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GC-MS/MS EME IIBZL 2545 6 ¢ N-
I hE G & =

GCMSMS-193

RWE: AXEY T =ZSWRTIEFABCNEDIBEZYH 6 7 N- THRXERSERRSEN S E, &
SRR 1 1~50 ng/mL BORESEER, 67 N- IWHHRZAVELIEAER R r 5 0.999 Ll L, AMXARRET. &
WIRmAREE#HF 6 X, BEIIRSD% /NF 10%, EEBFEMRILART 30, EMEBEFEIRLL 10, HERR
NAHEREITHIE R, KIRFLRTE 30 ng/g BVINARKFET, MIAREIWETY 90%~ 105%, 7575755 E KUMZ i
GC-MS/MS A MIMIB 250 6 F N- BB RRAB X AR, PRI U/DIBEZY) R N- WA R KRR S 1 R RN E
RHEE,

XP2E) . ZSWRFSRECAMN N- WhEkE IBXAY) ERSHERR
N-IFEAR, BEESUERAN—M, BF2AEX  WHERKR, ZEHEAH GC-MS/MS AN 5 MILHE, 5

SSL-CA20-070

BUEYDo

N- WA E— T B LAY S RY), EKMem®,
BREERAMERN. DHmPIE AR RFEDRT
WEMZ 2018F 7 H, EMARBREMEAERNESD
I8 H NDMA, SlEMHZRIITZXRE, H4aiE
KbWEEARHiL, FDA. FREZMEEELS 718
KIWARE, MERFEFRBINT +GCMS JEKIN 2 7 N-

W SERED
1.11Y28

RNEIINBY R T AN AR TS 2.

2020 £F 4 BENE AR T = MA RIS
1B2E259 0 N- IAERRBIIERE AR, ANXEEIZAENK
B, FFRT GC-MS/MS ENEVIBE LG H 6 T
N- WEERZA N 755%, ERAAERERESE, BIE
AR, BIRINEY N- IWAERRATEE %,

—BURMFREEE - FIEEAN: GCMS-TQ 8050 NX

1.2 D&
B3R Rtx 624Sil MS, (60 mX0.32 mm
X 1.8 um)
MRRER: 40°C (1 min)_40°C /min_180°C
_20°C /min_300°C (2 min)
HES: 2L
HREHAN: BERE (36.1 cm/sec)

1.3 HFampi 32

HEFIN SRR
BFREE :230°C

BERE 1 300°C

KONES B & FIEBE +0.6kV
KEFN: MRM (RESHIEK 1)

JEMBIREY 250 mg YMBRAYE 50 mL BOER, MIA 10 mL SEEHIER (FREX 4 g NaOH, B4k ARR,
MM S5 mLZEE, HRBAKESZE 100 mL) , #RE 5 min, AHINASHIZ NEMA ISR EEKR (Rins
£710ng/mL) 2mL, ¥R¥E 5min &, 4000 r/min B4 5min, BENFEBNER GC-MS/MS 9,
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ZRITIe
2.1 BB HEAR MRM B &
FEMFTENEE @R 250 mg, AIVEAT, TIARKRE D 30 ng/g( BR

BEIRERIESNRT
B 1o

77 O
ﬁ\DD/

A% (Reference Solution) ,

KM ZG HE

fR), &8

GCMSMS-193

1.3 A EHITIF MBI L IE,
EHRE S 3.75 ng/mL, H MRM EIILE 1, MRM X%

Q74.00>44.10 (+) 117e4  Q102.00>85.10 (+) 575e3 Q116.00>99.10 (+) 1.18e4
134 ] 1.0e4
| 4.0e3 7
1.0e4 - ] :
: ] 5.0e3 -
] 20e3 ]
7.5e3 - | ]
T T T 0'Oeo_-|""|""|""|"" 0'Oeo_-"llll'|""|""|"
6.2 6.4 6.6 700 725 750 775 750 775 800 825
NDMA NDEA NEIPA
Q 130.00542.10 (+) 517e3  Q130.00>113.10 (+) 4383 Q158.00>99.00 (+) 474e2
] 1.5e3 ]
40e3- 40e3
- : 1.0e3
00e0 -[=fmmr= P =T 7o 00e0 B T ope0 | ST -
800 825 850 825 850 875 900 950 975 10.00 10.25
NDIPA NDPA NDBA
1 6% N-WiEAR MRM Bl CRE 3.75 ng/mL)
&1 6% N-IEEREAIE MRM 2HEE
{REERYIa) EEBFN e EMEF \
é > |\ \ [/ N M|/ <
No. BB (min) (m/2) g £ CE (m/2) liffE B & CE
1 NDMA 6.455 74.00>44.10 6 74.00>42.10 24
2 NEMA (R#r) 7.000 88.00>71.10 6 88.00>43.10 9
3 NDEA 7.460 102.00>85.10 10 102.00>56.10 18
4 NEIPA 7.885 116.00>99.10 6 116.00>44.00 15
5 NDIPA 8.270 130.00>42.10 9 130.00>113.00 3
6 NDPA 8.610 130.00>113.10 6 130.00>43.10 15
1 NDBA 9.905 158.00>99.00 9 158.00>141.20 6
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22 FRERE S HIR

R

GCMSMS-193

oo A AECHI SR, REDAIAN 10 2.5 5. 10¢ 20. 50 ng/mL, WAR&REN 10 ng/mLo

UBmAD SAIRRELL NIRALTR, EERLE WYL, SEIRERLZ, B2, SMEEXARHIEX2, U
I ng/mLRERAED KRR 3 FERITERHR, & 2

Area Ratio
N

1y=
{R2=0.9993309 R=0.9996654
J curve Fit: Default (Linear)

-| Weighting: Default (None)
| Zero: Default (Not Forced)

DMA
0.07362059x+0.007795528

Area Rati

40

Conc.Ratio (ppb)

NDMA

(o]

4 NEIPA
1y=0.1490606x-0.04655548
| R?=0.9984661

| curve Fit: Default (Linear)
- Weighting: Default (None)
| Zero: Default (Not Forced)

R=0.9992328

NEIPA

Area Ratio

20

INDPA
1y=0.04777719x-0.004541103
-|R2=0.9999785 R=0.9999893

1 Curve Fit: Default (Linear)
1| Weighting: Default (None)
-| Zero: Default (Not Forced)

40
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Area Ratio

2.5 4
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204 R2=0.9990899 R =0.9995449

7| Curve Fit: Default (Linear)
- Weighting: Default (None)
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-| Zero: Default (Not Forced)
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&2 67 N- IAERZ A MEAE X R A R

2.3 BL

MR EEHIER
BRGHMER, K3y
ME T S/N>3, XRE N 3.75 ng/mL BIXT R

No.  ILAEir FEX R ¢ u%%m ﬁ?g
1 NDMA 0.9996 12.06 0.249
2 NDEA 0.9995 129.94 0.023
3 NEIPA 0.9992 196.43 0.015
4 NDIPA 0.9996 80.51 0.037
5 NDPA 0.9999 33.28 0.090
9 NDBA 0.9991 16.81 0.178
BEEREENR 6 R, BREBEFIEER RSD%<20%, &8

BB O x5

S an AR

TN, ERNEE

S/N>30, EMEF S/N>10, HEHMER, BELERIE 3.

GCMSMS-193

BEF S/N>10, &

B FIEEFII RSD<T%, EEBEF

xR 3 BERENITTERE (n=6) REERLL
No.  fEM —— 5 Ef%ﬂﬁjf - RSD% E%ﬁﬁ E';lt/_”ﬁ¥
1 NDMA 14662 12462 13774 12794 14027 14076 561 386  14.04
2 NDEA 11593 12187 11557 13528 12449 11705 570 4246 1841
3 NEIPA 26193 26530 26695 27,714 26188 25196 296 9207 652
4 NDIPA 9804 9676 9772 11,085 10714 10541 528 2644 1398
5 NDPA 8503 9207 8930 9282 888 8728 309 1719 1321
6 NDBA 772 743 741 808 787 686 622 1154 283

2.4 SEERAF an i K ANAR[EIHL

ERRPRENA D IBRE G 250 mg, %2IR 1.3 WA EHITHERATANIE, BRI R VA K. HERFTE
B 250 mg, RINR SR ERR, IIAKRE R 30 ng/g, LR E RN HE
BEXHRFHER, TEERNEIKEILRK 4.

&4 KRNI R K IR R

2R, ENARENDHI3.75 ng/mL,

No  ipay  EEERE AR IERE FHYEM R
(ng/g) 1 2 (%)
1 NDMA N.D 28.7 28.1 94.7
2 NDEA N.D 32.1 28.8 101.5
3 NEIPA N.D 29.7 28.1 96.4
4 NDIPA N.D 31.9 30.8 104.6
5 NDPA N.D 29.5 284 96.6
6 NDBA N.D 32.9 29.1 103.4
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GCMSMS-193
W 4L

A2 T = BB RERAB SONEVIEZEAY T 6 7 N- WIHRREE RN SRR R 8RS 5. FER&REA:
£ 1~50 ng/mL BYRESEEMA, 6 fh N- IAERRBILLIEE R R I r v 0.999 LI E, SMEXRRH. FWRmAR
(3.75ng/mL) EEE#F 6 X, BEMBIEXNITERE (RSD%) /NF 10%, HBEERY, HERUNHHERE
EHIER, SKERFMmE 30 ng/g BYIIARAKFE T, MAREINERT 90%~105%. 4575 75E2EMMNEE GC-MS/MS

SERDMDIB LG 6 Fh N- WHERRABRATE, BIAYMIBRZY R N- IR EERSERENNERESE,

SENAT

BREWER(PE)ARRASE - 2P0

Shimadzu (China) Co., LTD. — Analytical Applications Center

Email: sshzyan@shimadzu.com.cn Tel:86(21)34193996 http://www.shimadzu.com.cn



