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E T mEiARERE Y PVDF RTZ MR KRB KE

BEEH V2, XAER V20 B E V2 B VO FME 8
450007 ; 2. Z5UIRBEI A B AT L, BN 450007 5 3. T SHBELE AU R E AN SR A R

HE: A —FRGRMBATH PVDF) % e S5 ARG R E, 258352 T HARMARLIN B G, UGk
RENH B GHERGREAETRET AGHGTHAR AREF AR EMA ST EWHERLEE
BERA R LR R vl B AT ik A R E T EA IR Y R @R S AT T e Rk, SREAV EARE
VT TAS B A A G iR x e A AR 6 KR A iz oK R R TE S A GIR A E 54 18%. 8
JE 21.06 kV.%¥E 15.8 cm. #tikik B 0.6 mL/h B, %513 PVDF 69 R 2 RA4F, L A2 T F 244 0.0672, 8/ A A
145°,

KW : He G2 RIBATHIE; va @454k TEMRK

FESEKS: TS131.9 XHEFRIRES: A XE4S: 1001-3539(2018)12-0071-08

450007)

Process Optimization and Hydrophobicity of Electrospun PVDF Film based on Response Surface Analysis

Liao Xilin™**, Liu Rangtong" **, Geng Changjun® > *, Hu Zedong™ > *,.Lii Xiaogian" > *
(1. College of Garment, Zhongyuan University of Technology, Zhengzhou: 450007, China ;
2. Henan Province Collaborative Innovation Center of Textile and Clothing, Zhengzhou 450007, China ;
3. Henan Provincial Key Laboratory of Functional Textile Materials, Zhengzhou 450007, China)

Abstract : For further improve the quality of electrospun polyvinylidene fluoride (PVDF) nanofilms, optimization
the spinning process was chosen to‘achieve the objective. Taking spinning liquid mass fraction, voltage, spinning distance
and spinning speed as variables, average diameter, variation coefficient of diameter and contact angle of fiber were used
as indexs. On the basis of previous single-factor experimental research, response surface analysis was used to establish
the regression models of each factor's influence on the indexs, and the validation experiment was carried out. The results
showed that the regression models were significant, and fitted, reliability and accuracy was high. By solving the regression
model and comprehensive consideration, the optimal process conditions for spinning liquid mass fraction was 18%, the
voltage was 21.06 kV, spinning distance was 15.8 c¢m, feed velocity was 0.6 mL /h. In these conditions, the quality of
PVDF membrane was good, its diameter variation coefficient was 0.067 2 and the contact angle was 145°.

Keywords : electrospun ; polyvinylidene fluoride membrane ; response surface analysis ; process optimization
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15, BERF ST J LA R 2R (B 38 BAE AR A ZEF R 258
AR B FL RS 05 iR B BT B g B s
TS 3E A B PR 2R S A o 5 R R AR e UL AL SR
J T HR YRS R A B LR 5 R A R SR
&, IEFER T2 BAR AR S RO fk bR
b, &l RSM X #t B, 27 PVDF 44 K i T 25 #4740
bR T 4 T 5% PVYDF A1 FsE K P 1 5%
Ml
1 KIERs
1.1 R#st

PVDF . % 1.75~ 1.78 g/cm®,) M difEEME
TRHEABR A

N, N- — H 3t 2 Bt e (DMAC), 43 B 4, 4l &
>99.5%,20°C % &}y 0.940 ~ 944 g/mL, KT
AU 2R AT IR AR
1.2 MEREE

BT RAR : GZX-9070 B, iR Sk
BBRAFIE PR

HL K- Scout SE Y, B ZEH{WES (H M) A
FRZF]

B R BEFR IR T B A - SXCL-3 B4 I T
THAERABRTHE A

BT S ZT 22 AN H A

It 2 B fih ff M0 5 2. OCA20 B!, f# [ Data
physics 23 A ;

Yy R S - 030 : JEM-210 AU, H AR H
TR SHt
1.3 XHEHE

(1) L7 WA S 25 4 it o

T AR B DR 2R S A0 T VA T, 4 A
T EARBUHIN ) PVDF ¥ K 5 DMAC iR AR A,
TERE S REas LB RE 12 h, il 45 H R TRl B 1)
PVDF ¥ o i S 25 WHC— 2 12 1) PVDF 3,
SRJG B E AL B b R RIS LR T R AN
6] T 22380, FH4 0 5 5 (8] | 95 22 3R 55 25 AH IR, 7
FARTA] )y 21 PVDF 274

(2) Wi 17 T A AT TR S R

HR¥E Design Expert 8.0.6 Trial M v [ 3 H1 44
K Box-Behnken {9 H 0y 2H A SE 56 [ FE 0 A A
R A L, SRS BT R AL (A) (L (B).
ZiiE (C) M (D) 4 NHE N A A8, iz fik
FA R ELARAE A R AR, PR A2 HE LR 1.

®1 POASIEIEITARPHEZRREKE

K- A/ % B/kV C/cm D/(mL-h™)
-1 17 20 15 0.5
0 18 21 16 0.6
+1 19 22 17 0.7

1.4 X7 %

SERIFRAE SR & A T W R
H %) PVDF JEET 4 i RMIE S KU BEF PVDF 41
A S 1) ) S AR T AE L R AR A B b, AT 4
40 B 3647 W%, I ] Image-Pro-R-Plus 4% {241l
Y EAR , BRI 250 W, SR I TR
P ER K HARAR S R B

PERBINE SR R fk A W0 SO T 25 45 () 21 4
PR EAT B A PR, AR5 7 KN K AR
2 YRV AR WL & R H ISR R, W &K i 7E
AN £ A S 3R T (R Mo 7 R DN, Z2 U I O Y404
2 RGN
2.1 #REEAEE

(1) 25 22 W HRPE S SR A 520

215 W S S0y B 14%,16%, 18%, 20% 11
22%, Hofth T 25 i 1 17 kV, il 16 cm, &)
0.8 mL/h, HEATHE LG22, AR LT YR 1) AR A
SR GEAA AR 2,

FR2 HLRREITFHENIIT

iR /% FRIEAE /om  HARZERREC B /()
14 587.5 0.3008 115.9
16 634.0 0.2618 121.9
18 681.0 0.0720 132.8
20 1032.6 0.1782 135.7
22 1498.2 0.3013 96.5

N 2 0T LU Y, 5 2230t 43 B AR K
) E AR EARAR SR RO il o A R S R B
WO BE RGN, Hrl 9 PVDF R0 £F 2 AR AR
Wrst R, BEARAR S RFONE e NG B, 14% B
4k AR 5 2 B0 0.3008, 5] 18% i} B 4278
ZE /NS T 0.0720,22% B B Z 8T S hn 3
0.3013, X ih F I M B AR, R 4EABEfS 21
SERYER AT T 95 47 Y3 S AR 25 5 TR B i
RN 2 B WGL TR, H i 37 77 A8 J2 DA A ]
ST IR , 3 PR A /)N , A A5 R B8 T
W BTG T A S AR 2% . FE Al R SE VA RO
FERG RN, & FHE REGY T ROTE &
(A3 0, OB A S S R T 214 0 YR e 4 o #1)
20% Ji7 , 2T 4 5 3% v RELRS BEAIC, 21 4R EFL B, 5K
PEREAR , BT A R fl R R R DN . 25 5 58 4T
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Y HRIEA S HKEM A 710, I 18% 2247 M
F Ko

(2) YilEXTEFE R

25 1 43 9 o~ 12,14,16,18,20 cm, H Ath 25 ¢
T2 KA YW o i 5 % 18% L T 17 KV (45
0.8 mL/h, HEATH{HL Y722, A5 2T 4 5 i) ELAR AR 53
RECSH A AR LR 30

* 3 HEEXFLERIFM

YilE /em  VHEAR /om HAAERRE R /()
12 681.6 0.1825 120.3
14 603.3 0.1230 126.9
16 492.9 0.0815 128.9
18 624.6 0.1190 125.6
20 648.4 0.1667 120.3

MR IATLLE M, LR 12 ~ 16 cm B, #
FL 25 4 R A 4 ) AR PN AR A S R BBt 25 0 e ) 3
TR/ ), 2 fk £ B 25 2 B A 388 T i 386 K . B
WKL 16 om B, L 27 K £ 4 AY ELAR AN
B RBSA R, A AN, ORI TE
Yy NI 5 T RR AN 1 58 4 B AR HIK 1R
PR -, BRI G , BT DAL 4 ) AR SIRE R
2, A FHEAOE B R, S Je kAR B e s h
T3 BOY B 25 4EA0M 5 B 5 202 AU 25 00 14 R,
TR VA TR i (R TS T3 2T Ak B AR AR /N il o5 £ 4
MIESREE I R o 55— T By SR G, 27 4E 1)
S AR U, (AT 2 ] B )k 5 55 % 52, T
2 LN 8T | W 11525 By N (E e 9 - EB fy NE
—EREEIN, B G  B ECkE B R S K, st
VN, FL X SO A 2 A AR/ N | B el A
AR/ BEA LT ARSI S K AN T
Pk FEGiEsEE R 16 cm,

(3) HE X E£FHE 2] o

HL 48900 9,13,17,21,25 KV, 95k i 434
h 18%, ZiitE R 16 cm, 2 A 0.8 mL/h, #E17
L2722, A5 £F 2 B ELAR AR 53 RS $E i A An ik
W& 4,

*F4 BEMFLEHZN

RE/KV CEEERR /om HAVERREC A /()
9 776.9 02257 1131
13 7276 0.2238 117.8
17 681.0 0.2092 121.9
21 498.0 0.1352 127.3
25 541.0 0.164 115.2

M 4 RTLIE Y FER R 9~ 21 KV I, e
AR LT YR BRI AR S R A A F S A
T/ I, 42 fi A Bt FEL T B TIni e R >4 v o

it 21 KV B PR R R e, L 2 9K 2T 2 1 AR
B R B R, T fh A AR /N, O Y
25 72 TR HU /NS, HEL37 T AR FHARES , SR fAS
002 e S Y A2 NI 1 s X2 2 T
R, 41 Y 32 DMK B R Ml A 550N, BT LT 4t it
IKME2E . WG 95 22 e AR AN, SR AT A Jom sk 38 o 3
T, T EASET S B AR AR /N B AR AR S R BN A fi
FAAE R A5 BN IR S AU I AOR T 2 H S L
Mt 21 kV B, S5 Az BRI A ) [ifS s £
(A VA TR AT 55 Sk B B o, S BORt b A R YT R R
A A AR S R BN . 254 RS T 27 4
BRI SRR A A A5, e 2R 21 KV R
KL

(4) G T AR

25 3 43 % °4 0.4,0.6,0.8,1.0,1.2 mL/h, Zi ik
[t 3 Bk 18%, JitE Sy 16 em, LR 21 KV, i
TrEr gL IWFS A7 A B AR S R B0 A
LA 5.

x5 HIEMFEMFM

Zig/(mL - h?) PHEAE /0om EAEERRE B /)
0.4 608.4 0.0808 121.9
06 681 0.0720 138.6
08 702.7 0.0908 124.9
1 760.8 0.1198 121.8
1.2 7476 0.1459 1135

M5 LA FEY53 N 0.4 ~ 0.6 mL/hif,
i 2 LA 7R S R AN 25 3 T80/ , 94 K 2F
A B AL A e 27 S TG R xR
Sk BT B P EEL S 2 A ) S 3 1, B AR AT
AEA5 3 i A2 A o AR /DN s 97 R B AR, HAREKE
M HAIS) . MYEKT 0.6 mL/h LIS, B T°%)
P, S R Y St B R B AN e A
AT AER A B RS A2 0, AR A AT PR AE
B, 45 PVDF £F 2 B0 7K 42 fih £ /0N, K
RET I, LB 2% HARW S E S AW ER,
I AEHERGH B K F-5E 2 0.6 mL/h.
2.2 v R

(L) [T fy ST S LA HT o

TE B P 2R S50 1Y JE Al 1 BE HH Design Expert
8.0.6 Trial & i1 {4 147 e N7 181 73 B i 6, 0 2 52
i) # FL 27 PVDF B8 1) A 1.2 45 . #1I FH Box-
Behnken [ HC 2 A SERG IR BRI T DU 2 — /K-
3 20 AL £ A I N7 T 3BT L, I X S g A
AT 5B, Hordr 29 MR R AT oy 2 28, — 22
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A PR, BRIV 72 e R A4S DR R TR ) = HE T
A7 24 A IR B 2SR A R X

A F R E A 5 W, AR TR R 22, 95T

K7 HEZFRHHEEFTENGESN

TZERIR - CFOIR AmE r F{H P {H

TR 6,
#6 MEEMEWIZITRER
Fre A/ B/ c/ D/ . E@iﬁ b /
% kv cm  (mL-h™h) FEHK (@)
1 18 21 16 0.6 0.066 7 141.81
2 19 20 16 0.6 0.1289 137.68
3 19 21 16 0.7 0.1097 138.05
4 18 20 17 0.6 0.0996 138.73
5 18 21 15 0.7 0.0813 139.14
6 19 21 17 0.6 0.1217 137.8
7 18 21 16 0.6 0.0684 141.47
8 17 21 17 0.6 0.1073 137.39
9 19 21 15 0.6 0.1094 138.31
10 18 22 16 0.7 0.0958 139.26
11 18 22 16 0.5 0.0755 139.76
12 17 21 16 0.5 0.0903 137.9
13 18 20 15 0.6 0.1003 139.34
14 19 21 16 0.5 0.0976 138.02
15 17 21 16 0.7 0.1070 137.29
16 18 21 17 0.7 0.0815 138.76
17 17 21 15 0.6 0.106 9 137.67.
18 18 21 15 0.5 0.0704 140.04
19 18 21 16 0.6 0.0699 141.47
20 17 22 16 0:6 0.1190 137.79
21 18 20 16 0.7 0.0952 138.75
22 18 22 15 0.6 0.0983 139.76
23 18 22 17 0.6 0.0948 139.14
24 18 21 17 0.5 0.0735 139.38
25 17 20 16 0.6 0.1260 136.97
26 19 22 16 0.6 0.1312 137.44
27 18 21 16 0.6 0.0695 141.67
28 18 21 16 0.6 0.0691 140.9
29 18 20 16 0.5 0.0829 139.6

als

i 0.011 14 785x10* 11532  <0.0001

A 1.47x10™ 1 1.47x 107 21.6 0.0004
B 2.79x10° 1 2.79%x 107 4.1 0.0624
C 1.16x 10 1 116 x 107 1.71 0.2127
D 5.37x10* 1 537x10* 7896  <0.0001
AB 2.16x10° 1 2.16x 107 3.18 0.096 3
AC 3.54x107° 1 3.54x10° 5.2 0.0387
AD 5.29x10°° 1 529x 107 0.78 0.3928
BC 1.96x 10 1 1.96x 107 0.29 0.5999
BD 1.60x 107 1 1.60x 107 2.35 0.1475
CcD 210x10° 1 2.10x 107 0.31 0.5871
A2 7.88x107° 1 7.88x10° 1157.32 <0.0001
B2 2.97x107° 1 297x10° 43681  <0.0001
(oz2 4.79x10™ 1 479x10™ 70.4 <0.0001
D2 2.45x107° 1 2.45%x 107 3.6 0.0786
F4  953x10° 14 681x10°
I AU 8.89x107° 10 8.89x10° 5.62 0.0553
2 6.33x107° 4 158 %107

eyl 0.011 28

F 8 EMAKERAFENTESNT

FEKW PR AdE ¥or F{A PH

FIHH Design Expert 8.0.6 Trial &%t 3 6 AR
BRI T Z o0 RIHIG S SIS BN A 4k AR 7
FECHEE A X T ISR ZE 0280 Rk E

AR5 5 280 =+0.069+3.500 x 10°A-1.525 x

10°B+9.833 x 107'C+6.692 x 10°D+2.325 x

10°AB +2.975 x 10°AC-1.150 x 10°AD-7.000 x
10BC+2.000 x 10°BD-7.250 x 10 *CD+0.035A%+
0.021B2+8.594 x 10°C2-1.943 x 10°D? (1)
$Efilff =+141.46+0.19A+0.17B-0.26C—0.29D—
0.26AB-0.057AC+0.16AD-0.002 5BC+0.087BD+
0.070CD-2.69A2-1.20B2-1.05C2-0.99D2  (2)
TR IR 7 55 8,

A, 2 P <0.01 B, RO 1515 7 e HE 355

24 0.01<P < 0.05 B, #& Sk Inl 05 5 72 & 2 5 24 P>0.05
F, B [ 5 RS 25, P>0.1 i, BB IZ 4 F %

Y 55.2 14 3.94 66.85 <0.0001
A 0.44 1 0.44 7.41 0.0011
B 0:36 1 0.36 6.11 0.0165
C 0.78 1 0.78 13.23 0.0269
D 0.99 1 0.99 16.82 0.0027

AB 0.28 1 0.28 476 0.046 6
AC 0.013 1 0.013 0.22 0.6431
AD 0.1 1 0.1 1.74 0.2088
BC 2.50x107° 1 250x10° 4.24x10™* 0.9839
BD 0.031 1 0.031 0.52 0.4830
CcD 0.02 1 0.02 0.33 0.5735
A2 47.0 1 47.01 796.94  <0.0001
B2 9.39 1 9.39 159.22  <0.0001
(o 7.13 1 7.13 120.84  <0.0001
D2 6.32 1 6.32 107.13  <0.0001

Flax 0.83 14 0.059

PR 0.35 10 0.035 0.29 0.9499

R 0.48 4 0.12

SN 56.03 28

M) 17 1 A &5 SR 5 A/ B9 F R 115,32 f R
R B AR WA X RSO, W T
BASSF ZBORUL, A, D, AC, A2, B2, C2 & HE ZEAYA5
RUARTE . HLH145 R 2R S i ) R /NI ok 95 7 > 2
L4 TR R > R > 2. BB A A DG R Bk
R?=0.9914, 2 HH 1 {0 Rl B 2 2 [R) 1y B A 96, 3
AR A] DL ZAR R QR LR e S U T L 45 PVDF
R A T 2 B T

N 8 I, AR F (B K 66.85, 1X B IR 75 %A%
RIHAFEEZ YL, /NT 0.0500 Y P {157 W R R 15
JERER . EXFEN R, W TR AR, A, B,


杨超


BEER, S B TR IR AT D 47 PVDF BT 2 Ak Bk Pk 75

C, D, AB, A2, B2, C2, D2 {2 i 0. HAIKHE
SEMA R R NI Sk 7 22308 0 et 535 > 25 > HL >
S5PE . RN, 2 4PME S 0.949 9, F R B I 11, B
RIS PR EZ RIS AR 2 b R AHSC R B
R®=0.985 3, < I 5] {0 1 L S {1 =22 1] 8 A 6,

HARAESFRE

~

16.00 2.4 7 18,00
C gy 15507 17.50

"715.00 17.00

AT ATz A s A T L 97 PVDF
JRER e AR T 2 T

(2) Wa ¥ 45 SR A HT
R A5 10 VA 7 2 53 o0V L e 7 T 3 B P R 45
LRI AR UL 1 R 2,
1.00
0.50
@ 0.00
-0.50
100700 050

-0.50

-0.50

a—FL R ZT TR 7480 b—2 AN G it e 0 s c— 2RI LT 5 d—207 RN 253k ot 7 4
P 1 ] DR AR S 2 A B4 e o, T 1T 2 P 5 g 2k 4]
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Hefhsir / (%)

Hefhsiy / (%)

Hefmsd / (°)

Heffiy /()

a—HLU RN BT 2B b—2i BRSBTS 45 c— 2RI ; d—207 i A2 i Bt 73
Pl 2 AN ) DRI 060 i £ 582 ) £ T A 2 T R 25 g e

AP M S A ph v R 26 ey AL e o S AT R AR , AR R R R  SE T PR 3 R B EAE
AR B 1 DR 2P RS R 7 TRBRBE R, TE s, P 1 T AR, LR TR e A
WA TS 2 P S e T4 IR Z I 2SR £ 2k A T AR 78 S 2R J5OR 2 fi 3 Mk
GAEHsESS , MmN AT, AR RSSO E AR AT AN I B 25 F R R 2 5 k340
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BEER, S BT RN IRTE: AT D 47 PVDF BT 2 Ak Bk Pk 77

(RGN AR A2 S ZR 52 /N fil 71 728 K TR T
— 0 10 Pl PN B R R 07 8 e R 38 R AR
75 S B N b A AR T, 22 ) RS R W
SRR R LR, 23 I AR AR 2 R K
FEE Rl A A8 /0N AR 2R S e AT AR S R, BV R
16 21 KV, JEE 50 18% f . 5 /MR IG5 m £k &
AT LR B, L HS R It A O BLAR AR S R ORI
A 1028 BAE AR 38, 3 R BRI it
A3 H T BRSO B GO R P BV TR T Y 4
TR B 23 B2 i FEL 277 2236 45 AR OR £ 4R 3R
PERR . LR B3R U 2 22 5 B8 B, F 9 3% P i
A HL 4G R H e R S R T ) R e L 2 R
HRFIE AR LT 4, (H 2 i R RSl A5 fa 1k
FHAE 38, S BRI P 43 AN 58 4, S ATE L
SR E AR B ph P 2 A i o A R DA
MYiHE (15~ 17 cm) F1Zj# (0.5~ 0.7 mL/h) Xf 4}
K EFHE R BAR S 5 R 5 R/ B R o 55
e 2k P SR A (IR 156 I &5 B A 205 ok 5 ml, R o o3
B 8] A AH EAE P, 5 32 B2 R R 7 e R —
HYTELL S , ZiE I H 375 B /0N, R/ INOU) Ha 37 P
Ko AR /NG 22 DB 2R i | 24 gk
1 KT, A L 3 A R K B H i TR
AT RN 3 2L A s TR AN I, 5 3t AR 01 5 o TG 1 o
YRR WL L BRI IE A o oy bl 25 N 27 R
{14y i 7 T i T ) DA & I EE(E R 4 16 em K
PN 0.6 mL/h,

(3) AL

R T ik — 25 W AR S A, XX (L) He— By
T 5 505 T F I % ¥ 15 . A= -0.175, B= -0.054,
C= -0.091, D= -0.620 ; %} =X (2) H — K 1 5 %k
45 7 T P15 . A=0.029, B=0.064, C= -0.127,
D= -0.144,

AR, BAR AR S R RS B o B R
DI, o LA A X I A7 8 i 28 AR B et T2
s 5T A 581 17.66% ~ 18.25%, Hi, [ 20.88 ~
21.22 kV, 5 15.73 ~ 16.56 cm, i ¥ 3% i 0.51 ~
0.59 mL/h, MIFHEMHN TESHEVER, LR
R ECh 18%, HiJE 21.06 kV, 25N 15.8 cm,
PEVR N 0.6 mL/h, BT B AR AR S R ECH
0.066 7, 4% il /1 &y 141.49°, N T UESZ FUM 25 5,
DI E T AT I E R 3 R, S P EHZ
A 5 ZB0CR 0.067 2, 42 i ff1 4 145°, FINAE 5 5 bR
B Z AT R 3LA 1 UE R RAT 25

3 #ig

(1) XF 5% el L 2 PVDF B B AR 285 0 A0 T
AEAI LTI o3 K0 PR D5 AN 2753 DU AN PR A T
BADK RS, R IRET 4 AR S PEARBE STk 9
S L R 2 S ) 8 0 S el /I I A T 4 fih £ i
YA S HE | R ORI VRO EE 3G T Se e R e
Wl I s B 4 BTG DL e A e R 27 VR 5 7350
N 18%, HLIR N 21 KV, Z5iHiN 16 cm, JERUE
0.6 mL/h,

(2) #] H Design-Expert 8.0.6 Trial %X 14:, Box-
Benhnken H.0 2 & Btk AT ISR B AN SE T4
i, DA B AR AR S 280 S 4 ik Ay DA i 7 £, 2 Sz (w9 7
RERERY , K L5 W Ak 3 R 2 W 2T 4 A R f
R N ER, IF X i 25 PVDF B EAT 1 XUE
b (B S R RS AR ) P Ak, A5 R 2 G5
MUK 18%, HLHK 21.06 KV, 2 15.8 cm Kl
WBOHJE H-0.6-mL /h Bif 5 T LG5 BAR R 2] Hgik
PERCAT Y PVDR iR

(3) 1ESE PR Xt IL T2 HEAT T B0k, 153 2 #
i PVDF [ ) BLAR A2 53 2 %0 0.067 2, 1% fil 1 Oy
145°, SRR FRNE AR 228, 458 O 2200 W, Bt
S AR 55 S BRAE 22 A1 A AR S B W 5, o . T
Brigin; 113 # i 25 PVDF B TR T 7, B
A —E B S BRI RE X

& % ok
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