ICS 71.100.70
Y 42

AR N BE 3G AT I E 5K br AE

GB/T 35951—2018

WiEmPEREEZE S HMARINABEZE
MAEZRNE ﬁ*ﬁﬁmﬁ-%ﬂk‘ﬂirﬁ'ﬁ

Determination of eight macrolide antibiotics such as

spiramycin in cosmetics—LC-MS/MS
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WikmPREEEF 8 AR ERZR
MERWNE #HEIE-BEUSE

AbRERLE T TERIE R R Pl s R 2 MThER AER FREHR  iHERY
L1 %3 7 v i YRR 0 - BRI B (LC-MS/MS) 5 75 3% iy a4 07 % V85 RT3 | IR 5 0 4 B L R 0F

A il T8 FR L AR S M i P IR e R AR P R VKRB R TR R VAR R R E
R hER VAERTENNE,

AR HETT AR R PR S DL 5 A PRy R AL,

2 MieEsIHxH

TN SO F A S i A AT A L FLEEE H WY 51 SO A TE B O BRAS 18 H T A4S 3
%, AT H WA 5] SO, H b MR (L5 BT A 5948 ol 800 38 A A SO
GB/T 6682 43 #7535 56 5 FH KBS At 56 i3

3 WEATE

3.1 [RIE

P o 228 i UL 7 82 I L 00 B 20 [T R 2 IO/ IN A e 1 D SR0ORH €9 35 3 B9 U 33 325 0 S 1 aE . S0 A
5 E

3.2 AR

i AE S AT B L B A 3R B S e fr 4l oK O GB/T 6682 BLE By — oK .
3.2.1 HIEE. fjfkaf
3.2.2 Z.HE ﬁfgg@a
3.2.3 Wi, A hafr.
3.2.4 ECkE kAl
3.2.5 AHfbw.
3.2.6 WM .
3.2.7 0.1 mol/L Z A A0 PRI 4.0 g ZURLEN . JF KR 1 L.
3.2.8 HIEEKEH3+7) 5 H 30 mL HEE(3.2.1) 5 70 mL ZKiE& .
3.2.9 AWEKEH(2+8) .28 20 mL Z8503.2.2)5 80 mL KiR 5.

3.2.10 @R 27 piE I (0.1 mol/ L) 3 12.2 g ®fie — 280 950 mL 7K, H 0.1 mol/L = =1L 8
WiE T pHEHZE SO I KEER 1 L.

3.2.11

8 o R BA N FRBL A R br ERE A/ B Al E R AN T 96000 BRNE R (P AT A OB A LT

PEHE R AR R BRIRTE AR W R P AR A MW A PR LSO PR CAS 5 S T A A T

1
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Jii i e S5z UL ok B h i3k B,
3.2.12  FRiEfE &AW EFRREGE R A AR EY R (3.2.1 D) 4 B T 50 mL R W B 5 2 4
BE L BE il B R BE R 500 mg/ L i 6 WL 18 ORI AR AU A — 1 H .

3.2.13 (R G ME A 45 15 WL < 40 0] I R RS MR AT B AR AT Pk
PrufEfif i (3.2.12)0.2 mL AR R R K H B EM & (3.2.12)6.0 mL T 100 mL % &

GEABE BREZ ANEE POBEE

FORAREERZZE. R RMAER MRER AEX  BRER . RAUER VUAERKEN

| mg/L IRIET 2= &K% BRI A 30 mg/ L BYTE -G 05 6t 65 18 3+ e A A0 20 G
3.2.14 QOasis HLLB & M7= Bk e 4 24 # . 200 mg.3 ml.,
3.2.15  FALIERR :0.22 pm AT HLAH.

3.3 {UBIMgHE

fiki

A 5 mL HEE.S mL KiK.

3.3.1 AR 03— ER EE Y (LC-MS/MS) . Bit 45 51 65 %5 3 1~ 6 (ESD
3.3.2 PR AN 0.000 1 g #10.01 g.
3.3.3 BV AT 6 000 r/min.

3.3.4 MR
3.3.5 [FAHAE O .
3.3.6 AL,
3.3.7 WhEiR G

3.3.8 HIZEMEH.LE .15 ml,

3.4 REFEHF
3.4.1 1RE

3.4.1.1 BRI HEE MmOk Eil)

PREGRFEZY 0.2 ¢ ORI 2 0.000 1 @) F 15 mL B3R .08 EIA 10 mL HEE(3.2.1).
e TS s EEHEE 15 min. L) 6 000 r/min B 10 min, #H 5.0 mL FiF#E .0 15 mL ## gLk
GOMEL210R A )G k.

3.4.1.2 FFEILEEMNam Gl EsK)

FREGAFELY 0.2 ¢ GBS 2 0.000 1 @) T 15 mL HEMEE.CEDIMA 2 mL ECABE(3.2.4) , 431
PIE e HERR N A 10 mLL 8 8 E5 2% pp A (3.2.10) L A HE B 15 min, LA 6 000 r/min .0 10 min, 57k

FREIECKE - FZE 5.0 mL
3.4.1.3  kFEL

PRI REZY 0.2 s 2 0.000 1 @) F

FEWE W 5 mL W R £h 22 P (3.2. 10 IR 2 5 . R gk

=15 mL HZEV R .8 b, F AL 5 28 tPiE W (3.2.10) 3E 75

210 mLJEZ L 6 000 r/min B0 5 min. B H 5.0 mL 3. Gk,

3.4.2 H{
o U R 2 I 5 A & [

ﬁi‘?ﬁrﬂjiﬁ D, Ml A+ I

FIZE BN (3.2.10) T ARk ik |

| 5 mL 7K .5 mL B Bk 506 (3.2.8) ik 3k .

5 mL FHELC3.2. 1) 5e 00 T EESe IR W, 75 40 TP HAS W 2 ik T,
A 1.0 mL ZHE/KER .29 EWERGw LIREG 1 min f5 .o SFLIEE (3.2.15) f5 B8 0 .




3.5 WHEEeE-RERIENE

3.5.1

mHEBIESE KN

WA 1% 2 %5 RAFUE
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a)  OEFECu 100 mm > 2.1 mmi.d.) .5 pm. 8841 2 7

b) i :A: OHE . B:0.2 20 1 i i, B0 BE e I B R e i S UL 26 1

c) *E?ﬂ%?{} T :

1 BEXREFE
HJ 8] / min A & Wi /S (mL/min)

0.0 10 % 90 % 0,30
2.0 20 %4 80 % 0.30
1.0 30 % 70 % 0,30
7.0 40 % A0 %% 0,30
10,1 05 U 5% .30
11.0 10 % 90 % 0.30
18.0 10 % 00 % 0.30

3.5.2 BERIESEEH

PEBEZH RIFITE .
a) HE A A O R B, IR Y TR

I_‘l} Wﬁgtﬁﬁﬁt} k‘w’,
c)  FEARIRT 300 °C;
d) BT IRE 350 C;
e) i F7:50 Arb(1 Arb=1 psi);
fy HFEIPSE 17:20 Arb(1 Arb=0.3 L./min);
@) RIEEE L ORI B (99,999 240 )
hy  FfE A 2 W W (MRM)Y EL L, 8 F A ES S = i S50 3 2.,
x2 RiESH
5 TET filf 451 fiE 175 i T
5 25 49) % Fi | | ki ki
Parent ion Daughter ion Collision energy I'ube Lens
No Drugs
m /= /= eV V
12 E B % | 174.0" 32
1 843.3 105
SpPITamycin 142.1 31
] a7 85 & 501.2 46
2 7449.0 103
Azithromvein 158.0 31
iy o g | 174.1 47
3 8649, 1 124
Tilicosin 08.2° 43
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* 2 (48)
) | 5 7 FET " o il I
5 294 2 _ , o
Parent ion Daughter ion Collision energy Tube Lens
No, Drugs _ |
i m/z ¢V vV
ok & 158.0° 25
4 _ hE8, 3 84
Oleandomycin 0d44.2 16
AR 576.2 31
5 34,0 &4
Ervthromvein |58.0° 20)
FIRH R 173.9 35
§ - . 916.0 i 111
I'vlosin 155.9° 38
vt i g 590,22 27
7 . | 748.0 84
Clarithramycein 158,0° 1&
W E 679.2 28
8 _ _ 837.2 79
Roxithromyein 158.0° 22
% SE f 2 (Quantitative ion) .

3.5.3

B A iRAET/ER RS &

3.5.4 MEWIE

W v 155 DU 98 HP 75 L 0 194 W)

3.5.0 EEFE

E;HE”_J ‘%’f*imﬁtﬁnrr

Jre i EH o U 1 1% B

e P = A R =
e AL 1970 [ 5 0 o] ) B R S v

La00 png /L

7 VORI THE V3 T o O SR i T
A ] —E R AR £ 2.500) , JF
=S R R 24 b o AR T R b T A X S

N 7o0 flg; [.

N
7S

7 {10 7 s o

S00 pg/L

W IETE 124 47,

8 Fh R N I 25 P A 2800 oM 0 Jo o 5 1 Do 6 i [

g/l
L3000 pg/L 1Y & %R
A ] A o i

28 I 2 TR

ok L Y 13 I i) OR B I TR 5 b ofE T P Y
H.Fir 26 4% (19 P4 5 8 1 1Y JoT far BB — B0 BF i i iR

=R AT FE B R U 2= A

‘n'ﬁ'{j f.-l'.g-' I.-”-.

2 (o] U5 7 R

Z LI s C rpig i Col

HOMEKIGH 2. DB RO IEHGRBH Q21D BEHEEBAMAHEE MG . a8% . #
RHR AN ER VIAEFERKEN S pg/L. 10 pg/l. 25
BEHRE N 150 pg/L
Bl v AT AR DL R A T R B

100 pg/LL MRS = G KFE
A P e AR ¥, TR BE AR

W) 1 55 iy - 2 A 10 7

3 EUHHENMENBEFEEMNEARITRE
FHAT B 7 B =50% =20 ~50% =10% ~20% = 10%
o B AH AT 22 +20% +25% +30% +50 %
3.6 THIIW
B AN I EE AN L 3 BRI 2 S8 1 F A SR iy
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4 HRITHE

g g s (D H B 45 B B 3 /N B Ao

C:; XV XK
X. = VX T G

1

A
X —FES R 2E o3 5 At R0 R RO B T v (g kg )

C, — Wb el Ze A5 0% W0 33 A 58 26 4 i e B2 7 O Sl e B T (g /L)
Voo EHRBL A T (ml)

K — ¥ FeAir 5L

m R TR B R ()

5 EWRSHFEE

A ER T ER AER BRER RN ER PVUASEERERMMEE S pg/L~25 pg/L JEHEH
IR E s 2 G KRE RN R 150 pg/L~750 pg/L {EEIH . [FIELE 85% ~ 110 % 2 8], 41 X Fr
R 2= /T 105,

6 RIFE

T8 H 5% 250 T ZRAT 0 P 00 7 D00 5 455 S 1 4 0F 22 (AN 5l i R S fE Y 1024,
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it ® A
(5% LM Bff 3% )
B KINABEMEENERF EZRHREE=R

8 B R FA N BRI AE F 0 E A il RS e R Z LR AL

FAD BMANRANEBEENERNER EZLHREEER

k& 4y fi PR/ (gl g) EEIR/ (pg/g)
W e i = 0.75 2.5
i Ay 5 0.08 0.30
BoRE R 0.75 2.5
1 bk == 0,01 0.04
MR 0,01 0.04
EEHEE 0.08 0.30
v i B R 0.08 (.30
R 0.08 0.30

e r RS E RV G 0.2 g 2 B T mLL MR 10 pll 0.




GB/T 35951—2018

Mt = B
(55 FHHE M 3R
S AMABELENMEZNEYER . EXLEZM.CASEFE oFR B FREREAT

8 K FH IR 2 BT 3R 1Y 259 24 FR L 3 304 B L CAS 585 a1 F 20 M o1 F 0T i B 45 1)
% B.1.

/-1|'-':-l:

= B.1

8 I RKINNATZE M -

" ENHYER BEXZR.CASERS 47X . BE2FB

TE M0

. R B A4 T o
ISik= 24 4 24 R oL 32 R CAS B35 a1 3k . sl
JHARN=EY
ENI%OJ
"“'[:}H _o
1 WEE i 5 5 Spiramyein 8025-81-8 | C,sH: N Oy, 843,05 |-f>”’" j
Y ey
Ou, A
i &l E HT'__&»?‘\'\ (11
0 O i o
e
A,
~ ™0,
T - {‘ 0)
F— he o =i . : _ . . ) - , HC}M; go® i
2 Pi] &y 5 2 Azithromvein | 83905-01-5 | Gy Hya No Oy 748 98 ~
0}
/l‘«"- H”xi O
[
O
A o
3 ol = e Tilicosin 108050-54-0 | Co Hyw N2 Q)4 869,13
4 WE: X% 3 Oleandomyein| 7060-74-4 Cq: Hyy NOP 785.85

=]
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® B.1 (40
e | }. # . A . . % . & . = ! —i -Hi_ﬂl:'-j-'{r}' T & ey =
F .é‘,.f Y1 24 FR e 3 74 R CAS Fx= a1 = 7 Eng Y
0l e

§ THRE Ervthromyein 114-07-8 C.; Hi- NOy, 733.93

& EIREE Tvlosin 1401-69-0 C,: Hqyy NO, 016.10

7 wfi BE 7= |Clarithramyein| 81103-11-9 (. Hyy NO) 747.95

8 e #E  |Roxithromyein| 80214-83-1 | Cyy His No Oy 837.05
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