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Determination of Halogen by X-Ray Fluorescence [1]

Determination of Bromine in the Process Liquor

ToshiharuTakagi
Makoto Aiura

Tsutomu Hashimoto

Investigation into the X-ray fluorescence analysis of bromine in organic and inorganic compounds has

been made by the authors. The X-ray fluorescence method was applied to the bromide-bromate solution

in the bromine manufacturing processes.

It was found that more rapid analysis is possible by using this method with regard to bromine products

also. An analysis could be completed in about 20 minutes, and the coefficient of variation were 1.0 to

1.8% for 3g/100ml of bromine.
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(1) Emisess
VE&EE B JOWESRYE
ERBUERTG X — 2 B X
Philips #-#{W-—4560K V60m A
H ek ma ks
BHEANVANA T FI749—(PHA)RS—4 8
BEROVFL—alhvvE—, SidH-hy
& —
mir#sde  LiF
W E S
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DT 7V VEERBESEEERA LD TH 2 0Br-Ke

BOEREEL0.79cm (T M) v 7 ARILKF) TH
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(@] 1.25 3.20

Na 1.44 3.2b 8.80
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TRAMKEOMREEUDOT M) v 7 ZAEFDE
BIEKRD X 5w L CErEREERMEL .
e S TR % 49400° Clo CHREBEL . SN EZRBIKIC
ViR NaCOs 1 mol [ 3L Brz 1 mol DEIE T &
FERERAAEDDOERBKE Lico C DREDAE
2EAMETIKDE L TH Do
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Table 3
woM R MmO
No. | Brg/100cc NaHCO3 | NasCOs ¢/30sec
g/100 g/100
1 1.02 1.34 0.35 31780c¢
2 2.04 1.36 0.35 44724
3 2.55 1.38 0.32 49235
4 2.63 1.39 0.31 49782
5 2.74 1.43 0.28 50225
6 2.83 1.43 0.29 51259
7 3.04 1.36 0.32 51826
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RR B #E M K3 NaHCOs 1.9g/100ml, NaCl
0.2637g/100cc % 4 3% W NaBr ERBEL, %
RECKIE T 2 Br —Beriw s kT 5, o0
AktE Myler C—50 21357 727 1) )1 B O &%
FHCAIL, VA VTLADRyF U7 C L) vl
RVE—ICHRTT 2, WBEFRE&HESCE 22
U —REWC T 2728 BE X5 U <3k 2 vmEis
FOEEEL, FACTEHET 2, 45 8O
EMEE U CHRE (cps) 2 XD %, BRBEK
HUCHEEY vy bLCRERE . (Fig. 6)
Table 4 W FEEY — K2 Dk E 75,
(ERLHE Hi %)

BERERB S
Table 4
No. X Br 9 Br 9% *= %
1 2.87 2.88 +0.01
2 2.76 2.70 —0.06
3 2.82 2.82 0
4 2.92 2.97 +0.05
5 2.83 2.85 -4-0.02
6 2.85 2.85 0
7 2.78 2.80 40.02
8 2.80 2.77 —0.03
9 2.82 2.78 —0.04
10 2.82 2.80 —0.02
11 2.88 2.81 —0.07
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S5Nde FIAEY MY v 7 RDEET Table 5 i
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VSR ORED = ¥ HaSeQ4l5gr % 7817 K

100cc \c ¥ fig L I N—NaOH 200cc % hpz , REIKC
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Se=
&L
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1

—_—

. Br26(29.96)1

Intensity Ratio Se26(31.88)1

1.0
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I

0.0841gr/10cc, HaSeO4 131k & & 1 NasSeOy
THERT 5,

H2SeO4+4-2NaOH =NasSeQ4-+Ha0O
GMEEE —H B e i
) WRERBS LCEEEYI
WERHE (13—1) &RA—-TH D, RN
C13—(1) T =B No.1~No.7%30° C
[ERMEH T NasSeOg &1 : 1OHTERELTH
¥733,
Se20=31,88°
Brln (29.96°)/Seln (31.88°) &yumiestL <7
By MLBERE Fig 7 KR,

e

1 1
2 0% 2.5% P—Br 3.0%

Fig. 7 MTEHSRIC X 2 RER

Brly /Sel . . .
rIn/Seln Table 8 ICEBEORANCONWT Y — K+ D
Cl 0.16g/100 2.873 i e
Cl 2.00g/100 2.892 Table 6
Na;COs 2¢/100 2.961 No. | fb25¥HifE | XERAHHE Be
{NaHCO3 1.9g/100 2.997 1 2.709% 2.76% +0.06%
NaCl—0.23/100 2 2.63 2.63 0
Av 2.913 3 2.66 * 2,60 —0.06
S 4 2.71 2.66 —0.05
9.0 5 2.64 2.60 —0.04
T 1.349% 6 2.64 2.62 —0.02
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HOEX BRI X D a7 VEECE 1) RO REEE

@ >v3FlL—iay—-PHA- O/ 2— 4 —Ji5
1) WEsktt
B4 HEIT 2 ¥ o — % — Range=10.000 #
7N, (13—(2)&R—T3H 228 Table 7 |2
R & S W RS XiRic b 2 BB I & 2
b, (BERE (o) PHEEREE —KL T
2)Leds CRENIERL ZANT—EMETH
ERIET 2,
2) RERE ICEREMLS
B EUEH I (1 )—(2) CIER L 7= BiEEvA# & NasSe
O, Eersws 1 - 1O TRALCHET 5,
Br In(cps)/Seln(cps) %R (Brg/100cc) i3t
T/ my PLERERE Fig. 8 TFRT,
al & 3.100F /
vl o
B 5,000 "
2 )
o
. 2900 3
E
jg 2,800} &
2, 700k
2,600+ /
230 3.0 35 00ee
Fig. 8 piEsgkic L 2RER Vv F 1L —
2 a /—PHARRK)
Table 7 XY — XL DOHRERT,
WIREEEE D AR AHT
Table 7
BR e e % |XRayr| 2 %
1 2.87 2.92 +0.05
2 2.86 2.75 —0.01
3 2.82 2.80 —0.02
4 2.92 2.95 +0.03
5 2.80 2.79 —0.01
6 2.78 2.81 +0.03
7 2.83 2.86 --0.03
8 2.85 2.87 -+0.02
9 2.83 2.81 —0.02
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(3] BE
2—(1J2BWRB L X o TR, EHRRE
(BBHOES () KX 2BIARE L, BEHK
BEILAOTE#RL L EZONS, CCKABELT
Na Br # ZEIEKICEE R L 7= 3% 3g Br/100ce %4
FNT, BiaEEE DM E&HE —Ec LT &
BASEAILO RS Xox 3 2B H 2 W IR
L AMEMEDOEL, BICHIED, BEEALI LKL
B % HRET L Table 8~9 (7R3, Table 10 iC F
— RIS DO EUEEETRT .

SRBHIEIC & 2 EENIREERL & - 2 [WIRT 52 &
CEDBRPID, :

EEME (EHY) 1.5% 3pEEEIC X 2K B
(0.5%) &RBIFBROESWC L 2% (0.3%) #E
M2 (0.7%) O=BeHmans, COWNEERE
RS EEE AE< T L LD, XEROBESIC
X A2 EENIEREE (0.79%cm) LEDOBDEMHEHET D
CEIC L OIS D,

PSR T B B H A B O EH IS A -
TR0, @A Ner, Nse 2 RS < T7UIRICHEE
EILTBTENARETHS S,

Table 8 BURIAEIC & 5 HH
(vvF L~ ay~PHAJR)

) A B C
874 856 2.896
882 844 2.900
cps or
888 876 2.938
ratio
888 886 2.971
886 880 2.915
Av 884 868 2.924
S 5.9 17.8 0.031
I's 0.66% 2.009; 1.06%
o 0.71% 0.719% 1.2%

5=y 3 G—AV¥/(n-D)
P ENREF e =S/Av X100
oc =y/Ner /Nerx100% (EH)

=}/(1/NB1' /NBr )2+ (I/NSQ/NSG)2
X100 (PIiRiEdERR)
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Table 9

WEARIC L 258, HHE (v

F 1~ 5 —PHAHR)

cps

366
854
854
884
846
856
846
874
856
844
850
868

858

12,7

1.489

3 LI

Table 10
FEE — KO EBRE

R DRRSHICBIL CRERA, WEROK
B, BEBICEZORAR EICOWChREE -7,
LABOWERMIE, 10~205ChH 0, RBEBILYE

IRICIER L 19 2 {E% 57,

O RARERCM U CHE AR % e 2\ e 7

Y FIRICEHT 5,
x B

1) shkE# : REPOBREROTERE

( 36 )

1/100N—Na25203 BI‘ g/lOO
(ml) (ml)

22.60 2.99
22.60 2.99
22.56 2.99
22.20 2.94
22.20 2.94
22.30 2.95
22,50 2.98
22.40 2.97
22.40 2.97
22.40 2.97

Av 2.97

S 0.02g /100

o 0.67%
314E12H 26 H
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