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Abstract

Synthesis and performance of methyl carboxyethyl dipolyoxyetheylene silicane (I) were investi-
gated. Methyl carboxyethyl dipolyoxyetheylene silicane (I) was synthesized by addition of Si-H
from methyldichlorosilae(Il) and acrylic acid(III), and then by alcoholysis with polyoxy-ethylene-
600. The final product I was characterized by means of FT-IR. The effects of ratio of II and III, tem-
perature and time on the conversion of Si-H addition were investigated respectively. In the optim-
al process conditions: n(II):n(III) = 1:1. 2, 0.125 mL 0.002 g/L H,PtCls¢/i-PrOH solution, 0.02 mol II
reacted at 55°C for 20 h, and the conversion of Si-H addition was 75.3%. The surface tension of
0.1% aqueous solution of I is 37.0 mN/m. I was used in preparation of 45% paraffin emulsion and
promoted effectively its dispersivity and centrifugal stability.
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MR T BERZHE _RAZFBER (NGB EMAER. PE KRR RFR )RR
SRR MLE, AESE, BEEURAZH00BME R NAE, KMUEEMROIIBIITRIE. R
TR 1R AN R RSN R R R R . ZEAL T 244 F: n(ID):n(11I) = 1:1.2, 0.002
g/mLEAHMR A A BN 0.125 mL, 60 mL THF, 0.02 mol II¥£55°C K320 h, REEINRR ML RE
F|75.3%. 0.1% DKERIIREIKFI437.0 mN/m, THT45%AEIABKG S, T8 RRRBIES
BB LR E M.

XA
FHRERMEMEN, FERZE_RALGEES, AEILR, S8dE BoRER

1. 53|

A R 20 T 1 71 A 0 3 308 e R T P 79 i A PR AR SR ) D e R T s M 7, KR R gk
AR AT 21 mN/m, SEAS TRREER TGV 30 mN/m [1], Sos R MR mEdE, HimsE H AT,
AW G BRI BLE SUSAA |2 IRLHI[2]-[4] 0 A WURERR i 424 771 69 2% 7K 3 1415 3t 3 ik S 4 T 7 12
FIRISRKIERIARL, AT B s 5 R AR B 7R Y . DL AR K 3 [ 3R — Y ek 2[5, A 2R
Tk g 1) 5 — PR R A S e AR 1 7 R TS PR, AT Tl LAk 6], R B LR N R PR 2R
SRR AT T AW SR R B 7] . =R AT R A HUEER I R, DA-E A =R
NJERE BN R, HEECRBEAER R, BRI, S AR R R R o
T S R AN [8] o DU BRI — BRI RRESEARIBGR, U0 RSIX,, Hor RAREEE. HE. L. 3
S U K Y LRI R S T X AR RE KR AE R, R b A SE, FEREREA
UM RS T BEAT P22 55 A A A I [9] o DUHARHE e P A A W LRE SR I PR B 400 . A SCE R T
IR O3 — RE LIm B aE e, IR 7RI T), A T &I Z %M. HAMEE T mE S 2= L
W%, RBUILRESR M A PR o BUE A AR e . AR Scheme 1.

2. SLHERSY
2.1. W3S SeaR N ES
TR, AR, LEAWTHIRAR FHIRIREZ 1 600, AR, BlH iAIAIRAF; FE

I_H3 H,PtClg CHs
Cl— I i—Cl + CH,=CHCOOH — » Cl—éi—CI
H THF
CH,CH,COOH
i:_H3 THF i:_H3
Cl—Si—Cl + H-(OCH;CHzy-QH —» H-fOCHZCHZ%o_Iu_o_gHZCHzognH
CH,CH,COOH CH,CH,COOH

Scheme 1. The synthetic route of methyl carboxyethyl dipolyoxyetheylene silicane
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SERE, TSR, Wit b TR WA, AR, HEREZBANE A . kA, %5 0.835~0.855
g/mL, AR, UL AEYAIRAT: Spans0 I Tween80, Filfi Tk HMRAR: Al F, FEBFRE
TS PER], KILAMA T

AVATAR370 ZLAMEREAL, IRALENIE Fr, S5 Nicolet 22 ; DCA-315 K ifiik /11X, SEE Thermo
chan A #]; Zetatrac WOGKLE T, KEFZZHF AR AR ; TDL-50B GEZ ML, EFFLEAH,

22 HEBRZE_BEIHBEERNER

7E 50 mL PY A, i 1.44 g (0.02 mol) R #& R+ 0.1 mL 0.002 g/mL SUH1ER S A B 7 ¥ A1 60 mL U
PRI, FEFES). HIR RN 2.3 g (0.02 mol) F3E —&RERE, 30 min e, FHEZE 60°C &b
26 ho 52N A AA LT A, BRI 24 g B 2 —EF#-600, 60°CHitHE 3 ho K i E 1 MRS YT 50°C
Uk e e 28 R R 2 T A SR VEPD T, A9 B B R TR MR R Lk IR AR O R b

2.3. REAKDMES*

FETH TR AT B A 2 MO E, B FTRE. RORAEE. AL, BE. MEE. &
TRTESS . ASCRA M A VE[L01 SR 5K 1. 15 508 P~ I BC il il — € B IR B KIA TR, 59 E 24 h, 2R
JE K FH DCA-315 2 [ 7K 710 0 1) 2 TH 7K 77
2.4. AERFLIE

76 250 mL PUBRSH R, AN —E =AML, 240 r/min JREIS) . (2 IR NI £
RIS M ALK, FEHEIEE 1L mU/min. #INSEZ K G ST — BN TR, e R ES BIA A
e
2.5. FiEE oz

B 60 mL /KA 100 mL Befrr, SR G I — PR R ECRLVRRE &, i TR 2R, L
Z B ILBOE PP ISR EDEE 2 SR SR 11], 4RI 1 IARAEST 73

2.6. FLBATRREMME

HU 3 mL AU AL N B9 0 T, 485 T BL 3000 r/min (%% 3 250 30 min, SRS ESC i FLIR T H ik
Ry FHAREFLBE O RS E M VPRI RS AE VT RE FLIBRK B8 O A 8 PSR AT 73 [12]

3. R511i8
3.1 HERAE_BREIBERRMIINEIR) D

JERL R B SR AE S P S EAKIRIER, RS HCL, kiR EE, AReE AT IR 204, H
B R E LA I R AR AR SN S A R R SRR R e, HE Si-H BEIKARAEAE, ATLAE IR T, HE
Si-H #AIAIE . PR ZAIERERE A IR WA 1 B, 2146 cm A Si-H HIZEHR S IE, 2884 cm ™
N C-H [hgiRahig; 1107 cm 'y C-O-C MgifRahg. 3t —GUkkke 5 I IR R AL RESUM S s B, 2
EAGHE, HESRACHEBRARMRN, B3RS R T RE OFHEkR, 3 FT-IR % &
2 FIiR o JRNEJE 2146 cm ™ AR K Si-H HZEHR SR, CLATH 2 3395 em tHYEL T O-H £ AN U fIE I 5
2873 cm 'l C-H FIRZEHRaNE, T REAZMEIE TN B n5E; 1735 cm P HEL T C=0 Z0 MRl
fEWE; 1106 cm™ A Si-O-C ZLAMNR ST AR I
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Table 1. The dispersivity standard of the emulsion
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Figure 2. FTIR spectrum of methyl carboxyethyl dipolyoxyetheylene silicane
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3.2. BEZREERAIES IR R

e PRI AN FH e — SV e, A SR IEAL N HEATRE SIS N, B FH LA TEAT I - 24 Si-H FRFAE
WY SR, R A B, dRS S IR O T AT AR ONAS F AR T SRR R R e A ]
PR IR £ 0 — S oy SAKVE R, R AR IROBE, BT DASES6 (R MR TR TE K . R 20
TARERE Si-ClERIE U, 78 5 KA WAL, FA ] A 13 40 [ N PEE TS [ S o R i — Sk
JE-45 PR TR T P S S

3.2.1. KRR EXRES ALK R0

KA R, W AR SABRAPCEIEE A 1:1, #1788 0.125 mL, V7 THF 4 60
mL, SN 20 h AR, o3 S Bl B, RESUIN LR SRR ZR N 2, e 2 BT L, 24 e B B
B, 0 25°CHF, BEEUNBUR N AL RARME, R 48.7%. B NI EERITHR, OB AL R W T,
HAE 55°CIA R F KA, HAE 55°C LUGHA I ENR S T B o Rt SUNN s B HH B P FR 5 — GCRE e 1) 9 a2
41.9°C, V7R DU PR f 2 65°C~66°C, Al vh7E PSR 1A I 00, JEURE P& IR I e SUSREAE w5
RERERE, WESHTFEK.

3.2.2. RMIRYE X RESINAL R B B AT

S SEIS TAL S P I B AR RIS AN 22 3 BIT7s o 4% 3 a2 WY S 2 AR TR0 e A AR FE MR, O 12
h, FALFIRK, BUN 40.4%. FEHE NI RIAOSER:, SEA030EHT BT, 2 NI [RAE) 20 h i, Hefp=
IBF] 69.2%. RERIER SN H], 0 Fe AR FREm AN, DU Y SR TRL D 20 h

3.2.3. RN EC L RESI A R B A9 F2 0

JE G Bl 6t ek SN e S L FE AL BRI RS N 3 4 FiToR . 142 4 Bl WL, SRR R 2 R A IS IR TG A
O U GE SR N, SO ER Dy 70.5%. N SR IRAD NI ER I &, RSB R R . 1 R R
PRI, RN REE ET JRRERIT & 20%, RIHCRIEE N 1.2:1 1, A4k A 35 K E 75.3%;
LI I ER K B, R A 3 AR AN K o BT USRS EE R n(CH,=CHCOOH):n(CH,SiHCl,) = 1.2:1
B,

33 BERZE_REZCHERRIREIERE

H{ 0.100 g IR .3k RA L MmEERERE, T 100 mL KA. SRA i R VRN e K I R ek f ol
37.0 mN/m.

R ER O3 T RA OIH B () TE RGBT, H T 45% A S ALl & . = o AR &R
Span80-Tween80-F. 4k 71 F [¥1/5i & Lt A Wispango: Worweengo: W aiene = 0.200:0.29:0.505, FLALF FH & A 7L
9%, 85°C T LA 800 r/min [J#% #4160 min, il 1511 45% A1 b FL R 1 B O A2 e PEAT o BCHE 4o 55 5 B o

B2 5 % dE P ., Span80-Tween80-F A5 F — s LA FIMA 5345 B 45% £ I 7Ll oy e — A, B8
O FRE PR, B 9. TRIN 0.2% LR 20k B LR FEREIE IS, FL o Bt A B O F e YEAS B4
FLBRAR A BT N . UGB EIE R 0.4%0, /BB O FR e IR Bl i sl , X FLRRLAR
/N BN IRARAE 253 nmo GREEASIMFLAGBIFI &, BRI B OR e tEI98 8 10, {H2 M T ARz
BN, AR FLIR I EEA BT T . ARSI 0.4% F 3L 2 3 — A IRk, 7T LU 45% 47 1 7L
TR 1 Rk B

4, gig
A 7 B TR 5 — U e A U BR T TE P AT RE G BRI, R840 B BB 5 SR A 20 R AR IR RS
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Table 2. Effect of temperature on Si-H addition conversion

3% 2. RELEEXRESHR R

Ne S SL FEI°C AL %
1 25 48.7
2 35 55.6
3 45 66.5
4 55 69.8
5 65 64.7
“n(CH2=CHCOOH):n(CH3SiHCIy) = 1:1, 0.125 mL cat. 60 mL THF, 20 h.
Table 3. Effect of reaction time on Si-H addition conversion
32 3. R ATEIXEES AR R A2
Ne S SEI Tl FHALER %
1 12 40.4
2 14 48.3
3 16 52.1
4 18 60.3
5 19 66.4
6 20 69.2
7 21 70.5
“n(CH2=CHCOOH):n(CH3SiHCI) = 1:1, 0.125 mL cat. 60 mL THF, 55°C.
Table 4. Effect of ratio of methyldichlorosilae to acrylic acid on Si-H addition conversion
2 4. B EAGRASMEE - SRR LS M R M AT
Ne n(CH,=CHCOOQH):n(CH3SiHCl,) AL %
1 0.6:1 48.2
2 0.8:1 62.4
3 1.0:1 70.5
4 1.2:1 75.3
5 1.4:1 74.8
6 16:1 76.4
“0.125 mL cat. 60 mLTHF, 55°C, 20 h.
Table 5. Effect of methyl carboxyethyl dipolyoxyetheylene silicane (1) on emulsification
5. RERZE_RACHERER()MALBR
Ne 1% P16 LR EN FLIR KL Nm
1 0 3 9 342
2 0.2 4 10 318
3 0.4 5 10 253
4 0.6 4 10 314
5 0.8 4 10 340
6 1 4 10 336
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13BN EER O RS M R e o AERE SN B ARAL T2 %A% R« n(CH3SIHCI,):n(CH,=CHCOOH)
=1:1.2, 0.002 g/mL S4AR F VA 0.125 mL, 60 mL THF, 0.02 mol CH SiHCI, #£ 55°C Jz % 20 h, i
SINEUZ B ZIE B 75.3%. 0.1%H 3R 5 = RA O HRERKIE MR MK /128 37.0 mN/m, &
F T 45% 4 i FLIR ) 4, PTG R0 e LR ) 2 OV AN B 0o AR E 1
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