BhpkES 2119

(COPDD EMERERY 7 & A HIMER R DB K7 mE ADHE S

Fmg - FEE

TIERFRF R TR

B OE T, RN, (KENE, B RO S CTEBME O EORTY FBLHEN, TR A, v R LE VT
147 7 ) — DRI AN LD TS, ZDOH T, ZHHDOEHANED ST ENDAER S NHRY & A 8 KRG Kk
e D3 FT T 70 ~a 7 ) —7R A S LT BT, WFE-BRFE M T Tnd, — T, RYRITZEDOEMEND
REBRBEEED | mg/L LR ESTUBEARMLBES IV TNA DS, [ 7R 32 OF @A 72 BEEFEFEY L L TS
THY, ZOFHHEOBHRENLEEN TS,

ARFFETIE, IZBZZ M7 T A= A (AICL) RN TRY 2 & A kKR L % & Te MR E I IR 215
L7 BB ARHLNIC TE-DOTEDORERE R T D,

AICI; F721% FeCl 20 H D 2 fliD A4 (Mg + Ca>") IZxFL T (Mg?* + Ca?") / (AI¥, Fe**) DE VLA 3 12725
INTHINL, IR TRIREAERR LT, IR G VAR Z 20 ~ 80°CTHIFEL T\ % 0~ 1 M NaBO; IEIRIZHH FL, 4 M NaOH @
I FIZEVEIRD pH % 6.5 ~ 12.5 IZRBARND 0 ~ 2 RIS 22 TRMAIT o7, 1R, Al H2lEL, o
R HOUNT, RVE =T L a— )Tk DRI 2~ 7=,

WZI0IZ AIC A2 E/VEE 3 TIRINL, AT DBRD SRR D pH % 9.5 1L T 40°CTEALTHIET, 1 KfEILANT

PVA [T U CEEAM: 2RO 8 @K b % & o SR RN B T & T2,
Pl bz e, 22 fi7s AICL Z2 AW T, (2300 BEERME R E AT 27 m e ARHLNER -T2,

1. #
BTE, DT TAF w7l IR I Z 1T N v R i
PRAIDFI RS TERY, PRBELEIZ I o Na o TTAD
BT AT 7 E OB EWE O AR REE/ -
TWD, D728, HEIRED @ RY FCHidh, 7/A31=
L, w7 Ry Dk N a7 ) — T BRI 0O B %
MHEDHILTND, DX H T, I, 2SO EERRME
DILHEPORERSINDRY F 5 A T IREKER L H FiT-
PpoNar 7Y EERFN L L CHE B S CEsY, BFgE- B
REPTHLN TN LD,

— i, RURIIATTATELETE, AlRKIIHE
Fr7e 8 DEEAK I E F0, T OFMENSAKE BT FLUEN
1 mg/L ERRESILTND, RUFROMEEEL T, A4 23
BRSO AE M 72 8% AW IERH DD, WIbh = A

il

NMRALBRIZ 72> TS, ZDJRKD—2E L TEUXL72ARY
FEOR RN R EEFEEY LU TR SN2 ARD
FHiL, BIRLZARY EOF R HIEOBIE A RO B
TWD, SHIZ, AV HFITHAKFITK 4.5 mg/L & FEN, (I
MOHIZH RSN TE NG AL, REFHEOHEK
EIRELCTHERA A AROBRESHRHEIN TS Y,
HFEHE 1, BIEE CRIPESNDIZAVETE AL CU VR
AT EREEEA A DR EREAFFD Mg-Al RJEREKE
b THBNARBZ YA D E IR A A B EHE
ZFiO Mg-Fe RIBIREKIR D T L/ At —F A D
AR (BRE S 1625, 1719, 1819) IZKLIL TS 49, £
7, B AWTRY RE A AL — T @R KR
LB AR CEDZEEHERL TD (B &= 2024) , 1
KFIH TETHLHE ARG T, FUEFCHHHEKD



TR R BRI R =X — 2 B U ORSRHE b Tk
Uo7 KieE O HHJEIREFS TS, BREIROEIE I
P SN DA AKIZITEAF Mg, Ca 728 OARFI &
IS TFRAFL TD, MR A IRARL CRIEZERINL
TR IR DR AT N0 &, B LIS O K85y D i
IR DRSS AL TN D, ZDRGEIZLOER 2 725y 2 5
DN, KKHWSLNDA AL AZHFEA CRIPESNDIZAD D
FHAIT Na-K-Mg-Ca-Cl-Br-H,O F&720) SO 70372<72Y
Ca¥™ B Mi>oT=% OL72oTND, BIEDIZRYDFHEL
T, ALV A, b~ T XD A, IREE~ T 2T A
7EORLE I HITEE L O L ER SR HE
TWDDS, MBPEECH DT 0 E OV E IR 2t i
T DT OITHFT 72 AR RO HILTND,

ARFFETIX, ZNHOFREIENLT, IZB0NBERY H#
TA BT —a LT IE D E Ry 5 T kAR
KAL) DE T 0B ADEEAEIT, £k 2 725 Tl
WONHE LT AR 2 BRI B L, b iLTo ARk
WO L EHRIE DO REZBILMNIC T HZE T, mVEEHR
A SEERAIOB T 2 BHE 3,
2. MIRAZE

EEIT, TTIROICHVERNTIT o7, A4 ra~< ks
77 (IC-2010, Tosho) , 7V 7314, pH A—4— (LAQUA,
Horiba) Z W THIE L7 LA AL, pH, iR E %
Table1 (Z/”9, 7z, &L Tk DL FHAS
Table 1 (Z/RL7z, 7ed5, HEKITEE RGT BB RE) D
BEL 72K 2 LAV CRY, — R K O[S

;"ﬁﬂﬁjﬂ:ﬂili%bb\{ﬁ7kf&)z) 3 7)0 &Zﬁi‘mdi, Eﬁﬁﬁ’rj‘y Concentration (mmol/L) -

S R N \ . s a’ * o a®t T S0,% B
ﬁl?*ﬁéhfkogihiib\ﬁ)’ {ﬁ@f%f£/fﬁ‘/ﬂi{§7k Bittern 11\;91 9126 I;/ZgBZ 5385 16C979 N.D. 3.6 5.63
Seawater 422 10 53 10 522 46 0.4 7.59

WZHERTEWWIRETE L CRY, BFioEikE KRty
DEFIZHNBIZROTF O 2 DA A > ThD, Mg
5432 mmol/L, Ca?": 1385 mmol/L 1%, HE/KDHK] 100 {0

LTVW% 0~ 1 M NayB4O7- 10H,0 ¥&{% (100 mL) (IR ATA
AR 71280 4 mL/min T FL, 4 M NaOH &
RAERWCTRYREIERD pH % 6.5~12.5 O—EIED
0~ 120 min fH¥ELTz, 7od6, HEERTIIRKT O b
FOWIREANGT D70, BRI A% R BRI IR
IAFINT VT SHETHMEToT2, FHEE%, AL, 60°C
DV s CHIBEUAE R 21572, & SR CRbI TR
WO EEZAEREEUTHEL, LR OSLHRZ
R X BREHTEEE (MiniFlex600, Rigaku) (IZL0HIE L2, £
7z, AR D Mg, Ca, Al, Fe DA WO R
(AAnalyst200, Perkin Elmer) #H\\C, RV BRELZ VL
IAEYTHIEL,

BERMETHELNT- AR T D Mg, Ca, Al, Fe, Cl, BD
BHEEZLLTDOIIL T, B4R 50 mg 2 1M
CH;COOH &% 10 mL ¥R, 1 BEMIER 352 & CTARR
W VIR LT, VA TER L, TR Mg, Ca, Al, Fe Ji
JEA RO YEERE T, Cl R E AR A A4 IR E
(CL-10Z, KRK) T, B REAZ 7L IIAETRIEL, AR
oG HEELFE L, BRI THROIZAERD O
BRIEZFR 7=, £ ERIE =17 13— L (PVA)
(0.8 g) AR (0.2 g) 27K (0.2 mL) LEHITIRAL, 60°C
TS, W%, ML 7o | R 22 BB B R oy AT
HE (& (STA6000, Perkin Elmer) CHIEZETT-7=, JIEILK

KRR C AR 10°C/min TTo72,

Table 1. Chemical compositions and pHs of bittern sample
and seawater.

N.D.:Not Detected

"E 4M NaOH

BEE /L TWD DR ORYFE T 3.6 mmol/L &5 Fh
TWDEIT DD 5T, 728, pH IR0 5.4 THEKIX
7.8 TWWIFhbHETH T,

JERAE KA DB RIT L T D X5 FIETIT-72
(Figure 1), ZAB/KT 12 IZFRL7=IZH30 (100 mL) (2
AlCl;-6H,0 F721% FeCly-6H,0 Z 230 H D 2 i D514
> (Mg + Ca?") IZxF LT (Mg?t + Ca?") / (AP, Fe?') DE /L
S 312225 X0ICHIIL, IR CHHRUIR A TR A 1ERL
L7z, ZD1%, 20 ~ 80°C IZFRE L ToAvy hNAZ —F — THi#

VRS <
=4 « ALFHERY
P BERRTERTAE

RybRF—5—

Figure 1. Experimental procedure



3. MIRBRELUER

£9, AlZIRIL T pH 9.5 IZBWTA R LA
DN THRFILTZ,

B ART BRI B CAE R A B R L T2 O & AR T D ot
TR L LR FEREF L% Figure 2 [~ d, 728, i
& 40°C T 1 R MEAL G R L T, AU RIREICE DL
Mg & Al IRARTPICIHIEEA E RO T AR D%
ZBHND, Ca [T HZPLEEN 400 mM £ TRIBEICHED )
1000 mM Tl 3 {E DRI IR ST, ARV BITREN
BN Ao TRFEDIMT 503, BREFITH 70%
T—EThHol, WL 12 ~16 g D TH-T=,

(a)
8000 1000

g | | Mg A Al ’3
® Ca ® B oo

£ 6000 |- 1800 8
£ 1600 &
= p=)
S 4000 | ® =
= >3]
S . 1400 £
)

S 2000 M M
g ° 1200 E
« «
2 . <

OU_=_zﬂo M o0 so0 1000

B concentration (mM)

(b)
100 20
® Bremoval (%) M Yield (g)
80
_ o ©® ° =15
2 |
S " mHE ~
g {103
E a0l =
[=4]
15
20 +
0 I I I I %
0 200 400 600 800 100

B concentration (mM)
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The Process for Preparation of Boron-type Frame Retardant Powder from Bittern
with High Ability
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Summary

Halogen-free flame retardants have been widely used in the frame retardation of polymers, and borate-intercalated
layered double hydroxide (LDH) are paid attention. On the other hands, bittern is one of the resources from seawater
to be desired for a new utilization.

In this study, we attempted to synthesize a new boron type frame retardant powder including borate-intercalated
LDH from bittern with addition of cheap agent, AICl; or FeCls in the borate solution at various pHs, temperatures and
reaction times.

The product including boron-type LDH with high frame retardant ability can be synthesized from bittern with
addition of AICl; in the borate solution at 40°C and pH 9.5 within 1 h.



