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Detection and determination of N-nitrosodiethanolamine (NDELA) in
cosmetics—HPLC-MS-MS
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Detection and determination of N-nitrosodiethanolamine (NDELA) in
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il 1

Al

AARMER M GB/T 1.1-—2009 & 1 a0 0 iz &,

A PRl G FH B PR L AR A 1SO 158192014 (bt sk At dk btk fh N-ER X — Z B
(NDELA) R M SE 85 050 W40 5 18- o K B i 2 ) (2R

AR T T S

a) FORMER BB (fhtic S b N-TERS 3 — Z BERE (NDELA) (805 786 2800 90 40 £ 33 o 0K I 8%

B®)

b) Bk E R bR ME BT S 51

c)  HYmBEE R NA.

AR EE T B SRE.

AindEh 2 EFREMEEAFERAEEARZER S (SAC/TC 25D HA.

At R R - b9 T AR Tk B 5T AT L TC R A 7 R R R e T 5T B (1 Akt &
BEEERE DL A EEERGRAA.

ES N RS AN 3 s I
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ik N-TFFE — Z B (NDELA) i
NE BHEECE-BEFILEE

1 jEH

Ao M — o 0 B o R B A O s At B JLROR P 9 NDELA, 7 3 38 L T i M A/
FUERME NDELA LM EMER XA A S H FH Sk & R FEB U =R b8
NDELA, 05—~/ & o] f 32 )3k [ HFR 6 NDELA ¥5 Je sk dy 3 FUBHfi 4 i NDELA, 3 4 , &
R HE Ty 7 LB R E B E NDELA. AB AR TAAMERNE., BhEnEumpgirss
30 B ot it o BCAR 7 B 0 T SRS B0 I, T RE T A AR L 4 0 B (2% 1S0 12787). B, EAE4
S FF 52 3 A ) 16 B 325 246 PS8 P 000 S e o o 0 S S RE RS . 3 B B s
A W R it E B BEUEWESE A B NDELA, 38 43X #6 J5 kAl 77 LAQ A .

2 WMEHsI AxH

ISR T A SR R AT A, FLE T B MRS S, O B A4S i T4 X
F. FLEAREH B0 5] FSCH, JERH A (055 B f pO 8 s ) & T A0,

ISO 3696:1987 sr#rLl=FMAK HHE LR ¥ (Water for analytical laboratory use— Speci-
fication and test methods)

ISO 127872011  fedledn 87 Ares {8 A 5 50K XF 4 47 45 3 04 9 DA o M (Cosmetics—Ana-

Iytical methods—Validation criteria for analytical results using chromatographic techniques)
3 RE

FESAR d8-NDELA W57 et 00 T , FH K H Bk fhdfc & B8 & b 49 NDELA., ¥ {k 2 BT LR A
Coo 22 8L A9 B A A BUNME (B AERUR 1L, W 6.3.1) , 8248 S e K P AR 4 8end, T R 8 FF b - %
B(DCM ¥4k, WL 6.3.2) . R A HPLC-MS-MS 53§ (55 %0 A 3 s B e ) .

FIH 4 F B F AP S HF IE B 7k 8 NDELA. i if 8 /e 45 M 1 £8 - NDELA f1 d8-NDELA
B W BT84 ol ok & it NDELA,

4% 1SO 12787, 77 LU =407 R B AERE & h A7 4 NDELA. 76 H 57 (8 4b 6% 57 o 75 b 3% 17 1A
RIS EAh B & p NDELA 898 3 BR .

X F 45 E A At i, R R B AR N X AR S K B E (R EREY),
B0 AT LA SR b o R B ME R P (2% 1SO 12787).

4 &

FEST BTl SR b, BRAE 55 A UL R, (U P 40t Sl U AR AR B K BR AT & 1SO 36961987 #rERY 1 4K,
WP R ELA S A HPLC-MS 898 % .
4.1 H®E,HPLC-MS 4,
4.2 Z.®,HPLC-MS 4,
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43 W E,HPLC-MS 4.

4.4 N-ERE_Z MR, SBE/RT 95%. NUEME_ZBRAED RHEES WH®* NA PHR
NA.1,

4.5 ML d8-N-WRSE — Z MERk , S fE B T 95%.

46 FEiMRE:,HHTEIGES HPLC-MS),

47 1 mol/L REREELEEWE,.77.08 g REMREERET 1.0 L XK.

4.8 PEBWE A:2 mmol B§RREE A, B 2 mL 1 mol/L MEMEEHM .7, HIKEEE]LL.

4.9 PERIHE B:2 mmol BIMEH MKFER(FESAKEBEER 9+ 1), 2 mL 1 mol/L KM &% #
@D IEBE FRAkERERELL.

5 (L@

o FEHR o 3 00 o B B (L RE AN A SR AR B A
5.1 HWIERARE.
5.2 B ShAab B, SPE R FH b B9 FE & 4b B ¥5 (1 Vacmaster ).
5.3 b BLO HLOREE Y 20 000 G,
B RIS T 20 000 G OREGHL, EEEE SPEpfbd Brh AT B e a8, A OB, W
tmadad 0.2 porn LSO B0k bE B8 04 ik ol 20
5.4 [EMZEB/MEE, $1 In Bakerbond " Cis-6 mL,500 mg 52, + /\ b 3 &k e 8 4 P & K b, 40APD
CFHE ) ,60A,
5.5 R o i R B PR IS R A
5.5.1 1 280 AR €6 536 05 , A0 45 M JBE 3L A7 B AL L HERE R G0 L WOHE b B, ) ol A P 2R A0 B,

22 3 1) FH o 8 35 0 T 1 &% B PR R =
5.5.2 4+ F B R 0 5,5 4 B, Coy , B0 Spherisorb ¥ ODS 11, REAH R # . HERTINF -
vid %33
e {CHE. 100 mm;
* HE. 2.1 mm;
o HIERT KA 5 pm;
—RPE
L] &E- 10 mm;
e HE. 2.1 mm~3.0 mm;
e ERIER TR/ 5 pm,

oL EFER AR, MREH. EAARRF S REANEAER. BR80T AR
M €A, T 2 R A o R B R AR .

6 HaESHE

6.1 &Rk
FHEASUNTIHREENBORE, Y@ AGEM ERNFTATEMTMERE.

1)  Bakerbond # Vacmaster RESHELRMELAESSEF SHEEARES T FEEHEFEMORP . EH
Ao 150 Rf A =g AR,

2) Spherisorb EFESELRHOHEEEGAT SHEFEEATHEGHAEFEOR P, EHAER 1SO 3
A g A,
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IR N- S8 5 e e Y BT A 4 5 R FE 4 3 U R S A A o AT

WHANRENRFER BRGNP, B AR SR, 220 S BT IRt R,

T4 VAT fo & AT N-SE e 00 3 S 0 8 D Ak A 2 B 0 50 Sk R L) .

NDELA Rif#E 2 T~8 CH# T BIERIE.

BOMR S NDELA FEff , 05 38 90 CH0 35 6 off 350 A0 SR 00 M) 7 B 72 o IO S 048 s By 1 76 i A
A,

B 64 BEHUS 3 % BLAE 30 min #EFT HPLC-MS-MS 4047, R4 R, BV i K s i,

6.2 FRfEE A&

6.2.1 HWWAH KXY EA 1.0 mg/mL NDELA M ZBEME& M A, B KT —18 CHEE. i RHH
e BE .

6.2.2 HWHMHE KXY EH 1.0 mg/mL d8— NDELA (7, BEfl& ¥ dSA,. Bk £ F—18 CHRHE. io#
e,

6.2.3 LR EEMEEM A, W& TAEBRB.C.D.E.F). MABEKNE 2 'C~8 CHE Tk
.

TR - L A B KB b $:3:3: 4 B
THEMB 100 pL Bl W A 900 pL 100.0 pg/mL 1d
TAEH# C 100 uL THE##E B 900 pL 10.0 pg/mL 1d
THEMW D 100 pL THHEH C 900 pL 1.0 pg/mL 1d
LM E 100 L THERM D 800 pl 100.0 ng/mlL 1d
TAERHEF 100 ul. THEHM E 800 pl 10.0 ng/mL 1d

B UK S i R T A, O T LA T S BR RBL,
6.2.4 I FEGER BEOK 45 WL (dBAD L, B4 d8 TfE¥F ML (8B M1 d8C), FRAMFMIRI#E 2 C~8 CHETF
# AR

THEmm ol WL O R K# &390 BEN
T A% d8B 20 pl. ffi 459 dBA 20 mL 1.0 pg/mL 1d
TYEH M dsC 200 ul THER M d8B 1 800 uL 100.0 ng/mL 1d

BE . S JR o A RO A 040, SO R T LA SE T W R R
6.2.5 WMEBTABFRUWNEFEERE. AIATRT MEEERPED 5 A EEHE, #® 1.0 ng/mL
~80.0 ng/mL MFrMEMER. XN FRERMNERB(ETRIMEERRARQEEN. SRR
HHRY d8-NDELA @93 H 20 ng/mL. Fi& MM A 2 C~8 CHETBLMRAE.

T HEH 7% Wk
T E 1
PR FE i BBl 48C KB e NDELA S NDELA B
A o 1 800 L. 200 uL 80.0 ng/mL | 20.0 ng/mL 14
A i m. a
THB®E K . e
_ 400 pl.
) ' d
b HER W 2 THEWE 200 plL 400 pl 40.0 ng/mL | 20.0 ng/mL 1
AR 3 200 ul. 200 L 600 yL 20.0 ng/mL | 20.0 ng/ml 1d
s m. i &
TN E : . ¢
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(&E)
THEHR 7K %34
7 o B THEREEER Bl
h " # # d8C fE#l %1 NDELA d8-NDELA
SR 4 100 ul. 200 plL 700 L 10.0 ng/mL | 20.0 ng/mL 1d
THERN E r e .0 ng/m .0 ng/m
AN S 300 ul- 200 L 300 4L 5.0 ng/mL | 20.0 ng/mL 1d
s m i | m
If?ﬁu F I e ng, B
AR AT 6 Ij::; . 200 pL 550 ul 2.5 ng/mL | 20.0 ng/mL 1d
R T 100 L. 200 L 700 L 1.0 ng/mL | 20.0 ng/mL 1d
- m " nj m
AW F p " ng g

B 1: 2k T {8 T HE A% € T 2800 S8 D Ak o B 0 R T RE G R T AR R0 R M P
HE 2. 5L 00 S o0 TR VTR0 , B {8 P LA S T o 0 3 B ARBLL

6.3 HERE&E

6.3.1 SPE &4

WL 1.0 g B S GE R 90 T R0 , A 400 L (9 d8B THER M, HIAKE B ZE 200 mL, &
) 15 min, OV S EBR ., WA 28, /NG A /BB L 10 min, @R EMME— %, "7
Raw e,
BE o AR/ B 2 R 461 40 4 0B i AR 00 ol BG4 60 (6 B, . HPLC-MIS-MS 3 4B S ¥ MO0 F o o LUR B 4 o
S BN/ B DM KRB 2Rk B, B 0 O R O P R AP — B BR R
AT E R

Cus B A BUMELAA Y 3.0 mL/min JHAKWH 3.0 mL HEE.3.0 mL KEHL. HEFEMHET
Ti&.

HUKZ S mL #F S SRR A B3R C, BARFEUME S, FE LT 3 mL M. BRZF KL 2 mL
3L 41 £ 24 3.0 mL/min) F/hHH .

AT, FATH & =0,

6.3.2 EAPFRABMBERNS—HERME&HE(CERRREWL

FBFR LY 0.2 g B & GO0 50 8t 30 T 30 b, oA 800 uL i d8C THEM W, #E 3h 1 min,
A 4 mL ¥ 42,3850 1 min. A 3.2 mL K ,$83) 5 min,

B W B3 O B0 43 2t o M % A9 L B 390 9 51, 7 HPLC-MS-MS 3 & ft i 80 MR F » 07 LR i 8 2 f
&R/ A BB AR B, MK MBI, R RS AR R B R EE
EMATIER AN,

LR AT RE /i 3 BE B0 (BRABRY 24 20 000 G)5 min, B E#4 K E 8 Failar.

AT D0, FH A A b AR A o

MR E, T & =0,

6.3.3 H—FWERRKBEMEGFLEEETE

Oy W B A B R 41 4 S B JBE BT 7 A 0 e B 0R G AP 240 %] NDELA B 76, BB ik m R

SR , R FE AR SR IBUTORU AR B B9 bR HE B R RE AT B AL O R R . KRR IR B R A E R
1
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80 HE A8 & 5 BT B A9 %5 S HPLC-MS-MS £ 55 .
6.3.4 HEMT
A7, S ET 8 CHET BIEMHE.

7 HAEGR
7.1 &k

LR PEFRRE & ) % O ik R BOR SR Al HPLC-MS-MS 437 NDELA,
7.2 BilkF#H

WEhH MM A—2 mmol N80 & K 35 W (4.8)
Ve B——2 mmol BEME (AKBLEH = 90 * 10) HI MK 3 i (4.9)
WKI
B (1] ] B/ e TR AN PEEHM B/ %
0~1.5 97 3

1.5~1.6 97—=0 3-=100

1.6~4.0 0 100

4.0~4.1 0—=47 100—+3

4.1~6.0 a7 3

i : 0.4 mL/min,

EEEE:20 pl.

HiH 30 C.

FEdnfifF.<8 C, B .

HaZfT - BWETEEEL S ML, 8 15 MM ERBEESAH — M0 B (— MRS
BOCNRESBRLT IS N ZLEW—AXHEE) . ARWFETED 20 852, R EWH A LS
MIcRBEN, TLHERMNEITHE.

X T 5 6 % R, AR R AR PE T MBS MM, (OISO 12787),

7.3 HPLC-MS-MS & #

M, EB FHR.

LA = 36 P8 FF A 3 U0 61 (f AB Sciex 5 500 ¥) 8 HiE M2 8.
A

— W TR F B EJASV) 2800V

~——— & ¥ K (DP) 26 V

—— PR (TEM) 650 'C

—F BN (GSD 70 units(#S)

—— WS (GS2) 70 units(E )

3) AB Sciex 5500 RESHFLRMAM LA™ T SEWNERMRTHARMACRPRABRRE, SHEFE
RATHEEMAFFEOR P EFARR SO ME=RKEER.
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—& %X (CUR) 30 units( =)
SRR E
——E R % [ B8 (MRM) 3 (NDELA F 75~ 55 3 B2 o W 0, f 7y
P8 Fl— -~ 2 SR WD
—Ql 4 HEE unit
—Q3 i # unit
—— A 7 1L B LR (CAD) 12 unit(#X)

FFOER T 135(M+H), 104 #1 T4(FE R B T4 E M P #EE NDELA,
il if NDELA B4~ =35 4 35 7 1043 @ NDELA) 1 111[3 [ d8-NDELA # 143(M+H) 8%
B 0 3R B Lb %ok 5E it NDELA.

8 SRiH

8.1 REMNE

MHWHE(EFEEEME S RS EIGR A B, ME R (4,R (§# € Xk NDELA(M+H)
BT RPE R BT 104 F1 dS-NDELA(M-+H) B FAFE BT 111 a98 T sl i e %, (L&, B A.2),
LS R (H B e 1 ja A e i 2R AR < (i 8.4 P BRTAR) .,

8.2 EiAE#hLR

PABRME R NDELA O3k HEXT R fi/E M, {0 Bl i 28 .
FF 5 B 000 5 A B o o R, LM S RO K TS T 0.990C L6, B A1),

83 ANEEEREFRAGRRE

A (7] 302 36 A T 09 o s R 9 9P o, 9 O R P A 0 S (104 A 74) 0 A8 3R
CLA J6 580 8 58 1 4 H ) o 7 -5 62 M O O A0 3 1 MO 3 T R MR SR AR A, — A AT S
*1.

AT WG B AR B PR LA b e BE 9 NDELA B &% , B0 6 7 3 09 20

£ BB TFEENRXALFEE

(EH?!mﬂﬁlﬁ';imﬂﬁﬂﬁ) fiFr R
>50% +20%
>20%~50% Py
>10%4~20% +30%
Slo% +50%

8.4 WEIH

A R 8 5 B 5 BURE & 9 7 HE ¢ (ng/mL) , T 40 DAl £ 1 38 1Y 9 .
MDA R NDELA ¥ EE
W=cXV/m S ——— .
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#rh,

W — @bk S5 NDELA 408, i bR S8 S (ng/g);

R NDELA ¥ HE , 34 9 78 @ R F+ (ng/mL)

m ——4bd SR S AR R, B T () s

V ——4bt § 5 BB, A ZE T (mL) (B, T SPE ¥r{LE 20 mL, i T Z ® W Serpfb 2
4 mL),

e HEAMAREEIE4A V EAT UMW 6.3.1 f16.3.2 9D,

c

9 KRMEE

RMBEENELAFLUTHE:

a) WIIRSMFALERE;

b) RBIFEFMNEMERENFTALERE
c) AREAEREE UK

d) BEELMBWGnREDE,

e) LPEFWBHEMABEIMN;

H WEtHM,

g) BERMES Ra RN,

h)  RAMMERIET %

IDENRGRUE & (Pog Ll & ¥:0k 37 Folh

1) AT RERE w5 S 0 AR T 1k v R A WA 6 4T AT R A S R A B AR
k) REMHEAMSHEES.
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M ® A
CHE % B )

B i ER 0 & i B R Y

8
X —#RMEN B b NDELA 3£ B (ng/mL);
Y —R 1.

BE A

40 50 60

NDELA & i £ pY = 3

0
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SEM=m = 135—=104 1. 51] SEM=m: 13574

4 000 4000 .62
&3 goo| MIBL: 26 191cps £ 3.000{ g, 20 815 cps
= ]
E“m = 2 000
1 000 1 000
0* e 0 . P
0.6 0.8 1.0 1.2 1.4 1.6 1.82.0 2.2 2.4 0.6 0.81.0 1.2 1.4 1.6 1.8 2.0 2.2 2.4
B [/ min i 6] /min

SRM=m:>143—-111 1.47
2. bad

2. 0ed
1. 5e4
1. Ded

© 5 000.0
0.0

E#: 164 273 cps

AL/ cps

0.6 0.8 1.0 1.2 1.4 1.6 1.820 22 2.4
B [/ min

B A.2 HPLC-MS-MS i =@

47 1.0 ng/mL EEAERF WK , BHe HE X L T 2 L &% A NDELA 20 ng/g. BBHEBHE R
Fi AB Sciex 5 500 =T P48 FF BT8O0 57 . 3 FE S BOK SR BV AR K R B 4 fF. NDELACE REFR

F R B WM SRM) ; EA B NDELACSHE — 4~ 283 M 58 SRM); T M : d8-NDELA P4 #% ¥ ik #
BT R ¥M SRM),
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M R NA
(BT FHER R)
N-EHE_ZHBREFEEDRER

TNAD NIERE_ZCWMBRPIER AXER.ALBES.CASS . 4FX . Ao FRERSEHAR
: AR 43
P | P AR HBIAR BAPE | CASH 5T FER B
O=N_
1 iii: N-nitrosodiethanolamine | NDELA | 1116-54-7 | C,H\y N, O, | 134.13 .-"N_\LDH
HO

10
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[1] 2002/657/EC: Commission Decision of 12 August 2002 implementing Council Directive 96/
23/EC concerning the performance of analytical methods and the interpretation of results [ notified un-
der document number C (2002) 3044 ]




