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Synthesis of the aromatic surfactants with perfluorocarbons

Minoru TSURUTA

(19954F11 A 30 B 528)

New kinds of perfluoro surfactants, Sodium m-perfluorooctylbenzenesulfonate [A],
Sodium m-perfluorooctanoylbenzenesulfonate [B], Sodium p-perfluorooctanoylaminobenzene-
sulfonate [C], and Sodium 3-(o-perfluorooctanoyl) phenoxypropane-l-sulfonate [D] were

prepared by the method of Scheme 1.

Using the aqueous solutions of those salts, surface

tensions, critical micelle concentration, Krafft point, wettability, forming power and emulsify-
ing power were determined and compared with those of dodecylbenzenesulfonate.
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2.1 FEFEMHFOER

HERRD I 77 vtetr 750 [1] B
fo~=n7ntetrrssog M dr—42n-7
UF 7V LREINLLDEFERL, ZoMi
—OHIRRAEKE H7z, BERR FToaaxy
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Y 7 FRIEBERAL 72,

2.1.1 mIV7htraetF 7FAXrE£y 2Ky
B> Y a [A]

Tz, Coe® LN HE2 SR TV 7)vtn
FI7FNRy L[] 2A8L72, [1]10.02(18.3
mmol), $AH3.0g BLUY AF N ZNEKEF F10ml
LEBERRBSICLVEEEL-DL, BRAWT
TlI0°Clzcm#E L, 512> ¥ >26.4g (338
mmol) %12 CT18hr K& ¥, HEFMH%E =—T )V
THIBE, BEL T (1] 2487, bp.110~112°C/
25 mmHg, IN#45%,

DEIZ, [II] % 4 15BFN0%FEFE L EL,
50CicBWCHERE 7u~t 77574 —1T [II] 88
SN b FTH L hr ALK 12TV, K
THRL TH» 5 NaOH Kiswm chfIL 12, KicH
BEREEE Vo 7AL—HHEBZcEIN—FT
WiEL, »2/—0T [A] 2HIHL 7,

t&4E (C.H,0,F,SNa] C, 28.11; H, 0.67,
s HrfEC, 27.94; H, 0.33; IR (KBr) (cm™)
1100~1300 (C-F), 1030, 1400 (S-O) ; 'H-NMR
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Scheme 1

(CDCl;) ¢ (ppm), 7.6~8.2 (d, 4H)

2.1.2 mRLVT7NAaF T T /AN 2N
RBF )74 [B]

FLoic, mibFA=nz2H T [Ill] 217
nrwax g 4nzwl) F [IV] L, DEIC
Friedel-Crafts Ritic kX > T_UV7 0t ax 75 )
ANy Ey [V] 28K L7z, X>+>88g (1130
mmol) ¢TI =77 2410.99 g (82.4 mmol) N
BAYOHEERFTIC [IV] 30.19g (69.8 mmol)
% T, 6 hr RIE%4TV, RIGH % kK300 ml iz i
E,v/7unxyr50ml & EERIOml 22 CH
Bk, B> LEBICE-TIV] 24EKL 2,
bp. 81.5~83.5°C/3.5 mmHg, I#71%.

2NV, [A] DEBAERERIC [V] 22 0Ek>
kL < [B] #%47, W&E9%.

& (C,H,0,FsSNa], C, 29.18; H, 0.70,
g, C, 29.33; H, 0.52 ;IR (KBr) (cm™)
1710 (C=0), 1100~1360 (C-F), 1030, 1400 (S-
0) ; 'H-NMR (CDCl;) ¢ (ppm) 7.4~8.8 (m, 4H)
2.1.3 pXNVT7NARXT T Z /A NT I /Ry E
AWK EF )7L [C]

7=1>0.52g (5.58 mmol), [IV]2.00g (4.62
mmol), PV ZFNALT I3 65g% Y 7uNtF
10ml 2% e L, BIETIC 5 BREIRG 24T - 72, &
BWEREL, BARET M) 7L THE BEZE
*, AL TTFTT74— (Y HATN, ~F
Fr i Tebr 40 1)k ORERIL, [VI] 218
7z, mp.101~102°C, I#EK79%.

DOWTC, ZuunklaREEE LT [A]l A
BERREIC [VI] 220k {blL, Zuokila®
BEL, KicEFEL T o5, BRLTCI&L

TR 8F 2 A

72 WERI91%,

#1#1E[C,,H;NO,FsSNa], C, 28.44 ; H, 0.85 ;
N, 2.37, #rfE, C, 28.17; H, 0.80; N, 2.32;
IR (KBr) (cm™) 3300 (N-H), 1700 (CONH),
1100~1360 (C-F), 1040 (S-O)'H-NMR (CD,;0D)
¢ (ppm) 7.8~8.6 (m, 4H), 8.0 (s, 1H)
2.1.4 3-(o-~v7NnFutx 78 /4N) 7=/%
s7asy-1-Z )k b)) 74 [D]

7 x / —4.00g (42.5mmol), [IV] 19.64¢g

(45.4mmol), ¥EILT7 L I =7 48.41g (63.1
mmol) 22 7v )Lz g 30ml 2EEE LT, BRK
Tic12hr G387z, RGN IZ2.1.3DEH8K
EREBRICAT, AT 702 b7 T74— (V) F
TN, NXH )L o TREL, REAREK O~
NTINFaX 7874072 /— [Vl %1872,
IN#R41%,

Zo [VIl] 3.00g (6.12mmol) # N, N-2 25
IWHENLALT I F (DMF) 2 mloiaie L, AFEL
FrIVTLCE->TH IV TLEELEDD, 7o
NI 0.75g (6.16 mmol) @ DMF 1 ml &
BEMZ T, BEg7uvu~t7774—71 [VI] 2&
BRL 2eh s, BRTRIGZATY, BE2EEE <
—TNTHEL T [D] 2872, NE50%,

& E[C,,H,0OsF1sSNa], C, 32.19; H, 1.59,
shriE, C, 33.16; H, 1.51; IR (KBr) (cm™)
1700 (C=0), 1120~1360(C-F), 1050(S-0) ; '‘H-
NMR (CDCl;) ¢ (ppm) 2.0~2.5 (m, 2H),
2.7~3.2 (t, 2H), 6.8~7.8 (m, 4H)
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b, &K, BICEBEECO NTITY, 2hF
Nn30°C iz BWTHIZEL 72, 7272 L Krafft point i3 1
g/100 ml BENREKER 2 T, ZDELIRE
T 5i8E % Krafft 5& L 72,

KEBRHOREIZ I, HHFRERIEWETR S
ZEHlES CBVP-A 1 81261 72,

FALHIER Y £, KEHE L UETHIZOWT,
#EE0.2 g/100 ml HFRRPKEHE ([C] iI2DW»Tig,
0.1g/100ml) % Av, £FBICHT 32 LHENEIEA
» b aHii L 72,

IR S bOEFEDH» 5, F IEEMEIZ105 W
A (2 X2 cm) OWTFERHD HFHEL 72,

HbOWEFE=bbE/HbH (1)
bbb AbIZEb - KBEBRNEE

3. BRrEZE

AR L 7z S ANE — B8 72 RALKE RS
HHITH % DBS nFREEMRE & B U CFRf L
72, Fig lLIcI3RARNDEBE L DBEFRZRL,
Table.1 2z Z DEAfR» 5 RKH L7z cme 27/ L
72,

[A], [C] iZKizxd 2 BREINEL, 20T
1n0.3%, 0.1%fRETH Y, Fig. 1 FhOBEERIZ30°
Cle BT 28MBERNOKRETREL 2L DTH 5,

Table 1 Critical micell concentration, Surface
tension and Krafft point
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W N OEMER L REERIETREEX DBS £ ) Kk
5{, &<ic [A]l 8L [D] TRHEEED SDK
ELETRIRBOLNS, /2, DBS L RAN[A]
EDWBICA LN D LI I cme HIRBEMIZH D,
7 v BRFEEERORFES S L b T3,

RNUVTINFAaF T ANKEBEF YY) 722

(cmc, 8.5X107°*mol/l, ycmc, 40.5mN/m) &
AT, REEH & cme DIETFIZH L T2 7 04
DT NFNEEBEEE DS NIZFIIRC L URLE
AL 72BRITKE W,

$L1tF (Table.2) iz~<> > izktL iz [D] 2%,
Tz x L Cix [B] %, #Z1 DBS iCICE{ %
b2 RL, KEMHIcOWTIE, [A] & [D] i«
DBS iz % 2 5 R FibiEr@Bed b5 iz, &igh

[Table.3] iz [B] 84 v° [D] ic DBS icf& 2 BRiF
RIS b1, BiES (Table. 3) i3 [D] »*
#4 DBS L W EN Tz,

KiBEHS L UCREEENEKICHRZY), 4EEK
L7z Tz [D] b ENEREEZRL 72,

Surface Tension

Surfactants cme X 103 7 cme Kp “
M aN/m  °C 1o
DBS 2.3 36.0 <0 0O Y I
CaF7S0:Na* 8.5 40.5 5 Concentration [g100ml]
A 0.84 23.4 39 A: m-CgF17C¢H4SO:Na
B 24 210 35 61 hark CONHCAH,S0sNs
C 1.2 32.0 90 D: 0-C1F1sCeHsOCH,CH,CH,SO;Na
D 0.63 22.6 <5 Fig. 1 Surface Tension-Concentration plots at 30°C
Table 2 Emulsifying power at 30°C
0Oil Benzene Kerosene Soybean o0il
Standing time/h 0.5 3 7 0.5 3 7 0.5 3 T
Surfactants
DBS 0.65 0.57 0.55 0.54 0.49 0.49 0.63 0.52 0.52
A 0.46 0.41 0.34 0.44 0.41 0.41 0.68 0.64 0.62
B 0.31 0.29 0.29 0.53 0.51 0.49 0.46 0.02 0.01
C 0.01 0 0 0.01 0 0 0.50 0.48 0.49
D 0.56 0.52 0.52 0.44 0.43 0.41 0.71 0.56 0.55
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Table 3 Foaming power and wettability at 30°C

Foaming power Wettability
Specific volume at Sinking time(sec) at
each concentration each concentration
Conc. 0.05 0.1 0.3 0.5 0.05 0.1 0.3 0.5
g/100ml
Surfactants
DBS 52 44 13 42 211 47 9 6
A 24 29 26 305 112 93
B 46 66 131 126 >1800 112 19 12
C 7 11 >1800 >1800
D 183 291 251 251 66 35 14 10
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