IE

U.D.C. 545.81
5t 4 v — B HRORE O ERDIHTE o5 1w
T4 FolthEs
= A A %
£ % B A
f E B

Studies on Rapid Analysis of Impurities Contained
in Caustic Soda [1]
Colorimetric Determination of Silica.

Toshiharu Takagi
Morito Toshimitsu

Masaru Inoue

Colorimetric determination of silica contained in-caustic soda has already been reported by
O. A. Kennyon and H. A. Bewich. We conducted suplernentary' eiperiments based on the method
used by Kennyon and Bewich.

A statistic analysis of the results of the forgoing experiments revealed that the colorimetric
determination method possesses a better reproducity and higher accuracy than the JIS method

and confirmed that the method could be utilized for a rapid analysis.
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Si02, (Al2Os+Fex0s) U s 5 BIrhD&IBILFE DR

Si Fe Al Ca Mg Mn Cu Cr Ti Na
) No. 1 I — + + =+ O -+ O O @)
8102 {
v 2 1 - — + -+ O + O O O
No. 1 + I H ++ + — -I- +—- O O
A1203{ .
v 2 1H i H +H + — + +- O -
T BRHFGESIEEAICI 2O TCKOBN CH D,
SIIREREER RS EARBEIIND e WE 2 A
P2 B0 —e EUCRDED
e BB QBB NBD
2) SiOz WFKZ (AlaOz+Fex03) 420 x 28 REBECFRTBOTHDE,
D7 VRN L F7o € SiOe 55 FEHR U FEHT,
5i0a, (AlaOg+Fes03) O x 5 8O HF 1
8102 (A1203+F6203)
HF 50 S HF®y  HFAERE
(g) (%) (g) (%) (g) (%) (g) (%)
No. 1 0.0402 0.100  0.0013 0.003  0.0085 0.021  0.0017 0.004
v 2 0.0402 0.100  0.0004 0.001  0.0084 0.021  0.0017 0.004
Lzd DL, K, FKEADHIED &, Sk EVTFUMT V= LG (5 %) ¢ gt

FTTERKERLCBD, Z2ORESIIRUOB) TH B,
HA ) = LD 4 3RS T ARTIOTE BICH]
RERRIECTHAET 2R D&% 257, 0. A, Kenyon,
H. A. Bewick, X VG SNEERED €, HED
BdD, BREZFEEENTDEY 77 U HkEM
ELT, B/ XY LB RIbYy 4 FBEHOL
BAEEEH D, Cw o300l T f5 R a5,

2. KBRS LUHRER

(1) HRERSCEE
Zmgfby 4 R (1mgSi0s/ml 34 ¢r 0.01
mgSiOa/ml) : X)L #: Si02 2 Kk LEE 500°C
T L, €D 0.5 gICHHRIENRKIES F VI L5 g
ZINA CH91000° C ¢ 1 HERINZAARL L, BTk /KIC & 2
LT 500ml |z 5-3& stock solution +32, &0
R 50ml 2 & o ¢, BEHEM K E 75 mEE
W DBELBIET 3,
Z (D stock solution(d —E &% & 1 0.0ImgSiO./
ml s X KEMATEITE, R)TFL ¥
YHICRIET 2,

(NH)sM07024-4H20 D 25 g % {E7K 400ml | & 7»
U, SEEEMEE 14.0ml %0z, K< 500ml = 3
TORY ZF VU VICHIET B, RIEP RS S5
P L2d DR 20,

WEHAMREK (10%) @+ 13 CaHa(OH)2+(CO
OH): @ 100g #/KicEnLC1l LRV ZFL ¥
ECRAHET D, -

WICHIVAIE : 1 #atEE NaHSO, 90 g %7Kk 800ml
IZ&p L, NI T RERIE NaaSOs (dEK) 7g &, 4
TR 3K 1-amino-2-naphtoi-4-sulfonic acid 1.5 g
K 100ml (2 eh L=l e2BAL T, KL
1leT3%, CNEHFOY VICANSIEFTICR T 2,
157 BEOM B E RO LD,

Ve (4.0N) : #ff HCL 355ml ke 59611
&F %, N-NaOH cgE L 4.0N |ZHAiT 2, Y
TF LY VIR ET B,

TYE=ZTIK (CYATE) ¢+ ¥ NHOH 250ml
EANAAWHLE v (WAES0m) c2ekizd < &
B IKFHEEL, cNE 250ml OKEKE A4
TFVVEVCERLT, TYESTHAERIRE L
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TIED, COWE PHFAMHAKHEHAT S =

) 05F
Tcharmrsn, T/ESTOREEZERET 2
e

EDEPBBET N VT ABIT, K 04

b d VU AEFA LA,
i BEROEKER (QB-50ED, B R

B o ARER PH F (Gu-3) 2Ry 07

L7o

=

(2] BERIZDOWT 0.2}

TR 1O LASERI YD, E
VIF T VB ARINEFOREE, PH,

BLUEBRE, F72RNER O h Ry O.1%

EHEELZRTFTCHD b, INSIET
~7 0. A. Kenyon 5O8ED KH &3
WDk, TR B E 75mlt 5m],
PHL 1.3~1.4CHEETL, HEREICD
W Tk A ROEEREEY T Y
ORI S, KBEI L K EED
firsr v 4 - & & DTS 7=, (€2 0.24 /100
ml¥2.5g/100miDEE & 4 5 & 5 ICEERIC L
S+ Y AR E ENENRN L CRERERD .
(1) SRk B
M1 ®Y 77 FR pH 1.4 g3k (Nal
S0,, NasSOj5, 1-amino-2-naphtol-4-sulfo-
nic acid BEW),
Wi K ds 660mp (7 4 v & —OFAT), F 2
Vb lem, BIHESTRR -7 T v T
#1, K1, [CRTLoHbT b)T ABEER
FEF &b Y A 0.24g/100ml 2 ZFE & A EiE
W Ao =25, 2.58/100ml T, BETORN
MFEkRTE & EMRALE,

1 PR REs NaCl Op#

SiOa NaCl g/100ml
»/100ml 0.006 024 2.5

| Esa) (£30m) (BZEw)
| ffn) e \EErs
|50 0.066 0.0663 0.0630
| 100 0.:34 0.1343 0.1295
[ 150 0.201 0.2017 0.1905
L0200 0.268 0.2693 0.2520
| 250 0.887 0.3357 0.3165
1 300 0.393 0.3993 0.3795
{ 350 = 0.4667 0.4380

NaCg 0.24%/100™

Naco 2.5%100™

50 100 B0 200 250 300 0
Si0z (3/100Mh

B o o R

(2) MmO EEE

b4 @HEN 2%k b Y v A 0.24g/100ml
BT B 4 F 0~350y/100 mli DU CHRED
WA SHESRE LTk, E0F — X &RIFESID Lk
FER, AYRERITER T, Mo TRERITERICN
— NV DEANZHELS, &2, [TIREROS%EFIRII%R
W T +0.0011~20.0026, & 3% & DEFEIRD
FiEMRE0.001332C IR L= 5, T BRI UBIEED
SAH L TCOBEEH L Ly~ 2y &Ko T
CNEDOHRPSRERME LTRBEIICw 950 CH
DHDEEZDN D, BBRIE, fRckmg, ¥/ b
MUY LRI A E S R B VERE R
C EBLU, PHREAAE, —x pH 3¢, ERBX
U7 v EZTIKTEEETIC, oL OAHER S
EPHBERAERMELC, ~EETOOEMBEEMAT
T ENBELL, UL 3CEENRIFCH
o AERIZBT 2T — 4 WFKMFHFERITE 2 ~FK
ABITR2IERTEBOTCTH D,

#2 HEH (NaCl 0.24g/100m1) OREERHE
(& )

8i0.y 650 100 150 200 250 300 350

i @ 0.066 0.134 0.202 0.272 0.337 0.400 0.469
¥4@ 0.066 0.134 0.201 0.268 0.333 0.395 0.462

g

= @ 0.067 0.135 0.202 0.269 0.337 0.403 0.469
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£3 REIVRDESBSTIR (ERVEOKE)

RN AR HEE TR g FZ #
s.s,  df. m.s. ° 14
@)% 372665 1 372665 (0.05)2.96
El=1
D 35 5 7 1.1 (0.01)4.70
| g 872700 6
P 89 14 6.3
=+ 372789 20
=4 HBEHBOSBEFHE
v T opyextt (BN & #H
0 0.0012 =+0.0026 —0.0014~0.0038
50  0.0678  »#0.0021  0.0657~0.0699
100 0.1344 40.0016  0.1328~0.1360
150  0.2010 ~0.0013  0.1997~0.2023
200 0.2676 ~#0.0011  0.2665~0.2687
250 3342  #0.0013  0.38329~0.3355
300 0.4008 ~0.0016  0.3992~0.4024
350  0.4674 #0.0021  0.4653~0.4695

o Si0gy/100m1
THeex X33y (BRE) DK

3] BEFhFAFAAEICDONT

Hkpagi &3 2BA, RbaeBRicing 22,
Fie, ABHRICELEMZ DO _KROHTEND D5,
THYERBRICEEEINZ D SRS ABBER S
», avnd NEERFCT ABEFKTT 58N
BHDCOBDOBRIETTH D LD TNEP,
CNEERT 22D, HAOBBERIT, FRfokg
EFr YV AERY)ZF L YV EFERL TR
A FREHER R 2D L= TEA DT IV ) BEICDNT
KLk, COfRFRIIHED, &6, WRTIOCHA
DT IVH Y IBE & A2 QRERE R chf-~REIC L <
BHEDHBIRDOEN KL BITFTHo 7,

#LH HaOT LAY EEICONTOER

R FF OB TV N-HCI AN-HC1
NaOH 7#1)

EE W _
No. gr. N &%E{ 8102’\/ W)’(%EE SiOQ'y

1 0 0.001 0.284 210 0.272 202

2 0.08 0.02 u 7 Y V4

3 0.8 0.20 y V4 v u

4 2.0 0.49 Vi Y

5 4.0 0.98 7 7

6 8.0 1.96 v 2281+ v 218%t

7 20.0 1.9 0.030 20t 0.029 20f

No.1 ~No.6 -8 NaOH % SiOz0.10

05 mg/ml ¢ 100 ml thiz &
iy A L, 20 20 ml %o
——— A E 3 95 % (EFEE S < Si0a(y) %P5 Li-.
04F ----—- BRNEI:  ~ u
; NO. T eveereremrannns idm NaOH % #fi7k250m1
,AfK wEmL, 20 20 ml %
o 03 25T SiOs(y) EMEL
& 76
¥* f e VL O i NaOHrig) SiOs 1
e o 0.00125% & 72 % o
T & D 45 % NaOH th ) Si04
Q1 0.00125% % 268 [\F 3 208y BT
198 y 27% 1) No. 1~No.3 Ofi&
A7 FE—&%T 2,
0w :

50 100 150 200 250

Si02 ¥/100M (NaCRo24 3/100™)

B2 # =R D95%EH

350
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E6 TExOMBEICONTDER
Ly aniFg }liﬂ 2N-NaOH } 4AN-NaOH}1
No. N R SiOsy Wt SiOgy
1 10.12 0.208 155 0.086 63
2 6 Y Vi — —
3 4 ” V4 0.086 63
4 2 V4 n —_ —
5 1 Vs Vs 0.086 63
6 0.5 V] o V V4

T oo Hi#k NaOH 16g # SiO.2 0.076mg/ml
@ 200ml rhic AL, #O 26ml A2fH
D@ HCL thicinz <, 250ml |z
AT, ESKENLD 20ml £ JR iz
AL~

e Hifr NaOH 8g % SiO» 0.076mg/ml
O 0ml iRz 2L, %0 10ml % &
THe& FERIC L 7=

(4] FNERSLTHEE, TRERECDOWT

REEN 4 — & &f, 40.0 g B
1b4 4 F AR (Si020.955mg /m1) % ¥ L 250ml
WaFe, BUVTFL Uy EVCRIET 2. ONSLD
2k UMb 1 Rhaecgl, EOEMS, YT
KRz, 2o12] I SHBIC 20T MBERINER &
DNCEDEEK L. BBTEHEEK
BRI T WV S =T LEDPEDER

10, s
N4 = xR

TH2DT, BIETNVI =T L%, BOBOS.0mg)n

ATCTHERLU =,
FEIUIR TIZHET Lo, andD
(1) Frexid, HFmESH T 2 8HEH 100.2%~

102.6% &7 0 T T St 88.09%~97.19% - el LT 2

HCEH D
(2) R LRI, BRED AT V5L 0HEET 2

&0 =2.9y CONET

V4 —Kico

MERB LT T I SEQTHES DALY, KE Bk
DEBMBBIELINEEZ 51D,

RT BNMERBICT I Sk&D K

Stk Slo"j AAEET JISy: EmfE
éﬁ ﬂu 54 /~—%:%§—;% = z:ﬁg
. /NaOHH:é I
40.0g v mg. /0 mg. 9% . JISy:
60 0.75 0.0019 1.6 0.0040
4 0 { 52 0.65 0.0016 1.5 0.0038 0-46
83 10.38 0.0260 10.0 0.0250
4 9.5 { 83 10.38 0.0260 10.3 0.0258 1-024
. 159 19.88 0.0497 19.3 0.0482
= 19.10 { 162 20.25-0.0506 19.7 0.0493 1'027I
240 30.00 0.0750 8.6 0.0715
9 . .
& 28:65 { 240 30.00 0.0750 29.00.0725 1-041
| & agon | 319 39.88 0.0997 37.4 0.0935
| 5 3820 { 314 39.25 0.0981 38.6 0.0965 1-041

(3] HFTREEMSZBILT M ROBFHIZOWT
TEREY 4 BROIOEEIT T AN CHEY = L
DERABRE Lie FRST VA ) B OB T,
T AP EDEMIMRE Z SN 2, (EETIELOE
M5, BEE, Hv4 U —-&, REE — X WE I #EL
WELOHEBICESy b TEETUE, 7Y 70
FHEPFEFWEHSNZOTC, T4/ —£80.0
g % 500ml A X7 5 A QTR L CEDE I B & AR
L7,
CEDOERITIFESICTT L 5124 ~ b & cldiE
Ll EEIDRD SN D8, 24 ¢ 1.5mg (§#93
%), 48T 3mg (#16 %) &M D, HTAD
X DTHDIRE =5 5 BPEEDOHIC Y- T,
PERFARBIEBICTREY 2 F L VROV IS
BEFICIOTHIEIND,

#E 500 ml XX 75 xapre Si0s O

5 BAEC 9 N 3 5 4~ 5 [ AR ASEERRME
WCRE BB %) #%‘iﬁb £N§ﬁ (ﬁ*fsog/mo N R [958 B%"F'ﬂﬁ iR
70.0009& 720, RIS “ W mg (%) g d 4
LTI ISETEC>HTD i
1 55.5(0.0694)  55.5(0.0694) 57.0(0.0712)  —

HEm ik 0.0011 %< &

3, 2
(8) % & fiiic 2T 3
W, AxEEERT I Sk 4
oxf L 71.02~1. 04450 5
I 2 B S OKEREE 6

Y47 =R ER),

57.0(0.0712)
56.8(0.0710)
56.0(0.0700)
56.0(0.0700)
56.0(0.0700) — =

57.5(0.0719) 58.5(0.0731)  —
57.3(0.0716)  — _
56.0(0.0700)  — —

56.0(0.0700) 57.5(0.0719) — [
59.2(0.0740) ‘
|
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[(6) = = P
SWMFIRIKBOEBNTHDN, hed /) —-%K,
R — X B R 5, BB O b 4 3
SHEBIGLT, ¥y FTUNT2EE, T B
fEEE N v 4y —& &, KEEA LA ) —FDOTRRICH
FCENENORERICEGS T L & Lk pH
P I4 . ON- 518 % F e 100ml X 27 F 2 ahic
SR OLERE D N-#HE > U< 3.mIc 83 & oics
I PH1.8~1.40422, 7TV 7RIEDNTHIARE
T35, HNC PHEENES T2 & 513, Tt
T ABARGOERBIU T VEZTIKTITI. BB
ifEE 660mp (Fr7 4 V& —PFH) ClemDF =
Ny VEFERLT, 7T/ RENBICLCERRS

EEBHELRTL, HE5PUHERLTCHLENE
NORERI D Bk 1 REERD D,
(119 il
KEBELLD, EFAXLA Y -FIZO0NTHL
TeAERERITTFT, A—RBL D 25 3>5FFLC
T2k EDEEMD T F IR D e
PICH D, FEKBEN A4V —KEBRE=250F
—& =30, AEEEE T ISKLErOEEHEDES &
DCEHHC L DHERAEREDERIT to=3.1 >t
(20 0822-8) cameatcsd. TRHLY
DEEMEMICIIH O PICESH D ELADH, EDE
DT 0.001% LA I A LM Tz &

BHhis,

9 4 # 7l
i o AE R - S 5 ecmmy
St A NSE AEEm-JISHE  AwEk
ey ERETE ERE ////
No ® © % % % TS

1 58, 56 0.0017+  0.0042tt —0.0025 0.41

S 2 72, 69 0.0021f  0.0030%f —0.0009 0.70

I TR 50, 52 0.0015f  0.00371f —0.0022 0.41

| 4 67, 69 0.0020f  0.0037t —0.0017 0.54
l 5 94, 95 0.0026+f  0.0027+} 0.0002 1.07
- 6 85, 8 0.02657  0.02551t 0.0010 1.04
| @ﬁ&ﬂ%* 7 82, 85 0.0260f  0.0257HT 0.0003 1.01
V8 106, 110 0.0333Ht  0.0300HH 0.0033 1.11

9 243, 245 0.0762t  0.0750f+ 0.0012 1.02

10 951, 255 0.0790t  0.0765}t 0.0025 1.08
1 951, 257 0.0795f  0.08051t —0.0012 0.985
12 220, 220 0.0687tf  0.0690tt —0.0003 0.995

7w k{13 297, 227 0.0709tt  0.0687+f 0.0022 1.03
14 292 0.0694tf  0.0720tt —0.0026 0.965

15 270 0.0853tt  0.0820ft} 0.0033 1.04

16 248 0.07731t  0.0790t++ —0.0017 0.980

17 255 0.07961f  0.0790¢1+ 0.0006 1.01

18 299 0.0694f  0.0665+ 0.0029 1.04

. 1 998 0.0712 0.0677 0.0035 1.

7o e | D T i 05

_ 20 207 0.0710+  0.0700t 0.0010 1.02

Cepfdlong | oy 224 0.0700+  0.0687+ 0.0013 1.02

29 294 0.0700+  0.0700f 0 1.00

(28 257, 257 0.1606F  0.1590++t 0.0016 1.01

TOURE o 24 276, 278 0.1731+  0.1735Ht —0.0004 0.998

\ 25 274, 274 0.1712F+  0.170044} 0.0012 1.01

B [ 26 89, 93 0.0568F  0.05501} 0.0018 1.03
FRIPGRIEE | o 104, 107 0.0664++  0.0630+ 0.0034 1.05

| K ) . . o. .
toBITEA, HeeSBTEB, e R C
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b RUERR S
AUIFLIEY
| 2R 75
» 500™
Yik, BaRE | K 2R K
25 ml 20 ml
250™ 27527 4,0N Hce 23 ™!
]——ﬁyk
250 Ml
20 ml
RUIFLY N il RYIFLY
100™ pep— 407 Heela 100™ p—p—
- X, wE 70™ £33 -
~ (NHz OH, PH 1.4 =3E#E)
! |
| P/ I
} @ 75™ 5™ iz g8 :
| oo™ |
i AXATSAD g
| i
{ 5%ETFLEETIES 2M r
I 5 KR {
| 10 % ;@G 4™ !
|
| 597 Mk i |
|
i wramen 5M |
I 7 |
| |
! |
! |
i loom! :
: |
I |
l I
: 10 77 5% @ i
I |
: I
\ |
R 660 mu % 8 8
Nace 0249/100™! B o® Nace 2.59/100™!
5102 % Si 02 %

B3 #HEFIR
(57)




B v = FioRito Rl s i 18 53

3. & ¥

GH7 2 4 —KehD e 4 #oihtld, J18S
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TR LIZXY, 1ML s, AR, R
15, LabREI o0 Th J I SHI D LA L
Wtetiz, Lo LMBHRICAREE Y 108, ot
w4 FR7 ABREVREENTOREHEE, RE
BEDZEABE LR TER .

RBRENLREW RIS 2720, WL E
EOSEORE (it 200~2507/100m] ¢
e AT S BUfRD 8 5 ), B A 2 7 A i) — X
(NagSi0z-0H20) & fliffl 52 & &, Kk ¥4
V=X DI SITIDOWEC T B 77 DRk

BB 826mu DRI EFINT 5 2R EDLIZS
WCRHEHRG T 2 TVECH 5, BIBICAERICS -
Do WBNBIIIE e R 2 BRHE LRI H I < R
BoXERLES,

4. & EF I W

1) JIS : K-1205 (1955).

2) EBESYS, W EWIEE ¢ i, 11, P-700
(1957) 9L « BUB Pk (1958)

3) 0. A. Kenyon, H. A. Bewick : Anal.
Chem., 25, 145~148 (1953).

4) David F. Boltz : “Colorimetrie Deter-
mination of Nonmetals” p. 53 (1958).

5) wiEH—: MFTEHELS, 16 (1956).
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