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Determination of harmful substance in textile dyeing and finishing auxiliaries Part 3:
Determination of organotins
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jillf3

]

A AFFEREGB/T 1.1—2020 (PR TAESI 55135 ARfEAL TR I S5 NY  R
HECHL

A FRGB/T 29493 (4 gL BRI G FEY R BIE ) BIHE3H5r, GB/T 2949304 KA [ LAF
oy

— 51

— 52

— 530

—— 54

—— 5580

—— 563

P A PR A BERATRI A 5
r: EEALEY) (PECs) HIMISE .
r: ANEGEDRINE SAE S-S
Y WARTTIRACAEY) (PAHs) HIINE A - ik .
o FLIBCR AW R R RS B E
o AR TR P R R RS B E
— EETERY . ARSI T R R S B AR I E
— 58Sy M IRER S i ik B AR [R5
——EEORR Ay NI B 5
AR GB/T 29493.3—2013 (Gi 25 B B b A FW B NE 238 AV E e E
SAMERE- L) . 5GB/T 29493.3—20134ALk, BREEMIAEEM gt S s, EBEFARTIIT:
BT IECk. UKEERR . LBE. DUSERIR DY 2B BN 2 2ok (L 5.1, 5.2, 5.4. 5.5,
5.7, 2013 “EfiR 4.1, 4.2, 4.3, 47, 4.8) ;
BT = O TR AR R R AN A R FE i AR AN T792: (L 5.9+ 7.1 7.3, 2013 4K 4.4,

ST D

d\

6.1. 64) ;
BT AT AR IR, RN T AT AR AR H I R B R I AR AR (I 5.11, 2013
FRR 4.9)

BT ANV bR AE G & R G P FRAE &VTR ITC ) 7775 (IL5.13.5.17, 20134 411D

1B T A WL bR AERE IR A NLE R IR IR A WUEIR A PRl TR TR & AR fE

IR TRA PR B FE IR MR L SR & N ARARTEE ARV A7) (L 5.13. 5.14. 5.15. 5.17,

5.18. 5.19, 2013 4EfR 4.11. 4.12. 4.13. 4.14, 4.15) ;

1B T A WU IR A P LAEVERORR & WA bRt AR AR HARR (I 5.15. 5.19, 2013 4F

fix 4.13. 4.15)

Hm 7 pH (M6.6) ;

BT B WA E Y PR B AR RUA ] (IL7.1, 20134Fh6.1)

——FNG A 3 BT 16 B, AR 3 RN 4, B E VLSS EIFRAT CAS

T (LI A BIE A1 AR A2, 2013 SERAIE 1) ;

BT GC-MS UM 464 (UL 7.6.1, 2013 4ERR 6.5.1) ;5

BT TR, WMo ST M CEE S (I 7.6.2. 7.6.3, 2013 iR 6.5.2)

—HT 9 10pg/L A1 80ug/L PR AR HE S (DL 7.3, 2013 4Ehi 6.4)

BECT ISR sz (9.2, 2013 HEAK 8.2) ;

— IR T AT A WL AR AR AE TR RS B (DL 2013 BRI FHSR AD

— IR T BB 1 R R R T IHE, W IAE R SRS B (LM% B R
B.1, 2013 iR 2) -

THERA AR 3L ] 2T REVS S TR o ARSI RATHUR A AR 28R (1) 54T

AR SCAF R A A AL TV A SR
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ASCAT A E GURMRHEA R 2 T2 23 ED R 7 73 H R 22 122 (SAC/TC134/SC1 A [
A SCA R LA

A E LN ;

AR SCA B L FARER SCA B I IR AR AR R AT A9+

—— 2013451 KA NGB/T 29493.3—2013;

—— RICNE IR .

1T
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HAREMFIhEEDRNE 2 35857 BHHILEIRINE

Er—ERAAXHPARNBEALRETIENSIBREE. AXHHRIELAEAENZEE
. ERAZARMERNEISNREMERER, FRIEFESERBREANENFNHE.

1 SeE

ARSAFRE TR A EIE- S BAC (GC-MS) Wl5E &5 23 Gu B B 7 A BB L S W 77
ARG TR G P 1M AL &Y LAY KIIE .

2 AetsIRAxH

A S A P A S S A R G | T R RS ST AN T A R AR F R, 3 H BRI B A S,
A% H AN N AR ASE B T A SO ANy H IR 5 S, A (3 FTa s &M A
Ak

GB/T 6682 43 #fr 556 % F 7K FUAS At 36 v

GB/T 8170  H{EAE L0 55 4% BREUE 1 2R s F ) 2

3 ARIBRMENX
ANAEBA T B2 IARIBERE Lo
4 JFIB

PN = 2.3 — i AU FF R B G R AN VR 45 VAR A P /K R AR BB R L L &),
FEpH=4 51260, LAY Z SRR N AT AE A sl R BUR P A U AT AT AL, I O A BT A4
P, A G -FE B (GC-MS) T5E, WAREEE.

5 iR

BRAES A e, AU B A BT ARG FIGB/T 6682—2008 FHAILE Y — 20K
5.1 IECkt, iR,
5.2 VKBS, ZEREE=99%.
5.3 HEE, M.
5.4 4P, ik
5.5 DUEkmE, k.
5.6 JoKBRERIN.
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5.7 VUZHEWIEREN (CAS No.:15523-24-7) , =4k,
5.8 HEE+ZEE (4+1) BEEF: BHEE (5.3) MOl (5.4) AN 4: 1RG5,

5.9 T TEAREIE HRANA W : FREL 0.4 g I THRAREIE RSN, FHEE+ARE (4+1D) IRETE
A (5.8) WG EAZ 1000 mL.

5.10 BESERZEMPVATR: FREL 136.08 g —/KESREN, FI 800 mL —Z/KiEf#, FUVKESRR (5.2) 3 pH {E
45, HHZUKERZ1LERS.

511 frAEMKRHR: FREL 2.0 g T2 FEMRR Y (5.7) , W FIUEMSE (5.5) 1, E& % 10 mL.

T AR AT DY SRR 5 E KRR R A L B RT BE & A 7K 20, BCHE AR AR /5 2 VE U (s
RO R DI Y RN T R CR EIAER MRS B R R, TR
FIARAF LD H

5.12 AW EYR: AifE=99% (RESED , W AR AL HFS 1-16.
5.13 AN SR (1000 pg/mL) .

H RIS LLA NI B TR . IR S A £ AL BRI AV (5.12) , 20T
i (5.3) FIFERE 25mL, 4 CHEGRAE, AR 1 4.

5.14 EHERATHIREHEHR (10 pg/mL) « 7 AF2HL 1 mL A HLEFRAER & (5.13) F 100mL
K, AR (5.3) EREZE, 4 CERRLA, B3N 1 1A,

5.15 AHGIREHMET/EER (1 pg/mL) : FE 10 mL WKEA 10 pg/mL KIG HUBHE A HH 8K B R
(5.14) T 100 mL F&EH+, HAHEE (53) EXEZE, 4 CEOLRL, ARCAMWE .

5.16 WistnEYI: 20 =99% (JRESED , W A XK A2 F%5 1S1-1S4,
5.17 BEG WARMERIER (1000 pg/mL)

HHEG A PRIRE LA S FIRE . IR A & A2 BRIV AR EYDR (5.16) , 3T H
B2 (5.3) HIFERE 25mL, EHIEKRE N 1000 pg/mL RS NAMESIER, 4 CELIRTE, A0
1 4F,

5.18 RGWARTIAIRER (10 pg/mL) : BH 1 mL IB&WARMESER (5.17) T 100 mL &)l
i, HHEE (53) EXFEZE, 4 CEOLEA, AR 14H,

5.19 RGNS TR pg/mL): #2E 10 mL KN 10 pg/mL [RIR A P bR o BIIK BE VA(5.18)
T 100 mL A&, HFEE (53) @&8ZBZE, 4 CEOGIRAE, BROHMA.

6 UEF|EE

6.1 SAHEIE-FHEPHIC (GC-MS) .

6.2 MR, JEE 0.1 mg.

6.3 MR, 50 mL F1 70 mL.

6.4 PEIK, FHATIA 300 rpm.
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6.5 HFEPKE, LTAVEMZE 40 kHz.

6.6 pHit, M&WEESHEN, =N 0~14, MEFRERKHZE 0.01,
7 RS

7.1 EE

HUARERVERIRE S, 780 TR AT HERIFREL 2 g 60FF R Z 0.001 2, BT 50 mL M55 i+ (6.3) .
R 43 AN 20 mL — 238 AR AR IS IR ENIA R (5.9) 1200 pL ¥ FEA 1 pg/mL HIVR A PR bR
HE ARSI (519 , #FrRIE S, HIRE, AR TisT, =R E T A KA R
1 ho FE. HFFMATEEM, BRIGIEZ 2 N — M, FREFMH 20 mL = 28 AR H
BN (5.9) F1200 pL KA 1 pg/mL RS W bRbRiE TAEV (5.19) %R —IR. &
FHHEEUR -

7.2 1THEHK

HERFEE 10 mL _FRFEHGHK (7.1) F 70 mL #2550 (6.3) 1, I 10 mL BEERZZ MR (5.10)
FHVKEERE (5.2) 7T pHAEZE 4.5, RN 300 pL A7A4RF (5.11) A1 5SmL IECkE (5.1 , 7%
WER, HAIRERSETHRAR ELL 300 rpm FIFEYRRE 30 min. IIANIEE KRR (5.6) , #
B, HE LZIECkEE. BOECkZE S G- TS B .

G W AR B S RIS, AR B OSSR T L

7.3 tRETIERREVH &

HERIFZHEL 100 L ¥R FEN 1 pug/mL (R A W FRPRE TAER (5.19) , BT 5 A B 10mL
THETRREIE TR ANER (5.9) [ 70 mL #8255 E (6.3) T, FaRIMERIIA 25 uL. 50 uL. 100
uL. 200 uL #1400 uL #FEEA 1 pg/mL FIE WU R SARME TR (5.15) , #o03% 7.2 #HTR14ELk,
Hl2% BRI EE A 20 pg/L, B HUEHIRE AN 5 pg/Ly 10 pg/L. 20 pg/L. 40 pg/L A1 80 pg/L AIFRE TAEIR
o

7.4 FRERMAREE R

HERIFREL 2 g iFE CRERZ 0.001g) , BT 50mL MB35 R4 (6.3) H, 7EARIGH A AHUET DA 200
uL RN 1 pg/mL A NGIRARE TARR (5.15) , #% 7.1 & 7.2 BERIHAT.
7.5 AR

BRAIAREESS, %A ST 7.1 B 7 25 3T .
7.6 ME
7.6.1 GC-MS NEDth&EH

FH IR 25 S B e T B P RO 2s , IRIAS wT RE 2 (i T AIE F 280, W S BN ARATE (it
T 5E I 20 o3 5 oA 20 4 BE A5 2GR 40 25, PLUR I B S 30IE B A& T AT -

a) B DB-SMS, 30 mx0.25 mmx0.25 pm, BRI 24

b) HEFECREE: 250 C;

¢) JRiLREIEEE: 290 C;

d) R &R, 4iE>99.999% (EFHD
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e) #TMIHE: 1 mL/min;

f) FEE: 2.0 uL;

g) BRI AR

. ~10°C/min _ 30°C/min )

h) #EE: 50 °C (1 min)——240 °C (1 min)——300 °C (1 min);

i) HoERET A EFEE TR SIM, EHEE T RS W B,

j) HEEAA: BTEGEEE (ED ;

k) HLEREE: 70eV.

SE: SRR S S U S VU e 8] K S ARG 2 R A B
7.6.2 EMSH

FEARSCART.6. 150 BT 564N, dl I EUICRE I8 VR 5 A A R A D 2L 4 ) O B B 1) DA B R AL 75
T (BEEB) BT AT, SRR R AH 2 1) PR S 15 0 B 5 AN 3 B L SR B AR A AR
HE ARV P M A o3 e Y 1 5 2 8 A F B L R Vi 22 A R e, 0 mT A BRE i e
TEAH N B 040 o

x1 EMSRFRHENETFFEENRARITRE

EUETFESEEE P EEL =50% <50>20% <20>10% <10%

TE M RIAR X R 2 +10% +15% +20% +50%

7.6.3 EEDH

ARG AL B i) & B, R e LB T RO BR AR O AT 20 i o AR S B B T A i I T A,
P PRI 7 o PRI TR AR PR i LA 22 IS AE A A DN ) 2 PV B A, 2 SRS B i A v A it 2%
YEHL, BRI VR RE BE IR 5 b . AL AR ST Y HIGC-MS S 25 1 (0 1 1A AL By
KCHEC.1,

8 HRUESRTR

AR EER AL ST S BUA NGRS T, %50 (D 1.

AiXCiXVXAiSC VO

Xi:AinmxAissxlooo lep ................................................... (1)
A
X; WA IE TR, SOV EZRET (mgkg) ;
A4 T A TV A WU AT A AP e T AR
¢ Pt TARR B AL B 7 AT RIS, AR (ug/l) 5

Vo ——IECRAERR AR, AN ETE (mL)

Aisc FrdE AR AL WA CEAT Y B T AR 5
Ais P AR A WL LA AT AV BV THI AR 5
m WHEE, AN (2) s

Aiss  ——HIG A TR QAT AV HIIETTIA

Vo ———SREURAIEMAR, BAONZTH (mL)
o — TR AR SR EGRAAR, A ETE (mLD
Fo — R T
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THEEE R DI ICPAT I E 45 RME I FECT I ERR, 1%HGB/T 81701240 /N U R AL
9 MWEMR. ER, BEE

9.1  MER

A T7 M E KPR 50.05 mg/kg.
9.2 [EE

T it A B TR AC 2R Y 9 70%~120% 2 1]
9.3 HEHE

FEF s s, WF—3RAEE A R e, FAR RTG53, AR 8] A X [R]— Rt S
HARST AT BRI ERAT A PR RS I SR 4 00 2 (AN R I (B R S AR S T 10%

10 RIS

IR 2D s LT A
a) A RIE AR

b) AT

o) EHRITIE:

d) H5ACHRIZE SR

e) IR L SRS L
f) IR EIR,

g) I HIMN.
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A ER R B B LSRRI AR AT fid 2 R RO R AR B R B BR R

R AL gt ARSI BT B A L B R A A AR ) A R R O RS R

Y ESINES CMIETE LRSI AR S L NS R IS £ L
FA 1 KXHUR BB GREE A ROcH R ERE R HXTEE
1000pg/mLA
) WG PR B T
A A . . .
i \ _ o ASHER | W(F25mLz |
L | AL i AP | SR L HE R o L | EE
75 - T —— RCASH: FRUEY) 5 ™ EIfH) TR ki
2 51 A4 B i R
. T3 ANAE N
‘5‘ 1=)
AR
(mg)
—HEY -
1 MeT “EHEY 993-16-8 CH3SnCl3 0.557 449
Monomethyltin
— T2 -
2 BuT =& T8 | 1118-46-3 | C4HoSnCls 0.623 40.1
Mono-n-butyltin
IS1
— IR .
3 MPhT | =& —2K%E4 | 1124-19-2 | CsHsSnCls 0.648 38.6
Monophenyltin
—EY -
4 MOT =& | 3091-25-6 | CsHi7SnCls 0.686 36.5
Mono-n-octyltin
R —
5 DMT A A 753-73-1 C2H6SnCl2 0.677 36.9
Dimethyltin
ZTRY
6 DBT TROTHRY 683-18-1 | CsHisSnCl 0.767 32.6
Di-n-butyltin
—s U
7 DPhT | “& K4S | 1135-99-5 | Ci2HioSnCL | 0.794 31.5 IS2
Diphenyltin
TR L
8 DOT TEREEY) | 3542-36-7 | CisH3aSnCl | 0.830 30.1
Di-n-octyltin
ZAHEY o
9 , . DProT | S NS | 867-36-7 | CsHiaSnCla | 0.743 33.7
Di-n-propyltin
— R JE
10 TMT M =HEY | 1066-45-1 C3HoSnCl 0.822 30.4
Trimethyltin
=TRY T
11 TBT FWUW=THY | 1461-22-9 | Ci12H27SnCl 0.891 28.1
Tri-n-butyltin
— IS3
=/ ] P
12 TPhT FAL = 2RI 639-58-7 | CisHisSnCl 0.908 27.5
Triphenyltin
=EHEY) .
13 TOT SMN=FHE | 2587-76-0 | CasHsiSnCl 0.928 26.9
Tri-n-octyltin
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1000pg/mLA
GIRZ L e
AR ARAHAEH W (F25 mL%F
; L7
L | FRE R " KA | Rt | mER | | EE
5 - R - RCASH: PRI 5 - BT frE b
- o £ aansn |
52
TR
(mg)
=Ry F=IH A
14 TcHT 3091-32-5 | CisH3SnCl | 0.912 27.4
Tricyclohexyltin )
My z. 58
15 TeET W54 597-64-8 CsH20Sn 1.000 25.0
Tetra-ethyltin
T 54
16 - TeBT TR 1461-25-2 | CieH36Sn 1.000 25.0
Tetra-n-butyltin
Fre R =EER TR CHENVBIE T BEREE CENEEYD .
FA. 2 AR B B L5 Ririr g i REC s R R E AR R
1000pg/mLAT
MU BH B 1
AL ARG W (F25 mL%&
L | FREbEREE | KRIAHERN | HbE | mER | N
Ui - fRi R - RCASH: FRAEA I 5y ™ BT pree
a o TR AL
‘5‘
Ji =
(mg)
—pEskE
IS1 PR MHpT | =& —BH8 | 59344-47-7 | C7HisSnCls 0.672 37.2
Mono-n-heptyltin
T PEEEE
1S2 PR DHpT | & FEHE4S | 74340-12-8 | CisH30SnCl | 0.817 30.6
Di-n-heptyltin
=NE .
IS3 TPrT | EW=HEYE | 2279-76-7 | CoH21SnCl 0.875 28.6
Tri-n-propyltin
£
IS4 PPER TePrT | WAE:S 2176-98-9 | Ci2H2sSn 1.000 25.0
Tetra-n-propyltin
FRERB=EE/RAE CAIGHET) /BRERE CENEGIEY) .
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75 FEI )4 5 TEEHT EHET FEL

1 ZHEY (TMT) 165 165, 151, 135, 179 100: 57: 54: 27

2 T HIE (DMT) 179 179, 151, 135, 120 100: 97: 66: 25

3 —FEE (MeT) 193 193, 163, 165, 191 100: 66: 85: 75

4 V2.7 (TeET) 149 149, 179, 207, 121 100: 90: 95: 49

5 S (DProT) 193 193, 191, 233, 235 100: 77: 67: 91

6 —T#HE (BuT) 179 179, 177, 121, 235 100: 81: 37: 61
ZHEY (TPrD)

7 193 193, 163, 207, 249 100: 57: 33: 43
(HFR)
VUN S (TePrT)

8 165 165, 121, 249 100: 44: 65
(AR

9 — T34 (DBT) 263 263, 151, 179, 207 100: 142: 132: 141

10 —ZKFEY (MPhT) 255 255, 197, 227, 120 100: 100: 51: 28
—BEEES (MHpT)

11 277 277, 121, 177, 179 100: 55: 164: 217
(AR

12 =TERY (TBT 291 291, 121, 177, 263 100: 155: 173: 113

13 —¥HE (MOT) 291 291, 177, 179, 207 100: 175: 232: 27

14 VU134 (TeBT) 179 179, 235, 291, 233 100: 68: 55: 51

15 T (DPhT) 301 301, 195, 305, 275 100: 66: 19: 65
—piste; (DHpT)

16 347 347, 179, 249, 277 100: 155: 201: 58
(AR

17 ToERE (DOT) 263 263, 291, 375, 151 100: 31: 49: 96

18 = (TPhT) 351 351, 120, 197 100: 21: 36

19 = EY (TcHTD) 233 233, 151, 203, 315 100: 68: 30: 51

20 =EFHA (TOT) 263 263, 233, 375, 459 100: 55: 48: 25
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BN ENITEY GC-MS BB FREERE
G CEATEYR) GC-MS BB T A WE C.1.

Abundance)
400000
] 11
350000
300000 —E . ¥ o
] 5 6 5 13 18
250000 3 8 12 16 17 20
] 4
200000 - 19
] 15
150000
100000—; 1 10
50000 —: l
- [ | | L A
Time—> 51‘)0 10.‘00 15.‘00 20A|00
| —=HEY (TMT) ;
2 — —HIHY (DMT) ;
3—HEY (MeD) ;
4 —JU 238 (TeET) ;
5 ——N#E (DProT) ;
6 —— TH% (BuD) ;
7 —Z=NEY (TPrD) ;
8 — VIS (TePrT) ;
9 — " T#% (DBD) ;
10———2K3E8 (MPhT) ;
11— (MHpT) ;
2—=TH% (TBD) ;
13— 14 (MOT) ;
14— T34 (TeBT) ;
15— 4 (DPhT) ;
16——— B34 (DHpT) ;
17— —3FHE4Y (DOT) ;
18——=2KH4 (TPhT) ;
19——= &Y (TcHD) ;
20——=FH4Y (TOTD) .

C.1 BB CENITEYR GC-NS REFREIEE

=




