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RESEARCH ON PRETREATMENT AND FUNCTIONAL
MODIFICATION OF SILK FIBERS IN DEEP EUTECTIC

SOLVENTS

ABSTRACT

Silk fiber is widely used in high-end clothing, home textiles and
composite materials because of its unique natural luster, excellent wearing
comfort and biocompatibility. Pretreatment and functional modification are the
core processes of silk printing and dyeing processing. In view of the problems of
high energy consumption, fiber damage and environmental pollution in the
existing pretreatment degumming process and functional finishing, it is
necessary to develop an efficient and environmentally friendly degumming
process and functional modification technology. Deep eutectic solvent (DES) is
a rapidly emerging green solvent that can replace traditional organic solvents
and ionic liquids, and has broad application prospects in fiber surface
modification. In this paper, choline chloride DES was used for the treatment of
silk fibers and the efficient extraction of natural pigments, respectively. The
effects of DES treatment on the structure and dyeing properties of silk fibers and
pigments were investigated. Through relevant test analysis, the mechanism of
DES treatment on silk degumming and dyeing was further revealed. In addition,
DES treatment was combined with BTCA finishing and used to modify the
function of silk fiber to explore the internal mechanism. The specific research
contents and results are as follows :

(1) Silk pretreatment process and its mechanism in deep eutectic
solvent system. Different DES systems were prepared by using choline chloride
(ChCl) as a hydrogen bond acceptor and ethylene glycol (EG), urea (urea),
oxalic acid (OA) and oxalic acid dihydrate (OA-2H,O) as hydrogen bond
donors, respectively. The physicochemical properties of the prepared DES were
analyzed by pH and viscosity characterization, and used for degumming of silk.
The results showed that the degumming rate of ChCI/OA-2H>O DES reached

III
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24.5% at 90°C for 80 min, and the whiteness of the degummed silk reached
60.1%. Compared with the urea and Na,COs; degumming process, the

degumming time was significantly shortened and the fiber damage rate was low.
Combined with SEM and XRD analysis, the degumming mechanism of DES
was dissolution and degumming after swelling. The diameter of the silk fiber
expanded from 9.6 um to 11.2 um, and the sericin layer gradually dissolved to
complete peeling. The intensity of the B-sheet structure peak of the degummed
silk was enhanced, and the diffraction peak of the silk I structure was weakened,
confirming that DES efficiently degummed through the synergistic effect of
hydrogen bond destruction and osmotic swelling while retaining the structural
integrity of the silk fibroin.

(2) The deep eutectic solvent system is used for the extraction of
natural pigments and its dyeing properties for silk. The properties of the pigment
solution after DES treatment and the color properties and wearability of the dyed
fabric were analyzed. The results showed that ChCl/Urea DES could achieve
efficient extraction of chestnut shell pigment, and the extraction rate was
significantly higher than that of the ethanol method. The chestnut shell pigment
DES extract was directly used for the dyeing of degummed silk with excellent
levelness. The antibacterial rate of the dyed fabric against Escherichia coli and
Staphylococcus aureus was as high as 97%, the ultraviolet protection factor
(UPF) reached 42.26, and the transmittance of UVA was only 3.71%, which had
excellent ultraviolet resistance.

(3) Deep eutectic solvent pretreatment combined with BTCA was
used for anti-wrinkle functional finishing of silk. The chemical structure and
crease resistance of silk fabrics before and after modification were investigated
by combining ChCI/OA DES pretreatment with BTCA finishing. The results
showed that DES etching significantly increased the surface roughness of the
fibers, decreased the content of C-C bonds, and significantly increased the
content of C-O/C-N and C=0 bonds, exposing more hydroxyl active sites and
promoting esterification and crosslinking of BTCA. After modification, the
weight gain rate of the fabric increased, the whiteness and air permeability
decreased slightly, the crease recovery angle increased to 164.8 ° , and the
crease resistance was significantly improved.

ZHANG Hui(Materials and Chemical Engineering)
Supervised by WANG Zonggian
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il o

FEGRE Tl A, HURE 70 R IRANG BRI « FARPUR TR A AR ARG R
FEMWAE AP H SR VIR Ao SERME AT T a5, FUROKIE T
BRI 7 AE LT AE UK 2 N AT, RANMERIR U 57 S 9, an 7R
LA AT BRI B DL R TS AT BRI 5, A B AT B PR RS 491, TR,
HI R IR G RN fr 223047 B, RENSAT ROORAN LM VEREA AL BRI . Guo FEPIAK
PG IRAETE 3R (GSP) X 2 AT Yt b3, T GSP 5222 IRl 2 A HARH,
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N YN T =L DATS'S
K7 T2/ GSP A LAY 8RB A 4E N6, 1m0 &1 GSP 2UTREA 4R, W1 T
wmLLFFA MBI ThRE, HEKBEE, PR Re 13— 0. Borah %5 A$E H—FhrE H
B/ 7K R R F SR SR U et e 2 R T R 0700 S5 R R I, 7K AA & R R L
WM EZE . KEMMPUAETE, R oW EE R IFmPimEEtt.

B PR ] 5 A WU A S ENPTEE R . AALPURE IR EECRPY, HX 2
TR 5 ) 1 BRI B A7 THT R o 171 B8 22 81 75 3R I JC LGN L a] AR 7 25 24 A R B4
e . Gao 25PN CK AR B 22 2056 2 22 SV 330 AT 3 THI o0 DA AL A B AR 90 K S50k
(SNP) , Frifil&mIThetE e E &4k (FSC) , BAAXMEPTEEM, 4K
R R BREE . R B A B S BR B HI 250 51008 99.98%. 99.90%F11 99.85%. Xiao &
SONAE R FZUT (ALD) FARER 2 EIH LTI ZnO gk, WF s 1%
i, 2 800 IX ZnO YA EIF AL [ A 22 AW R AL S BT VERE 06 K AT B8 40
PR Pl ELARS ik 15.160.9 mm, 0T 4 18 6558 %) 3K A PR 4 B Bl AR A 3] 17.840.7 mmee AH OGS
BN 1-4 FioR.

- = . = = = = = = = = = = = = = = =

Violacein
Dyeing

N AsNH,
_—

Silk fabric Silk with vio.

[ Ewcoli. [0 Sanreus. Candida albicans

M3
Wil
kill bacterial

= * * % =
i ilk fiber  #* »
a* Sl , ]

* e (@ Bacterial

o e e e mm e mm mm e mm e e e e e e -

-

- e e e e e e e e = = = ————

Kl 1-4 Zez bt D Re A RSkl (a) B8P 2 R IEAL 5 1 Ag SNP il %% BT i Zx 22 214153,
(b) ZnO HAK 0 Fx 22 AW BEAT BT bl e 1 54
Fig.1-4 Examples of antibacterial functional modification of silk: (a) Preparation of antibacterial silk fabric
by in-situ synthesis of Ag SNP modified by violet®3; (b) Antibacterial modification of silk fabric by ZnO

nanofilms>*
1.2.3.3 WL R
I 2 BV 0 R S 5 I A, XA I, GBS 7 2
AL . T eeERLPiatERe, FIAREADIRE T 2Rt s. Bar, suaicklt
WHEINEEEA M. KRR REWIR BRI R LRI — BRI E LA 2L
ARG R 51— Rl A AT BRI 2 22 AT e R AT AR B, 3 i L N S5 A 11 A
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SENE. AR, XK INIEAURE T LR mpiakrtae, mEORRE 7 IHRIRE
A MENETE N

Liu BN =R EH (CNC) MWz £ = 4R (IDA) ISR B RN il %8
RIBTAH) 2, 4, 6-=%-1, 3, 5-=MEATAED 1. 2 M 3, PSR 7 FER B 122 Bk
TER, DASCT T WIS =R IR SCHERAUR, B R a2 (A b B, BB JE i A 42 23
VBB BEORRE R . R AP K GEvE R AT 45 Pk . 7 RN 1S5 00 T8I A BROBUR 4
v B S U LA TN 2 22 A AT DU R B, A AA S, ok, ST
PR IRIE, SRLAYERAE T 2 IR, B 57 2 23 0 T4 el 2
79 285°, WWATALIRIE AN 2100, Wrdadk SRR L) 100%, FFHA RIFRIZFMME A —
SE I GEE . X T HE B YE, JRRBAREK 7 — M AE AL I (R 175 00 T 169 s FH 12 )
ZROFENE . Jiang ST R =M HEAZ IR AR (CAD | 1,2,3,4-T Kt lUR IR
(BTCA) 1 2-BMEHE T $i-1,2.4 -=RER(PBTCA)N A L2 AWAT AL R, £ 0 R RiE
BEAb Ak Al 52 22 RSBk, Horp BTCA AbFH 234 S H % v O 185 5 R4 48 ] 454k
PBTCA AbPH I 7 22 MR 30 HH 0 e (R FEAAYE e, X Z3W) BBt 4P A 1 B2 i 250K 2 ) e
No ARSI 1-5 B,

- o R M e M M M M M M e M R e e m m mm

4 N
L~ ~
! ! CH,COOH il
| | €l Navr < o IN/ Ry Ny K2 1: R1=R2=Cl, R3=N(CH,COOH), | |

. ) : e |
| | \m \l/ \(_'H‘('{)(}H \"/ \l/ 2: R1=Cl, R2=R3=N(CH5COOH); - |
| : \r i \r 3: RI=R2=R3=N(CH,COOH); - |
1 ! n={).8-3.

" . Cl R; | :
I
! l, ol
: b e e e e e e e r e e e s ke s e e s e e e n e s s - |
| i Formaldehyde-free crosslinking \ I
1 \ Polycarboxylic acids SR nnnnnnapnnns !
| ! G S o 1w o] il
o il i B8 1
" | ) ) 0 Alhee “ I _ I
T o A Ly snnnhnnnananions
1 i W o e
| I " 3 ca BTCA BICA 11
: |
: | 1
| I I :
I 1 11
! |
\

K 1-5 BLMPUETHRECEM CSLH: (2 2, 4, 6-=5(-1, 3, S-=HEATEY 1. 2 F1 3 B Al Hia
IR A B (b) FIRIR 5 2 22 B AE Ik S ML ) o )
Fig.1-5 Examples of anti-wrinkle functional modification of silk: (a) Synthesis of
2,4,6-trichloro-1,3,5-triazine derivatives 1,2 and 3 new anti-wrinkle agents®); (b) The process of
crosslinking reaction between polycarboxylic acid and silk fabricl>”]

1234 BLEIMEINIEHR

KV EA BE P ERINRIER, BeA RS Bk 24005 o 725 WAL 4Es ksl
SRR B 5 26 2R DR LI B IR SR AR B B M BB 4 32 i bk . T2 412 FH T H B3k Kl
H T BB R, AN BARN R R, Tt A 22 302 s AR 408 R,
X ER L2 LI IAT PR AN AR O . H AT, RO R B = B A — K
2 UK IR A G N OB RR IR AR USR ;s 0 — R DL . RS & E
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3 MWy N TR R DATYS'S

FAA NI R A S BRI, ) =3 5 3R R 1, A RCKs 58 A 2R B W AE 2R 2 M9
R PR @ R R LRI T b, ABAFAE T e B AN AR

AT FE s REoR, R RIR SR A N a 22 A5 LI 5710 UV {4 . S 2100
NI VUL RAE AR, SWEE THATHEG RN, Hl&ek% s )L REY R
(C-Fe) , FEXITeZIWitiTdett, HPrgIMEERe ] RAETF, UPF (&L 72. Xu %%
(o1 AT FH B R 3R SE B AN IE A SRR R B R IR L2, it — P RHZERFEH
TaRa2ZYNEREG M, PREEREY, Rtz 2W)0) UPF {H4 38.23, JLth 541
VIR SN B PR RESE T, SR SRAMN B I BRI,  UPF fER T 50, ik 3 14842k
B4 7 i B AR o DA SR 2 AR I FERE I I iRk & RARGURLH THEZR 2 I 4
FErE el T B R CL A 2R S i 1t 2 [F1-OH, i S 5 4T 4 il M S A B 45
[ By A DU gk it 7K 2k ] 55 2 0 2 4 R R B R AR K 4 AR RS, AN B R4 (i e
A JE T BT R AME B B B, UPF (A2 40 DL o [Ftk, SR RIREL MR FIR Y
SR 22 [PUER AMERE, BEFMR OSSR 1Ak, BT AR AR, ALK
BHE R I ORI U T2 N, B WOSORT U SR AN R R W B 3R . Cai 5199 N i
e RN FREEIEHMERIEN, BEEBIMINYIK Si02 (Si0-NH) £ B & 22 41
F, GMESWIRIPTERAN RBOTIE 60, Zad 20 IRPLI, UPF {EABREIRIFLE 45 £ 4.
Cai S\ ik R FH SR AT R R — S840 BR (TiO2) YRR BIURL B 2 28 7= P AEAS A e 1 2
2, HT T, 52 REAN T ZMPIMEAEN, TiO 49K 7R T 23 5 H TG
%5 i S a-MEHE I B-HT B IR AR, oM TR 22 4SRRI, BT S R I S K R ]
Iy R ) 548+33 MPa Al 16.7+0.8%, H. TiOx-1%E I #x 22 P L Ak i fe th 5 5] T 1R
TPk, TESRAME R 2EE 3 /M )E, WIZREU R 15.9%.

o m mm m m m m mm e e e e e mm mm mm m e e e e e e e mm mm e e e e e e =

‘. ) gm:C H, particle

b ,., CoToTITIT. '6_0'(; LT LT LT LT Tt oT T IT o T T, . :
. |
1 1 1
I / _\ P
i £ 400+ . [
= Y 1

I = ‘ > I
I - 5 1 :
. Le  £200 ’/’ ;o
L L
1 i 1 1

CN 0 : . - T

. ...k 0 4 8 12 16 L
\ \ Strain/% KA
LN ke ke e s mm s =k ek e s = s = s = s = s e s e s = s = s e ke = = - 4

______________________________________

K 1-6 FLZIPURINNRESMEM R SEG]: () FILBIHIZIK Si0 ith 2204 (b) AR



TR TR K 200 2547 18 5T
e TiO, AN KUK {1 2 22169)
Fig.1-6 Examples of anti-ultraviolet functional modification of silk: (a) amino-modified nano-SiO»
modified silk fabricl®¥; (b) In vivo absorption of TiO> nanoparticles modified silk®3!

1.3 RSB TR H A4 i T9ushy ~ H
1.3.1 {R$LiEA TR

RIIE %57 (Deep Eutectic Solvents, DES) 1 N—FhHi MS A IR, HFEE
PABG A NUAE RIS TR, BB RE M IREETE . B AR E TR R 471
TARRE T o
1.3.1.1 {REISHFIRILERR S 572

DES & HH P i 5 22 M [ A VR 5 T2 BB 58 4 TR ISR, £ — B A BRI, B
) DES B A SAKIE A, 2B A A (hydrogen bond donor, HBD) FI&{ #5714
(hydrogen bond acceptor, HBA) i AH ELIAI{E F /) &5 & 1 B XU 73 5 22 2 /IR 3 A
Wi, HBD GUERENZ. Bk, BR. BELLARIL G5 ; HBA WEZEEE . Z=HEEE.
KURH B 1 RN 73 TR fon,  HHAG 5 B TR AH SRACL IR 5 fidg e kL6667,

_Type I: RyR,R;RN*X- + MCI,
Type II: R;R,R,R,N*X- + MCI,-yH,O -
Type lll: R,R,R,RN*X-+ HBD
Type IV: MCI_-yH,0+ HBD
i _ Type V: Nonionic and Molecular HBA + HBD -
Class I: lonic-lonic.
Class II: Molecular-Molecular.
Class lll: lonic-Molecular.
Class IV: Metallic-Metallic.
Class V: lonic-Metallic.
Class VI: Metallic-Molecular.
1-7 DES )25 (68]
Fig.1-7 Types of deep eutectic solvents!©8]

DES A M B T AR AR i Re e, BT OA H T2 5. MR i
KA R & DL R AL S T RIS, 5 TLs AHEL, DES BRfir. AIAEWIRE MR, RS,
DES &)L FAF & ax i bR, e domg . AMERNE. Atk wfrst
Ve AEVIBEAREAMRERAS, BLC N AR & FORER I . 90K kLG i DL b A
EE 2 AN

(1) B& LAURPES A
(2) HHLE A
(3) AR AT B R A 25 A
(4) AL DES 1E v B Ag iR 7 i BRI 7
(5) MR )2 RSk .
9
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132 REEFFMRENA
1.3.2.1 {RIEISE IR

DES #2 HH & LUl (1) S5 52 A A U it sl i 20 & T UM AUT ER 2 TR R R 4 B
BRI WAV Des S FER G T v 1 DL ST S ROV e 1k S5 Rl ) A 3
e 0, o, BT IRBESE ) DES & MR 2 —, BERHfFE AT R
PREE . CnEALRERRD R LAY (&gl &K EY I e E s atAss)
AT R ILIER AR R0, FikEE CF 0L DES s 545 1-8 frs: W
JHBEZE DES FIE A A A 1-9 Frr) .

DES Raegents I\I;I::?J Structures
Choline chloride:Ethylene glycol | 1:2 HO\/\OH
O
Choline chloride:Urea 1:2 )k
H,N NH,
O
. L L ) HO
Choline chloride:Oxalic acid 1:1 OH
O
OH
Choline chloride:Glycerol 1:2
| | HO OH
N+
HO” TN 0

1:5 Cr
Choline chloride:Lactic acid 1:9 \H‘\OH
1:10 OH

11 Q
Choline chloride:Malic acid HO
. OH
2:1
O
Choline chloride:glycolic acid 1:3
HO
OH

1:1

Choline chloride:Citric
acidxH,0

o

o

o

T

o
S .
T
o

2:1 HO

] 1-8 DES {17315 454
Fig.1-8 Composition and structure of DES
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Hydrogen Bood Donors
HO )k
H,N NH, "on HO\)\/OH H,N NH,
Urea ethylene glycol Glycerol Thiourea

O 0 0
HO oH )k
H N
’ o )\/ OH T Mk
(0]

o 1,2-Propanediol .
Benzoic acid Oxalic acid 1,1-dimethylurea

? 0

NH, OH
OH

Butane-1,4-diol OH
Benzamide 2-Hydroxypropanoic acid

¢} OH O
O 0]
HO
MOH
HO OH
OH (0]

Citric Acid Adipic acid

1-9 # WM IBESE DES & stk
Fig.1-9 Hydrogen bond donors of common choline DES
(1) #EE 5 (Tt) . DES [k S (T — AL T-38°CH] 150°CHIX H Y, H.BE

HEBEERMINGE, DES i%ERR B & .

(2) Wfftk: VEMIERE R, ReRB IR MY, SR A ST B K
HMEBE T IR B VAEY) .

(3) MifE: —MAT 10 & 1000 Pa's 2 [0, ZEIHHL5 . RALHI AR ESEZ
HERMILEEA, 8RR

(4) Tt BARRSHEMERE, HHSREEE 0.1~10mS-cm™ ' 28, HHL
B2 DES BB M FER R L msgm, —fms, A B, SHrERehE .
1.3.2.1 {REIEHEFIINA

A NIEFI TR, /s BN R IR RE 1A R A iR, (HE
A R A S Rk, JFHAESER, NHEER™EG 5. K X s
FUAALIG NN T N g R RS, X AR SR BRI i 7 AN rT 2 . Bk, @)
TE—MER, BamBRTE.
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RILIEVER, JCH R T IHZEN DES, EBIH B KR X EIEFIH %
A RARER, AU A= EGEFER M, I HEA RGN R4
YAV . BT UAE AR B B R WP 7 BhrlF st mr kL, i 58 A 20k
ARG G, (EBERT SR R . DRI, A ATTRH BRI 6 0 375 551 8 A [ A o 1 % 8
NREEBERIIFTR, LSS IR R A R A 7 07 =K

(1) ZEHUSr @4k DES 1EA#T AL, i R S LA A 77 T DL 2 FhRe it B EX
A AR Bt &, Hd, SALIRTRIE N HBA JEBH) DES L8 iE B2 S iR i
F A 22 By 1A 250 777> 731, Cegledi S84 AR SALIERR/ Hil (ChCUGly) DES 57
T A B W (R P A 5 B R 2 B PR R R IR (HCA) ST, F15 30% L REHEE T
AT, 45 R 3R] ChCl/Gly DES BA 0 7 i fiE 14, DES 1 HCA & &4 180.80
£ 765.92 mg/100 g, HHH &N 96.70 & 531.08 mg/100 g, HHEL T Z 4R G & &
KI$EFt, H DES b6 & et 7 4%, SCHL 7 DES X 2Kl . ZMmian)
EARAE ) B o Hikmawanti S5 AR F BRI 3R SES6:, SRAT 17 MASIE] (1) DES K4 B
%1% (Pluchea indica leaves) H 1 Z MBI . WFFLLE KK, ChCl/Urea 7EH2HL
46 Y SR A A AN SR B A 7 T R I . 5 50% CEEAE 9 7 B HE B A
b, B EE U Sy A B & 2o A0 1 1.2 £ F0 3.1 fi.

(2) AWl DES v A B I A AN A AP o b TR oy, AR A%
BREAGETANMER = 5. Meraj 5570 R H S AIRHR/FLER (ChCIYLA) X ZLRREF 4t i3k
ITHUACEE, AR EE K — SR RMRA4ER (MCC) , FFFEEE R, %A
TR MERR T ARG KE /AR BT R PLFYE R, WS T4ERMAE. i
PR AR A AR B AT 2 IR 77, TR T I ROE T amtge, Eat, AWeEsm
1) 245 S5 AR 1) 4% Pl i MR RE 2T 4k KA RE . Yaday 5070\ 3 St 4l Bh G4k HEL B/ A A TR

(ChCVCA) XEFFATA] Z365% (CPHD #HATACEE, TEdbitfErh, AR M sk
AT BED, R HEER, BT 67.3%0IARTNE, Fris 2R AR (X0S)
FERN 52%. Fu 2808\ G@ it #H = hs/ Hl DES 5 &ALEBR/#EZ (ChCl/OA) DES 3 [7
TEF T FOKFERT, XSHEEATHALER, W4 KRR, DES IRAYINL 7 RIAEW, &5
T A YERBGIIR] S, I B SRR AR SRR (TR o ik B T 89.51% 41 75.43%, #
PR G I BOKFEFTH T OB KB, P&k H] 73.35%.

(3) MEHE B S DES TEM BLG ie olo i A e I H R AR 35, A R
KA AR R TR, O3 m R B A HESh 3T AT R IR R T RE T #7717 Xiao
SN —Fh LT ChCI/OA DES X HG £ oKTER (WMS) 3T Ab 3 DL £ ¥ 9K Fr

(SNPs) [«H b R 7, Z5REFW, L 2h HJ5E, WMS [FIHIEE & 28.7%
BT RS 25.2%, 455020 EEE M 6.38 nm Jk/NF 5.57 nm. Luo 2589 A\ @i Bl ik Sk
B/ 2.l (ChCVETA) DES X KA BT 2 BT IR, Hil s 7 HA RIF ik
AR E AR ZGOKBRL (LNPs) , ¥ LNPs B N ] AWM )5 (PVA)
Sephrp, Bl & AR A R R I AL S R RE, FLhi{5REIA F] 82.5 MPa, WiZ AR
IEF) 103.3%,  [FIFHL A 5 1 58 A 2R FHL R M AN st s /K Pk . Wed 258U R &AL R 2,

12
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¥ (ChCVEG) DES 1E MM ANJT, 8k 5 RIAE & N, £ SiOa 2 1 J5 A A= i i
TAPT A1 DHTA 3L 46 & B AT G HIHESE (COF) , Jf ik i 5 - I 2 I B AE
COF@SiOx RIMEM T BIGIR (PAA) . 45K, A& PAA/COF@SIO, & 44
EHEILH LLILA COF@SiOx ARNEE oItk i) P fe Al AR € 4 .

(4) HLALS R FH AT : B X n] R A AR YR I R SR B4 K, DES Tk E 2 CO;
TR AL 2 AL B 22 050 . SR B AU . Tong 502 Nl id /£ ChCI/EG DES Hin
AKs PC CBRERAMGEE)  SL R THIRD =i Res LA & F F B AL 228 i CO, 1R
GRS REW, PRI E BT VR PC AT SLORE I HH LK B B IR M SR ARUR
b5 PC F1 SL I, Ag BB 0 FL 2 FE 73 il A 1.7 38 021 8.0 F1 5.3 mA/em?, H. FEc,
{E 1L 90%. Aschemacher 25 AR & By /AR (TLa) RIS EFIE MR 2 B
A E (MWCNTe) 78GR, R F N T sk £F 4Ef il (GCED e, LAty
A HAL AL RS . AR R, T Bk iR 2% (DPV) BESZE 0.004-0.1 U mL!
(1) 78 Bl PR A6 ) - 76 67 S EE B, AGIUBR M 0.0013 U mL!, EEMN T KEZHIE k. Li
S )R N-F B OB AN A (=4 T R Rt ) R P G4 (LiTFSD & /& DES, Jf5
SSH-PEPEA #7541 & il & — Fh PR FE R B S GW HLfiR i (DSP) 5 REf51E 30 min
N E 3 R IR, BRI A CH AT SET=4 s/g) .\ i B 1 H S % (1.1x1073
S/em) AIFEHALEHE (4.5 Vvs LVLIY) , HA BRI R #E & MR B AT .

(5) {40 4538: DES IR AR AL S AL 1 B sy AR e I3k AR e e
AEAYREA . PR S AN 2 AH A SR USRI V2 ST 7. Zhou Z8 ST AR
WRERTES (CAD FERSER/H I (Bet/Gly) DES HIZE MR A (KA XHE HEBHATHE A, 45
B 55%Bet/Gly DES BHIEG1E A CA RN, 24 CA fEAK T 60°CHIIREE T A2 12
h, HRE T4 96%1)iE M. Noro 5B NIk T 3 FAN[F] DES: DES1 (ChCl/Urea) .
DES2 (ChCl/Gly) . DES3 (U T JEiRib ez /KM , LUK 3 FiflElilE CKEhE LAO, &
ERTE LCR MUE I LPP) , 1E & B T IREE (SFAE) WIRMAT, BFFtE K],
LAO 5 LCR 5 DES3 WA & Ret A 204 AR # &%, T LCR A1 LPP 5 DESI [4H
GRREE, 248 h MG, HEPE OB - Bl 80%. th4h, DES2 5 LPP ()4
EHAERN 24 h Ja AP Bk 5] 98%. Shaabani 25087 A\ FI| ] Ugi-4CR J5 E7E S AL A7 82475

(GO) MBI FFBLIZELA, FES5MYPKRT (CuNPs) FALA K T BA msr MR
Hr R K AL 55 (Cu NP-carboxamide-f-GO) , SR JG 3t —D7E R &K Fe;O4 0K Pk
(Fe;04 NPs) LUHI#% i Cu NP BBz -f-GO@Fe;04 45K 5 &4kl ¥ ChCl/Gly DES fF
9 CAN %2 AHEK ULLmann MR, 45 REY], 9PKMENH]S DES =4 1 9 ERN,
Fem VAR M RCR,  HaZz ik 5 ReAE BRI B SIS 8] P SEIIH N-2 340 & AR i
FEEIR N-75 FEAL B
1.3.3 {RIRB TN ELFHE M TS PR R
FE 458 AR D o RE I 6 2 Bk, b B4 A 22 20 4 i sk B 0] A E P e
(HETE . FRERZW B 7K XS T e otk 1) s DL S Th e A 4E A il 4 o AE 21 4 Ad
PR AR RO A RE A IER, SBOREAFWIRHEANT S KL, 51k
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T AR AR I . FH A OR BTG T B SRR H AT R G5 2 X ey G )
R AR OTT 2. L, SHRATHRRSE, RIS AAMEH BRI H 2L

RILIEEFNE N — P R SR 5], BRI, BRI S & s, JF BAE SR A
SRR ERER, BE& RS EMAEYEAEYE. SIS E SUAMaT %R,
A AL N T Re AL, HETI4E S 1 2R YRR RN ST 7. DAL, HES(RSL A VA 7
FEAEI TH R, AMUFFE SR EafiliE &S, Waea g STk R 5k
i o

(1) LA BLARPTGEE - ANEEW L2008, BERSE
2 mEMIN TYERE, BT RS tt., ., Bucciarelli 2588 \ ¥ ax 22 4F 432 U AE
A 0.1-0.5%NaCOs Vi, Al e LR 4RI LR E A, R, XM IEAE
IKFERE, H IR A 2 2P YR LS5 1) AU RE . Wang I NIRH — P\ EP H
JR S FRL B SR e D BN T 2 SR AR e R R R B R e, He T 22 vh R AR 1
JRE AS BN 47.1440.90 mg/g, fE/KEK 1 mM Tris-HCl1 M (pH =8.0) 1R % H M
REF & 2B, SWBRAL, BB 22 3 B 5 G 1 5 B AN B U (1) 71 5 P R
FHIRSAGI W] 1-10 B

__________________________________

@ m s mmos mm s mm s mm s mm s omm s R s wm s M A M s R s M A W s W s s ~
/! ’ N A\
ra, - DoE Statistical T
: i o Optimization c
| o
I ! Fibers b
! I o
| : - o
| I " - 1 |
I 1 . _.:_ 1 1
1 ] @ ) I |

I ; —
| . Factors: - Yields: |
I Time N ok ) . Degumming Ratio' |
1 iTemperature | -r;;'f"| [ > Molecular Weight |
! NazCOs Conc. 7R “ Crystallinity P
: Volume ) gy Mechanical prop.. 1
R T o
1 b e e e |
1 / e Preparation Application | 1
| ;
1 | . MSG :'[::slinl system ; ' :
I . |m—- " Bl — Cenome L
| ! ! :
1 | 1
L N
| ! .
| Y
L |
1 ; [
I | Silk gland o
| : b
1 I [
| : 4

I |
| v I

110 B2 FAERUMIBIOMI S0 (2) NaxCO: WU T-ZEL£FAE LI, (b) Z 8 1 IBRCHT
S )

Fig.1-10 Examples of silk fiber pretreatment: (a)Na,COs solution for silk fiber degumming®®l; (b)A new
strategy for cocoon self-degumming/®’]

(2) RERLAYER RIS : SRR IR R, 4R Re R T H 2
REPERE, IERESRALEE I N AT AETE . Ying Z502 90 \ @ i ChCI/OA DES 14 £ %F 3.
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B2 (PLA) £H4E 0 ER ph 0 F0A0 2 e e B [ A PLA 20 4 (1) 32 ThREURS B2 AN AL 220
PR FE RS, ST HEUK A SR KA, TR T AR = IR Gy v e . 2k
DES [&UEE (b ARS8 2 7R v UL FIEEL PET 28R Es MR R I, 5 S AL #4850
AL A KA, I Ik 54T 4 3% 1 45 14 B4 S SR Bk R e RS HE R 4% . &
ChClI/OA DES e AL PET ZIMR TR 0 AT OB K A A, 4R 4E3R T
FERS BESE I, AW 3G 5, KA AR 2K, PET RIS R KIRHEF. Zhou
00\ R HEAE S (NaOH) 5 ChCI/OA DES FHZ5 & () Al 45 2 H 1% AL 7124 PET 21
VBT AL EE, ZF4ERTH RS (COHD FIREE (-COOH) %, &F 4k M MR RS 5 1
. ERATERE (CA) 5REETILEREE TERE (EGCG) Mt 51 PET
W), SEREFW, 2tEE, FEIE (MR) B 0.41%8N0E] 0.64%, 234 K& mAs
NSRRI, HIAFEE MRS A S m . A SSSEFan & 1-11 Fros.
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| I choleon —100°C120  chcionapEs 1 1
. |
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Y (9 ARt N !
- W Lo
1 . B0°C/1,2,3h 1 :
| I = .
| : DES 1!
I | [
| \ PLA Do
I : s 1
| b P L R LT R - :
| .
| ! v
! 'Hlfdf ophobic Hydrophilic | :
| I" tatic accumulation Antistatic ) |
: lUV transmittance UV protective I 1
- (|
| . ,

R |
= = RN
| | 7 bl . L
| I 2954 ke I |
| ' PET fabric i Surface activation  jj Crosslinking Modified PET fabric I :
| |
| { Lo
\ . 1

N i /
Bl 1-11 REEZF4E DES /K etk:s2fl:  (a) ChCI/OA X PLA SE/KE Y (b) NaOH £ ChClI/OA

Xt PET AT BN
Fig.1-11 Examples of hydrophilic modification of polyester fiber DES: (a)Hydrophilic modification of PLA
by ChCI/OA!'; (b)Modification of PET by NaOH and ChClI/OAP!]

(3) ThA r,/\fF%EI’J%J% BEE R AR R E, A2 7R H K,
ARG R I AR YERE b, IBOP SR . BrEAh. BRI, IBAIRIESEZ ok IIRe,
RS T IREST LR RIS, HONGISURTELS T P Ab. B2 AU I N
FBEE 7 IR, Chen 52 AR ZnO 44K & A AE RS 2R 2R T AL A2 BT TAR (1) 7
1, 1E ZnO 9KAE (NRs) RJZF4W (ZNRC) HHMIm 5% — FEmEE b (PDMS),
il & (R 2R AE JE FE b ml SEILEIR R B, 727 AR I RGP I REGSA AR, BA
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MBI TEGE . Gao 203 N H K T -4/ AL R (PPy-Ag/AgCD 9K E Ak
AR AREZW), DA SR GRS R e, (R IFSCAE SR T A B, il 4
WZThEe L EA RIFMPTEEY, HEIHEZNRHEEZRE (1.73kgm2h™) ,
AT EAKAER, FFRZ S B (RhB) o HEE (MB) AR (MO) HIBEMEZR
IS 3] 95.2%. 89.1%H1 91.1%, HA RGP MIERE . Yu SO ICKR R ) LA
XA L SV AT OO, A T R B RS M TR 22 W) (CAT@Silk) , Jaf
BT FeEli, B8 T 2IEL4W) (CAT@Fe@Silk) , WIRAIEEH 23.3%$2
= 35.1%, 220 KRG MEARTE 32.4%, EA DS HIBLIRI Ak, HAMEDT &
B[k B 67.74, HA RIFHIPUEINEMBUETERE . He SN DIA 2 2 43k, &R
BEEYERLY, DL 3-FRIEEMIER (3-CPBA) NI ], 3- (2, 3-MANEE) KN
fElt (GPTMS) AR, RARFLAME S A G TR ARG %25 HWH T SRR
BLE, P o R K T 2 B A R R I T A R R AR WLk AT
REBE R RE ST, BN A S h B AR H B TR 25013
REVERE R 2 OB g UMD N U M BE R T 1 BE, T s Wik S R A, JFH T
B, AT AL, Fril B0 RS AR L2 T2 Thaetl .

Xu VN K FH ChCI/OA DES 44 52 21 TR £1- 4 2 T , 38 i 21 24 3% T mT B2 8 1 =25 1
A3 B 7K D) B o 5 R A [ M B b AR AR T, AT A3 A 1 R R KA 24 . Yang
2607\ Kl ChCI/OA DES 14 R ZIh 25 22 4T 4 3R TH, N 4ERRIIRE B, W5 22 e is
T MXene X & 22 I TIR)Z, S0 T SSMXene FIEF- 4 2 8] ) 2F [ St 45 4, Bl
F F M-silk AN B H B AR (0 00EE SV PR RS (2B R NI shsm i ek gD 5 i
HEBMRFRESE T AR . Li 0SS H —Fh i & IE AR - B 27 BR 2 ik
BT AL AT R 5 204 DES, JE R i A RITHE S (ROP) £ HEESHMH EAE
M (o, SEMIAE , FFRIFRRE 7T BA RIFGAEMERINZ IR S T EIRIEN
VAR Tk

s 22 % SSMXene IRZZWICT;  (¢) HildJF K DES il £ ek AR08
Fig.1-12 Related examples of DES functional modified fabrics: (a) ChCI/OA etching to prepare
superhydrophobic cotton fabricsl; (b) ChCI/OA etching silk to prepare SSMXene coated fabric®”; (c)
New development of DES to prepare flexible conductors®®]
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S N YN =L VA5

14 ARXARER. AEROFI=
1.4.1 KX B

b NATTRE AT RREE & SN AE A5 AIF A B ST AN BTN, 2 22 R i AL B R D e i ik
W FEARE T 2 B M . AL AE N — RN E A AR 4E, BA LR AR YA BRI RF &k
R AL SN 7R A MO T R EA S i, AGIN T AR 77 A, IR 1 135 G
bEAE “Rroklg, B BEAERRRRSRAL, FUIR S BN ORI B A LA A 22 1) 5K
YERE JGEAT D Re I O 78 B B R BB S s SCRIS i . DAL, ZESRRT 264 T A
WAL 2 22 AL B R DR B, AU AT DU R G T AR 2 0, I8
RedtEsh 2 22 M KL S LD ReERT A P i I T e R R

NI, AR S B TR SEE B R =S B AR

(1) HAFAALTZE DES WAL #r 22 21 4 1 /E AL 5 AL B R s (R 2%, ddast AR
FEFNBS (A5 T 2280 &, Tk H & N & 1& 1) ChCI/OA-2H20 DES X 7 22 £F 4 3t 4T ik
B, MECIRER  DRERIAI R T2, BRI )4, Pl 2% i I B e 22 21 2 52 40 A% 5 PR

(2) R0 DES X RIR R YR FEIU R Fo0) 78 22 Gt M RE RIS, JFX et i J5
e R BRI KBRS AR IEAT I AT

(3) KH DES #iisb# 5 1,2,3,4- T keI (BTCA) WhlAIFA, HR#E DES X #x 22
YR L ZVER, IEIR BUER T R LA 4L ThRet, BT L4
JRE FH Ak .
142 KEXHIARAR

NS ERTE T B AR, AR SO LR =AM TR, B R A A N:

(1) PAF SRS (ChCD 1ENEBEZA, DER KAV, HK. L F.
PR A SRBER ) 25 DES, ARAE SCHRIGE 75, TE I HE 26 4F T 20 il il 2% 1 &AL
AEB%/ 2. —F% (ChCI/EG) . SALEBH/JR & (ChCl/Urea)  SALAHAR/HEEZ (ChCI/OA) .
SALNERR PR — 7K A4 (ChCI/OA-2H0) PUF DESs; KA pH. & BS54 5 ¢ DESs
BT AT, R — DA EAE AL AT SR TAE SRl . & A DESs 7EAH [F] 2614
X I 2 A YERAT IR AL R, IR S BIE IR ER . NaxCOs it IR 7 22 4% Eb 7 #fr, X EE
W5t DES BT J5 8 2 A 4E MO IESN . 12 BORERS S/ )24 kR, R DES 1k
F B 22 4T YE R, 19 0] DES X 2t 22 21 4 it s 104 F ML

(2) RIFE R R T RN R PIE I 22 i et fg: RS
2, AR A RIRHIE 1) DESs W HAEAH [F] 56440 T ATV MR AL B], %18 &5 3& ) DES 1 &
A RN R, IRIT DES Wit AR A2 4500 . JGIERHE I f2m . ORI R iR
& BRI T 2240, A DES A RIR AR MR AE, BRI TAENLH], HRAS
RFa e M R YL A 22 HE4T Yo th, ¥R 70 DES ACFEXT 2 22 YetavEAE i sEm, d8id K/S.
)Yt S R RN e PR REEAT RAE , JEXT G ta TR 22 BT ERA . PR S 1 REREAT A AL 204

(3) RIFEFI T EE P [F]) BTCA T2 Mg KA DES W& 244tk
AT Z0h, nar4eRm AR, Bl &a Re M B E AR R BHER T

UL ThEetE . R H SEM. FTIR. XPS. IhfetE it b o2 4k BE § 5 25 22 2R 1K)
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WOWTESA . A LA DRI T 150, R4 AR DES ¥ [ BTCA {EH &« N {E
B o
1.43 RIRXHIBIFh=

W FR =IARRIWTTE, AIRSCEA LT =008 A

(1D EXEGIRE S BRER NI SCRAR S AT 4 4 R4 ), B ki R T
T SRR/ R — KA (ChCI/OA-2H,0) K DES KR, ZA&RLE 90°C. 80 min
R AN S5 N R AT SEBL 24.5% I, HAEIRE 60.1%. W5 EP, DES{ARA
AR B AR R T RST8], i ik HCBhARR R A OV AR R 1, A SRR T 22 R AR 4R
FERE, RN E 7RI SN, AJE S hRe it BaE T R 4F ALt

(2) AW EIHT MK ChCl/Urea DES 14 R 528 1 AR R 58 €0 & 1 B SR BUR &
2 ARGt . WHFERKIL, 1% DES 18 RAVIA EE B 5 5 1) 10 28 A U A0 B
fRfa e, B AEIm I Hoo A 22 2T 4 IR K AR T e e AR, BB R T IR S 2T 4k 1
ATy Geta iR F, BRI TAIRAGHENMLELX, HA45EERERE%LSE,
MR T et A e BT /K BEVERE o bAh, B IR RIRCE R (W R -DES W R T2 2 £ =5
hie: PLRMBImPERE, X ORI A0 4 B 68 4 BR B B 2R =0k 97% L b, [RI &
FITE T SR AMR B RS, R TG T EThRE R IR, NS Z TR
i KAt 7R

(3) T AL2LTYE(E DES HIZITHACR, # ChCI/OA DES it ¥ 5 BTCA # 3
FHEE G, UL T B AR RNEMFIVERIN. & DES tittfE, |LA4ERMILE
ARG N, R NAL S Z, EEALE, BTCA #t— S4B TohRE B, 547
YER I BRI R AEERA N, TERL T 3SRk 2s, $m 1 & 2 3B v e .
I BRI T R ANy 15 1 B A 22 21 48 1) 5o o) A SR A SR, i ELAE 3 3L
JRLFH A0 BT B E T Th B E R
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F 25 REBRBFRRTELATLIETZRE/ERHLE

2.1 5|18

FfR R ez A i R P 22 g R B S . G AT IS ZE A R, M AT AN R R H
brelibrf e h RS e, dmigAHAEADEEE. B, R TELNR TER5
RECAHYFEE, (EFFEE R ZI TR R 22 I d e DA RIe . I s A 1
&R /. T DES VEA—F# B PRI, EPDRI SR cr: « JiE 2 R 28 % B S5 A
MHTZ

A, AREE SR T WA A FIER G ) DES H T X 22 22 i iR, $kidk Hf1E DES
MEAR R, JEdt— DAL BB IA . R B A]. RAIRFT T DES Wi AL B Xt 72
22 VERE BRI, IO TS DA GE . X 2R AT ST SR i Ay 22 i i A 22
HIZE AR AT T VAT L s[RI AR B 22 1) 1 B OB FE 2 N T %% TR LRV
T RS T U K R 5
2.2 LIGERSGY
2.2.1 LIEHRRALEFRT

SEIGARL: Tezdn ), HRBUNR LG mAR AR AR, RESLIGFT KL
LIRF IR 2-1 Fios:

%21 LB E b KA

Table2-1 Main chemical reagents in the experiment

AR S ENIIE
HANE R AR MR IR A
B KEW AR MR IR AT
R AR MR IR AT
LTI AR MR IR AT
PRE AR MR IR A ]
PUEZVIN AR Z AR IR A 7]
FEIRN AR MR IR A ]
BRI AR MR IR AT

222 SEHFERR
S S8 BT FH R 5 A 4 R 2-2 BTl e
2 2-2 SIS

Table2-2 Experimental equipment

WA WS C R
{8 L AR PR 2T AP TR IR Prestige-21 H A Sy A 7]
MU REENITREER S Datacolor 650 2 [H Datacolor /A 7]

H X LB-48B TR TG A A R 2 ]
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TR TR R A S
* 22 LI E &
Table2-2 Experimental equipment

X ERATHHX D8 ADVANCE o ] A 2 7 N
SR RS VHX-970F ] A 35 - A ]
LR ! YG (B)001A BT K HE G SUR AR AT
pH B G X PHS-3C I CEBLEA A B PR 7

2.2.3 RILIFBFIHOHE

BHARGI & mAR: DLEUIRCA SR 2k, 2Rl DR —KEY). R, LR R
FONEE A, IS B BRI E A N, BT EIRR AR, 1
90°C NPk VG IE M, M43 4 P FIERBRME M ARBHZE DES, /- Jlid &R 2 —
Bg (DES-1) . SACMEB/JRE (DES-2) &AL/ FEL (DES-3) . SRS/ FLRR —
KEY) (DES-4)
224 REBBFIRLWBER T ZS8MAL

RPN 2 g 222, 7E 90°CE M TR BT T/ & P DES ' 1 h, ##25 DES
JRE LN 1:50, R abER i () DL SR AR N H AR &, 245G MR ik i fE sk ie 28,
ZE T KBEGRHFE S R T AR s SRt b BV 70 2 22 ot e A 3R ) s mm A, SRRy
TR IR . NaaCOs X & 22 AT AL ER, AR Ja R AR A 7 iEK e, BT, ARl
2.2.5 REBEBFITRLEENER

2 FIR B b, Sk — DR SRSV A B 2 22 TR E B RO, BB B R E
N5 g/L AEE K B 2 22 AT AR B, S5 FIAR R oK, B, .
2.2.6 M5 FRAE
2.2.6.1 BRERE

DAMET PR A RAE R 2, WA ez 4 vy LKA J5 1) e 22 B T-HEfE v, M2
fHH, 05 AT R R R E IR, sl 2-D) -

p=""" 100% @2-1)
m,

X PAMRE, %: mo IR TE, g m ABKRETHE, g
2262 BHEE

FIFH LB-48B ZU5¢ e A A 2240 v« iR 22 KRR IG5 A e 2 AT e A
(Rasp) MHR, Kz 2 44k 3SR, MR RS —80 AR 2% S NllE
s BOPYME: BRI B B E bR R 2, TR R 3 S
22.6.3 HiFEE

FI| FH Datacolor 650 7 €2 JiC G A3 0 2 22 40 Fr + R Jise 2 22 o B Jise F V22 1 2 22 1) e B 2%
HATIAR . M2 S 505 8 D6S e, 10704, P v 400~700 nm, KAEFL
£ 9mm, WA 5 K, BCFHIE.
2.2.6.4 WHRRMIR

I FH R SR BN R Gun B 22 PO ST 3RAE, WS40 A 22 I OWL I 3 45
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G TR R

Fo BAREREWT: WAt B TE3r b, R, SR A RS e 7 e 3¢
TS .
22.6.5 EHEMITHRLTINEIEM IR

KL GIE BT, 7E ATR B3R IR AT G 22 i 2 850047 L, B
SRR 4 emt, FAREIRECH 20 IR, BEGE N 4000~400 cme!s
2.2.6.6 X-BHE& AT HHMIR

K F D8 ADVANCE X- ST AT HHX, % e 1l J5 7 22 (R 25 df a5 A i AT Ik, ik
Cuka#l (A=0.154 nm) , & E MK A EFHIF S 74 40 kV 130 mA, AT5 %G 260
N 5°~500, AP K 0.029/s, A E 2°/min.
2.2.6.7 N1EMEEEMIR

218 GB/T 3923.1-2013 (G724 ZARr itk REEE 1 &850 Wraai /) AN 2 K 2R 11
ME (REED ), KEFFREL 0.005 g DES-4 i IR A% 22} NaxCOs B G2 22 FE i, 4 FE S
WP KK E N 60 mm LT 4ESE AR, 7€ YG (B) 001A LT B 2F 4 g A ML BT IR,
WHB RN 50 mm, P HEE N 500 mm/min, 75K 7784 0.5 cN/tex. BRZHFE MR 5
K, BCPME.
23 BRE5WTiIE
2.3.1 A°[5] DES Xf#&&22 B B M BE AU S M AL 12

T8 2.2.3 (1) )79 % tHRERS S DES, HFEAME N 2-3 fis:

% 2-3 JHF#E DES ] & K HEA TN
Table2-3 Preparation and basic properties of cholinergic DES

e RN SRR YiFER Rtk pHIE  AE (mPas)
1 R~ KEY(OA2H,0) 1:1 1.46 131
2 KL (ChCD R (0A) 1:1 1.25 1375
3 L (EGQ) 1:2 6.75 65
4 RE (Urea) 1:2 931 118.9

SCU6 A R DES YINETRIE I, # WA 24 h, DES EME AL, FRULK
JEABRAK, &I DES BAT R ESE M. Prifl & (1) DES 1) pH {E 355 SCHRIRE AR — 2L

DN B i B U B 22 1K) DES AR &, RIS R BRI E E BB DES St 2 22 fid [ A
Xt LS ge, ARYE BRI ERERDEEE R W 2 2 I R, BEAT LB E R 5 A
&M DES 1A & 5 A& AT

80

b 80

70

a

70

60
60

50 |

R # 1%
S /%

s0f g% —o— mu

ChCI/OA-silk 1h

—o— TR

40 ChCVEG-silk 40 —*— ChCI/OA-2H50-silk Th
ChClUrea-silk CHCIOA-silk 70min
N —— .
30k o— ChCI/OA-silk ) — ChCI/OA-2H,0-silk 70min
—a— ChCI/OA-2H,0-silk 30 mes
2 »— ChCI/OA-silk 80min
—@— ChCI/OA2H,0-silk 80min
20 L L L L L 20 | 1 ! 1 "
400 450 500 550 600 650 700 400 450 500 550 600 650 700
A Cam) FEEK (nm)
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TR TR K 200 2547 18 5T
2-1 AR DES BUR A 2 I R Mi2k:  (a) DES MHFCHEAM P& 2, (b)) AHEE
] 2% F IR PE DES b2 #x 22
Fig.2-1 Reflectance curves of different acid-base DES degummed silk : (a) Degummed silk under the same
treatment conditions of DES; (b) Degummed silk under different time conditions of acid DES

SR 2-1 () P, EAHE RSB AT, BRIEAR £ 1) ChCI/OA . ChCI/OA-2H,0
it JI2 2 24 (1) S S A BT T, T AR &R ) ChCIVEG A P44 & 1) ChCl/Urea % 25 22 (1)
IR R 2 o [FII, SR ETREAS [R] B [H] 264 T BR 14K R DES % #ix 22 fEAH R FE . ¥
b6 F R iEAT AL, 4 2-1 (b) FizR, ChCI/OA-2H,O DES 7£ 80 min 45 1F N i filg 75 42
S LR

BE— BB, I 2-2 (a) + 2-2 (b) Fizn, ChCIOA-2H,O DES 7E 90°C.
BN 1:50 Z61F FALFEZR 22 80 min Jim BRI AT A BiZ AR R BN A 3E AL B 444

b 80

a sor .;»"’Jw o oee
e i e
70 % oS5 o Sad 70 - "JA,'J“«?‘*Y 2

—o— A st T
@— 70°C 80min 1:50 40 F
—a— 80°C 80min 1:50
—9— 90°C 80min 1:50
—o— 100°C 80min 1:50

—o— W J5HE
—o— 90°C 80min 1:30

@— 90°C 80min 1:40
—a— 90°C 80min 1:50
—a— 90°C 80min 1:60

20 L L L 1 L 20 L 1 L 1 L
400 450 500 550 600 650 700 400 450 500 550 600 650 700

#H (nm) #HK (nm)
[ 2-2 ChCVOA 2H,0 Ab¥E e 22y s et 2k . (a) AFNRJEARF A Z; (b)) AR AR 2
Fig.2-2 Reflectance curves of silk treated by ChCI/OA-2H>0: (a) silk treated at different temperatures; (b)
silk treated at different bath ratios

232 AR I ZE T E&LMREXT LS4

FESARAL IR AN, K VYRR AN [ L v 7R 0 2 22 AT e, A T Z 22 i JIR 28,
S5 2-3 Fras o i R 3 M ey B 89U 43 53l DES-4. DES-3.DES-1,DES-2; DES-1,
DES-2 A3 a5 22 [ i IR 2RI T 20%, EWE BRI, 580G 22 T i,
FJREIET DES-1. DES-2 1 pH B2 78 6.75. 9.31, Mg, ART 205K
MMM LR . 52 AFRZ, DES-4. DES-3 MAVAFSRIE, "L REH M
VR, [F)I DES-4 fUEMKEEE (131 mPa's) BE{KT DES-3 HIRE (137.5 mPass)
X T A AR PR RS P55 e B A R 50 22 s B 1 IR, WA 7 A e e R R B 2
.

30

25 1 24.5

10 9.5

DES-1 DES-2 DES-3 DES-4
K 2-3 AN[E] DES AbF 7 22 ) i e %
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Fig.2-3 Degumming rate of silk treated by different DES

Ntk — %] H DES-4 %o 7 22 400 35 19 J0 JI 3805 AR SCHR[99]H i idk 1Y) JR 25 1 NaxC O3
e T 25 It 2 BEAT e, MR A, Bk R, ERWNE 2-4 Frx. 5545 3k
RGN L% AL, DES-4 X222 i R T IR 2, W [ 4, 2 B #
22 JR R, R R A 22 () FE ARG NapCOs iR 2 BAA m B, W22 )i
WRBR IR, %) 22 R A it i — e . B 2-4 (b) 7R T DES-4 J Na,COs i ik #x
22 R ST 2R, 4 NaxCOs iR 5 A 2 Wi I 78, X 504k 2 F il il 22 e F8 B
T A SRR — 8, MR, ARILIEIE TR R TR A 22 2 4 )5 ) . (R Bs 22 il
R A2 AJEE, 115 DES-4 Bl %22 (I EE M br#EmZ N 4.3%, IR R E
2 AR AR ZE N 5.0%, 8] 7 DES-4 W &2 BB LT, MR BN L REE
UF RV RE, MR EI2T.

a g — 80 b 600
Ji i % 71.6
20l E1RE A 170 S5 —o— DES-4
63.3 o4

ol 60.1
< 50 -
‘m‘" 40 L
=

L 28.8

0 24.5

20 18.4

10 - .

0 ! L L 0 0 3 6 9 12 A 15
DES-4 RE NayCO3 Wi A /%

Kl 2-4 ANFTZAMARLGILE . AL () ARLZ TFRLBKE. AEE: (b
ANF T2 A 22 1) 5t g ith 2
Fig.2-4 Degumming rate, whiteness and strength curve of silk treated by different processes : (a)
degumming rate and whiteness value of silk treated by different processes; (b) strength curve of silk treated

by different processes

2.3.3 WSRO
KSR IR GMEE T IR TS 2 W OIESR, 45 R 2-5 Bos. 4y
FerdE (K 2-5a) RIMTAFBONRKEO, A N L2 I A AR SIS s £ 2T 4R 3%
JRZR L YRR BARAE 9.6 um /ity ST RIMIEIERIIZIEIER], ATk E THK,
WL FEMA B e 22 2748 (K 2-5b) WEARZION 11.2 pm, KRB E] 1.17 14,
I H S B 2 4 e R DG4, IR 23R 28 i S8 2 LR

(a) Zx228 A (b) M fisd A 24
K 2-5 TSI A 22 I TOW TS AR 1k
Fig.2-5 The morphological changes of silk before and after degumming
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234 RILBAFIRE BRLREEH T
X BB T 1A B 22 2T AEEAT 2NN, 2 2R 2-6 s . S22 bt B
A 224F 1520~1500 cm'y 1230~1220 e J5¢ B ST UEe 55 J52 Y S0 18 5, 49568 2 B3 28 45 44
UEDOL 1021, Z 22 4F 1400 em™ BURFAERR SO0 B S8 3 T 1440 em! AOMRFAEIR U, i of - it
e L2, 1400 em! (IREAEL U 55T 1440 e FIRHIEWR I, W] DES-4 7] LUK &
22 ) 22 i R ELLRRT O,

I
. 1510 =— 1
Ji Je 7 24 L1400

1111227
[
|

1440

4000 3600 3200 2800 2400 2000 1600 1200 800 400
P H/em:!
Kl 2-6 A2z Fr Kl i3 2 i 2 A0 i ]
Fig.2-6 Infrared spectra of silk sheets and degummed silk
2-7 INH IR T G AR 22 1) X B ERATHT M 26, mI A, AR 224 28 4° b AT HHE 5,

N R GAFAERT S0, Foh, 9,198 20.5°40 2 22 R T SARFAE AT G e 30 1041, g 22 o
FAELLRT MNLL I 2 Tk, WML, 2230 SIS s Sies, KRB
Hr 22 R 22 KT SR LEBIPREAR s T R T Jm e 22 ) 22 300 SE AT i OR AN AR, (HIE SR
JER TR, RIBEIF RS 2 R E AP LRI 1AL e,

120.5

5 10 15 20 25 30 35 40 45 50 55 60
20/(°)
Kl 2-7 Zweedp iy S i 2 22 1) XS 20T o it &
Fig.2-7 X-ray diffraction curves of silk sheets and degummed silk
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2.3.5 REBBFHBELZE MRS

[Kl DES-4 i s 25 22 117 1 AR 0BG , SESR 3 — DR FUARSLIA VA A5 B XU UKIE A 78
L2 RIFEIR, S0P RIS R 2 22 1) s ik 26 J A BEEAT IR, S5 RN 2-8 . & T
ISR AT L2 BRI R, TR RN L bR, SO R A e Tt dt—
R R IK O R Ze 22 AT IR A AR, 22 (W S H 60.1%3& 2 62.5%, HEKT
DES-4 Xt & 22 (WIARIE R, 4R ABIK, SXEKZERESERE R, X5&2 4
PTG RO ZR AR — B, DR, RIEIA R BRI BT A 22 R U
KIEH

—— WL )T

—o— kA 42
30 ¢ —o— FRH-Ji z 20 |
20 1 L L L | 10 -
400 450 500 550 600 650 700 0
Bet/nm Ay i #e e EEA-R A
Kl 2-8 AA TEABE A 22 S22 L AR : () MR FRIZE; (b TLFEMT
HE

Fig.2-8 Reflectivity curve and whiteness value of silk treated by different processes: (a) Reflectivity curve
of silk sample;(b) Whiteness of silk samples

2.3.6 TWLBRISHLHIERE AR E

K H ) ChCY/OA - 2H0 (RIS AR L IR M, HAEE N 131.0 mPa-s, FENIFASKAET
IR IR B e T &R 24T iR . T ChCI/OA-2HO AL AEFIIIR e, &
L YR AEVEIK, BRIV B IRKE 1.17 1% (LT4ER B AR ChCUOA-2H0 k3t
AR 9.6 um KRN 11.2 um) 5 BE—2bHh, ARG FIEMLr, XK H
(17, B0 22 22 RIS, PR T R A 22 s 1445, R T ChCI/OA-2H,0 k3t
VAT BURA . BRI IR L IR IR RE T o

‘ T8y
P = —— i Vs e —
‘ 90°C Fit i
T i 2h ~ 90°CR0min ~a
Tins t ] \
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| i e £ memmma Ty 4
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Fig.2-9 Schematic diagram of the degumming mechanism of silk
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24 KENE

(1) #it& 7 & AIER/ R & (ChCl/Urea)  SALIHE/Z — B (ChCVEG) . &
L RERR/ /R (ChCUOA)  EALRERS/ SR — /K &% (ChCI/OA-2HO) PUFNAS [E] B 5
[¥) DES, 7t 45 & B ChClI/OA-2H,0 DES H T 1Mk, £ 1:50, 90°C, 80 min
I AE T B R IE S 24.5%, HAERTIE 60.1%, HERE. BRI T2, Bk
[M4EHE, 223U PR ERRAG, ARILIEVA I e 3 S M s A

(DA FIR B R RIR, W A 22 2 41 B AR R R 9.6 pm 2K 2] 11.2 pm,
R 22 R AR O e bR . SaRH L, DR At 22 1) -9 B 45 1 I i FE 1Y i,
silk T45 MY RTSHIIEAS SIS, silk TI45 AT HHIEAT A & A2 281k

(3) ARILIE L IAR 5 I AV e P, BB R i T 22 2P 4RI IK, I 1
IR ISR LR, RN, AR E 2R ok, RIS S5 K 2 18]
(RIPpEE F E— 201G 0, (1S IR A 22 1) 3 AR 31 B 35 R T T
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ST RAER i X
EI3IEF REBRBFGFRRTRACRENIRMEENBLZIWREE

TEgE

3.1 5|8

TR0 2[RI AR WA 25 1 B A 58 A P 4R P 1 52 BRI 22 (1) i o AR, AR SRR
TIETIE SRR FRE e . ANV B S i), ORI 7 HAE Qe T2 )iz
LR o AR FUARFLAR T 76 AR BE 5% 65,35 1) va R A FH B AR 2 22 830 Gt Hh (1 7 FH 2
R AFHEIE ChCl/Urea DES #HUHR SE5% (1 3 S BB At 22 R kAT B gesiss, wf
FR[E 4 J8 Tt G ORI, 3R Datacolor MRB At br. M/KPEMERE. PUE
VERE P SRR AT DES $2EL 8 RIS AR T8 2 30 G VR RE IS o 1P B 2
72 AR SR 5 8 R R OB I A PR S BRBEREAT 0 AT, DUVPAG &8 SR n 2 B Refe It &
2 LR BOR . AL, IR L A YRR IR S 20 o2 B AR R ARt R o A 0
NAHETETEX, $ET+ GBI B S Qe R . 1% AR IR RO T 2 I K
PR AT R S RSB R R 2 SV B H B S R .
3.2 SCIRERSY
3.2.1 LM RMLEFRT

SEIGATRL: B SRS (TS 5 AR Fargiy (120 g/m?) | &2 P44 (78 g/m?)
BTN EI AR A R4, SEI0 KN 258 T K . AR 5 S8 A B A6 54X 70)
% 3-1 e

2 3-1 U EE LR

Table.3-1 Main chemical reagents in the experiment

HAFK ki K
FACRHE TR AR ZE M AR AR A 7]
PR AR ZMAEA RIS A IR A ]
LB AR Z AR AR AR
i P AR A EMAN R AR AR
E AR AT AR ZE AR AR A
BN AR 2 UM AEAC R A IR A F]
AR AL UM e ke 4R A BR 2 =)
WERER A UM e ks i A7 PR =)
il A A WM ks 4R TATBR 2 =)

322 SLWRE
A F S i Y ) 2 A AR 3-2 P
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Table.3-2 Experimental equipment

W44 TR BT HeFET R
H TR S-4800 H A H 7 A F
EANAT W3 e A UV-2600 SRS
7 B AR LT AR IR Prestige-21 H 2 82
£ e gAY Datacolor 650 2 [H Datacolor 2 ]
R G O TG16-WS S TR A S 6 2 T A B A 1
2L HMR A RENL HTY-12 ST T AT Rl A TR A A
S HM-T] WA LA A Lambda 950 2 [ PerkinElmer 2\ 7]
91 4 B S BRI A YG902C T 2N 3L KA B A

3.2.3 REIBBEFHOH &

ARG &R DEALIRBON A2 R, 7 DR ER . R, JRE VAR,
IR RS H B R LN P R B, BT IE IR 1 HEas . 78 90°C M Hid: 2%
TEIER, #1453 3 MORFEIERERE A IEBRZE DES, 2> Bid ASEALIERS/ 2 B (ChCIVEG) .
SALIEAR/JRZ (ChCl/Urea)  S&ALJHBE/HER (ChCI/OA)

3.2.4 REBBFINRA GRS HIZE

PR SR T R R TR A T E R (TR E SN 40 B J5, f#
T, . RT3 g ISR AR, R T AR DES F1, HRI%S
DES [ &E N 1: 15, 1£ 80°C FHiHin i, J5 & PdIE AW ES| 19 2 52 1R DES
JRHGH (DES-CSP) , ffifF& M. XU FT, EMIE T2 T, RH CREEEIREE
7, R BRI OERIGE (EtOH-CSP) .

3.2.5 DES B RiZBUERATELEMNEE

FEHAFR & 5 cmx5 cm HI&R LAY, TR A 1:30, 125 TR SE T 2 ChCl/Urea DES
FEHGHE A, 60°C 44t 50 min, Joih/KPEs, SOCCHEARF LT XS LA A 43 i@ Shont €4
RGO 22 AW N 2R FE I s e AR, S5 20 K 3 g/L 1 CuSOsn FeSO4. KaoCrOr
SR ERIAT g, HAB YR, Qe a R AR R iR, BT, AR
3.2.6 MRS FRAE
3.2.6.1 BRABRIIEINAT TN

K UV-2600 L4MAT W2 66 BEAOM B T HR ZEFE 2= 1 4 . DES $2HGH Y
LAl WIS, W B CL DES. B NS i, 9 KEE N 200~800 nm.
3.2.6.2 BRIBFRRNLINEEMNR

K FH IR Prestige-21 B4 214N 3 73 A A AR (LR SR UR 207k, BARSR AR
PR, RN 4 em, FEEXECH 20 R, KDY 4000~400 cm.
3.2.6.3 THXIALSRMR

K H S-4800 T RAMEE (SEMD WA ERHT 5 B L A4 IS EMBN, ¥
PN E THREREEY G L, ESE, EIEBERN 15 kV P s MR
TESREER .
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3.2.6.4 FREELLHEEICIENK
K F Datacolor 650 7 €24 g €2 {3 Ik e €0 7 22 2300 (1) S 3 6 il 2 DR i KR i
R KIS AH, MR IERE Des IR, 102037, K IVEREIN 360~700 nm, ik 10 K%,
BUCPIME; FES TR 1051 555 K/S MIbsHEZ Sr (30 3-1) , TR
B

i[(@)m _1}

fse()- | LK
n—1

A K/S BAAEK K/S KPHME, n IR
3.2.6.5 M7k eI

¥ 0.16 g JetaZx 22 ZAWRT T 20 mL Z& 187K, 7E 80°C R #E/K bk 15 min J5, &
WK, HE FARKEE 3 Kk, B, T, MSEOR RIS K IR K/S A, HREE
K/S {E FIZR A AN Yo 0. 78 22 LI AT 7K e 1
3.2.6.6 B EEMNIK

Z R 1) AATCC 100-1999 J5 150} et 2 22 B es 1 gedb ATk, JF 5 44k
LW, T BYEREIPUE M RE T LG, BARERE N BRI E ATCC 25922 Fl4:
A % BREE ATCC 6538 73 B T 4 mL AF /K, e 10 s IBE A, A FIRE R
BEATREEERRRRJS , 43 X 0.02 mL 36 5 VA< FE 1 B VORI B 780 393k b, $2fil 1 h
Je, BUBAE R E T 5 mL AEFEER /KR, WRE 10 s LA2SBORE S b 401, B 20 51X 0.1 mL
Y BRI A1 AT T AR 92 0L |, F 37°CH: 3% 24 h J5, MM ERES, 4R
i B K 3 TR0, 42 30(3-2) TH B SRR R R W B R 4 2 € 798 26 K BT PRI B 26

4=2=50 4100% (3-2)

0

A A NI EE, By Bo 7307l o 7 22 2 AN A A 23 ) B T 2
3.2.6.7 IEIMEREMIR

K H Lambda 950 %8 4M A WL £0 40 G5 A i 2 22 234 G (i o 1) 4R 41 a2 i 28 il
28, BB ZIEI K 5 cmx5 em K/, WA KN 200~860 nm, BKA 2 nm, Il 3
I B354 B GB/T 18830-2009 (G525 Bl 48 AR M BE VT E M itE , KA YG902C
B G5 28 it B 58 A BRI G 2 22 ZRA G i 5 IR AN 26 B 9 240 (UPF) R AR 2
FESTER (Tuva M1 Tuve) > BEREUWIINNR 3 Tk, BCFIYME.
3.3 RS
3.3.1 DES #3ExftRE T & RAWIER SRR

12323 Frid 77 BAEWMCEE R O, B T AFMRR T ORFEIOR I WO
2k, MR 235 L ChCl/Urea DES. ChCIVEG DES. ChCI/OA DES NZ LU, 45 54n
K] 3-1 fi7~n. ChCUEG $2 AR SE 7 LR IA T 25 AR B, IR BEEAH L T ChCl/Urea
BHL, RPHENER D . M ChC/OA HEBUR I R O RIF R BIRLA A, BT HmRIRM,

(3-1)
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BORSE R S R AR, R I E A, PRI AT $E ChCl/Urea Fy2EK
ST

3:5

—@— ChCl/Urea-1h
3.0F ChCI/EG-1h
—A— ChCI/OA-1h

2.5

2.0 ChCl/Urea  ChCVEG ~ ChCIOA
» -Csp -Csp CSP
=

1.5F

1.0

05 \\\\_A¥

0~0'| 1 ] 1 1

250 300 350 400 450 500
Wavelength (nm)

K 3-1 AN[F] DES /4 S 32 Bt 3 I A6 1 i 25
Fig.3-1 UV spectral curves of pigment solution extracted by different DES systems
332 BRAMRNESIRIE

7] 3.2.3 ik )7 ZHEMBCER 3, H 5 17 AN AN R SR BUR R A a] WO ik
M2k, M+ L ChCl/Urea DES NZ:thil, 451l 3-2 Frm. ChCl/Urea DES AL
T, REURSE R R G, W EEHRMIEES, £ 250-350 nm I Bt [X [ B &
Welke, HAE 284 nm b —ANBH B W feid, 3X 5 W24 55 B WRUE 5 AR [R] 1071091,
FEMIAR S 76 (0 2 B o3 h & A s I S By R A5 M 2t o) o (RIS, BEE RN TR e, (3R
SRR 2 AR WS FE IR TG g, SRRV P BRI BEAE BB T, SR AR A I TR
IEFHR K R

—=— 1h —A— 4h

250 300 350 400 450 500
Wavelength (nm)

K 3-2 AN[RIFRHUR 8] N (VAR SN h 2
Fig.3-2 UV-visible spectrum of DES-CSP at different extraction time
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K 5 T ChCl/Urea DES # BUBR ZE 76 (4 R ISR I LA GiS 42, IF 5 EtOH
PEHUB St R IR AT X B, 45 AP 3-3 Fis . ChCl/Urea DES [#) 4 2 FEHUR B
T DES H & RIS B, 7£ 3500~3000 cm™ AFEAERE T8 BRI , 3 50 %6k B F- 3320
cm’! &b ChCl [1)-OH #3811 3189 cm! &b Urea [H)-NH H7 B #= s Y& 110 111 i £E 1660 cm™
11430 cm! 4bI85F . ChCl B[ N-H S BT I HR 30 N*(CHs)s FIA X PR AR T RS2,
ANF /&, ChCl/Urea DES $2HLU )4 3RS RAE 1470 e A BLHT 55K 5, X5
EtOH 2 UK B8 72 0 2V T I (8 2 WSO I AR X 0070, B tb 2 #h, FETIC 3 (R A e B,
# W] ChCl/Urea DES $2HU¥ (2.2 A1 EtOH $RHU (3R R [F2-4 )5

DES |
I—> 1430 cm™

DES-CSP

) I
EtOH-CSP I— 1470 cm™!

1 1 1 1
4000 3500 3000 2500 2000 1500 1000 500

Wavenumbers (em™ )

3-3 AN[FIFRIBURN ) N 6 3 VR IR 2L A0l i ih 2k
Fig.3-3 The FTIR spectrum of DES-CSP and EtOH-CSP
4 3-4 (a) y ChCl/Urea DES. EtOH MAMAFRIEM A T2 SHCT IR et R

R 2R, KAk, WTLUEH, ZERAIA (3 h) K, EtOH $EEUHI B R EH
AR 5E 35 5 T ChCl/Urea DES,  HJi KT BB 7E T EtOH A FEAR, XA 7 iR
BIEVELF, T ChCl/Urea DES RS R, RS TR R KIRIEAZE 75 2 F A A], =
b8 A R PR EUN A I 2E K, ChCl/Urea DES (1) 5 804 il REIZ D B I, 6 L3R [ HR AL
RAFEIEIN T EtOH, WK 3-4 (b) Frzx: HT EtOH M#E K YE, EtOH #2HU A E
BB KR E, WK 3-4 (¢, d) Fix, DES-CSP & 30 KJ5, DES-CSP
[R5 AM i FE AR R ARAR, WL EMTUIEIS, HIBWAER R RS2, £
ChCl/Urea DES 2 X IR 5% (0 3 I VA L AR e tE e, TSR .
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3.5 25
a = DES-CSP b —=— GtOH-CSP
S0k @ EtOH-CSP 5 —e— DES-CSP
25+
~15F
- B
220 B
o
10k
1.5}
EtOH-CSP: y,=0.1642x,+1.7863
Sk
101 DES-CSP: 1,=0.3865%,+0.8266
{)S 1 1 1 1 1 1 0 1 1 1 1 1 1
1 2 3 4 5 6 0 1 2 3 4 5 6
t (h) t (h)
6
c d .
—o—10d —e— 20d —*— 30d 10d  —*— 20d 30d
Fy
304 04
23 F |
=
< — — ‘
1 ' l
| =
L L L 1 0L~ L . |
250 300 350 400 450 500 250 300 350 400 450
Wavelength (nm) Wavelength (nm>

K 3-4 AR T R AR IR KA @ PERIEI:  (a) DES-CSP 55 EtOH-CSP Fid % i 25
(b) DES-CSP 5 EtOH-CSP ]/~ 2 il £k (¢) DES-CSP ML EE K 5 4M1E (d) EtOH-CSP o6
EASIV VS TAbine
Fig.3-4 Effects of different solvents on the extraction efficiency and stability of chestnut shell pigments: (a)
rate curves of DES-CSP and EtOH-CSP (b) yield curves of DES-CSP and EtOH-CSP (c) optical images
and ultraviolet spectra of DES-CSP (d) optical images and ultraviolet spectra of EtOH-CSP

333 FERALMEEIERRTKEEEES T

IR 3.2.4 BTk 77 %, HEHEXFH ChCl/Urea DES Bt 2E 7% (4 2 H2 HURUN 7 22 W33 4T
Jutey,  [FIS 0T Lo AT A [R] 4 J8 SR i e Yot 28 22 it e itk e, 45 i 3-5 Fos.
BRI B AN 2 S BA B IR BRI, Jefys), ZIRIE K/S
{8, T K/S B IIPRHEM 2 Sr 24 0.0451, ££ 400-700 nm [X 5] I 75 BT 5 RHER I 5
ARG IR TR fE , Yt Zs 22 SVt R AEAR AL, BRI AL S &8 Sh AR DA O,
XA 4B SRR R TEEGERI RS TEMAE KR, Ry TEME SRt Rt
22 AT Y B T R DA BB I R GBS AE D3 14, R b s, BRI AR, &
ST IEFE R, CuSOs IR RUR A B, HIESe )5 Yt K/S {H R Sr{E 4714 0.0233.
0.0601. 0.0888, FHIFR KoCraO7 4k, HiAth4x 8 Eh B gy 5 & 2 43 b S PR 22
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3.5
—=— No dyeing —A— CuSOy
30l —@— Direct dyeing —— FeSOy
—*— K5CryO7

.

400 450 500 550 600 650 700

Wavelength (nm)
Kl 3-5 ARG AT Z 2 Qe iR 1Y) K/S (B it 46

Fig.3-5 K/S curves of silk fabrics under different mordant conditions

BE— DA Yt L2 YK e Ja B BEAT A 70 B, 181 3-6 7=t 1K R 22439
) K/S fEAZ L aH . ChCl/Urea DES 3R St U HZ AL i) e 22010 3 YOKIE)E, KIS
EILFRAE R MR, RBIMAREIEE, R TREKG RN, 7> TR, &
BAEK, Fi DES BEAZF4ESEAR AR K (2 0 7 B e jdib, 2 IR0 TikEER
bt U E PR N LT YRR T, E TR AN 16 G e 22 ZRWAE R K B S I Y e
Ik, (HEEEKPRBIE N, K/S EEH T, XERYS5 DES AR JLtMLl, &
TR IR AR K etk BEAR N Be55 , 22K Ue)a , VAT B o0 Rk B AE 2T e 1 10 (2K 7 1 it -

: I Mo washing

BB Once washing 7" “Niordant dyeing | '

Loy Twice washingi
2] Three washing |

£

(]

§S]
T

Suface color depth K/S value

7

Direct dyeing  K,Cr,0, CuSO, FeSO

K 3-6 AN[A] Gt A 22 30 2 UK WE A ) K/S (321
Fig.3-6 The change in the K/S value of different dyed silk fabrics after multiple washings
334 REELZNEMRESH

KRR E BT EIABCR e R Rt il Ja S 22 SN PUw TR R, Ml BLak
WSR3 Xt e, R i AN e o (i A BRI A B DL 3-7 B . T2 83)
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3 BRI TATS'S

JEREXS KA B 4 o €08 0 BRER B 23290 TN 96.45%F0 93.86%, HA L7 ML
PERE, XS5TLEAZIERA K. VISR EMES B ICREVIMK, SRER
BRYA)G, LW RN B PR 1 BRSNS R T, I i m T iA
F] 98.82%; Ht—LorHr, RHAGREEZRONEE S F&E ORI Z NP %R
BRI 20, KRG EE 2 PRI S T R R0 TR, AR
THEEDR AP AR, 52 AR, &8RRI e R B R M RE s
M/ o

Kl 3-7 ARILZ T & 22 23 Hi s SCR B
ag-as 73 0 R AT B RIS I, ARUONZERG . 225k . R BG4 E. KoCrO7. CuSOs.
FeSO4 JL i ¥ ;
bo-bs 7373 X < s R A ER T U IE B, RO ZERR . E 225 R R BERGE . KCnOr.
CuSOs4. FeSO4 Jetik
Fig.3-7 Antibacterial effect of fabrics under different processes
ap-as are antibacterial photograph against Escherichia coli for cotton, original silk, silk dyed with DES-CSP,
mordant of KoCr07, CuSOs, FeSOs; bo-bs are antibacterial photograph against Staphylococcus aureus for
cotton, original silk, silk dyed with DES-CSP, mordant of K2Cr.07, CuSOs, FeSO4

335 RBERLNURIMERES T
K 3-8 7t 1A Al A 22 VAR S AN T DG BB B E R i 26 A1 UPF {H. Zx 22113800
FEHRMWHOIREE K/S HFHVIMR, K/SEBE, RURE AP 2 LK 3R R
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THZ, BT EERD TR RRBOSN, & R s A TR a2,
SR RO R OE R ECEHE R, RN S8 E gy tan] i — PR IRZE L
Kot — B, 2T UPF {H 00T, RG22 411 UPF {54 13.49, UVA %11 %K 14.48%;
SRR Y A 22 1) UPF {HiA % 42.26, H UVA & RN 3.71%, EAM
SIIPUER IR ERE, AR T EX PR AN B E AR . RN, S8R G
Jett Zg 22 U UVA & R/ T 5%, R UPF HA — & ¥, (HWERIHR
UFIIBT AN R RE - 25 b, SRS R Y B )5 128 22 7] B B PRI A o] WO OB Y6,
WAL AR5, B TR BB AN ER S T fe .

40 |
N 30
1]
Q
=}
<
E
g20F
=}
<
S
= UPF UVA
—m— No dyeing 13.49 1448 482
10 Direct dyeing 4226 3.71  1.99
—*=KyCrO7 4822 3.14 1.78
—A- CuSO4 26.86 5.00 3.39
- 2 —&— FeSOy 3574 498 215
0 1 1 1 1 1 1

220 330 440 550 660 770 860
Wavelength (nm)

Kl 3-8 Gett i 5 A 2 2 R4z
Fig.3-8 Ultraviolet transmittance and UPF of silk fabrics before and after dyeing

3.3.6 FEHLEISH

FEAEGUKAT G, RIMEYI R 2 D s s A 5 R 45 &, SUEH
M 7K etk g 25015 116 ARTfT, ¥4 ChCl/Urea DES {0 R 1B B3 TR & 4 guth, %
T DES WIZEVERH, #ezsrqik AR, W& 3-9 () L4981 3.5%, &
BTG BRI T . AR TG T, HOL R B R, BRSIA BT E R
R, JRETET ChCl/Urea DES X} 2% 22 £F 4E 3R TH =4 T ZI il 5 k1220, 2R 4k Lk
RN, &2 LR At R 154.7° PRI 48.3°, 25 /KM RIEH T, AR T
B WL AHENIRIE, PRI EaREr, W 3-9 (¢) AR BbAh, 7F DES AbH i fE A,
TR LB S AR A G N ERTEE TR IX, Widem 7 BRmziERR 1 5k
JEZE, fRAE YRl T 1 N B Yt s, DES Sk, BAEAE R R FLE S 1,
T 22 L E NG E T X I (0 3 R TR B S R N B LT YE N R, AT -5 21 4 BT Ak
REEE.

zx b, A%FRH DES MG O R IEAT S BUE AR, FK b N T A 2 gt
I FE, /IR 7 HON YL -K -2 48 2 A0 ST ROV AR R E AL . DES W23 A% ok
TERBENGE TR TAHELERX KNS EMERE, X — I BEAM IS 7 G 75 1
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GRUTRRE R 2L 2 A
ABEETHAE, IESLHL 7 RG] H b, Nt TZRax b R IR T 71 HR S
Fr R .

“‘u
= e -lrﬂ = % v
CA=151; L. A
(i
0 e e e ey
o— — ™
3 L weler
(e) -
; > .
|"—'l—|. -
J-‘:*.LL
r"‘ \"\ -
e L] o 2 4 ﬂ‘\_
i 2 . ;T
& lﬂ ‘? P asle N
. ° i N

K 3-9 G ER ChCl/Urea DES 2 UK G (a7 22 K TR AR A0 L H Qe R i
() Qefapija e a4 G (b)) JEaidaesq: SEM B (o) Qa5 ate24-4E SEM
s (D BREFHEVHRARER; (o) HRAROFER
Fig.3-9 Morphological changes and dyeing schematic diagram of silk fibers dyed with DES-CSP: (a)
optical image of silk fibers before and after dyeing; (b) SEM image of silk fibers before dyeing; (c) SEM
image of silk fiber after dyeing; (d) schematic diagram of morphological changes of silk fibers; (e)

schematic diagram of silk dyeing
3.4 KB

(1) RH ChCl/Urea DES #&EX [ 58 (R VAR RN, L0 RV O
S 2IEW R R, HAE 284 nm AAEFHERIR, 5 CBEAH Ho A B i () 2R B R DR B B
A E P

(2) 4 ChCl/Urea DES 4342 HUN B QM & 22 W) R I H e R €k, S 441t
Ufs LA JE h 4 G Lt i 22 K/S AE A GRS . [FIIf, ZET- ChCl/Urea DES X Zx 22
YRR . RIS LA B EE R, 1T T ORI S L A 4ERsE N s Gethrp
R FINTLAYENIBIE LI, MNBILFLEN I, I+5 2F SRR T il 5 5% 25 A A
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M BB I K PERE, 2 JOKTe R B ARl
(3) BTt RGO Z L2 FOA U PR PERE X M A 1R M < B €00 ] 4 o 411
R EIE 97%A Eo R, R RN R T Rt e 2 ZU I RO IE T R KR T B,
HRSNLPT 2% (UPF) 13 LUREIRTE, WP 7 Rt W) R R SN B TR fE
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H 48 RILFFEFITLIEINE BTCA BT &LEAYIRKEEE

4.1 518

A BRI LA, B A 2 A PR IR R R, BRIt AR — R &AL
/%R (ChCI/OA) fIRILIEIEFITALER P [E] 1,2,3,4-T KiVUFRER (BTCA) [P SRmE .
WH5T LA ChCI/OA IRIEIEIE A TAL R A 5T, I A R 2 22 2 JiK R 26 T 21 il
SR AT 2 A A B R TG PEAL i o IR IRVE KA M R 171 BTCA sk T Ak ¥R 7x 22 21
Yy, IR AR R AN G (FTIR) X SR H FRENE (XPS) A7 B
(SEM) ZFERAFFB, RGmHT T AHRT G &2 SR ISR . R, Xk
Y 22 SV AT DhREMEMIE, X el R AT T AR 5 VR . AR LS R A
A2 A D RE A SRR AL T B R BSR4 2 AU S R TR
(77 1 o
4.2 LIGERSY
4.2.1 LWMBSLFERFT

SLIOM kL P (78 gm?) HAUNEIL TARA T SME, AT
WA 4-1 s

% 4-1 I EERL R A

Table4-1 Main chemical reagents in the experiment

B ki EIIE R
SR AR Z M AR AR A 7
HR AR Z SEM AR AT IR A 7]
1,2,3,4- T HelUR IR AR Z M AR AR A7
TR B AR M ERBEAIR A A

422 SLIIGE
A B S BT ) 2 B 5 W 4-2 Flals o

® 42 LI
Table4-2 Experimental equipment

B AR wEAS AR
AR R S-4800 HAH 3L 7]
{8 L AR AT AP AL IR Prestige-21 H A A ]
X 4855 e 7Rt Escalab 250Xi 32 [# Thermo Scientific 2 &]
F A LB-48B RIS A A A PR 7]
EEAN YG 461E L B AR IR A ]
LT 14X YG (B) 026G TN RR GG A IR AT

B e GWIIT A AL YG (B) 541E IR KRG LN PR A 7]

38



S N YN =L VA5

4.2.3 ChCl/OA DES *f#& 22 R4 T AL 32
4.2.3.1 ChClI/OA DES Byl &

ChCI/OA DES il & 771 [A] 2.2.3 il 4%
4.2.3.2 DES S& 22 QIR TAL IR

FEHIFRER 5 cmxS om R4, KA LB F/KIEV LA LRGSR AR L JhAE K&
Y, BT HEREESRETE, £ 60°CaHKM F iR T ChC/OA DES # 50 min, Ji&
LA 1:50, HUCH RPN )G FH 258 7oK 78 ek, BRRTHRG P H) DES Ji&, 50°CHEF At
T, it N ChCVOA-silk, £k,
424 TWLELMNINEEEIE

¥ BTCA (JlE 74 8%) 5 SHP (lE /34 5%) W T LB /K, il 5uE
[K)7K 3t BTCA THREEEFETE, 70 B ChCl/OA DES AbH Fif J5 () & 22 233 o T3 #O
T EE Y 1:20, 80°CH&AF T ALRE 60 min, #HCRFEHIE A /MEE BL4ENTR, BUH B T4
H1 80°C N Wit 5 min PLEFRR I E /K5y, J§ 150°C NHLRS 3 min, HUH A 258 70K
JE¥E, 10N B-silk. BCO-silk, £k,
425 MXERIE
42.5.1 WSS FEEEMNIR

PR T BAEE (SEMD WA 77255 3 & 3.2.5 AR 7 vEAH ] o
4.2.5.2 BEMLIIMIE

ZLAMGIE (FTIR) WA LS5 2 & 2.2.6 AR 7 V240 A o
4.2.5.3 X-Gttk B FHEIE

K H X-S 26 H T RE1EX (3£[H Thermo Scientific A ], Escalab 250Xi) X Lt il
WU SR 2RI . 2188 100 eV, FiEN 20eV, HK N 0.05eV, 15 HHE
N 40~50 ms.
4254 HBE, O

Xf Az ez i BTCA titE e 22 [ i &k ATl &, IRk A ESR, = 4-D .

_MI_MO

AM x100% (4-1)

0

X A AER, % Mo NEEZZYTE, ¢ M ASEEE2LYTE, g

K H LB-48B A% A FE O A BRI 5 B 2 3WIEE G L (Rasy) 3EATIIARK, 3
17 3 il = ECFIE .
4.2.5.5 ES MR

WKHE GB/T 5453-1997 (GiZihh L& IMERIE ) AnitE, RAESELOT 2P
FEAMEREHEATING, 4 S WM, BoE MR 20 cm?, 5[ 100 Pa (IR 2.
R B R I, BRI R T A 3 IR E N, BT 1E.
4.2.5.6 J1FE MR

I GB/T 3923.1-2013 (F54L S SR PERESR 1

ok

Bope T2 7 AR 24 1
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3 MWy N TR R DATYS'S

MsE (B ) brdE, KA YG (B) 026G B H 7 4I5S A0k b HE T 5 2 22 U
2455 77 K Wi 2B KSR AT IR, K 2898 300 mmx50 mm 2R, JEEEA 100 mm,
P FE A 50 mm/min. FRAAESINK 5 R, BCPEIME.
4.2.5.7 HragMEEEMIR

HAE GB/T 3819-1997 (Zidimn LRI ZERNIE (R M5 ) K, s
F YG (B) 541E 2 g W 4 s M 3OS 7 22 S A0 Kb R S5 00T 48 3k [m] 52 A b4 70
W, BRI 5 R, BCFIAME.
43 ZBR5TIE
4.3.1 ChCl/OA DES F&b3E Zx 22 B MK Z=AE

SEG AR ChC/OA DES AL HH 6} 7 22 £ 4 % R 50 S AL 22 G5 A R 45 /R Y, 38
it SEM Al XPS J7 %%} JFiAx 22 434). ChCI/OA-silk HE4T R L0 M. KA 7 SEM Il
R A 22 I ChCYOA-silk HIRETES, & 4-1 (av b) P, RELLYELH
Yo HoTP %, 24 ChCl/OA b )5, TeA4ERmMEDHENZMIE, REEK TR
HRIUIRE . VAIRELERE, ATYEARE RN .

5] I 5256 5@ 1 XPS i xR A L W), ChCUOA-silk 7t & &7 0, WA
4-1 (c-e) Bz I 7z 22 24 . ChCl/OA-silk '] XPS Y1 7E 285.08 €V 401.08 eV Fl 531.08
eV A =B R EE, RN T Clss N1s f1O 1s 5. X TJHEEZE) C 1s
i (& 4-1d) ATRAZMEE DL 284.8 eV, 286.2 eV Al 288.1 eV NH LK =Fhgs &7, 75l
%R C-Cy C-O/C-N #F11 C=0 #0157, [ ChCI/OA-silk ) C 1s i (& 4-1e) Y C-C &&=
HRTREAG, H C-O/C-N g LRI T 19.3%, C=0 & 5 g i a2 B 41T 5.8%, 5
JRA 2 ZAWFHEL, ChCI/OA-silk ] C. N & &AL, O &M 7 33.9% (W&
4-3) , FH T ChCUOA AbFE R 3E R | 2 22 R AL 22 LR, F 58 5 T L A9 F 4 fin 38
5 | AT 22 AR R TR

Intensity (a.u.)
Intensity (a.u.)

Binding energy (eV) Binding energy (eV)
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TR TR R A S
4-1 e kAR RIS M. (a-a) IR 222101 SEM EI&;  (bi-b2) ChCI/OA-silk
SEM 18 () ALBERT G #2223 XPS Ot () R LI C 1s @3 PE% 61 (e) ChCI/OA-silk
ff) C 1s o e ik
Fig.4-1 Analysis of surface structure of silk before and after modification: (ai-a2) SEM images of the
original silk fabric; (bi-bz2) SEM images of ChClI/OA-silk; (c) XPS spectra of silk fabrics before and after
treatment; (d) C 1s high resolution spectrum of the original silk fabric; (¢) C 1s high-resolution spectra of
ChCl/OA-silk
% 43 w2 ChCVOA-silk TG4 K
Table4-3 Elemental composition of silk fabric and ChCl/OA-silk

TLESE (at/%)

F it
C 0 N
silk 66.42 20.87 12.71
ChCl/OA-silk 66.01 27.94 6.05

4.3.2 DES T4t 1[E BTCA B w2 MMM IR R L F L5

it — ARV BTCA B30 R 2 LW R T H A4, RA T ATR-FTIR MK [ 5 %
22 A BCO-silk ZLAMGIE, & 4-2 P, Hdr, JRE2 27 3275 cm ™ b oR
H N-H. 1617 cm™" 4 o B 1. 1513 em™! b B s HBERZ 11, 1170 cm™ Ab B~ C-H
A1 1060 cm ™ b 7R H C-O BIRFER UG . 5 BTCA ZZHK)5, BCO-silk 7E 3480 cm™ Al
3275 e Kb AU RS E U /DN s 3 WU S R RN SR A Ak ), gk Ak, BCO-silk 7E 1730
e A HEIL 7T, T R AR B BRI R A5 4R . £E 1060 em! Ak ()5 FE FEAIK,
X E5REPH) C-O KMGaRANA R, KW T LAY FLHEM BTCA R EEZ AR A

B o

BCO-silk :

4000 3600 3200 2800 2400 2000 1600 1200 800 400
W Cem™
4-2 T LRI E: Gilk: JREE241Y); BCO-silk: DES #}[F] BTCA st & £ 41
Fig.4-2 ATR-FTIR spectra of silk fabric samples: (silk: original silk fabric; BCO-silk: DES cooperates with
BTCA to modify silk fabrics)

AR T 2 (SEM) HORM Z 22 2R OB ST T RE R4, 0
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B AN R NI
B 4-3 oo JRIRZAIIR I S, 2F 42 [MHPE S, 1 BCO-silk A dh 1R 1 LE

JEUAARE i R TR, REH T BTCA MIURL 48 S0 i R 36 7 2 22 2T 43R T

K 4-3 LRI SEM Bl (a-c) E&EZZWN SEM EfR:  (d-f) BCO-silk 1 SEM Bl
Fig.4-3 SEM images of silk fabric samples: (a-c) SEM images of the original silk fabric; (d-f) SEM images
of BCO-silk

4.3.3 DES Fi4b3817[E) BTCA s E £ IR £ 8 R

Bl 4-4 7R T A 22 2R ORI S 3 RN | AR AR . 4 4-4 () 7R, BTCA
UM R T 22 (3 EON 10.7%, T4 ChCI/OA 4bH )5, BCO-silk ¥ 36 8 RE 2
12.9%. X—IRATHET ChCVOA 14 F K s I A S & R E: —J71H, ChCIOA
X TR A AL ER, (RAETE 2R AR NI AR R U7, HUE MO AT B AR
BTCA 43T [a1 474k R4 8, M7 38 5 5 B 71 W8 B 8%

A, Bl 4-4 (b) FIRELLZWAEN 67.45, 4 BTCA B G FHFZE 62.38,
il BCO-silk ] [ fE4EFFE 65.66. X Ui ChCIUOA X245 22 [{J AL FEAE — @ FEE B4 S
T BTCA S % (B B3 sl ) S sz e S0, b ok, ook I B I R i AR T e S 41
23R 1 ) A0 5 A8 R R 3 B R T A ot R DU AR A oo,

16 20

a b
14k 85
12.9
12k 70 67.45 — 6566
107 ol :
10+
P _sof
S .| 5
L] - 40 |
E 6 -
30 F
ar 20 |
2} 10k
0 0
B-silk BCO-silk silk B-silk BCO-silk

Kl 4-4 R E AR :  (a) SMERZLIPGE, (b &LLWSETERaE
Fig.4-4 Weight gain and whiteness of silk fabric samples: (a) weight gain of modified silk fabric; (b)
Whiteness of silk fabric before and after modification

BE—0H, W ZE 2 S R EAT I, SR 4-5 B . IR A 2.4
(W58 11iA 3] 7 511.4 N, 1 B-silk A1 BCO-silk 4 {8 38 BE 0 A [EAK . XF T B-silk 1M
5, BTCA 7 T 5442 MBRAAS B R BRG] T 24 70 FHERIE 3, SFESE & 241
WA a8 BE FEAIRU201, T BCO-silk W25 77 Al 5 FE AL B-silk ATk E, 7l He=
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S AW T AT
H1F ChCVOA FFAL R 38 1 21 4k 7> THERI I 02T, ISt E 1 /52 Rg .

600

silk

— B-silk
BCO-silk

500

Breaking Strength/N
w P
8 S

135
[=4
S

100

20 25
Elongation at break/%

K 4-5 Ax 22 W) AR BT i AR £k
Fig.4-5 Tensile curve of silk fabric before and after treatment

S HE— D W L SIS R S B AU RE . PLPTARPERRHEAT T LRI, 45 R
K 4-6 (a) Fix, JRALLWINESYEN 182.2 mm/s, & 22 4U)4 itk b3 I 13 S M 5
LR g, X R HT BTCA SCHK N AE T L2 £F YR THTE IR T B3 AS B 2%, R0 1
FE T AFYERIMFLER, AIMRERS T SRR 1231, phAl, DES X 2% 22 27 4 1) FAk 2R A%
BTCA 7 T Re8 B A B E B AN, DR T 4%, FEEEE—
WA

JUEIE A BT N, (Ao BT T B i e Re, Wikl 4-6 (b)
Frox, 434 DES A3 5 Z 2 3 3 45 01 52 M 112.7°48 71 2 164.8°, X FEIHK T
DES &b FEAF £ 4 iy X LU N, BTCA 4r TAELF4EN B AR 35, WA 83Tt T
AR, MR T SR INARE I =GR L 5

250 200

a 180 | b
164.8
200 + 160 153.6
-z 140
Z 150 - 120} 1127
= 2 3
£ 100 -
E <
£ e
2100+ = 80f
b}
2 60
< sl 40 -
20
0
silk B-silk BCO-silk silk B-silk BCO-silk

Kl 4-6 (a) LLZWMIEFTERIESME: (b)) ELZUW0EHTE e E = A
Fig.4-6 (a) Air permeability of silk fabric before and after treatment; (b) WRA of silk fabric before and
after treatment

4.3.4 DES T4 32 1h[E BTCA B & ZBIMER LTI 547

2T ChCIOA 8 R IR A SRS &M, MR 2 A4 HE, R REHE £ 5%
B N R e, HETHER AR, WAEEBRY K, AMUERE | BTCA HZH4ENHZIE,
AR KIBIRTT T SN RCR A S ARG A, s 4ERm s ((OH) 5
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LR TR KR 2T 18
BTCA 73 FH IR (-COOH) KABRL M, EHERE (-COO-) , MIMEL4Er ¥
B R A — AR 2% o iz R X E LI RIVEA . — 7T, BTCA [RE S 4F 4
AL R A AR S, BESR TREA EAE s S —J51, SSBRIAE K FLER P9 4
HUIH 7R i — Dt s Mg e v . XL - BE P [R] S LR B R T T |2 W)
pearas e, R HECE L D Re R .

4-7 TLFPHIHIRE
Fig.4-7 Schematic diagram of anti-wrinkle mechanism of silk

4.4 KEINGE

(1) WEFREEREW, ChClI/OA DES FAbHL B & MAR T & 22 47 4 1 R T T S AL 27
k. % DES &35 2 4 4R I R 2 I G, £F4ErRsE 38 n. XPS 7
frit—B R, WHFLAY4ELHR C-C #EERZEIL, C-O/C-N M C=0 & REWHN,
HESERTT T 33.9%. XA ISR T 24tk 2 BTG E, VRS ThRefL kit
PR T AR AL

(2) BTCA HEFEBN A 22 2 )R AR W 3% . i ATR-FTIR #1 SEM 43 #fr
RIL, BTCA S5TLAHERMMFEEER AT, R T SIS, TR 4
RIMAREEIG N . SRS ER LT, AEIEAE TR, (EPiraiikae R Eitm,
BAMEA BTG . ChCI/OA TRALEERE— D158 T S BRACR A 12 R e, Ak T ol Rt
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EBS5E FRERE

5.1 58

AV AN R 2 (0 A R —— RIS 1) (DES) N T A 22 - 4R it i ab 2 5
heehlk. BGRmAMIR T EAFERFER . A4, RTS8, el T /4
LRYEIN TAEREFI N G Bl o ARSI AN E N — P B aR (i s0, HoAams iR, K
FRASTEARF, AELFAER TR OO rh R I H T Il 1) 2 FH i 550 A Sk FH A [R] R i P A i 2%
DES XJ #2445 5 RN R AT A, JFIT K T DES 16 &R T I 2 27 438 1 D e ot
AR, EEHANFMT:

(1) ChCVOA-2H,0 DES 1ENBRMEMRBRACILIEE A, £E 90°C. 80 min IR A%
PR X TR L2 AT, SET 24 5% AR %, I 22 AR THE 60.1%, BULGMIKTZ
RT3 . DES RIS AT 4E B M 9.6 um JEIKE 11.2 pm, JNEE 7 225G I
fil bk, [FIBT Ik 22 45007 . AR JG A2 22 I B- 9T B 45 MW SR P 3 5, silk 145 K045 5 085
F W] DES X4 4 RES LW EA B MIAEIER . 1ok, DES 5XUEIK P F 208 & 3%
T s AN S

(2) RH ChCl/Urea DES $2 Uik mth g, HEAERESREMHIN T LmEAE R,
HAE 284 nm Ak 2 IUFFE G . GetaSLEGR I, DES (A K5 R i ot g 8 1 6
REBRUAYNEN T, Ry FEIBEERBANGLETERX, BREHELEE, G
YN K/S EF T HA Gttt 5, miKGetERe R . AL RERH, REELX K
T T RN 4 8 €078 ) BR B (R A B R B ik 97% A |, AR 2% (UPF) BE#E,
KW DES et RS KI5 2 DI Re S R 1

(3) ChCI/OA DES flii4h i i 1 i/ A 22 T 4E R RO RS B2 3G 0, XPS 73 dfrk
B, AbFRJSAF4ER I C-C 5 R EMK, C-O/C-N Jx C=0 # il BT, S-S EHim
33.9%, W58 T YA R NENE . 454 BTCA BIW, S5&E4Z KRR R AERNAEE,
TR S ZE M 2%, BT EResR T, Praglel Z Mk 2] 164.8°, %Rk . DES i
4bFH 5 BTCA P W RIVE FH Az 2 D Re A SO R 44 13 ik .
52 RE

A8 LIS AR DES 73 Al X fE 2 A eI e 5 RAR (L R VA il ab Bl . TR 22 4F
Y 55 v 0k T T O 2 GV ) S P BB DL ROKT T e AT 22 S 1 ) 4 S L PR BB T = KR
B RGUSLIR AR 7T, EFRHE S RN L EE R ke LR 4Efmifn ™ E LIRS G ol
R FH Ak 57 R i SR B A TR BIRR R T B, 2 2 A v B INE 2 2R U )
FHPEHE 7 387 M, H T B () LR FAh 5t R R 1], A998 SCATY AV 22 1l A fp itk — 2D i 9

(1) AR®3ICKH ) ChCIOA-2H,0 DES iR 1) T 2S5 Tl b A r= ih F5 ik —20
A RERE SIS TR ESCAS, PRI, R B BAR R A FA R 1K) DES, Jf 7840 FH DES [ 7] &
SR RE

45



T TR R B 4227 18
(2) KW X7~ T DES X A2 4Emsik . Z2IER, wIidt— D@t DES &5
WX 2% 5525 44 5% AR EAE R BR A%, [ B . Yt S 3% T st i Be B A% 30 5 ST B v
1,
(3) At — Pt A 4ER T D) Re s R R I A Ty BeAl, dnAB R, v 5 &5 2 g
R, R PR I B 22 Ansk b ) N R T BE T
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