th A\ R FIE AR B 17 AR

SN/T 4006—2013

FEHmPPEZHEREERNE T &

Determination of phthalates in leather products

2013-11-06 &% 2014-06-01 £ jE

BT
&
1
Al
&
%
%
5
s
R
93
JB
RE
3t



SN/T 4006—2013

it

]

AP HER R GB/T 1.1—2009 A2 8,
FHEERFXGHREABTTES REH . 2 0HNRBIERREIRSX 2SS R HFE.
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SN/T 4006—2013

B i mm R 4B X — FRERER O IE 7 3k

BEEEAXREMAREAEMSIRETHENIRER. FRAEHRIEHFIATENRSEE.
ERERRERNELNREMBRER HRIIFAERELEANTHES.

1 SEE

AFRUERLAE T Kz 51 5 A AR
Bk / B - B B Wi (GC/MS-
A S B8 R H ) A 4

B RO A B3 (HPLC) .5 41

2 MBS AXH

T3 SR XS T A SCA Y I R
. FLEAREHBS A H. i

GB/T 6682 43 #r L5 % FHK

QB/T 1266 FEf YH L

QB/T 1267 Fp A2 WAL .2 E KL

QB/T 1272 F£E& f2FLBH 5

QB/T 2706 Jz# fh2¢ P H

QB/T 2707 J#¥E YA

QB/T 2716 J# fk2ikl

H 319 51 S0 AT B389 RUASE 4 3
i

3 R

REEFIEC e 2 s A HL, 2
% (HPLO) , B S AH 35 / FR -2 5 5 MrikE®.

4 5 A0t

B 75 A HLAE B o A 23 B AU P8 A R e M Sl AR . K WA & GB/T 6682 #LE I — &K .
4.1 HEE. g,
4.2 W figag.
4.3 Eoki. ik,
4.4 PR W ERERARMEY R - 4B >95%
4.5 T E G A VA VR - ME O FRIBOE S Y B9 R 40 K R ER R AR S (4.4 R R (AL DD IR 4 B EC B
O % JBE 14 Y i 45 VS YRR
4.6 1R G bR HE AR A VR - o R AR IS R A A5 P A R PR R A o B A AR (4.5) T B (4. D R A
P R, I AR U T B (4. 1) B R R GE P VR B 0 R PR A AR TAE W IR S b5 TAEVE W
1
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WS H S B B M B2, FRMEMERIRIE O C~4 CHRAEHRE . ARMNINA. REHET
YEVEWAE 0 C~4 CHKFBEHR R AN 1 TA.

5 {488

5.1 B AI% B RS K 2% (DAD) .,

5.2 SAHEIE/RIEYL . TR E RS (MSD),

5.3 LS . TIEHERER 75 C,E5EZE 30 mbar”,

5.4 BERAAS ATEREEL2 T,

5.5 &ML,

5.6 [EHZEEE (SPE): ¥ LS, A 500 mg, HEEM 6 mL, MAHLHHE,
5.7 EVUMHTUEME:0.45 pm,

6 WHEHZ

6.1 EXUFf
6.1.1 #RAEBRALENKE
R QB/T 2706 BT AT, BE ¥ QB/T 1267 MMELFT.
6.1.2 JEHREEBGIENRE
R RBEHLEURE 7 2 B B B A R R E R B R P IR AL RIS .
6.2 REHHE

6.2.1 f& .4 QB/T 2716 WM EHTT.

6.2.2 FR.3 QB/T 1272 WIEHAT, Bl R p R e B B4 RIF BT .

6.2.3 REFETHHERERES FEHEAK. HEY KRR S. RN EREMETERAT,
R ¥ ¥ QB/T 2707 WHLE BT, B 1% QB/T 1266 BIHLE FEAT , EAE L K B I 5 .

6.3 #EE

FREURAEE(6.2)1.0 g, KM% 0.01 g, BF 150 mL BE O, A 25 mL IEC 48(4.3), BT
R 88 (5.4) 1,40 C R A 2B 30 min, 3, IWEFEBUE. REF KA 25 mL ECH U2
AFEE 30 min, S HIEE, F 45 CEAWBRES TARBEELZBRGCOBREBBEKFEET . FARS
ZEKT., H10mL FEGADERBEY,. #HECH 5 mL BB WD #17 BUE /b # B 482 B
(5.6) ", Fl 10 mL HEE(4.1) 4> BRI UE  WOE 1 AE ARG BB, F 45 CAELMIREZ T A
EERBGHEREET . EFARMNG.HH . ZFETHASKEZEKT. A2 ml FEREADEHEKE
1, B 0.45 pm UEBE (5.7) LR 5 HEATALAS 00T . 0 BEE AT 8 M0 RS PR AT (AR A4

1) 1 bar=10°Pa,
2
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7 WE

7.1 B A&EBi#HZHPLO)
711 HEGHEY

BTG R R TR E A RS, B RS AT ERS . RENSENR
UEZ3 AT Bt 0 RE 4 4 5 HAB A AP RE BB BB BB, THA LM S REBIERARTITH

a) faj4E . Shim-pack XR-ODS (2.2 pm),75 mmX 3.0 mm(NE) ,HHHE;

b) & :0.5 mL/min;

o) Hi&@:50 C;

d)  #EE: ZREEFIK N (DAD);

e) MWPK 225 nm;

£ HEEERE 1.0 pL;

g WA ZHE;

h)  HEhAE B:—4K;

D OBEREIL

*1 BE

s e M am s
0 40 60 —
7 47 53 K
19 64 35 KM
25 71 29 K
35 86 14 K
40 91 9 54
48 95 5 2t

7.1.2 RAETIEHLMHE

£ 701 A R AR AR RE AP Z P BRER VR B B AL AR, G E B R YA AR AR TR AR .
EERWBAHGCESIRMET PR _F REEYIR S E AR EES KR C,

7.1.3 WHEBHSH

FRBER (6.3 7. 1.1 W& BRI E . 8 AR 5 4R M & 0 38 0 A9 1R 58 B 1] 0 48 4T
RRBOEE AT, W E QIEEER, MR EE R . B4R HE R ERS-TT WIRBOLES W R D.

7.1.4 ZAKK

BRI oh , 3 5 B8 6.3 AT
7.15 HRiItHE

EXAMDHBERERGPEE_FRENSE.
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_(C, —ci) XV

m

seessll 1)

xX;

itq]:

T, — R AR MR S R B N ZE A T (me/ke) 5

€ MR AR i 2R 32 BB R R B 4B R R R R R E L SR N B A 2 T (pg/mL)

coo —— MPRAE TAE MR b 32 25 I W P i 4R 2R — HRR R WK L S A O B2t (ng/mL)
V — MR AR E AR A Z T (mL) 5

R R B B ()

TR EREZRBNEURE — AL AR T 00 E IRFR A L U0 45 5 R A i

m

7.1.6 MEARR

DINP #1 DIDP {1l 2 {6 F§ iR Ik i I E KPR 3928 1.0 mg/kg.

7.7 EE

ERAE P E B AGE 24 B HIHR B bR
= #H 90% ~101% .,

7.2 SHEEE/ RE-EEETES
7.2 SHEGE/RERGE

B T IR 5 SR B T BT

VL PR TIE 43 #r B B 5 20 435 L Al 21 53 BB 5 45 BI04 AL
a) SAHEERN

1 ks . HP-5MS

2) FIEHRE .90

250 C (5 min)

3) fERIZLIRE 280

4)  HEEEORE 250

5 HWAAARHE

6) PEFEE:1.0 pL;

7 R WA

b) kR

D ®mEiTX:EL

2) HWHEHER.70eV;

3) FEHMIERE 40 amu~600 amu;

4) MS 4B .0.0 min~5.0 min, & F ZEIR ;5.0 min~7.5 min, &£ 7 WA=, W)
BT .m/z 163;7.5 min~9.8 min, EHFE F UMK, KB F.m/z 149;9.8 min~
12.3 min, EFE T, IS T .m/2 149.m/2 59;12.3 min~15.0 min, EFHFE
F UM, W B F om /= 149 .m/z 45515.0 min~17.0 min, JEHE8 T WAL, W
B F.m/z 149;17.0 min~21.0 min, R F LA, MBS F.m /2 149;21.0 min~
31.2 min, EFHEE FUEMAAR, M F.m/z 279.m/z 293.m/z 307.m/z 279,

7.2.2 tRETIEHLZ
PR ARV WAL 7.2.1 A3 M7 A5 R HERE TN 22 . LA 21 Fh &R 2R — FR R 6 ok 38 o 88 Ao A o e 1T AR (Bl 55 Ay

4

7R o Hr . 22 Bl 4R A — H BRER Y

waTEASR. RENSH
S MEBAER R AT AT .

)X 0.25 pm(EE) , 8 AH 4% ;

5 °C /min 5 °C /min

240 C (5 min)
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AR, L HIbRHE THVERIZR .
7.2.3 GC/MS-SIM | & R PE 14 45 R ##iE

MR (6.2) 3% 7.2.1 4347 Rk HE BRI 2 AR SR b v TAEI £ (7.2.2) , UG AR (Mg B £ & . £ Eid
KGR/ BT &4 (7.2, F , 21 R &R — W BR IR n ME W) B SOAR 3/ B - £ 8 7 M 0 B 0 1R
Z LR E.

AArER A P ME R ENE, SRR TN ACE R . W0 SRR WS b v TV 9 A 4 R R B ]
A B, WRER 2 EHEE T HBIE. EMREFRENFERIER T . SEERETCER DB H
W, FENEEEFHFEELSHREYRPEEE TRMES FE -SCHMEEARFREZNULE 3,
A E A

T2 2174

P55 &7 — H RR K 44 R SEERE T (n/z) LR E i e
1 DMP 100:10:6: 7
2 DEP 100 ¢ 24 : 10 : 3
3 DIPP 100:11:6:6
4 DALP 100 : 45 : 26 ¢ 19
5 DPRP 100:14:10:9
6 DIBP 100:10:5¢: 2
7 DBP 100:9:5:4
8 DMOEP 100 : 33 : 28 : 4
9 DMPP 100:5:4:2
10 DEOEP 100 : 85 46 ¢ 2
11 DAP 100:9:5:9
12 DHXP 10094+ 11
13 BBP 100: 72: 23 4
14 DBOEP 100:14:9: 3
15 DCHP 100:29:10:9
16 DHP 149 149, 265, 99, 167 100 : 52 : 22 : 10
17 DEHP 149 149, 167, 279, 150 100 : 50 : 33 : 10
18 DNOP 279 279, 390, 261 100 : 3 : 20
19 DINP 293 293, 418, 347 100:2:6
20 DIDP 307 307, 446, 321 100:5:8
21 DNP 149 149, 150, 293, 71 100:10:10: 5
R3 EMEMINENBFEENREARIFIRE
M EFEE/% >50 20~50 10~20 <10
SR AR 2/ % +10 +20 +50
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7.2.4 TAHIXE
BRAIIAEE SN , 34 B 6.3 #ET.
7.25 H#Ri1E
BERXOHBEEERKIEE_FRENSTE.
xi:(Ci—C,'o)XV ."(2)
m
A

o, BT EE_PRES R, B I ZE TS T 5 (meg/ke) 5

c; ——MPRHETAEM R BRI AR B 40 — BRI B, AL N BB T (mg/L) 5

co —— MIRETEMA EERMNEABEBEFHEE P RERE, RAUNETEH (ng/L);
V —HBERLNEEER, BANZEF (mL);

m ——AHKRE, BN ().

HEERFREPERE— L. KT MR, ABER IR .

7.2.6 WEER

DINP f & {%BR % 10.0 mg/kg, DIDP il 2 KR 4> % % 5.0 mg/kg, DMOEP,DEOEP,DBOEP
HY U EARRR Y2 2.0 mg/kg, HoAx 16 F 4R —  BRMR A9 E KPR 3929 1.0 mg/ke.

7.27 EgE
21 PR — F BR TR X £ Ry 890 ~98%

8 WEHE

FER— KB , i Al — 3R A6 & (AR R R &, 4548 1R) 69 U J 3k , 3 76 481 f [8) P9 % 1) — 9 300 ot R A
TS AT, KB R BRI AR R A EEAR TR EENEARFHEY 102,
LAR F X B E (A 38 0 B E 8 10691 LA Bt 526 AT 4R

9 WBERE

BREREZEPMABUTHE:
a) HEFOREFE R

b) f FAIARHE;

o fE AR

) WK R;

e) AR B A AR HE B 4R
H HKKHEH.
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B R A
TR
22 MME PR
RAT 2HOE_FRE
;82 HE_HRBEKR B AR RXHE CASHRE | k%S FA
1 BE BRI di-allyl phthalate DALP 131-17-9 C.H., O,
2 BE_FBM_RAE di-isopropy! phthalate DIPP 605-45-8 CaoHis O,
3 S R KK diphenyl phthalate DPP 84-62-8 C,, H1, O,
4 | BE—F M= (-FEBEZE)AE [1,2bis-(2-methoxyethyl) phthalatd DMOEP | 117-82-8 | Ci HysOs
5 PE_FR_QC-ZEHIRE bis-(2-ethoxyethyl) phthalate DEOEP 605-54-9 Cis H22 Os
6 PE_HBR_(-TEEZHE)IE | bis-(2-n-butoxyethyl) phthalate DBOEP 117-83-9 Cio H30 Os
7 BEHE T (- R-2- 2D BE | bis-(4-methyl-2-pentyl) phthalate DMPP 146-50-9 Cyo H30 O,
8 X _FE R dimethyl phthalate DMP 131-11-3 CioH1 O,
9 ME_HE TN dinonyl phthalate DNP 84-76-4 Cys Hi: O,
10 BE_FHR R di-n-propyl phthalate DPRP 131-16-8 CuH;;0,
11 BE_HE -TH dibutyl phthalate DBP 84-74-2 Cis Hy: O,
12 PE_HBR - -ZECERE di-(2-ethylhexyl) phthalate DEHP 117-81-7 C.H; 0,
13 LG il o di-n-octyl phthalate DNOP 117-84-0 CuHi O,
14 ME_HBRTFE butyl benzyl phthalate BBP 85-68-7 CiwH3 O,
15 PE_FH_RTE diisononyl phthalate DINP 28553-12-0 | C,H,; O,
16 AR — R — s diamy! phthalate DAP 131-18-0 Cis Hz O,
17 S — H B PEAE di-n-heptyl phthalate DHP 3648-21-3 Cy;; H3, O,
18 SE_HBM_RTEE diisobutyl phthalate DIBP 84-69-5 Cis H2 O,
19 ME_HB AN dicyclohexyl phthalate DCHP 84-61-7 Cy Hy O,
20 ME_HFHM _C N di-n-hexyl phthalate DHXP 84-75-3 Cao Hs Oy
21 ME_HM_F 2R diisodecyl phthalate DIDP 26761-40-0 | Cp; HyO,
22 ME_HB—Z K diethyl phthalate DEP 84-66-2 C:H., O,
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M F B
CHE R B RO
BANMEILERRRE
XB1l 2Z2WMPE_RRERSHRERRKE (HPLO) BN T
K5 % B W 1 WEE2 | WIES | WEE4 | WES | WKEG6 | WET | WES
1 DMP 40.60 0.81 0.41 0.16
2 DMOEP 48.60 0.97 0.49 0.19
3 DEP 53.26 1.07 0.53 0.21
4 DEOEP 46.80 23.40 9 1.87 0.94 0.47 0.19
5 DALP 45.56 22.78 .56 1.82 0.91 0.46 0.18
6 DIPP 52.00 1.04 0.52 0.21
7 DPRP 48.00 0.96 0.48 0.19
8 DPP 48.00 . . G 0.96 0.48 0.19
9 BBP 46.50 23.25 9.30 1.86 0.93 0.47 0.19
10 DIBP 42.90 8.5 0.86 0.43 0.17
13 DBP 43.20 8 / 0.86 0.43 0.17
12 DBOEP 49.00 4.90 0.98 0.49 0.20
13 DAP 51.60 5.16 1.03 0.52 0,21
14 DCHP 45.90 4.5 0.92 0.46 0.18
15 DMPP 50.40 5.0 .02 1.01 0.50 0.20
16 DHXP 45.50 22.75 9.10 4,55 1.82 0.91 0.46 0.18
17 DHP 44,70 22.35 8.94 4.47 1579 0.89 0.45 0.18
18 DEHP 39.20 19.60 7.84 3.92 1,57 0.78 0.39 0.16
19 DNOP 45.46 22.73 9.09 4.55 1.82 0.91 0.45 0.18
20 DINP 470.00 235.00 94.00 47.00 18.80 9.40 4.70 1.88
210 DNP 50.00 25.00 10.00 5.00 2.00 1.00 0.50 0.20
22 DIDP 436.00 218.00 87.20 43.60 17.44 8.72 4.36 1.74




SN/T 4006—2013

£ B2 21 MPE_RRERSIFERBKE (GC/MS-SIM) & ks GET
e € W 1 W 2 W 3 WE 4 WHE 5 WK 6
1 DMP 1.56 0.94 0.31 0.16 0.06 0.03
2 DEP 1,37 0.82 0.27 0.14 0.05 0.03
3 DIPP 1.75 1.05 0.35 0.18 0.07 0.04
4 DALP 8.18 4.91 1.64 0.82 0.33 0.16
5 DPRP 1.85 1.11 0.37 0.18 0.07 0.04
6 DIBP 0.07 0.03
7 DBP 0.07 0.03
8 DMOEP 0.75 0.37
9 DMPP 0.86 0.43
10 DEOEP 1.60 0.80
11 DAP 0.13 0.07
12 DHXP 0.70 0.35
13 BBP 0.72 0.36
14 DBOEP 1.38 0.69
15 DCHP 0.71 0.35
16 DHP 0.69 0.34
17 DEHP 0.68 0.34
18 DNOP 0.70 0.35
19 DINP 7.23 3.62
20 DIDP 6.71 3.35
21 DNP 0.17 0.08
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M ® C
(FEEEHR)
22 T4 — PR EA AR AR £ 10 W X% 48 & i B (HPLO)
mAU
304 !
2
3
20 «
6
4
5 7
10 <
0d

10 ) 20 ) 30 ) 40 (/min
v,

I—PF —H B E8(20.3 pg/mL);

——PEHBQ-FEREZE)IEE(24.3 ug/mL);

3— 4P M~ ZHE(26.6 ng/mL);

4—PE PR T (2-ZE B Z R)AE(23.4 pg/mL);

S——PE B TIMINEL(22.8 pg/mL);

6—PHE P _FEE(26.0 pg/mL);

T—PE PR TN (24.0 pg/mL);

8-—— 4B B K BE(24.0 pg/mL);

9—— SR M T FBE(23.3 pg/mL);
100—4PE-_HFR R TBE(21.5 pg/mL);
11—4F %~ H M = TE(21.6 pg/mL);
R—PE PR - TEEZEIEE(24.5 pg/mL) s
13——4F % W — A5 (25.8 pg/mL);
14——4BE PR O A5(23.0 pg/mL);

15— E PR (4-FE-2- R E)OBE(25.2 pg/mL);
16 PHE_HBR_C B (22.8 pg/mL);
17—4R % B8 — BFES (22.4 pg/mL);

18— 4B % M —(2-Z %O B EE(19.6 pg/mL);
1948 % — H 8 — IF FRE(22.7 pg/mL);

20— PE_FH _FTH(235.0 pg/mL);
21—4P K A M T H5(25.0 pg/mL);

22— WE_P KR _FEER(218.0 pg/mL) .,

C.1 22 BE_HBRERARA Y B R &l B (HPLO)

10
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W ® D
(B
22 Fh 4R — ER R R RO RE SR 0 R M 3 i B

mAU u
700 250-
600 225
200
5001 1751
400 1501
125
3007 1001
200 757
50
1007 251
0 0

200.0  225.0  250.0 275.0 300.0 nm 2000 225.0  250.0 275.0  300.0 nm
a) DMP b) DMOEP

mAU mAU
250 2501
225 2251
200 200§
175 175
150 150]
125 1257
100 1001
75 753
50 501
25 25
0 o]

200.0 225.0 250.0  275.0 300.0 mm 200.0  225.0  250.0  275.0  300.0 nm
¢) DEP d) DEOEP

D.1 22 Fh4B — MR EA R A0 B¢ Sh- T UL I 1 ok ik B
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mAU mAU
125
70]
100/ 60;
50]
75
401
501 30]
201
251
10]
o-
200.0  225.0  250.0 ] D 250.0  275.0  300.0 nm
e) DALP f) DIPP
mAU
125 ﬂ \
100-
751
501
251
‘ T Y
T S — T R
200.0  225.0  250.0 275 250.0 275.0  300.0 nm
g) DPRP h) DPP
mAU
150
125
1007 125
- 1004
75
50]
50
251
25
0] | 9
200.0  225.0 250.0 275.0 300.0 nm 200.0  225.0 250.0  275.0  300.0 nm
i) BBP j) DIBP

B D.1 (25

12
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mAU mAU
2004 1101
175] 1007
] 90-
1501
801
1251 701
1007 607
501
751 401
507 307
i 20
257
o1
— T T T — T
200.0 225.0 250.0 275.0 D 250.0 275.0 300.0 nm
k) DBP 1) DBOEP
mAU
1501
1251
1001
757
507
257
°' | i
T — T
200.0 225.0 250.0 275. B 5 0 250.0 275.0 300.0 nm
m) DAP n) DCHP
mAU
1004
751
125
50 1007
757
251 501
257
0 0-
T T T T T T R o T o B B
200.0 225.0 250.0 275.0 300.0 nm 200.0 225.0 250.0 275.0 300.0 nm
o) DMPP p> DHXP

B D.1 (42)

13
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mAU

1751

1501

1251

1007

757

™
200.0

225.0

™ TT

250.0

qQ)

DHP

T
275.0

T T

T
300.0 nm

T

2001
1751
1501
1251
1001
757
507
251

07

T T

™ T
200.0 225,

T T [T T T T T T T T

0

250.0

s)

DNOP

275.0 300.0 nm

1507

1251

1007

751

507

257

01

T T T T T T T T
200.0 225.0 250.0 275.0

14

u)

DNP

T T T

300.0 nm

175

150

125

100

75

50

25

VT

T T
200.0 225.0

r)

T

T
250.0

T T T LA S B B B |

275.0  300.0 nm

DEHP

1507

1257

1007

751

507

257

1251

1001

751

501

T TT

T
200.0 225.0

T 7T

t

250.0

YT T T T T

275.0  300.0 nm

DINP

D.1 (8D

T
200.0 225.0

v)

250.0

T T T T v T T T T

275.0  300.0 nm

DIDP



SN/T 4006—2013

Mt R E
(HRHEM R
QI MEE_PREFREMTAEE/RE-EEEF BN E%E(GC/MS-SIM)

MCounts
12

15+
13 16
15

14

15 ) 20 ) 25 ) 30 ¢/min
BLEA .
1— 4 E_H B — HE(0.3 pg/mL);
22— FE _HB 2. 85(0.3 pg/mL);
3 PE_HBR - RFABEO0.4 pg/mL);
4A— 4K H B _HPRE(1.6 pg/mL);
5—4FE P M _NEE(0.4 ug/mL);
6—4E_HB _F TH(0.4 pg/mL);
T—E_HM_THE 0.3 pg/mL);
S—PE_HM - C-HEEZEEEG.7 pg/mL);
9—4BH PR = (4- B B-2- RO AE (4.3 pg/mL);
10— E_HBR_—C-ZEEZHE)BEB.0 pg/mL);
11—4BFE PR A5 (0.7 pg/mL);
12— 4 X WM O 83.5 pg/mL);
13— PE_FRTFEE(3.6 pg/mL);
14— BFE_HR_C-TEEZEBEG.9 pg/mL);
15— 4PE _FHE IR B (3.5 pg/mL);
16— 4B % — B8R — BBE (3.4 pg/mL);
17—4PE_PR_(2-Z & )8 (3.4 pg/mL);
18— 48X~ H KR ~IF ¥ (3.5 pg/mL);
19—4E P M- RTAEE(36.2 pg/mL);
20—4BHE BB T 85(0.8 ug/mL);
21— ME_HF R R REI(33.5 pg/ml),

B E1 21 HEF-ARERAYSERR/ RE-EEFETF B 638 GC/MS-SIM)
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