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IIpoBesien KadeCcTBEHHBIN W KOJMYECTBEHHBIN aHAJU3 BOJHO-COJIEBOIt
cMecH, cojiepKaleil cyabdar aMMOHUs W OPraHUYeCKue IIPUMECH, KOTO-
pble SIBJSIOTCS MOOOYHBIMY IMPOJAYKTAMHU B IIPOU3BOJICTBE KaIPOJAKTAMA.
KommmgecTBeHHDBINT aHAIN3 OCYIIECTBIIANCS TI0 CTAHIAPTHBIM PaCcTBOPAM,
MIPOITIEIIIIAM BCE CTAUU MTPOOOIIOATOTOBKH PEAJTHHON CMECH.

BBenenue

VuTencuBHBIE METONBI PA3BUTHSA HAPOIHOTO XO3SHCTBA, OPUEHTHPOBAHHBIE
Ha JI0OBIYYy U 1epepaboTKy PecypCcoB, MPHUBOIAT K 0OE3BO3BPATHBIM IIOTEPSIM
90-95% mnpuposHOro TOIMBA U CHIPbA. HakomaeHne IpOMBIMIEHHBIX OTXOOB,
3arpsg3HeHne BO3/IYIIHOIO M BOJIHOI'O 6AaCCEfHOB BBIOPOCAMHU M CTOKAMH IIPUBO-
JAT K YXYOIIEHUIO 00Imell 9KOJI0rndeckoil obcraHoBku. IloaToMy BOIpPOCHI CO-
XpaHEeHUsl ¥ BOCCTAHOBJIEHHS PECYpPCOB CTAHOBATCS AKTYAJbLHBIMHU.

Jlst perneHunst BOIPOCOB YTUJIU3AINNA OTXOJ0B XUMHUYECKUX ITPOU3BOJICTB B
HacTosINee BpeMsa pa3pabaThIBAIOTCS OE30TXOIHBbIE, MAJOOTXOJIHBIE TEXHOJIOIHU-
qecKrue IPOIEeCcChl u 3(P(PEeKTUBHBIE CIIOCOOLI MepepabOTKU BTOPUYHBIX PeCyp-
cos [1].

Hacrostimast pabora mocesitiiena mpobJsieme 0€30TXOTHOTO ITPOU3BOJCTBA Ka-
[IPOJTAKTaMa 110 OKHUCJIUTEIbHON CXeMe, B YaCTHOCTH, IOJIYIEHUIO IKOJOTTIECKHU
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YUCTOro cyiabdara aMMOHHS C KOHTPOJHMPYEMOR JIUCIIEPCHOCTBHIO METOJIOM BbI-
MMapUBaHUS Ha ~KPUCTAJLT .

Cynbdar aMMOHHUSI B IIPOU3BOJCTBE KalpoJjakTaMa (OKHCIUTEIbHAs CXeMa)
obpasyercst Ha CTaJUsIX CHHTE3a T'HIPOKCHUIAMHUHCYJIbMaTa 3a cdeT MOOOIHBIX
peakInii B IIpOIEecce OKCUMUPOBAHUS IIUKJIONEKCAHOHA, IIPU HEHTPAIU3AIMHI Cep-
HOKHCJIOTO 3(upa KallpojaKTaMa W CBODOJIHONW CEPHOM KHUCJIOTHI B PEAKIMOH-
Hoil Macce, obpasyiomeiicss Ipu OEKMAHOBCKON IeperpyliupoBke. B pesyibra-
Te pacc/lauBaHUsI ITPOIYKTOB OKCHMHUPOBAHUS IMOJIYIaOT BOIHO-COJIEBOI CJIOA,
OPUMEPHBI COCTaB KOTOPOTO MpeJCTaBiIeH B Tabu. 1 (ciemyer yduThBaTL, UTO
IIpu HUCIIOJIb30OBaAHUU FI/I,ILpOKCI/I.Hal\/II/IHacy.Hb(i)aTa, IIOJIy9eHHOI'0O MeTOJIO0M KaTaJlu-
THYECKOrO I'MJIPUPOBAHMS OKCHA a30Ta, HUTPAT aMMOHHS B pabodyeM pacTBOpE
IPaKTUYECKH OTCYyTCTBYET).

Tabmuma 1

CocraB BOAHO-coJIeBOro cJiiosi [2]
Coenunenue Conepzxanue, %
Cynbdar amMMoHUS 25-42
Hurpar ammonus 1-3
Opranndeckne npuMecn (UYukA02€KCAHON, UUK- 0.1-0.5
NO2EKCANOHOKCUM U Op.)
Bona 64.5-75

Cynbdar aMMOHUS HIUPOKO IIPUMEHSETCH B CEJILCKOM XO3dHCTBE B KA4eCTBe
OJIHOT'O W3 BUJIOB a30THBIX YJIOOpEHUU KakK /Jjisi MPsIMOTO BHECEHUsI B IIOUBY,
TaK W JIg IPUTIOTOBJIEHUs] CMeNIAaHHbIX yiao0penuii. Hecmorpsi na orHOCH-
TeJIbHO HU3KOe cojiepKanne aszora (okosio 21%), cyiabdar aMMOHHUST yCIEIIHO
KOHKYPUDYeT JlaxKe C TaKUM BBICOKOI(MD@MEKTUBHBIM a30THBIM YI00PEHHEM, KakK
aMMHUAYHAS CEJINTPA, IIPU BBIPAINMBAHUU Yasi, PUCA, PXKU, OBCa, KapTodess u
CaxapHOM CBEKJIbI.

IIpobsiema mosydeHust [ucroro cyibdara aMMOHHS € KOHTPOJUPYEMOI
JIMCIIEPCHOCTBI0 KPUCTAJIJIa CBsi3aHA CO MHOTMME (DAKTOpaMU, IJIABHBIM U3
KOTOPBIX SIBJISIETCS HAJUYNE OPraHUYeCKUX NpUMeceil B BOJIHO-COJIEBBIX DPac-
TBOpaX, IIOCTyHIalIUuxX C pPa3JIMIHbIX CTa,ZLI/II';I IIPOU3BO/ICTBa KallpOJlaKTaMa
Ha BBIJEJIEHHE YUCTOro Ccyjbdara aMMOHHUS. YPOBEHb OUXPOMATHON OKMUCJIs-
eMOCTH 3TuX pacTBopoB MoKeT mgocrurarb 10000 wmr O,/n. Takoe 6Gosbimoe
KOJITYECTBO OPTraHMYECKUX IPUMeceil, MpexKJie BCEro, MPUBOJUT K IIOJIYYEHUIO
HEKOHTPOJIUPYEMOTI'O 110 KAYEeCTBY KPUCTAJIUIECKOTO Cyabdara aMMOHHS, a B
psijie CIydaeB K BBIXOJY M3 CTPOsl TEXHOJOIMYECKOro 06opynoBaHusi (0OCOOEHHO
TEIIO0OMEHHOT0), TOITOMY HEOOXOJMM IOCTOSIHHBI KOHTPOJIb 38 YPOBHEM
OpPraHUYIEeCKUX IPUMecell, HaXOISIINXCsI B BOIHO-COJEBBIX pacTBopax. Jlis
peIleHUsT 3TUX BOIPOCOB HEOOXOIUM OINEPATHUBHBIN TEXHOJIOIMYECKUl KOHTPOJIb
Ka49eCTBEHHOI'O U KOJIMYECTBEHHOI'O COCTaBa 9THUX HpI/IMGCGﬁ.
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SKCHepI/IMeHTaJIbHaSI 9aCTb

N neaTudpukaiinio KOMIOHEHTOB HACBIIIEHHBIX PACTBOPOB Cy/Ib(daTa aMMOHUS
Ha CoJlepsKaHue B HUX OPraHUYeCKUX MpPUMecell TPOBOIUIN Ta30XpOMATOTpPa-
pUUECKUM METOIOM C MAacC-CIIEKTPOMETPUIECKUM U ILJIAMEHHO-MOHU3AIMOHHBIM
JerekTupoBanueM. JIsT 9TOro MCIOBL30BAIN Ta3oBbIA Xpomarorpad (GupMbl
"Hewlett Packard” momenm 6890, macc-cmeKTpomerpudecKuit merekTop 6971,
cucTeMy BBOIA IPOOBLI C JeJIeHHeM IIOTOKA M aBTOMATHYEeCKMil mosarop. Maen-
THDUKAIAIO TTPOBOAUIN HA KAUWJIJISIPHOW KOJIOHKE U3 ILJIABJIEHOIO KBapIia
amuaoir 30 m wm BHyTpeHHUM juaMeTpoM 0.32 MM ¢ HEHOJBUXKHON 2KUJI-
koit dazoit OV-101. Pacxox rasa-mocuressi (resms) cocraBisti 1 MJI/MHH.
Pexxum nporpammuposanust Temieparypsl ot 70 mo 250 °C co ckopocTbhio
nporpammuposanus  remieparypel 10 °C/mun. KauecrBenusiit ananus ocy-
IIECTBJISJICS 110 BpeMeHaM yIepXKUBaHUS M MAaCC-CIIEKTPaM CTAHIAPTHBIX
BemecTB. Kosmyecrsennbiii razoxpomarorpaduueckuii (I'X) ananamus npoBomusm
B M30TEPMUYECKOM DEKHME U MPUH [IPOrPAMMEUPOBAHUE TeMIeparypsl (oT
100 mo 190 °C co ckopocrbio 10 °C/mun) Ha xpomarorpade "TAJIC 3117
¢ ILUIAMEHHO-MOHW3AIMOHHBIM JIETEKTOPOM, Ta3-HOCUTENIb — a30T. Pazjesenue
CMeCH IPOBOAMIA HA KOJOHKAX PAa3INYHON IIOJSIPHOCTH:
— HacaJIOYHble KOJIOHKW W3 HEpXKaBEIoNel cTajgu 2 M X 3 MM:
1) sanosnuennas OV-17 (10%) na xpomocopbe W;
2) sanosnennast [IOMC 4 (10%) ma xpomocopbe W 80-100 mer;
3) szanosmmennas [IOMC 5 (10%) ma xpomocopbe W 3eprenmem 80-100 wmerr;
— KaIlWJUISIPHBIE KOJIOHKU W3 IIJIABJIEHOI'O KBapIia:
1) 30 m x 0.32 MM ¢ TONIIMHON IJIEHKU HEIOBMKHON Kujkoii dasbr (5%
dbennnmvernicuiokcana B SE-30) 0.25 mrm (dbupmbr "Hewlett Packard”);
2) 30 M X 0.32 MM ¢ TONIIMHON IUIEHKH HENOABUKHOM Kujkoit dassr (5%
dbenmnmmermicuiiokcana B SE-30) 0.35 mrm (dbupmbr "Hewlett Packard”).

KosmiecTBeHHYI0 WHTEPIIPETAIUIO XPOMATOTPAMM OCYITIECTBJISLIA, HUCTIOJThb-
3ysl MeToJ aOCOIOTHON TI'PAIyUPOBKH.

PesynbTaTbl m 00Cy2kK1eHTE

PaznennresbHy0 CIIOCOOHOCTD HCITOJIB3YEMBIX KOJIOHOK IIPOBEPSIIN aHaJ -
30M HCKYCCTBEHHOI CMecH, cojepzKaleifl IUKJIOTeKCaHO I, ITNKJIOTeKCAHOH, ITHK-
JIOTEKCAHOHOKCHM H KampoJiaktaM B KoHmenTpamuu ot 0.5 mgo 5000 MI‘/,HM3.
CpaBHUTEIbHBIA aHaIU3 pasiesleHus KOMIIOHEHTOB IPOObI BOIHO-COJIEBOIO pac-
TBOpa Ha HCIOJIB3YEMbIX KOJIOHKAX IMMOKA3aJI, YTO PEe3YJIbTAThl Pa3IeIUTe/IbHOM
CIIOCOOHOCTH MJAEHTUYHBI IS BCEX MCIOJb3YyEeMbIX KOJIOHOK. OIHaKO IIpUMeHe-
HHUe KAIWIISPHBIX KOJOHOK OoJiee 3PhEeKTUBHO, MO3BOJSIET B HECKOJBKO pa3
YMEHBIIIUTh BpEMsI aHaJM3a, a TaKyKe JOOUThCA JIydIeil BOCIPOM3BOIANMOCTH
ITapaMeTpoB yﬂep}KI/IBaHHH &HaﬂI/ISI/IpyeMbIX KOMIIOHEHTOB IIO CpaBHEHUIO C Ha-
CaJOYHBIMU KOJOHKaMu. [109TOMy cepuio 3KCTPAKTOB PEAJIbHBIX BOIHO-COJIEBBIX
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PaCTBOPOB aHAJU3UPOBAJIA HA KAINWLISIPHBIX KOJIOHKAX U3 ILJIABJIEHOTO KBapIia.
[ukyn anau3uUpyeMbIX BEIIECTB HA XPOMATOIDAMMAX HIEHTUMUIIMPOBAIN CPaB-
HEHUEM [apaMEeTpPOB YJIEPKUBAHUS WICHTUMOUIUDPYEMbIX MUKOB U IMHUKOB CTaH-
JIAPTHON CMECH: TMKJIOTEKCAHOJIA, TTUKIOTEKCAHOHA, TUKIOTeKCAHOHOKCUMA U Ka-
[pOJIAKTaMa B HJIEHTUYIHBIX YCJIOBUSIX. XPOMATOIPDAMMBI HEKOTODBIX U3 HCCJIe-
JyeMBIX PacTBOPOB IIpeJCTaBJIEHbl Ha puc. 1-3.

HemasoBaxkuoit nipobsiemoit pu pazpaboTke METOIUKNA KOJUIECTBEHHOTO Ta-
30XPOMATOrPaApUTIECKOTO aHATIN3a B BOJHOM PACTBOPE CYIbdaTa aMMOHUS STBJISI-
ercsi TPODOIIOJIrOTOBKA, T.K. HEIIOCPEJICTBEHHBIN BBOJ IIPOOBI HEBO3MOYKEH M3-3a
XUMUYECKON U KOPPO3MOHHOM AKTWBHOCTU HACBIIIEHHBIX PACTBOPOB CyJbdara
AMMOHUS. AHAIN3 JIMTEPATYPHBIX MCTOYHUKOB ITOKA3AJ, UTO CYIIECTBYET pas-
HooOpa3Hble crocoObl TPOOOTIOITOTOBKY, HAMJIYUINNE U3 KOTOPBIX — YKUJIKOCTHAS
9KCTPaKIMs, TBepJiodasnas SKCTPAKIUs IIPUMeceil U3 BOJbI Ha IATPOH C COp-
OEHTOM, & TaKXKe BBIAYBAaHUE JIETYIUX U CPETHEJETYyIuX IIpuMeceil u3 BOJIbI
¢ TIOCJIeYIONNM KOHIIEHTPUPOBaHWEM Ha ajicopbenTe. B mporecce pazpaborku
METOJIMKI HAaMU OBbLJIU IOJAPOOHO U3YUEHBI BCE MEPEUUCTECHHBIE METOJIBI.

pA 3
4
15 —
14 -
13
12 <
11 -
12
10 - N

Puc. 1. Xpomarorpamma skcrpakra Ne 2: 1 — IIUKJIOr€KCAHOH, 2 — IMKJIOIEKCAHOM, 3 —
KallpoJIaKTaM

pA 3
15—
14—
13
12
11
10—

4 6 8 10 MUH

Puc. 2. Xpomarorpamma skcrpakra Ne 3: 1 — IUKIIOT€KCAHOH, 2 — ITUKJIOTEKCAHOJ, 3 —
KAIIPOJIAKTAM
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pA
15 <
14 =
13

12

11

10

4 6 8 10 MUH

Puc. 3. Xpomarorpamma skcrpakra Ne 7: 1 — IUKJIOT€KCAHOH, 2 — ITUKJIONEKCAHOJ, 3 —
[IUKJIOT€KCAHOHOKCHUM, 4 — KaIpOJaKTaM

B macrosimeit pabore I KOHIIEHTPUPOBAHUST OPTaHUIECKIX IIpUMeceil ObLIa
HCIIO/Tb30BAHA YKUJIKOCTHO-YKUJIKOCTHAS JKCTPAKIHUs, obecrednBarorias Hanbo-
nee sbdeKTuBHOE U3BJIEUEHNE OPraHUYeCKUX IpuMeceii (IIMKJIOreKCAHOHA, UK~
JIOPEKCAHOJIA, IUKJIOIeKCAHOHOKCHMA), BKJIIOUasi KalpoJakTaM. B KadecTBe K-
TPArupyIoIIero areuTa ObLT BLIOPAH XJI0POMOPM.

BaxkubiM 3Tamom mpobOIOAroTOBKH SIBJISIETCS MPOIEAYyPa YIIAPDUBAHUS DKC-
TPAKTOB, KOTOPYI HEOOXOIMMO IMPOBOJIUTH IPHU TIIATEIBHOM COOJIIOJEHUN TEeM-
[IEPATYPHOr0 PEXKUMa. DbLIO yCTAHOBJIEHO, YTO JA2Ke HE3HAUUTEHLHOE IOBBIIIE-
HUE TeMIepaTypbl [IPpU YIIapUBAHUE ITPOOBI IMPUBOAUT K OOpPA30BAHUIO ITPUMEC-
HBIX COeJIUHEHU, KOTOpble MOTYT MCKa3UTh pe3ysbrar. M3BecTHo, 4TO mOTrper-
HOCTBH omneparyii orbopa 1 MOJAroTOBKH Hpobbl coctasisier 10 90% cymmapnoi
norpemHocTu anainusa [3, 4|. Perenne npo6ieMbl CHUKEHUST TIOIPEITHOCTH OPe-
JieJIeHUsT OOYCJIOB/IMBAET HEOOXOJIUMOCTb COBEPIIEHCTBOBAHUS METOIUK KOJIMYIe-
CTBEHHOI'O0 Ta30XPOMATOIPAMUIECKOTO AHAJIU3A.

B macrositieit pabore mpuMeHeH NpejJIoXKeHHbl panee [5, 6] crmocob kosm-
YECTBEHHOI'O aHAJIMN3a, KOTOPBI 3aKJI0YaeTCsl B IOCTPOEHWH KaJMOPOBOYHBIX
KPUBBIX C HCIIOJB30BAHUEM CTAHJAPTHBIX PACTBOPOB, IMPOIIEIINNX BCE CTaUU
ITOJIPOTOBKU PeasibHOI TPoObI. BBIIO MOKAa3aHO, UTO IPHU IMPOBEIEHUN T'DAJLyH-
POBKHU 10 CTAHJIAPTHLIM PACTBOpaM, He IPOIIEINM CTaJIMA ITPODOIIOITIOTOBKH,
HOrpeIIHOCTE onpeeseHns cocrasiser 30-90%.

I'pajtympoBouHbIe CMeCH, COIEPXKAIINe TUKJIOTEKCAHO, IUKJIOTE€KCAHOH, TIHK-
JIOPeKCAHOHOKCHM, KAIIPOJIAKTAM TIOTOBUJIM CJELYIONMM 0bpasoM: B 1am® u-
CTUJUINPOBAHHON BOJIbI BHOCUJIM H3BECTHOE KOJIMYECTBO BEIIECTB, J100ABIISIN
769 r cysbdara aMMOHHS U THIATEIBHO HEPEMEINBAJIN, TIOMEIIAINA B JIEJTUTE b
HYIO BOPOHKY OOBEMOM 2 JM® M SKCTPArHpOBaJH MO0y JIBYMsl HOPIHUSME XJIO-
podopma. OObeIMHEHHBIE IKCTPAKTHI (DUIBTPOBAIN Yepe3 Oe3BOJHBIN CyJIbdaT
HaTpHsi, KOTOPBIN 3aTeM JIBasK/Ibl IPOMBIBAIH XJopodopmoM. Ilpu comepkanun
onpeieNIgeMbIX BemecTs 0 50 Mr/mm? obbeauHeHHbIe SKCTPAKTHl YIApHBAJIM

3

o obbema 1 cm” mpu Temieparype He Oojiee 60 °C; eciii KOHIEHTPAIUU CO-

crapnamm or 50 g0 5000 Mr/aM’, SKeTpakThl ymapmBaam 1o obbema 10 cn’.
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B pesynbraTe mpoBEIEHHLIX HCCJIEIOBAHUII HaMU pa3padoOTaHbl W Aampodu-
POBaHBl B IIPOM3BOJICTBEHHBIX YCJIOBUAX METONUKHN Ka4EeCTBEHHOTO W KOJIMYe-
CTBEHHOT'O Ta30XpoMaTorpaduIecKoro aHaJM3a OPraHUYIeCKUX IMpuMeceil B Ha-
CBIMNIEHHBIX PACTBOPax Cyiabdara aMMOHHS B Jaualia3one kKonmeHTparuii or 0.5
ao 5000 MI‘/,ILM3. PezysnbraThl KauecTBEHHOTO W KOJUYECTBEHHOI'O AHAJIN3a Pe-

aJIbHBIX PACTBOPOB Cyjbdara aMMOHHS IPEJCTABICHbI B TabJ. 2.

PeSy.HbTaTbI KaveCTBEHHOI'o 1 KOJINYEeCTBEHHOI'O

rasoxpomarorpacpuyieckoro aHajim3da pabodmx pacTBOPOB cCyJibgdara
aMMOHHWSI C Pa3JIMYHbIX CTAAUIN IIPOU3BOACTBA KPUCTAIINIECKOIO
cyabdaTra aMMOHUSA

Tabauma 2

OGLEKT HCe Conepxkanue uIeHTAPUITTPOBAHHBIX KOMIIOHEHTOB,
[O— X+A x , Mr/Mi
Ne 1/ ITuknorekca- | ITukaorekca- | [ lukmorekca-| Kampoak-
HOH HOJI HOHOKCIM TaM
1 0.5 £ 0.1 0.4 £ 0.1 |0.05 = 0.01 0.5 £ 0.1
2 5.0 = 1.2 0.3 £ 0.1 |0.11 + 0.10] 2.5x10> + 35
3 0.2 £ 0.1 [0.10 + 0.02] 0.2 = 0.1 [2.7x10° + 260
4 0.6 £ 0.1 [0.10 + 0.03] 0.9 = 0.2 |1.5x10° + 226
5 3.0 £ 0.8 0.2 + 0.1 0.8 + 0.2 [1.0x10° + 180
6 0.3 £ 0.1 0.4 + 0.2 0.5 + 0.1 [6.0x10% + 117
7 0.7 £ 0.2 0.5 +£ 0.1 04 + 0.1 [2.5x10° + 300
8 0.5 = 0.1 0.3 = 0.1 0.7 £ 0.2 |1.6x10° + 168

IIpumenenHast B paboTe MeTOAWKA KOJUIECTBEHHOI'O Ta3oxXxpoMaTorpadude-
CKOI'O aHAJIM3a [TO3BOJISIET YUYUTHIBATDL IIOIPEITHOCTH, BO3SHUKAIOIINE Ha BCEX CTa-
JMSX TPOOOIIOANOTOBKH, UTO IPUBOMUT K ITOJYyUYEHHIO 0OJIee TOYHBIX M JIOCTO-

BEPHBIX PE3YJIbTATOB.

Pabora seinosnnena npu nojyiepxkke OLIT "Murerpanus” (npoekt Nel1O588).
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The qualitative and quantitative analysis of water-salt mixture con-
taining ammonium sulfate and organic impurity, which are by-products
of caprolactam’s manufacture is carried out. The quantitative analysis
on standard solutions, passed real mixture sampling, is given.
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