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5004 Karaausupyemoe KMCJI0TOM aneTUJIMpPoBanue 3-
HUTPOOEH3AJIbIErH/Ia 3TAHANOJIOM /10 COOTBETCTBYIOIIIETO
1,3-a1mokcoj1ana

H o] o_.0
HO 4-tol Ifonic acid
N ] -loluenesultonic aci > + HZO
NO, HO NO,
C,HsNO, C,Hg0, C,Hg0,S - H,0 CgHoNO,
(151.1) (62.1) (190.2) (195.2)
Knaccudpukanus

Tunbl peakunid ¥ KJIacchbl BellecTB
Peakuust kapOOHUIBHOM TPYIIIBI B aMbACTHAAX, AllETUINPOBAHHE
Anbaerusbl, alleTaam, CIUPThI, 3alUTHAS TPYTNa, KUCIOTHBIN KaTanu3aTtop

Metoabl padoThI

Peakiuy ¢ momombl0 MUKPOBOJIH, NEPEMEIIMBAHUE C TOMOIIbK0 MAarHUTHOW MEILIAJIKH,
HarpeBaHue ¢ OOpaTHbIM XOJIOAWJIBHUKOM, TII€peroHKa, Iojaya Ta3a, SKCTPaKLus
BCTPSAXMBAHUEM B JECIUTEIbHONW BOPOHKE, OSKCTPAKLMsA, BBIIAPUBAHHUE HA POTOPHOM
ucnapurese, GQUIbTpOBaHUE, IEPEKPUCTAIIU3ALIMSL.

Metoauka (pa3mep 3arpy3ku 100 MmmoJib)

Oo6opynoBanne

Cucrema ny1st Harpesa ¢ nmomortsio MukpoBostH ETHOS 1600, Tpexropinas kon6a Ha 100 mi,
npubOp ISl IEPETOHKH, KpyTiiogoHHas koinba Ha 100 M, 6apboTep, MepexoHUK CO KEpH-
OJIMBA, JAByropiasi koiaoa Ha 250 mi1, 0OpaTHBIA XOJOIMIBHUK, KPYTJIOAOHHAS Koyi0a Ha 250
MJI, MarHuTHas. MeIIajika, POTOPHBIN ucnapurenb, Koiida byH3eHa, Boponka broxnepa,
JIeNIUTENbHAsT BOPOHKA, IKCUKATOP, CTEKJISIHHAs COEIMHUTENbHas TpyOka amuHoi 40 cMm Ha
nutugax Ne 29.
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BemecTBa

3-autpoben3anbaerun (T.1m1. 58 °C; mpoayKT cUHTE3a 15,1 r (100 mMmob)

1003)

starauon (T.xum. 198 °C) 9,32 r (4,23 mu, 150 mmoub) 4-4-
MOHOTHIpAT Toyoncyibhokuciaors! (T.mw. 103-105 °C) 1,0 r (5,3 mmonb)
METHUI-TPeT-O0yTHI0BbIH 3¢up (T.kum. 55 °C) 240 mn

neproieinsiii 3¢up (t.xur. 40-60 °C) 70 mn

Cynb(ar HATPHUs ISl OCYIIKH npuMepHo 15t

TUCYNb(UT HATpUA npuMepHo 13 ¢

(A1 IPUTOTOBJICHUS
20 MJI HACBHIILIEHHOTO BOJIHOTO
pactBopa NaHSO;)

Peaxknusn

O npouenype yCTaHOBKM PEAKIIMOHHOIO aNIapaTra B MUKPOBOJIHOBOM CUCTEME CMOTPHU
pasznen «Texunueckne nHCTpyKIMK. CTaHAAPTHBIN TPUOOP 711 IEPETOHKH B
MHUKPOBOJIHOBBIX CUCTEMAX).

Hcnonp3yeMplii B JaHHOM CHHTe3€ MPHOOp HEMHOTO MOAU(DUIMPOBAH MO CPaBHEHHIO C
OOBIUHBIM TPUOOPOM [UIsI KUIAYEHHUS] C OOpaTHBIM XOJOIMJIBHUKOM: BMECTO JIBYTOpJIOi
KPYTJIOJOHHON KOJOBI MCIIOJIB3YETCS Tpexropias, a oOpaTHbIM XOJOJWJIBHUK 3aMEHEH Ha
Hacajaky JUIsi TIEPETOHKH, OCHAIEHHYI0 TPUEMHOW KPYTIJIOJOHHOW Koy0o#. JlaTumk
TEMIEPaTypbl IOMEILIEH B OJHO M3 OOKOBBIX OTBEPCTHH TPEXTOpJON KPYTJIOJOHHON KOJIOBI.
Bo BTOpoM TOpJNI€ HAxXOIWUTCS CTEKISHHBIA TEPEXOIHUK, COCIWHEHHBIH C TPyOKOW w3
nonudTHIEeHTepedTanata. Dta TpyOKa NPOXOAUT UYepe3 OTBEPCTHE B MHKPOBOIHOBOM
CUCTEME M COeIUHseTcs ¢ 6apOOTEepOM U 3alOPHBIM KPaHOM, KOTOPBIM COEAMHEH C JIMHUEH
noJlayMl BO3JyXa WM razoo0pasHoro aszora. [loTok oxmaxkaaromeid BOAbl B Hacaake s
MEPETOHKU BO BPEMsI MPOBEACHUS SKCIIEPUMEHTA CIEAyeT CHU3UTh JO MUHUMyMa. BHauarne
3aMOPHBIA KpaH 3aKpHIT.

15,1 T (100 mmonb) 3-HuTpOoOeH3anpaeruaa, 9,32 r (4,23 mu, 150 mmoinp) stagauonau 1,0 T
(5,3 MMoyb) MOHOTHApaTa IMapa-TOdyOJCYJIb(POKUCIOTH TOMENIAIOT B  TPEXTOPIIYIO
KpyTJIoAoHHYI0 K00y Ha 100 M1, OCHAIIEHHYIO MarHUTHOW MEIIAJIKOW WM KPECTOBOM
Memmankoi. Peakunonnyto cmech oomydator 50 munyT ipu 900 Bt u remneparype 130 °C.
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Pucynok 1: Tpexropnas kpyriiofgonHas kojiba PucyHok 2: Hacanka it meperoHkw,
C YCTPOMCTBOM IIOJIa4Yy ra3a u COEIMHEHHAs CO CTEKJISTHHON

ONTOBOJIOKOHHBIM JTaTYUKOM TEMIIEpaTypPhl COEJIMHUTENIbHOM TpyOKOM

i
|

3anopHbIl KpaH OCTAeTCs 3aKpbITBIM B TEUEHHE MEpPBbIX 25 MHUHYT. 3a 3TO BpeMs B
CTEKJITHHOW TEPEeXOJHON TpyOKe MPOMCXOIMT MSATKAas KOHJCHCAIUs TMapOB C OTTOKOM B
kosOy. JleTyduMu KOMIIOHEHTaMM PEaKIMOHHON CMECH SBISIOTCA B OCHOBHOM BOJa U
sTaHanoi. 110CcKOIbKY MOrIoUIEHHE MUKPOBOJH ra3oM 3HAYUTEIBHO MEHBLIE, YEM KHUJKOU
¢a3oii, HE BO/Ia, HA ATAHIHMON HE OTTOHSIOTCS.

[Tocne 25 MUHYT peakiuyl MMPH KOHACHCAIIMH MApOB B CTEKISIHHON TPyOKE MHUKPOBOJHOBYIO
IporpaMMy HpOAOJIKAIOT, IIPU 3TOM BBOJST IOTOK BO3/AyXa WM a30Ta C BBICOKOI CKOPOCTHIO
nojauu, 4YTo0bl B 6apOoTepe Henb3s ObUIO PA3IUYUTh OTIENBHBIX ITy3bIPHKOB (€CITH UMEeTCs
pacxomoMep, MOTOK coctaBisieT S n/4). Cmech (3-8 MIJI) BOJBI, dTAaHAMONA W HEOOJBIIIOTO
KOJIMYECTBA MPOYKTa COOMPAIOT B KPYTIJIOJOHHOHN KOJIOE, KOTOPYIO HCIIONB3YIOT B Ka4eCTBE
NpUEMHHKA.

Broinenenue npoaykra

[To 3aBepuieHMM TPOrpaMMBl PEAKIHOHHYIO KOJOY IOMEIIaloT Ha BOASHYIO OaHIO U
MEepPEMENINBAIOT MACISIHUCTOE COACPKUMOE, KOTOPOE UMEET TEHACHIMIO K KPUCTAIU3alUH,
B TCUCHHUE 5 MUHYT. 3aTeM IIOGaBJISIIOT 80 M BOABI U UHTCHCHUBHO NEPCMCIINBAIOT B TCUCHUC
15 mMunyt. Bomy OTHENsIIOT OT TBEPIOTO MPOAYKTa I[BETA CIOHOBOM KOCTH C ITOMOLIBIO
ckinamuaTtoro (QuubTpa. 3aKpHCTAUIM30BABIIMECS B XOJNOMWIBHHUKE W B IPHUEMHON
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KPYTJI0JOHHOH Kosi0e cienbl MPOAYyKTa TaKKe CMBIBAIOT BOJIOM M OTQHIBLTPOBHIBAIOT. BbIX0]
ceiporo nmpoaykra: 18,6 r; T.mi. 50-52 °C; yucrora o KX 98%.

YroObl yAamuTh HENpPOpEearupoBaBIIMM ajbJETHA C IMOMOUIbI0 THUAPOCYIbGUTA HATPUS,
CBIPOH TIPOJYKT (KOTOPBIA MOXKET OBITH €Ile BIAXXHBIM) pacTBOPSOT B 200 MJI METHII-TPET-
OyTHII0BOTO 3(hHpa U SKCTparupyroT 20 MII HACHIIIICHHOTO BOAHOTO PacTBOpa TUAPOCYIbPUTa
HaTpusa. Opranuueckyto ¢a3zy cymar Hax cyiabdatom  Hartpus.  Ocymwuresnb
OT(QUIBTPOBHIBAIOT, PACTBOPUTEINH MOJTHOCTHIO BBIMAPUBAIOT Ha POTOPHOM HCIApUTENE MPU
temriepatype Oanum 40 °C. Temmeparypa OaHM HE J0JDKHA OBITH BBINIE, IOCKOJIBKY
TEMIICpATypa IJIaBJICHUA NPOAYKTAa HU3KA. OcTarTCca TEMHO-)KEITBIE TOHKHE KpHUCTaJlJIbI.

Beixon: 17,7 r (90,7 mmons, 91%); T.1ut. 52-54 °C; uncrota o [KX 99,8%.

[IpoaykT MOXXHO NEPEeKPHCTAILIN30BATh M3 CMECH PACTBOPHUTEICH METHII-TPET-OyTHUIIOBBIHA
adup/nerponeitapii 3¢up. [IpoaykT moMemaroT B IBYTOpiIyi0 KPYIJIOAOHHYIO KoJiOy Ha 250
MJI, OCHAILIEHHYI0 MarHuTHOW Memankoi. [Ipubasistor cmech 40 M1 METHII-TPET-OY TUIIOBOTO
adupa u 50 mi merponeitaoro 3¢gupa (40-60 °C). Konlby momemaroTr B 1ojie MUKPOBOJTH, KaK
OMMCAaHO JJsi CTAaHJAPTHOTO Npubopa A KUISYEHHs] ¢ OOpaTHBIM XOJOJWJIBHHUKOM, U
COJIEP’)KUMOE TMEPEMEIINBAIOT C OOPAaTHBIM XOJIOAUIBHUKOM B TeueHue 2 MuHyT nipu 500 Bt u
55 °C. Ilpo3pauHblii pacTBOp OXJIAKIAIOT HA BOASHOW OaHe B TEUCHHUE IMSITUMHUHYTHOTO
nepuoja MpOBETPUBAHMUS B MUKOBOJIHOBOM ycTpoicTBe. [lonykpuctaminueckyro CycrneH3uio
OCTaBJISIIOT CTOSATh HE MeHee |5 MHMHYT mpu KOMHAaTHOM TeMmieparype u eme | dac B
xonoaminbHuKe. Kpucrtamiel ordunbTpoBbBatoT Ha BOpoHke broxmepa. KomOy s
KPUCTAJIM3ALMU MIPOMBIBAIOT JABaXKbl NopuusMu no 10 ma merposeitHoro 3gupa, U 3TUM
pacTBOpPOM TPOMBIBAIOT OCTAaTOK Ha GuibTpe. [IpOmyKT NepekpucTauIM3aluu CyIiaT B

HKCUKATOPE MPU IOHM)KEHHOM JaBIICHHH.
Boixon npoaykra nocine nepexkpuctamuzanuu: 16,4 r (84,0 mmounsb, 84%); T.mt. 53-55 °C.

[locne BbImapuBaHMsl pacTBOPUTEN W3 MATOYHOW JKMAKOCTH, OCTAaBUICHCS MOCIE

NepEeKpUCTAIN3ALNH, TIOJIYYaloT ocTaTokK B 1,2 r, BKitovaromuid 95% npoaykra.

KomMmenTapun

Ecnu peakiuio oCymecTBISIOT TOJBKO MPU HarpeBaHUH ¢ 00PATHBIM XOJIOAWIBHUKOM, HO 0€3
OTIOHKHU JIETy4uX BemiecTB, MeHee 90% 3-HuTpoOeH3anmbaeruia mpeBpalaeTcs B aleraib.
CoBMeCTHO ¢ BO/IOM OTIOHSIETCS B BUJE a3€0TPOIIa HEMHOI'O ATaHINOJIA.

Bo3MoXHBIE OCTaTKM J3TaHAMONA M Tapa-TONYOJICYJIb()OKUCIOTH YNANAIOTCA IIyTeM

NEPEMELINBAHUS PEAKIIMOHHONW CMECH C BOJOM.

Bo Bpems mepekpucTaIIM3alMK OXJIAXKIAIONIAas BOJASHAS OaHs MpPEAOTBpAIIAeT BbIJACICHHE
[apOB rOpsUEro pacTBOPHUTENS U3 PACTBOPA MPOIYKTa B TOT MOMEHT, KOT/Jja KOOy BHIHUMAIOT

13 MUKPOBOJIHOBOM IICYH.
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Opranuzanust cOopa 1 BblJeJIeHUS 0TX010B

IloBTOpHOE MCMOJIb30BAHUE

MeTun-Tpet-OyTHIOBBI 3(Up, BHIMAPEHHBIH NpPU BBIACICHUM HEOYMIICHHOTO MPOIYKTa,
MOKHO HCIIOJIB30BaTh JUIisi mepekpuctaumsanuu. OctaBmmiics 3¢up cobuparor u
MEPETOHSIOT MOBTOPHO.

YTuianizanust 0TX010B

OTrxon Tun emkocTH 11 cOOpPa 0TX010B
Bonnsbie a3 CwMmecu BO/IbI C paCTBOPUTENIEM, HE
coJiep Kalle raJloreHOB
MaTtouHas )KUJIKOCTb I10CIIE Opranuueckue pacTBOPUTENHN, HE
NepeKpUCTAIIIU3aLUN coJieprKallye raJoreHoB
Cynbdat Hatpus TBepable 0TXOBI, HE COEPKALIUE PTYTH

Bpems

Brlnenenne HEOUMILIEHHOTO MPOIyKTa 2 yaca
Beigenenue uncroro npoxaykra 1 gac
[Tepexpucrannmzanns ¢ OCyIKOH 2 yaca

IlepepbiB
[Toce nepemelinBaHus peaKLMOHHON CMECH C BOJON

CteneHb CJI0KHOCTH
Cpenusis
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AHaaus

3aBHCHMOCTH TeMIIEPATYPBI OT BpEMEHH NPH CHHTE3¢ B MUKPOBOJIHOBOI cHCTeMe
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[MoaroroBka npo0Obl: M3 kaxoro odpasua 20 mr pactBopsitoT B 0,5 Mi1 STHIIaLeTaTa, BKAIBIBAIOT 3 MKJI 3TOTO
pacTBopa.

Jist aHann3a SKCTParupoBaHHOTO MPOAYKTa MOXKHO BBOJUTH 3 MKJI pacTBOpPA B METHII-
TpeT-OyTHiIoBOM 3¢dupe

VYenosus [KX:
Kononka: HP-5; L=30 m,d=0,32 mm, mierka=0.25 MM (Phenomenex)
BBox: BBox ¢ nenennem nmoroka 194:1
T"a3-HOCUTEND: H,, naBnenue nepen kononkou 31 xlla
Ileus: 50 °C, 8 °C/mun 320 °C
JIETEKTOP: 300 °C

[IponieHTHY0 KOHLIEHTPALUIO YCTaHABIMBAIN HA OCHOBAHUH IIOIIA/IEH MHKOB.

I'’KX cbiporo npoaykra

FID1 A, (RTWRT221-K1.0)
pA
2000 o
2500 o
2000 o
1500

1000

500 o

f=]
Ha ] g g g £ > 8 g
g = & id A CHE- N &
T f=] - o W —
o g = | = IR I 5
T T T T T T T
a 5 10 15 20 25 30 35 min

Bpemst yaep:kuBanus BemectBo ILnomwaas nuka
(MHH) %
1,7 HcxomHoe BemecTBO (3TaHIHOIT) 0,7
13,5 Ucxonnoe BemecTBo (3- 1,0
HUTPOOCH3AIIBICTH)
18,5 npoaykr (1,3-muoxcomnan) 98,3

I'KX npoaykra (1ocie 3KCTpakIii pacTBOPOM THIPOCYIb(PHUTA HATPHS)

FID1 A, (RTWRT221-K2.0)
pA
2000 o
2500 o
2000 o
1500 o

1000 -

500

-2.368

+2.476

17458
24,194
25 268

Iltomans nuka %: 99,8 % npoxaykra
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I'’KX ounieHHOro NpoayKTa (1ocie nepeKprucTaI3aIlig )

FID1 A, (RTWRTZE1-K4.00
pA i
2000

1750
1500
1250
1000 -
750
500 o

250 4

Mnomans muka %: 100 % npoxykra

I'’KX ocTaTka B MATOYHOM KMAKOCTH (TIpU MEPEKPUCTATUTH3AIINHN )
Mnomans mukoB %: 95 % npoxykra, 5 % He HACHTU(DUIIPOBAHO

'H aMP cinexTp npoaykra (200 MI', CDCls)

(ppm)

o (ppm) MyabTumie Yucao H OTHecenune .
8
THOCTh
8,37 - 8,35 m 1 2-H O/_\O
8,25 - 8,20 m 1 4-H 71,
7,83 -7,79 m 1 6-H . )
7,60 - 7,54 m 1 5-H 3
5,90 s 1 7-H ° “NO,
4,18 - 4,05 m 4 8-H 4
1,55 BOJA
7,26 pacTBOpHUTEIb
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BC SIMP cnexrp npoaykra (300 MI', CDCls)

S (ppm) OrHeceHnue
65,5 -0-CH,-CH,-0-
102,3 -O0-CH-0-
121,7 CH apen
124,0 CH apen
1294 CH apen
132,7 CH apen
140,4 C — CH(mnokcomnaH) apeH
148,3 C —NO, apen
76,5-717,5 pacTBOpUTENH
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UK cnextp npoaykra (KBr)

%T

4000,0 30‘0() 20‘0() ol 15‘00 10‘00 ' 406,0
(em™) OTHeceHnne

3093 C —H — cBs3b, apeH

2978, 2905, 2862 C — H — cBs3b, allkaH

2769 C-H-cBsa3p, O-CH-0O

1621, 1588 C = C — cB3b, apeH

1532, 1359 N = O — cBA3b, ACCUM. U CHMM.
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