ICS /71.100.70
Y 42

AR N BE 3G AT [ 5K b Y

GB/T 30089—2013

WimPSEAK. 2T k. BxiE T IR
HE WHEBE/ BEBUEIE

Determination of chlorporpamide.carbutamide and tolbutamide in
cosmetics by LC-MS/MS method

2013-12-17 & *n 2014-03-01 =7

1 AR JERIRIE R S RS
TRCNTRE W




AFrifEdE IR GB/T 1.1

e

Al

A b o Fh 2 o M R S R R T i

A iffE i BT LA .

Al o o A

2009 #1 GB/T 20001.4

Tl

GB/T 30089—2013

2001 25 H Ay R0 o) e B

HEAL AR Z= 51 22 (SAC/TC 370 IH T,

i S (A8 50 RS B AR 5T B
AbnifE T EEREN RS HLOH SRR BT X R R,

0 (B 50D b 5T vE

A7 i JoE e R R g B L P




1 SEE

A iR
ﬁ*ﬂl\#ﬁﬁ
) 5

impsERk . S=EmT R . FXET K

MIE R/ BRI

T A il A
T2 B R

2 AETES|IAXH

T80 S
H‘A J:L?E’I 1_:EEI
GB/T 6682

3 RiE

T A S Yy N
:J-E:'HF[]] JI:
I S

fist AR L fw T AL

AT A

S R B 2 At i b S )

M2 F H W5l )

J3CF L B3 A i A 38 )
| Etfer #Lﬁﬁﬁﬁﬁiiﬂiﬁﬁﬁﬁﬁf%ﬂ:%}ﬁ J T A3
17K FLAS F 4Gy ik

GB/T 30089—2013

A i T R R €03 R I 0 e T
T, & heg T PR s T

] F A% 3C

AR 28 VB RS VREIE S L S A A it FH PR T U 5 s B 26 1 00 vty 228 WY S0 i 0 130 Y 40 BB (41 R &2

_l-

WONEE M L R

4 WAl SR

R 73 A U W b i ATt

| vy A A 0/ E

S B 5T T L)

FE AR E

I F R A Hrati K GB/T 6682 HLUSE i) — 9K .

4.1 NG .taifal,

4.2 WEL. (Aigal,

4.3 W (Oagal

4.4 Y IR .

4.5 @K,

4.6 SAk#A.

4.7 01 W IRACEW MEFIFEEL 1 mL FER(4.3) % 1 000 mL FIMHF . HKEZ.

4.8 220 H i B WA ETEAS L 10 mL B (4.3) 2 500 mL ZFa b HH BE(4,2) 2 %5

49 SYWHEKHEEHEE  EFEI 20 mL /K45 % 500 mL HefP . HREM.2) E%5,

4.10  bRMERE S FURE Y IR 2 T K R R T R bR E RS R fE B 1,

x1 HREERER

i 4 B 44 B CAS H R 5 g R FH AT 31 T 5
SR T IR Chlorpropamide 94-20-2 Co Hi: CIN, O, S 276.74
ST Carbutamide 339-43-5 CoH NSO, S 271.34
i T iR Tolbutamide 64-77-7 Coo H N, O, S 270.35




GB/T 30089—2013

411 FRifEIE W .

4111 FRfEGE R IE VR ERR PR E 0.1 g S PV MR . 2 0 1R, TP O TR B ofE AR AL (40100 O i 2
0.000 1 g+ 43 5 T EEC4.2) FE il iEHR BE 2 1 mg/ mL BYPRMERE &, 4 CUREIRAF . AN 6 1~ H .

4.11.2 IRAERMERE 25 W A0 00 ME B R B 1,00 mL SUTE YR . EAE T NE T 2R RS T R b5 A 5 A
(4,11.1) % 100 mL ZF &I B 4L 2) F B 2 Be il i 0,01 mg/mL YRS P fEME & i . 4 "C ik

MO A2 1 1A .

4.11.3 IBSHRMETAEE W ETE 100 mL IBStRiERE &AW (4.11.2) % 100 mL 258

(L. 2) W FEE A B AL 100 ng/mL AR 5 bn E TAEE .4 °C oA PR AF - 1 FH A EC T .

4.12 PAX [E#Z BN E : Cleanert PAX [ &+ A2 # FF sl £'E fEAH & .60 mg/3 mL, FiEH 3

(4.2).3 mL 5% & /K B EEE (4.9 T 1k .
413 GHALIEENE :0.22 pm A HLAHH.

b {UEFNIEF

5.1 RGO g /e I T A (LC-MS/MS) . B AT B 0§ 25 5 -

5.2 gr#hr RGeS B S 0.000 1 g #10.000 01 g

5.3 i ELLHL BLO IAET 6 000 g
5.4 HFEHHTUER.

5.5 RIEIR G .

5.6 A ML,

6 ST TR

6.1 FmHl&
6.1.1 KFIZEHEm

o

o

ml. HH B

FRECEE A 1.0 gCRF 0 2 0,001 @) M AHBE (L 2)EE R 5.0 mL,i®AE 30 s, ] 6 000 g B0
10 min, £ 0.22 pm SCAFLIERR (4. 13) 5 38 , 38 3 F 80 (i / o I T3 43000 2

6.1.2 BEEL EBRE MEER

PRIUFE i 0.5 gORF 60 2 0.001 @) JIMA TP BE(4.2) A 2 5.0 mL A AL (4.6)2 g. Rl ZL IR 5 i
i 7 A IR E 1 min, #7515 min.6 000 g B0 10 min, B EIFZE 0.22 pm SCFLIE AR (4.13) i 38 I8

VR VRORH (203 /R B 0 D 2
6.1.3 EFEEXHEM

FRECEESS 0.4 g2 0.001 @) A 2 mL U

AR (4.2 Rk o W 3R e o /v v 3 RS L 552 25

SRR 4.4 o ) A0 A 3 T RE S A B IR EE 1 min,
10 min. MA SUE K FEEIRA.DEEZE 10.0 mL. M AZE LN (4.6)2 g. 7 10 min.6 000 g &
L 10 min B S mL FiFH & 4G iy PAX BAHZERC/DMEML2) fF EERAARRAE JH3 mL

B 3 mL 2% Wi P 3 3 (4. 8) Bk L, 15 HY i
FH B W B SR S T o FH W B mc b /N : v 5% B B A oS o T 9 . i 1 | S T I T . R A B

BE (A28 . 22 0.22 pom Gl FLIE IR (4. 13) 558 B & 318 0 380 €0 / 58 0BG 5 i 450 5

6.2 IRETIEMZMEE

RUAH B Y 25 A an o £ BRAD 3R 6.1 HEAT AR 3L, )

175 30 19 25 5 RE a4 JBUR R B R 5 A

1 ml H

A

2




GB/T 30089—2013

(4.11.3) o BC Wl B vy ¢ 25 371 1 s 14 8 0 o 442 e B MARR 381 i 4 UK 282 80 AH €0 7/ e b o i 300 7 DA i 1

B U AT B D B AR B o L U T A BE DR B A B 1 1 T A b 2

S PTIR = TR P ORES T IR LC-MS/MS £ B e R 3 152 WA AL
6.3 MIE
6.3.1 HHEBESERH

a) M. C A, 150 mm X 2.1 mm(i.d.),3.5 pum, BCPEHEM 23
b) sl AH . I s AH KRR BE P IR R UL 3% 2

c) ik :0.3 mL/min;

d) M40 °C s

e) EFEmE 5 pl.

*2 BREBEHERRER

i [ _ o
| A Ll B A = 0,100 B K i 2
Imin
0 20) 80
5 10 60
12 40 50
12.1 20) 80
6.3.2 RiESEEMH
a) R R I (ESD
by ==k B A
c) Wy s 22 R i W (MR MD
{l:} ?ﬁﬁ:ﬁﬁﬁfﬁ;% 35{:' 0(:: #iﬁiiﬁ ]{.} I.-_.-"llmiﬂ;
e) FEAbar:BHA RS 40 psit o
) FHEHRE 4000V,
g) PRI R] e PR E 0 A R R He Bl dE R R WL 3.
3 SEARK.SETR.FExETRORESH
{5 B4 s S il 475 e
L4 ENE | st ono [ERET G| et
it V ey
272.2/92.1 30
2R T I 6.8 272.2/74.2 80
272.2/74.2 10
277.1/175.0 15
SN P 10.0 277.1/111.0 80
277.1/111.0 35
271.1/155.0 15
S 11.1 271.1/91.1 90
271.1/91.1 35

"1 ps1=0.006 895 MPa



GB/T 30089—2013

6.3.3 EMmHIE
BRI AL A EE 1 AN T2 AT T FEMHIFHR I AT R L BR S b 7 0 5 4 5 B e ) 5 b
375 T PP O Y R B ) ) 22 A 2.5 M 22 I s EORE S P A 4 A E VR T AR 6 S e R R A A b
U85 WP T A PR B T A AR N S B AT bR A e 2 AN ) e 4 B SE BB L AT B E D RE AL P S A
IORGRIEY/®
x4 FEEWENBENESEFFERNRARITRE
WHAEFEE Y 50 = 20~50 == 10~20 <210
TFm R RWE % + 20 +25 + 30 +50
6.3.4 E=maH
A KM r bR TAE ik e i aE . bR TR 28 2604 ol 3 B2 /6.2 5 3] . LLRE & 19 0
S b T AE 28 b BeE & . 0 i o) o7 (5 340 17 FE 260 90 [l Y
6.4 FTHIXL

R AS BREBURE i 2F 22 4% 13k

FITid e

6.5

ESRIFRE IR 1T .

g LA B 20 B O [R]— 5 gt R AT V- A7 il B €

7 HRitE

-1

o F

*

L

it

8 il

K7 2

A A K 2= ]

FF oh 1Y T & . A A

Eo— R EA T X
ARGESE S =Eal ey S

<AL

SR N IR TR L PP e AR A e 0 R A PR AR R A g (D

c XV Xk X1 000
m > 1 000

X = (1)

HK AR TR Y, SR N R T 5 (pg k) s

A TR K =]

R R AR T AR BRI e R B O N S B2 T (ng/mL)

Hr;w*h Eﬁ’ﬁf i‘ﬂ’%ﬁ{ ]TII.—:" H

L

RSIE

REEER

EE eSS AraIE

A A B L BE RS 92
i) 5 &5 24 A7 e B AR B SR s R BN R R —

o)

Sk b =10 F IS B L ik m . k=2

R K e TR F R T R AR PR Oy 5.0 pg/kg, E RN

10.0 pg/kg s B AR 28 CBE SIS B S fbodde v SRS PR IR L 20l T R AP oAb T IR Ay A B 6.0 pg kg s 7E
E_EE;‘? EE‘.D f_Lgs k g,

9 RWTE

{8 H B R SR A T ARAS 09 T U0 S I SE 5 2R Y 248 X 22 (B AS 15 TR P

4




GB/T 30089—2013

ft & A
(FRMEMF)
SEAE.SE TR . AEETRIRERE LCCMS/MS 2R ENFEEEE

ST P R L =0T R R T IR bR R I LC-MS/MS 2 Bz i W) o o5 (5 535 [ LR ALL

X LOT [+ 110 MRM (== s 20pph—1. d

ll 12 j\ 2 |3 3|4 1
0 |
+ MRM (272, 20001->74. 20020) so 20pph-1.d Sl | IR
%1074 i |2 6. 801 2 |3 3|4 4
\
5 | B
w1 + MEM (272, 200001-=52 08961 ) 0 Z0ppb—1. d
1 12 6. 'z;m 2 |3 3|4 2
X 104+ VRM (277, 10001->111. 00000) s¢ 20pph-1. d = ki)
1 1|2 2(3 993134 4|

: i

s 1o¢ |1 MRM (277. 10001 >>175.00000) so 20ppb L. d

1 12 203 9.g9g 51 1
5 :
% 17 [+ MRI (271, 10001->91. 09961 ) so 20ppb—1. d 5k T
Ml 17 2[4 34 11,133 4]
2 Iﬂ?
ﬂ; |
« 10 |+ MRNT CZ71. [0001- > [55. 00000) so 20ppb- L. d
1 12 3 (3 3)4 11,137 4
A ‘
1 9 3 n 5 5 7 8 9 10 i1 12 14 14 15

Counts v, Acquizilion Timelmin)

Bl Al SEAE.S8RTR. BAERT RERESRR LC-MS/MS £z iz 50 5 & & i E




