (0,001 monp) 2f-
0,3/ -N- 6ac(6eH3unoxcHKap60Hnn)-N-ne-
MeTnnapquomnunH A 9-(0-sTunoxcema),
341 mr (0,002 mons) sopmucTOro MeTuna
25 ¥ 100 mr (0,0015 mons) 85%-Horo rum-
pPaTa OKHCH Kanua B BHIue nopomka B
-12 mMn cMecH peMmeTwicynbdokcHAA M TeT-
- paruapodypaHa (B cooTHomenmu 1:1) o
nyqant 1,05 r HeouMmeHHoro npopykTa,
KOTOPbEI 3aTeM IepeKPHCTAaNIH30BHBAKT
H3 CMECH IIPOCTOro OUITHIOBOIO s@npa
M H~rekcaHa c mnonyuenuem 0,85 r
(8i,77%) ej1IeBoro coenuﬂeﬂux B BHIe
Kpncrannos.'( N 5
HK e~ 3 00—3350 1735,
'35. 1700, ¥ maee
AMP (CDC1,) §: 3,03, 3,04 (3H,
6~0CH ) T.mn. 105-108°C..
Buqﬂcneno, Z: C 63,20; H 8,105
N 2,68,

2

30

40 055H84N20¢7 A
. Haigexo, Z. C 63,23; H 7,84,
N 2,72, o
K BMJEc (em™'): 3500-3350, 1735,
1700,

SMP (cnc15) £: 3 ,03, 3,04 (3H,
6~0CHg) .
B¢ e (CDClg)S 50,6 (6=0CHj).
Dpume P 14. THomyuenme 6-0-
MeTHn—2'—0 3* ~N~6nc (6ensmunokcukapbo—
Hnn)—N—aemeTHnspHTpOMHuuH A 9-[0-
(s-npomin) okcuma |,
TeXHOJOTHS *. AaHANOTHYHA IIPUMEpY
" 12, Gepyr 1,042 r (0,001 Moms) 2'=-
0,3"~N-6uc (6ensunoxcuxap6omut ) -N~
55 neMeTunapurpoMunuH A 9=~[0- (u-npomin)-
OKCHMa |, ' §
370 Mr (0,0026 Mom®) fromucToro Me-
tuna u 100 mr (0,0015 momns) 85%-Horo
THIPATa OKHCH Kanmus B BHOe nopomxa B

'

503



‘MeTun=2-0, 3-N-6uc (GeHaunokcuxap6o-
Hu) -N-meMeTunspurpomMuuus A 9-(0-
HM30IPONHIIOKCHMAE ) ,
Peaxuwo NpoBOOAT B COOTBETCTBHH
¢ TexHosorveii mpuMmepa 12 M c nomompio 25
0,44 r (0,0004 monb) 2'-0,3'-N-6uc-
(6ensunokcukapboumn)~N-peMe TnspuTpO-
mMuupH A 9-(0-usonporunokcuMa), 144 Mr -
(0,001 Monb) wmomucTOTrO MeTHNIA M
41,8 mr - (0,0006%) 85%-noro rumparta
OKMCH KalHsi B BUge nopomka B 6 Mn
cMecH JIMSO wu. terparuppodypava (B co<
oTHomeHu# 1:1). B cooTBeTCTBHH ¢ H3~
BeCTHOH TeXHOJIoOTHeH K c focrenyiometi
OUMUCTKOH Ha OCHOBe NPHUMEHEeHHS TOi Xe
caMmoii CHIHMKareneBoil KoNOHOuHOM Xpoma-
TorpaduH, HcrIonb3yeMoll B npHMepe 12,
nonyuaior 0,36 r (80,97%) uenesoro coe-
OUHeHHs1 B BUIOe mneHwn OSenoro userTa.
BerucnieHo, %Z: C 63,49; H 8,185
N 2,65,

30

35

40

CsgMac N0y
Ha#ineno, 7: C 63 39;H 7,863N 2,72,
HE § KB (ew™'): 3500-3350 1748,
1730, 1700, A 45
C aMp (CD013)8 3,03, 3,04 (3H,
© 6=0CH3), ‘
- Bcoamp (cnc13)8 50,7 (6-0CH,).

1 p HMep 16, MHomyuerue 6- 0—me-
=2 -0, 37 ~N-6uc (6ensunokcuxapbo-
Hun)-N-nuMeTunspHTpomnunH A 9—[0 (Me- S0
TOK CHMETHII) ~OKCHME |, -

K 10 mn cMmecn IMSO u TeTparunpo-—
‘pypana (B cooTHomeHHH 1:1) mo6aBismoT
1,0 r (0,001 Monp) 2'-0,3'-N-6uc-

(6ensunoxcukapbonun)~N-geme TunspuT-
- pomunue A 9-[0-(MeToxkcumeTHn) 0K CH-
Ma], 320 mr (0,0023 momp) womuc—
‘Tqio Metuna u 95 Mr (0,0014 mons)

.

55

' ouMCTKe,
CHIIHKAareneBoH KOJIOHOYHOH XpoMaTorpa-

13 1577700 14
12 Mn cMecu DMSO g TeTparuapodypaHa 857-Horo rMopaTa oOKHCH KalHS B
(B COOTHOmMEeHun 1:1) ONf YyCKOPEeHUA pe-— BHNe TOPOmWKA W NePeMemHBanT [IpH
aKlinn, nony4aorT 1,13 r HeounmeHHoro KOMHAaTHOM TeMnepaTrype B Teye-
NMPONYKTa, KOTODPHE 3aTeM NoOBeprawTt 5 HUe 45 MHH I8 ocymec TBIEHHS pe-
OYHCTKe C NpHMeHeHWeM TOiH %e caMmoil ‘ . aKIHH, AHAJOTHYHO NpHMEpY 12, nonyua-
CHJIMKareneBOH XOJIOHOYHOW XpoMaTorpa- 0T HeOouHmeHHbE NpPOAYKT, KOTopmﬁ zareMm
$uH, YTO M B NpHMepe 12, ¢ monyuenu- [EeDEeKPHUCTAMITHIOBHBAWT M3 CMeCcH aueTo-
eM 0,52 r (49,27) uenemoro coemuhenus  Ha u H-rexcaka, c nonyueHuem 705 Mr
B BHIe neHw 6ejloro nseTa, 10 (69,6%) uenesoro coenmHeHHs B Bupe
Briuncneno, 7Z: C 63,49; H 8,18; - xpueramios. T.mn, 197-199°C,
- N 2,65, Beruncnedo, 7%: C 62,25; H 7,983
c H eN20pr N 2,64,
Hannegg, Z: C 63 »233 H 8,10;N 2,75, Cs5HggN,0p :
L Emaxc (cM )f 3500—3350 1748' s~ Hafigemo, Z: C 62,25; H 7,99;
1735, 1700, N 2,75, ’
P (CDC1,)8 : 3,03, 3,04 (3H, M (cDC1,) 8 : 3,07 (6~0CH3) .
6-0CH3) . ' c smp (CDClb 50,7 (6-0CH,),
3¢ sIMP (CDC14)8 : 50,7 (6-0CHj). Mpumep 17, Honyqeﬂue 6~-0~- .
MpuMmep 15, MNomyyenue 6-0- 20 metun-2 -0, 3 -N—Guc(ﬁeﬂaunoxcnxap6o—

- Hum) - N-nemeTHnapHTpOMnuHH A 9- [0-(Me—

THnTHoMeTun)oxcuMd]

AHanoruuHoit npuMepy 12 ¢ chonbao—
BaneM 230 mr (0,0002 moss) 27-0,3'-
N—6nc(6ensnnoxcuxap60nun)-N—nemeTnn-
3PUTPOMHIHH A 9—[ O-MeTunTHOME THIT) -

‘oxcuMa], 98 Mr (0,0007 mMomb) wmomuc—
"Troro MeTwna u 20 mMr (0,0003 mons) '

%%ﬂmormwmaommHKMMﬂBBmm
nopomka B 4 mi cmecu JIMSO u rerparum-
podypara (B cooTnomenuu 1:1) nomyua—
wT 230 Mr HeoummeHHOr'o NPONyKTa, Ko—
TOPBE! 3aTeM MOABEPrawT OUHCTKE ¢ HC—
NOIb3OBaHHEM CHITMKareneBoi KOJIOHOYHOM
xpoMaTorpabun (Bakorens C-200, xma-
PHCTBI MeTHJIEH B KauecTBe pacTBODH-

- Temns [OJIS 3IUPOBaHHA) C MONYyueHHEM

98 Mr (42,0%) unesoro coeHHeHHs B
BHUne neHsl Bernoro uBeTa,

AMP (CDC14) &: 2 23 (3H, -CH,),
3,07 (3Hh 6- OCH;) 5,08 (2H -0CH,S-) .
- HK pKB (en7):3500-3350, 1740,

1730, 1695, '

11 p H M e p 18, lonyuenue 6-D-Me-
-2/ -0, 3 ~N-61c (6eH3wIoKcHKap6o—
HUI) ~N-geMeTHnIpHTPpoMHIME A 9~ (0~6eu—
3HJIOKCHMA) .

B coorBercTBHH C TeXHonorHeﬁ aHa- -
JIOTHYHOW NpHMepy 12, NpoBOIAT peak—
M, HCHOanYH 1,09 r (0,001 moms)
2!1-0,3 fn- 6HC(5eH30TnOKCHKap50HHH)-N—
AeMe THII3PHUTPOMHIMH A 9-(0-6eu3iutoKcu—~

" mMa), 341 r (0,0024 mons) mommcToro
"MeTunia u 99 mMr (0,0015 moms) 85%-noro

FHOpPATA OKHCH KaJHA B BHOE NOpOWKAa B
12 M1 cmecu IMSO u. TeTparumpodypana

(B coornomenun 1:1). Ipu nocnenyioweit
NPOBEAEHHON C HCNONb30BaHHeM
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*duu, nonyuarwr 830 mr (75,5%) uenesoro
COeIHMHEeHHs B BM[e MNeHH 6elloro usera,
KOTOpOe 3aTeM NepeKpHCTAallTH30BhBalnT
H3 CMeCH TNpOCTOr'O OUSTHIIOBOTO sdupa
H HETpOHeHHOFO spupa. T,mn. 154,5~ 5
156°cC.

Buuucneno, 7Z: C 65,084 H 7,83;
N 2,53. . .

Cgo g N2 0 47 0
Hatimeno, %: C .64 76, H 7 83;
N—2,53.'KB"
HE ) Gve (CM ): 3400 1750, 1735,
1700,

HMP\QMIQS 2,95 (3H, 6-0CH,). s
B¢ qvp (Cue1,) §': 26,4 (Cy),
172,1 (Cq), 33,0 (C44), 18,6 (8 CH3),
15, 3 (10~CH 3) e
Ipum e p 19, Honyqeaue 6-0~-Me~
ran=2/~0,3" -N-6uc (6ensunokcuxap6oHun )~
N-peMe THIISPUTDOMHIIMH A 9—[0~(napa—Me4
TOKCHOEH3MII) OK CHMA o
. 5,6 r (0,005 Mmomn) 2 -0, 3! -N-6mc-
(6en3nnoxcnxap60umn) N~nemeTun3pnTpo~
MHIMH A 9- [0 (rmapa-Me TOKCHEEH3HTOK~
-CHM)] s7 1 (0,012 Mons) momucToro
mMetrnna u 995 mMr (0,015 monb) 857-Horo
' THOPATA OKMCH KajiHs B BuUme o poi-
ka B 60 M1 cMecu IMSO u rer-
paruapobypauna {cooTHomeHre peareHToB
"1:1~5:0,8-3) nepemeumnBawT.B Teuenpe
3,5 4 puA yckopenus peakumu, o Tex—
HOJIOTHH nipuMepa 12 nonyuwawT npuénusu—
TenbHO 6 I' HeOUHWEHHOIO nponykTa, K¢~
| TODBIA .3aTEM TMOABEPramwT OUUCTKE C HC—.
- MO/Tb30BaHUEM CHJIUKATeJIeBOH KOJOHOUHOH 39
xpoMarorpaduu (Bakorems C-200, cMecs
STHJIAUeTaTa U H-TEKCAHA B COOTHOWEHHH
1:2" B kauecTBe pACTBODHMTENA [LIA 3IIHH-
POBaHHA) c nomyuendem 4,3 r (75,8%)
uenenord COQAHHEHHH BAB‘H,qe nexs Geno-
ro uBeTaEr
oy KB
-1700.
SMP (CDC13) § :
3, 80 (3H $-0CH4) .
c sp (CD013)8

25

(cm“'): 3450, 1745, 1730,

2,99 (3H, 6-0CHY), ,,

50,6 (H 6-OCHj),

55,2 (9-CH3y).
Bomupcnreno, %Z: C 64,413 H 7,803
N 2, 46, ’

Cgy Hyl, O, 50

Hatimeno, %Z: C 63, 67 H 7 67;

N 2,46,

H puwvep 20. Honyuenue 6-0D-me-
an-2 - -0,3'-N- 6Hc(6eﬂannoxcnxap60~
Hnn)—N—numeTnnspnTpomnunH A 9-[0-(na- 55
pa—xnopﬁeﬂsunoxcnma)]

K 100 mn cmecu IMSO u rerparuupo— |
dypana (B coornomenun 1:1) poGasssior

1577700

16

8,3 r (0,007 monw) 2/~-0,3/-N-6uc-
(6eﬂqun03cuxap60Hun) N—nemeTHnspHrpo~
MHLHH A 9- [0 (mapa—-xnop6eH3uII0K CH~
Ma) 2,5 r (0,0175 Monp) uomucTOro
MeTnna H 730 Mr (0,011 mMonr) 85%-noro
THIPATA OKHCH KAanxs B BHOE nopouka u
CMeCh IEepEeMeilMBAalT MPH KOMHATHOH TeM—
llepaType B TeueHMe 2 4 ONA YCKODEHMA
peaxkuun, llo rexHonoruu npumepa 12 no-
Yy4awT HeOUYHMEeHHbI IIPOAYKT, KOTOPbii
3aTeM NOABEPrawT OUYHCTKE C HNpPUMEeHeHH-
eM CHIIHKAaresjeBol KOJIOHOYHOH XpoMaTto-
rpadun (Baxorens C-200, cMech GeHzo-
ia ¥ aueTtoHa B cooTHoweHuu 50:1-25:1
B KauecTBe PACTBOPHTENS JIA 3MORpPOBa—-
His) c nomyuyeuieMm 7,5 r (89,3%) uene-
BOT'O CoeﬂHHeHHH B BUIe NeHbl 6esioro

' usera.

Borucneno, %: C 63, 12 H 7,30
N 2,45,

CeoHggClN,0 47

Hafineno, 7 C 62,965 H 7,40;

N 2,49, (e '

UK J ‘maxe (€M )t 3500-3350, 1747,
1728, 1700. - :
AMP (cDCL3) ¢ : 3,01, 3,03 (3,

6=OCH 5"

Y¢ e (cDC1,) & ¢ 50,7 (6~0CH,).

Ipumep 2. llonyuenne 6-0—me-
-2’ -0,3' -N- —-6uc (6eH3MTOK cUKap6o— .
HWIT), N—gemeTHnapquomuuHH A 9- [O (Me-
Ta—xnopsensun0Kcuma)

12 © (0,001 o) 2 —0,3 -N-6nc~
(Genannoxcnxapﬁonnn)-N~uemeTHn5pquo-
MMLUMH A 9—[0 (MeTa~xnop6eH3u) ok cu~
Ma] 320 r (0,00225 Monb) MouuMCTOro
Meramna u 73 mr (0,001 mosip) 85%-mo-
IO rugparta OKHCH KajHsi B BMHE MOpOMm-—
Ka B 12 mn cmecn /MSO u Te Tparuapo-—
dypana (B coorTHomwenmm 1:1) nepememn-
BalCT COBMECTHC NpPH KOMHATHOH TeMmnepa-
Type B TeuemMe 2 4. Ilo TeXHOIOIHU
npuMepa 16.monywanT HeouMmeHHbI Ipo-—.
OYKT, KOTODHE 3aTeM NONBEPraiT OUHCT=
Ke C npHMMeHeHHeM CHJIMKAarejeBOH KoJo-
HOUHOH XpoMaTorpaguu @axorens C-200,
XIOPHCTHIH METHIIEH B KauecTBE pacTBO-
PHTeNA MJISl SJIOHPOBAHHA) MOIIYYANT
1,13 r (99,7%) ueneBoro coeuuHeHus

B BHIe KpucTasuoB. T.mi. 86—9400.
;. Berumcnemo, Z: -C 63,12; H 7,50;
N 2,45, '

Hafineno, 7%: C 62, 96 H 7,47
N 2,43.

Npu M e p 22. Nlonyuenne 6-0-~me-
tan-2'-0,3' -N- 6uc (Gensnnokcurxap6o-



17 15777

© HWI)-N-OeMe THII3DUTPOMHIIMH A 9—[0—(op-

TO~XI0PGEH3UIIOKCHMA) }

. B 50 mn M, N-meMe TinidopMaMupga pacrt—
BopsoT 13 r (0,0115 mMonb) 2'—0,3’-N-
Buc (6eH3uwnoxcHKap6oumn) ~-N-gemMe THIT—-
IPHTPOMHIMH A 9—[O~(opTo-Xnop6ensnn)—
OKcHMa nocie uero pobGasmnsiot 2,1 r
(0,015 Momp) womucTOro MeTHna M
0,827 r (0,0125 momb) 85%~Horo rugpa- 10
Ta OKHCH Kaluus B BHOE TNOPoWKa NOpH je-

- OFHOM OXJNaxOgeHHH, M CMech rnepeMemBa-—
‘KT B TeueHwe 5 u, [locsie okoHuaHus pe-—

akuuu cMeck npunuBawt k. 400 mn Bogpl,
BbOeJIMBUHEeCA KPHCTAaJJIbl OTQMIL TPOBbIBA— 15
0T, npoMbisanT ¢ nomomesio 100 Mo 10%-
HOT'O BOOHOI'O pacTBOPA 3TAHONA H Cy™
waTt, JomyuyeHHHH TakuM NYTEM HeOUHleH-
HHH NMPOAYKT NEepeKPHUCTAIUIH30BbIBAKT M3
“30MPONUIIOBOTO CIHPTA, C MOJYYEHHEM  Ha
10,27 r (78,17%) ueneBoro coenHHeHUA

B BUOe KpucramioB. T.nm, 191-193°C.
Beruncneno, 7%: C 63,12; H 7,503

N 2,45, _
CeoHasClNGO 41 . - 25
Hatimeno, %: C 63,10; H 7,39

N 2,52,

Npuwrep 23, Nonyuenne 6-0-me-
run-2'-0,3" -N-6uc (6ensunoxcukap6o-

HHIT) ~N-neMe THI2 PHTPOMHLIHH A'9—[O(na— 30
pa~6poM6eH3nIl) OKCHMA § .

11,72 r (0,01. Monb) 2-0,3 -N-6uc-
(GeHBHnoxcuxap6onnn)—aneMeTnn3pHTpo—
Mﬁunu A 9—[0-(napa—épomﬁensnnoxcuma) ’
3,41 r (0,024 monp) uHomHcTOro MeTuna
u 990 mr (0,015 monn) 857%—-Horo rumpa-—
Ta OKHCH Kallifi B BHEe MNOpOWKa B
120 mn [MSO-puMerTHiia M TeTparuppody-
pana (B‘COOTHomeHmu 1:1) cosMecTHO
nepeMeuHBaT NPH KOMHATHON TeMmnepary- 40
pe B TeuenHde | u. [lo TexXmojnorum npH-
Mepa |2 momy4anT HeOYHleHHbI] HPOAYKT,
KOTOpbiif 3aTeM TIOOBEDPIr'akwT OYHCTKE C
IIPHUMeHeHHEeM . CHITHKAT eJ1eBOil -KOJIOHOUHOH
xpoMarorpaduu (Bakorens C—200, cMmechk 45
ITHIALETAaTa ¥ H-TeKCaHa B COOTHOWEHMH
1:2 B KadecTBe pacTBOPHMTENs OJIA SIHOH—
poBaHusi) ¢ nonyuenue 10,45 p (88,17)
QlleneBoro coeguHeuHs B BHOe MNEHbH 6ejo-

35

ro.usera. T.rut 98-103°C . 50
Berqucneno, %Z: C 60,753 H 7,223
N 2,39. .

CgoHgs BTN, Oy
Hatimeno, 7: C 60,92; H 7,02;

KB CM- ! )
Maxe

N 2,37,

MK ) : 3400, 1745, 1730, >
1595,
P (CDC1,) § ¢

6~-0CH;) .

2,99-3,02 (3H,

00 18

3¢ amp (cpcl,) ' : 50,7.

I'pumMmep 24. Nonyuenne 6—~0~Me-—
Ti=2' -0, 3" -N-6uc (6enamnokcuxap6o-
Hnn)~N—neMeTnn3pHTp0MHuMH_A 9-[0—
(2,4—nnxnop6eH3Hn)oxché].

K 48 mn emecu IMSO 1 rteTparuupody-
paHa (B cooTHowenuu l:1) po6asnawoT
4,044 (0,0035 monb) 2'-0,3'-N-6uc-
(6euénnoxcnxap60nun)—N—neMETHnspquO"
MHLMH A 9-[C—(2,4—nuxnbpﬁeﬂann)oxcn—‘
Ma], »33 r (0,009 mMonn) MomucTOrO
MeTHsia u 380 mr (0,005 mMonn) 85%Z-Horo
THAPATa OKHCH KalHA B BHOE [opomka M
cMech NepeMellHBanT IS OCYLIeCTBJIEHMS
peakuuu, Hocnme nposBefeHHs peakilvi B
Teuenne 4,5 u, peaKLHOHHYW Maccy 06—
paGaThBAIT MO TeXHONoruy npHMepa |1,
MOJIy4anT HeOUHMEeHHBI NpoAyKT, KOTO-
pblit 3aTeM TIePEeKPHCTANNH30BHBANT H3
CMeCH MpPOCTOrO MAH3THIOCBOIO 3dHpa M

‘H~Tr'eKcaHa ¢ nonmyuenuem 3,5 r (85,6%)

HejeBoro coenunennﬂ B BHOE KpHCTan—

nmos. T.rim. 180- 181° , \
Benyucrnewo, %4: C 61,27; H 7,20

N 2,38.

CeallgqClLa o047
Hafipeno, 7: C 61,34; H 7,04;
N 2,45. |
SMP (CDC13) § : 3,00, 3,01 (3H,

6~0CH4), 5,07, 5,09 (2H, -CH,-®).
Ipumep 25. llonyuenuwe 6-0-
meTun~2' -0,3" ~N-6uc (6en3unoxcukapbo- .
HHI1 ) —N-meMe THI 3 PHTPOMHIIMH A 9—[0* .
(6eH3rnapHn) oxciHMa :
940 mr (0,0008 momw) 2'-0,3" -N-
Brc (GenswiokcHkapbonn) ~-N-geMe THin-
3pHTpoMHIMH A 9~ (0-6eH3rugponokcHMa)
BBOOAT BO B3auMoaeHcTsBue ¢ 350 mr
(0,0025 Monmb) HOOHCTOrO METHAA M
92 mr (0,0013 monb) 85%-Horo rugpa-
Ta OKHCH KajHs B 12 M cMecH cymabgo-
OKHCH OHMMETHIIa H TeTparuppodypaHa
(B cournowenuu 1:1) u nepememmsamr B
TedeHHe | u, B pesynbrarTe o06paboTku

‘1o npuMepy 12 nonywawnT HeouHleHHbIT

NMPOAYKT, KOTOPLIH 34TEeM NogBepraiT
OUHCTKE C UPDHMEHEHHEeM CH/IIKareleBoH
KOJNOHOYHOH xpoMartorpaduu (Baxorens
C-200, cMecp 3THmauerarta M H-rexkcasa
B .COOTHOUEHHH |:2 B KauecTBe pacTBO-
PUTeJNIA [OJisi DIN0HPOBAHMA) C TOJy4YeHHeM
620 Mr (65,27) uemneBoro CoeqHHEHMS .

MK § K8r (em™'): 3500-3350, 1745,
1730, 1700,

SMP (CDC1,) 4 @ 2,93, 2,99 (3H,
6-0CH 3) . » »

3¢ samp (CDCl ;)8 ¢ 50,7,
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Ipuwmep 26. Nonyuenue 6-0-me~
THH‘2P“O,3W‘N‘6HC(5€H3HﬁOKCHKap60—‘
HWI1) ~N-g1eMe THITS pUTpOMUIIME A 9-(0=Tpu-
THIIOKCHMa ) , )

" K 4 M cMecu MMSO u rerparumpody-
paHa (B CoOTHOWeHHH |:1) poGamnsior
450 Mr (0,00035 moms) 27-0,3'-N-6uc-
(GeHSOHnOKCHKaPGOHHn)-N—HEMETHHSDHT~
POMHLIMHA A 9= (O~rpurHnoxcuma), 123 M
(0, 00086 Mosb) HOOMCTOrO MeTwHa u

30 Mr (0,00045 Monb) 857-Horo ruapara
OKHCHM Kaius B BHIEe TNODOUKAa M cMechs ne-
PEMELHBJAOT B TeueHHe 3 u mnd ocymecTs-
JIeHMA peakuuu. Il0 OKOHYAHHMHM peakuun

B pesynbrare o6paboTkH mo npumepy 12
NOJIY4awnT HeOouMiie HHhI HpOﬂYKn,_KOTOpHﬁY
3aTeM MOABEpPTralT OUMCTKE C MpPHUMeHeHU—
eM CHIIHKareyieBOH KOJIOHOYHOH XpoMaTo-—
rpaduu (Baxorenb-C—ZOO, XJIIOPHCTHIT Me-—~
‘THIIeH B KauecThe pacTBopHTens ans
JMOMPOBAHUA) € nonyueHdem 270 Mr
(59,32)kﬁguesoro]coennﬂeﬂnﬂ.

HK XMGKO (em™7): 3400, 1745,
1700, ,

MP (cDCl )8 ¢ 2,98-3,01 (3m,
6"OCH3).

Ipuwmep 27. Nonyuenue 6-0-me-
THn*Z'-O,B'-N—Gnc(6ensnnoxcnxap6o—
HW) ~N-[eMe THIISPHTPOMBIIME A 9-(0~-6en-
3WsIoKCcuMa), | . : . ,

' B 12 mn cMecu IOMSO u Terparunpody-—
paHa (B cooTHomeuuu 1:1) pacTBoOpAlT
547 mr (0,0005 monb) 27~0,3 '~N-6uc— -
(5éH3HnOKCHKap60HHH)'N‘queTHnapKTPO‘
MAUHH A 9-(0-GensuwnokcuMa) u 1,37 r
(0,009 MONTb) HOOHCTOIO MeTHIa, 3areM
noﬁasnﬂmi’x copepxuMoMy 34 Mr -
(0,00085 mMonw) 60Z~-Horo rappata Hart-
PHA H CMeCh NepeMelldBalT B TeyeHHe .
I 4 c Hesmbo ocymecrsienus peaxiuu.

B peéyinaTe‘oﬁpa6orxu'ﬁo TeXHOJI0~
T'HH . npﬁMepa 12, momyuator Heowumen—
HbIH NPOAYKT, KOTOPHE 3aTem OJBEPT alT
OYHCTKe C NnpHMeHEeHHeM CHIHKarenemoh
KOJIOHOYHOM XxpoMarorpadum (Apr, 7734,
dupMbl Mepx u Ko, cMecwh stumanrara u
H-reKcaHa B cooTHomeumr l:] B kxavecrt-
Beé DAaCTBODMTENA ‘IIA 3JOHPOBAHHA) C
nonyvenrem 383 mr (69,0%) uenesoro
coenUHeHHsn ,

3TO coefHHeHHe HOEHTHYHO coemMHe-
HHIO, nonyqénﬂomy,a npuMepe 18 5 uag-—
TH TOYKM IUIABIEHHS, HEPACTBOPHMOTO
OCTaTKa W pesyibrTaToB fMP.

- T pumep 28. Nonyuennte 6-0-me~— 55
Tun—Z‘f0,3'-N~6nc(6en3un0xcuxap60—

HW1) ~N~feMe THIT 3 pHTDOMUUKH A.9-[D—(op-
To~xnop6eu3un)oxcnma],

IS
20
1730,

25

30

45

50

"1577700

10 -

1700,

20
B 12 mn cvecu IMSO u rterparmmpody-
PaHa (B cooTHomeHun 1:1) pacrmopsior
1,1 r (0,001 monp) 27/-0,3" -N-6uc (6en-
- SWJIOKCHKAPGOHUN ) -N~[1eMe THII3 PHT p oM~
UMH A 9f[0~(opToxnopﬁeHBHH)oxcuma] K

© copepxumoMy ‘noGasnsir 0,23 Mn

(0,0024 MOHb)VnHMeTHHCYHBQQTa H 98 Mr
(0,0015 Monb) 857-Horo rumpara oxucu
Kamisa B BHe NOPOMKAa H CMech TiepeMe-—

WHBAWOT npy KOMHaTHOH TeMmnepaType
B TevyeHne 90 MHH pnst ocyumecTBieHus

peakuuu, B pesynnrtarte 06paboTKH To
npumMepy 12 TOJIYYanT HeoudmeHHnlii npo-
OYKT, KOTODBIH 3aTeM nmouBeprawnT ouueT-
Ke C MpUMeHeHMeM CHIMKaresgeBoll Komo-
HOYHOM XpoMmaTorpabuu (ApT.-7734,¢Hp-
Mot Mepx Ko, xmopucTeit merTiren B Kaue- .
CTBE DACTBOPHTENIA ANA 3IOMPOBAHMsA), .
¢ nonyuyendeM 760 Mr Ttoro xe coeluHe—
HHA, KkOTOpoe ObulO MOJIyueHO B npHMe-

pe 22, SN T .

ITpumenp 29, Honyuenue 6-0-me-
THI-2/~0, 3 -N-6nc (6en3nnok cuk ap6o—
HU) ~N-feMe THINIpUTPOMUIIME A 9~ 0-(me-
Ta~HATPOGEH3WT) OKCHUMA |. .

- B 20 Mmn N,N*numeTnn¢opMamnna pac7¥
Bopsr 2,97 r (0,0026 Mons) 2'-0,3' -
N—Guc(6en3nnoxcuxap60nun)-N-nemeTuh-
IPHTPOMHUHMH A 9—[O—<MeTaPHHTp058H3HH)"
oxcuma] H K COAEepXHMOMY NOGaBNAIT MpH
NnenAHoM oxnaxueHun 0,444 r
(0,0031 monb) mommcToro MeTHIa M
0,132 r (0,003! mMons) 95Z-Horo - rugpa-
Ta OKHCH HATPHs B BHZe MOpowka u
CMEeCh. NMepeMemHBawT C OXJIaxmeliHeM B
TedeHHe 1,5 u ansa OCYMeCTBIeHHA pe—
akuud. Mo OKOHUAHMM peakUMH K cMecu
npwimBawT /0 Mn sTuianeTara u nojy -
UeHHY0 CMech MNJATH Pas MPOMBIBAWNT ¢ no-
Momplo 100 M HacsmeHHOrO BOQHOI'O pa-
CTBOpPa XJIOPHCTOIO HATPHA M CymMAT Hapg
Ge3BOOHBIM  CYyNIbGATOM Marsus, PagTBOpu-
‘Tenb YNapHBawT, a OCTATOK MOABEPTralT
OUHCTKE C NpHMeHeHHEeM CHIHKATeseBoll
KOJIOHOUHON XpoMaTorpabuu (Bakorens
C-200, cmecn 6Gensoma u 3TUIaleTara B
cooTHoweHuu 3:! B kauecTse pacTBopu-
TeNs NNA SJ0HPOBAHHA) C IMONMYyYEHHeM
2,023 r (67,4%) uenemoro COenHHEeHHs
B BHe ?%Em benoro ugsera.

2 .

uK 2ot (om )z 3420, 1745, 1738,

SMMP(CDCLlg): 3,04, 3,05 (3H, 6-
OCH4). :

Ipuwsmep 30, Honyuenne 6~0-me-—
Tun-i‘-Q,BI“N—SHc(6eﬂsunoxcnxap6o-
HHI ) ~N-AeMe THII S pHTDOMUIHE A 9-[0-(na—
pafHHTpoﬁensnn)oxcuMa].



. YeHHe

21 1577700 . 22

K 250 M cmecu IMSO u TeTparwipo-
dypana (B coorHomenun 1:1) pmoBaBisior
20,2 r (0,0175 moms) 2/-0,3' -N-6ne-
(6eu3unoxcuxap6onun) -N-geMeTunspurpo-
MUUMH A 9- [0 (mapa~wnTpobenswt) okcu—

" Ma |, K COOepxHMOMy NOBAaBASKIOT 3aTeM
3,02 r (0,02] Monb) HOAMCTOrO MeTHIA
ul,4l r (0,021 monw) 85%-moro rumpa-
Ta OKHCH Kajius B BHJe NOPOWKA C OX-
JlaXneHHeM M cMech [lepeMemMBawT B Te*
1,5 u oA ocywecTBineHus peak-—
uuu. KpoMe Toro, k cMmecH Ho6aBisAoT
2,52 r (0,018 Mone) uommcTOro MeTHia
u 0,586 r (0,0098 monp) 85%-Horo rua-.
paTa OKKCH Kanua B BHAE HOPOWKA K
cMech mnepeMemdBawT B TeyeHHe 2 d,
llocsie OKOHUAaHMS peakUus B pe3ylbTaTe
06paboTKHM M OYHCTKM NO npuMepy 29 mno-—
nyuawr 5,78 r (28, JZ) ilejIeBOro coenu- 30
HeHHHA, '

HK X
1700.

SMP (CDC1,) & : 3,03, 3,04 (3H,

6 OCHs), 5,12 (2H, -CH -0), 7,50 (2H, 25

y-@-r\xozn, 8,03 (2H, ‘Q-NOZI

nwMep 3. Honyqeﬂne 6-0-me~
THI~ 2’ -0, 3’ -N-6uc (6en3unokcuxap6o-
CHWI) ~OeMe THWI3PHTPOMHLIMHA A 9—[0*(1~’
naéTHnMeTun)chuMa].

B 200 mn N,N-muMmerundopMaMuma pa-
crBopawnT 4 r (0,0035 moms) 2/-0,3'-
N-6uc (6ensunokcukap6osun ) ~N-geme Tin—
3PUTPOMHUMH A 9—[D(I—Ha®TunMeTHn)ox-
CHMa],‘K conep¥uMoMy HoBaBIIsioT TIpH
nemganoM .oxnaxgernun 0,745 r (00,0052 monb)
vogucToro Metuna u 0,254 r -

(0,0038 monsp) 85%-Horo rumpata okmcu 40
Kanua B BHIE IOpoWKa H CMech nepeMe-
IHPawT B TeueHHe 2 4. Ilo TexHONOI'HM
npuMepa 12 mosryueHubl TAKHM NyTeM He-
OUHeHHbIH NPOAYKT MOOBEpPrawT OYHCTKEe

C NpHMEHEeHHeM CHIHKareneBol KOJOHOY—

HO¥M xpoMarorpaduu. (Bakoremns C-200,

cMech 3THNIaneTaTta ¥ GeH3071a B COOTHO—
meru# 3:10 B kKauecTse pacTBOpHTens
‘1A 3IMOMpOBAHUA) ¢ noayden”eM 2,21 r

5

10

15

XBr

o
paKe (M ). 3400,

1748, 1730,

30

35

(54,17%) uenesoro coemunenns, KoTtopoe - 50
3aTeM NepeKpHCTAIM30BHBAT M3 MPOC—
TOFO H3onponunosoro spupa. T.mwi. 193-
195°¢,
Boiuncnieno, 7%: C 66,42; H 7,663
N 2,42, .55
C54H58N2017 . .
Haitmenwo, %Z: C 66,563 H 7,67;
N 2,48,

"mMHUBAawT B TeyeHHe

1755,

MK ykﬁ" (em'): 3360, 1733,
] 690 MAXC
SMP (CDC1,) 8 : 3,01 (3H, 6-0CH,).

MpuMep 32. lonyyenne 6-0-Me-—
THH—Z'-O,3'—N-GHC(Geﬂsunoxcnxapﬁo—
HH1) ~N-geMe THII3pHTDOMHIMHE A 9—[0—(2—
METOK CH3TOK CHME THJI) OK CHMA .

B 94 Mn cmecu JMSO u 1,2 aumMeTHn—
oxcuaTana pactBopswoT 8,58 r (0,008 Mons)
2’-0,3LN‘5HC(5eH3HHOKCHKa960HHH)"N—
LDEMEeTHIISPDHT POMHIIMH A 9-[0—(2—meToxcn-
BTOKCHMETHH)OKCHmaj u 5,37 r
(0,0038 mons) umomucroro Meruna,l,04 r
(0,016 Monwb) 85%Z~HOro rHapaTa OKHCH
Kanua B BUIAE IOPOWKa H CMech liepeMe-—
1 u. Kpome rTOTO,

X CO/TEPXHUMOMY no6asngir 0,26 r
(0,004 Monw) 85%-Horo ruppaTa OKHCH
Kalus B BuOe fopomKa H cMech nepeme-
mUBawT B TeuveHHe | u s ocymecTBie=—
HHA peakiuu. [0 OKOHYAHMM pEaKLuu B
pesynbTaTe npoBeneHus ofpaboTKKH 1o -
npuMepy 12 monyuawT HeodHWEHHbH npo-
hykT KOTODBII TMOABEPranT OYHCTKe ¢
NpUMEHEHHEM CHIIMKAresieBOH KOJIOHOYHOI
xpomatorpabuu (ApT. 7734, dupMp Mepx
1 Ko, cMech xnopodopMa M anetoHa B

~coornomenv 20:2 B kKayecTBe pacCTBOPH-

Tensi Oisf 3IMOHPOBAHHA) C MOJYUEHHEM
6,15 r (70,8%) uemeBoro coemHHeHHs B

BHAe neHbl 6Hemoro usera., T.mn.87-
93°.
. .Bemumuciyteno, %: C 61,94; H 8,02;
N 2,53. : :
C9Hagl,019
Halipeno, Z%Z: C 62,21; H 7,81
N 2,56. :
HK J KBT (enm'): 3420, 1745, 1730,
1700.

SMP (CDC1,) § & 3,03 (3H, 6-0CH,).

I pwu M e p 33, Honyuenue 6-0-me-
THIT~ 2’—0 3' -N- 6uc (6eHsumokcukap6o~
HHIT) ~ N-meMeTHN3pHTpOMMUMH A 9- [(0-
(2,2,2-TpuxnopsToKcHMe THI ) - oxcnua]

,16 T (0,001 Momb) 2'-0,3'~N~65c-
(6ensnnokcukapBomut) -N-geMe THIIPUT PO~
MHUMH A 9- [O (2,2,2-TpHXITOD3TOKCHME~

_Tan)oxcnma] 342 Mr (0,0024 Monb) »

HogucToro metnna U 100 mr

(0,0015 Monw) 85%-HOro rumpaTta OKHCH
Kanusa B BHZe nopouwxka B |0 ma cMecH
cynbboOKHCH OUMEeTHIIA W TeTparugpody-—
paHa (B cooTHomeHus l:|) nepeMewusaloT
BMeCTe NpH KOMHaTHOH TeMnepaTrype B
tedende 1,5 u, B pesynerare 06paboTKu
o npuMepy | moayuyawT HeoudulleHHBR
MPOAVKT, KOTOPHIH 3aTeM NONBEPTrawT



23

OYHCTKE C TIpUMEHEeHHeM CHIMKAareleBoH
KOJIOHOUHOH xpoMmarorpabun (Bakoremns
€-200, cmech 6ensoma u aueToHa B co-
oTHoweHuH 50:1-10:1 B kauecTBe pacT-
BOPHMTENS U1 SJIOMPOBAHMSA) H NHepeKpuc— 5
TAJUIM30BbIBAKNT W3 CMECH aleToHa M H-
rexcana c noayuenuem 860 mr (37,5%)
IeJ1eBOr0 COedHHEHMS B BUE YacTHIl
npusMarudecko ¢opmel, T.rx. 1]10-

"113°%, . 1o
Beruneneno, %: C 57,07; H 7,10;
N 2,38.
C56H83013NZO 18 ¢ »
Hantnewo, %: C 57,32; H 6,82; 15
W 2,41, o
MK § Ko (o) s 3400, 1750, 1733,
1728, 1685, o
"I puwmep 34, Monyuenne 6-0~me-
Tnn-2'-0,3'-N—6nc(ﬁensnnoxcuxapﬁo- 20

HWI ) ~N-geMe THII S PUTPOMUUINE A 9--[:0-~
(6eHsunorcHMeTH ) OKCHMa |.

B 100 mn cmecu IMSO n TeTparugpo-
‘dypaHa (B cooTHOmEHHH 1:1) pacrBops—
ot 12,9 r (0,015 monn) 2'-0,3' -N-6uc~ 25
(6eﬁsunoxcnxap60nnn)FN—neMeanspquo~
MHIMH A 9—[0-(62H3Hn0KCHMeTnnmoxcn*
Ma)|, X comepxuMomy nobasisawr 3,92 r
(0,028 monb) momucToro MeTHIIa H
1,14 r (0,017 Monb) 857~noro rumgpara

OKHCH KAaNmHA- B BHIR MNOpoUKa K cMech 39
NepeMenMBalT NIPH KOMHATHOH TemmepaTy-— -
pe B TeueHue 40 mun mus ocymecTBIe-

HMA peakuud. [locne oxoHuauus peak—

UM B pes3yjabTaTe o6paGoTKM mno npuMe— 35

py 12 momywawT HeouMmeHHHI: NPOAYKT,
KOTODHII 3aTeM NOABEPranT O4YHCTKe C
HCIONTb 30BaHUEM CHIMKArenesoi KOJIOHOU=
'Hoﬁ'xpoMaTorpa®nu‘(Baxorenb C-200,
cMech 6eH305a M aAlleTOHA B. COOTHOMEHWH
100:1-12,5:1 B KaqeéTBe‘paCTBOpHTeﬂﬂ
A711 3IHOHDOBAHMA) H NepeKpUC TAlTH 30BbI-
BaOT M3 CMECH NPOCTOrO H30NPOMMIOBAIO
3¢upa M H-TreKkcaHa ¢ monyuenmeM 9,35 p
-(71,6%Z) uenesoro COeOMHEHUS B BHAe.
KpHCTAIOB. . - : ‘
HK P moe (oM ') 3550-3370, 1745,
1725, 1695, .
MP(CDC1,) § : 3,05 (3H, 6-0CHs).
T.onn. 135-136°C,

40
45

. - 50
Bouncneno, % C'64,12; H 7,80;
N 2,46, :
CoiHggN, 049
Hafigeno, %:
N 2,49. '
I'pumep 35, Hotyuemme 6-0-me—
Tun—2'-0,3'-N*Guc(ﬁeasnnoxcuxapﬁo-.
Hu) -N-~[eMe THIS puTpoMRLME A 9-[0-6en~

C 64,41; H 7,61; o

1577700
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3HHOKCHM3] (opyrofi okcuMHbIi naomep
Le1eBOro coeguHeHus W3 npumepa 18).
B 1,2 Mn cmecu IMSO u TeTrparmgpo-
dypana (8 coorTHomenuu 1:1) MPUBOOAT
BO B3aumMopgercTsHe 130 wmr
(0,00012 mons) 2’*0,3”*N~6uc(ﬁeuann—
oxcuxapﬁonnn)—N—uemeTunspHTpOMuuHH A
9‘[0“58H3HHOKCHMa], NOJIYYEeHHOro B
npuMepe 9 (Apyroro oxcuMHOro M30Mepa
LeJIeBOro coeauHeHMs W3 TpuMepa 5),
25 mr (0,00018 mMonw) womucroro MeTH-
ma u 10 mr (0,00015 Monb) 85Z-uoro
'MApaTa OKHCH KanMsA B Bule NOpomkKa
N0 TeXHONOTHH, AHAJIOTHYHOH NPHHATON B
npuMepe 12, B pesymnnTtaTte 06paboTku u
ocnenywomed OYUCTKM C MCNONb30BaHHeM
CHIIMKAareneBoii KOJIOHOYHOH XpoMaTorpa-
¢oun (Bakorens C-200, cmecs 3THnaunera—
T& W H-TreKcaHa B COOTHOWeHMM 1:] B
KduecTBe pacTBOpUTeNs AN 3moMpoBa-
HMA) nonyuawr 102 Mr (77,5%) uenesoro
COenHMHeHHUsl B BHOe mneHsl Gejlloro upera.
BC AMP (CDC1,) § : 34,6 (Cy),
187,2 (09), 33,0'(C10), 19,7 (8-CH5),

1,4 (10-CHy). T.nx. 94-99°C,

II'pumMep 36. Honmyyenne 6-0-Me-
THII3DUT POMULIMH A 9-(0-MeTHIOK CHM) -2~
(3,4,S-TpuMeTodeSexaoaTa).

B 6 M1 cMecu IOMSO u 1, 2-pume ThnoK -
cudTaHa (B coorHomenmn 1:1) pacTsops-

T 580 Mr (Q,0006 MONIb) SPUTPOMMUMH A

9"(O—METHHOKCHM)'2I‘(3,4,5—TPHM8TOK‘
cubeH30aTa), K cOmepXUMOMY 106aBisioT
136,8 r (0,00096 momp) HogucToro me-
TIIa 1 66 mr (0,000 monb).85%-noro

rHOpaTa OKMCH KamnHs B BHOe nopomka u
CMeCh NepeMemMBANT NPH KOMHATHOH TeM—
nepaType B Te4YeHHMe 2 U A ocymecTB-
JleHus peakuuu. Ilocne okoHuaHus peak—

- OMH K COAEPXHMOMY no6aBisioT 2 M TpH-

3THIAMHHA H CMeCh 3IKCTPArMDYMT 3THI—
aneTaToM. ITHIIALETATHLI! CIIOH NpOMbI~ °
BAKWT HACHHIEHHBIM BOOHBM PAaCTBOPOM X0~
PHCTOT'O HATPHA W cymat Hang GesBomHbmM
CynbdaToOM MarHus.

Pacrsopurens ynapusawr npu momu-

_KEHHOM HaBleHHH, 3 NONYYEHHbI! TaKuM

MyTeM HeOUHMEHHBIH NPONYKT NMofBepra-
WT OYHCTKE C NpHMeHeHHeM cénnxaréne—
BOI KOJIOHOYHOH XpoMaTorpabuu

(ApT.7734, dupmbr Mepk Ko, cMecr xmo-

podopMa M aneroHa B COOTHOUmEeHHu 41

B KauecTse pacTBOpHTeNnsA mis 3JTIOHUpPO—

' BaHHA) C nonyueHueMm 260 wMn (44,2%2)

Lnenesoro coeguHenus, T.mn. 131-133°C.
Hpuwmep 37. HonyueHne 6-0-me-

Tnn—3’-N—ﬁenaunoxcuxapﬁonun-N~neMef

TnpspnTpOMnuﬂn.A9~(O-6en3nnoxc§§;).
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B 3 Mn cmecn IMSO u Terparuapody-
paHa (B coortnomenun }:1) pacrTBopsawT
335 mr (0,00035 monb) 3'-N-GBensmtok-
CHKAp6OHUN~N-AeMe TS PHTPOMBIMH A
9-(0- GeH3UIOKCHMAa), K COAEPKUMOMY 10—
“Gasnawt 75 Mr (0,00053 M) momumcToro
Metnna u 29 Mr (0,00044 monb) - 85%-Ho-
O THADPaTA OKHCHM KalHus B BHOE NOpoOm-
Ka M CMeCh .NepeMemMBalT C JIEOSIHLM OX-—
naxpeHueM B Tedenue | u mus ocymecTs-
. JleHus peakuuH. B pesynbrate o6pabor-
Ki - no npuMepy 12 nonyuyawoT npogyvkT M
nonBepPamT Er0 OYHNCTKEe ¢ anMeHeHHeM
CHJIMKAarejeBol KOJIOHOYHOH XpoMaTorpa-
duu (Bakorems C- 200, cmech 6eHs3O0nNa u
aueToHa B cooTHoweHuu 40:] B kauecTse
pacTBOpUTENA ANA :35moupoBaluf) ¢ no-
sgyuennem 180 mr (152,97) Lenesoro
coenuHeHuda. T.mt. 109—114°C..

B pesynpraTe nocnenyomero npHMexe-—
HHA XpoMaTorpaduyeckoro paspgeileHus
nonyuawr 100 mr 3' -N-6eHsumoxkcukap-
Gounn-N-pgeMme Tunsputpomuuus A 9-(0--
6eH3unchuma) H3 chonHoro MaTepHa-—
na.

Hpumep 38, HomyueHne 6-0-

MeTun—Z'—O-6eH3unoxcuxapﬁoﬂunapnTpo-

vunnd A 9-(0-6eHaumokcuma) .

Ilo TexHosioru# npuMepa |2 ocyuecrs—
JISOT peakliHip ¢ Hucenonb3oBaHHeM 487 wmr
(0,0005 mone) 2'-0-6ensunokcuxapbo-
HUII9pHTPOMHIIMH A 9-(0-6ensmioxcuMa),
78,1 Mr (0,00055 monp) uommcTOro Me-—
Tuna 1 30,8 mMr (00,0004 monb) 857-Ho-
-TO rugpaTa OKcHAa Kajlid B BHUOe II0—
pomka B 5 Mn cMecH OMSO u Terparugpo-
typaHa (B coorTHomenun 1:1-5:0,8-3) ¢
nocrsegywonef OUHCTKOH CHIHKarenepBoH
KOJIOHOYHOH XpoMaTorpadueit (Bakorenn
C-200, sTmnayerar B KauecTBe pacTBO-

pHTeAs A 3JIOKPOBAHHA), NPH 3TOM MO— -

nyqamf'405 Mr (82,0%) nenesoro coemu-
HeHHs B BHIEe MNeHb 6ejoro usera.

IH-AMP (CDC1,) 8 : 2,99 (3H,6-0CH;).

Il pumep 39, Honyqeﬂne 6-0—-Me—

1577700
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Tun-Z'—O—GeHSKHOKCHKapﬁonnnapnTpOMn— S

JHH A 9"[O‘(0pTO“XﬂOp6€H3Hﬂ)OKCKM6].
B pesynsTare 06paboTKH 10 mpHMepy
38 ¢ npumenenueM 1,007 r (0,001 mMonn)
pAR 6eH3HnOKCHK&pGOHHﬂBpHTpOMHuHH A
9~ [0 (opTo- xnopﬁensunoxcnmai] 185 Mr
(0,0013 MOJIb) HMOHJHCTOFO MeTHna M
-84 mMr (0,0012 monb) 85%-Horo rugpara
OKHCH Kanua B Buge nopomka B 10 Mna
CMecH CyJIbQOOKHCH AMMeTHa H TeTpa-—
ruapodypana (B coortHomenwd l:1) mns
YCKOPeHHS DeaKIlMH,

¢ nocienywmeil ouu-

50

55
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CTKOH nonyuawT 855 Mr uenesoro coenmu-’
HEHHA B BHAe NeHb 6enoro usera.

IH-MP (CDCl,) 2,98 (3H,6- OCH ).

Honyqeﬂue 6—0—Me THITb HbIX nponason-
_HBIX 3DHTpOMHUHMHA A.

Mpuwmep 40. K pacTBOpY 11
(0,001 mons) 6-0-mern-2'-0,3'-N-

4T

- 6uc (6eH3usok cuKkap6oHun) ~N—geMe THII-

3PHTPOMHIUMH A 9‘—[O-—(opToxnopﬁensm.n)-~
okcuMa [ B 45 M MeTtanona po6aBnsioT
2,85 r 10%-HOro nannagHpoBaHHOL'C YI—
na, 6 mn. (0,16 Monb) MypaBbuHOH KMc—
jgorst 1 1 r (0,015 Monb) MypaBbHHO-
KHCJIOTO HaTPHA B CMeCh NepeMelMBanT
IIPH KOMHATHOH TeMnepaType B TeudyeHHe

5 u. Ilocne OKOHuaMMA peaklHHM KaTaild—
3aTop oThwibTpoBhiBawT. K dHAnTpaTy
noGasnawt Boay M pH nonyuenHoro pact-
BOpa HOOBOOAT NpHbGaH3HTensHo no 10 ¢
IIOMOWbY BOOHOI'O pacTBOPA IHOPATa OKH=
cx Harpusa. llonyueHHble TakuM nyTeM
KPHCTAaJk OTMIBTPOBHIBAIT, MPOMLIBAIOT
BOJOMH, CymaT KM IepeKpHMC TaJIIH30BbIBAKT
H3 3TaHoNa C rnosnyuyeHuweMm 5,6 r (75,6%)

6~ O—MeTHn—N—neMeTHn3pqu0MHuHH A 9-ok-

ciMa, T.mm., 247- -249°C,
Briuncnero, 7: C 59,343 H 9,
N 3,74.
Cy7H53N2013

Hafineno, 7: C 59,35; H 8, 87,<
N 3,78. ‘

Mpumep 41, B avecn 12 mn BO~
ol pacrBopawt 2 r (0,0027 Moab) 6-0-
MeTHn~-N-meMe TWISpHTPOMHIMH A 9-OKCH—
Ma u 2,25 r (0,02 Momb) KMCHOro cep-
HOKHMCAOKHCIIOrO HATPUS W pacTBOD Ha-—.
rpeBanT ¢ O6pATHbIM XONOMOHILHHKOM B
TeueHne 5 u, [locsie OKOHUAHMS DeaKUHH-
pPeaxKuHoHHbET péCTBOpomﬂHBamT B BOAY,
pH pacTBopa HOBOOAT npHGIH3HTEIDHHO
no 10 c moMompw BOmHOTO pacTBOpA

‘KapBoHaTa HaTpHA. (CMeCh 3KCTParHpywTr

C NOMOWBK OUXIOpPMeTaHa ¥ AMXIIOpMeTa—
HOBBIH CIOH NpOMBHIBAKT BOLOM, CymaTr Han
6e3BOmHbIM cyipdaToM Marsus, nogeepra-
0T  KOHUEHTPHPOBAHHI0 IIpH HOHHXQHHOM
7laBIIeHHMH M [ePeKPHMCTAJLIH30BHBAT H3.
cMecu xiopodhopMa H NIPOCTOTO O3 THII0-
Boro sdupa ¢ nonyuenuem 1,22 r (62,2%)
6— 0—meTﬂnneMeTHnspnTDOMHuHHa A, T.on.
217-219°%.

MpumMep 42, K pacteopy 0,4 r
(0,0005 Monp) 6-0-MeTun-N-memeTHI—

-3purpomuiuHa A B 50 mn MmeraHona go-—

6aBnswr 0,2 r 57-HOro mnannaglpoBaHHO=-
ro yras u 0,4 mn (0,005 mons) 37%-Ho-

0 BOOHOT'O pacTBOpa popMmanbgersna u

CcMeCh IrepeMellHBAWMT IPH KOMHaTHOﬁ TEeM™ |
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HHe 5 u, Tlocile OKOHYAHMA peakuMu Ka-
Tanu3aTop OTOWILTPOBLIBAKNT, a GHILTPaT

1577700

llepatype B aTMochepe BOfOpO#A B Teue-

YHapHBaKWT MPH MTOHMXEHHOM OaBreHUM. Kg5
ocTarky pmobasnawr 50 min Bopw, pH pact-

Bopa gosogsit-po 10-10,3 ¢ nomoutbio
pa36aBileHHOT 0 BOJHOIO pPAacTEOpA THIpa-
Ta OKHCH HATPHA M DPACTBOD .9KCTpPAruUpy-
0T OUXJIOPMETAaHOM,. JHXIIOpMeTaHOBbId
Crlo¥t npoMbiBawT BOHOM, cywart Hang Ges-
BOOHBM CcynbdaTOM MAUHHUS H NOOBEpraior
KOHUEHTDPHPOBaHHK . [losiyuenHse KpugTan—
Nl MEPEKDPHCTalJIM30BHBAT W3 3TaHona

¢ nomyuenuem 0,37 r (90,27) 6~ O—Me—
TwispuTpoMunuua A, T.nn. 223-225°C,

MK § K8 (em™'): 3500-3400, 2960~
2870, 2820, 2770, 1735 1690, 1456,
1378, 1168.

Macc (®H)F m/u 748 ([mi)* )

P (CDC1,)8 . (400 M)t 3,04,
34,6 (~OCHs), 3,33 (3H, 3' —OCHa)

- 13c osmp (cnm,) §: 50,7 (6~0CHj.

I'puwMep 43 (rmo HsneCTHOMy
crnocoby

K paCTBopy 6r 2 -0,3'-n- Guc(ﬁeu—

‘3nnoxcuxap6onmn) ~N-neMe THII3pUTpPOMU~
uuHa A B 30 M1 cHCTeMb CYXOro pume-
Tnncynb@oxcnnre&parunpo¢ypan (1:2)
poGasnsmor 3,6 Mh MeTHnnonnna NpH
(-10) -~ (- !2) “C. )

K oxmaxpneHHOH peaxkl(HOHHOH CMecH
Oo6GasiswT nopuusaMu 576 mr 507 -uoi
MacAHOM CyCNeHsHu THAPHEA HATPUS
npU HQDEMGMHBaHHH, 3aTeMm o6pasoBan-
Wylocs CMecCh flepeMeNHBamT B TeueHue
1 4, mpu (-10) - (-12)°C. K peaxumon-
HO CMecH moGaBmAlLT 2 Mi _TPHITHIIAMU~

.Ha 1pu 0 - (~5)°C. THocne 2 y nepeme-—
IMBaHHS MOJIYUEHHYI0 CMECD - BLUTHBAKT B

- cMech 150 mn srTunanerata u 50 mi Ha-
' CBIIEHHOT'O paccosa. .

llocne nepeMemMBanust OpraHHYeCKKI
WIOH OTHENST, OBAXOE NpoMsiBalT 50 Mt
HaCHMIEHHOI'O paccona, cymar Hay Ges=—

- BOOHBIM CYNbGATOM MarHus, ynapuBawT,

CYWaT noj BaKyyMOM, nonyuas Gesyw ne-

© HY. AHaJIM3 XHOKOCTHOM xpomaTorpa¢neH
IIOf BHICOKMM [aBJIEHHEM MOKashBaeT, YTO
NOJIyueHHas Gejlad MeHa CONEePXUT po—

"OYKTH B CJIeAYONEM COOTHOMEeHHH 6-0-—

- MeTHnnpoussonHoe: b,11-gu-0-MeTumnpo-
H3BoxHOe, 6,]12~mu~ O—meTnnnpousgogaoe,
6,4"-nu-0- —MeTHWINpousBogHoe; |0-0-me-
THIINPOU3BOAHOE § ncxonnmn peareHt u

" opyrue nponyKTm = 34 13:2:"cnepm':
:49:"cnepn" : Meste ppt"

. Ycnopuna xpomaTorpaQHH: KOJOHKA ¢

cunukareneM (Merck silicagel GO, ZO-
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230 mesh) ¢ mcrnonbsoBaHueM cMecH 3THI~
aletTara u H-rexcaHa (1:2) B KayecTBe
amoexTa. ToHKOCHOMHasM xpomMarorpadus:
(Merck silicagel GO,F254) Tonmunua
cos 0,25 M1, cMech 3TMRANETAT K
H-rexcad (1:1) B xauecTBe pacrBOpMTe-
A NpH KOMHATHON -TeMnepaType nokasbi—
BaeT HanHuHe GpaxkuMd, uUMewmux R, =

= 0,16 (B To BpeMms kax Ry = 0,0; oA
HCXopHOra Marepuana), Opakuum, uMew-
mie Rf = 0,16, cobupawr M ynapumawT

.B BakyymMme, nonyqamT 2,85 r (46,8%)

6-0-MeTHn~2 -0, 3" -N-6uc (6ensmnoxcu—
Kapﬁonun)-N-nemerﬂnspurpomnuuna Ap'®
Bune Gemnoit neHs: (uvcroTa mo KX BhlCcO-
KOTO fgaBiieHds cocTaBiseT 65%).

Ina cpaBHeHHA cremgyeT ykasaTh,
MOJIYUEHHbBIH MO npHUMepy
22, npoaHanM3MpPOBAHHLII AHAIOTrHYHBIM
ofpasoM, HMeeT CHeAywuHe XapaKTepHe—.
THKH! COOTHOWEeHHe 6-0-MeTWINpou3BOK—
Hoe:6;Il:gu—O~meTnnnponssonuoe:6,12-
au~-0-MeTunnpousponHoe : 6,4 ~mi-0-me-
THANpou3BogHoe : | | ~0-Me TunnpoussogHOe ¢
{HCXOAHbHIH MaTepHalnl M ApyrHe NpPOLYKTHI
COCTaBHHET COOTBeTCTBeHHO -80:7:"cre~

:2:1:8:"cnean"

Taxnw oﬁpaaoM, NPpUMEeHeHHe HOBBIX
9~OKCHMHBIX TIPOM3BOAHLIX MO3BONAET .JO—
BHICHTH CeJIeKTHBHOCTD nonyueHust 6-0-

METHIIbHbIX NPOM3BOLHBIX 3PUTPOMHUHHA A.

d o p-M vyna um3o6 PeTeHHUSn

" Cnocof nomyuesnus 9-0KCHMHBIX npoHu3—
Bonnmx spnTpouuuuHa A obmeit mopmynm

50

Pne R = Husmwt C -Ca~anxun, 6eH3unL -

HasA rpynna, HeaaMemeHHas WK
3aMemeHHas MeTOKCHIPYNHoil,
HUTDOTPYINON, ONHMM HIM ABYMA
aroMaMu rajoupa, HabMeTHIbHas
rpynia, MeTHJITHOME THWiIbHAas
rpynna, 1,2,2-TpuxNop3ToKcH-
MeTHIIbHAA Ipynna, GeH3WIOKCH—
METWIbHAS TPynna, GeHsrug-
pUNbHaA Ipynna;
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Rz.' aTOM BOOOpPOLa MIJIH 6eR3UIIOKCH-
KapOOHHIb HAS rpymnna;
MeTHNbHAA HIH 6en3nnoxcnxap—
60 HUIIb Ha A rpyria, npd ycio-—'
BHH, uTO R, He mBAsieTcR aro-
MOM Bonopoaa{ Korpa Ra - Me-
THIT, :
OTNIHYawWwmMUMNCs TeM, 4TO
TPOH3BOAHbIE IDHTPOMHLUHMHA O6mel dbopmy—~
JIbt : )

R3 -
5

10

iiﬁ:g C}{3

rae Ri H R3 uMewT ykasauube 3HauYeHHs ,
NOABEpPranT OKCHMKDOBAHHI THAPOKCHJII-
4MMHOM B IPHCY TCTBHH uMHaasona, Mo-
JIIpHOE COOTHOWEHHe NPOM3BOSHOE 3pHUT-
POMHIIHAE A obuwer dopMyib II:runpoxkcun-
aMHH!HMHAA301 cocTasnser 1:5:5,5, B
Cpene MeTaHoJla NPH KOMHATHOH TeMmepa-—
TYpe B TedeHue 2 pgHel, nonyueHHoe npo-
H3BOJHOE ofmweH topMysb 30

HyCO™ CH,

roe R2 " R3 HMEWT YyKasaHHble 3HayeHHs,
-BBOOAAT BO B3aHMopgeHcTBHe C Tajlouanpo=
"H3BOAHBM ofmer ¢opMynbl

45

1577700

Jml ITT:

rre R,

30

R X (IV)

roe R{ HMEET YKasaHHble 3HaueHus
X - aTtoM ranorena .
B NPHUCYTCTBHH THIAPOOKHCH KailHd MWIH

'HATPHUA MM THAPHAA HAaTpHA, MOJApHOe

COOTHOMEHHE - COeNHHeHH 5T obme#t bopmy-—
rajgounpnpoussoaHoe IV: rup-—
POKCHI Kanua wiu HaTpHfA, HMIM I'UOpHL
HaTpuA cocTaBnseT 1:(1,08-2,0): (0,93~
=1,5) B cpepme amerona win TeTpArHapo-
dypana wunu nnmeTHn¢opmaMuna MpH TeM—
nepatype or 0°C no komuaTtHOI: TeMepa—
TYpbt B TeueHue oT 15 muu go 2 4, no-
JIYUEHHbIH 3aMemeHHbl 9-0kcuM 3PHUTPOMH~
uHHa ofmen GopMyse!

H3CO  CH,
R,, R, mvewT ykasaHmwie 3na-

. YeHHs,

NnogBeprawT B3auMoZefiCTBHI C HOOMC ThIM
METHIIOM HIIH IHMeTHICYnbbaToM B pu—
CYTCTBHH NOPOWKOOOPA3HOH I'MAPOOKMKCH
Kanus WM HaTpPHs, MOJIAPHOE COOTHOme—
HHe -coefHHeHHA obmeit dopMynsl Vi Homaue:

THI METHJI HITH JHMEeTHICYNbGAaT: 10pomKo—

06pasHas T'HAPOOKHCH KAaNus HITH HaTpHs,
WIH T'HOPHA HATpHA cocTasaser l:| ~5:
:0,8~3 B cpenme pacTBOpHTENS Takoro
Kak cMecp IMMeTWICYNbHOKCHIOA M TeTpa-—
ruppodypara, mnu60 AUMeTHIICYNBEDOKCHOA
u 1,2-puMeToKCcHITaHa, NHEO MHMETHII~
bopmamMup npH TeMmmepaType OT 0°c no
KOMHATHOH B TedeHHe oT 40 MMH nmo 5 u.

CocraBurensy T.Kounosa

'fPenaKTop H.fluona Texpen M.Xopmamuuy

KoppekTop H.Mycxa'

" 3akas 1857 Tupax 301

HognucHoe
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