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SRR RN FIEMER 2 S 4R E

Textile dyeing and finishing auxiliaries — Determination of isothiazolinones
compounds

CAESEAC SR LI, VRPR S 038 1A 50 L R [R) A 1 S A — IRt e )

CHESR & AR

XXXX = XX = XX &%5 XXXX = XX = XX =L}

FIE ANREME T FIEE2EKIB %
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]l

HiJ

AbrHESZ I GB/T 1.1-2009 (AR TAESN 28 1 305 PSS HRGRS ) 25 R 5,
TEERA SR LE AT REVS S TR o AR ST R ATHUR AR IR 31X LR (1) 54T

A FRTEE B E A A AL TS SR .

AKRAE A E R FR AL H R ZE RS BB A H AR ZE 122 (SAC/TC134/SC1) A,
AR T A

AbRifE T BN ;
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AT FIEMMER L S 4RV E

ER

ERATEMARNAEALEETENSBRAN . AMEFRIBHAATRNREE
. EREARERNELNZEMBRER, FRIEFEERARZEARERIFZMT.

1 EE

AFRERLE T G5 23 G4 By 7507 i v St AR K R S A6 45 0 PR 5 7 2%
ASFRAEIE T4 25877 2 e B B 7507 i o S A MR R I XA 45 0 PRI E

2 AsetsImxH

N FUSCAF R F A SCA B S A AN T A 8 o L H R 51 S, A0 H RO SE A S0
JURAEH IS SO, HEFRA CEIEFTA MBS &H T A0t

GB/T 6682 4 #1 S 5 FH /K FUkE ARG 7 i

GB/T 8170 HUEABLIHIN 5 M SR ZUE (19 R 7~ F0 A 52

3 JRIE

FEah DL BE AR EAS ), R FH R P8 O B B 7 43 G B 39 7 o v ) S P R B R R AL &4, b DB AR
VAR - BB BB A (LC-MS/MS) B AH (o - — M FEFI R 4% (LC-DAD) g FIfIE, 4hn
EER,

4 IR

BRAESAIE, AU BN 97 20 iR F1 GB/T 6682 il E I — K
4.1 WEE. aka.,
4.2 2-FF-4-SFEMEIR-3-H (MI) : CAS No. 2682-20-4, =97.0% (FiEn#0) .
4.3 5-F-2-FH-4-FuERIR-3-F] (CMD) : CAS No. 26172-500-7, =97.0% (JEEmH%0) .
4.4 12-FIFFBEM-3-F{ (BIT) : CAS No. 2634-33-5, =97.0% (FEDHD
4.5 2-1FFFe-4-FUEMEMR-3-F] (OIT) : CAS No. 26530-20-1, =97.0% (Fig4%0
4.6 4,5-F-2-1F FHe-4-FBEMEE-3- (DCOIT) : CAS No. 64359-81-5, =97.0% (FREDHD)
4.7 FrR#ERERIEIR: 200 mg/L.

HERFFR S E ML R AL S AR R R (4.2-4.6), FIFEE (4.1) M. B2, 2 BIECHI IR A
200 mg/L [RIARTHE i 28 1A o

PRAERERRAED "C~4 CIKFEP DS IRTE, AR H .
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4.8 REPAMETAEER: RIETHERS], LR (4.1 BRMBEATRIA R R IR A briE AR
o
RETRERIBAE0 C~4 CUKFEHRBOCIRAT, ARAIANINA .

5 {UEE&E

5.1 b RF: J&EN 0.000 1g.

5.2 REUAR: BZEFM, 10mL, HIAE T BIH]A

5.3 MFRAR: TAEMIEA 40 kHz.

5.4 HHUMILIER: 022 um, Je oA HLH.

5.5 MG -F B IE (LC-MS/MS): it HME % 5 T .
5.6 WAHGIE: WA ZARERESIRNE (LC-DAD).

6 DHLR

6.1 EHE

HERAFRE 0.2 g CRERRZR 0.000 1g) BOFE, B TIREES (5.2) 1, IMAFE (4.1) EHZE 10 mL,
FHES . BT HAENRKEAES (5.3) hRE (10+2) min 5, FEHUSILIER (5.4) g ERESHm T,
it LC-MS/MS 1 LC-DAD 44 Hi -

6.2 DAE
6.2.1 HPLC-MS/MS &> #f &t

H DA R IR T A P A DRI AN T g2 Hh il A (0 24 € (1 S BB ORIIE i
ST E N P L7 5 A 4L BERS 1S B 2 0 B, R A4 IS H0IE B A& W AT 1Y«

1) ik

a) tiEFE: Eclipse C18 #, 3.5 um , 2.1 mmx100 mm BAH 24 €A i 4
b) BhAH A: IR

c)  VidAH B: K

d) ik 40 C;

e) MEFEE: 1pL;

f)  Ji: 0.3 mL/min;

g) MEEEVEMARET: WK 1;

*® 1 RERIERERREY

I 1) /min TN A 1% WS B /%
0 10 90
2 40 60
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8 100 0
12 100 0
12.5 10 90
15 10 10

2) it

a) BFUE: mmE SR (ESD .

b) M. EE .

o) HHHR: RPN (MRM) .

d) S AT RO T % S BT S R RS BRI R, AT RS S S WL SR A

6.2.2 HPLC-MS/MS E 54T

A pLARFEE R (6.1) ARG AnE LA (4.8) #ATHPLC-MS/MS/p#r. 181 ELBHARE
VB P AR R ) P B I ] DA K S v B A 8 X AT 58 PR 0 M 5 5 1P X RO X =R B S R A
AR E AR AN 32 B — B0, AR =F B S VR 22 AN 258 Ve B, 0T S0 et ot rh A AE A
LA o

® 2 EMFIERENBEFFEENRARITFRE

AR BT % >50 >20~50 >10~20 <10

FCEF AR 22/ % +20 £25 +30 +50

6.2.3 HPLC-MS/MS EE 5 #T

ARAE AR I W i) 2 B, e B AR S RO AR HE AR OEEAT 70 BLH ARL & W e T AR g 0 A
B, CLE ARSI BB AR BV E bR e AR 2, AR ARt AT 5 B 5 it AR b A
T e SR AR A SR RV EVE R A, SRS R AR R L, R (4.1 FRRERE MK
Ja 7 H e

e AE LR, Shh R AL A IR EVE T 22 S S DI & (MRMD 23 LA B .

6.3 HPLC/DAD J53%
6.3.1 HPLC-DAD 73 #4&1F

F IR 5 BB e BT F AR, DR AN T R4t 3 o AT (4 3 2 8. R T 91 S 5 S 4R
SRR B ) -

a) filH: Eclipse C18 £, 3.5 bm , 2.1 mmX 50 mm S 24 (il

b) AIH A: FEE

c) iz B: K

d) FiE: 35°C;
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e) HEFEE: 10 HL;

f) JitiE: 1.0 mL/min;

g) kil AREFESIRII (DAD)

h) EEWFEEK: 275nm (MI. CMI. OIT) . 280 nm (DCOIT) . 318 nm (BIT) .

i) PR WA 3.

*®3 REBEERRIERF

I} [E]/min WA A /% B B /%
0 20 80
2 40 60
6 90 10
10 90 10
13 20 80
15 20 80

6.3.2 HPLC-DAD EME. EE=HT

S A E10 pLIRBORN VR A bR TAE AR (4.8) BEATHPLC-DADZM T, 8 b BORFE FIFRFELE M 2
BTG IR A T o T 0 P R BE BF 8] DA R 04RO 0E (210 nm-400 nm) #EATEME, SMnike .

S LR SR TR, b S RIS 40 b v 5 Y (I HPL.C-DAD Y, 1 P11 €8 1% P 25 3 LB 4 C
6.4 ZT=HIRE

BRAIEES, Ydke 1 #/E D IREAT .
7 HERITEMFR
7.1 tE

AT A SR DL B SRR L £ VIR IS R BT, a1
x, =G CVt 1)
m
Ao
X——RBEH B4 B, RN BT (meke) +

Ci—— MR HE A #2645 2 OB AL 7 s BOKR BE, AN Z BT (mg/L)

Co—— MRt AR M 2645 2 1022 A ISR, A AZ &I (mg/lL)
V—— ST Y R EE AR, A8 Z T (mL)

f——FiRE A
m—FE R, AN (g) .
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7.2 SGRFR

THE2 U0 € 45 R E AR IME, THELRIZGB/T 8170 BB AT WEMCHRET (8.1) B,
WIS Ry “AREH” .

8 MEMMR. EIUNEMBERE
8.1 MZEMPR

HPLC-MS/MS Jjik, 2-FIJE-4-SpMEmkmf-3-Fd (MDD, 5-%(-2-F 3E-4- S Emenik-3- (CMD. 1,2-
I FEME 3 (BIT) (MR AN 2.5 mg/kg, 2-1F ¥3:-4-SFIEMEIR-3-F7 (OIT). 4,5- ~&-2-1E ¥
F-4-FEEMEIR-3-FH (DCOIT) FMlE (KPR A 0.5 mg/kg; HPLC-DAD J7%HIE MK IR A 25 mg/kg.

8.2 [Effr=x

ASTT R S E MR R S AL S IR CR D 70 %~ 120 %,

8.3 FHEE

FEFF —sele s, H A — 3 AR R e, A% AR R I3 32, A eI 8] A X [R] — B S
B SLBEAT (0 IR AT PR 79 I R SR A R B O 22 AN KT 10%, - UK F10% 15 LAV I 5% 9 i

e
9 RIERE

SR T A5/ NS H DL A

a)  FEMCKRIE AR (BhRIARR, 4775, it
by fd (R HE

c) RIS

d) KSR

e)  ARAu i B AR HE K20 5

£ ke H .

Jo
i
Jn
iH%
il

iy



Misk A
(ERHMERR)
R 22 A

DLt s 2% F -

a)
b)
¢)
d)
e)

HLME 55 HL e 4000 Vs

FZHA CRRD HJJ: 35 psi (241 kPa);
TS (B WE: 12 L/min;

TS (BS) WE: 350 C;

WIS F0HE B R R R R LR AL,

RA1 BIRCAMRENEFRIMERE S

XX/T XXXXX—XXXX

BB X m/z AL | b &
AWML TR — —
BB T TET A v
71%* 96 17
2-FH L4 e ARk -3-BH (MDD 116
101 96 21
87* 84 49
5-50-2- F -4 S MEMR IR -3 - (CMIDD 150
135 84 25
X 134%* 132 25
1,2-2KFF e me-3-lH (BIT) 152
109 132 21
N 102* 96 13
2-1F 3¢ F-4- S EMIHE-3-fH  (OIT) 214
84 96 53
N 169.9% 96 9
4,5- & -2-1F ¢ FE-4- R -3-ll  (DCOIT) 282
57 96 17
VE: I “x” RRANEEETF.
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Mi% B
(R R
SR IE R BR AL SRR UHEA B B LC-MS/MS 22 S B WA T (MRMD

zi0 S [+ MREX (116, 0-> 71.0) NI
1 1

" 5-_ M

1 2 3 4 5 & 1 g8 9 10 11 12 13 14
Counts 5§ Acquisition Time (min)

zi0 S [+ RN (116. 0-> 101. 0) MI
1 1

1 2 3 4 L 1 H 9 10 11 1z 13 14
Counts 5§ Acquisition Time (min)

EB.1 2-H1%-4-BEMR-3-H (MDD B9% R M ANE (MRM)
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z10 3 |+ MRX (150, 0-> 87.0) CHI
1 | 1

5 3 7 ] 9 10 11 iz 13 14
Counts 5 Acguisition Time (min)

-
[
[,
4

z10 5 |+ XEX (150, 0-> 135, 0) CHI
1.254 1
1
0. TS5+
0.5 |
0. 25 4 \
\
L] L] ¥ T L L) Ly T T LI L1 k1 k1 L
H 2 3 4 5 5 T 8§ 9 Lo 11 12 13 14

Counts 5§ Acquisition Time (min)

EB.2 5-5(-2-FFFE-4- SR EMEIR-3-F (CMI) BY% RN MME (MRM)

z102 |+ MEX (152, 0-> 134, 0) BIT
84 h L
6 |
4 (}
2] [
e =L I“~—_— RIS e e
L] L T T L) L] L] L] i) A ] L] L] ¥ T
1 2 3 4 5 -3 7 g 3 Lo 11 12 12 14

Counts 5 acouisition Tise (min)

EE 1 | 4
|
&4 |
4
| |
24 |
= _:-- ;__I_ l—j_ I___l _l L] LI T k] L] L]
i 2 8 4 3 [ T 8 9 Lo i1 12 13 14

Counts 5 Acouisition Time (min)

EB.3 1,2- 43 M- 3-Fi (BIT) MZKRMEMNE (MRM)
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z10 3 |+ MRX (214, 0-> 102 0) OIT

9§ 1
£
4
24
1 2 3 4 S5 B T & % 10 11 12 1z 14

Counts 5 Acquisition Tise (min)

z102 |+ XEX (214, 0-> 34,0) OIT

1 1

3 B T g 9 Lo 11 12 13 14
Counts 5 Acquisition Time (min)

=l
e
el
oo o

EB.4 2-1F ¥ Fe-4-FHEMmpk-3-lF (OIT) BY% R MSME (MRM)

z10 3 |+ MEX (282, 0-> 169, 9) DCOIT
44! 1
%
2 -
14
1 2 3 4 5 & 7T 8 8 10 11 12 13 14

Counts 5 Acouisition Time (min)

z10 5 |+ XEX (282, 0-> 57.0) DCOIT
241 1

-

] 5 H B 9 1] 11 12 13 14
Counts 5§ fequisition Time (min)

-
[
e
e

EIB.5 4,5- " &-2-1E ¢ 3E-4- S HEMEIK-3-1l (DCOIT) % M IEME (MRM)
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Bf3% C
(ZERHEFR)
i EL IR R 10, & MDA AE) B LC-DAD Y 1 P& A0 € 3% ]
"DADL, 3496 (377 mAU, ) 5%(E=3.183 & 3790 LD

T T T T T T T T T T T T T T T T T T
20 20 bl b1l 30

I I
# g n

2%0 2J10
B C.12-F F-4- FEIEMEk-3- (MDD 1) DAD it &

"DADL, 6.030 518 AU, -) 5%[E=5.857 86250 /§ CMID

mAU
50

40
Kk

24

I e S B s s S e N A o A A B e I
P P %0 %0 30 0 b 30 30 m

B C.2 5-5-2-F 3k -4- S e menpk-3-f (CMI) ) DAD Y¢ 1%
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"DADL, 6.742 (112 mAU, -) 5% E=6.555 &.6.995 /s BITD
mAU

100

I I [ [ I
20 il 30 0 30

I I I I
0 P 30 380 m

K C.3 1,2-28 3 5 MEme-3-fil (BIT) ) DAD Jik &l

"DADI, 9615 (3L5 mAU, -) 5% (E=04958 9.789 4 01D

[ I I I [ [ I I I
20 P 20 20 30 0 30 30 380 m

Kl C.4 2-1F ¥ 55-4-FIEMEIE-3-F (OIT) 1) DAD Yt &
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"DADI, 11478 (252 mAU, ) 5 (E=11.271 & 11718 HDCOID
mAUi
20
15
104
5,
0,
T ‘ T T ‘ T ‘ T T ‘ T T ‘ T T ‘ T ‘ T ‘ T T ‘ T T
20 %0 260 20 30 30 340 360 380 |
K C.54,5- & -2-1F FF-4- T e k-3-li (DCOIT) HJ DAD Y it &
2
5
4
= 1
:
=
g
0 5
=
& 2
3
1 L—A/J
0] 2 4 b o 10 12 14
t/min
K C.6 SHBEMEIRER 5L &4 LC-DAD it &
1 —MI
2 —CMI
3 —BIT
4 —OIT
5 —DCOIT




