roCT 13637.9—93

[Ipeancaosne

1. PASPABOTAH MexrocypapcTBeHHbM TeXHHYECKHM KOMHTETOM
104 «[loayNPOBOAHHKOBASA H pPelKOMeTainyeCKas npoaykuus. Oco-
OouucTble MeTadab», ['ocyaapcTBEHHbIM HHCTHTYTOM PCAKHX Me-

TaaJoB (rupeaMer)

BHECEH loccrangaprom Poccuu

2. IPUHAT Mexrocyrapcrsendipim CoBerom M0 CTAaHAAPTH3ALHH,
MeTpPOJOrTHA H cepTHdHKauuu (nporokoq Ne 4—93 or 19 oKkTa6ps

1993 r.)

3a npuHdATHE NPOroJOCOBAJIHU:
. ————_——_077257222112yS S e ————— | ——

Haupm¢HOBaHHE HADHOHAJMBHOTO

HaumMenopadHHe rocyjgapcraa opraHa MO CTaHIAaPTH3ALHM
Pecny6inka ApMEHHSA ApmroccTaHAApPT
PootyOnmra HDERAPYTo DENCTARN AP
Pecny6auka KasaxcTan CoccrannapT Pecny6anku Kasaxcran
Pecny6auka MoJ0OBa MouigosaCTaHiapT
Poccuiickaag deaepaunus loccragxdpT Poccru
TypkMeHHCTaH TypkMeHrOCCTaHAAPT
Pecny6anka Y30€KHCTaH YaroccraHAapT
YkpanHa TCocctana@pT YKpPaHHb

3 TMocranosjgeHuem Komutetra Poccuiickoii deldepalHH Mo CTAHAAP-
TH3aUHH, METPOJIOTHH M CepPTHPHUKALMUH OT 02.06.94 Ne 160 mMexro-
cynapcreesiblii cranpapr FTOCT 13637.9—93 BBel€eH B NeHCTBHE
HeNnoCcpeACTBEHHO B KayeCTBe roCyiapcTBeHHOro cranpapra Poc-
cuiickon Peaepauun ¢ 01.01.95

4. BBAMEH I'OCT 13637.9—77

© UIIK UzgatenpCTBO CTaHAapTOB, 1996

HacTosmuit cCTaHAAPT He MOXET ObiTh NOJHOCTbI0O HAM TACTHYHO BOCNPOH3BEACH,
THPaXHPOBAH M PACNPOCTPAHEH B KavyecTBe OPHUMAJbHOIO HINAHHA HA TCPPHYOPHM
Poccuiickoit ®elepaunn 6e3 paspemenns FoccraHAapTa Poccun
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MEXTIOCYIJAPCTBEHHBAE CTAHIAAPT

FAJIJIUA
Meron onpenenenna docdopa rocT
Gallium. 13637.9—93

Method for the determination of phosphorus

OKCTY 1709

@ty S .

Hara seenenus 01.01.95

Hacrosituud craHpapr ycTaHaBJMBaeT MeETOAbLl 3KCTPAaKUHOHHO-
(OTOMETPHYECKOro M BH3YyaJbHO-(POTOMETPHUYECKOrO olpeleseHus ¢o-
copa B rajJivd B HHTepBaJie MaccoBuix gonei or 1. 10~% no 1 .10 9.

1. ObILUE TPEBOBAHNUS

O6uiue TpeboBaHusa K MeTOZaM apaJjau3a u tTpeboBanus Ge3onacHo-
¢ty —no I'OCT 13638.0.

2, METOA 3KCTPAKUUOHHO-®OTOMETPUYECKOTIQ
ONPEAEJEHUA ®OCP0OPA

2.1. CymsocTs, MeTOp2

MeTtoa oCHOBaH Ha nmpelBAPHTENHHOM INepeBeleHHH TaJJud B pac-
TBOD B aHAJHTHYECKOM AaBTOKJaBe, 3KCTPAKUHH XJOpHIa raJius
3¢HpoM, n3bHpaTeNbHOH 3KCTpakUuH (ochopa CMechlo H-6yTaHoJsa C
XJI0pO(POPMOM H NOCJAEAYIOUIEM ONpeJesieHHH €ro B BHIE BOCCTAHOB-
JJEHHOHU MOJIHOAO0DoCchHOPHON reTepOoNmoJHKHCJIOTHI.

2.2. Annaparypa, peakTHBbi U PACTBOPDI

ABToknaB anaautHueckuii MI167 koHcTpykuun T'HpeaMera HJH
aHasorvuHbid (4eptex). [Ipu paGore ¢ aBTOKJIABOM CJEAyeT CTpPOro
cobJ01aTh NPHJAAraeMyl0 K HEMY HHCTDPYKIHIO IO 3KCIJYaTallHH.

Becn nadopatopunie 1-ro xnacca no 'OCT 24104,

lllkad cywHapHBIE ¢ TePMOpPEryaaTopoM, obeclieynBalolIui TeMIie-
patypy Harpesa xo 250 °C.

H3nanne opunuadbloe
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C. 2 TOCT 13637.9—93
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/| — KopNyC aBTOKJaBa, 2 — pPeakK{HOHHAs eMKOCTh, 8 — COOPHHK,

4 — KpHIIKA peaKIHOHHOH €MKOCTH, 5 — KpbIllKa Kopnyca aBTOKJa-

Ba, 6 — 3alOpHOe YCTPOHCTBO, 7 — HarsAXKHAf rajkKa, 8 — QOHHLIH
XONMOAHJIbHUK

BenTunstop KOMHaTHBIH.

[TuHyer U3 opreTekaa UM QToponsacra.

dorosnekTpokosopumerp PIK-56 nau aHasoruuHbIH.

BopoHky JeJHTENbHbBIC BMECTHMOCTBIO o0 cM3,

Koa6nl meprbple BMecTHMOCTBIO 25; 100 cm® u 1 gmS.

[TunmeTku ¢ AeJEHHSAMU BMeCcTHMOCTbhIO 1: 5 u 10 cMm®.

OunbTpe GyMaXHBIE «KpacHas JeHta» auaMerpom 70 M.
[{uauaapbl MEPHBIE BMECTUMOCTbIO 10; 25 M3,

Kucsora coasiiast ocobofn yucToTrel no ['OCT 14261, KOHUEHTpH-

DOBAHHAR U KOHUEHTPAUUCH O MOJIL/AM®.
Bona nenonH30BaHHAasi ¢ YAEJbHBEIM 3J€KTpOconmpoTUB/eHHeM 10—

20 MOwm - cwMm.

Ammounuit moaubaenoBokucani no 'OCT 3765, BoAHBIH pacTBOp

KoHledTpanuei 100 r/am®.
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FOCT 13637.9—93 C. 3

Xaopodopwm texuuueckuit mo 'OCT 20015.

Crnupt OYyTUAOBLIA HOpMaabHbIHA TexHuueckull no FOCT 5208.

D(PHUp AUITHIOBBIHA, HACHILEHHBIH PACTBOPOM COJISHOH KHCJAOTH KOH-
neHTpanuei 6 moab/gm3.

CMecb Ui 2KCTparupoOBaHHUsl: cMecb OYTHJIOBOTO CIHPTA H XJIOPO-
dopMa B 00’ beMHOM COOTHOUIEHHH 3 : 7.

[nunepun no F'OCT 6259.

OJsioBo AByxJoOpHCTOE 2-BOJAHOE, PACTBOP B ryHIEepHHE KOHLEHTpa-
uuedt 100 r/am® (pactBopeHHe NMPOBOASAT IPH HarpeBaHHH HA BOJASHOMN
OaHe).

Kaauit pochopuokucanii ognosamemennsit no 'OCT 4198.

PactBop ¢ocdopa ocHoBron: 0,438 r Kanug ¢GochOpHOKHCIOrO
OXHO3aMEIEHHOTO0 PacTBOPAIOT B BOAE, [EPEHOCAT B MEPHVIO KOJaOy
BMECTHMOCTbIO | 1M°, H0BOAAT BOJOH JO METKHM M nepeMellHBalorT.

1 cm3 pacrBopa cozepxur 100 mxr docdopa.

PactBop ¢ocdopa pabounii: 10 cM® ocHOBHoro pacrsopa ¢ocdopa
3aJHBAIOT B MepHYI0 kKon0y BMecTuMoOcThIO 100 ¢Mm3, fonuBaoT BOIOH
A0 METKH Y IlepeMellUBaloT.

| cm?® pabouero pactBopa comxepuT 10 MKT docdopa.

bosiee pazbaBJiiesHbie pabouue pacTBOpH (ocdopa TOTOBAT NoOCje-
JoBaTeJibHBIM pasfaBJieHHEeM BOAOH B 00beMHOM orHoweHuu 1:9 B
JeHb ynotpelJieHus.

2.3. TlpoBejeHHe. daHAJNH3A

2.3.1. HaBecky npoObl ranaus maccodl 2 r gomelnalotT Bo GTOpPO-
MJIACTOBBIM BKJIAABIII — COOPHUK aHAaJHUTHUYECKOro aBTOKJaBa (CM.
yeprex), NPHAHBAIOT & cM3 BOAB. BKJaaablll C colepKUMBIM YCTAHAB-
JVBAIOT NUHIETOM B PEAKIIMOHHON €MKOCTH, B KOTOPYIO NIpeABapUTeib-
HO 3ajuBalorT 20 cM?® COJISHOH KCJOTH KOHUEeHTpupoBaHHOH. Peakun-
OHHYIO €MKOCTb 3aKPbIBAIOT KPBIMIKOH U F€PMETH3HPVIOT B METaJlJu-
YeCKOM KOpIyce aBTOKJaBa. ABTOKJIaB NOMEILIAIOT B NpeABApPHUTEJBHO
IPOTPeTHI CYHMIHJBHBINA IIKad W BbIAEPXKHBAIOT NPH TeMIepaTtype
200°C B Teuenune 3 u. ABTOKJIaB BBHIHUMAIOT H3 CYLIMJbHOro LIKada,
OXJIA2K1AaI0T N0 KOMHATHOH TeMIepaTyphl C NMOMOINbIO AOHHOTO XO0JIO-
JHJbHUKA, pa3TepMeTH3UPYIOT, MH3BJEKAIOT PeaKIHOHHYIO €MKOCTb,
MPOTHPAIOT €e CHApyXKHU BaTOH, CMOUYEHHOH BOjO, a 3aTeM CIHDPTOM.
OTKpBIBAIOT KPHIKY, BBIHUMAKOT NMHHIETOM BKJaABIII-COOPHHK.

2.3.2. PactBop u3 BKJAaAbIA-COOPHHKA TEPEHOCST B MEPHBIH IIH-
AMHAp BMectuMocThIO 10 M3 w noBoast oO6beM no 10 cm® pacTBOpPOM
COJISHOH KHCJOTBHI KOHLeHTpanue#d 6 monab/aAM3. PactBop M3 UHJAHHAPA
NEPEHOCAT B JEJUTEJNbHYIO BOPDOHKY. ['a/IH# skcrparupyior Tpems
mopuusaMHy 3¢upa no 10 cm® B TeueHue 2 MHH. DdupHbi caoid oTbpa-
ChIBAIOT, @ BOAHYIO (ba3y NnepeHOCAT B ACJNHUTENLHYIO BOPOHKY, ITPHJIH-
BaloT 8 c¢M® pacTBOopa aMMOHHA MOJHOIEHOBOKHcJoro, 10 cM® cmecH
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C. 4 TOCT 13637.9--93

AJist 9KCTpardpoBaHusi. BCTpsiXuBawOT BOPOHKY B TeueHdHe 2 MHH. Op-
FAaHUYECKYI0 a3y (HUXKHHU CJo#) UIABTPYIOT d4epe3 OyMaKHbIH
¢uabTp B KoJAOYy, NpHOABJAAKT OAHY KAIlJIO pacTBOpa ABYXJOPHCTOTO
0J1I0BA U mepeMelldBAOT. M3MepsAlOT onTHYECKYI0 NJAOTHOCTE pPacTBOpa
Ha (OTOZJEKTPOKOJOPHMETDE B KIOBETe C TOJILIMHOH IIOIVIOUIAIOIIEro
cnos 50 MM npu AaunHe BoJHBI 630 HM. B KauecTBe pacTBOPOB CpaBHe-
HHSI MCOOJb3VIOT CMECh A 3KcTparupoBanusg. Maccy ¢ochpopa B
npode ONPeAeAdOT O FPAAYHPOBOUHOMY TPAPUKY.

[lapannenbHo uepe3 BCe CTaAuM 4HaJJH3a IMPOBOAAT J[Ba KOHT-
POJILHBIX ONbiTa. BeauynHa NOMpPpaBKH KOHTPOJBHOIO ONLITA HE HOJIKHA
npespiliate 0,02 Mkr gpocgopa.

2.3.3. [locTpoedHue rpagyupoBOUHOro rpadpuka

B psig genurenbaniX BopoHokK BHocsat 0,00; 0,02; 0,05; 0,10; 0,20;
0,00; 1,0 cM3 pabouero crangaprHoro pacrtsopa ¢ocdopa, HTO COOT-
BerctByetr 0,0; 0,2; 0,5; 1,0; 2,0; 5,0; 10,0 mxr docdhopa. Hobasasior
no 10 ¢m® pacTBop COJNISTHOH KHCJIOTH KOHIEHTpalued 6 Monb/am?,
8 cM® amMmMoHusa MosnbaeHoBokucaoro, 10 cM® cMecH oJsT 3KCTparupo-
BaHHs. BeTpsixuBaloT BOPOHKH B TeuerHe 2 MHH. OpranHueckywo ¢asy
GUALTPYICT B KoJOy, NpubasaawT | xamiaw pactBopa ABYXJOPHCTOIO
oJI0Ba; mepeveniuBanT. ONTHYEeCKYI0 MJIOTHOCTb NOJIYUYEHHBIX PacTBO-
POB H3MepsIOT Kak B n. 2.2.2, ['pagydpOBOUHBIH I'paHK CTPOAT, HAHO-
cs Mo ocH abcliMce Maccy ocdopa B MKI, a 110 OCH OpJAMHAT COOTBET-
CTBYICILMIE 3HAYEHMsI ONTUUECKOW MJOTHOCTH pacTBOpPoB ¢ocdopa 3a
BbIYeTOM OINTHUYECKOH IJIOTHOCTH HYJEBOr0O pacrBopa.

O06paboTKy pe3yJbTaTOB BEAYT B COOTBETCTBHH C II. 4.

3. METO4 BU3YAJIbHO-POTOMETPUYECKOI'O
ONPEREJEHUA $O0CPOPA

3.1. CyuiHocTbh MeTOAR

MeToa ocHOBaH Ha peakuuu oOpas3soBaHHS MOJUOROPOCHOPHOH
reTepPONOJHKUCAOTE ¢ MOCJEAYIOIUM BOCCTAHOBJEHHEM €€ B COJISHO-
KHCJOH cpefile acCKOpOMHOBOHM KHCJOTOH B MPUCYTCTBHH CYPbMSHOBHH-
HOKHCJIOTO KAaJHusl, 3KCTPAKIIMOHHOM KOHUEHTPHPOBAHHH B H30aMHJIO-
BOM CIHpPTe H IocJeaylolleM BH3yaJbHO-(POTOMETPHUYECKOM OIpenedie-
HUH ¢ocdopa.

[annuii npeaBapuTe]bHO YAaJsOT H3 pacTBoOpa 3KCTPAKIHEH €ro
XJIOpUJ1a IPUDPOM.

3.2. Annaparypa, peakKTHBbl H PACTBOPbI

Annapatypa, peakTHBB H PACTBOpPH! MO M. 2.2 C JOMNOJHEHHEM:

[lauTka saekTpuyeckas jabopatopHas moiHocThio 400 Br.

CrakaHbl KBapleBble BMECTHMOCTbIO o0 cM3,

CTekJ0 yacoBoe auamerpom o0 Mm.
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roCTt 13637.9—93 C. 5

LHInauuapHl AJist KOJOPUMETPHPOBaHUsA BricoToM 180 MM u amamer-
poM 15 MM.

Kucsaora consinas ocoboit guuctorel o FOCT 14261, KOHUEeHTPHPO-
BaHHAs1 U KOHUeHTpanuen 2 H 6 MoJab/am3,

Kucaora  ackopOuHOBas, BOJHBIH pPacTBOP  KOHIEHTpalHei
17,6 r/am3,

Avmmonuit moaubpedoBokucabil no I'OCT 3765, BoaHblH pacTBOp:
Konuentpanuein 40 r/ams.

Kanu# cyppMsSHOBUHHOKHUC/IBINA, BOJHBIX PACTBOP KOHUEHTpauueh
3 r/om3,

Cnupt u3oamugosbiii mo FOCT 5830.

Kucaora asornas ocoboi yucrorsl mo FOCT 11125.

CMech a30THOH H COJISTHOH KHCJOT: TOTOBAT nmepel ynorpebaeHuem

cMelIHBauueM 0O0bE€MOB KHCJOT, B3SIThIX B OTHOLLIEHHUH ] : D.

3.3. llpoBeaenne aHajH3a

3.3.1. HaBecky ranjuss maccoil 1 r pacTBOpSIIOT, KAK VYKAa3aHO B
n. 2.2.1 nan 3.3.2.

3.3.2. HaBecky raJjusi Maccoi |l r moMeulamT B KBapleBhlH CTa-
KaH, MPUJUBAIOT O CM® pacTBopa COJISHOH KHUCJOTHl KOHUEHTpallHeH
6 MoJb/AM?, OMONACKHUBAIOT METaJJ, KHCJIOTY OCTODOMKHO CJAUBAIOT W
OTOpACHIBAIOT.

B crakan npusausawet 10 cM® cMeCH KHCJAOT, HAKPBHIBAIOT YACOBHIM
CTEKJIOM ¥ NPOBOJAAT pACTBOpPEHHe HABECKH NpH ¢jJaboM HarpeBaHUH.
[Tonyuenubii pactBop ynapupaloT aocyxa. Cyxolt oCcTaTOK pacTBOpS-
I0OT B O cM?® COJISIHOH KHCJOTBI KOHIEHTpauued 6 monb/am®, pacTBOp
[epeBOASIT B JAeJUTEJbHYI0 BOPOHKY, CTAKaH ONOJACKHBAIOT eule 5 cMm?
pacTBopa COJITHOHU KHCJAOTBHI TOH K€ KOHUIEHTpAallHH, BCE INePeBOJAAT B
AENUTENBbHYIO BODOHKY.

["annunit skctparupyroT 10 cm® aupa B TeueHne 2 MHH. DKCTpak-
U0 MOBTOPSIOT, 3(PUPHBIA CJA0H OTOpachIBAIOT, a BOAHVYIO (pa3y mepe-
HOCAT B CTAKaH W ymnapuBaloT Jocyxa. CyXOH OCTaTOK pacTBOPAIOT B
2 c¢M® pacTBOpa COJIAHOH KHCJOTH KOHUEHTpauue#h 2 MoJb/aM®, pact-
BOP MEPEBOAAT B HUJHHAD AJsi KOJOPUMETPUPOBAHUA, CMbIBAag He-
0OJbIIUM KOAUUECTBOM BOALI, 3aTeM aobasasiior 0,20 cm® pactBopa
MoaHOAeHOBOKHCIO0TO aMMOHus, 0,0 c¢cM® pacTBopa ackKOpOHHOBOH KH-
ciaoTh, 0,1 ¢M3 pacTBopa CYPbMAHOBHHHOKHCJOrO KaJus, AOBOIAT BO-
nou obpvem 1o 10 cm3. [locse nobaBreHHS KaxKa0ro peakTHBA COLEp-
XKUMOe TInarteabHO mepeMmeuminBaioT. lobaBasoT 1 ¢M® H30aMHJIOBOro
CHHPTA, BCTPAXUBAIOT B TeueHue 30 ¢ U CPAaBHHUBAIOT HHTEHCUBHOCTh OK-
PaCKH OPraHWYeCcKOoro CJos CO UIKaJol pacCTBOPOB CPAaBHEHUsA Uepes
O MHH. OHOBpeMEeHHO Yepe3 BCe CTAAUM aHAAK¥3a NPOBOJAAT ABA KOHT-
POJILHBLIX OIMKITA.
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€. 6 TOCT 13637.9—93

3.33.[lpurortoBJieHde WIKAaJH CPABHEHHUSA

B uunauuzpsl gas  KoJaopuMmerpupoBaHus sBBoaar 0,00; 0,05: 0,10:
0,15; 0,20; 0,40; 0,60; 1,00 cm® pabouero pacrsopa docpopa (conepxa-
wero 1 mxkr/cm®* docdopa), uro coorsercrsyer 0,00; 0,05, 0,10; 0,15:
0,20; 0,40; 0,60; 1,00 mxr ¢ocdopa. HobasasoT no 2 cM?® pactBopa
COJISTHOH KHCJOTH KOHUeHTpauwed 2 moan/am3, 0,25 cm?® pactBopa
aMMOHHSI MOJHOpeHoBOKHcJoro, 0,5 cM® pactBopa acKopOGHHOBOH KHC-
jgotbl, 0,1 cM® pacrBOpa CypbMSAHOBHHHOKHCJOTO KaJlusl, AOBOAAT BO-
noit o6wem Ao 10 cm? llocne no6GaBsnennss KaXkKAOro peakTHBa cOJIEp-
XKHUMOe TuiaTenanHo nepeMewuBalor. Jlo6asasiior 1 ¢cM® uszoamuaosoro
cnupra, BerpsaxupalT B redyeHHe 30 ¢. MIHTeHCHBHOCTL OKpacKH opra-
HHYECKOro CJIosl LiKaJbl pacTBOPOB CPAaBHEHUS HCHOJB3YIOT AJsA OIlpe-

AeseHus pocdopa yepe3 O MHH.

4 OBPABOTKA PE3YJIbTATOB

4.1. MaccoByo pouaio @ocpopa (X) B npoleHTaX BBLIYHCJAAIOT MO
dpopmyJe

mq—m
X= """"""_"'_1 2 .10...-4 ’

m
rae m; — macca ¢ocpopa B pode, MKT,
mgy — cpeaHasa Macca ¢ocpopa B KOHTPOJLHOM ONBITE, MKT,
m - Macca HaBeCKHM raJjuinsg, T.

4.2. 3a pe3yJabpTaT aHaJu3a NPUHHUMAIOT cpejHee apudmeTHUecKoe
3HAYEHHe JBYX pe3yJbTaTOB IapaJJieJbHHX ONpeNeeHHH, IPOBEIeH-
HbIX U3 OT/eJbHBIX HAaBECOK.

JlonyckaeMoie pacXOoXACHHSA ABYX pe3yJabTaTOB NapaJJesbHbIX OIl-
penesieHuH ¥ ABYX pe3yJbTAaTOB aHaau3a (pa3HOCTb O0O/bliero U MeHb-
Hiero) ¢ LOBEPHTeJbLHOH BeposiTHOCThI0O P=0,95 npuBejgeHs B TabJH-

15€.

Maccosad aoaa docdopa, % JHonyckaeMmaoe pacxoxnenune, %
13- 10-° 0,3-10-°
5,0-10-5 2,0-10-°
1.0.10- 0,3-10-*

JlonyckaeMoe pacxoXaeHHe AJS MPOMexXYTOYHHIX MacCCOBHX [0JieH
docdopa pacCUnTHIBAIOT METOAOM JINHEHHOH UHTEPIOJSIUH,
4.3. KOHTPOJIb NPaBHJILHOCTH aHaJM3a NPOBOAAT MeToaoM JoOla-

BOK 1o OCT 25086.
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UHOOPMAILLHOHHBIE JAHHBIE

CCbIJIOYHDbIE HOPMATUBHO-TEXHHYECKHE HOKY-

MEHTDI

O6osznauenne HTI,
Ha KOTOpBIH maHa ccheljiKa

HoMmep nyHKTa, pasjaeJda

[FOCT 3765—78
OCT 4198—75
'OCT 5208—81
['OCT 5830—-79
FOCT 6259—75
FOCT 1112678
I'OCT 13637 0—93
[OCT 14261—77
["OCT 20015—88
[OCT 24104—388
['OCT 25086—87
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