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S

Determination of dioxane residues in surfactants—Gas chromatographic
method

(ISO 17280:2015, Surface active agents — Determination of 1,4-dioxan
residues in surfactants obtained from epoxyethane by gas chromatography,
MOD)
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][/

Bl

ARIAFAEIEGB/T 1.1—2020 ChRifEfl TAE SN S 185y FRikfb ST 1 25 e At B
Y IR E T A

AR GB/T 26388—2011 (FRIME M —HELR H &= NE  SMHEEE) , 5
GB/T 26388—20114HLt, FruiEMEahsr, FEFARBMHUIT:

—— B TV (WEE1E, 201 14ERRIMEELE) |

—— 380N 7 RVEME S SCEGBIT 6682 (MLAE2E)

—— B TR (WEE4E. e, 201 1FEMIIF4E . F6F) ;

——H0 T AR IR S (IL7.2.1.D)

—— B T B (IL8.1.1, 20114FfRS.1.1) ;

—— B T OISR (8111, 8.1.3K2, 20114ERS.1.1E 1. 8.1.3/K3) ;

—— MR T B (H20114Ehk8.1.2K12) ;

—— BT EEM. HIMEEE (EIE, 2011FERASE1E) ;

——0 T IR A R (LA 12E ) L D) )

——JHIBR T B SRA (201 TEERR P RA)

——3EIN T 5 E B v 2O BB AR AR E 2 e BB B LB A BERBD

ARLAHEECRHISO 17280:2015 (ERTATE LR AAH (i e 3R TH 5 177 1,4- —RE
MR .

AAHISO 17280:20154HE, TEAEH FAR Z % . PSSO 1) (1) 2546 2 5 A2 A0 5%
HE— SR LB SR A

AAHISO 17280:20154HE, fAERZHARZE R, 1R R I AMN 514 2 E AL
BHEAYL ) 3T TR, RERERZE 5 R R — YR WL RB.

A SCAF H R E R TS SR

AT A H 4 [ 2R T P TR R e bR L B R 22 2 (SAC/TC272) AH,

KA R AL o

R EEREN: o

A B L ARE SCEE I 3 IR R A AT S 50 R =

——201 14 B IR KA NGB/T 26388—2011;

—— RN BT .
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REEENF ZBRZEENAE SHEHEEE

1 el

AR SCAFAR IR T A ORI s S T R o AT R B R T

ARARE T AR LB JERVE P R TER], Qe R £, RO
PR R I 1,4- 280N (L4-ZREGD e . A SR TG M7 A A4 2
vty S HC At ol 248 R THT & A 70U N ) 2328458 P AR SR 8 R 7 R 1,4- 0N 3E (1L,4- I8k .

AAEHTIESEAMET 5 mgkg 1,4- "Bk CRASJIGEE TARIIE) 5 2.5
mg/kg 1,4-ZRELE CRABTEIEERANE BIFEm, 4 14- 205 & 100 mg/kg B, 7
LI AR PR VA VR P VAR P BB A ot o R B U 5

2 FEMsIAMH

B SO R P e s S R RRSE P S TR AR SR e A T A R SR . Her, i E
SISO, A2 H D R A R A @ T AR SO AN B IR 51 SR, Hosof s (s
B BB S & R A

GB/T 6682 431 556 % F /K FAS AR SR 7 v

GB/T 13173-2021  RMHENEMER] Bekiik5e 77 i%

3 JRiE

ETEH P FREREN, ARG AR EIAE T o 22 EHR AN TS HEREA A I EIE
B HCPAT . 2RI TR SRS T THRFE P BN BE T &, KIEE RS . NFR
VEEUE BRI LB R

4 K7
BAE AU, AT A AUE R R At sl LB RS AR, 7K GBI/T 6682 FiLE )

—ZKK.

VE: FRIURE oK EAERS, R N N-ZF IR B (DMF) S5, B A7) 1 A 1 75 d
& IR . B AR T

— NN-ZFERBZ (DMF);

— NN-ZHEZBZ (DMA);

— THIETHR (DMSO);

— ZCZEFEER%Z (DEF);

— .
4.1 1,4-—EEk. 4 >98% (p=1.03 g/mL, 20°C).

42 A-FE-13- N8y, 4l >98% (p=0.98 g/mL, 20°C), WH¥.

5 1%E8
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i S0 AR A LU &0
5.1 73 RF, J&E 0.1 mg.
5.2 FAHEIEA, R RS B A A OGS RIS (FID) B3 & A28 (MSD).
5.3 T AR 23S
4 EATRA WA 20 mL BB S5 K 4
5.5 (At MBI RSO E e, FAAZIR I 8.1,
5.6 A& )f: 50 mL A1 100 mL.
5.7 SRS A% 1.00 mL+0.01 mL.
6 FRHERRECH
6.1 FRENERR
FREX 200 mg+]l mg 1) 1,4-ZB8kE, HEBEF/KERZE 50 mL AR RS
1,4-—F&45% 4 mg/mL.
6.2 frfE TIERR
3R 1 BIURFAF bR GG 6 (6.1), FHER B F/KER IR . Bl 1,4-—
WELek FE AR HE TAEM, H T (g &1

&1 BiETIERRECH

Pt LAV R 5 A B C D E

T BUbR HE i 25 VUK A8 B /mL 0.0 0.5 1.0 2.5 5.0
JEBARFY/mL 100 100 100 100 100
1,4-ZRERE/ (ug/mL) 0 20 40 100 200

e AR A 4-FEE-1,3- TREGE N A AR GEF T bR e 8D, WIFE € AT A 2 S0 b i AR R &
) 4-FPHE-1,3- 8, 3 An v ARV i 4 4- - 1,3- ZRERE S 8 40 pg/mL (AT DATRSERREL 400
mg+l mg 1) 4-F3E-1, 3-Z0ERE, KRR EASE 100 mL, FHRRER. R 1.0 mL inA
FARE AR ).

7 HamES
7.1 HEmALIE

2 GB/T 13173-2021 55 4 i) 2 AEAFMRE i o
7.2 I MR RIBIR
7.2.1 ¥REMNE
7.2.1.1 2 BHE=ANTRZERER AN 2.00 g+0.01 g iabBE, % T 1, 4- —IER &80T 20 mg/kg
FIRE L, 3% 7.2.1.2 IFE P2 4T 1,4- B85 & 58 20 mg/kg~ 100 mg/kg IR 1% 7.2.1.3
FIFE 5
VR FEREE S IZIR 7.2.1.1 SIRFREL 1.00 g£0.01 g 3X0FE, 0 ImL 25 F/K 5448 7.2.1.2 R EAT .
7.2.1.2 H 1 mL (RS0 S 5 e I T R B TS b ot
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a) H— AN 1.00 mL+0.01 mL FIFRER R A, SERUIN o258, 2098 52 2R 5155,
b) =AM AN 1.00 mL+0.01 mL MFRAEE B, SLEINEG 2% 3, RIZUE R BRG],
IS IO 1,4- 185 10 mg/kg;
o) H=AMH N 1.00 mL+0.01 mL MIARHEA TR C, SLEUIN SR 254, BIZIRE SR RIREIIA,
IS IO 1,4- W8k 20 mg/kg.
7.2.1.3 F 1 mL 0 s S0 25 0 T 1 ) 38 T R R R
a) H— AN 1.00 mL+0.01 mL FIFRER R A, SERUIN o255, 2098 58 2R 5155,
b) AN 1.00 mL+0.01 mL (FRAEE R D, LRI S %5, BIZIRE R RIREIIS),
IS IO 1,4- 185 50 mg/kg;
) =AM 1.00 mL+0.01 mL IARER T E, SERUIMEE %5, RIZIRER BIRAHIA .
PEIETE IING 1,4- 1% 100 mg/kg.
7.2.2 RFRE
XoF T 8.2 A A F £ v L K] R P A v DR ARARARE TR BT 5 E -
FREL 2.00 g+0.01 g WAL T, A0 1.00 mL+0.01 mL FIARHEAR A, SLEPINE
ZE, RIZUERBIRAYS . AT AENE.
Ve SR RRERIGERS, A0 4- - 1,3- IR AR

8 ¥R
8.1 BIG&MH
R AT R PR T IT AR, WO NS A S AT — e AR, DUME
g B YR M B ) 7 1 A
8.1.1 R MHEH TAMEE-KIGE T (GC/FID) BAMERSE, B 1 M,
ENZIESE
a) JEFECREE 200C;
b) A 30 mX0.32 mm (id) BUEEEEAHEH (B 0.25 pm), 5% RIERERFT 95%
PP ek 112 [ 5 A B0AH 243
c) HREWT:
1) WIGIEFE 60°CARFE 3 min;
2) WIRTHEIE RN 4°C/min B [E]1E E 80°C;
3) HJaTHEE RN 30°C/min B ZIRE 300°C;
4) PRFFRZAIRE 5 min.
d) #HS: NoZ{ He, ¥ii# 10 mL/min;
e) Tl RS 325°C;
£ TR A LA R AL B R A HEAT A, UREAE 70°C R4 30min;
g) BEFERTTE] 1 min, #EFE 1 mL.
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pA ]
aE ’1

28
26
24 -
1, 4- "5

22
20J
18] o S

®t+—————7r———+—Fr 71+ 7 T
1 1.5 2 2.5 3 3.5 4 4.5 BHE)/ min

B 1 PR S ) FID SO (35 1 (BAE D

8.1.2 NI A& TAAH G-k JEE 74k (GC/FID) M7t 55

a) HEFECESE 200C;

b) B R E 2 mx3 mmGd) AFEMNAIE TSR, JHFE 0.246 mm~0.198 mm ] GDX-103
[ 5 AHEAH 247, 180°CTHI ;

¢) Fuill iR E 350°C;

d) #HA: N He, ifii% 30 mL/min;

) THASHERE S R AR N R HEIEBEAT A, BUFEAE 70°C R P4 30 min;

£ BEFER ] 1 min, HEFE 1 mL.

8.1.3 NI AMFIEH FAA@IE-FE (GC/MSD) 4055, B2 AduAiRE o=l A

a) il HP-5MS, 30 mx320 umx0.25 pm LA 244

b) #<: He, Ji# 1.0 mL/min;

¢) FE: 60°CIHIR;

) FFEIEREE: 200°C;

e) B TURIRIE: 230°C;

£ TSRS AR AL B R HER EAT AL, 3UREEE 70°C P47 30 min;

g) JEFERFIE] 1 min, #EFF 1 mL;

h) Zrkl: 1:1;

D BETA: BTEEREE (ED, HEREE 70 ev;

§) CKRHEEE TR (SIM) 7, ZRELGEME T m/z N 43, 57, 58 , EEET m/z
N 88, 4-HIEE-1,3- BT MBS T m/z N 55 57 72, EEET m/z N 101,
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TIC
e [10, 549
1, 4-ZE=
WJL ——/ e A_‘
3.0 4.0 4.9
EfiEl/min
B2 AR o OB R B 1 i

8.2 HRFE MR EF
4B 8.3.1 FIFRAEMAFRE I ZIREED 14- TS &, SR AZERET R, 15
10.1 HHER .
TE: AT A DRI 1,4- BT A 4- FP 13- VAT I S AR G R R, (E A
WA, (HAREH 1,4- IR IR SRR R, DO SR i — 5
MM RAF kR (1D 5

Ac,

k= 2 )
4,¢
A
A 4-FEE-1,3-ZWEI5E N AR IR e T A
A 1,4- B [ THIAR 5
e FEa LA-ZRERE IR, A= WA T (mg/kg):
ci FEA T 4-FEE-1,3- RERE AR BE (338 1 VMBI N ARY, IREETIDN 20mg/kg),

BANZ T (mg/kg)-.

8.3 #&
8.3.1 FREMNE

un 7.2.1 HRRER S FERIR A, KRR SRORRNTI S BERE R %, 8.1 R e
WA HEAT 5 HT 6
8.3.2 MIFRE

n 7.22 HRERFERIR G, BEEORBN T AR B A, 118 8.1 ey I (il ok
PEREAT 73 M

9 T
S 1 SR 2 T WRE P UL TR U TR BRI 2 1.4~ WEhEA 4-F1 %
13- AR 4-FE-1 30k, TSRO ) FOUETTA.

10 #ERFzR
10.1 FRAEMAE

DA 1,4-ZRELeH /MR By AR B L I TR IR AS &, SR — e & ml e 77 k- Sk &
27 A%, CAHARILRAN SRR 5 14- N8R 70k . BB EIE AR (Y
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O X 1,4-TEREREA P IRIE (X HD G 2 (B2, SMERELZS X ks LE 3),
PEAZ R BIRE P 1,4-TRERE AR 20 DA mg/kg KoK

I A X 10°
20

15

10 -

-10. 00 0. 00 10. 00 20. 00 1, 4= TR R FE/ (ng/ke)
3 WA 1,4- ZWELEI FE 40L& ith 22 K151
RHFRUEIIAE TS5 RN, LG th 407 BRI AH R REUNAE 0.995 DL E, 75 75 2 H
HIFEME , ZEFHGI 1~2 DI R
10.2 AFRE
FEfh 1,4- R8I & & o0 (mgkg) #£3:0 (2) 15

Al
Ve
Ar—— A-FIJE-1 3- TR A BRI W TR
A> 1,4- Bt 1 I T AR s

Fe———FH R 8L [
FEGrh 4-HIE-1,3- 0L N AR B0 (H%3R 1 VR WA AR, IR EE I
20mg/kg), FANZTRT I (mg/kg).

Cl

11 HBHEE
"1 =284

i 7] — R 2 1 [R) — 2% 5 FH R () 0050 4 £ I ) P L ARTTR] AR 7 3000 5 [ — 0 o
PRUCISE A IR 2 TR] B 2 A AN PRI 7, S EPEIR # 1B OB 5%. A
Xof B PEBR AT LA S VF
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LR 1,4- TREBEIR E <20 mg/kg I, A 18%;

MRE S 1,4- RELERFE >20 mg/kg B, A 8%.
11.2 BIM

F AN [ 1 3 ZE AN [R] S50 2 AR [0 P A28 R [ 78 200 5 ) — R it 795 23 s )
A R A 2 22 (E AN I FFIPERR R, I PR RR R 15 AN 5%, AH X P3P P
(BL 1, 4-ZRERREH o bt 5D T BLAYRE] 40%.

12 MRS
TR S NS THNE R

a)
b)
c)
d

e)
)

FITA 6 B IR it PR 0 45 I

Pt 7%

25 R ABT RIS /75

BT T2 BB RRAE B h 2225 I AR ERAR AT, B A AR A SRR AR T AT W]
G- AEEE il EE

RAE 5 25 R H s

FE b RIS H 5 704 H .
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iR A
(BB
KIFEELZSAX IS0 fERXRIER
A1 AbrrE SISO 17280: 2015% 465+
AFRUEHISO 17280: 201540 bb & 20 HE L KA1 .
FA 1 AERESI1S0 17280: 2015B & REXTB—H%

Kb RS Xof I 4D ] s b 4 2 % 2

1 1

2 2

3 3

4 4

5 5

6 6.1

7.1~72.1 7.1~72.1

722 732
8.1.1 8
8.1.2 —_
8.1.3 —
8.2 6.2/7.3.1
8.3.1 722
8.3.2 733

9 9
10.1 723
10.2 734

11 10

12 11

10
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Mis% B
(BB
KIFEELZSAEX IS0 fERNXRIER
B.1 AFr#E5ISO 17280: 2015 AR M % H
AFRUESISO 17280: 201540 bhsz Atk 22 57 & HJF A LB 1.
RB. 1 A+ESI1S0 17280: 2015 AMERS REFRE—KE

AHERE KT | AARHER N ISOF 4IRS | ISO 17280: 2015 % | JRE
1. & FYEE . ik Lo R4 1 P 52 B 1
RRMEER A NS B SR B B,y vk
B & R FoAh R 2R &
1 W PEFRIR AT 2 % A8 A X % 2. 2011 W [ 5 br e
S R 1 7 9 E JE AL SRR 7
L4-Z% A% (1,4-= 15 TR H PRI,
TEET) S VG K

2 IR

ISO 607 1SO 3696F1 | 4 il [ FARHES R
GB/T 6682 . GB/T ISO 5725-2 FA X 2 1) 6] B s o4
13173-2021 A S5 B A 4 A7 450, A
k& T1SO 5725-2

A v A P — 2

FAE A AW, ST R ARNAER A | K, FEAGERHT Y
A A FH A B 0 A 4l 8% 443 NI dT ek, BT | WESE T NON-—H
DL ESERS BRFF), KN ' F 7K R 45 4 1SO | HHE % (DMF) A
GB/T 668272 I1— 27K 3696 K M3k bRdE | BREME, R T ER,
1B NIRRT
AT IR A
AR TR A W 2 THR S LA
s | BRTERIE T G ok s | s s
' R B R R ' 8 - R
(FID)
(MSD)
WEINVE, X EAARRE
72.1.1 R S As T
FRRE R x G R MUR CE R
HERE IR BE200°C, TRFF HEFEIRE250°C; B2 /7 | €0 il 2% 14 0 #fE 22 48
8.1.1 FiR60°CIREF3min--- - 8 F W 50 C R Fr | H, WIS LbRE
Imineess=* WLHEAT A AL
BT AEE A S%IR I [ 5 A AR 2 | A I A ] A B
8.1.1 T TR AN 95% FR 25 1 R 4R 5.7 IR R 4 % AAEMCE, &AM E
[ 52 A BAE 24 o
WINE R &4 T 0
8.1.2 B AL B 2%
T B S5 ¥ J S
I T 14
013 TIN5 Bk FH 9 Y £ % % J——
%At
WRERBLR, H
Ac, A, . .
8.2 k=—"1= 73.1 k=—= AR, BRR
Ayc, Ay

& e T 5

11
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10.2

A R
¢ = ks
1

—hEpeE B AN
A

bk,

58208, 45 R —2,
A R bR UE R AN AR
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