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YrecpxancHo 08.06.87 Ne 4384-87

METOOMYECKHUE YKA3ZAHMSA NO ONPEAENEHHIO 2,4-0M
¥ BYTUNOBOIO d3®MUPA 2,4-AM B BOJAE U NOYBE
METOROM FTA3OXUAKOCTHOH XPOMATOIPADHH *

KpaTkaa  xapakrepucruka  npenaparos, byrtunosmit 2dup  2,4-
AuxXJaopdecHOKCH-y-MacasHoin kucaotrol. bpyrro ¢opmyna C, H,;0,Cl,. Monc-
kyaspuas Macca 305,2. Obwcnpuusitoc Haszsanuc — 6ytokcon-apup. bytu-
nosmit odup 2,4-IIM - ceeraas  xkuakocth, T. kxun. 172-174 °C  npm
399,97 Ila. PacrBopuM B OpPraHMYCCKMX pacTBOPUTCAAX, HCPACTBOPUM B
soac., IlpnmcHsicTcs B xauecTsc repbuumaa.

bpyrto ¢dopmyna 2,4-nuxnopdeHokcumacasinoin  xucnorst  CiH,00,Cl,.
Monekynapnas macca 284,56. Obuicnpnustoc nHaszsaumc — 2,4-IIM. B Boac
INIAK 0,01 mr/n. Benoec xpucrannumueckoce secuiecrso, T. nia. 117-119 °C.
XOpowmo pacTBOPUMO B OPraHHMUCCKMX PaCTBOPUTC/IAX, NAOXO pPACTBOPHMMO B
poae (83 mr/n Boawm). Cony 2TOM KMCJAOTH C AMHHAMM XOPOLIO PacCTBOPHUMBbI
B BOAC.

INpnuunn Merond. Mcrog ocHosan HA u3sacucHun 2,4-/IM n 6ytunosoro
apupa 2,4-IM 13 nOAKHCACHHOA BOAKM AHITUIOBHIM OPUPOM, M3 TNOYBH —
cMecbio  OcH3on—oranon  (1:1), oumcrke OJKCTPAxTOB, MCTHAMpOBAHHMU 2,4-
AM nuazomMcTaHoOM C rnocjaeaymommM aHanu3oM Ha npubope ¢ 1I3.

Merpoaornueckas xapakrepuctka MeTona. OCHOBHBIC MCTPOJIOrMHYCCKHC
IAHHBIC TIPUBCACHK B Tabanue 82.

H3bupaTeasHocTs MeTofia. OnpcaciCHMIO HC MCLIAT NCCTHUMAB PHad
(PCHOKCHANKAHKAPOOHOBHIX KHC/AOT MU MX NPON3BOAHBIX.

Peaxtuebl, Martepuaani, pacrsopni. 2,4-IIM c copcpXaHmcM OCHOBHOIO
Beinecrsa 98,5Y%. byrtunosmit oup 2,4-JIM C coacpxaHucm OCHOBHOro BC-
wiecrBa 98,59,. Ddup anothnosbii (MCOMUMHCKHI) MJIA HAPKO33d. DTHJIOBLIN
CUPT TEXHUMCCKMHA, beuson. 'mapokcuig xanuns. XnoposoaopoaHas KHCJIOTA
x.u. Cepnas xncnora. bespogunit cysapdpar nHatpus. Hacaaka aass xpomaro-
rpaduycckon KOAOHKHK — JY, cuamkoHa SE-30 nHa xpomatoHc N-AW-DMCS

e ——

* Paspaboraunt U.U. I1nncuxosoit, P.I'. FOpkosoir (BHHUTHUD).
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82. MeTpoaornueckas XapaxkTepPUCTHUKA METOAA

2.4-IIM byrunosnin opup 2,4-IM
Ilokasatcnsb —
Bona ITousa | Bona ITouBa

Hwnanaszon onpcac- 0,001-0,100 0,025-2,50 0,001-0,100 0,025-2,50
JIACMbIX KOHLUCH-

TpauuM, Mr/Kkr

[Ipcanen obHapyxc- 0,C01 0,001 0,001 0,001
HMH B 3HAJU3UPYC-

moM obbeme npobu,

MKT

Ilpcnca onpecacac- 0,CO0l 0,025 0,001 0,025
HUA, MI/Kr  Bau

Mr/n

Cpeance  3HAUCHMC 88,0 83,0 91,0 82,1
OMpPCAC/ICHNS CTaH-

NAPTHBIX KON~

ycCcTB, %

Yncno napanacab- 6 6 6 6
HbiX ONpCcACNACHHUH

(n)

CrangaprHoc  ort- +3.8 +2,6 +5,9 3,1
KJAOHCHUC, Y%,

HoscpruTCaAbHBIA 88,0 + 3.9 83,0+ 27 010+ 6,1 82,1 + 3,2
MHTCPBAJ CPCOAHCIO

(P = 0195)1 %

(0,20-0,25 mm). Cunankarens KCK ¢ pasmepom uactuy 0,30-0,50 mMm. Me-
TUAAMHUK Y., 249,-Hbil BOoAHLIX pacTBop. Moucsuna. HurposzomernamoucpuHa.
Huna3zomcraH. bymara mHaukatopHast yHMBCpCanbHas. Hutpnt nHatpust X.u.

Ipnobopst n nocyna. Xpomarorpad ¢ 133, Konokwka xpomarorpaduucckas
creknsnHas  pasmcpom 150 x 0,3 coMm. HMcnapurenn poraumonnniit. Koabwi:
rpyMiCBMAHDIC O OTFOHKH PACTBOPHUTCAN; KOHHUUCCKHUC €O uindoM; Kpyrao-
nouubic Ha 100 mn; 1 . Pasanyuse nunerku. Craxan wva 3 2. Boponka
neauntenbHas Ha 1000 mna. Boponxka broxxepa. ITpobupku rpaaynpoBaHHBC CO
wangom. Mukpownpuu na 10 mkna. Bakyymubit okcukartop. Konouka ancopd-
LMOHHAA CTeknsHHad pa3mcpoM 100 x 10 MM. Annapar ansg BCTPAXMBAHUE.
ITpubop nns nonyucuus auazomeraHa (puc. 06).

IloproTroska x onpenenednio. Il purortToBACHHCE CTAaH-
IRAPTHBX pPacTBODPpOB: CraHAapTHuit pacrtsop Ne 1 2,4-IM 11
6yrunosoro apupa 2,4-IM xonuentpauucit 1 Mr/ma rorossr, pacTBOpHs
Haseck no 00,0100 r B 10 ma dtunosoro cnmpra; Ne 2 6yrunosoro apupa
2,4-0M xoHucHtpauucin 0,001 mr/ma rorossart, pasbasnsga 10 Mxna crau-
paprHoro pacreopa Ne 1 B 10 mMa stunosoro cnupra; Ne 3 Mernaosoro
abupa 2,4-OM konucutpauucin 0,001 mr/ma (no 2,4-IIM) rotroBsiT MCTHIM-
posanucM 20 wmxn cradpaprdoro pactsopa 2,4-IIM  odmpHpiM  pacrsopom

anasomcrada (0,5—-1 mn), ncoapcHncMm ampa Ha BO3AYXC M PACTBOPCHHUCM
B 10 Mma stnnosoro cnupra. Pacreopbt yctoiiunsn B TecucHue 10 aucit.
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IlonyucHunc HUTPO3OMCTHAIMOUCBMHH H, Ilo-
JIYYCHHUC HHUTPO3OMCTHMJIMOUYCBMHB MPOMCXOANUT NO PCAKLMAM:

CH;NH, - HCIl + H,NCONH, — CH;NHCONH, + NH,CI;
CH;NHCONH, + HNO, — CH;N(NO) -~ CONH, + H,O

Bo B3BcuiclHyi0 KpyraogoHHyio konby na 1 a nanmusarr 200 r 29, -Horo
soaHoro pacrsopa McrtunamuuHa (ITpuMmcuyannc) U nobapasIOT NPU OXNAXICHHUM
KOHUCHTPHPOBAHHYIO XJOPOBOAOPOAHYIO KHUCAOTY A0 KMCJIOM PC3KLMNH Ha MC-
THAPOT, HA 4ro Tpchycrcss okono 133 ma kucnors. 3areM  AOAHBAIOT
CTOALKO BOAL, uTOOB obwas Mmacca pocruraa 300 r, n npmbasnasor S00 r
MOUCBHHDBI, TNOCJIC UCro PACTBOP OCTOPOXHO KHIATAT C ODPATHBHIM XOJ0AM/b-
HUKOM 2 u 45 MuH M sHcepruuHo — 15 MuH. Pacteop oxnaxnalor RO KOMHAT-
HOH TCMIICPATYpbi, pacTtsopsitor 8 HeMm 110 r 959, -Horo HMTPMTA HATPpUK M
oxsaxaator ao O °C.

B crakanc Ha 3 »n rorossr 600 r nvpa m 100 r KOHUCHTPHPOBAHHOH
CCPHOM KHCNAOTH, OXJ1AXAasi CTAKAH AbAOM K coabilo. K JTOMy pacTBOpy np
NCPCMCUIMBAHMN TIPUJIMBAIOT XOJOAHLIM PACTBOP HHMTPO3OMCTHMJAMOUCBHHB M
HUTPUTA HATPHUS C TAKOHK CKOpPOCTHIO, uTOOLI TCMNCPATYpa HC MOAHMMANACHL
spiic O °C.

HuTpo30OMCTHIMOUCBNHA BCIJbiBA-
CT HAd NOBCPXHOCTb B BHAC KPHCTAJ-
JIMUCCKOrO TICHMCTOrO OCanKa, KOTO-
pulii  HCMCANCHHO OTPWILTPOBLIBAIOT
ycpc3 BOPOHKY brOXHepa, Xopowo
OTXKMMAIOT, KpUCTAANB Pa3MCLIKMBAIOT
no obpaszosaHust nactel ¢ 0 Mg XO-
JOAHOM BOAB, OTCACHIBAKOT, OTXMMA-
IOT, CYILUAT B BAKYYMHOM JKCHMKATOPC
A0 NOCTOAHHOM MACCHI.

Boixog 105-1185 r, 66-729 or
TCOPCTHUUCCKOTrO.

ITpumeuanue. MernaaMuH npumce-
HloT Anbo B BMAC BOAHOIMO pacTRO-
pa, anbo B Bunac xnopruapara. Ilo-
NIYUCHHBIA TakuMm 00pa3oM npenapar
MOXHO XPAHUTbh B XOJIOAW/bHUKC OJH-
TCAbHOC BpCeMs. Tlpn  Temncepatype
Bhiuc 20 °C cro He cacaycT XpaHMTH
bonce 1 u. Ilpu rTemneparype 30 °C

Puc. 6. Ilpnbop ana noayucHus agmna-
30MCTaHa:

. ] — pCakuMOHHBIA CcOCyad; 2 — ncpce-
XOAHMK € KancJbHULUCH, I — XOJIO-
AMJABHNK, 4 — NCPCXOAHMK;, J — Ha-
capka ¢ OTBOAOM; O — NpPHUCMHAa4
Kos16a.
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OH MOXCT HCOXMWAAHHO PA3NOXKMUTLCH OC3 B3IPLIBA, HO € BLIACICHACM TIAPOS.

IToanyucumne amaszomcTaua [AnasoMcrtaH noayyaror s
PC3YALTATC PCAKUMHU

CH,N(NO) — CO - NH, + KOH — CH,N, + KCNO + 2H,0.

B kpyraoaouuyio xondby Ha 100 man nomcwarwor 3 ma 509, -Horo BoaHOro
pacrsopa cakoro xaau u 10 ma auorunosoro sPpupa. CMccb 0xnaxnawor Ro
S5 °C, zarcm npu B3bantoiBaruu npubapngior 1 r HUTPO3OMCTHIMOUCBHHB!.
Konby npucocauMHslOT K XONOAUABHUKY, HHUXHHHA KOHCL KOTOpPOro CHabxew
AJIIOHXCM C OTBOAOM, NPOXOALINWM YCPC3 PCINHOBYIO NPOOKY M NOrpyXCHHbIM
B cnoit adunpa Ha AaHC npucMuuxa. [IpueMHUK OXNAXAAOT CMCChIO NbAd I
CONM.

PcakunonHyio koaby norpyxaior s soasHylo Oauio, narpesawt go S0 °C.
Odup B konbe nopomatr Ao kuncHusi. CoacpXxXnmoc Kondbid BPCMS OT BPCMCHIH
nepemeinnpaoT, OTroHky npekpawaror, KAk TOAbKO AXUCTUAAAT cTaHer bec-
L BCTHLIM.

Hu a8 xoem caywae ne cacdyerm omeousms aect ypup!

Mcruanposanunuc npob. K cyxomMy oCTatky npuanpialor
HCOOMBIIOC KOJHMYCCTBO PAcTsopa AMA3OMCTAHA B AMITHAOBOM OPHpPC OO
npckpauicHug  obccuBcunBanug. 3atcem  B30aATHBAIOT M BhINAPHMBAIOT H&
BO3AYXC AOCYyXa. .

KOHANUUAOHNPOBAHMUC XpomaTtorpadgdgmuucc-
KOMR KoaoHdKHM., llacagky 3acwinadr B KOMOHKY, YMAQTHRIOT, YCTA-
HARAUBAIOT KOJIOHKY B TCpMmocTarT Xpomartorpada M CcTabMan3npylor B TOKC
azora ocoboit uucrors npu remncparype 220 °C B teucnne 40 y, Hc noag-
KJouas K actcekropy, ¥ npu temnceparype 200 °C — 6 w.

ITonrorToBxa ancopbUMOHUOR KOJMOHKHM,
B xonouky 3sacuinampor cuaukarcabs KCK (BLICOTA Cnox J§ CM), NpPOMBIBAIOT
5 Ma audecroda ¥ 10 ma rekcasa.

XpancHuc npob Bsuay BOIMOXHOro ruaponunsa OyTHNOBOTC
opupa 2,4-IIM npobst xpaHCHUIO HC NOANCXKAT.

Xoa aHainza., I KkcTpaxkuusu Tlpoby 6odw 250-500 Mma nomc-
I{AI0OT B AC/AMTCAbHYIO BOPOHKY, NOAKMCANIOT XJOPOBOAOPOAHOM KHACNOTOM AC
pH 2-3 (no nuaukaropHoit 6ymarc) M IKCTPATUPYIOT AMITHAOSHIM IPHUPOM
Tpruxan nopuusmu no 50 ma. O6vCAMHCHHBLIA 3KCTPAKT NPONYCKAKWT yCpe:
cnoi 6c3soaHoro cyanbd)ara HATPUs, NOMCLICHHBIA HA PUALTPOBAILHYIO ByMa-
ry B KOHycooOpa3nyio BopouKy. OuasTpat cobMpaloT B rpywicBMaHOR koabc.
PacteopuTc/ip MCOApsIOT O0Cyxa (POTAUMOHHBIA MCNAPHTCAb, TOK BO3RYyXa).
K CyxoMy OCTaTKy NPUAAMBIIOT NO KanasMm DPUPHLIA PAacTBOp AMAIOMCTAHA AC
NPCKPAWCHUS ODCCURCUMBAHKUSY XKCATOM OKPACKU. PacTBoputents UCRAPSIOT
aocyxa. Cyxoit ocrarok pacteopstor B 1-10 ma reckcasa.

Hasccky co3dywno-cyxod noyaw 10-20 r noMcwaloT B KOHHUCCKYIO KOJI-
Oy, sanusator 50 mn cmccH 6¢H3on—oTnaosuiti cnupr (1:1), njoTHO 3aKpubi-
BAlOT NpoDKOM M BCTPAXMBAKT 1| 4. DKCTPAKT NCKAHTUPYIOT B OTFOHHYIO
KoAOy. DKCTPAKUMIO NOBTOPRIOT ABAXAL NOPUMAMK TONK XC cMmccu no 20 wmu,
BCTPAXHBAS KAXAbIA pa3 no [5 MuH. O6bCAMHCHHBIC JKCTPAaKThl YNapPHBAIOT
no obvema 1-2 MJ1, NCPCHOCHYT B ACAMUTCABHYIO BOPOHKY, aobasasiior 20 Ma
BOAbI M JKCTPATMPYIOT AMITHIOBHM SPHUpoM Tpuxas nopuusmu 25; 15;
15 mn. OObCaAMHCHHDBIA 2PUPHBLI JIKCTPAKT OCYWAIOT CyaAbpATOM HATPUA K
OTAYBAKOT AOCYXa B TOKC BO3nyxd. K cyxoMmy ocrarky nobapasiior no xan-
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JAM OPHUPHBIA PacTBOP AWA3OMCTAHA A0 TNPCKPALWUCHHUA MCUCIHOBCHUS XCIATOM
OKpackM, MCHApHIOT pacTBOPUTCIb. OCTaToK pacTtBopsioT B 1 MJ rekcasa.
['CKCaHOBBLIA pacTBOP NPONYCKAlOT ucpc3 ancopOUMOHHYIO KONOHHY. KOnOHKY
JMIONPYIOT cHauana S0 ma rckcana M omoat otdpachiBalOT. 3aTCM KOJIOHKY
aNoupyoT cmccbio rekcan-aucron  (30:0,5). Daoar KOHUCHTPHUPYIOT [0
obbema 1-10 ma.

Ycnoswus XpoMaTorpadmnmpoBaHHUA. ANMKBOTH
JKCTPAKTOB M3 BOAB K nouBn xpomatorpadpumpyior Ha npubope ¢ I3 npu
cacaylowux ycnopuax. Pabouas mkana onekrtpomerpa 9 - 107 A, Konouka
cTeksHHasg pasmcpoMm 200 x 0,3 oM, 3anonucHHas xpomatoHoM N-AW-DMCS
(0,20-0,25 CM) ¢ 59% SE-30. Tecmncparypa, °C: TepMOCTATa KOAOHOK —
200, wucnapurcas — 225, perckropa — 230. Pacxox rasa-swocurceast  (asora
ocoboit umucrorni), MA/MuH: ucpe3 kKonoHky — 40, ucpe3 npoAyBOUHYIO Ka-
mepy acrektopa — 100. O6uem  pacrsopa, BBOAMMBIA B MCNAPUTCNDL, —
2 wMxna. Jluuciuocth acrextuposanus 0,001-0,050 ur. AbcomorHOoC BpeMs
YACPXHUBAKKUSA, MHH: Mmcruaosoro 2¢wmpa 2,2-IM 1,7, O6ytunosoro oadupa
2,4-I1M 4,3.

XpoMmatorpahmpoBaHHUC KAXAOr0 JKCTPAKTA MPOBOAAT TPUXAbI, K3MCPSIOT
BbhiCOTH NMKOB, BBHIUMCIAAIOT CPCAHCC 3HAUCHUE BHICOTh. B OTUX XC yCnoBusaX
xpomatorpapupyror 1-5 Mxa (8 3aBMCMMOCTM OT pa3Mcpa NMKOB nNpodwn)
CTaHAAPTHOro pacrsopa Mcruaosoro admpa 2,4-IIM u cranpaprHoro pac-
TBopa Ne 2 6ytunosoro odupa 2,4-IM. XpomartorpapmpoBauuc nNpoBOAAT
TPHUXIb, BHIYUCASIOT CPCAHCC 3HAUCHMC BBHICOTH TTHKA.

O0Opaborka pesyastaToB anaaun3da. Coacpxauunc B npobe 2,4-IIM wmnu
6ytunosoro sdupa 2,4-IM (X, mr/a unu Mr/Kkr) BHUHCASIOT nO (POPMYJC

AH ap V,
X =

H_V,P

rac A — KONHMUCCTBO MCCACAYCMOro BCulicCTBA B Xxpomarorpadmupycmom obue-
MC CTaHRApTHOro pacrsopa, Hr; H,,, H. — CpCAHAs BLHICOTA NHMKOB HAa
XpPOMATOrpaMMax pactsopos npobbl ¥ CTAHA3APTHOrO PpacTBOpd COOTBCTCT-
BCHHO, MM; V, — obbeM anuksorel pacTsopa npoObi, BBOAUMAEIN B npubop,
Mka; V, — obumit obnem pacteopa npobol, mMa; P — KoaH4YCCTBO MaAx 00bCM
npobbl, I WIK M.

TpeOosauus OesonacsocTn. Cobaonate BCC Heobxoaumbie TpcOoBaHUS
6c3onacHocTn npu paborc B XuMuucckux naboparopusx, a Takxce cobnio-

4aTh NpaBnna OC30MacHOCTH, NMPHUHATHIC s paboTLl € NCCTHUMAAMM M JICT-
KOBOCNJAMCHSHIOUIMMHNCA XHAKOCTSIMH.
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